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Era Loborafories, Inc.
FANath 21 hveus West
Dotk N 558042017 (218) 727638

February 18,2004

Ms. Susan Beach UM Line Galovay

Minnesota Mining and Manufactuning 3M Coetiage Grove
snvironmental Technology and Safety 10746 Innovation Road

935 Bush Avenue, Building 2-3E-0 Building 145

st Paul, MIN 55106 # Cottase Grove Mignesoty 55016
Ms. Beach, #

The 1ables below summmarize the chemical aud toxicoiogicalresults forthe tests conducted with

the 3M Cottage Grove facility samples received by P*"«'s on Pebruary 13, 2004, The tc:; VETE
conducted as outlined in the ji\ﬁ GPO dated February 9, 2004 and the LIS number 5040

Briefly, cach sample was tested at 100% concentration with two replicate test chambers per
sample. Ten 13 day old fish were exposed per replicate and test temperature was maintained at

25°C = 1%C. Solutions were renewad at the 48 hour test interval using the original sample that

oy

had been stored in darkness at 1-4°C. Test duration was 96 hours, and per your guidance, the
tests were conducied i darkness,

= . ; = . ; : Arrival Arrival Arrival
Sample Sampling | Samplin Arrival ATriva = .
e = = . Temp. | Ammonia . TRC
Identification Date Fime Date ime Gy coy .
e g/t el
Indlnent 172 24472004 14D 2132604 10:30 10 L3 <2
Effluentd 220004 (14 el 160:30 10 2.0 <007
Erfinent ] 222004 o PO 0A 1030 il gt e
PortdA DHOIIO0A D 2iE3/2008 1 10:30 10 1.3 .02
Port 1A 222004 1110 23/2004 10:30 1.0 1.6 =002
Combined Effluent § 221272004 120 200 10:30 1o 2 <O
Nope of the samples conlained fotal residual chlorine (TRQ} concentrations above the method
defectiion imit o7 0.02 mp/L. Arsnignia concentrations Torih f -;‘: renged from 1.3 mg/l. for

the Influent 1/2 sample to 2.1 mo/L for the Combined E fﬁumt mple. The measured anvnonta
concentrations were not anticipated 1o cause.acule adverse eiitcw fo Ihw fsband therefore the

tests were not pH adjusted.  Arrival temperature for each of the sample s 190
CHOELE SMNAtARE RV E LU Cirbon SHdV O T TS0 BOSD 20 Rl
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Februare 18,2004
My Susin Beach
Pages 2=

Results for the toxicity exposures are shown in the 1able below,

‘ ' D satour 4 sl & 96 Hou
24 Hqur 48 Hour ;f Hour 96 Honr o Ho Cond.
Satple Mean Mean Mean Mean
G y oo Ranpe Range 0 Range
identification | Percentage. Percentage | Percentage | Percentage i SoT o e
. . s (5.0 (mgily o fpmbosion)
Survival Survival ’Sywwai Survival
MHRW 100 100 100 100 TOR TR aan
Contro!

Influent 142 ( 0O 0 4 2.1° 6271 14617
Effluent 4 95 a4 85 75 B487 6B 8 MO A
Eifluent | 85 a0 75 70 8.4 4576 0 HE2488

Port 4A 5 65 65 &0 $.1-84 0452700 (14260480
Fort 1A 55 50 15 35 80844478 14411486
Combined . - : i -
B { 5 ] 8.0-8 STs L HsRsT
EfPuent 100 100 95 6

* o Range Obwined

The moderately hard reconstituted water (MHR W) supported 100% fish survival for the duration
of the test indicating the fish and test methods were acceptable for assessing toxicity. The
Influent 1/2 sample was observed to cause complete (100%) fish mortality within 3 hours of test
initiation. The sample identified as Effluent 4 was found to support mean 96 hour {ish survival
af ?5%"5, and the sampe identified 25 Effluent 1 was observed io support mean 96 hour fish
survival of 70%. Port 4A and Port TA samples supported mean 96 hour fish survival of 60% and
38% - vesnectively The Combined: Bfflucnt sampl ipported mean 96 hour fsh survival of
95%. Intermediate test iﬂter al mean fish survival values are shown in the table above,

None ot the routine chemistry parameters (pH, dissolve oxygen, conductrvity) measured during
the te ere abnormal for this 1y fatudy.

s

Please eallormaibmeifvou have any guestions.

Sincerely,

i i 3 2 4
Era Lapordiones. inc.

d‘f’

+ loe Dierkes
Pr i ct Me nager. Eco-1 OXIGO‘Og}’

3 ARG PO Srabt i Tger Do CHIe Ryelw dow
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Eriibabn ey

Era Laboratories, Inc,

Client: 3M

Era Project #: _ 017869

Test: Fathead Minnow Acute Toxicity Tests

Test Initiation Date:  February 13, 2004

Test Termination Date: February 17, 2004

Pagel of 6
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T e e oy

Dat%;& February 13, 2004

4 R L a1y
Lwlﬁilt. POl T e ) S

Protect £ 017860
Dilution Water: Not Applicable. MHRW Control
Test Chamber: 0.8 Liter Deak

Food: Artemia prior to 48 hour rengwal
Temperatine: 25°C

Test Orzanismi{syAge: Fathead Minnow! 13 day

Commentis:
Testsolutions renewed @ 48 hoursusing stored Sefrigerated samples from sample receint.

$

Page 2 of 6
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i (oo N
§EA9 S I 0 B S 001

TOXICITY TEST RENEWAL FORM

CLIENT AM ERAPROIECTH: 617850
TEST: e Toxdchy Evaluation TESTINITIATION DATE: Februany 13 2004
OROANISME Fathers Minnow PEST TERMINATION DATE: Februasy 17, 20048
TEST DAY Teest i:‘:*.iamn ¥ E ’ °
SRS S e CREL - S SRR SRS
ATE Zaf'g**éi? f}~;5{~é"?j T it :_Mf{:véff n_}}»au
IME OF RENEWAL | 200 . 136 1130 o
TIME OF FEEDING e A o WA A
CONTROL WATER FATTRY FMHEW MHRW MHRW MHERW
2 i = ,«"'.;é_‘ 7
INITIALS 4, A Sl Z oL
Page 3 of 6
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INITIAL CHEMISTRIES

QI A 81780

CLIENT. 30

TESTE NomelToxiciy Evatisrer

FES BENTELA HOMOAT S Hebrones B 000 e

ORGANISM{S) Fathead Vinnew

TERNMINATION DATE D Febryny

2004

crerlcloraionas, i,

Sauiple

;1},,5;3;

- Cond.

DO

s . e EL T i {gu} fempesin 190y Ammtd
MEHREW Ty g St EE ) 245 PR
Eif-d GG hAg 2 g0 7. &

inf-1id

s

4

!

|
g o
i Rie

w0

Portd A
Port-14

Lf-1e
Efi-12

Pori-iin

Part- 130

123
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Eroptaborgiones e

FIMAL CHEMISTRIES

BRAROIBE Y 017888

TESTPITIATION DATE: “2/1 304

TUSTTERME E21704

TONDAT

Date/initials Date/Initinls

HE 5
£

- = - PiateAnitials l

et |

|

|

‘2,(&.} SO i el i = E ‘ EX

“pH Temip. =] O b Terap. 0. fH b Temp, | RO,

HsHy : oy ) (S0} : ey g © BH) s i OheE)

Temp: i
e (mg/Et
7

: / ¢ ; o - - N B fui i Fa
T o bt e e e TS G o frony e By £ et 5 iz b e 5 ¥ -
FEG I E s i Eo5E 2 7y TR D8 g.018 o el 4,1,'5 5 ZALiA G s 25 &

£

i

2.
: e s i 2 !
y sl € vlgs g g del sl 408 Wl

/

13 = s o L ek i

PortdA FL 0N N DN s ) e e SRR i VI a i) Loty ?‘?r’{fv‘;

| Pori-1A o o g s g v ] e NS L TE T : CARTE R SR R PR N PV AT e A

¢

Ports1 1D
4 Pert-13B
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Bray b absoriones

ACUTE TOXICITY DATA LOG

CLITHT: 38 ERAFROIECTH U17860

FUSTANEIATION BATE: 20 1/04

TEST FERMEATIOMNDA T2 704

e e
! Duite/Tnitials. oo aharelinitials s
3 Sample - el o ALy e - a‘§ “nl jras i f e 2 o
i - Replicare Replieate 1 - ‘Replicate ' Riplicaie
A i B ‘ A L A B
MERW = te & i L9 fe
i & e g | A P
faf-1/2

Port-44 g : 2 ¢ b ’ 3

Port: 1 = c iy A?) 2 2

Part-11D T S

Port- 131 o
Ef1-123 J

Paze b ol 6
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E Environs

Eorm 387 8- TG

&

nental Laboratory

3% kg 200

7
Sampls Reusiving: {5511778-4948

Chain of Custedy /Request for Laboratory Anabdical BB 3 8
Pruject P mjsut Nume {‘éw%f ‘;J(M Ak wglﬁg { ﬁféﬁl )”’Teﬁbfﬁ }:. ]

Tamplats £ Sinal Raoort Due Dals

934 Bish Averdin ARl as1) TEeare: Projent Load N M - ¥y intarpat Due Date
BUPRGLRNSEI0E FAKI{E5%) 7IBRITS 7 D@QL 3 ':i Yﬁdiil;\ i % aﬁ}%m») Cﬁss;‘ggﬁlpf:ﬁw:{@
T g . N
Compery . AN CObvaE . (S0COE !
Maifing Address: SFEY TR Hep i é QC Ee et gw‘p §’§ ”t o Date e
City: StatecZin = (bt Carib, uv/{‘ S
7ii | i Contract Lab
Temphonet [ (8 N e BLATL RS
sdfar Soecis Yo v - - i i
| imetnce, ot oL dotection, rapciting thas, Ste ) PPN P ;««5’{ i : finalysis Reguestad: u
/ if 7t Lo T2 {‘g /’{ /,0&5 Pregewatwes; - CEmpIE Beitve ANEcR ary tyseddated Informmation,
=
w £
: S =3 : L | !
o (ﬁ{" &t n} ‘i“&""" Er] )fa”‘?ip e 3 é 8 @ § E :‘g :
, SpE &
,f g 017969 FlELR F18158
AL B
SR
He s 3hd [izte T o} Malixd i
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WOt b Lo kst f£ Ll D) Auiod Iivco iﬁai
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e ORI 1 {201 ¢ 20
e 1 iy
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i iy S
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g‘ -
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Thoyiies b
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Conventional Pollutants
FINAL REPORT
EVENT 1
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February 12, 2004
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@M Environmental Laboratory

Fores S8778 - PW0

\OB4 bbS

Chain of Custody /Reguest for Laboratory Analytical

52

&.( Z)

™2

i ) Pioject IDFroject Name { nemer, = fogr af 78 5 Y5 T&uries
?3’%3392’.“?51%? * g:;i'}gmmg; 651} TI0.4548 Template # Final Repori Due iJW :
St Pma AN 55106 PR s R Project Lead _es5 £ es internal Due Date
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g S ntact Nami g ...{} Wty é@ﬁm e &y ‘;”3%; et %ﬁ}gﬁ fiate Avaiiabla
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COOULER RECEIPT | SAMPLE LOG-IN BHEET

COOLER RECEIET f SAMPLE LOGMM SMHEET { 1{5ATT2WE)/ SUA-GA-118 REV 5.0/ BA{1S.CRLOGIN.F

®

&GSAF&WLQ

e B reawE: PACE ANALYTICAL SERVICES, INC. race [ or [
| R -
RECEIVED BY (PRINT NAME}:JASON SPRIGGS -~ RECT DRTE (4104
REGEIVED BY (SIGNATURE}, £ =P THERECD  T8.00

LOGOED INBY (SIGNA

PRGJECT. INTERLAB © —— aciny | REMARKS:
N Bawpls | Assigned pH CONDITION
£, 53924 N : BASE
EPISOBE; 53 Cllt Sample # [Fracion | LABF | Cooler 1D, [ches| "o | OF SAWPLE
SAMPLE DELIVERY GROUPS3924 @ SHIPMENT, E7C,
Remarks INFLUENT 472 j/ B354 0T [02A4/04-4 [ 47¢
1 CUSTODY SEAL(S:  FrasentAbsent .. e . )
\ntact Braken EFFLEUNT 4 [58024.02 02714047 N 4.9¢ ‘
2, CUBTODY SEALS NG FRLUBNT 1 53924.03 Q2144041 M 4.7¢ ¢
NIA
[PORT 4A 53924.04 | 02/14004-1 N 4.7a
Lo PORTIA ! 53024.05 | DEMA/04-1 N 4.7
| & CHAINGOF CUSTODY. Presentibsent R EERENT : TN ST e
Sealid It Plaskis? Yes! ho D F 2408 j0AN404t | N t7e
| Taped ToLid? Yesibo FIELD BLANK A RIG24.07 | 02/14i04-1 N 47c
. Propany Filled Ot L
I (ink, Signed, ETC)? Yes/ No ;
b4 ARBILL AR Stcker | N ,
! Prozant/Abesnt \\
LA AIRBILL NO:
L 480681942461 \
I o
. \\
€ COUDLER CONDITIONS \
: Enough kca? Yoo/ No \\
i Tyne of loe? Wet AN
Type of Packing? “BUSBEWEES i \
— i \
1 ®
7. SAMPLE TABS Absent : < :
B. GAMPLE CONDITION: !
Intact Present/Broken™! Leaking ; \
Eolties Sealed In ’ \ i
Sepamte Plastic Bags? Yasl Ho = £
Corrset Conlainers Used : ‘\“\
For Tests indicated? Yes/ o : i \ i
Corract Pregervetive? Yeg! Ko : i
Sufficient Sampley Yagt Mo ! \ :
Labels Complete (1.0, Date, :
Time, Signature, Pressrvative?  Yas! No i ; \ ?
YOA Sampies Without Bubbles? YesiNo~ : ’ \
. Does Inforsation on Custody | g "\\
Records,Labels, Tags Agrea?  Yes/No* \
10, RAD BCREEN WITH GIEGER -
COUNTER? Yesf Mo : \
: i
11, P.C. Called? You! No - , ~

* Contast PO and gttsch record of resolution

@ Samiple Fractions: B=8V SO, V= VOA GLMS or G0, PoPesticide; HaHerbicide, D=Dicdn, A=Al I=inorganics, C=Cyanide, M=Matals, ReRadiochemisiy
~ Hole samples with bubbles Undsr resnarks section,
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Paga Analyltival Services, Inc.

A l 5 l@ " 7 LV@S;A”}Q#’%

](z' Broken Arrow, OK 7481
A,_«—'/ ace na lca Phone: 918.251.2858
wwispdcelabs.com Fax: 318.251.2589

February 25, 2004

Roxanne Palierson

Pace Analytical Services
1700 Elm Street

Suite 200

Minneapolis, MN 55414

Project: Inter Lab/ 1084668

s0G: 53824

Dear Ms. Patlerson:

Enclosed please find our standard tabular report for samples received by our
laboratory on February 14, 2004, Please see the enclosed SDG Narratives for

additional information regarding analysis of these samples.

if, in your review, you should have any questions or require additional information,
olease do not hesitate to call.

Sincerely,

-
-
i~

Randy 5taggs 4
randy.siaggs@pacelabs. com
Project Manager

RES/st

Enclosures

“We certify that the following report mests all required NELAC reporting standards as
specified in NELAC 5.13, July 1, 1999, Any deviation or variance is noted in the case

retive(s). Estimated iotigs recarding : ! in the Quali
L e EPORY O CRBORMT Y RNRLYSIS > =

This report shall not be reproduced, excapt in full,
without the wiitien tensent of Pace Andivtical Services, Inc.

R
* iy 2 Y
P e e

nelac:

REpa x

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538400
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Pace Analylival Services, lnc.
1700 West Altbany

’_PaceAnalytical® Broter Ao, K FiOTS

Phone: 818.251.2858
www.pacelahs.eom fax 918.251.2599

SDG NARRATIVE

CLIENT: PACE-MN DATE: February 25,2004
PROJECT: INTER-LAB EPISCDE NO.: 53924
INORGANIC FRACTION:

Seven water samples were submitted for dissolved total organic carbon analysis, Mo major problems occurred
during the analysis of these samples. The sample’s analyses were completed according 1o the following:

SWLSOP# Method Reference Paramster
SWL-IN-310 SM53108 Total Organic Carbon

Please refer to Cooler Receipt / Seomple Log-In Sheet for details of sample conditions at receipt.
There were no hold time violations noted. Samples were filtered using a teflon filter prior to analysis.

Preparation Blank: No target analytes were detected in the preparation blank above the PQL.
Lab Control Spikes: All laboratory control spikes were within QC limits.

Matrix Spikes: Mo matrix spikes were submitted with this épisode.

Duplicates: All LCS and matrix duplicate results were within QC limits.

Mo farther data usability limitations exist for this Inorganic Analysis Data Package.

Explanations of the forms are the following:

Form 1 Sample results
Form 3 Blanks — Provided by the LB Quality Control Data Sheets.
Form 7/ Laboratory Control Sample - Provided by the LCS/LCSD Quality Control Data Sheets.

I certify that this data is technically accurate, complete, and in complisnce with the terms and conditions of the
contract, for other than the conditions detailed above, Release of the data contained in this hardeopy data
packags has been authorized by the Laboratory Manager, or histher designes, as verified by the following
signature.

Wet Chemistry Supervisor

REPORT OF LABORATORY ANALYSIS

This raport shall not be raproducad, exespt in full,
without the wrilten consent ol Pace Analytical Services, lac.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538401
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1937.0015



Pace Anatytival Ssrviees, Ing.
1700 West Albany

: ® Brokon Arrow, OF 74012
a 88 An aM fca[ Phone; §18.251.2858

Wy, geteiais.com Fax; §18.251.2588

| Sample Resulis

e

REPORT OF LABORATORY ANALYSIS

Thls report stiall not be roproduced, sxeeptin full,
without the-Writier consent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538402
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Pace Analytival Serviges, fnc.
1700 West Albany
Broken Arrow, QK 74012

Phone: F18.251.2858

ward. pacelahs.com Fax: 818.251,2508

i

!
LAB ID & 53924.01 REPORTED + (272572004
SEMPLE @ BO4-0120-57432 SAMPLED @ 02/12/2004
530G : 53924 SUBMITTED : 02/14/2004
MATRIX : W
SITE 1084663

REPORTING DATE/TIME METHOD

FARAMETER LIMIT OUNITS RESULTS ANALYZED BRALYST REFERENCE
TOTAL QRGANIC CRARBON 1.0 mg/l 17.3 02/24/04 17:32 KAL SM5310B

COMPOUND* = RESULTS REPORTED AS RECEIVED
ND = NOT DETECTED ABOVE QUANTITATION LIMIT

*

M/A = HOT APPLICAEBLE
METHODOLOGY: SM = STANDARD METHODS, 18TH EDITION, 19%2/15TH BDITION, 1995

EPh = $EPAGO0/4-79-020, MARCH 1885

SW = SW 846 Rev. 4 1995

= SURROGATE RECOVERY OUTSIDE OF QU LIMIT

Ay

REPORT OF LABURATORY ANALYSIS

This report shall not be reproduced, sxoept in full,

without the writién consent of Pace Analytical Services, Inc.

4 A8,
o R g

o %,
< <ol

$ ol
o .
“ne C1E
2 S
£ T %

i e B e s

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Pace Analytical Services, hne.

. ® 1700 West Mbany
3 ce Aﬂa fyfiC‘ 3/ Broken Ariow, QK 74012
e Prione: 918.251,2858
www.pacelalis.com Fay 018, 251.0589
LAR ID @ 33924.02 REPORTED 3 02/25/2004
SAMPLE : E04-0120-€7434 saMPLED @ 02/12/2004
503 ¢ 53924 SUBMITTED : 02/14/2004
MATRIX W
SITE : 1084665
REPORTING DATE/TIME METHOD
PEARAMETER LIMIT UNITS RESULTS ANALYZED ANALYST REFERENCE
TOTAL CRGANIC CARBON 1.0 mg/l 3.2 02/24/04 17:44 KAL SMH3L0B

COMPOUND* = RESULTS REPCORTED AS RECELVED

WD = NOT DETECTED ABOVE QUANTITATION LIMIT
¢+ = SURROGATE RECOVERY COUTSIDE OF OC LIMITS
W/A = NOT APPLICABLE

METHODOLOGY: SM = STANDARD METHODS, 18TH EDITION, 19%2/1974 EDITION, 1895
IPA = $EPRGDO/4-79-020, MARCH 1983
SW = SW 846 Rev., 4 1986

REPORT OF LABORATORY ANALYSIS

Trig 1enart shali not be reproduced, excent in Tull,
swithet the writisn conssnt 61 Pace Anglviical Services, Ing.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 M_MN01538404

1937.0018



" _PaceAnalytical®

Pace Analytical Services, fac.
1700 West Albany
Brokan Arrow, OK 74012

Phone: 818.2571.2858
Fax: 918 261 2543

METHOD

ANALYST REFERENCE

www.pacelgbs.com
LAB ID @ 53824.03 REPORTED : 02/25/2004
SERMPLE 1 ED4-0120-67439 SAMPLED 1 02/12/2004
5DG . 53824 SUBMITIED : 02/14/2004
MATRIX W
317E 1 1064665

REPORTING DATE/TIME

PARAMETER LIMIT UMITS RESULTS ANRLYZED
TOTRL ORGANIC CARBON 1.0 mg/l 11.9 02/24/04 18:22

COMPCUND* = RESULTS REPORTED AS RECEIVED

HD = NOT DETECTED ABOVE QUANTITATION LIMIT

* SURROGATE RECOVERY QUTSIDE OF QC LIMITS

N/B = NOT APPLICABLE

METHODOLOGY: §M = STANDARD METHODS, 18TH EDITION,1892/13TH EDITION,
EPA = #EPAGOU/4~79-02C, MARCH 1983

SW o= SW £46 Rev. 4 19%¢

REPORT OF LABORATORY ANALYSIS

This report shell not be reproduced. sxcept in full,
without the wiitien nonsent of Page Analytical Serviges, nc.

19985

KARL SM5210B

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0019
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" _PaceAnalytical®

www.pacelzbs.com

Pace Analylival Servises, Ine.
1700 West Aibany

Broken Arrow, OK 74012
Fhone: §18.251 2858

Fax: 918.251.259¢

LAEB ID : 53924.04 REPORTED : 02/25/2004
SAMPLE @ EQ4~0120-67438 SAMPLED : (271272004
5DG 1 53924 SUBMITTED : 02/14/2004
MATRIZ : W
3ITE : 1064665
REPORTING DATE/TIME METHOD
PARAMETER LIMIT ONITS RESULTS ANALYZED ANALYST REFERENCE
TOTAL QRGANIC CBRBON 1.0 mg/l 13.7 02/24/04 18:35 KAL SMA3108

COMPOUND* = RESULTS REPORTED AS RECEIVED

NG = NHOT DETECTED RBOVE QUANTITATION LIMIT

* = SUBRCGATE RECOVERY OUTSIDE OF QU LIMITS
H/A = NOT RPPLICABLE

METHODOLOGY . 8K = STANDARD METHODS,
EPA = ¥EPAG00/4-79~020, MARCH 1985
4 1996

5W = 5W 646 Bev.

18TH EDITION,1992/197H EDITION,

1985

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, axcept in full,
without the written conmsent of Pace Analvtical Serviess, Inc.

0 KEE
o ey

ST R /
&
& L
£ 2

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0020
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Papg Anslylical Services, Ine.
1700 West Mbany

// 368 An&M !Q& l N roken Arrow, OK 74012

Phone: 318.251.2858
WiV, pacelabs, com Fax, 918.251.2599

LEB ID : 53524.05 REPORTED : 02/25/2004
SEMPLE  : E04-0120-67435 SAMPLED @ 02/12/2004
806 : 53224 ' SUBMITTED : 02/14/2004
MATRIX : W
SITE + 1DB46E5
REPORTING DATE/TIME METHOD
PARAMETER LIMIT UNITS RESULTS ANALYZED BHALYST REFERENCE
TOTAL ORGANIC CARBON 1.2 mg/l 16,7 3/24/04 18:48  KAL SMA310B

COMPOUND* = RESULTS REPORTEDR AS RECEIVED

KD = NOT DETECTED ABOVE QUANTITATION LIMIT

® SURROGATE RECOVERY QUTSIDE OF QU LIMITS

N/A = MOT APPLICABLE

METHODOLOGY: SM = STANDBRD METHODS, 18TH EDITION,1992/19TH EDITION, 1935
EP& = $EPRGDO/4¢~79~020, MRRCH 1985

SW = SW 846 Rev. & 1996

iou

REPORT OF LABORATORY ANALYSIS

This report shali not be reproduced, sxcent in ful,
without the written consedt of Pace Analylical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538407
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0021



o ace Analytical®

www. pacelabs. com

Pape Analptival Servizes, Inc.
1700 West Albany

Broker Arrow, OK 74012
Phone; 818.251.2858

Fax; 918.251.2589

LAB ID @ 53%24.08 REPORTED : 02/25/2004
SAMPLE @ E04-0120-67442 SAMPLED  : (2/12/2004
5DG : 53924 SUBMITTED : 02/14/2004
MATRIZ W
SITE : 1084665
REPORTING DATE/TIME METHOD
PARAMETER LIMIT URITS RESULTS BNALYZED ANALYST REFERENCE

e e e e s S P B A i S e o o S, T . S o T S

TOTAL ORGAWIC CARBON

COMPOUND* = RESULTS REPCRTED A8 RECEIVED

ND = NOT DETECTED ABOVE QUANTITATION LIMIT

* = SURROGATE RECOVERY QUTSIDE OF QC LIMITS
N/B = NOT APPLICABLE

METHODOLOGY: SM = STANDARD METHODS, 18TH EDITION,1%%2/19TH EDITION,

EPA = FEPRGOL/4-78-020, MARCH 1988
4 1996

SW o= 8W 846 Rev.

REPORT OF LABORATORY ANALYSIS

Thig report shall not be reproducer, gxcapt in full,
witholt the writtan consentof Face Analyticat Services, Inc.

& Mgy
5 0,

‘nelac:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0022

062/24/04 19:00 KAL SM5310B

1985

3M_MNO01538408
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Wi, pacelabs.com

Pace Analylical Serviges, Ino,
1700 West Albany

Broken Arrow, OK 74012
Phone: 318.251.2858

rax: §18.251.2589

LBE ID & 53924.07 REPORTED @ 02/25/2004
SRMPLE @ FIELD BLANR SAMPLED : 02/712/2004
S0G : 53824 SUBMITTED : G2/14/2004
MATRTY @ W
SITE 1 1084665
REPORTING DATE/TIME METHOD
PRRAMETER LIMIT UHITS RESULTS ANALYZED ANALYST REFERENCE
TOTAL ORGAHIC CARBON 1.0 mg/l HD 02724704 18:10 KAL SM5310B

COMPOUND* = RESULTS REPORTED AS RECEIVED

ND = NOT DETECTED ABOVE QUANTITATION LIMIT

* = SURROGATE RECOVERY QUTSIDE OF QC LIMITS
M/A = NOT APPLICABLE

METHODOLOGY ¢ SM = STANDARD METHODS,
EPR = #EPAG00/4~79-020, WMARCH 1985
SW o= SW 3456 Rev., 4 1986

1BTH EDITION,1992/19TH EDITION, 1833

REPORT OF LABORATORY ANALYSIS

Tris repors shall not be reproduced, except in full,
without the written conssnt of Pace Anaiytical Servicas, Inc.
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0023
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3M_MNO01538409



V. Face Analyilcal Services, I
2ace Analytical®

Py

1700 West Albany

Broken Arrow, - OK 742

FPhane: 818,251 2858

wiww.gacelabs, com QC Results [ .

Fax 818.251.2502

REPORT OF LABDRATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Aralvtical Services, Inc.
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538410
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0024



Pace Analylival Services, Ino,

y : ® 1708 West Albany
; &Ce An&Mfca]’ Broken Arrow, OK 742
Phone; 918.251.2858

Fax 918.287 2538

wew pacelabs.com

LER ID : PBRWO402240451 LB REPQRTED @ 02/25/2004
QROC Q402240451 ANALYZED @ 02/24/2004 16:26
METHIX @ W DILUTIGN : 1

REPORTIHG DATE/TIME METHOD
PERAMETER LIMIT UNITS RESULTS ANALYZED ANALYST REFERENCE
TOTAL ORGANIC CARBOW 1.0 my /1 HD 02/24/04 16:26 HKAL SMH310R

COMPOUND* = RESULTS REPORTED AS RECEIVED

NE = NOT DETECTED ABOVE QUANTITATION LIMIT

* = SURROGATE RECOVERY OUTSIDE OF QU LIMITS
/B = WOT APPLLCRBLE

METHODOLOGY: SM = STANDARD METHCDS, 18TH EDITION, 1892/19TH EDITION, 1985
EPR = REPAGDO/4-79-020, MARCH 19835
SW = 5W 846 Rev. 4 1996
REPORT OF LABORATORY ANALYSIS
This report shall not e reproduced, except in full,
without the written consent of Pace Analytical Sarvices, Ing,
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538411

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0025



/' _Pace Analytical®

MATRIX : W

LAB 1D
LCW0402240451
LDW0402240451

Parameter mg/l
TOTAL OBGANIC CARBON

WiV, gagaiabs. com

LABORATORY CONTROL 3PIKE/SPIHE DUPLICATE RECOVERY

REPORIED : 02/25/2004

QC BATCH EMALYZIED

0402240451 2004-02-24 lo:42

0402240451 2004-02-24 1€:58
SPIKED  SPIKE SPIKE  DUP Dup
AMOUNT CONC. $Rec CONC. %Rec
50 47.9 86 48,2 96

REPORT OF LABORATORY ANALYSIS

This report shall net be repmduced, except in Tull,
without the written consent of Pace Analytical Services, Inc.
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Pave Analylical Services, Ins.
1700 West Albany

Broken Arrovw, UK 740312
Fhone: §18.251.2858

Fax 818.251.2598

MAX LIMITS
RED %Rec.
20 90~110

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0026
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Page Anafptival Serviges, Ine.
1708 West Alhany
Broken Arow, \OK 74012

_,,//1 386 An&/}[ﬁca/ Phone: 9182512858

wWiww.paceishs, com Fax: 918.251.2599

Chain of Custody / Cooler Receipt

REPORT OF LABORATORY ANALYSIS

This rzpert shall not be reproduced, except in full
without the written consent of Pace Analvfical Services, irc.
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538413
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0027



] >
284 Environmental Laboratory  Chain of Gustody /Request for Laboratory Analytical 52592 :
) . ject Name { pomar s fofon 47 Colrn 5 Yooumn, Tesr 0 V
wﬁﬂm& e Taieghans: MMMMMMW&& e Flnal Report Due Date
y £
Mmmﬂ_«w“wﬁm oAt FropelLesl  EELS S DRINGE m_wwﬁmao% Eeu
Bt Pout ket 9108 PAR: 59| FTBBITS Dept, # (rain) _Oerd% -
ToonmtMare B Y faaf mv&trwa{mw@%o Mok Date Available
dcompany 3., Covrie.e (RoVE pate DU %%\%Q\
Tnaiing Address (o34 1Ht$c>\3ut o, e
Aoy, sue. Zp Coppee g.;ﬁ%m Fa7 7025 Gontract Lab ‘ohl -
= Helophose & {peh.. a?m;ﬁmﬁ 51 Analysis Requested:
%gq&.ﬁﬁwﬁ.%w e Preservatives: 5 sats i, :M.&xa tad frefos u
n 4 4
2 | EE | Al
5|58l 5l ie '
,.m.. & m-v & an W hm%\s
Q80 1° @ Y
Ere Matrnd Lt .
lhem Cleat SBample Identification Lisse Heodia lemevs a%ﬂu i..mu. Mﬁﬂn X MW shebox Jsﬂu lo Busnee
w. Trfiaiar. 112 L34 Lo nw.ﬁ (.W H _ >
2 | Errognr A e E x( 213 7 1 =
5 |epmumr | |63 : 2 h e
= RFMM.,, 1v38] | 1i:33 3 _ b
e e es7 | s 2131 ‘
¢ Poer LA C754 ¥ lzesl ¥ 12 21 Ami
AP P Aalod] = | ¥ 3
) ey
8.
9. -
Collectors signature: &%@ —
: EreTe
BT “Srilpped Vial ! maiaa% ;
: 1050 [Ahalef ; e 12419 M\.“Wm
Ares | A3l =, Few [Vl
: ! 2 s
: Consmaial
,maan_u CongttionUpoen Aeceiol: ﬁ)ﬁs&aui £ Chhan
Aire kY Received on foe
%%3&3524 .Pw Capias b

vt o Sevemribareden Snmelan

Lest Page - rkgnots

B Revarae Side for Instpadions

3M_MNO01538414

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0028



I\/g at’-i@ ;ﬁlaf’ SC%;"E’LL:”{-{@‘;@A Dﬁtibﬁﬁ(é» /py ;'Cs,r;,'g

A ceAnalytical Shipping Request
-~ o . ‘ 7 T
Date 42/ 2/izfox . Must Amive By 204 e Time AMor PM cice one
Senders Initials gyl Extension No. {F5a73 Dept. 8 joom
o
/ ShipTo & or  PickUp From [J \
Recipients Name: Pasy - Turse,
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Narne . Cosat
10850, (12/01)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0029
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ace Analytical

www pacelabs.com

February 26, 2004

Mr. Jess Eldridge

3M Environmental Laboratcry
935 Bush Ave.

Bldg. 2-3E-09

St. Paul, MN 55144

RE: Lab Project Number: 1084665

Client Project ID: E04-0120 CG Carbon System Test

Dear Mr. Eldridge:

Encloged are the analytical results for sample(s) received by the laboratory on February 13, 2004.

Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

Phone: 612.607.1700
fax: 612.607.6444

Results

raported herein conform to the most current NELAC standards, where applicable, unless otherwise narrated in the

body of the report.

If you have any questions concerning this report please feel free to contact me.

Sincerely,

Dorlloon—

Roxanne Patterson
Roxanne.Patterson@pacelaks.com
Project Manager

Minnesota Certification §{: 027-053-137
Wisconsin Certification #: 9999407970

Enclosures

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0031

3M_MNO01538417



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333132 Project Sample Number: 1084665-001 Date Collected: 02/12/04 11:00
Client Sample ID: E04-0120-67432 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 52 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol 75.0 ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 11. 02/18/04 16:10 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 11. 02/18/04 16:10 KSK 111-44-4
2-Chlorophenol ND ug/1 11. 02/18/04 16:10 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 11. 02/18/04 16:10 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 11. 02/18/04 16:10 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 11. 02/18/04 16:10 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 11. 02/18/04 16:10 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 11. 02/18/04 16:10 KSK 621-64-7
Nitrobenzene ND ug/1 11. 02/18/04 16:10 KSK 98-95-3
Isophorone ND ug/1 11. 02/18/04 16:10 KSK 78-59-1
2-Nitrophenol ND ug/1 11. 02/18/04 16:10 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 11. 02/18/04 16:10 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 11. 02/18/04 16:10 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 11. 02/18/04 16:10 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 11. 02/18/04 16:10 KSK 120-82-1
Naphthalene ND ug/1 11. 02/18/04 16:10 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 11. 02/18/04 16:10 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 11. 02/18/04 16:10 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 11. 02/18/04 16:10 KSK 88-06-2
2-Chloronaphthalene ND ug/1 11. 02/18/04 16:10 KSK 91-58-7
Dimethylphthalate ND ug/1 11. 02/18/04 16:10 KSK 131-11-3
Acenaphthylene ND ug/1 11. 02/18/04 16:10 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 11. 02/18/04 16:10 KSK 606-20-2
Acenaphthene ND ug/1 11. 02/18/04 16:10 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 54. 02/18/04 16:10 KSK 51-28-5
4-Nitrophenol ND ug/1l 54, 02/18/04 16:10 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 11. 02/18/04 16:10 KSK 121-14-2
Diethylphthalate ND ug/1 11. 02/18/04 16:10 KSK 84-66-2

Date: 02/26/04 Page: 1 of 34

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538418
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0032



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333132 Project Sample Number: 1084665-001 Date Collected: 02/12/04 11:00
Client Sample ID: E04-0120-67432 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 11. 02/18/04 16:10 KSK 7005-72-3
Fluorene ND ug/1 11. 02/18/04 16:10 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 54, 02/18/04 16:10 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 11. 02/18/04 16:10 KSK 101-55-3
Hexachlorobenzene ND ug/1 11. 02/18/04 16:10 KSK 118-74-1
Pentachlorophenol ND ug/1 25. 02/18/04 16:10 KSK 87-86-5
Phenanthrene ND ug/1 11. 02/18/04 16:10 KSK 85-01-8
Anthracene ND ug/1l 11. 02/18/04 16:10 KSK 120-12-7
Di-n-butylphthalate ND ug/1 11. 02/18/04 16:10 KSK 84-74-2
Fluoranthene ND ug/1 11. 02/18/04 16:10 KSK 206-44-0
Pyrene ND ug/1 11. 02/18/04 16:10 KSK 129-00-0
Butylbenzylphthalate ND ug/1 11. 02/18/04 16:10 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 22. 02/18/04 16:10 KSK 91-94-1
Benzo (a) anthracene ND ug/1 11. 02/18/04 16:10 KSK 56-55-3
Chrysene ND ug/1 11. 02/18/04 16:10 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 11. 02/18/04 16:10 KSK 117-81-7
Di-n-octylphthalate ND ug/1 11. 02/18/04 16:10 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 11. 02/18/04 16:10 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 11. 02/18/04 16:10 KSK 207-08-9
Benzo (a) pyrene ND ug/1 11. 02/18/04 16:10 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 11. 02/18/04 16:10 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 11. 02/18/04 16:10 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 11. 02/18/04 16:10 KSK 191-24-2
Hexachlorcethane ND ug/1 11. 02/18/04 16:10 KSK 67-72-1
Nitrobenzene-d5 (8) 79 % 02/18/04 16:10 KSK 4165-60-0
2-Fluorobiphenyl (8) 83 % 02/18/04 16:10 KSK 321-60-8
Terphenyl-d14 (S) 82 % 02/18/04 16:10 KSK 1718-51-0
Phenol-dé (S) 0 % 02/18/04 16:10 KSK 13127-88-3 3,4
2-Fluorophenol (S) 2 % 02/18/04 16:10 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 44 % 02/18/04 16:10 KSK 3,4
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane 5.4 ug/1 1.0 02/17/04 19:04 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 19:04 PN1 75-01-4
Bromomethane 19. ug/1l 1.0 02/17/04 19:04 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 19:04 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 19:04 PN1 75-69-4
Date: 02/26/04 Page: 2 of 34

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333132 Project Sample Number: 1084665-001 Date Collected: 02/12/04 11:00
Client Sample ID: E04-0120-67432 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/17/04 19:04 DN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 19:04 DN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 19:04 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 19:04 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 19:04 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 19:04 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 19:04 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 19:04 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 19:04 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 19:04 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 19:04 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 19:04 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 19:04 PN1 10061-02-6
Toluene 20. ug/1 1.0 02/17/04 19:04 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 19:04 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 19:04 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 19:04 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 19:04 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 19:04 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 19:04 PN1 100-41-4
Xylene (Total) 3.6 ug/1 3.0 02/17/04 19:04 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 19:04 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 19:04 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 19:04 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 19:04 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 19:04 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 19:04 PN1 110-75-8
Dibromofluoromethane (S) 96 % 02/17/04 19:04 PN1 1868-53-7
Toluene-d8 (S) 89 % 02/17/04 19:04 PN1 2037-26-5
4-Bromofluorobenzene (S) 97 % 02/17/04 19:04 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 92 % 02/17/04 19:04 PN1 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333140 Project Sample Number: 1084665-002 Date Collected: 02/12/04 11:45
Client Sample ID: E04-0120-67434 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 15 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 02/18/04 17:04 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 02/18/04 17:04 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 02/18/04 17:04 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 02/18/04 17:04 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 02/18/04 17:04 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 02/18/04 17:04 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 02/18/04 17:04 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 02/18/04 17:04 KSK 621-64-7
Nitrobenzene ND ug/1 10. 02/18/04 17:04 KSK 98-95-3
Isophorone ND ug/1 10. 02/18/04 17:04 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 02/18/04 17:04 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 02/18/04 17:04 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 02/18/04 17:04 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 02/18/04 17:04 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 02/18/04 17:04 KSK 120-82-1
Naphthalene ND ug/1 10. 02/18/04 17:04 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 02/18/04 17:04 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 02/18/04 17:04 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 02/18/04 17:04 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 02/18/04 17:04 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 02/18/04 17:04 KSK 131-11-3
Acenaphthylene ND ug/1 10. 02/18/04 17:04 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 02/18/04 17:04 KSK 606-20-2
Acenaphthene ND ug/1 10. 02/18/04 17:04 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 51. 02/18/04 17:04 KSK 51-28-5
4-Nitrophenol ND ug/1l 51. 02/18/04 17:04 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 02/18/04 17:04 KSK 121-14-2
Diethylphthalate ND ug/1 10. 02/18/04 17:04 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333140 Project Sample Number: 1084665-002 Date Collected: 02/12/04 11:45
Client Sample ID: E04-0120-67434 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 02/18/04 17:04 KSK 7005-72-3
Fluorene ND ug/1 10. 02/18/04 17:04 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 51. 02/18/04 17:04 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 02/18/04 17:04 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 02/18/04 17:04 KSK 118-74-1
Pentachlorophenol ND ug/1 24, 02/18/04 17:04 KSK 87-86-5
Phenanthrene ND ug/1 10. 02/18/04 17:04 KSK 85-01-8
Anthracene ND ug/1l 10. 02/18/04 17:04 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 02/18/04 17:04 KSK 84-74-2
Fluoranthene ND ug/1 10. 02/18/04 17:04 KSK 206-44-0
Pyrene ND ug/1 10. 02/18/04 17:04 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 02/18/04 17:04 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 21. 02/18/04 17:04 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 02/18/04 17:04 KSK 56-55-3
Chrysene ND ug/1 10. 02/18/04 17:04 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 02/18/04 17:04 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 02/18/04 17:04 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 02/18/04 17:04 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 02/18/04 17:04 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 02/18/04 17:04 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 02/18/04 17:04 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 02/18/04 17:04 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 02/18/04 17:04 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 02/18/04 17:04 KSK 67-72-1
Nitrobenzene-d5 (8) 67 % 02/18/04 17:04 KSK 4165-60-0
2-Fluorobiphenyl (8) 71 % 02/18/04 17:04 KSK 321-60-8
Terphenyl-d14 (S) 80 % 02/18/04 17:04 KSK 1718-51-0
Phenol-dé (S) 32 % 02/18/04 17:04 KSK 13127-88-3 3,4
2-Fluorophenol (S) 43 % 02/18/04 17:04 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 71 % 02/18/04 17:04 KSK
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 20:00 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 20:00 PN1 75-01-4
Bromomethane 6.7 ug/1l 1.0 02/17/04 20:00 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 20:00 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 20:00 PN1 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333140 Project Sample Number: 1084665-002 Date Collected: 02/12/04 11:45
Client Sample ID: E04-0120-67434 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/17/04 20:00 DN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 20:00 DN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 20:00 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 20:00 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 20:00 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 20:00 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 20:00 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 20:00 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 20:00 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 20:00 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 20:00 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 20:00 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:00 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 20:00 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:00 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 20:00 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 20:00 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 20:00 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 20:00 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 20:00 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 20:00 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 20:00 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 20:00 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 20:00 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 20:00 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 20:00 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 20:00 PN1 110-75-8
Dibromofluoromethane (S) 90 % 02/17/04 20:00 PN1 1868-53-7
Toluene-d8 (S) 7 % 02/17/04 20:00 PN1 2037-26-5
4-Bromofluorobenzene (S) 85 % 02/17/04 20:00 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 88 % 02/17/04 20:00 PN1 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333157 Project Sample Number: 1084665-003 Date Collected: 02/12/04 11:20
Client Sample ID: E04-0120-67439 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 42 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 02/18/04 17:57 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 02/18/04 17:57 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 02/18/04 17:%7 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 02/18/04 17:57 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 02/18/04 17:57 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 02/18/04 17:57 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 02/18/04 17:57 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 02/18/04 17:57 KSK 621-64-7
Nitrobenzene ND ug/1 10. 02/18/04 17:57 KSK 98-95-3
Isophorone ND ug/1 10. 02/18/04 17:57 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 02/18/04 17:57 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 02/18/04 17:57 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 02/18/04 17:57 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 02/18/04 17:57 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 02/18/04 17:57 KSK 120-82-1
Naphthalene ND ug/1 10. 02/18/04 17:57 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 02/18/04 17:57 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 02/18/04 17:57 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 02/18/04 17:57 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 02/18/04 17:57 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 02/18/04 17:57 KSK 131-11-3
Acenaphthylene ND ug/1 10. 02/18/04 17:57 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 02/18/04 17:57 KSK 606-20-2
Acenaphthene ND ug/1 10. 02/18/04 17:57 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 51. 02/18/04 17:57 KSK 51-28-5
4-Nitrophenol ND ug/1l 51. 02/18/04 17:57 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 02/18/04 17:57 KSK 121-14-2
Diethylphthalate ND ug/1 10. 02/18/04 17:57 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333157 Project Sample Number: 1084665-003 Date Collected: 02/12/04 11:20
Client Sample ID: E04-0120-67439 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 02/18/04 17:57 KSK 7005-72-3
Fluorene ND ug/1 10. 02/18/04 17:57 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 51. 02/18/04 17:57 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 02/18/04 17:57 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 02/18/04 17:57 KSK 118-74-1
Pentachlorophenol ND ug/1 23. 02/18/04 17:57 KSK 87-86-5
Phenanthrene ND ug/1 10. 02/18/04 17:57 KSK 85-01-8
Anthracene ND ug/1l 10. 02/18/04 17:57 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 02/18/04 17:57 KSK 84-74-2
Fluoranthene ND ug/1 10. 02/18/04 17:57 KSK 206-44-0
Pyrene ND ug/1 10. 02/18/04 17:57 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 02/18/04 17:57 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 20. 02/18/04 17:57 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 02/18/04 17:%7 KSK 56-55-3
Chrysene ND ug/1 10. 02/18/04 17:57 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 02/18/04 17:57 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 02/18/04 17:57 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 02/18/04 17:57 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 02/18/04 17:57 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 02/18/04 17:57 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 02/18/04 17:57 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 02/18/04 17:57 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 02/18/04 17:57 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 02/18/04 17:57 KSK 67-72-1
Nitrobenzene-d5 (8) 71 % 02/18/04 17:57 KSK 4165-60-0
2-Fluorobiphenyl (8) 79 % 02/18/04 17:57 KSK 321-60-8
Terphenyl-d14 (S) 81 % 02/18/04 17:57 KSK 1718-51-0
Phenol-dé (S) 21 % 02/18/04 17:57 KSK 13127-88-3 3,4
2-Fluorophenol (S) 32 % 02/18/04 17:57 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 62 % 02/18/04 17:57 KSK
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 20:28 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 20:28 PN1 75-01-4
Bromomethane 7.5 ug/1l 1.0 02/17/04 20:28 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 20:28 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 20:28 PN1 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333157 Project Sample Number: 1084665-003 Date Collected: 02/12/04 11:20
Client Sample ID: E04-0120-67439 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/17/04 20:28 DN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 20:28 DN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 20:28 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 20:28 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 20:28 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 20:28 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 20:28 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 20:28 DPN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 20:28 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 20:28 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 20:28 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 20:28 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:28 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 20:28 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:28 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 20:28 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 20:28 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 20:28 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 20:28 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 20:28 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 20:28 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 20:28 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 20:28 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 20:28 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 20:28 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 20:28 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 20:28 PN1 110-75-8
Dibromofluoromethane (S) 97 % 02/17/04 20:28 PN1 1868-53-7
Toluene-d8 (S) 80 % 02/17/04 20:28 PN1 2037-26-5
4-Bromofluorobenzene (S) 87 % 02/17/04 20:28 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 91 % 02/17/04 20:28 PN1 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333165 Project Sample Number: 1084665-004 Date Collected: 02/12/04 11:35
Client Sample ID: E04-0120-67438 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 43 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 02/18/04 18:50 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 02/18/04 18:50 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 02/18/04 18:50 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 02/18/04 18:50 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 02/18/04 18:50 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 02/18/04 18:50 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 02/18/04 18:50 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 02/18/04 18:50 KSK 621-64-7
Nitrobenzene ND ug/1 10. 02/18/04 18:50 KSK 98-95-3
Isophorone ND ug/1 10. 02/18/04 18:50 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 02/18/04 18:50 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 02/18/04 18:50 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 02/18/04 18:50 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 02/18/04 18:50 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 02/18/04 18:50 KSK 120-82-1
Naphthalene ND ug/1 10. 02/18/04 18:50 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 02/18/04 18:50 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 02/18/04 18:50 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 02/18/04 18:50 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 02/18/04 18:50 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 02/18/04 18:50 KSK 131-11-3
Acenaphthylene ND ug/1 10. 02/18/04 18:50 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 02/18/04 18:50 KSK 606-20-2
Acenaphthene ND ug/1 10. 02/18/04 18:50 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 52. 02/18/04 18:50 KSK 51-28-5
4-Nitrophenol ND ug/1l 52. 02/18/04 18:50 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 02/18/04 18:50 KSK 121-14-2
Diethylphthalate ND ug/1 10. 02/18/04 18:50 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333165 Project Sample Number: 1084665-004 Date Collected: 02/12/04 11:35
Client Sample ID: E04-0120-67438 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 02/18/04 18:50 KSK 7005-72-3
Fluorene ND ug/1 10. 02/18/04 18:50 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 52. 02/18/04 18:50 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 02/18/04 18:50 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 02/18/04 18:50 KSK 118-74-1
Pentachlorophenol ND ug/1 24, 02/18/04 18:50 KSK 87-86-5
Phenanthrene ND ug/1 10. 02/18/04 18:50 KSK 85-01-8
Anthracene ND ug/1l 10. 02/18/04 18:50 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 02/18/04 18:50 KSK 84-74-2
Fluoranthene ND ug/1 10. 02/18/04 18:50 KSK 206-44-0
Pyrene ND ug/1 10. 02/18/04 18:50 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 02/18/04 18:50 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 21. 02/18/04 18:50 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 02/18/04 18:50 KSK 56-55-3
Chrysene ND ug/1 10. 02/18/04 18:50 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 02/18/04 18:50 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 02/18/04 18:50 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 02/18/04 18:50 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 02/18/04 18:50 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 02/18/04 18:50 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 02/18/04 18:50 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 02/18/04 18:50 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 02/18/04 18:50 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 02/18/04 18:50 KSK 67-72-1
Nitrobenzene-d5 (8) 80 % 02/18/04 18:50 KSK 4165-60-0
2-Fluorobiphenyl (8) 86 % 02/18/04 18:50 KSK 321-60-8
Terphenyl-d14 (S) 82 % 02/18/04 18:50 KSK 1718-51-0
Phenol-dé (S) 0 % 02/18/04 18:50 KSK 13127-88-3 3,4
2-Fluorophenol (S) 0 % 02/18/04 18:50 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 2 % 02/18/04 18:50 KSK 3,4
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 20:56 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 20:56 PN1 75-01-4
Bromomethane 4.8 ug/1l 1.0 02/17/04 20:56 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 20:56 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 20:56 PN1 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333165 Project Sample Number: 1084665-004 Date Collected: 02/12/04 11:35
Client Sample ID: E04-0120-67438 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 4.4 ug/1 1.0 02/17/04 20:56 DN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 20:56 DN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 20:56 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 20:56 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 20:56 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 20:56 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 20:56 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 20:56 DN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 20:56 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 20:56 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 20:56 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 20:56 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:56 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 20:%6 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 20:56 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 20:56 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 20:56 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 20:56 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 20:56 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 20:56 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 20:56 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 20:56 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 20:56 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 20:56 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 20:56 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 20:56 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 20:56 PN1 110-75-8
Dibromofluoromethane (S) 98 % 02/17/04 20:56 PN1 1868-53-7
Toluene-d8 (S) 83 % 02/17/04 20:56 PN1 2037-26-5
4-Bromofluorobenzene (S) 89 % 02/17/04 20:56 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 88 % 02/17/04 20:56 PN1 17060-07-0
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333173 Project Sample Number: 1084665-005 Date Collected: 02/12/04 11:10
Client Sample ID: E04-0120-67435 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 43 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 02/18/04 19:44 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 02/18/04 19:44 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 02/18/04 19:44 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 02/18/04 19:44 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 02/18/04 19:44 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 02/18/04 19:44 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 02/18/04 19:44 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 02/18/04 19:44 KSK 621-64-7
Nitrobenzene ND ug/1 10. 02/18/04 19:44 KSK 98-95-3
Isophorone ND ug/1 10. 02/18/04 19:44 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 02/18/04 19:44 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 02/18/04 19:44 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 02/18/04 19:44 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 02/18/04 19:44 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 02/18/04 19:44 KSK 120-82-1
Naphthalene ND ug/1 10. 02/18/04 19:44 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 02/18/04 19:44 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 02/18/04 19:44 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 02/18/04 19:44 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 02/18/04 19:44 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 02/18/04 19:44 KSK 131-11-3
Acenaphthylene ND ug/1 10. 02/18/04 19:44 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 02/18/04 19:44 KSK 606-20-2
Acenaphthene ND ug/1 10. 02/18/04 19:44 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 52. 02/18/04 19:44 XSK 51-28-5
4-Nitrophenol ND ug/1l 52. 02/18/04 19:44 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 02/18/04 19:44 KSK 121-14-2
Diethylphthalate ND ug/1 10. 02/18/04 19:44 KSK 84-66-2
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333173 Project Sample Number: 1084665-005 Date Collected: 02/12/04 11:10
Client Sample ID: E04-0120-67435 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 02/18/04 19:44 KSK 7005-72-3
Fluorene ND ug/1 10. 02/18/04 19:44 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 52. 02/18/04 19:44 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 02/18/04 19:44 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 02/18/04 19:44 KSK 118-74-1
Pentachlorophenol ND ug/1 24, 02/18/04 19:44 KSK 87-86-5
Phenanthrene ND ug/1 10. 02/18/04 19:44 KSK 85-01-8
Anthracene ND ug/1l 10. 02/18/04 19:44 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 02/18/04 19:44 KSK 84-74-2
Fluoranthene ND ug/1 10. 02/18/04 19:44 KSK 206-44-0
Pyrene ND ug/1 10. 02/18/04 19:44 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 02/18/04 19:44 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 21. 02/18/04 19:44 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 02/18/04 19:44 KSK 56-55-3
Chrysene ND ug/1 10. 02/18/04 19:44 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 02/18/04 19:44 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 02/18/04 19:44 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 02/18/04 19:44 XKSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 02/18/04 19:44 XKSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 02/18/04 19:44 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 02/18/04 19:44 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 02/18/04 19:44 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 02/18/04 19:44 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 02/18/04 19:44 KSK 67-72-1
Nitrobenzene-d5 (8) 78 % 02/18/04 19:44 KSK 4165-60-0
2-Fluorobiphenyl (8) 83 % 02/18/04 19:44 KSK 321-60-8
Terphenyl-d14 (S) 81 % 02/18/04 19:44 KSK 1718-51-0
Phenol-dé (S) 1 % 02/18/04 19:44 KSK 13127-88-3 3,4
2-Fluorophenol (S) 12 % 02/18/04 19:44 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 54 % 02/18/04 19:44 KSK
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 21:23 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 21:23 PN1 75-01-4
Bromomethane 3.2 ug/1l 1.0 02/17/04 21:23 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 21:23 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 21:23 PN1 75-69-4
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Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333173 Project Sample Number: 1084665-005 Date Collected: 02/12/04 11:10
Client Sample ID: E04-0120-67435 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride 4.6 ug/1 1.0 02/17/04 21:23 PN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 21:23 DN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 21:23 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 21:23 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 21:23 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 21:23 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 21:23 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 21:23 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 21:23 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 21:23 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 21:23 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 21:23 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 21:23 PN1 10061-02-6
Toluene 4.0 ug/1 1.0 02/17/04 21:23 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 21:23 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 21:23 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 21:23 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 21:23 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 21:23 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 21:23 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 21:23 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 21:23 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 21:23 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 21:23 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 21:23 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 21:23 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 21:23 PN1 110-75-8
Dibromofluoromethane (S) 100 % 02/17/04 21:23 PN1 1868-53-7
Toluene-d8 (S) 90 % 02/17/04 21:23 PN1 2037-26-5
4-Bromofluorobenzene (S) 95 % 02/17/04 21:23 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 93 % 02/17/04 21:23 PN1 17060-07-0
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333181 Project Sample Number: 1084665-006 Date Collected: 02/12/04 12:00
Client Sample ID: E04-0120-67442 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BCD, 5 day 24 ng/l 6 02/18/04 JPH1 1,2

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Semivolatiles

625 Wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625

Phenol ND ug/1 10. 02/18/04 20:37 KSK 108-95-2
big (2-Chlorcethyl) ether ND ug/1 10. 02/18/04 20:37 KSK 111-44-4
2-Chlorophenol ND ug/1 10. 02/18/04 20:37 KSK 95-57-8
1,3-Dichlorocbenzene ND ug/1 10. 02/18/04 20:37 KSK 541-73-1
1,4-Dichlorobenzene ND ug/1 10. 02/18/04 20:37 KSK 106-46-7
1,2-Dichlorobenzene ND ug/1 10. 02/18/04 20:37 KSK 95-50-1
bis(2-Chloroisopropyl) ether ND ug/1 10. 02/18/04 20:37 KSK 39638-32-9
N-Nitroso-di-n-propylamine ND ug/1 10. 02/18/04 20:37 KSK 621-64-7
Nitrobenzene ND ug/1 10. 02/18/04 20:37 KSK 98-95-3
Isophorone ND ug/1 10. 02/18/04 20:37 KSK 78-59-1
2-Nitrophenol ND ug/1 10. 02/18/04 20:37 KSK 88-75-5
2,4-Dimethylphenol ND ug/1 10. 02/18/04 20:37 KSK 105-67-9
bis (2-Chloroethoxy)methane ND ug/1 10, 02/18/04 20:37 KSK 111-91-1
2,4-Dichlorophenol ND ug/1 10. 02/18/04 20:37 KSK 120-83-2
1,2,4-Trichlorobenzene ND ug/1 10. 02/18/04 20:37 KSK 120-82-1
Naphthalene ND ug/1 10. 02/18/04 20:37 KSK 91-20-3
Hexachloro-1, 3-butadiene ND ug/1 10. 02/18/04 20:37 KSK 87-68-3
4-Chloro-3-methylphenol ND ug/1 10. 02/18/04 20:37 KSK 59-50-7
2,4,6-Trichlorophenol ND ug/1 10. 02/18/04 20:37 KSK 88-06-2
2-Chloronaphthalene ND ug/1 10. 02/18/04 20:37 KSK 91-58-7
Dimethylphthalate ND ug/1 10. 02/18/04 20:37 KSK 131-11-3
Acenaphthylene ND ug/1 10. 02/18/04 20:37 KSK 208-96-8
2,6-Dinitrotoluene ND ug/1 10. 02/18/04 20:37 KSK 606-20-2
Acenaphthene ND ug/1 10. 02/18/04 20:37 KSK 83-32-9
2,4-Dinitrophenol ND ug/1 51. 02/18/04 20:37 KSK 51-28-5
4-Nitrophenol ND ug/1l 51. 02/18/04 20:37 KSK 100-02-7
2,4-Dinitrotoluene ND ug/1 10. 02/18/04 20:37 KSK 121-14-2
Diethylphthalate ND ug/1 10. 02/18/04 20:37 KSK 84-66-2
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333181 Project Sample Number: 1084665-006 Date Collected: 02/12/04 12:00
Client Sample ID: E04-0120-67442 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
4-Chlorophenylphenyl ether ND ug/1 10. 02/18/04 20:37 KSK 7005-72-3
Fluorene ND ug/1 10. 02/18/04 20:37 KSK 86-73-7
4,6-Dinitro-2-methylphenol ND ug/1 51. 02/18/04 20:37 KSK 534-52-1
4-Bromophenylphenyl ether ND ug/1 10. 02/18/04 20:37 KSK 101-55-3
Hexachlorobenzene ND ug/1 10. 02/18/04 20:37 KSK 118-74-1
Pentachlorophenol ND ug/1 23. 02/18/04 20:37 KSK 87-86-5
Phenanthrene ND ug/1 10. 02/18/04 20:37 KSK 85-01-8
Anthracene ND ug/1l 10. 02/18/04 20:37 KSK 120-12-7
Di-n-butylphthalate ND ug/1 10. 02/18/04 20:37 KSK 84-74-2
Fluoranthene ND ug/1 10. 02/18/04 20:37 KSK 206-44-0
Pyrene ND ug/1 10. 02/18/04 20:37 KSK 129-00-0
Butylbenzylphthalate ND ug/1 10. 02/18/04 20:37 KSK 85-68-7
3,3'-Dichlorobenzidine ND ug/1 20. 02/18/04 20:37 KSK 91-94-1
Benzo (a) anthracene ND ug/1 10. 02/18/04 20:37 KSK 56-55-3
Chrysene ND ug/1 10. 02/18/04 20:37 KSK 218-01-9
bis (2-Ethylhexyl)phthalate ND ug/1 10. 02/18/04 20:37 KSK 117-81-7
Di-n-octylphthalate ND ug/1 10. 02/18/04 20:37 KSK 117-84-0
Benzo (b) flucranthene ND ug/1 10. 02/18/04 20:37 KSK 205-99-2
Benzo (k) fluoranthene ND ug/1 10. 02/18/04 20:37 KSK 207-08-9
Benzo (a) pyrene ND ug/1 10. 02/18/04 20:37 KSK 50-32-8
Indeno(1,2,3-cd)pyrene ND ug/1 10. 02/18/04 20:37 KSK 193-39-5
Dibenz (a,h) anthracene ND ug/1 10. 02/18/04 20:37 KSK 53-70-3
Benzo (g,h,1i)perylene ND ug/1 10. 02/18/04 20:37 KSK 191-24-2
Hexachlorcethane ND ug/1 10. 02/18/04 20:37 KSK 67-72-1
Nitrobenzene-d5 (S) 72 % 02/18/04 20:37 KSK 4165-60-0
2-Fluorobiphenyl (8) 76 % 02/18/04 20:37 KSK 321-60-8
Terphenyl-d14 (S) 82 % 02/18/04 20:37 KSK 1718-51-0
Phenol-dé (S) 30 % 02/18/04 20:37 KSK 13127-88-3 3,4
2-Fluorophenol (S) 40 % 02/18/04 20:37 KSK 367-12-4 3,4
2,4,6-Tribromophenol (S) 64 % 02/18/04 20:37 KSK
Date Extracted 02/16/04 02/16/04

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 21:51 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 21:51 PN1 75-01-4
Bromomethane ND ug/1l 1.0 02/17/04 21:51 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 21:51 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 21:51 PN1 75-69-4
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333181 Project Sample Number: 1084665-006 Date Collected: 02/12/04 12:00
Client Sample ID: E04-0120-67442 Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Methylene chloride ND ug/1 1.0 02/17/04 21:51 PN1 75-09-2
1,1-Dichlorcoethene ND ug/1 1.0 02/17/04 21:51 DPN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 21:51 PN1 156-60-5
1,1-Dichlorcoethane ND ug/1 1.0 02/17/04 21:51 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 21:51 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 21:51 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 21:51 PN1 56-23-5
Benzene ND ug/1l 1.0 02/17/04 21:51 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 21:51 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 21:51 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 21:51 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 21:51 PN1 75-27-4
trang-1,3-Dichloropropene ND ug/1 1.0 02/17/04 21:51 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 21:%1 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 21:51 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 21:51 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 21:51 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 21:51 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 21:51 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 21:51 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 21:51 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 21:51 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 21:51 PN1 79-34-5
1,3-Dichlorobenzene ND ug/1 1.0 02/17/04 21:51 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 21:51 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 21:51 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 21:51 PN1 110-75-8
Dibromofluoromethane (S) 95 % 02/17/04 21:51 PN1 1868-53-7
Toluene-d8 (S) 81 % 02/17/04 21:51 PN1 2037-26-5
4-Bromofluorobenzene (S) 85 % 02/17/04 21:51 PN1 460-00-4
1,2-Dichlorcethane-d4 (8) 92 % 02/17/04 21:51 PN1 17060-07-0
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333199 Project Sample Number: 1084665-007 Date Collected: 02/12/04 00:00
Client Sample ID: E04-0120-67487 Field Blank Matrix: Water Date Received: 02/13/04 12:10
Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
Microbiology

Biochemical Oxygen Demand, 5 4 Prep/Method: / SM 5210B

BOD, 5 day 7 ng/l 6 02/18/04 JPH1 1

Date Prepared 02/13/04 13:30 02/13/04 13:30

Wet Chemistry
Phenolics Total. in Water Method: EPA 420.4
Phenol ND ug/1l 25.0 02/17/04 VAF 108-95-2

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 17:%6 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 17:%6 PN1 75-01-4
Bromomethane ND ug/1 1.0 02/17/04 17:%6 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 17:%56 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 17:56 PN1 75-69-4
Methylene chloride ND ug/1 1.0 02/17/04 17:56 PN1 75-09-2
1,1-Dichlorcethene ND ug/1 1.0 02/17/04 17:56 PN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 17:56 PN1 156-60-5
1,1-Dichlorcethane ND ug/1 1.0 02/17/04 17:56 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 17:56 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 17:%6 PN1 71-55-6
Carbon tetrachloride ND ug/1 1.0 02/17/04 17:56 PN1 56-23-5
Benzene ND ug/1 1.0 02/17/04 17:56 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 17:56 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 17:56 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 17:56 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 17:56 PN1 75-27-4
trans-1,3-Dichloropropene ND ug/1 1.0 02/17/04 17:56 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 17:56 PN1 108-88-3
cis-1,3-Dichloropropene ND ug/1 1.0 02/17/04 17:56 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 17:56 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 17:56 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 17:56 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 17:56 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 17:56 PN1 100-41-4
Xylene (Total) ND ug/1l 3.0 02/17/04 17:56 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 17:56 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 17:56 PN1 79-34-5
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test
Lab Sample No: 105333199 Project Sample Number: 1084665-007 Date Collected: 02/12/04 00:00

Client Sample ID: E04-0120-67487 Field Blank

Matrix: Water

Date Received: 02/13/04 12:10

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt
1,3 Dichlorcbenzene ND ug/1 1.0 02/17/04 17:56 DN1 541-73-1
1,4-Dichlorcbenzene ND ug/1 1.0 02/17/04 17:56 DN1 106-46-7
1,2-Dichlorcbenzene ND ug/1 1.0 02/17/04 17:56 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 17:56 PN1 110-75-8
Dibromofluoromethane (S) 94 % 02/17/04 17:56 PN1 1868-53-7
Toluene-d8 (S) 7 % 02/17/04 17:56 PN1 2037-26-5
4-Bromofluorobenzene (S) 81 % 02/17/04 17:56 PN1 460-00-4
1,2-Dichlorocethane-d4 (8) 90 % 02/17/04 17:56 PN1 17060-07-0
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

Lab Sample No: 105333421 Project Sample Number: 1084665-008 Date Collected: 02/12/04 00:00

Client Sample ID: E04-0120-67489 Travel Blank Matrix: Water Date Received: 02/13/04 12:10

Parameters Resgultsg Units Report Limit Analyzed By CAS No. Qual Reglmt

GC/MS Volatiles

Volatile GC/MS by 624 Method: EPA 624
Chloromethane ND ug/1 1.0 02/17/04 17:28 PN1 74-87-3
Vinyl chloride ND ug/1 1.0 02/17/04 17:28 PN1 75-01-4
Bromomethane ND ug/1 1.0 02/17/04 17:28 PN1 74-83-9
Chloroethane ND ug/1 1.0 02/17/04 17:28 PN1 75-00-3
Trichlorofluoromethane ND ug/1 1.0 02/17/04 17:28 PN1 75-69-4
Methylene chloride ND ug/1l 1.0 02/17/04 17:28 PN1 75-09-2
1,1-Dichlorcethene ND ug/1 1.0 02/17/04 17:28 PN1 75-35-4
trans-1,2-Dichloroethene ND ug/1 1.0 02/17/04 17:28 PN1 156-60-5
1,1-Dichlorcethane ND ug/1 1.0 02/17/04 17:28 PN1 75-34-3
Chloroform ND ug/1 1.0 02/17/04 17:28 PN1 67-66-3
1,1,1-Trichloroethane ND ug/1 1.0 02/17/04 17:28 PN1 71-55-6
Carhon tetrachloride ND ug/1 1.0 02/17/04 17:28 PN1 56-23-5
Benzene ND ug/1 1.0 02/17/04 17:28 PN1 71-43-2
1,2-Dichlorcethane ND ug/1 1.0 02/17/04 17:28 PN1 107-06-2
Trichloroethene ND ug/1 1.0 02/17/04 17:28 PN1 79-01-6
1,2-Dichloropropane ND ug/1 1.0 02/17/04 17:28 PN1 78-87-5
Bromodichloromethane ND ug/1 1.0 02/17/04 17:28 PN1 75-27-4
trans-1,3-Dichloropropene ND ug/1 1.0 02/17/04 17:28 PN1 10061-02-6
Toluene ND ug/1 1.0 02/17/04 17:28 PN1 108-88-3
cig-1,3-Dichloropropene ND ug/1 1.0 02/17/04 17:28 PN1 10061-01-5
1,1,2-Trichloroethane ND ug/1 1.0 02/17/04 17:28 PN1 79-00-5
Tetrachloroethene ND ug/1 1.0 02/17/04 17:28 PN1 127-18-4
Dibromochloromethane ND ug/1 1.0 02/17/04 17:28 PN1 124-48-1
Chlorobenzene ND ug/1 1.0 02/17/04 17:28 PN1 108-90-7
Ethylbenzene ND ug/1 1.0 02/17/04 17:28 PN1 100-41-4
Xylene (Total) ND ug/1 3.0 02/17/04 17:28 PN1 1330-20-7
Bromoform ND ug/1 1.0 02/17/04 17:28 PN1 75-25-2
1,1,2,2-Tetrachloroethane ND ug/1 1.0 02/17/04 17:28 PN1 79-34-5
1,3-Dichlorcbenzene ND ug/1 1.0 02/17/04 17:28 PN1 541-73-1
1,4-Dichlorobenzene ND ug/1 1.0 02/17/04 17:28 PN1 106-46-7
1,2-Dichlorobenzene ND ug/1 1.0 02/17/04 17:28 PN1 95-50-1
2-Chloroethylvinyl ether ND ug/1 5.0 02/17/04 17:28 PN1 110-75-8
Dibromofluoromethane (S) 96 % 02/17/04 17:28 PN1 1868-53-7
Toluene-d8 (S) 7 % 02/17/04 17:28 PN1 2037-26-5
4-Bromofluorobenzene (S) 82 % 02/17/04 17:28 PN1 460-00-4
1,2-Dichlorcethane-d4 (S) 89 % 02/17/04 17:28 PN1 17060-07-0
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

PARAMETER FOOTNOTES

ND Not detected at or above adjusted reporting limit

NC Not Calculable

J Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit

MDL Adjusted Method Detection Limit

(8) Surrogate

[1] The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining
batch QC.

[2] The analysis was initiated more than 24 hours but less than 48 hours after collection.

[3] Confirmed by second analysis and/or re-extraction.

[4] The surrogate recovery was outside QC acceptance limits due to matrix interference.

Date: 02/26/04 Page: 22 of 34

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538439
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0053



ace Analytical

Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

Phone: 612.607.1700

wwvw pacelabs.com fax: 612.607.6444
5
QUALITY CONTROL DATA
Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test
QC Batch: 104174 Analysis Method: EPA 625
QC Batch Method: EPA 625 Analysis Description: 625 Wastewater GC/MS SVOA
Aspociated Lab Samples: 105333132 105333140 105333157 105333165
105333181
METHOD BLANK: 105336473
Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181
Blank Reporting
Parameter Units Result Limit Footnotes
Phenol ug/1 ND 10.
bis (2-Chlorcethyl) ether ug/1l ND 10.
2-Chlorophenol ug/1 ND 10.
1,3-Dichlorobenzene ug/1 ND 10.
1,4-Dichlorocbenzene ug/1 ND 10.
1,2-Dichlorcbenzene ug/1 ND 10.
bis (2-Chlorcisopropyl) ether ug/1 ND 10.
N-Nitreso-di-n-propylamine ug/1 ND 10.
Nitrobenzene ug/1 ND 10.
Isophorone ug/1 ND 10.
2-Nitrophenol ug/1 ND 10.
2,4-Dimethylphencl ug/1 ND 10.
bis (2-Chlorocethoxy) methane ug/1l ND 10.
2,4-Dichlorophencl ug/1 ND 10.
1,2,4-Trichlorobenzene ug/1 ND 10.
Naphthalene ug/1 ND 10.
Hexachloro-1,3-butadiene ug/1 ND 10.
4-Chloro-3-methylphenol ug/1 ND 10.
2,4,6-Trichlorophenol ug/1 ND 10.
2-Chloronaphthalene ug/1 ND 10.
Dimethylphthalate ug/1 ND 10.
Acenaphthylene ug/1 ND 10.
2,6-Dinitrotoluene ug/1 ND 10.
Acenaphthene ug/1 ND 10.
2,4-Dinitrophenol ug/1 ND 50.
4-Nitrophenol ug/1 ND 50.
2,4-Dinitrotoluene ug/1 ND 10.
Diethylphthalate ug/1l ND 10.
4-Chlorophenylphenyl ether ug/1 ND 10.
Flucrene ug/1 ND 10.

Date: 02/26/04

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0054

Page: 23 of 34

3M_MNO01538440



Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

dace AH&MfC&/ h Phone: 612.607.1700

wivw paceiahs.com Fax: 612.607.6444

R—

QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

METHOD BLANK: 105336473

Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181
Blank Reporting
Parameter Units Result Limit Footnotes
4,6-Dinitro-2-methylphenol ug/1 ND 50.
4 -Bromophenylphenyl ether ug/1 ND 10.
Hexachlorobenzene ug/1 ND 10.
Pentachleorophenol ug/1 ND 23.
Phenanthrene ug/1 ND 10.
Anthracene ug/1 ND 10.
Di-n-butylphthalate ug/1 ND 10.
Fluoranthene ug/1l ND 10.
Pyrene ug/1 ND 10.
Butylbenzylphthalate ug/1 ND 10.
3,31'-Dichlorobenzidine ug/1 ND 20.
Benzo(a)anthracene ug/1 ND 10.
Chrysene ug/1 ND 10.
bis (2-Ethylhexyl) phthalate ug/1 ND 10.
Di-n-octylphthalate ug/1 ND 10.
Benzo (b) fluoranthene ug/1 ND 10.
Benzo (k) fluoranthene ug/1 ND 10.
Benzo (a) pyrene ug/1 ND 10.
Indeno(1,2,3-cd) pyrene ug/1l ND 10.
Dibenz(a, h) anthracene ug/1 ND 10.
Benzo(g,h,i)perylene ug/1l ND 10.
Hexachloroethane ug/1 ND 10.
Nitrobenzene-d5 (S) % 70
2-Fluorobiphenyl (S) % 70
Terphenyl-dl4 (S) % 82
Phenol-dé (S) % 74
2-Fluorophenol (8) % 68
2,4,6-Tribromophenol (S) % 76

LABORATORY CONTROL SAMPLE & LCSD: 105336481 105336499

Spike LCS LCSD LCS LCSD
Parameter Units Conc. Result Result % Rec % Rec RPD Footnotes
Phenol ug/1 50.00 44.51 43.62 89 87 2
bis (2-Chloroethyl) ether ug/1 50.00 42.92 41.50 86 83 3
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

LABCRATORY CONTROL SAMPLE & LCSD: 105336481 105336499

Spike LCS LCSD LCS LCSD
Parameter Units Conc. Result Result % Rec % Rec RPD Footnotes
2-Chlorophenol ug/1 50.00 43.30 42.40 87 85 2
1,3-Dichlorobenzene ug/1 50.00 41.85 41.17 84 82 2
1,4-Dichlorocbenzene ug/1 50.00 41.72 41.70 83 83 0
1,2-Dichlorocbenzene ug/1 50.00 42.26 42.22 84 84 0
bis (2-Chlorcisopropyl) ether ug/1 50.00 44.73 43.50 90 87 3
N-Nitroso-di-n-propylamine ug/1 50.00 46.61 46.27 93 92 1
Nitrobenzene ug/1 50.00 46 .55 45.49 93 91 2
Isophorone ug/1 50.00 48.73 48.99 98 98 1
2-Nitrophenol ug/1l 50.00 43.40 43.28 87 87 0
2,4-Dimethylphenol ug/1 50.00 18.67 18.16 37 36 3 1,1
bis (2-Chlorocethoxy) methane ug/1l 50.00 45.03 44 .97 90 90 0
2,4-Dichlorophenol ug/1 50.00 43 .42 43 .84 87 88 1
1,2,4-Trichlorobenzene ug/1 50.00 41.80 41.65 84 83 0
Naphthalene ug/1 50.00 43.36 42.73 87 86 1
Hexachloro-1,3-butadiene ug/1 50.00 42.96 42.99 86 86 0
4-Chloroe-3-methylphenol ug/1 50.00 46.79 47.76 94 96 2
2,4,6-Trichlorophenol ug/1 50.00 46.49 47.47 93 95 2
2-Chloronaphthalene ug/1 50.00 45.85 47.41 92 95 3
Dimethylphthalate ug/1 50.00 47.65 49.11 95 98 3
Acenaphthylene ug/1 50.00 47.25 48.15 94 96 2
2,6-Dinitrotoluene ug/1 50.00 48.24 50.00 96 100 4
Acenaphthene ug/1 50.00 47.86 49.82 96 100 4
2,4-Dinitrophenol ug/1 50.00 39.41 42.95 79 86 9
4-Nitrophenol ug/1 50.00 49.84 53.46 100 107 7
2,4-Dinitrotoluene ug/1 50.00 45.78 48,47 92 97 6
Diethylphthalate ug/1 50.00 47.00 49.60 94 99 5
4-Chlorophenylphenyl ether ug/1 50.00 48.08 49.60 96 99 3
Fluorene ug/1 50.00 48 .55 49.28 97 99 1
4,6-Dinitro-2-methylphenol ug/1 50.00 41.56 44.83 83 90 8
4 -Bromophenylphenyl ether ug/1 50.00 49.14 50.69 98 101 3
Hexachlorobenzene ug/1 50.00 50.68 51.77 101 104 2
Pentachlorophenol ug/1 50.00 44.50 47.08 89 94 6
Phenanthrene ug/1 50.00 47.10 48.77 94 98 3
Anthracene ug/1 50.00 46.95 47.99 94 96 2
Di-n-butylphthalate ug/1l 50.00 50.27 52.64 101 105 5
Fluoranthene ug/1 50.00 49.15 50.52 98 101 3
Pyrene ug/1 50.00 46.16 48.33 92 97 5
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

LABCRATORY CONTROL SAMPLE & LCSD: 105336481 105336499

Spike LCS LCSD LCS LCSD
Parameter Units Conc. Result Result % Rec % Rec RPD Footnotes
Butylbenzylphthalate ug/1 50.00 46.97 49.55 94 99 5
3,3'-Dichlorobenzidine ug/1 50.00 28.52 27.96 57 56 2
Benzo (a) anthracene ug/1 50.00 46.75 48.79 94 98 4
Chrysene ug/1 50.00 46.74 48.59 94 97 4
bis (2-Ethylhexyl) phthalate ug/1 50.00 48.30 50.60 97 101 5
Di-n-oetylphthalate ug/1 50.00 46.77 48 .56 94 97 4
Benzo (b) flucranthene ug/1 50.00 46.65 47.97 93 96 3
Benzo (k) fluoranthene ug/1 50.00 46.69 48 .58 93 97 4
Benzo (a) pyrene ug/1l 50.00 44,97 46.46 20 93 3
Indeno(1,2,3-cd)pyrene ug/1 50.00 47.06 49.14 94 98 4
Dibenz(a, h) anthracene ug/1l 50.00 47.28 49.54 95 99 5
Benzo(g,h,i)perylene ug/1 50.00 47.30 49.29 95 99 4
Hexachloroethane ug/1 50.00 42 .66 42.40 a5 85 1
Nitrobenzene-d5 (S) 80 80
2-Fluorobiphenyl (8) 83 83
Terphenyl-dl4 (S) 82 84
Phenol-dé (S) 82 79
2-Fluorophenol (8S) 76 75
2,4,6-Tribromophenol (S) 87 88
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

QC Batch: 104292 Analysis Method: EPA 624
QC Batch Method: EPA 624 Analysis Description: Volatile GC/MS by 624
Associated Lab Samples: 105323132 105333140 105333157 105333165 105333173

105333181 105333199 105333421

METHOD BLANK: 105340681

Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181 105333199
105333421
Blank Reporting
Parameter Units Result Limit Footnotes
Chloromethane ug/1l ND 1.0
Vinyl chloride ug/1 ND 1.0
Bromomethane ug/1 ND 1.0
Chloronethane ug/1 ND 1.0
Trichlorofluoromethane ug/1 ND 1.0
Methylene chloride ug/1 ND 1.0
1,1-Dichlorcethene ug/1 ND 1.0
trans-1,2-Dichloroethene ug/1 ND 1.0
1,1-Dichloroethane ug/1 ND 1.0
Chloroform ug/1 ND 1.0
1,1,1-Trichloroethane ug/1 ND 1.0
Carbon tetrachloride ug/1 ND 1.0
Benzene ug/1 ND 1.0
1,2-Dichlorcethane ug/1 ND 1.0
Trichloroethene ug/1 ND 1.0
1,2-Dichloropropane ug/1 ND 1.0
Bromodichloromethane ug/1 ND 1.0
trans-1,3-Dichloropropene ug/1 ND 1.0
Toluene ug/1 ND 1.0
cis-1,3-Dichloropropene ug/1 ND 1.0
1,1,2-Trichloroethane ug/1 ND 1.0
Tetrachloroethene ug/1 ND 1.0
Dibromochloromethane ug/1 ND 1.0
Chlorobenzene ug/1 ND 1.0
Ethylbenzene ug/1 ND 1.0
Xylene (Total) ug/1 ND 3.0
Bromoform ug/1l ND 1.0
1,1,2,2-Tetrachloroethane ug/1 ND 1.0
1,3-Dichlorobenzene ug/1 ND 1.0
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

METHOD BLANK: 105340681

Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181 105333199
105333421
Blank Reporting

Parameter Units Result Limit Footnotes
1,4-Dichlorobenzene ug/1 ND 1.0
1,2-Dichlorobenzene ug/1 ND 1.0
2-Chloroethylvinyl ether ug/1 ND 5.0
Dibromofluoromethane (S) % 94
Toluene-d8 (S) % 78
4-Bromofluorobenzene (S) % 83
1,2-Dichlorcethane-d4 (S) % 91
LABORATORY CONTROL SAMPLE: 105340699

Spike LCS LCS
Parameter Units Conc. Result % Rec Footnotes
Chloromethane ug/1 20.00 14.23 71
Vinyl chloride ug/1 20.00 18.06 90
Bromomethane ug/1 20.00 16.43 82
Chloroethane ug/1 20.00 20.33 102
Trichlorofluoromethane ug/1 20.00 20.40 102
Methylene chloride ug/1 20.00 20.34 102
1,1-Dichlorcethene ug/1 20.00 20.76 104
trans-1,2-Dichloroethene ug/1 20.00 20.98 105
1,1-Dichlorcethane ug/1 20.00 20.84 104
Chloroform ug/1 20.00 21.65 108
1,1,1-Trichloroethane ug/1 20.00 19.72 99
Carbon tetrachloride ug/1 20.00 20.25 101
Benzene ug/1 20.00 19.53 98
1,2-Dichloroethane ug/1 20.00 22.46 112
Trichloroethene ug/1 20.00 19.03 95
1,2-Dichloropropane ug/1 20.00 20.07 100
Bromodichloromethane ug/1 20.00 19.78 99
trans-1,3-Dichloropropene ug/1 20.00 18.56 93
Toluene ug/1 20.00 17.96 90
cig-1,3-Dichloropropene ug/1l 20.00 20.33 102
1,1,2-Trichloroethane ug/1 20.00 19.43 97
Tetrachloroethene ug/1 20.00 18.93 95
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

LABCRATORY CONTROL SAMPLE: 105340699

Spike LCS LCS

Parameter Units Conc. Result % Rec Footnotes
Dibromochloromethane ug/1 20.00 18.93 95
Chlorobenzene ug/1 20.00 19.79 99
Ethylbenzene ug/1 20.00 18.54 93
Xylene (Total) ug/1 60.00 57.90 96
Bromoform ug/1 20.00 20.50 102
1,1,2,2-Tetrachloroethane ug/1 20.00 18.74 94
1,3-Dichlorcbenzene ug/1 20.00 18.54 93
1,4-Dichlorobenzene ug/1 20.00 18.02 90
1,2-Dichlorobenzene ug/1l 20.00 17.92 90
2-Chloroethylvinyl ether ug/1 20.00 22.81 114
Dibromofluoromethane (S) 105
Toluene-d8 (8) 90
4 -Bromofluorobenzene (S) 90
1,2-Dichlorcethane-d4 (8) 104
MATRIX SPIKE: 105348122

105333140 Spike MS MS
Parameter Units Result Cone. Result %_Rec Footnotes
Chloromethane ug/1 0 20.00 17.94 90
Vinyl chloride ug/1 0 20.00 23.55 118
Bromomethane ug/1 6.650 20.00 13.08 32 1
Chloroethane ug/1 0 20.00 27.10 136
Trichlorofluoromethane ug/1 0 20.00 22.53 113
Methylene chloride ug/1 0 20.00 25.61 128
1,1-Dichloroethene ug/1 0 20.00 24.69 124
trans-1,2-Dichloroethene ug/1 0 20.00 24.84 124
1,1-Dichloroethane ug/1 0 20.00 23.87 119
Chloroform ug/1 0 20.00 23.37 117
1,1,1-Trichloroethane ug/1 0 20.00 22.21 111
Carbon tetrachloride ug/1 0 20.00 21.41 107
Benzene ug/1 0 20.00 21.63 108
1,2-Dichlorcethane ug/1 0 20.00 22.90 114
Trichloroethene ug/1l 0 20.00 20.73 104
1,2-Dichloropropane ug/1 0 20.00 21.01 105
Bromodichloromethane ug/1 0 20.00 21.41 107
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

MATRIX SPIKE: 105348122

105333140 Spike MS MS
Parameter Units Result Cone. Result %_Rec Footnotes
trans-1,3-Dichloropropene ug/1 0 20.00 18.78 94
Toluene ug/1 0 20.00 19.54 98
cis-1,3-Dichloropropene ug/1 0 20.00 21.20 106
1,1,2-Trichloroethane ug/1 0 20.00 19.12 96
Tetrachloroethene ug/1 0 20.00 19.93 100
Dibromochloromethane ug/1 0 20.00 19.3¢ 97
Chlorobenzene ug/1 0 20.00 20.48 102
Ethylbenzene ug/1 0 20.00 19.72 99
Xylene (Total) ug/1l 0 60.00 59.42 99
Bromoform ug/1 0 20.00 21.56 108
1,1,2,2-Tetrachloroethane ug/1 0 20.00 18.80 94
1,3-Dichlorochenzene ug/1 0 20.00 18.23 91
1,4-Dichlorobenzene ug/1 0 20.00 18.19 91
1,2-Dichlorcbenzene ug/1 0 20.00 18.53 93
2-Chloroethylvinyl ether ug/1 0 20.00 0 0 1
Dibromofluoromethane (S) 90
Toluene-d8 (S) 81
4-Bromofluorobenzene (S) 93
1,2-Dichlorcethane-d4 (S) 85
SAMPLE DUPLICATE: 105348114

105333132 DUP
Parameter Units Result Result RPD  Footnotes
Chloromethane ug/1 5.400 1.800 101 2
Vinyl chloride ug/1 ND ND NC
Bromomethane ug/1 19.00 13.00 36 2
Chloroethane ug/1 ND ND Ne
Trichlorofluoromethane ug/1 ND ND NC
Methylene chloride ug/1 ND ND NC
1,1-Dichloroethene ug/1 ND ND NC
trans-1,2-Dichloroethene ug/1 ND ND NC
1,1-Dichlorcethane ug/1 ND ND NC
Chloroform ug/1l ND ND Ne
1,1,1-Trichloroethane ug/1 ND ND Ne
Carbon tetrachloride ug/1 ND ND NC
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

SAMPLE DUPLICATE: 105348114

105333132 DUP

Parameter Units Result Result RPD Footnotes
Benzene ug/1 ND ND Ne
1,2-Dichlorcethane ug/1 ND ND Ne
Trichloroethene ug/1 ND ND NC
1,2-Dichloropropane ug/1 ND ND Ne
Bromodichloromethane ug/1 ND ND NC
trans-1,3-Dichloropropene ug/1 ND ND Ne
Toluene ug/1 20.00 18.00 8
c¢ig-1,3-Dichloropropene ug/1 ND ND Ne
1,1,2-Trichloroethane ug/1l ND ND Ne
Tetrachloroethene ug/1 ND ND NC
Dibromochloromethane ug/1 ND ND NC
Chlornhenzene ug/1 ND ND Ne
Ethylbenzene ug/1 ND ND Ne

Xylene (Total) ug/1 3.600 3.700 2
Bromoform ug/1 ND ND NC
1,1,2,2-Tetrachlorcethane ug/1 ND ND NC
1,3-Dichlorobenzene ug/1 ND ND NC
1,4-Dichlorobenzene ug/1 ND ND NC
1,2-Dichlorocbenzene ug/1 ND ND NC
2-Chloroethylvinyl ether ug/1 ND ND Ne
Dibromofluoromethane (S) % 96 94

Toluene-d8 (S) % 89 85
4-Bromofluorobenzene (8) % 97 93
1,2-Dichloroethane-d4 (S) % 92 91
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QUALITY CONTROL DATA

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

QC Batch: 104133 Analysis Method: SM 5210B
QC Batch Method: Analysis Description: Biochemical Oxygen Demand, 5 4
Associated Lab Samples: 105323132 105333140 105333157 105333165 105333173

105333181 105333199

METHOD BLANK: 105331664

Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181 105333199
Blank Reporting

Parameter Units Result Limit Footnotes

BOD, 5 day mg/1 ND 6 3

LABORATORY CONTROL SAMPLE: 105331672

Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
BOD, 5 day mg/1 198.00 193.0 97 3
SAMPLE DUPLICATE: 105331847
105330583 DUP
Parameter Units Result Result RPD Footnotes
BOD, 5 day ng/1 467.0 579.0 21
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1700 Elm Street, Suite 200
Minngapolis, MN 55414

Phone: 612.607.1700
fax: 612.607.6444

Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon System Test

QC Batch: 104181
QC Batch Method: EPA 420.4

Analysis Method: EPA 420.4

Analysis Description: Phenolics Total. in Water

Aspociated Lab Samples: 105333132 105333140 105333157 105333165 105333173
105333181 105333199
METHOD BLANK: 105336622
Associated Lab Samples: 105333132 105333140 105333157 105333165 105333173 105333181 105333199
Blank Reporting
Parameter Units Result Limit Footnotes
Phenol ug/1 ND 25.0
LABORATORY CONTROL SAMPLE: 105336630
Spike LCS LCS
Parameter Units Cone. Result % Rec Footnotes
Phenol ug/1 1000.00 1178 118
MATRIX SPIKE: 105336648
105319651 Spike MS MS
Parameter Units Result Cone. Result %_Rec Footnotes
Phenol ug/1 0 1000.00 1055 106
SAMPLE DUPLICATE: 105336655
105327324 DUP
Parameter Units Regult Regult RPD Footnotes
Phenol ug/1 ND ND Ne
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Lab Project Number: 1084665
Client Project ID: E04-0120 CG Carbon 3ystem Test

QUALITY CONTROL DATA PARAMETER FOOTNOTES
Consistent with EPA guidelines, unrounded concentrations are displayed and have been used to calculate % Rec and RPD values.

LCS(D) Laboratory Control Sample (Duplicate)
M3 (D) Matrix Spike (Duplicate)

DUP Sample Duplicate

ND Not detected at or above adjusted reporting limit

NC Not Calculable

J Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit

MDL Adjusted Method Detection Limit

RPD Relative Percent Difference

(8) Surrogate

[1] The spike recovery was outside of acceptance limits.

[2] The calculated RPD was outside QC acceptance limits.

[31] The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining
batch QC.

Date: 02/26/04 Page: 34 of 34

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written cansent of Pace Analytical Services, Inc.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538451
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Data File: /var/chem/l0messl. 1/021804.b/04208.d
Report Date: 23-Feb-2004 12:20

Pace Analytical Services, Inc.

TENTATIVELY IDENTIFIED COMPOUNDS

Client Name: 3M ENV Client SDG: ©21804

Lab Smp Id: 105333132 Client Smp ID: E04-0120-67432

Operator : KSK Sample Date: 12-FEB-2004

Sample Location: Sample Point:

Sample Matrix: WATER Date Received: 13-FEEB-2004 00:00

Analysis Type: SV Level: LOW

CONCENTRATION UNITS:
Number TICs found: 14 {ug/L or ug/KG) ug/L
CAS NUMBER COMPOUND NAME RT EST. CONC. Q
1, 115-22-0 3-Hvdroxy-3-methyl-2-butano 1.711 1.29) NJ
2. Unknown 3.52¢ 1.44) J
3. 625-25-2 2-Heptancl, 2-methyl- 4.268 3.307 NI
4. Unknown 4.788 1.80 _J
5. 34314-83-5 |Furan, 2,3-dihydro-4-methyl 4.976 1.561 NJ
&, 111-9&6-6 Ethane, 1,1'-oxybis{2-metho 5.224 27.8 NI
7. 111-80-0 Ethanol, 2-(2-ethoxyethoxy) 5.731 2.95] NJ___
8. 110-858-5 Z-Propancl, 1,1'-oxvbis- 65.084 1.7 NJ__
g. 592-76-7 1-Heptene 6.886 65.171 NJ
10. 56765-79-8 |1,2-Benzenedicarbonitrile, 7.027 2.7 NJ
11, 1526-17-6 Z-Fluorc-é-nitrophenol T.157 1.84) NJ
12, 107-5%8-4 Z-Propenamide, N-(1,l-dimet 8.265% 17.81 NJ
13. 0-00-0 1,3-Dioxclane, 2-{4-methoxy 13.074 304] NJ__
i4. 2315-61-% Ethanol, 2-[2~[4-(1,1,3,3-t 15.207 8051 NJ
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO1538453

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0067



Data. File: /var/chem/10mssl.1/021804.0b/04513.d

Report Date: Z3-Fe

Clisnt Hame: 3M E
Lab Smp Id: 10533
Operator : KBK
Sample Location:
Sample Matrix: WA
Analyeis Type: SV

Number TICs fou

0-2004 12:21

ace Analytical Services, Inc.

TENTATIVELY IDENTIFIED COMPOUNDS

WY

Client
3181 Client
Sample
Sample

8DG: 0218064

Smp ID: EQ4-0120-67442

Date: 12-FEB-2004

Point:

TER Date Received:

Level :

LOW

13-FEB-2004 00:00

CONCENTRATION UNITS:
nd: 8 (ug/L or ug/KG) ug/L

CAES NUMBER

1708-27-6
53778-73-7
49622-18-86
503-86-6
563-46-2

OO 3 Oy U s L B e

COMPOUND NAME

Propanedinitrile, methvlene
Unknown

Furan, 2,3-dihydro-3-methyl
2-Butanol, l-methoxy-
Decans, 3,3,4-trimethyl-
Glycocyanidine

1-Butene, Z2-methyl-

EST. CONC.

L B D B R et b
B
iy

7.2

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRI

CT COURT, NO. 27-CV-10-28862

1937.0068

3M_MNO01538454
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Data. File: /var/fchem/10mssl 1/021804 0/04913.d
Report Date: 23-Feb-2004 12:21

Pace Analvtical Services, Inc.

BASE, NEUTRAL, ACID QUANT AND RATIO REPCRT
Data file : /var/chem/10mssl.1/021804.5/04913.4d

Lab Smp Id: 105333181 Client Smp ID: E04-0120-6744%
Inj Date : 18-FEB-2004 20:37

Operator : KSHE inst ID: 10mssl.i

Smp Info : 105333181

Misc Info
Comment : RCORA 8270C - BEMIVOLATILES

Merhod : /var/chem/10msel.1/021804.0/8V07-043.m
Meth Date : 23-Feb-2004 11:14 kking Quant Type: ISTD
Cal Date : 12-FEB-2004 20:45 Cal File: 04307.4

Als bottle: 13
Dil FPactor: 1.00000
Integrator: HP RTE Compound Sublist: £25.sub

Target Version: 3.850

Concentration Formula: Amt * DF * UF * vt/ (Vo * Vi) * CpndVariable

Name Value Description
DF 1.00000 Dilution Factor
UE 1.00000 ng unit correction factor
Ve 1000.00000 Volume of final extract (ul)
Vo 1000.00000 Volume of sample extracted (ml)
Vi 1.00000 vVaolume injected (ul)
Cpnd Variable Local Compound Variable
IETD RT ARED AMOUNT
* 8 1,4-pichlorcbenzene-d4 5.998 1215021 3.000
# 28 Naphthalene-ds 7.578 1710811 40.000
CONCENTRATIONS SUBNT
BT ARER  ONH-TOLY WG FINAL{ ug/L} QUAL LIBRARY LIE ENIRY CPND #
UNETIONT: CAS ¥
4301 SEOB81T 1 ZR4BE783 1.1 & 4] %
Propanedinitrile, methylene Cas #: 92% 635
4.490 E38290  1.B755%672 1.58 53 HES /3K L BIR2H @
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538455

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0069



Data File: /var/chem/10mssl.i/021804.b/04913.4d
Report Date: 23-Feb-2004 12:21

CONCENTEATIONS

RT AREA  ON-COL! G FINALL ug/Lld
Jep— mums  sTmTToamssesa PR
snknewn
4.784 643775 1.58933875 1.5%

Furan, 2,3 -dihydro-3-omerhyl-

4985 587803 1.47603076
Z2-Butanal, l-methoxy-
5.E57 3FAROEE 2.20738187

Decane, 3,3,4-trimethyl-
5.27% 823083 2.03225691

glycocvanidine
5.51% 1251800 3.18957324

I-Butene, 2-methyl-

6. 882 1594567 37.28217287

OC Flag Legsnd

w

.48

2L

L1

CRIANT
LIBRARY LB ENTEY CPHD #
e 2]
: 1708B-27 -8
HRETEE L 837 2
§: SI778-73-7
HBSI5K . 1 1910 g
 49§22-18-8
HBETBK. 1 18045 9
: 503-86-6
NBSTSK. 1 1373 3 {L}
: 563-48-2
NBSTSK. 1 62458 28

L - Operator selected an alternate library search match.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0070
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Data Filef Avar/chem/10mssl.i/ 081804, 0/ 04307,
Date 3 1B-FER-200% 20537

Client 1D EC4-QL20-67442 Instrumentt A0mssl.i
Sampele Infoi 100333181

Yolume Injected Sub>3 4.0 Operatory KSK

Calumry phaset DB-GHE Column diameter? 0,29
Library Search Compound Hatch CAS Husber Library Entry Geality Forsula Height
Unknowr: @ 9 &
Soan 277 (4,301 miz) of 0494%.d (Subitracted) (SCALED
10,0, P
.04
2
& B0
=t
<
-2
b -
£ 4L
5 2.9 ™ . ﬁg\ - o .
Z
ot i N - : N 7 4 ™
G, . s . [ NS L : . - . : .
40 44 43 52 56 B &% 58 b 76 8O 84 g2 26 i0¢ 104

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0072
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pata File: svarschemsioessi, i 024804,6/04913 4

Late § 18-FEBR-2¢04 20137

Ciient 107 E04-CLl20-6T442

Instrument: 10mssl.l

Samele [nfol L083IILIBL
Yolume Injected 32 L0 Operator! K3K
Colume phaser DE-GHS Eolumn diamster: 0,28
Likrary Search Lompound Matoh £AS Humber Library Entry Quality  Formula Height
propanedinitrile, methylene- GP2-G6d4~5 HESTEK, 1 B262S 23 CaHaNZ -
Z-Butenedinitrile, (E)- Te4-42-% HESTEK, L 399 i -3 CaH2HE 7&
Goan 298 4,490 mind of 24913.d (Subibracted’ CECALED>
10,0 8
.0
:% 6.0
3 AL3
b E
> 4,0 B
3 2N
£
5 2.0
z I «
0.0 M Lh : Ly, I A X
20 =4 L 8o [2 e B8O 0 160 110 120 130 140 150 180 170 180
WL
6.0, Entry §6E6ED, Pma%dyibriie, mebhylena~ (from HMBSTEK, LG (ECRLED:
&l
8.0 N
Pad
by
L 8.0
e
4
T 4,0 B2
-~ 1
5 2.0 A 38\
z A l /;64 /eo
G0 1. I% it itl, l - l i
20 30 &0 8o =] o fxied 0 1060 iie 120 130 140 150 162 170 180
1
Erv #399, 2-But initrile, (E3= (from NEETBK.1) (SCALED
19,94 51\% ?ee;pd
8,¢ -
Wy
g
5 6,04
b
&
. E.04
@ 2
4
; 2.4 N /23 i
e 9}\ “/93 iz
o.0d fun . . |lm .:lil.,..i. JH AR "/l
20 i A< 50 i o 84 100 110 129 430 140 150 160 ire 180
| T4
1
S
}

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0073
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Dats File: Asar/chen idmasd . i /024804, b/04913 . d
Bate @ 18-FEB-2004 20137

Ciient 1D EC4-0120-57442 Instirument § 10mssl, i

Sample Infol 10BEIS18L

Yalume Injected () 1.9 Operator] KSK

Column phase; DE-SHS Column diameter: &,28

Library Sserch Compound Hatoh CRG Mumber Librasy Entey Duality Formula Height
Hnbanenry ] ] @
16,0 a6 Scan 318 (4,784 mind of 04%213.d (Subtracted? (SCALEDS
8,0
? e
4w
g -
= 45
£ 2.0 ™ A48 57\\ //?53 P f;?é //96 ‘2?1
GO xsll;l! / N < + .k .
3 4¢ 44 A8 B2 B & & mse 7z 76 B £ 88 4z 9% 100
¥
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538460
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 a

1937.0074



Data Filel swardchen/iOnssl, i /021804 8704913, 4
Date § L18-FEB-Z2004 20:37
Client 1D EO4-0120-67442 Instrumenty LOmssd i

Sample Infod LOB3I3181

Yalume Injected (Wi L.¢ Orerator: KSK
Column phase: DE-SHS Column diameber! 0.25
Library Sesarch Compound Hatch CAS Number Library Entry duality Formula Height
Furar, Z,3dirgro-I-nethyl~ 1708-27~6 MESTEK , ] 877 58 CHHBO a4
F-Ethyl-2-methyl-l-heplene 1¥780-60-Q  MBSTSK, ] 7610 53 CL0HZo 140
2=Hexens H92-43-8 HMESTEK, 1 62758 43 CeHLZ 84
' Scan 338 (4. 988 aind of 04913.d (Subbracbed) (SCALEDD
10,0 Pt B B
]
8.6 e
%
i
s 6.9 .
o
2
- 2
m
. &
g 2.0 AN N N 140
&, 0. ;Hl.s '!ilils ;2; f.xi}. | 1 1 f
20 3¢ 40 B0 & T 80 20 100 iie 120 130 %0
Entry #8577, F , Bamdl] o i .
10,0 r #9577, Furan, 2 éwirﬂ methyl~ CFrom HESYDK, 1) (SCALED)
&, &3,
g \
G 6.0 HAN
b
=
- 4,0 22
7 N9 =\
5 2,04y ~
2 SO I 3 A7
paod sl Al salibyr., ,HIIE b Lot ni
20 30 40 <] & 7 a0 S 100 410 120 130 14
fane
Erbry #7610, 3-Ethyl-2-methyl-i-hepbene (from HBSTEK, 1> (SCalEm
10,0 b s B
8.0 "
£ 6o
=3 LA
it 1
¥ 7
o A0
2 &7
5 2.0 et N 97
: [ A1 T <
2,04 i: [ ti. Jci ! csad et 1] ..t ‘. '
20 3¢ L] B 53 75 8o an 100 119 122 13¢ 140
nlz
2
19.0- Entﬁrgj})&??ﬁ%, 2=Hewere (From MBE7BK,1) (SCQLEED)
8,9
o 2
L 6.0 41 e 8
g 8
2 N N :
4,0 29
E e 69\
% 2 57 73
i ; Ve e
¢,04 BEI " ,..H V. L I T T
20 3o 45 BG [ i y 8% %0 105 11 12 1430 146
B
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538461

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0075



Bata Filel svarsohes/lomssl, /021804, 0/ 04913, d

Oate ¢ L1B-FEB-2004 20137
Client, D E04-0L120-67442 Instrument! 10mssi i
Sanple Infop 106333181
Wolume Injecbed tuld: 1.0 Operatory KEK
Columm phasel DB-BME Column dismeter: 0,28
Library Search Compound Hetch CAS Mumber  Librard Entry Duality Formula Weight
2~Butanol . 1-methoxy- BIF79-73~T  NESTSK,1 1310 59 CSHiZ02 104
Ethanedioic acid, dimethyl ester BHE-BO-B NES7SK,. 1 3458 49 L4HBe04 118
E-Fantanol He4-02-1 NES7EK. L 62944 47 CBHIZO B8
Soan IBI {(B.497 mind ::E\%*&?i3,d {Subbractedd (SOMED
10,0 9
4
8,0 SN
~
]
L 6.0 B
i
1K
St
- & 76
g N Ve N
5 2.0 3 i 11
Z 3’\\ i i { &
0,6 Al { E.,.,a.lgl,l TN Y1 L . .
20 30 44 80 &0 Finl BG 90 10¢ iio ize
it
E #1910, 2-Butanol, s b {From N L1 (SURLED?
16.0 iy %9}—” = BETHK
B0
ol
5 6.0
& Dol
=} 34
& ™ 5
R e
7
& 41 ke
§ 2o Ve h l l 4 ™ g7 o
L
0460 e ﬂl:l,w ..t.E.i.:{...,J‘f !.//6 .L:.!.. \\.//e?
2% 30 B BG B il av 0 100 1ie iz2¢
BEZ
Entry B3458, Ethanediolis soid, @g&thﬁl guter (From NBEVEK, 1) (SCRLED
10,94 ]
8,0 -
~
by
% 6,00
MR B B
i
2
E
é 2,0 9\ /33 56\ e
%
0,0 . i l 11,7 Pr. ir {
20 3¢ 49 g0 &0 7o 8e P 100 119 ize
BLE
try 860944, T-Pentgrol (from HE * 3
16,0 Eritry #h %9 CPBE, 10 (SCQLG})
8.0
~
&5 +
g /32 :
e G0O 44
3 2 N
52,0 i 9\\ 3 58'“\
= 19 i Fi 7L -4
N S it . Aol Can
a6 30 L] 5¢ 3= i BG k] 100 149 12
BT

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538462
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0076



Data Tile: /var/chem/10msel.1/021804.b/04905.d
Report Date: 23-Feb-2004 12:20

Pace Analytical Services, Inc.

TENTATIVELY IDENTIFIED COMPOUNDS

Client Name: 3M ENV Client SDG: 021804
Lab Smp Id: 10853331490 Client Smp ID: E04-0120-67434
Operator : KSK Sample Date: 12-FEB-2004
Sample Location: Sample Point:
Sample Matrix: WATER Date Received: 13-FEB-2004 60:00
Analysis Typs: 8V Level: LOW
CONCENTRATION UNITS:
Number TICs found: & {ug/L or ug/KG! ug/L
CAS NUMBER COMPOUND NAME rRT ‘ BEST. (CONC. o
1. 115-22-0 3-Hydroxy-3-methyl-2-butano 1.710 1.20] NJ
2. 110-87-2 2H-Pyran, 3,4-dihydro- 4,987 1.28) NJ__
3. 53778-73-7 2-Butanol, l-methoxy- 5.187 4.82, NJ
4, 2050-01-3 Propanoic acid, 2-methvl-, 5.282 1.897] NJ
5. 112-36-7 Ethane, 1,1'-oxybis{2-ethox 5.730 1.987 KHJ
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538463

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0077



Data File: /var/chem/10mssl.1/021804 . b/0430%.d
Report Date: 23-Feb-2004 12:20

Pace Analytical Services, Inc.

BASE, HNEUTEAL, ACID QUANT AND RATIO REPORT
Data file : /var/chem/10mssl.i/021804.b/04909.4

Lab Smp Id: 105333140 Client Smp ID: E04-012C-67434
Inj Date : 1B-FEB-2004 17:04

Operator : KBK Inst ID: 10mssl.i

Smp Info : 105333140

Migc Info

Comment : RCRA 8270C - SEMIVOLATILES

Method : /var/chem/10mssl.1/021804.b/8SV07-043 . m

Meth Date : 23-Feb-2004 11:14 kking Quant Type: I5TD

Cal Date : 12-FEB-2004 20:45 Cal File: 04307.d

Als bottle: 9
pil Factor: 1.00000
Integrator: HP RTE Compound Sublist: &25%.sub

Target Version: 3.50

Concentration Formula: Amt * DF * Uf * Ve/({Vo * Vi) * CpndVariable

Name Value Description
DF 1.00000 pilution Factor
Uf 1.00000 ng unit correction factor
vt 1000.00000 Volume of final extract (ul)
Vo 1000.00000 Volume of sample extracted (mbL)
Vi 1.00080 Volume injected [(ul)
Cpnd Variable Local Compound Variable
I5TD BT AREA AMOUNT
# S 1.,4-Dichlorcbenzene-d4 6.001 1301323 3.000
CORCENTRATICHNS QUANT
BT ARER  ON-ODLI NG FIKALY{ ug/ L.} IAL LIBRARY LIB ENTRY CEND
I-Hydroney-3-methyl 2. buranone CRE #. 115-22-0
1.710 520877 1 200BOOE8 1.20 G2 WBSTVEK.1 1657 &
2H-Pyran, 31,4-dinydro CAS #: 110-87-2
4.%87 583284 1 72550857 1.28 62 HBSTEK. 1 ARETLE g
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538464

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0078



Data File: /var/chem/10mss1.1/021804.b/04909.4
Report Date: 23-Feb-2004 12:20

COMCERTRAT LONS
RT AREA  OM{OL HG FIMALL

2-Butantl, L-methoxy-

5.187 2132064 4.9151424% 4. 92

Propanoic acid, Z-methyl-, I-methylbutyl

5.282 BE5409 1.97201187 1.

sihane, 1.1'-paybis{2-ethoxy-

5.730 BEOZU4 L.583I06665 i.

CAR #: S3778-73-7
59 WESTSK. 1

CRE #: 2050-01-3
¥2 HBSTSK. 1

CRE §: 112-35-7
72 NBETEK. 1

191y

119591

57855

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0079

3M_MNO01538465



Date File:

Avarsochens10mesl |1 /021804 0/04909 . d

Injection Date: 18~-FEB~-2004 17:04
10mant, 1

Instrument:

Client Sample 10: EQ4-0120-67434

G.8

S -

A
.
= —-

£

=}

e
10

S

HP HME 64508, d;

12

1,050 to 45,138 Hin

3M_MNO01538466

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0080
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Data Fule: rveschen’ i0mas] 2 0218049, /04309 . g

Date @ 1B-FEB-2004 17:04

Client (D7 EQ4-QL70-67434

Inatrument:

Sample Infod 105333140

fomasi, 1

Wolume Injected (uldy 1.0 Operator? KEH
Column mhase: DBE-HMS Calumn of smetert 028
Library Search Lompouwd Hatch CAs kumioer L L gry Entry uality  Formula Meight
F-Hhidhr omg—t-meting | ~2~but snone 1i5-22-¢ HESTEK,.1 1697 72 L8002 102
Butariamide H41-15-15 HESYBK. 1 55 86 CAHID 87
tert-Butyl Hydroperoxide FE-94-2 MBS 7K, 1 az2 40 C4HI00Z 36
10,0 Scan BY (1.71% mind of 0490% d i%btra«mke@iﬁ%@ﬁ.@)
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Data Filed Avacsohen l0nssl, 1021804 b 04909

DBate 1 18-FEB-2004 17104
Client I0: EO4-0L120-867434
Sample Infor 106333140

Yolume I[njected Gul}: 1.0

Tevs tvvamenil 1

Cierator: K5K

Lomesl, i

LCojumn phasel DB-BHS Column diameter: 0.28
Likbrary Search Compoursd Mabokl CRS Mumber  Libearu Entru Quslity Formula Height
2H-Pyran, 1, 4~dibydeo- 110-87~2 NBSTEK, 1 2748 82 CEHE0 4
Z2-Pentenal, (Ei- 157%-87-0 NBS7SK, 1 H2733 59 CHHBO a4
2-Butenal , I-methyl- 107-86-8 NESTEK 1 62726 g8 CHHBD 84
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Jata File: Jwgs oheans/10nss1, 17001804 o 04909 o

Date  18-FEB-2004 L7104
Cliemt (07 EQ4-0A20-¢7434
Sample Info! 108333140

Volume Injected {uliy 1.0

Colums phase; DE-SHS

CAS Pumber

Instrwment: Idmssi. g

Operatory KSK

Column diameter: 0,205

Library Search Compoursd Hatoh L ibrary Entiry Guality Foreula Weight
2-Butanol, l-methoxy— 53776-73-7  WBE?SK.1 1240 89 CHHI202 104
Ethanedioic scid, dimethul ester E53-30-2 HBS7BK, L 24885 48 C4HB04 118
I-Pantanoc! Eg4-02-L HBESTSK, | £2944 47 CEHAZ0 a8
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Data File: Avarsohes/lOnssl 1 021804 b 04%0% 4
Sate 2 1B-FER-2004 17:0<
Client [0 ED4-0420-57434

Sample [nfor 108333140

Imstrument : Lomssl,

Yo lume [njected Yulory 1,0

Operstor: K5

Lo lumn phase: BE-THS Colume dismeter: .29

Library Search Compound Hatch CAS Nusber Library Entry Qual ity Formula
Fropanoic acid, 2-methyl-, J-methulbutul 2086-01-3 HWESTEK 1 11991 72 COHIR02
2, 3-Dimebhyl ~Z-baxarnal 22028-20-3  HESVSEK, ! B0 2 CRHARO
Hexans, 2.3~dimebbyl- 524-94~1 MESVEE, 1 3097 e Camia

Height
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Data Fi1lel Svar oles 10MEEL.
Date ; 18-FEB-2004 17104
Client ID: EO4-3120-57434
Samp le InFo! 108333140

Wolume Injected (W): 1.0

AREASOS BSOS g

Instrument  10msst.

Uperator: KSK

Column phase; DE-DMS Column ol ametery 0,29
Library Search Cospound Match £a% Number Library Entry Guality Formuls bigei gt
Ethare, 1,1 -oxgbisl 2-ethomy—] 142-38-7 HESTBK, 1 [ re COHLB03 162
Ethanol , 2-{2~ethoxye by~ 141900 HBSTSI, 1 68483 54 CaHd 403 134
Isopropyl Alookol &7-63~0 HESTSK, 1 126 38 CIHB0 B0
5§9m 98 (H,730 aind of 0490%,.d (Subtracted) (SCALED
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el
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File:

Data

Report Date:

23-Feb-2004 IZ2:20

Pace Analytical Bervices,

Jvar/chem/10mssl . L/021804.0/04308.d

Inc.

BASE, NEUTRAL, ACID QUANT AND RATIO REPORT

Data file /var/chem/10mssl . 1/021804.0,/04908.4d

Lab Smp Id: 105333132 Client Smp 1ID: E04-0120-67432
Inj Date 18-FEB~-2004 16:10

Opgrator KSK Ingt ID: 10mssl.i

Smp Info 105333132

Misc Info

Comment RCRA B270C - SEMIVOLATILES

Method /var/chem/10mes1.1/021804.b/3V07-043.m

Meth Date 23-Feb-2004 11:14 kking Quant Type: ISTD

Cal Date i2-FEB-2004 20:45 Cal File: 04307.d

Als bottle: 8

Dil Factor: 1.00000

Integrator: HP RTE Compound Sublist: 825.sub

Target Version:

3.50

Concentration Formula: Amtc * DF * Uf * vt/ (Ve * Vi} * CpndVariable

Name Value Description
LF 1.00000 Dilution Factor
Uf 1.06000 ng unit correction factor
Vi 1000.400000 Volume of final extract (ul)
Vo 1000.00000 Volume of sample extracted (mb)
Vi 1.00000 Volume injected (ul)
Cpnd Variable Local Compound Variable
187D rT ARER AMOUNT
* 9 1,4-Dichlorobenzens-4d4 €.002 1301682 3.000
* 45 Acenaphthene-41¢ 10.245 215281E 40.000
* £2 Phenanthrene-4d10 12.768 1769383 40.000
CONCENTRATIONS OUANT
BT AREXR OF DL BE3) PINALL ugfLl  QUAL LIBRARY LIB BNTRY DOND B
3-Hydroxy-3-mechyl -2 -butanone CAE B 115-22-0
1.711 558462 1.ZB70BI47 1.2%8 i WNBST5K. 1 1897 ]
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Data File: /wvar/chem/l0msal.i/021804.0b/045908.4
Report Date: 23-Feb-2004 12:20

CONMCENTREATIONS QUANT
RT AREA OW MG FIMALL uwg /Tl QUL LIBRARY LIB ENTRY CRND

e wmam  mx - = = B mmmm b RS [N
[Sishveloinal CAS #:

3.528 626143 1.4430775: 1.44 E4] & @
2-Heptanol, 2-methyl OAS B: £25-25-2

4.26% 1432781 % 10205848 3.30 50 WBE7SK.1 5531 ]
Urikriown ChS #:

4.788 TEIGES  1.BU478B3163 1,80 5] ] 9
Furan, 2,3-dihydro-4-merhyi- CAS #: 34314-83-B

4.97% ETET18 1 ABEOE%0E 1,86 88 MNBSTSE. 1 587 ]
Bthane, 1,1 -oxybisi2 nethoxy CAS #. 111-96-6

5.224 12061583 27.7984718 27.8 83 NBSTHE.1 GOBS b4
Evhanol, - {@-sthoxyethony) QRs #: 111-%0-0

5,731 1298776 Z.54720857 .95 56 WBSTSK. L 65483 g
2-Propanol, 1.1'-cuybis- CAS #: 110-98-5

&. 084 FEACIE 1. TSR2ILSC L.78 e KBETSK. 1 EHBT 2
i -Heptene CAD #: 532 76 7

&.888 2676270 &.16BQ263C &.17 59 HBS7SK. 1 63242 a
l.2-Benzenedicarbonitrile, 4-amino- CRE #: HEVES-79-8

7.027 1157368 F.6673968E .67 ig NBGTER L 5183 g
2-Flusra-6-nitrophena’ Oh8 #: 1526-17-6

FLLET TEIIEE 1 .83769773 1.84 e NES7TEK. 1 L1685 el
2-Propenamide, B- {3, i-dimethyleshyl)- CAS H: 107-58-4

B.465 53688  17.7557341 17.8 40 NBYTSH.1 4760 45
1,3 Diowolane, 2- {4 methoxyphenyl)-2 -met OAE #: 2-00-0
13.074 13445814 303.288711 394 &4 NESTSK. 1 2L216 &2
Brthanol, 2-12-14-(1,1,3,3-tetramethylbut ChE #: 2318-861-%
15.207% 35627895 805.4309900 BO5 86 HBETEE. I %1793 &2
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Data File: Jwvar/chen/lOmssl. i /021804, b 095908 o

Date : 1B-FEB-Z004 16110
Cliemt ID: EO4=0120-67432
Sample Infor 1085333132

Wolume Injected (ulD: 4.9

Insbrumenty Lomssl.d

Operatory KSK

L

Colums phase; DB-SME Column diameter: 0.29
Library Search Lompound Hatoh CR% Humber  Library Entry Ouality Formula Height
E-Hydroxy-d-netiyg l-2~butanone 118-22-0 HBS7BK, 1 1697 72 CEA1002 102
2-Propanol, 2-mathyl- 75-B8-G HBS75K .1 B2G79 38 C4H100 74
tort-Butyl Hydroperoxide TG L2 HES75K.L £ 38 C4HL002 a6
Scan 57 (1.714 wmind of $4908.d (Subtracte%fSCQLEB?
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ool L TN NN N
iz ib 2o 24 28 3z 36 &< 44 48 52 56 &¢ &4 7z 78 f=ie] 84 88
Tara
0.9 Entry #9228, tert-Butul Hydroperoxide (From HRSE\stg.E) CECALEDD
8.04 2
R e
% ¥
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b
74,04
3 L5 5
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§ 201 o 2N - N
B A8 ' ™, ¥ 73
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Fata File; <varsshes’iomssi, i 021804 b 04308 o
Bate @ 18-FER-2004 16240
Clisnt 107 EO4-0R20-67432 Instrusenty 10mssi i

Sample Infor 108333132

Yoluma Injected (ul): 1,0 Oeerator: KIK
Column phase: DE-SME Column diamsler; 0,25
Library Search Compound Hatch COS Humber Library Entry Quality Formnula Meight
Urdantudn ¢ o a
Soan 211 ¢1,%26 sind of 04908.d (Subtracted> (SCALEW
10,0 B
8.0
P
[xd
é [+
4 E:
T 3\
g .
g 0 = 2 AN ?1\ 9
= 4%, Bl 3 8 72 4 7
(},Q.z{;/l]’ s{ 9\\\ [/5/? { . i.’fﬁ /B //e:g
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b
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pata File: Qvarschem 10mssl ., IA0E1004 b 0390T, d
Date 1 LH-FEB=2004 46110
Client ID: EO4-0120~67432 Instruments 1omssi.i

Zample Infol 108333132

Yolume Ingectedt (uld: 1.0 Operator: KBK
Column phase? DE-BHS Column diameter; 0,29
Library Search Compowrdt Hatoh CAS Humber  Library Errbry Guality Formula Weight
2-Heptanol, Z-methgl- 625282 NBS7SK, 1 BE31 g CaHisd 130
Propane, E-ethoxy-E-mebhyl- 632-92-3 HBS7EK, L HIBEG 4 CaeHidn 102
2-Pentancl, 2,4-disethyl~ HED-06-F HESYEK, L 337¢ b4 CFHLGE0 146
Scan 274 (4,269 mip> of 04908.d (Subbracted) (SCALED)
10,0 Y
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g AN
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8,04 , s b Bl atea valdd i e+ hes = x . .
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WE
Entry 863580, Propane, 2esthoxy-2-nethyl- (From HBEZ7SK.1) (SCALEDY
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Hata File; Jvardohen idmssi. /024804 0704208 ¢
Pate : 18-FEB-Z2004 16310
Client [D: EQ4-0LZ0-67432 Irnstrument: 1Omssi,.:

Sample Infog 1OE833IRE2

Volume [njected (ull: 1.0 Operater’ KSK

Columr phaser DE-EBMS Column diameter: 0.28

Likbrary Sesrch Compound Hatoh LRSS Humber Library Entry Quality Foreula beight
Unknown & o &

10,0 s Soan 218 (4,798 mird of 04908.d (Subbtracted) (SCALEM
g,0
=
L 6.0
E
T 4.
£ o
g = s ¥ 10 462
o0 .,xl’is’l 1/4 e 4\\; , 95\\ 8\\. ™
41 50 50 7o 80 20 ) 190 it 120 130 140 180 160
T 4
$
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Deks File) Avardochem10mssl,

1021804 b 008 d

fats * 1R~FER-ZO04 1610
Client IDr EO4-QA20-H7432 Instrument: 1Gmssl. i
Sample Infol 108333132
Yolume Injected Cul:) 1,0 Uperabtor: KSK
Colunn ghasei DB-SHE Column diamstery 0,28
Likbrary Search Compound Match CA5 Mumber Library Entry fuality Formula Weight
Furan,. 2.3-ditgdre-d-pathyl - 24314~83~5 WBETFHK.1 8857 58 adicg 84
~Penbernal, (Ed= 1576-B7-0 MBS75K. 1 B2733 63 COHBCQ a4
g-Butensl, I-mothyl- 107-Be-8 NESTEK 1 62726 S0 LBHBn 84
100 Soart 334 (4,976 min) of 04908.d (Subtracted) (SCALED
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Nata File: Jvar/chem lomssl 17021804 b/04%08, 4
Date 1 L8=-FEB-2004 1&1id
Client [Dr EOQ4-0L20-E7433 Inatruments Llmssi, i

Sample Infor LOB333432

Yolume Ingeched GablrD 1,0 Operstor: KEK
Column phaser DE-BHE Colums dismeber: 0,28
Likbrary Search Lompound Maboh CAS Mumber Library Entry Uuality Forsla Height
Ethane. 1,1 -oxubisiZ-methoxy- 11496~ NBSTEK. | 6085 82 CEHI402 134
2-Butanol, 3.37-oxybis- B430B-51~2  MNBEVBK. 1 12859 40 CeMians i62
1=Propanol, 2-{2-hydroxypropoxy - 106~62-F MBSTBI, 1 6086 33 CoHi403 134
S an 3559)1}&24 mind of 049084 (Subbractedd (SCALED:
10.¢ &
8,0
P
L 6.0
3
s &
7 a0 N
£,
5 2.0
z= /ec ¥ 14 A48
[ A l 2\\ /
[ 2 e (AL i, TR ia . - . .
25 3o 40 B & 76 8¢ G oy 110 120 13¢ 140 180
n'z
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5 N 45,
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e
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fata File: Jvar/ches 1omssl, i 021804, b 04008, d

Bate ; LB-FEB-2404 15110
Client I1D: E04-0L20-£7422 Insbrumertd 10mssi.i
Sample Infol LOE3IIILFZ
Yolume Injecked (uldy 1.0 Cmerator KK
Column phaset DE-GHS Column diameter; ©,28
Library Search Compound Matoh CAS rhamber  Library Entry Cuslity Forsula Height
Ethanol, 2-{(2-ethoxyethomyl~ 154~90-0 MBS, 1 “E483 86 CoHi403 134
i isopropyl ether 108~-20-3 HBS7EK, 1 £3862 47 CeHA40 1028
Z-Pertancl GOI2-29-7 HBSPEK, 1 gBg 46 CBHLZ2G &8
Goan 298 (5,73 mind of 04908,.d (Subbracledd (SCALED
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Data Filel /varsohensiomssl, L/ 0200, b 0sP0E,d

Date ; 1§-FEB-2004 16110

Client 1D EO4-OLZ0-67432 Instrument] 10mssi.i
Sample Info; 1OB333132
Volume Injected {ul2: 1.0 Operateort KBK
Column phasey DE-GMS Column diameteri 0,25
Library Search Compound Hatch CAS Humber  Library Entry Quality Formuls keight
ZePropangl, 1,47 -oxubis- 140988 HNBSTSK 1 eOB7 78 CeHL4ls 134
2=-Butarol . 3.3 ~oxybis- 54308-61~2 - NBSTOK.1 12889 64 CHEMLB03 162
feProvanol, L-(2-methoxuy=1~methylethoxg? 20324-32~7 MBS7OE,1 9238 &4 COHLE03Z 148
Scan 42%/5,6.064 mivy of 04908.d (Subtracted) C(SCALED
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Data Filey svar/chem 10masl, L 021804, /04908, d
Date § 19-FEB-2004 16110

Client 1D EGa-0120-67432
Sanple Info; 108333132
Volume Injected (uli: 1.0

Column phase: [B-6MS

Library Search Conpound Hatoh

i-Heptene
i-Butene, Z-mebhyl-
Cuslopropans, 1.2-dimethyl-, trans—

Instrument! d0masl.i

Operator: KBK

Cofumn diametery ©,25
CAS Number  Library Entey Duality Formula
592-7¢~7 NBE7EK, 1 63242 59 CFHLY
563462 HBEYEK 1 B2488 58 CBHL0
2402064 HBSYEK. 1 226 53 CHHLO

Height

Fa
o

Coar 498 (6,856 mind of 04908.d (Subtractedr (SCALED
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Bata File: Jvar/chem limsal, ) /621804 b 04208 o
fate @ 18-FEBE-2004 16110
Slient ID: EQ4-0120-57432 [rstrument? 10mssi i
Sample Infor 108333432
Wolume [mjected (wlly 1,0 Operator) K8
Column phase: DE-OHS Columny diameter: 0,23
Library Search Compound Hatch a5 Humber  Library Entry Quality Formula bgight
1,2-Benzenedicarbonitrile. d-amino— BEZEH~ T8 NBSYSK, § ai83 i8 CEHEMI 143
Buineline, S-methyl- &14~32-8 NBSTEK, 1 8227 14 CaoHIN 143
SGoan BOG (7,027 mind of 04908,d (Subbrected? (SCALED
10,0 1437
8.0
? 6o
< * . ]
-
. At #
2 5‘\ - e b L b N
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e
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Data File: Avar/chem iomssi, 1 /021804, b 04908, d
Bate § LB-FER-2004 16:1i0
Client 1B E04-012¢-67437 Instrupart? 10mssl,i

Sample Info; LOS333432

Yalume Injected (ubdy 1.0 Operator: KEK
Column phasel DE~BHS Calumn diameter: 0,25
Likbrary Search Compound Matceh £as Mumber Library Entry fuality Formula Height
Z2-Fluoro-é-nitrophencl AB26-17-6 NBS7HE , 1 11688 97 CHHAFNDS 157
&-F luorg~2~ni trophenscl 394~33-2 NESTSK, 1 11883 82 CBHIFHO3 187
2-Fluoro-d-nitrophencl 403~19-0 HBS7SK, 1 11887 87 CoeHEFRO3 157
Scar 819 (7.157 min) of 04908.d (Subtracted? (SCALED)
10.€4 1577
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L 6.0 N
a P =
3 ' N
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s
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Data File: Jvarichen lomssi, /021804 b 04368, d
Dake 3 I8~FEB-Z0O4 L&310
Client [0 EO4~0120-8§7432 Instruments 10masl. i

Bample Infol LOHITILIZ

Yalume Injectsd 0UL01 1.0 Operatort KSK

Column phase; DB-BME Column dismeter: .28

Likbrary Search Compound Hatoh CAS Humber Library Entry Guality Forsula Height
Z-Fropenamicde, N-{L, i-dimethylethuld- 167-EE-4 WBSTEK, 1 4750 40 CTHLIND 437
E-Pubaremine, Z-metbol- 594398 HBSTBK, 1 [t s = CBHIIN a7
$-Parterc-2-one, drmethygl- . C-eethyloxine S63IIG-99-%  HESYEK. ] 4767 0 CrHIBD iz

Sc:gn 3 (8,265 mind of 208.d (Subtracted? (SCALED

113
.

10,0

L
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&
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1 R ol PR TV Yo Wi WS
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0,0 s ‘ ‘ .
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):p
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i Tar s
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-

4,90 ?2\\
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[ 2 .'IE n.;.lli i Kuls
20 30 44 B &0 e 8¢ . 30 160 11 126 138 P L] 18 i6¢
'z
Entry #4767, 4-FenterrzZ-one, 3-methuyl-, Gmethgéaxmsl ju(;::gm NBSYBK. 12> (SCALED)
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f ; - N 126\ A2
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Tats File: Avar chen lomzsd. i 024804 /04908 4

Date § 18-FEBE-2004 16110
Client [0: EO4-0420-67432 Instrumentl i¥mssd. i
Sample Infor LOBIRIL32
Yolume Injeched (ul): 1.4 Cperator: KSK
Column phase: DE-GHS Column diameber; 0.2%
Likrary Search Compound Match CHS Mumber  Library Entery Guality Foreuls Height
1.3-Dioxclane, 2-(4-methongphenyld—2-met Q=0 HESPEK, 1 2i24e B CAHI403 194
Ethanol, 2-04-i1,i-dimethulethyldphenoxy 713-46-2 HBS7EK, 1 21346 B2 Ci2MLe02 194
pbert-fimyl phenoxy sthanol €IO2-07-6 HBSYEK. 1 249337 28 CA3HEGDZ 208
Bearn 1021 (13,074 mind of &490B.d (Subtracted) {SCQL@;
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Deba File!t Jvarchem/10msal, 17021804, 6/04308. 4

Date 3 18~FEB~Z004 16310

Client [DI7 EO4-O120-87432 Instrumenty 10mssl,i
Sample Info! 1083332132
Yolume Injected {ubll: 1.0 Operator: KSK
Column phasel DB-5HE Column diameter: 0,29
Likbramy Search Compound Hatch CAS Number Library Entry Quality Farmula Height
Etharol, 2~[2-[4-(4,1,3,3~tetranebhylbut 2345-564-9 HBS7SBK, | 44793 86 CABHE003 294
Benzenamineg, N, MN-dimethyl-dn~{@-phenyleth §i8-95~9 HBSTBI, | 28442 8 CLEHLTH 223
Imidezolidine, 1.3-diphenyl-2~propyl~ BE320-82-6  HBSTEK, . IN026 32 CigH22H2 266
Soan 12028 (15,207 mind of 04%08B.d (Subbracted) (SCALEDY
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Data File: /var/chem/10ums
Report Date: 23-Feb-2004

B0
Q.ué

oy
i

Pace Analytical Services, 1n0C.

TENTATIVELY IDENTIFIED COMPCOUNDS

Client Name: 3M ENV Client SDG: 021804
Lab Smp Id: 105333173 Client Smp ID: E04-0120-67435
Operator : KBK Sample Date: 12-FEB-2004
Sample Location: Sample Point:
Sample Matyix: WATER Date Received: 13-FEB-2004 00:00
Analysis Type: 5V Level: LOW
CONCENTRATION UNITS:
Number TICs found: 16 {ug/L or ug/XG) ug/L
CAS NUMBER COMPOUND NAME RT BEST. CONC. .
1. 115-22-0 J-Hydrogy-3-methyl-2-butano 1.711 1.847 NJ
2. 637-92-3 Propane, 2-ethoxy-2-methyl- 4,263 .42 NJ
3. Unknown 4.787 1.88) -J
4. 1708-31-2 Furan, 2,5-dihydro-3-methyl 4.988 1.86] NJ
5. 111-96-6 Bthane, 1,1'-oxybis{2-metho 5.223 27.21 NT
&. 31797-64-5 |[Cyclohexane, (1,l-dimethylp 5,282 L.61] NJ__
7. 34887-14-4 |Pentane, 2,Z2-dichlorc- 5,506 2.061 NI
g. 111-80-0 Ethanol, 2-{2-ethoxyethoxy) 5.730 2.28] NJ__
2. 592-76-7 1-Heptene 5.885 8.81 NJ__
10. Unknown 7.027 2.48) _J_
11. 1526-17-6 2-Flueroc-&-nitrophenol 7.157 1.43] NJ
12, 102-82-9 Tributylamine 7.357 9.87) NI
i3. C-00-0 Phenol, 2-fluoro-4-nitro- 53,6086 16. NI
14. 776-35-2 Phenanthrene, 9,10-dihydro- 12.331 32.85] NI
15. 713-46-2 Bthanel, 2-{4-{1,1-dimethyl 13,062 180 NJ
i6. 54449-89-7 |Pyrrololl,2-al-1,3,5~triazi 15.125 37.80 NJ_
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538491

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Data Fioe ivarﬁch&m!l@mgszﬂi
Report Date: 23-Feb 2004 122

Pace Analyvticel Services,

Joorgog begabyo o
1

inc.

BASE NEUTRAL, ACID QUANT AND RATIO REPORT

Data file Jvar/chem/10mesl

Lab 8mp Id: 108333173

Inj Date 18 -FEB-2004 19:44
Operator HEK

Empatnfo 1053531 72

Misc Infoc - , «
Comment BORA BOJOD - SRMI
Method fvrar/ochem/10mssl .
Meth Date « 23-Feb-2004 11:14

Cal Date ¢ 12-FEB-2004 20:45

A

AEla bottle: 12
il Factor: 1.00000

Integrator: HE RTH
Target Yersion: 3.50

Uoncentration Fo

. C0000
. 00000
000 .00000
000. 00000
1.00000

i
we o o
1
1

* g 1. 2-Dichlorobenzene-d4
% 48 Bosraphthene-dlo

* 62 Phepanthrene d10

o CONCENTRATIONS
AREA ON-COLL NGy

e e e

S-Hydroxy-3owethyl 2 -butanone

S e s e bty ] L G F A £ i g i waBE

PINALY vgits 2

1/021804 . b/0D401 2 d

Client Smp ID: BO4 0120 67435

Inst

VOLATILES

D

10ms

1/021804 hisvoT-043 m

Eking

BE £ LF 2 gy
Descriptbion

dution Factor

Cuant Tvpe: [
Cal File:

043

ng unit correction facto

Yolume
Volume
Volume

local

12,787

Quait ;
LIBRARY LB ZWTRY

e e smm e

Chs & 115»?2“0 o

- NEgTeR L B347T

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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of final extract
of sample extract
indected {(uly

sl.1

SiD
07.d

Compound Sublist: 525.5

r i
(b}
ed  (ml)

Ceompound Variable

313370086
2021526

1767471

LPHD 8

AR

40.000

0. 000

i

/(Vo * Vi) * Ccpndvariable

3M_MNO01538492



Data File: J/var/chenm/ Omes)

521804 b/04912 .d

Report Date: 22 Peb 2004 10
CONLUESTHAL LONE JUANRTY
RE AREA  UN COLL 0 wo B CURL LIBRARY LIl ENTRY
e ShLuhaududuasaai sdiian = ERmsass Sumabuae
Propanc,: 2 ethases d meb ol ChRsgs RITLOToR
G Ed T e Bod2a L BE D o Al : NEST&ECZ 63575
Unkriown LAS 4
4337 B22s/b L. BRIARUGE 95 ) i
Furan, I 5-dibwdeo. domerbal. CAG s A70B 31 2
4. man G26eE7 1.95503980 1.86 ay NHSTEK. 1 RAg
Brhane, 1.1' owybis[Z methoxy- G 4 g elg
5,223 iZleBesy 27 0584748 i1 a8 NRSTEK. 1 085
cyclohexane 1L L-dimErhylpropyl) - ( CAS #3177 ednn ‘
iaBE 716875 1 B0T7E2TY ikl B NEB TSR 1 67188
Panpane i 2ediohicrgs SORG g R RgT LT
B.808 917ale 2 058567088 kB a8 Y 7249
Brhamel 20 (23 sthaiyerhang CAS #: 111-80-0
5030 1017698 228550484 8 2H L NBSTEH. L aoBE
IrHeptens CAS #5320 -767
GL.855 2927000 BLBIAG082T Bl b HMNBEIBK. 1 63242
Haknnwn TR
70029 1103155 3 avenviec 148 o o
ZeFlunrasgsnitrophenak CAS @y 152€-37. 8
TLRsT GI6455 1 9RE0Hde 0 Tadd a7 WEsTeR 1 Tieas
Iributvianine CAS H10E BT
7357 2397254 9. BEEA3TTY BT 74 NBETSK.L 19216
Faenal - 2-fludro -4 -nitro- CRS #: 0-0o-o
o 1 BLl246 180820807 180 35 HERTSK.L 11652 4%
Baenanthrene; %, 10 dihydro. CES g igag iR
SRy IRISLIVER4TA420 8 d20E 45 NEoTep .1 1vese 62
Ethancl . 2ola (1 3 dimerbyd et bl ) shenoary RS B i dg- 0
Ldpone FOREAGY. LB0CDA5E06 18a B NeRTER ) 21345 B
Perroloii 2 al-1. 3 5 -triazine -7 carhowel B % 54448:.89-7 ]
i FETR 4% 2T F0aB AT Gg 30 HHSTER 1 2Ba0S 62
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. ‘s =
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&
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Data Filer Cear/chem:lomsst 17021804 o/ 04912.d
Date @ LH-FELE~-ZU04 13744

Client IDg Eo4-0120-67435

Sample Infor 108333173

wolume Injected Cub¥p 1,0

Instroment

Dperators KSK

1omssd i

Column phese: DB-BMS Column dizmetert 0,28
Library Search Compound. Matoh DAS Humker . Libraey Entry Quality Forsuls Height
F-Huytirou-T-wethyl ~2-but anore 118220 HESPEK 1 E3477 8 CEHLODE 102
Butanamide H41-35-% HBS7EK .1 B8 i CAHBND a7
Criani dine 143-00-8 HBSTSK .1 100 45 CHEMI 59
Soars 57 (4,741 mind of 49424 (Sublraotedy (SCALETD
19,0y (B9
8,04
e
L 8.0 2
- j
b
4.0 41
= RN
£ 2.0
8 2
z 53 69 ¥ 88
L hl BN S e ™~
o0 ; . HER 1y PRSENE S S " ‘s . b
18 20 8 3 35 40 45 5o £ &0 &5 e 78 B B85 B0 95 105
T
160 Entry 677, 3-%23«3*&\@%1*2*@?,@\%%; CPvom HRSTEK, 1> (SCALEDD
8.0
-~
¢ 6.0 3t
g & N i}
X Ve
5 41
£ /’15 AN
g 2o N 57 s BA
\ e A e o3
0,0 [ . cebpd b e bl 9\\‘1/ N N "\
i8 2% 25 3 35 40 48 5o S 6% &5 i 78 8o [ o #5 o0
Enb . " ¥
10,0 ry B7EE, Butanamide (Fr‘m‘_ﬂ\%%?ﬁl( Ir (ECALED
8.9 -
4
5 ~N
L Bl
]
Z
- 4,0
N
£ 4
§ 2 : 5 %8 b B
5 0 A
a e nife ! N
6,0l . i} o, ! N . [
1% 20 29 3 35 #0 45 Be atad &0 &5 7 75 8% 8% Eod D5 jifles=d
T d
10.0 Ervkery #1000, Buanidineg <F§§:},HBS7§<.L) iSCFIL?.’D}
#,
S,
8.0
" %
& B 3
g A '
. A.0
@
E 2.0 27 28
> N 4 =
vy e P
0.0 Hy . MEELE v )
i8 2¢ 25 30 35 40 45 56 25 64 &5 Fa 78 foed 85 B 7% 100
vl 4
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ata Flle: svar /chen’lomssl, WORLIACY 0431 . d

Pate : 19-FER-2¢04 19144

Client 107 EC4-0120-57438 Trabrument? 10mssi. i
Sample Infoy 1OB3I3L7F
Volume Injected <uld>y 1.0 Dperatory KK
Column phase: [DB-5MS Column diamster: 0,25
Library Seasrch Compound Match CAS sumber  Library Entry Cremlity Formula Height
Propare, Z-ethoxy-2-methyl- BIT=FEm3 HESPBK 1 63679 4¢ CeHie 102
g-Pentancl, &.4-dimethyl-— HEH-06~F HRSIBE, 1 2370 39 CHHLE0 116
S 274 04,269 mind of 049124 (Subtracted) (SCRLETDY
10,0 597
B.O
£
e
5 .04
b4
o
4, G
5 . 1
% 2.9 /4
3 & 49 & 7 9 Rt
| l L7 ™ N N M
5,0 cabadbad v s iE LY e hs L 7. e i
Ze 3¢ 40 o =g %9 7o 8¢ fl 100 116
mLE
Entry #63579, Propane, 2-ethoxy-g-methyl- (From HBS7OK, 1) (SCALEDS
15,0 ¥ » Prop thoxy by .
[
y
4 a0
L o7
— 4,0 23 &
= l, 4
£
3 =0 26n, 7
8 108
\i ; | l e , N N “~N
G0 : papde sHE, e ARE LR 4
f=aed 36 40 fed [ 2] 7o 80 G 100 1t0
L
Entry #3370, 2-Pentanc], Z,4—gdipethiyl- (From KBS7EK.1> (3CALEDD
10,0 ¥ ¢+ BArdige Fiy
B,04 -
Ead
v
L 6.0
s
&
N 4
] 3.“\
2.0 & ez A3 o1
§ A RN l B LNy 73 s 98 A 1154d8
ovodo il NPT IURNE R 1S R IOOTOUO 11 1t e N N
20 3 40 e L) Fo B 30 160 140
Bl
¥
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Batas File: Avarschendlonssl 17024804 b o412, d

Date : 18-FERP-2004 19144

Client IDY EO4=0120-87438

Sample Info; LOB3IB3473

Yolume Injdectéd uld: 1.9

Lolunn phase! [B-SHS

Instrupent: 10mssi.i

Operatord KSK

Coluwn dismetery 0,29

Library Search Compourd Hatoh CHS busber  Library Enkry Guality Formuls Height
trbangun 0 & f3
Sean 318 (4,787 mind of 04912.d (Subtracted) (SCALED)
10.0 46"
8.0
Ead
b
s 6.0 -
=l
bl
4.0
e
L -
5 z.0 41\41\
. 6, ~ & A4
Nt - N / N F
Qbosigglll v e 4o i L
36 32 42 45 43 st 57 &0 &3 66 %9 72 7% 1 4

Mz
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Deta File: <varschemiomssl, 1/ 021804 b/ 04212 . 0

Date & L18-FEB-2004 18144
Client TD? EQ4-0120-67435
Samele Infor 108332173

Yolume Injected Qe 1.0

Instrusert: 1omssi,i

Operatori KBK

Column phasst [B-BMS Colums diameters ©,28
Library Search Compound Matoh CAS Humber  Library Entry Quality Formula Weight
Furan, 2,8-dibydro~Z-methyl~ 1708~31~2 HBETEK, 1 Lo 47 CHHED B4
2~Butenal, I-methyl- 107-86-8 MBSIEK 1 62726 43 C5HE0 84
i,3~Cyolopentarediol, trans- 16326~498--0  HBSTSE .1 1704 4 CEHL0G2 102
16,0 Sean ;33:51 (4,988 @ind of 04912,d (Subtracted) (SCALEDS
B //&4
B0 &3\
2
B 6.0 -
o
z
. 4.0
2 73
® ] / ra
5 z.0 4G
0.0 il F ] i1 »:sitgl i i s Ia Jooallinl o i. i Vi |
i 2% 30 4 &0 [ 7O 8o 90 10G 110 126 13 i4e
Mo
ntey #882. Furan. 2.8~dihgdro-Zesethyl~ (Prom NBSTEK, 1D (SCELED?
1Q,.0 39\\ ik
8.0 Bis,
o
H &
g &° 6 ™
&
4,0 53\
F
15
5 2.0
z 2 ~48 ! lI ] 71 %
b
o,o../; ull.,z.‘ ) b .f’lfi!. ot ‘Iil:;/ Y //a
46 20 20 4 g9 &0 i BG 3¢ A0 110 120 130 140
mez
iy # 26, 2~ - - .
16,0 Enkry #62726, Z-Butenal, I-mebrml (W?ﬂ( 13 <(SCaLER>
#g.0 »
i:; B0
5 B0 B!
X P ™
T 4.0
[}
£
5 2.6 5
Z AN Ve
.0 b THn . o d i
fig B 36 44 8O &% Ky B 90 As0 110 120 130 140
B
16.0 Entry BL704, 1. 3-Cyclopenisredicl, rans— (From MBSTBK,17 <SCALED
]
8
o] A4 ™\
L 8.0 i
=
o \
L4
- 4,94
¥
-4
5 2.0 ‘/6
Z LN
L | | )
L2 iy .alirf Fhiex :EII (1 1y H Iy ity
ig 20 36 4 S¢ ¢ o 70 80 90 kR 11a 120G 130 146
" i A
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Data File: Avar/chem/Ll0mssl (/021804 ,0/04912 d
18-FEB-Z2004 12144
Slient 1Dz E04-0120-8747%

Date @

Sample Infol 106333173

dolume Ingected (w: 1,9

Instrument: 10mssl, i

Geerators KK

Coluwn shase: DE~BHE Columy disnstery 028
Library Search Compound Hatoh CAB Numiber  Library Entry uality Formula Height
Ethare, 1,17 -omubislZe-mplhoxy- 14196 HES7EK, 1 HOES T8 CaHi403 134
2.89,.8,. 41 Tebtrsonadodecane 13i2-489-7 HES?SK L 17074 () CaHABOE 178
1, 2~Butanpdiol BE4=02=F HRETEK, 1 F1E B CaH1002 B0
) Boan 355 (BL.2ED miny of 94940.d (Subbracted) (SCALEID
10,0 TREs
G,
&
L B.04
i
3
T 4.0 4B
E
i
. 7 Cr
5 N “ o2 MR ats
5.0 a\lc ¢ ‘3'\' I T T i { /i "/1; .
20 30 40 50 &0 i B8O G 100 140 120 130
Ml Z
0.6 Entry #0006, Ethagggeﬂ.1’~@xgbis[2—nsthcx5— CFrom MBEVEK .1} (BCALED
8.0
3
©
s 6.0
% 34
S
4.4 ™ £5
3 .
£ z.0 l l | o
= 44 ; “; 7E 1€ i1 27
3,0 R T \\l¥r§ . L bd 2\“}/ (l 2\\ “\ qi‘
&0 el 40 il 60 74 ad % 140 i1e 12¢ 130
27
Entey 847074, 2,8.8,11-T i S B
10,0 Y 2,8 “%%g Btranxadodecans LFrom MES7EK.1) (SCALED)
€. “
Fincd
Y
L 6.0
e
2
4,04 25
et
&
4 /
Eolrd % j 4 =] 10,
2 ! S 13
:’A R N N Vo N ws, A9 N 4z
S0t b o b e bares NN ol L1
2% o 40 B B el 80 e 100 e 120 130
BUE
0.0 Entry #?1§é/;,3—autanedso£ (From HBSTSK. 17 (SCALEDY
B,04
P 31
L 6.0 / )
o
2 /45
4.0
- 41 E
g N
2,0 5 2% ;
= e ~ ! EEa 1 43 F 77 a8 o
R
o.0deb ot sith ot bbb :.ii 1 3\““/ \/9
2e 30 49 50 2 el 80 GG 100 Lo ig0 130
et d
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Data File: Avarsohes/i0mssl, 17021804 8/04912 . d

Date @ 18-FEBR-2004 19744
Clisnt IDY EO4-0L20-%7433
Sample Infar 108333472

wolume Injected (ul2t 1,0

Instrument) 10mssi. i

Dpergtor? K5K

Column phase; DE-SHS Dolumn ol sreber] 0,88
Library Search Compound Haboh CAG MHumber | Likrary Entery fality Forewals bgight
Cuyclohexane, (L,l-dimethylpropyl - 3379 -c4=8 . MBEVBK. 1 67186 g6 [ Bk, 184
Z-Horene, I-mothyl-. (EX- 4T003=-99-5  NBSTEK,1 4 ] CLOHZS 140
2.4 A-Trimethyl -1 -hexere Gi474-12<0  MBSTEK, 1 4684 28 Couis 126
1.5 Scan 360 (5?.28 ming of 04%ie,d (Subtracted? C(SCALED
74
8.0 43\ //
;’3
g 6,0 .
k4
: o 55\
5
£ 24 140\
g = £ 1
Z I Ve A7 A An
D0 foohy ¢u§’n v 1y 3 RERn b ¥ { ;:
20 30 40 Bix &0 7% B B0 Fo 440 120 130 146 486
'z
#7 PO cihy - o O | y = - E
16,0 Ertry 186, Cucl exane\?%i I-dimethylpropylr= (From HBE7EK,17 (SCHLED)
8.0
'9 &, 4
3 N 5 |
X ™ =N i
g ? B3 25
£ 2.0 e - .
z KN 109, ] 13 454
O, 0 E} ol ..?ftl .[5 ¢ L eiils L o Bis . .
20 36 46 5o & 76 80 a0 160 116 120 130 140 {50
Al
Entry 87592, 2-H - - (E3~ -
10,0 g W?GE webhyl CEd (From HEETSK, 1D (SCRLED>
8.9 -
44 /‘55
A N
L 6.0
wd
B
4.0
. 3
2 2n e
[
& 2.9 B
- i P ' H ! i ™ e P C\/Léi
o.ood .. b el ;..ln i, e T Y L K
20 30 40 6o BO o 80 90 10¢ 110 1ze 130 140 150
wlz
es
T § g %
16,0 /Agsnt,aﬂa #4581, 2,*4?,;‘0{]rmeth§1 i-hexenre (From HES?VK.??;) CESUALEDD
8,04 i
( &
L 6,9 5\ 3
ko) .
%
4
X
4
£ &9 55
§ 2.9 4 72 7 126
= i < | ™ \
.04 i (i ml ls ol £ B T ! 1
20 34 40 S &0 G &0 S0 10 410 i2¢ 130 140 i80
wle
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Bata Filey Avar/Chem i0mssl, /025804, /04312 ,d

Eate @ 18-FEB-2004 12144

Clisnt 1D EO4-0d20-67438

Sample Infop LOBIZELTI

Instrumenty idmesl,i

Yolume Infected (w32 1.0 Opsrator ) KSK
Columr phase: [B-8HS Coluerny diameter: 028
Library Search Compouwnd. Match CAS Wumber  Library Entry Guality  Formala Weizht
Fentang, Z,2-dichlorg~ dga7-Ld-4, . HESTEC, L 7249 38 CHHIOCLZ 140
Butame, Z,3-dinebhyl-2-nitero- 4075280 HEBSIPEC I 5613 38 COHLINGE 131
Heparfunol FETE-8 MESTDKLT e3208 5 CarHind 98
%‘gj 379 (5,806 mind of UA9LZ2 . d (Subbtracted) (SCALED
16,0 L i £,
5.0
a
% 6.0
e
Z
— 4,8
= 7 N
g 2,0 7(7\. /40?
: | SR T [ T A Yo |
6,0 NI I Y cbat it N i bl . L
20 g 40 So [ i ae 20 100 140
BE
Eniry #7249, Pentane, Z.2-gichloro~ (From MESFEK, 1) (SUALEDD
19,9 %1 Q“G?
45
8,6 ™
b
E’} [ ]
g ST
3 # 76
T 4.0 A 10
3 A2 s
= r 63\ i
L 2.0 . B e A7
- | | | e Y
0.0 R A NPTOURRETE 1 | FYRRUTY IR I SUR 1% ST TUTS LPORUT A I IO oo Hib N
26 3 46 Lol & b 2] G 100 =]
B
il 4 -3 o %
19,0 Entry *%izg%tmr Erd-dimethyl =2 nitro~ (fron HESTEK. 1) (SCALED:
8.04 - 2
P
L o6
g 30\
RN g
% 13\ 4.\
2.0
S L &7
) T e I T N ARl o
P 1IN cribiths e dod b e ; K
20 3 L o] &0 &0 70 B ] 106 iig
- | Yo
16.0 Entry 63208, Hepardurol 2??‘@295&}3?5}(.2) iSCFiYLEB)
B2
. $
P ] 2
3 4 ",
T 40
g ABF /83
% 2.0 /45 . y i 3‘3\ 51 ,!”53 e /?O o o
/ 1
Q.0 “;H’.[/" El![ ..;E.li .II‘E-;.,..,\?\,,. [ TN \ \\;/98
20 a6 e 5o & 70 a6 e 150 1ie
i
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Bats Filet Avardohem i0nssl, /824804 brod9i2, 3

Bate ; 1H-FEB-2004 19344
Clisnt Il E04-0120-67435 [rstrument s 10mssl, i
Sampls Infol 108333173
Yolume Injected (uh2: 1.0 Operator; KBK
Columa phaser DE-BHMS Column diswver; 0.2%
Library Search Compound Hatch CAS Humber  Library Erdry Quality - Formala beight
Ethanol, 2-(Z-ethoxysthoxyd- 114-90-0 HBSIBK, L 4082 78 CeHi403 134
Ethane, L .17 ~oxybisl2-sthoxy-] 142-36-7 MHBETBK, 1 LF6ES 72 C8HABoS 162
2-Butangl, 3-methyl- B9~ 7E—4 HBS78K, 1 42961 50 CBHAZ0 £8
Syjn FUR (5,730 wind of 949LE.0 (Sulkbractedd (SCALED
10,0 %
8.9
&
bt
"
z 3
T 4.0 ) Fe
g 7
é 2.0 55\ ] 35\ /6? 103\ /xif)ﬁ //1&5
o0 Ail }4. T I i..l.f Lot N <
20 3 48 BG &0 o 26 90 400 110 126 130
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flata File: Avar/chemd/l0misl. 17021804 b 04915 4

Date ; I9-FEB~2004 19344
Client 1D: EC4-Gl20-¢7435
Sample Infor 108333173
Yolume Injecbed (ui)) 1.0
phases DB-GHE

PRy
[

Libramg Bsarch Compound Hatoh

1-Hepters
L-Butene, Z-methyl-

Dyclopropans, 1. 2-dimethyl-. trans—

Colums diamebary 0,25
o Hombar  Libeary Entry Quality Foreuls
sap-Fe-F HES7EK 1 63242 59 v 2]
56 F~dg -2 HES7EK. 1 GZABE 8 CBHLG
2402+08-4 HBSTEK, 1 2% 58 CBHLG
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Bats Filep Svary/chen/ilmssl, [ 021504, 08902 . d
Date ¢ 1O-FEI-2004 123344

Client 10% EOSG~-0120~67435 Instrusent: i0mssi.i

Samele Infol 105333173
Yolume Injected {uldr 1.0 Operatory KK

Column phase: DE-9MS

Coluim diamebers 6,28
Library Search Compound Matcoh CaS Humber Library Entry Quality Forauls Height
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Data File: Svearschen/i0masl, 170218094 b 04912 oo
Date § 18-FEBR-2004 19344

Client 1Tt E04-0120-67438 Instrument: 10mssi, i

Sample Infoi 108333173

Walume Imfseted (U2 A0 Operator: KSK
Coluen phase: [B-8HE Colusms dismeter: 0 25
Liberary Search Compound Matoh CAS Hueber Library Ertry Cuality Forsuls Weight
2~F lugro-g~ritrophenol 1886175 HESTEK .1 11688 ¥ CEH4AFNDZ 187
4~F ludra-2-nitrophencl 334-33-2 HBSTBE .1 11683 a7 CEHAFNDZ 387
2-Fluore~d-nitrophencl 403-19-0 HBS7BK .1 11657 &3 CEHAFNDR 187
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Daka File: Swar/ochemd0mesl, 1 /01804, b 0ALY d
Date i IB-FEB~Z004 19144
Client D E04-0120-67438 Imatrumenty L0mssi, i

Sampie Infoi 10E3ITUTI

Yolums Injected {ull; 1.0 Operabor: KEK
Column phase: BE-5MS Column diameters .28
Likrary Search Compound Hatch CaB Mumber Liberary Entry Quality Formuila Height
Te-ibutylanine 102823 HBES7EK, | 19246 74 CA2HETH 188
i-Hewanaming, Zrethyl-H-{2-ethylheali~ L06-P0mT HBSTHK 1 32493 80 C16H38H 241
2-Propancl . 4-ldibutylanined~ 2408-64=0 HES7BK, | 19660 B CLIHBENG 187
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Daba Filed AvarsChem t0Rasl 1/ 020804 B 04912 . d
Bate ¢ 1B-FER-2004 19344

Client 103 E04-D120-574E5 Ingtrument! 1oOmasl, )
Saspie Infor 108333173

yalume [njected Cwli L,0 Operator: ESK

Colunn prase] DE-GHS Colunn diasster: 0,29
iibrary Search Compound Hatobh CAS Mumber - Library Ertryg Quality Formula Weight
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Data File: Avarrohem 1Omssl, 1702085048 b/ od91y o

Date § 18-FER-Z004 {9344

Cliemt [D: EO4-0420-47435 Instrunegnts 10mssl, |

Sanple Infor 1085333173

Yelume Injested (Wb 4.0 Operator] KSK
Column phase: DB-85ME Column diametor: 028
Library Search Compound Hatoh CAS Humber Library Entry Quality Formila Weight
Ebhanol, Z2-[4-(1,l-dimethylethyl ) pheroxy 743462 MESPER, 1 21346 g2 Cienisnz 194
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Column shase; DE-BHS

Library Search Compound Match
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e+ [varjchem/1l0mssl 1/021804.0/04911 . d
ate: Z3-Feb-32004 12:21

Pace Analytical Servic

TENTATIVELY IDENTIFIED COMPOUNDS

Client Name: 3M ENV Client

Lab Smp Id: 105333185

Operator : KSK
Sample Locatiocn:

Sample Matrix: WATER

es,

SDG:

Inc.

021804

Sample Point:

Anslvsis Type: SV Level :

NMumber TICs found: 14

LOW

Date Received:

Client Smp ID: E04-0120-57438

Sample Date: 12-FEB-2004

13-FEB-2004 00:00

CONCENTRATION UNITS:

(ug/L or ug/KG) ug/L

584-03-2
565-75-3
922-64~5

107-86-8
111-%6-6
111-80-0
110-58-5
10, 6289-06-1
11. 15Z6-17-6
12. 17320-37-6
13, 0-00-0
14, 2315-61-9

COMPOUND NAME
Z-Hydroxy-3-methyl-2-butanc
1,Z2~Butanedicl
Pentane, 2,3,4-trimethyl-
Propanedinitrile, methylene
Unknown
2-Butenal, 2-methyl-
Ethane, 1,1'-oxybis[2-metho
Ethanol, 2-{2-ethoxyethoxy)
Z-Propanol, 1,1'-oxvbia-
Heptane, l-chloro-
Z2-Fluoro~é6-nitrophencl
9H-~Fluorene, I-methvl-
1,3-Dioxolane, 2-{(4-methoxy
Ethanol, 2-{2-[4-(1,1,3,3-~C

O UT AN s e B e L)

et et
(S N

15.

EST. CONC.
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Data File: /varfchem/10msel  1/021804.0/04910.d
Report Date: 23-Feb-2004 12:21

soe Analvibical Services, Inc.

BASHE, NEUTREAL, ACID QUANT AND. RATIO REPORT
Data file : /var/chem/l0mssl.1/021804.5/049212.4d

Lab Smp Id: 1085333165 Client Smp ID: E04-0120-67438
Ini Date ;. 18-TEB-2004 18:3%0
Cperator : KSK Inst ID: 10mzsl.i

Smp--Info . : 105333165
Migo Info
Comment ¢ RCRA BZ70C - SEMIVOLATILES

Method ;o Jvar/chem/10mssl.1/021804.b/SV07-043.m
Metn Date : 23-Feb-2004 11:14 kking Quant Type: 1I8TD
Cal Date : 12-FEB-2004 20:45 Cal Pile: 04307.4

Als bottle: 11
Dil Factor: 3.00000
Integrator: HP RTE Compound Sublist: 62%.sub

Target Version: 3.50

Concentration Formula: Amt * DF % Uf * Vo/4{Vo * Vi) * Cpndvariable

Name Value Description
DE 1. 06000 Dd lution Factor
Ut 1.00000 ng unit correction factor
Vi 1000, 00000 Volume of final extract {(ulb)
Vo 1000.00000 volume of sample extracted (ml)
Vi 1.00000 Volume injected (ul)
Cpnd Variable Local Compound Variable
ISTD RT AREA AMOUNT
* 9 1,4-Dichlorcbenzene-d4d 5,001 1427587 3.0060
* §2 Phenanthrene-dlo 12,7867 1878283 40.000
CONCENTRATIONS QUANT
®Y BREA OR-CQOL{ eed] FINAL ug/Ly QUAL LIBRARY LIE ENTRY CEHD 4
3 -Hydpogy- 3-mathyl -2 -Putanses CASE H#e L38-22-0
1.7 Feetiy 1.s58i8t10 L 73 HWRETEK.1 £3477 2
1.2-Butanediol SRS Ho 564-03-2
3.938 LOTTEESE . 2.26447446 228 1% HBsIsK. 1 £2282 3
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Data

File: /wvar/chem/lOmss

Report Date: 23-Feb-2004

Fentane .

CONCENTRATIONS

AREA  ON-COLY NG FIRALT

2. 3, 4-vrinethyl-
2134302  4.48821780

Propanedinltrilie, methylene-

4.51%

Urinown

4.78%

TABZERY . A 11642546

352565 Z.088707352

Z-Butenal, 3-methyl-

4. 748

Erhane,
5,323

Bthansl,
£.736¢

5

i ir-ouybia [2-methoxy-

IR21T0E 2.71408024

LI06B487  23.2603877

2- {2-sthogyethoxy) -
1009113 212064243

2-pFropenol, 1,1'-oxybis-

& U84

Heptans,
E.897

2-Piupre
T.156

552710 1.2485744E

ot

‘chlsro-
6543355 13.960%570

& mitrophenol
912354 1.91732%%%

SH-Flucrene, l-methyl-

12.334

LEBZ3IFE 315691177

1.3-Dloxolane,  2- (¢-wethoxypbenyl)-2-met

13,062

TI0816F  155.635023

2-[2-16-01,1,3,3-tetyanethylbut
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-
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L]

ny

<FL

(S

L1/021804.0/049%11 .4

;21

I
»
7]

37

CAS ¥

42

QUARNMT

LIBRARY LIB ENTRY
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NBST75K. 1 31q0
F22-84-5
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0
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HBSTEK. L G226
111-96-6

HESTBK.1 5085
1131-30-0

HBETEXH. 1 6082
110-98-5

H3S75K.1 SOB7T

2 E2E-06-1

NESTSK.) 65488
1826-17-8

WBSYEK. 1 11655
LTIC-FT-6

HBS7BK. 1 BET7E
G-8¢-0

NERYSH.I 21218
2315-61-9%

HBETER. 1 41793

i
e

&2
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0128

3M_MNO01538514



iRt ales -3
PLOPooO0COROPPERRRRRE PRI NNMNNNNBNSUHWEE N BN ES B D s
z'.:»wmmammwwaevmwammwm@«:»;»N(—s&wmwwavwww&mﬁwiwvw‘vwbm Il B B
e . ) "] EP DY

§§igsé
3 g FOPE se W
E- R
P A
W “
® O s EmU Mo,
v or & o2
tuoraphenal N g R |
T-8R8 &g
e ] % §~ o B B g
-4 A-Dichlorokenzens~dd g L 27 . 2
~Nitrokenzens~d5 MRS 5
- & =
~Haphthal ere-di > & b4
L
~2-F luorobipheryl 3
e
i
~Foenarhthene-dio €§
.
=
- 2%, 6-Tribironophenal (53 8
[ Y
i “Phrgnasnthrene-—dis §
. B =
o
F-
;_' ~Terphermyl ~did
. 5,
35
B g
= “Thrysene-di? §
ol B
% 3
- e
o
F]
b
=R L
= -
: 5
: Bl €% 3
™, = E
ks & £ % -
. ] - g
T 5
. w 5 &
By 2 P -rzf
o 2 g = *
. o -
, =1 8 §
w3
o, g ~Perylene-di2 - ”
m* ey
. [e3 &
- e
- : B
o,
&
%'
1}-‘.
6 e
&
=
G
&
b
3*
B
ﬂﬂ
L
o
B
&
&
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538515

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0129



Dats File: Svardchen/itmasl, i 021004, b 04911 o

Date ¢ 18-FEB~2004 15:HO
Client IB: EO4-0L20-67438
Sample Infoi 108333168

Yolume Injected (wldy 1.0

Instrument] 10mss

Operatord KK

1.3

Column phasel DB-8BMS Column diameber: 0.25
Librarmy Search Compourd Hatoh CAS Humber Library Enkry Guality Formula Weight
F-Hydrowg-Fmeby l -2-bub anone L1520 HEE7ER, 1 E2477 7B CHHIOOZ 192
Butaramide 44~ I8 HBESTBK,. I 785 3 CAHI &7
Guanidire 133008 HBSTSK,1 160 <5 CHENG a9
Scan §7 (1,711 mind of 0491l d (Subtradted) (SCALEDD
10,0 58
g0
Ay
o AT
L 6.0 <
il
=
- 4.5 41\\
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Datas Filer Avarschen/il0mssl (/021804 . 0/04901 0
Date : 18-FEB-2004 18:80

Client BD: EO-0L20-62438

Sample Infol 1063331565

soluwe Injected (Ul 1.0

Instrusentl 1dmssi i

Operatory KSK

Coluwn phase! DB-5MS Column dismeter: 028
Libeary Search Compound Hatcoh CHS Mumber Library Entry Suality Formula Height
1,2-Butanediol 584032 NES78K. 1 G2ES 39 CaHLon2 90
Somy 242 3,838 aind of 04214.4 {Subtracted) {SCALEDS
16,0 it
8.0
o
"3 6.0
4 3
Y 4.0 /
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k2,04 ?1\
& £ 5
Z 3 74 an, °
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Natas Filer Jusesohendllssal, i AN2L804 00494 o

Date @ 1B-FEB-2004 18180

Clisnt (DY E04-0120-07432 Instrument! 10mssd.i

Sample Infor 108333188

Wolume Injected (ulxy 1.0 Oeerators ¥KSK
Column phased DB-3HS Column oianeter; 0,28
Libeary Ssarch Compound Hatoh CAS Humber Library Entry Quality Formula Height
Pentane, 2.1.4~Lrimethyl- BeB-76-3 HESVSHK, 1 360 a7 CaMin 114
2-~Hexanone, 4-methul - bRl de i HBGTER 1 &4196 3% C24140 144
Mitric asid, butyl sster F20-A4G-O HES7EK, 1 e4492 i CAHNOZ 112
Scan 276 (4,292 aind of 0491l .d (Sublracted) (SCALEDD
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Bata File: Jvar omemdiOmasi . 024804 b 04911 .4

Tate ! 18-FEB-2004 18180
Client I E04-0120-67438 Ingtrument ] 10mssl. i
Gampele Infor 1085333163
Yolume Injecied (ukd? 1.0 Operator? KSK
Column phase: DB-SMS Column diameter: 90,25
Library Sesrch Compound Hatch CAS Mumber  Library Engry Quality Formula Height
Froparedinitrile, methylene— FE2-64-5 HBSTEK. 1 CREEE 42 CAHZNZ 78
iy B Henad i en~3-yne et o8-9 HBSTIR . 1 403 33 CéHE e
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Date [ 18-FEB-2004 18180
Client 10 E04-Gi20-67438 Instruments 10mssd, i

Sample Infot 10GIIB1EE

Yolume Injected (ul>y 1.¢ Operators K3K

Column phase; DB-8KS Column diameter: L28

Library Search Compound Mabtoh CAS Mumber Library Entry Quality Formula Height
Unkinouwn [ @ &

o0 o Scar 348 (4,787 mind of 04914.d (Subtracted> (SCALED)
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g R
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Data File: Svarschen limasl. 1 021804, b 04911 .0

Date ; A8-FEB-2004 48:80
Clisnt D E04-0120-57428 Irmstrument) i0mgsi.i
Sample Infoy 108333185
Yelume Injected (uldy 1.0 Operator; KSK
Colusn phase! DB-BMS Column diametery 0,28
Library Search Compound Hatob CAS Humber Library Erbry huality Foraula Wed gt
Z-Putensl . F-methyl- 167 -Be~B HRE78K, 1 62726 3z CHBHEO 84
2~fentenal, (Ei~ 1876870 HBS7SK, L 567 22 CEHEO 84
Furan, 2,3-dikgdro-d-methul- 34314-83-5  NBSTBK,1 far 18 CSHE0 B4
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Hata Filer Suar/chem/i0mssl, {/021804 b /04911 d

Date @ 18-FEB-2004 1B:5¢
Client [D: EQ4-0Ll2¢-87458
Zample Infor 1083II3165
Yolume Injected uld: 1.0

Column phasey JE-8MS

Instrument: 10mssi,i

Operator: KSK

Column diasmter: Q.26

Library Search Lompoursd Hatoh CAS Mumber  Library Entry Oual ity Forsulas Helght
Ethane, 1.17=oxubis{Z=methory— 111-96-% MEBSVEK, 1 6088 &4 CEHi403 134
28,8 4 1-Tebtraonadodecare 412-49-32 HES7SK, | 17674 &4 CEHLRNS 478
i-Bropancl, 2-(2-hydrosyeropoNyl- 1oe-02~7 HBQRK 1 086 B CeHt403 134
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Data File: /var /chem /i0masl, i/ 021804 b /04911
Date @
Clisnt ID: EO4-0120-67433

18-FER-20¢4 18150

Sample Infoy 10BIZILEH
Volume Injeched (uldi 1,0

Instrusernt ! Lomssd, i

Deeratory KSK

Colusn phaser DB-8MS Column ciameter: 0,28
Library Search Compound Watoh Cas Humbar Likrary Ertbrey Quality Forsula Height
Ethancl, 2-(2-ethoxyethoxyl- 111-%0-0 HESTSK,. 1 BOBZE 78 Comidl3 134
Ethane, 1,1 ~oxybisiZ~ethoxy~1 112367 HESTSK. 1 B7e58 7z CEHLB03 162
2~Butanal, I-mebthyl- 598754 WBSTEK . 1 [Pyt 47 CBH20 =
16,0 4?« 398 (B,730 min) of 04241.d (Subtractedd (SCALEDY
8,0
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e
-
Y 4 5
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e X AT
E @ e 19 05
Ll el N N
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Dats File: Avardchem/iomesl, i/ 021804 b 0494 d

fate § 18-FEBE~Z2004 18150

Client ID: EO4-G420-67438 Imvstrument ! 1omssi, i
Sample InFor LO93I316%
Yolume Ingected full 1.0 Operator: KSK
Colurm phase; DBE-BHE Colimry of amebery 0,28
Library Search Lompound Matoh CAS Mumbsr  Likrary Erkry Quality Formula Height
2-Propanal, 1.17-oxybis~ 140-28~8 NBSTSIK, 1 HOB7 86 C&H1403 134
2-Propanol , L-{Z-methoxy-1-methy lothoxy) 20324-32-7 NBSZEE 1 @38 B& C7HIE03 148
i~Propancl, 2+ 2-hydroxypropoxyl - 106627 HBES7ER, | sOBE 4% CeHA403 134
Soan 428 (5084 mirD of 0491L.4d (Subbracted) (SCALED?
10,9 597
a.¢
e
-0 EY .
3 ™
L -3
% . 103\\
2.0
= 74 4 { 13
0,0 A “L, CoH \\ . / . 6\‘
2 30 40 B¢ 2] P 80 960 100 116 126 4356 140 180
MrE
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L 6.0 o
5 45\\
% e |
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3 | .
5 2.04 !
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3 j I] 71 75 2 41 A22 A3
5.0l JH lg itoeeeeenobibils, \'/ [T TR 5\ L 7
20 30 40 50 50 7o p &b B0 ioe ide L2e 134 140 180
ST
= S
5.6 Entry $9238, E*W%cg}_, 1-{2=mathoxy-1-nethylethaxy)~ (From HES7SK. 13 (SCALEDD
2.0 -
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] p 10
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2 A3 } i 69 5 o5 17 26 14
-
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3 x \
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- H® N % o3
3 5\ //1
<
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Data File: Jvardchen i0nssd 17021004, 6704004 o

Nate t 18-FER-2004 18:80

Clisnt 1Dy EQ4-0120-67438

Sanple Infoi L0BIIZLEE

Yolumes Injected (Wit 1.0

Column phasel DE~BHS

Library Search Compound Matoh

Heptane, i-chloro—

Cgaranide, dimebhgl-
i~Butene, Z-metirl-

instrument: L10mssi, i

Operator: KSK

Cotlumn oiameter:

Cas Humber Library

&29-06-1 MBSIBK L
1467794 HRSPEK, L
B63-46-2 HBGPEK L

V.28
Erhry

6B4B8
208
62458

Guslity Formula

44
3
3¢

CAHABCL
CIneH2
Lo

Height

134
0
7o

Boan 497 (6,897 min) of G4911.d (Subbractedy (BCALED?
10,0 437
Lt
]
8.0 5\\ ,/‘{é
8
5 6.0 .
=1 |
=z
o4,
g 86\
g 2.0 por
£ 4
d 9B 5 4
G0 i TR z!: ..... LI e ‘/Ai 4’\
oy 3 49 B [ 7% el Sy 104 24e 120 i3e 440
B
Enbry 465488, Heptane, i-chloro~ (from HBS7SK,.1> (SCALED:
10,0 a9 : -ty
8.0 e
5 ™
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@ - ]
¥ P
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E &
5 2.0 5 3 o8
£ A | A } 134 A%
@, 0 »ale AtH, LR T I TR ALE L !l
20 30 &G B B 78 30 G 100 110 120 130 140
W'z
Entry #2058, Cyanamide. dimethyl~ (From NBSYBK,.1> (SCALED>
16,6 Y Y 69’9‘ g
B.0 g
o
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=
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2
T 40 .
g 5 25 x/q
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20 3o 4 5¢ &0 ¢ £6 2 100 156 12¢ 430 140
mlE
10.0 Entry ﬁé%‘m 1-Butens, 2-sebthyl- (Fron NBSVSK, 1) (SCALED>
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P
5 6,0 ¥
P4 ?c\\ ‘
S
A0 E 2
2 L N 4
3 & 74
0,04 1:1 epblils GHI‘ e
20 3¢ 40 50 & 7o 21 B¢ 100 Liw% 120 130 146
mlz
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Bata File: Jvar chem lOmssl, L OFLE804. b 04911 0
Date : 1B-FEB-2004 18:5¢

Elient 1D EOd-GL20-67438 Instrumernt:
Sample Infol 108332165

Wolume Injected (ullis 1.0 Uperator: KBK

10ms,

sl i

Column ohase: DE-BHS Dolumey diameter: 0,28
Library Search Compound Hatoh CAG Humber  Library Entry Guality Formula Height
E-Flugro-é-nitrophenol 182617 =6 NBETSK 1 116585 a7 CEHEPNDI 187
4-Flugro=-Z-nitrophenol - TA2 MESIEK, 1 116863 a0 CRHAFNDE 187
2-Fluoro=d-nitrophencl A5F-4 80 HBSEK, | 1187 83 CEHAFNDE 187
Scan B19 (7,156 miny of 04911.d {(Subbracted) (SCALEDD
10,0 187
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Data File! /var/chem/i0nssti. 1 021804, b 04011, 4
Date ; 18-FEB~2004 18350
Cligmt [D: EO4-0120-67438 Irstrument: f0mssi, i

Sample Infop 1083332165

Yolume Ingeched (ubd: 1,9 Qperator) KSK

Column phase: DE-BHS Column diametier; 0,25

Library Search Compound Match CAS Humber Library Entry Quality Formula Height
FH-Fluorene, i-wethyl- 1730~37-6 MBSTBIK, 1 68778 8 CL4H12 180

0.0 Scan 988 (12,334 min) of 04941.d (Subtracted) (S&%E{iigo

8.0
S
¢ 6.0
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T o4
g 57
5 2.0 ~ 77 B4y .
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Date @ L8-FER-2004 18180
Client [0 E0$-0i20-§7438 Iratrument s 10mssl.i
Sarple Info: LOBIZZ46E
Worlume Injected Ll 3 1,0 Operator) KBK
Column phase: DE-SMS Column diameter: 0.26
Library Search Compoursd Maton CAS Humber Library Entry Guality Formula Meight
L,3-Dioxelane, 2-<4-methoxyprenylr--met O=00-0 NBSTEK.1 2i2le s CiiH1403 194
Etharod, Z-{4-(1,l~dimebhylethyl rphenoxy 7i3~46~2 NBSTSBK . 1 21346 52 CA2H1802 194
p-tert-fAmyl phenosy ethanol £382~-07-8 HES7BK . 1 24933 38 CLIM2002 208
Scan 1026 (13,962 mind of 04211,d (Suptracted) (SOALEDD
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3 N
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Data Filel Aver/chemciomssl, i 001804, 04915, d

Date @ 18-FER-2004 $8:80
Client IDY E04-0120~-57438
Samele Infoi 105333165

Yolume Injestsd (ulkl: 1.0

Instrumenty

Opeeatord KSK

10mesi, i

Column phasel DE-SHMS Column diameter: O,%5
Likbrary Sesrch Compeound HMatoh CAS Humber  Library Ertry Quality Forwula Weight
Ethanol, 2-0[E-14-(1.1,3,.3-tetramethyllbut Z23L5~61~9 KBSJEK . 1 41793 34 C18HI003 224
Pyrrololl .@-al~1,3,5br iazine~7~carboxyl S4a43-G3-7  MBSTEK,1 28303 %6 CAHINI0S 223
Imidazalidine, 1.3-diphenyl-Z-propyl= EE320-A2-6  HBSTEK, 1 37036 i7 CLEMRINZ 266
Sean 1495 (15,125 mind of 04914, (Subtractedd (SCALED)
10,0, 2237
8,0 138
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3 20 T AT
] [ N s CN ATT 93 P 2”—’%
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Irgtrument: 10 .
Client Semple 1D L04~0120-67439
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Data File: /var/chem/106mssl.1/021804.0/04910.4

Report vate: 23-Feb-2004 12:20

Client Name: 3M BNV
Lab Smp Id: 105333157

Operator : KSK
Sample Location:

Sample Matrix: WATER
Analysis Type: SV

Number TICs found: 8

Pace Analvtical Services,

TENTATIVELY IDENTIFIED COMPOUNIE

Client
Client
Sample Date:

SDG:

Smp ID: E04-0120-67438
12-FEB-2004

Inc.

021804

Sample Point:

LOW

Date Received:
Level:

13-FEB-2004 00:.00

CONCENTRATION UNITS:

(ug/L or ug/KG) ug/L

CAE NUMBER

115=-22-0
7755-80~4
565~75-3
922-64-5

615-25-2
111~-90-0
582-76-7

QO =] T e LB

COMPOUND NAME
3-Hydroxy-3-methyl-2-butano
2-Methyl-2,3-pentanediol
Pentans, 2,3.,4-trimethyl-
Propanedinitrile, methylene
Unknown
Z-Hexanol, 4-methyl-
Ethanol, 2-{2-ethoxyethoxy)
I-Heptens

R R T

WA AD b b el e e

bk e

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0145

3M_MNO01538531



Data File: /var/chem/10mssl.1/021804 h/04310.d
Report Late: 23-Feb-2004 12:20¢
Pace Analytical Bervices, Inc.

BASE, NEUTRAL, ACID QUANT AND RATICO REPCRT
Data file : /var/chem/10mesl.i/021804 .b/04910.d
Lab Smp Id: 105333157 Client Smp ID: E04-0120-67439
Iny Date 18-FEB-2004 17:57
OUperator KsK Inst ID: 10mssl.i
Smp Info 105332157
Misc Info
Comment RCRA 8270C - SEMIVOLATILES
Method /var/chem/10mssl.1/021804./8V07-043.m
Meth Date 23-Feb-2004 131:14 kking Quant Type: I8TD
Cal Date 12-FEB-2004 20:45 Cal File: 04307.d
Bls bottle: 10
Dil Factor: 1.00000
Integrator: HP RIE Compound Sublist: £25.sub

Target Version:

3.50

Concentration Formula: Amt * DF = Uf * vt/ (Vo * Vi) * CpndVariable
Name Value Degcription
DF 1.00000 Dilution Factor
Ut 1.00000 ng unit correction factor
vt 1000.,00000 Volume of final extract (uly)
Vo 1000.00000 Volume of sample extracted (ml)
Vi 1.00000 Volume injected (ul)
Cpnd Variable Local Compound Variable
ISTD RT AREA AMOUNT
* S 1,4-Dichlorcbenzene-d4 &.000 1320782 3.000
* 28 Naphthalene-ds 7.580 1789377 40.000
COMNCENTRATIONS GUANT
B ARER  ON-00L{ ey FINALL wag/L)  QUAL LIBRARY L18 ZHTRY SPND ¥
5-Hydroxy- 3-methyl - Z-bucanone Cas # 15-22-0
L.o7LG 63TH03 1.58453150 1.58 78 HBETEK .1 83477 g
-Methyl-2 . 3-pentanediol CRS #: TTOS-B0-4
3. 335 5847205 1.328172320 1.33 is NES75K. 1 E3-¥- 1 g
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Dats File: Avarsohes/i0mssd 1 /020804 b 040 o

Date ¢ 1B~-FER-2004 L7187
Ciient 1D EC-0L120-6743% nstrument: 10mesl. i
Sample Info; 1003EI157
Wolume Injected (ul)! 1,0 Operatord KSK
Column phase) DB-BHS Caolumn diaseber; 0,20
Library Ssarch Compourd Hekok CAE Mumber L ikrary Entry Quality Formala Wi i gt
F-Huydemog=3-mathy L -2-butanore 118-22-0 HESTEK, L &6E477 78 CHBHLCOZ 102
Butaramide 844285 HESTBK.1 B8 Be C4HIND a7
Guanidine 143008 MBSTEK, L 10¢ 45 CHENZ g9
FA ¢ Wy iny of o« N 3 3
10,0 Sean §7 (1,710 min) of 04710 d\(%ag’atractew CSCALEDY
8.0
P AT
£ 6.0 /
=4
s
Y 4.0 41
- ™~
§ 2.0
[y *
z 5o 53 3 LI
Pl N e ~
R L1 i L e E ot N L
8 2% 28 3o 38 40 45 B B &0 &8 Fo 78 Y g8 Ty £ 400
mer
Enbray BE247F, 3-Hy SR g e 3
166 g F-Hudrory-Bemothyl -2 kwta&i:gg ifrom HESTEK .1 (GOCALED:
8,0
?’; B 3
a ut
o £
2 ™ Vo
a0
—t * 41\
2 5
g 2.0 //l 27\\ B 87\
= TN & 73 A8 108, 403
0.6 [ NN N 1 Pali. . 9\\. / L, 1] 2\9.\
48 20 25 36 35 40 45 BG 55 [34 23] 70 75 80 BS G k- 100
[t
10.0 Entry #7856, Butanamide (F#&m\ﬂ%@?&f.i) {SCHLEDS
8,04 .
4
% AN
B B.0
=4
Rt
o 4.0
g 27
2,9 e 5
x 5 20 i /‘45 Ve l 86\ o5
&, 04 Y//l lil./:f ! i I, 1 i, R
15 e 28 3 3B 4 48 50 “35 &0 &5 Jo 75 80 g8 90 95 100
z
10.0- Entrf:‘:\i%, Guanidine f?g&NBS?‘SK.E} (SCALEDS
8.0
L)
B s 3
@ # ¥ &
3 - |
o B0 |
[
§ 2.9 i 25
+ i 4
Z ! N 4 e
0.0 ! ] il AR ar
1% 20 5 3o 35 40 45 a0 58 £ &5 7o 75 BG 5 = 95 100
1.7
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Laka Filey Avarschemitmssi, 170

Date © 18-~-FEBR-2004 17:57
Client 13: E04-0120-67439
Samele Infor LOBIZZ1IET

Yolume Injected (ulld: 1.0

3

21204 [ kA04840  d

Imstrument: 10mgsl.i

Operator KSK

Column phase: DE~5HS Column dismeber: 0,25
Library Search Compound Haboh A8 Number  Likeary Entry Cuality Foreuls Height
E-Hethyl-2,3~pentanedicl T7I5-B0-4 MBEVEK .1 3832 22 CeHLa2 iiE
Ibudroxig-I-ne byl -2-butanons 148-22-0 MBETEK 1 G377 B CEHLL02 102
Scan 211 (3,588 min) of 04910,d (Subtracted) (SCALEDD
10,0 Pt
8,04
g .0
g~ .
T o4 3\\
] B
fad A5 TR
& 2.0
$ | AN / B TN
5.0 i i . J.?z]..:.’,z 1! \I
iB 20 25 B 38 48 45 B0 55 &0 6% 7o 75 j21ed = a0 95 100
®ez
try B3B38, 2- ~2y3-pent. i 'S SO >
16, 0- Entry #3832, 2-Hethyl-2,3-pen Mtcétql\égrcm HEGTEK SCALED
B.04
2
s £.0
] 42
T 4.9 s
]
§ 2.0 LNy
« 55,
5] ]
LWl t e
5,0 ! i ! P
i85 20 25 3 35 &4 a5 50 8 &0 (3] 7o 75 g0 a8 sl ] 100
Bz
16.8 Entey #83477, 3—Hgdroxy—3smthgl~2-buta@£§ CFrom NBEZBK .13 (SCALED)
.0 -
;;i 9%+ ] I
& B S,
X ~ Vo
5 " 41
7 s \
5 2.9 ; N A & LN 5
e =] 63
good a1l . o ih. bbb va b, a\./ l"/e s’\
is 20 25 30 35 49 45 G0 55 &0 B 70 75 80 &% 30 95 100
meL
¥
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bata File: Avar/chen idmssl. i 0

24804, b AOEILD o

Date : 18-FER-3004 L0187
Client 1Dy ED4-0120-67439 Instrusent] L0mssi.i
Sampele Infoy L0B333157
Yolume Injected (Ul 1.¢ Operator: K3K
Column phase; DB-IMS Column diameter; 0,25
Lilbrary Sserch Compound Hatoh CAS Humber Library Eentry Guality Foesula baizht
Periarm, 2,3,4trimethyl- BB~ 753 NBETEK. 1 3450 28 CEHLS ii4
Sean 37\64(4.231 mind of 04910.d (Subtracted) (SCALEDY
10,0 3
B.0
‘E; 2.9
A «
< 4%
4.0
3 ) ™
Lope é‘}\\
[+ %
z 53\§6\ 1 76 T8 94 3 1.
9.0 ~el!1 P ax#a $y 8 X .//s‘ x-i-/:/ f .\\ ’/‘B /g
el 3 4 50 60 4 = 0 10660 440
BEZ -
100 Enbry #1340 Pgntaﬂe,» 2,34t inethyl~ (From HBSTSK, 1> (SCALED?
8.0
- 74
g
? 6.0 N
b
Y 4.0
I
. B,
b3 P
5 2.0 N N A
= 1% { 32 l F 7R RS 4{4
{;fg,{{A Ii/ .Iell AN . i Lo . s
26 30 40 50 (2] 70 o G0 v ] 110
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Tats File: AJvardohem/{Orast 12021804 boodFo o

Date ! 18-FEBR-2004 1787
Citent 1Dt EO4-0L20-6747%
Sample Infol 108333167

volume Injected ful)i 1.0

Golumn phase; LIB-SHS

Lilorary Search Compourd Hatch

Proparediniterile, mebhylene-
2-Puterediniteile, EX-

Irstrument: d0mssli. i

Operatory ¥KIK

Columen diamester: 0,28

CAHS Humber  Library Entry Tuality Forsuls Weight
222648 HBSTEE, 1 62625 59 C4HPNZ 78
Feg-q42-1 MESTEK. 1 399 36 CaHanN2 78

Suan 223 4,492 mind of 04910,d (Subbrastedr (SCALED)
1¢.0 787
2.0
g" 6.0 44
g A
T 4.0, 6t ‘
H B AT AN
5 2.0 d ~B2 o
g = t l /,63 ] S €«\ 17
5,0 11 L ,ll.q 1B .1}, 3!' ol
2¢ o] 46 86 & e 80 S 100 140
'z
10,6 Entry 862628, Propansdinitrile, methylens- (¢P°§9§§5?5K«13 (SCALEDD
2.0 s
=
L 6.0
4
3
4,04
.§ 26\ .
§ % A4 28 ™ =3 "N & 4
e |/ | N
6,0 [ 1Y [N N RilIE i .
20 30 45 5O (o] 70 80 3% 100 145
L
Entry #399, 2-Butenedinitrile, (Ed~ (From 5{9875&1) (SCALED?
40,0 4 78
5.0 *
2
L 6.9
o
=
T4
H 2‘E'\ s
3 29 P E N ah a7 NG to 2
pood tey. o1 !l” .ld’..,m. .,g . vl B .
ot 30 40 i [ i) &o E 100 146
L
2
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hata Files Avarsohem/i0mssl, /021804 b 04910 d

Bate @ 1E-FEB~Z004 17187

Client IDf E04-0120-67439 {ngtrument s 10masi, i
Gample Infoy 108333457

Yolume Injected {(ul¥y 1.0 Operator: KEK

Column phase: DE-SHS Colusn dismetory 0,28
Library Search Compound HMabeh o8 Mumber  Library Entry Cuality Formula Weight
Uriberionm < @ ]
Scar 318 {4,786 mind of 04915.d (Subbracted? (BCALEDD
10,0 1
8.0
{Q 6.0
g &
3
X2
2 -
5 2.0 N 4
g @ 44 74
) ™ | N 7 e AN 2N /
ag_.;;t!?:li . N b :
38 L 42 44 46 a8 SO B2 54 Bs 88 & 62 &d B o8 TG Frd 74
[ored
-
¥

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538539
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0153



Data Filep Svarsohen/iomssi, /021804 ,0/04910, d
Date 3 18-FER-2004 17157

Clyent 107 EO4-0120-67439
Sample Info: 10BIT31E7

Yolume Injected (ubld; L0

Instrumenty

Operatord WSK

tomgsl . i

Columen phased DB-BME Column dimmeber: 0,28
Library Sesrch Compound Hatch LAS Humber Librarg Entry Quality Formula Height
3~Hexancl, 4-methyl- 45292 NBE78K. 1 Fiez 59 LARie0 118
2-Butanol . i-mebhoxy- B3778-73-7 MESVBK.1 1940 52 LBHLE02 1644
5ilane, ethuldimethyl- 7EB~21~4 NES 78K 1 B44 5O CAH1281 28
16.0 Sean IBI (5,499 mind \c:fﬁ;)d?ie.d {Subbranted) (SCALEDS
43
8.6 AN
e
My
L 6.0
- .
3
e
T 40 |
B & &
g (N s g7
5 2a 53\\ l { ! \ & k]
G0 ;§4 nn el E v bl l \%
20 30 #0 §¢ [0 Fo 80 B0 100 110 120
mer
Erbry. #3362, 3~ . B - -
19,6 e J-Hexarol \%%Eth'ﬁl {from HESTBE . 1) (SCALEDY
8.0
£ o
o R 1
B e P
- 3
o 0 ™~
2 /% 7
£ 2% 4 =N N E &7 e
§
7 |
0,04 1. ¢ IIi i l! . Ll “l 2 \\. l;; 83\ ..l, i
20 3 40 B &0 To a0 o 109 1i¢ 120
L g .
E #1910, 2-But > - . 2
16,0 Fikyg mggrjlmethaxs from HBSFOK. 1> (SCALEDY
8.0 ‘
el
2 6.0
Ky
wt 34
x . 5
Y oaw e
il
£ 41 e
Sg' 2.0 A8 \ a\
= e I [ 1 1 g 104,
Ry RN A,s‘.s.' Lot d 1.'/6 it 7\\’/89
o] 0 4G 50 [5d 78 ] 0 100 110 120
MAL
0.0- Enbtimg 4844, 5ilare. g;;wjldinethglcv L Fpoee NBS??@K.U CBUALEDS
8,0
™
5 6.9 )
«f >
§
MR P 73
g 4 g2
5 2.0 34, 53 1 ?2\\ \
5,04 P F o obith. Lt il N [
20 a0 40 ESS a8 7% & 20 100 1o 120
mAy

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Date File: Avardchen/ilmesl, /084804 /04910 .4

Nate ¢ AB-FER-2004 1757

Client 101 EO0d-0120~67439

Sample Infol AOBII3LET

Yolume Injected (ul}: 4.0

Instrunent? 10mssd, i

Operator: KSK

Column phase; DE~DMS Column of shitery 0,28
Library Search Compound Match CAS Mumber  Library Entry Quality Formula Height
Etharnal, 2-(Z=sthoxyethoxy)- 114-90-0 MBS7EK. ] BOB2 23 CeHi4C3 134
Ethare, 1,1 -owgbislZ-ebhowy=] 112~36~7 HESTBK,] &7eHE 72 CaHign3 ig2
2-Butancl, J-methyl-, (S~ 181 7-66~4 HBSTEK, } 52 47 CHHLZO 88
16.6 4555@” 328 (B.729 mind of 24%10.d (Subtrocted) (BCALET)
8.0
2
§ 6.0 -
o
Z
R A2?
fg - ?2‘\\
5 2.0 4 b Ee)
0,0 ;l-li fa - n;n. Peaid Loy L bl
20 3% 40 50 (2] F 30 90 100 118 i2¢ 130
LT
En Fanl ¥t - - £
16,0, trgg{@ﬁi‘p Etharol , 2-gbhoxgethoxys~ (From MBSTEIC.1) (SCALED)
g.¢
£ 2
L 6.0 /2
el
X 7
T a0l N
; 34
5 2,0 . 78 54
g = 10
z ] Vst i I 7 Vasi N4 e 432
5,0 . T R | TP t e iaiiiens b 7 *
20 20 40 B o] e a0 B0 100 10 12¢ 130
3T
16,0 Entry $67 ssﬁEthaﬁe; 1,17 —oxybisl2-sthoxy~T (from NBSVSK,1) (SCALED)
3,0 -’
=
L 8.0 Y.
= 3 -
<
o4 3 ™
i 63\
% 2.0 //15 10
9 118
I I N \
D b, .1 st £, NERRREER . cox Aty ' R 2 3 te
20 2 4G 58 &4 o o] 290 100 410 129 130
e
gz, 2- - B . (G- « ]
10,0 Entzg/ﬁ& 2~Butancl, I-nethyl (Gh- LFpom Hks?sﬁ:l) {ECALEDD
D0
=
L 6.0 )
o .
%
A
T X
g
5 2.0 2 RN 55 SN
z 1 N T 87
Nl AN | N
33 . Hed s Lde b, L e RIEAr #
20 I 4 BG &0 24 80 90 i0¢ 140 120 130
ez

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Data Filel fvarschendlOmssl, 1/021804,0/04210 d

Date @ 48-FEE-2004 17157
Dlient [0y £04-0120-67439 Instrument: 10mssi, i
Bample InFor 10BFIZLEY
Wolume Irjecsted G 1.0 Operators KSK
Colusey phass! DB=BMS Column diametery 0,26
Library Search Compourd Habtoh CAS Mumber Library Ertry Ouality Formula Height
i-Heptene ge2~76-7 NBSFEK .1 63242 59 C7H1g 92
I~Butere, E-methyl- Bed-de~2 WES7EK, 1 62458 58 CBHLC Fo
Cyeloproeare, 1.2-dimethyl~, trans- 2402-06-4 HBS7EK .1 226 53 CBHLG o
P R
10,0 PR Boan 498 (6,873 mind of 089104 (Subtracted? (SCALED
&
8.6 N P
o { ;
5
L 6.0 . i
“5‘ !
N |
i / | =\
* &7
\\ i 15 44
0,0 i Iéaifilil‘y e ok « (1, /A ‘1\
26 30 40 kit &0 e B S0 100 116 120 130 146
Sz
Ent BG3242, J-Hephkane (From NESTEK, 1) (SCALETY
19.0 41, - *
8.0 29
2 e 4 -
- &
g e
5
T4
z 5
5 2.0 , e N
z A8 l RN
o0l L1 11 SO 11| T | O S N
240 Ber 44 B0 & i Fid eavd pRe) 144 120 43¢ 140
ey
10,6 Eribiry #6%45 s d-Butens, Z-wethyl- (From HBESVEK.1) CSLALEDD
B0 g
2
5 G, 0
B3
: 4.0 3 f/’q’g 70\
<] sl i&\
£ 20 s
# l 74
0,04 li EAALR mal KK
20 30 $4 g0 ol Eid 80 ) 100 11 120 136 18
[T
226, copane, 1, 2vdi - - N B
16,0 Erkry #226 Cgcégrr’,opane L. @~cimethyl~, trams— (From HBS7BK,1» (SCALEDY
B,04
I
L 6. . ™ Y
o .
X AN
[ ’
E L, i
g vy A8 ! 3
gpod ol i i .»H.}E Fo seavanatlt,
20 0 40 50 4o E 86 6 100 10 120 130 140
[V

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Data Bl Jehew/limmvd o odn Biodaie D
t Date: 15.Mar-2004 12:06

BPare Bralyt ol tervices, Inc. - Minnesotla
TONTATIVELY IDENTIFIED COMPOUNDS

Mame: 34 ENV Client 8DC: D21704a

T T TR R TdG Client Sap ID: ED4-0120-67834
sbor o PNL e Sample Dete: 10-FER-J004

e Loration: ‘ L easwmle Boints = ‘
Potuiw: WROER Date Received: 13 FER 2004 00:00
e soyeRs s - o Lewye !l o0 LOW

CONCENTRATION UNITS:
Mmbe s FlOme Toundes g (ug/L or ug/KG) ug/L

COMPOUND NAME

Lo Unknown

we e o Cmbnown
o nknewn
Lot il,4-Dioxane

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538543
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 B

1937.0157



217044a.b/0481L2.0

Data File: /chem/10msv4.1/0217
126

5]
Report Date: 15-Mar-2004 12

ol B 8

v teal Services, Inc. - Minnesota
&2 E0B VOLATILE REPCORT
/1o0msv4 . 1/021704a.0/04812.D

4 Client Smp ID: ED4-0120-67434

i AN,
aiO .u\j
Ingt ID: 10msvé. i

82608 VOLATILE EEPORT
/chem/10msv4.1/021704a.b/V0404040.m

15-Mar-2004 12:17 rschnobr Quant Type: ISTD

10-FEB-2004 02:45 cal ®ile: 04007.D
12
1.00000 o
Integrator: HP RTE Compound Sublist: all.sub

Taragel A

3.50
Processing Host: hpchemsZ

Concentration Formula: Amt * DF * UL * 1/vo * CpndVariable

Nam: Value Descriptbion
DF 1.00000 pilution Factor
UL 5,00000 ng unit correction factor
Vo 5.,00000 Sample Volume purged (ril:}

Local Compounc Variable

* 43 Fluorobenzene 4,908 701598 20.000
CONCENTRATIONS CATANT
2T BREL  ON-COL{ ug/L) FINALL u-gg’z_.f OUTAT LIBRARY LIB ENTRY OPRD #

1.42% 23051386 55.6D40BLE &6 5 MBSTEE. 1 112 43

291078 B.29737577 8.3 64 WRE7EK. 1 £2573 43
3 CAS #
it Z.1840565 &.2 G G 43
CONF -
IDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538544

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0158



Data File: /chem/l0msv4.1i/021704a.b/04812.D
Report Date: 15-Mar-2004 12:26

i i e i B

TENTRATLIONS CUART

RrT ARER  ON-IC FINALI ug/Ly QUAL LIBRARY LIB ENTRY CRND #
1.4 -Dioxans CAS #: 123-31-1
G641 1445672 4.12408368 4.1 ;23 HNBET7HH. L £RR% 43 (L}
QO Flaa Lecand
L feevaboy celeoted an alternate library search match,
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538545

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0159



Hats File: Jchendllnsva, (/0217048 .0

<

Injection Uare: L/ LR 2004 20.00
Instrument: lomeud, |

Cliamr Samplie [0 E04-0120-RFd%

i

/GHB1E D

HP ME 04810, 0 0 588 g 15 BU2 Min

i

o
i

wu

e 15y

argberzens (55

JA-Tichiprabenzene o4

- Plugeoheneers

Tolupe-de L5

Chlorebernzene-db

A Dieane

wod

Hiomal

3M_MNO01538546

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0160



DBabka Eilez svapronemslomssly wrCRiB04 b 083t Sod
LEFER-ZO0N POIET

1B ED4-0ifo-aTddl

Date §

Clisnt
Infur 105333181
Injected (L2g 1.0

Sample
o dume

o lumn

phsset DE-BNE

Prabiument s ddnaad oy

Dpevator KSK

Column dismetapt 0 08

Libeary Searech Compolind Hatoh CRS Nusber - Libirary Entry Quality  Formula Haizht
Decans, 3.3.4-trimethyl- 4napc ag.-e  MBSUSR ) 19048 2 cigmze 184
Propantic ot Zemethul=. Iemethulbutyl 2080-01~3 | MBSTBK,1 11991 = corpEg 156
Hawane, 2. 3-dipethyl- So4-94-4  HBROEL 1 64225 88 BB 119
Scar 60 (5,279 mino of 0A5d3,d rSubtractecd C(SCALEDS -
10,0 e 7o,
8.0
P
g c0. , .
« .
s A
g 2.0 83, ‘ i 10
; : ’ 7 /i 10e, 41
: .uhk,la,‘ i e b .“‘//9 b |:/‘i
50 &0 70 8o % 160 140 170 130 140
mAT
CEntru $18048, ,Deaa%%i&?né%i:rinemlr Lfron NEGTEM 13 (80O ERY :
8.0
e
2 e
P i G
3 /5?
T4
o S i 55"\ : - :
§ 2.0 e ] t - M oun e m, &5
1
Bol t!E . ..i.‘:‘ % - ok Lo \\..‘ i : 3 i ‘:
30 40 5o & 70 B0 9% 100 110 120 130 140 180
.. . .. . . s . . .
snib Eﬁt}t}wﬂiﬁﬁ; Proparcic acid, Z-metnul-, S-methulbubul ester (from HBSIOK 10 (SO EDD
8.0 ; 6,\/"'1, -
1o
L 6.0 %‘x
o
X A
~ o4 =
= i
=
é Zz.% g‘5\ . i
s o) i i wi a iy bl s i 1
30 40 50 €0 70 0 30 160 140 120 130 140 150
e L e
e , ;"""‘3' Entry ue‘;z:«;% (;x;{;;m, 2,3-dimsthul- Cfrom Hsaf?sa,z?: tscaLED
@ B -
5 e .
5 6. »
";L o x
T o T
g 1 , - -
520
e - .
o0l . i i .
b e B2 = o ® i A0 20 i3 W0 150
R Z
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538547

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0161



Bats Pilar CusochebciOwist DU021004 Losen1T 4

Date t 1B-FEB-2004 20137

Client 1D EQ4-0120-674942 Irstrumenty Lomesd . )

Bample Info) LOGIIRIGL

Yalvme Tageataal tal ae o8 phi : o - : Dparatoet KEK

Column phaser DBE-5HS Column diamelber: 0.29

L ibrary Search Compound Hatcn CAS Humber | Library Entry Qualitu . Formila Weignt
Clyccouanidine BO3-BE -6 NBSTHK, 1 1373 22 C3HEHED 949
i-Pantens, T-ethul- , ‘ 4035044 NBSUEK, | 3343 35 o L7HIA o OE
1-Purrolidinecaronxalcenude G 760041 HESTER | 140 ‘ en o ChHatm o 99

Soan 380 BUEIE wind af odWRE IGRERaEERd) (SCALEDD

Hormal (x1073)

l ol e

Ertry #1375, zlwmwid WBS75K.1) (SCALED)

0.0 g3
8,0
o
o
5 |
3 i
4.0 N
£, T
2
£ 2 } . o A
a8 e il L e . - ; , .
s R R e O T 1 S M
iz 28 25 6 35 40 48 26 55 &4 &5 n 75 22 aE BG ag 400 485
e Ertry #1345, {Fentene, relbyl~ Crrom RBOTEK.1> (SAEDY
8.0 . 2
N &
=
. Lo - . ;;
2 .
x 2
y ™ | 7
Z 29 ' B
20 / e £,
3 e - l il m I e T oo j
0.0 .- Gkl ‘i .-9,11 B § _fv;i L L.i- : 5 s g :
is 2% 258 30 28 48 g2 %nr‘ 50 g8 s 8 g0 #e 80 28 300 408
S Entry #1402, 1 Purolidinecarboxaldebwde (From NBSJEK 13 (ermED: 0
0.0 : ,"9‘ o 4;3..53" E b Sl ‘?‘i* : : S5t
S
B.o e
6.0 3
4,0

Wotmal rdorD

B e W W A0 R B0 B Tes B e % e W

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Data Filer Svar/ohemsl0mssl, i 021804, 0/ 04913, d
Date : 18~FEB-2004 2037
Client 10§ E04-0120-57442
Sample Infol 108333184

Wolume Injected (ulyy 1,9

Instrumenty 10mssi.i

Op#ratory KSK

Colume phase; DE-BHS Colume diasmeber: ¢.25
Likrary Search Compournd Haboh CAg Humowr  Likedry Eritry Tusiity  Formuals Weight
{~Bubtene, Z2emethgl- Bo3~45~-2 MBSTEK,L 62488 k) LBHLO 2o
Cyclopropane, 1,2~dimethyl-, trans- 2402-06~4 MBSTFEK L 286 ig £8H10 T
P-Partere, (Zhi- &2 T 203 HESTVER 1 £248¢ g CEHLO iy
Scar 496 {6,882 min) of 04%13.d (Subtractedd (SCALED
19,0 41— 43 /53
B
8,0 N
-~
"
L 6.0 .
A .
% L
RN .
£ 2.0 5 RN
% " /Aﬁ I //53 65\\ ;/,733 ?;;
6.0 il §qd bl N o, Jh
12 € 20 24 28 3z 36 40 44 48 g2 . B8 60 64 88 I2 7% 8 84 B8
I
Erk #E2488, 1~ P I L# -
10,6 whry $62488, 1-Butene, 2-sathy i L-l:igsx 13 <SCALE
.0
i
s
LR
Ll
ke
T 4,0 N P ey
% 2,00 l I 5%,
5,0 !ll X c oyt s caw bt iy
iz 16 20 24 28 32 35 40 44 48 g2 B6 BO 64 68 72 76 B0 e a8
[T
Entry %226, Cuclopiropatie, 1.2-dimethyl+. trans~ (From NESTEK,1) (SCOLED
10,04 EBE
8,04 -
=
L 6.0 N
k= 45 /’42
2 2 N
T 4w N
2
& 2.0 i 53\\
2 32
5\ :s\ 2\ | /39, . '50\ | «az\ s%?\ /::2
ool 1 . PR S 5 b cevp bbb Y R
iz 16 & 24 £8 F2 56 L1 44 48 B2 5& By &4 £8 72 7% a0 84 88
m/z
o0 Entry 862456, 2-Pentens, (71~ (From s@%«.n LSCALEDS
2.0
g s
-
3 ac ’
° 4,0 xt ‘ fa
. Fa 2 Ve "
h 5
G 2.9 : 5.
= B 24 I l LA i s, TN 63 BA 35
£ Y i " o ~N :
0,04 ... 1 \li s i REREEREN N ,..\..Hlvs;_’f/ﬂ
1z 46 20 e P8 M G 46 44 Q}za 52 E6  BO 64 - 68 - 72 76 86 B4 83

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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ile: svarsohensl0mssl. (/021804 b/oagtd g
rion Date: 18-FEB<Z004 20:37

gty bOmssd L g

t Sample 10: EO4-0120-87442

[

P2

[

HF M5 04913, d:

1L.048 to 45,144 Min

36

38

40

- ,smx

4

3M_MNO01538550

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Data File: /vari/chem/10msv4.1/021704a8.b/04810.D
Report Date: 23-Feb-2004 21:08

Pace Analytical Serwvices, Inc. - Minnesota

TENTATIVELY IDENTIFIED COMPOUNDS

Client Name: 3M ENV Client S8SDG: 021704a
Lab Smp Id: 105333132 Client Smp ID: ED4-0120-67432
Cperator : PNL Sample Date: 12-FEB-2004
Sample Locatien: Sample Point:
Sample Matrix: WATER Date Received: 13-FEBE-2004 00:00
Analysis Type: VOA Level : LOW
CONCENTEATION UNITS:
Number TICs found: 3 {ug/L or ug/¥KG) ug/L
CAS NUMEBER COMPOUND NAME RT EST. CONC. Q
1. 96-22-0 3-Pentanone 5.604 4501 NI
2. 590-50-1 2-Pentanone, 4,4-dimethyl- 7.180 5.44 NJ
3. 625-5C-5 Tridecane 14.55%9 2.8 HJ
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538551

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0165



Data File:

Report Date:

Jehem/lomeva . 1/021704a.b/04810.D

27-Feh-2004 10:13

Pace Analvytical Bervices, Inc. - Minnesota

82608 VOLATILE REPORT
Data file : Jchem/10msv4.1/021704a.bB/04810.D
Labk Smp Id: 08333132 Client Smp ID: E04-0120-67432
Ini Date : 1l7-FEB-2004 19:04
Operator : BEN1 Ingt ID: 10msv4.1
Smp Info : 105333132
Migc Info
Comment 82608 VOLATILE REPORT
Method fvar/chem/10mava . 1/021704a.b/V0404040 . m
Meth Date 23~Feb-2004 20:47 pnguyen Quant Type: ISTD
Cal Date LO0-FEB-2004 (02:45 Cal File: 04007.D
Als hottle: 10
Dil Factor: 1.00000C
Integrator: HP RTE Compound Sublist: all.sub
Target Version: 3.50
Concentration Formula: Ambt * DF * UL * 1/Vo * CpndVariable
Name Value Description
DE 1.00000 Dilution Factor
uf £E.00C00 ng unit correction factor
Vo 5.00000 Sample Veolume purged (mL)
Cpnd Variable Local Compound Variable
IETD RT AREA AMOUNT
* 43 Fluorohenzene 4,504 526883 20.000
* 53 Chiocrobenzene-ds g.250 aQe867 20.000
* 87 1,4-Dichlorobenzene-d4 11.365 1000873 20.000
CONCENTRATIONS QUANT
&T AREA ON COL{ ugfL) FINRL{ ug/ild  DUAL BRART LIB ENTRY CPND ¥
oAl 14086872 449 42878% 258 JHRYER.Y F23 4
Zopentanong. 4.4-damethyi - mnoE L
7189 246205 5.4178B37.6 5.4 305% CEReh

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0166

3M_MNO01538552



Data ¥ile: /chem/10msv4 1/021704a b/04810.D

Report Date: 27-Feb-2004 10:13

CONCENTRATIONS
RT ARER  ON-COL{ ug/L) FINAL{ ugfL} QUAL LIBRARY
Tridscane AR B: B2Y-50-
14.559% 143293 2.843%4501 2.8 Q4 WNRBETEK.

QC Flag Legend

1. - Operator selected an alternate library search

LIB ENTRY

1 1EBES

TPND §

BT (L}

match.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0167
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Data Filegr Jchen/LOmsyd, /0217045, 5704810, 0
Date * A7-FER-2004 19304

Slient 1D EO4-01R0-£7432 Instrumenty 10mssd i
Sample Infoi L[OHIZILE2

Burgs Volume: 5.0 Operatory PHL

Calumn phase: DBE-R24 Dolumrn diamebert 0,48

Y xiote2

sohens/d0mewd , 1 0817045 BirodB10,.D

4,42

g
=Z=Butancne+

~feetone
L5 E

~Chloronethanet
shenzene—dd

T8

@

ot

e

9

=Chlor
== Bromof luorobhenzens

~i,2-Bicklorcethane od <8}
~¢~5?§§356§—Pentanmne—

I
=
h

- Biberomof Tuoromethans (82

"

e <F Luprobenzens

- -HEP-

'S

=
e
e
o

e
=

3M_MNO01538554

1937.0168

nzare-odd

ke

4-Diichlor

&
s
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-
i
e
o
&
g
w
W
o
&

Hin

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862



Date File: /chem/1l0mesv4 . 1i/0821704a b/04814.D
Report Date: 27-Feb-2004 10:13

Pace Analytical Bervices, Inc. - Minnesota

TENTATIVELY IDENTIFIED COMPOUNDS

Client MName: 3M BHV Client SDG: 0217C4a
Lab Smp Id: 105333165 Client Smp ID: E04-0120-87438
Operator : PN1 Sample Date: 12-FEB-2004
Sample Location: Sample Point:
Sample Matrix: WATER Date Received: 13-FEB-2004 00:00
Analvysis Type: VOA Level: LOW
CONCENTRATION UNITS:
Number TICs found: 2 (ug/L or ug/KG) ug/L
CAS NUMBER COMPOUND NAME l RT EST, CONC. Q
I I W R R X GRS N S R 0 R A 3 x:mmw*.-._m;;;L:;::a::“—:mmgm:—ﬁm:::1:::::::: e B
1. 96-22-0 3-Pentanone % 5.532 1001 NJ
2. 628-50-5 Tridecane i 14.55% .2 NJ
f I
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538555

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0169



Data File: /chem/lCmsv4.i/021704a.b/04814.D
Report Date: 27-Febh-2004 10:13

Pace Analytical Services, Inc. -
8260B VOLATILE REPORT

Data file : /chem/lomsv4.1/021704a.5/04814.0

Minnesota

Lab Smp Id: 105333165 Client Smp ID: B04-0120-67438
Ing Date 17-FEB-2004 20:58
Operator : PNL Ingt ID: 10mesv4.i
Smp Info 105333165
Misc Info
Comment 8260B VOLATILE REPORT
Method fvar/chem/10msv4 . 1/021704a.0b/V0404040 . m
Meth Date 23-Feb-2004 20:47 pnguven guant Type: ISTD
Cal Date : 10-FER-2004 02:45 Cal File: 04007.D
Als borrle: 14
Dil Factor: 1.00000
Integrator: HP RTE Compound Sublist: all.sub
Target Version: 3.50
Concentration Formula: Amt * DF * UL * 1/Vo * Cpndvariable
Name Value Degoription
i 1.00000 Dilution Factor

[154 5.00000 ng unit correction factor

Vo 5.00000 Sample Velume purged {mlL)
Cpnd Variable Local Compound Variable
Is8TD RT AREA AMOUNT
* 43 Fluorobsnzene 4 .904 7TLEBCE 20.000
* 87 1,4-Dichlorobsnzene-d4 11.365 1089754 20.000

CONCENTRATIUNS QUANT
RT AEEA FINAL{ wg/L)  OQUAL LIBRARY LI8 ENTRY TPHL ¥

- PEnLanons CAS B: 96-22
5592 S5Ta28 W LEREETL o0 2243 NRETLR 2 13 (L
Tridevans CAS #: £29-50
14 5% BH14% 1 Z13B4E1IRE 1% 91 63016 #7050

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0170

3M_MNO01538556



Data File! /ochensiomswe,l /0217043, 0704814,
Dave t 17-FEB-2004 20986

Clienmt D¢ EG4-0420-47438 Insterumenty 10msws, 1
Sample Infoi 108333168

Purge Yolume: 5,0 Dperghor s PR

Column phase?! DBR-£74 Columey disnetery 0,18

Ll e

'

55 JohendlOmawd, LA0ZLT048  bAodBld , D

2,8
g7
2,54

2,5-

~Bromomethans

2,42
2,3-
2,8:
2,1~
2,64

=&=Butanone

1,9°

1.8:

[
<5
}
~foekone
~4 . d-Bichlorobensorie—gd

~Fluorobenzens
~aBromof fuorobengens (57

“&=Methyl ~Z-Pentanong+

=Dimranof ITupromethane (55
~1,2~Dichlorosthane od (§)

ES
o
thylens Chloride

Ha

&
L
'
[ e (] Qrobrenizene~dS

e

0 002 s b

3M_MNO01538557
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Data File:
Report Date:

/chem/10msvd  1/0217
27-Feb-2004 10:13

Pace Analvtical Bervices,

D4a. b/ U4B15. D

Inc., - Minnesota

TENTATIVELY IDENTIFIED COMPOUNDS

Client Name: 3M ENV
Lab Smp Id: 105333173
Operator PN1

Sample Location:

Sampie Matrix: WATER
Analysis Type: VOA

Number TICg found: 4

CAS NUMEBER

L. 96-22-0¢

2. 580-5CG-1
3. 112-40-3
4. 629-50-5

COMPOUND HAME

3-Pentanone
2-Fentanone,
Dodecane
Tridecane

4,4-dimethyl-

Client SDG: 021704a 1Y
Client Smp ID: EDéwOlEO«%&W&lg}fﬂ
Sample Date: 12-FEB-2004
Sample Point:
Date Received: 13-FEB-2004 00:00
Level: LOW
CONCENTRATION UNITS:
(ug/L or ug/K3) ug/L
RT EST. CONC Q
5.598 220| NJ
7.180 2.1 NI
13.573 1.6} NJ
14 .565 2.0 NJ

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0172
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Data File: /chem/10mave . 1/0217044 . B/C4815.D
Report Datey 27-Feb-2004 10:13

Pace Apnalytical Services, Inc. - Minnescta

B8260B VOLATILE REPORT

Data file : fohewm/10msvée . 1/021704a.p/04815.D0 Largay
Labk Smp Id: 105333173 Client Smp ID: E04-01320-62439-
Ind -Date . 17 -EE3-2004. 21 023

Cperator - 1+ PNL Ingt ID: 10mav4d .z

Smp Info ¢ 105333173
Misc Info :
Comment = B2608 VOLATILE REPORT

Method » fvar/chem/10msvd. 1/0217044.5/V0404040 . m
Meth Date ; 23-Feb-2004 20:47 pnguyen Quant Typs: 18TD
Cal Date =+ L0-FEB-200402:45 Cal File: 04007.D

Als bottle: 15

il Factor: 1.00000

Integrator: HP RTE Compound: Sublist: all.sub
Target Version: -3.50

Concentration Formula: Amt » DF * Uf % 1/Vo * CpndVariable

Name Value Degcription

DF 1.00600 Dilution Factor

UE 5. 00000 ng wnit-correction factor

Vo L 00600 Sample Volume purged (mb)
Cpnd Variazble Loeal Compound Variable
I8TD RT ARER AMOUNT
* 43 Fluorcbenzens 4,504 663116 20.000
* 63 Chlorobenzens-db B.250 8159445 20.000
* 87 1L,4-Dichlorobenzene-d4 13371 1616348 20.000

QuaNT
®r AREA  ON QUAL LIPEARY LIB EWTRY CENDG 4
El UaS -4 e
T29G83T - LY. 895U 220 78 MBSTEK 1 F2Y A0
PFentanone, 4, 3-dimend CAS 4 -550-50
FLTAG [EIET 2 L4RRUUN 2.4 83 NBETSK .1 3082 &35

Wt

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Data File: /chem/1l0msv4.1/021704a.b/04815.D
Repert Date: 27-FPeb-2004 10:13

CONCENTRATIONS QUANT
RT GETAL, LTBRARY LIB SNTRY TERND #
[OpR. - R —— T P
Dodecane CAS #: L1E-40-3
13.5873 84083 1 .6%4021489 1.6 21 MRETSK. L £4354 a7}
Ty idecans CAS #: 625-506-8
14.56% L0129 1.99005500 Z.5 31 WRETEK 1 58018 27{L)

OC Flag Legend

L - Operator selected an alternate library search match.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538560
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0174
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Data File: fcohew/l0msve . 1/021704a.b/04816 .0
Keport Date: 27-Feb-2004 10:13

Pace Analwvtical Services, Inc. - Minnesota

TENTATIVELY IDENTIFIED COMPOQUNDS

Client Name: 3M ENV Client SDG: 021704a
Lab Smp Id: 105333181 Client Smp ID: E04-0120-67442
Operator : PNL Sample Date: 12-FEB-2004
Sample Location: Sample Poilnt:
Sample Matrix: WATER Date Received: 13-FEB-2004 00:00
Analysis Type: VOA Level: LOW
CONCENTRATION UNITS:
Number TICs found: 0 (ug/L or ug/KG) ug/L
CAS NUMBER COMPOUND NAME ! RT ' BST. COHNC. 9]
T ISR N SN MR IR WD R R M R R Mo B S ND R T T O D In O oD A o I S T Imin IS AW mmET ] I T T O T RS | ORMM Ao mmoow e omem e omoomom §omeoomogome o
! !
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538562
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Data File: Johem/10msve . 1/0217048 . bf04816.D0
Report Date: 27-Feb-2004 10:13

Pace Analytical Services, Inc. - Minnesota

B250RB. VOLATILE REPORT
Data file ' fohem/10mev4  1/0217048.b/04816.D

Lab Smp Id: 105333181 Client Smp ID: E04:0120-67442
Inj Date  : 17-FEB-2004 21:51

Operator @ PN1 Imgt ID: 10mgv4.di

Smp Info o : 108333181

Misc Info

Comment + BZE0B VOLATTLE REPORT

Method . Ivarfchem/1lo0mevd . 1/021704a.b/VD404040 . m

Meth Date ' Z3-Feb-2004 20:47 pnguyen Quant Type: 1I8TD

Cal Date L IO0-FEB-2004 02945 Cal File: 04007.D

Algs bottle: 15

il Factor: 1.00000C

Integrator: HP RTE Compound Sublist: all. sub
Target Version: 3:50

- MO TENTATIVELY IDENTIFIED. COMPOUNDS

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538563
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0177



Data File! Aohem/i0msvd, /0217042, b/04816.D
Dats 1 I7P-FEB~2004 21451

Clisnt I EO0de0l20-57442 Instrumenty Ldmsyd i
Sample Infor 108333481

Purge Yolumed .0 Operatory PHL

Columy phase! DB-624 Column diameter: O,1%

sohenslumsvd, LA0ELTO%e /09818, D

3M_MNO01538564

1937.0178
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Data Frle. /ehem/10msvd . 1/021704a.0h/04816.D
Report Date: 27-Feb-2004 10:13

Pace Analytical Services, Inc. - Minnescta

82608 VOLATILE REPORT
Data file : /rhem/l10msv4 . 1/021704a.b/04815.D

Lab Smp Id: 105333181 Client Smp ID: E04-0120-67442
Inj Date : 17-FEB-2004 21:31

Operator : PN1 Inst ID: 10msv4.1

Smp Info @ 105333181

Misc Info

Comment : 8260B VOLATILE REPORT

Method s Jvar/chem/10msvd . 1/021704a.b/V0404040.m

Meth Date : 23-Feb-2004 20:47 pnguyven Quant Type: ISTD

Cal Date : 10-FEB-2004 02:45 Cal File: 04007.D

Alg bottle: 16

Dil Factor: 1.00000

Integrator: HP RTE Compound Sublist: all.sub
Target Version: 3.50

-~ NO TENTATIVELY IDENTIFIED COMBOUNDS -

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538565
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Data File: /chem/10msv4.i/021704a.b/04813.D
Report Date: 15-Mar-2004 12:28

Pace Analytical Services, Inc. - Minnesota
TENTATIVELY IDENTIFIED COMPOUNDS

Client EDG: 0Z21704a

; s 7 Client Smp ID: E04-0120-87423%8
crator @ PNL Sample Date: 12-FEB-2004
Location: Sample Point:

WATER Date Received: 13-FEB-2004 0G:00
VCA Level: LOW

CONCENTRATION UNITS:

Numper TICs found: 4 (ug/L or ug/KG) ug/L
| CAS NUMBER COMPOUND NAME RT EST. CONC.
- 4e3-sB-1 |Unknown 1.419 96| NI
. 2. 75-55-0 Unknown 2.964 8.0 NJ__
b3 Unknown 3.031 2.41 J
LA ava-91-1 1,4-Dioxane 5.647 4.1 NJ__
i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538566
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 B
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Data File:
Reporlt Date:

Concentration

Name Value
DF 1.00000
Ut 5.00000
Vo 5. OVB(BC'O
Cund Varliable
ISTD
* 12 Fluorobenzens
UONCENTRATIONS
BT ARER  ON-COLY ug/Ls FINAL
Unkown
1.41% 3247133 SL . 8217074
DR RTIwW
G854 27.272  B.00O%18114
LI KTITWT
e 9872060

Version:
ing Host: hpchemsZ

Jchem/10mavd.
15-Mar-2004

Pace Analytical Services,

File . fchem/10msv4
Toi= 10B3331%7
: 1T7-FES-20C04 20:28

1B 3I33187

Z

1/0217048.0/04813.D
12:28

-
1
EN
>
E4

inc.

- Minnesota

82608 VOLATILE REPORT

L1/021704a.b/04813.D

Client Smp ID: EQ4-0120-67439

Ingt ID:

Quant Type:
Cal File:

10mevd . i

18TD

04007.0

Formula: Amt * DF * Uf * 1/Ve * CpndVariable

pilution Factor

ng unit correction factor
Sample Volume purged ({(mL)

Local Compound Variable

RT AREA
4,905 677744
QUBNT
ug/L) QUAL LIBRARY LIB ENTRY CEND ¥
CAS #: 463-38B-1
98 5 NBSTEK. 1 112 43
CAE H: T5-65-0
8.0 64 NBSTGK. 1 52572 43
CAS B
2.4 o g 43

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0181

Compound Sublist: all.sub
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Data
Report Date: 15-Mar-2004

CONCERTRATIONS

OC FPlag Legen

P e

Omeralor selaells

File: /chem/10msv4.1/021704a

.b/04813.D

LIBRARY LIB ENTRY

NBBTBK. 1 G2858

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Data File: /chem/10msv4.1/021704a.b/0481
Report Date: 27-Peb-2004 10:13

Pace Analytical Servi

6.0

S -
CEs, 4

TENTATIVELY IDENTIFIED

Client MName: 3M BNV
Lab Smp Id: 105333181
Operator : PNI1

Sample Location:
Sample Matrix: WATER
Enalysis Type: VOA

Numbsr TICs found: C

Client
Client
Sample
Sample
Date R
Level:

CONC
(ug/L

ac. - Minnesota
COMPOUNDS

SDG: 021704a

Smp ID: E04-0120-67442
Date: 1Z2-FER-2004

Point :
acaived: 13-FEB-2004 00:00
LOW

ENTRATION UNITS:
or ug/KG) ug/L

CAS NUMBER

CCOMPOUND NAME

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Data Filet JehemiOmsvd . i/0217045. 0/ 04816.0
Date 1 AP-FER-Z2004 24181

Client 1D) EOd-0l20-57442 ITrstrumentt 10msvd, i
Sample Infoi 10BIE3181

Purge Yolunet 8.0 Operator: PHL

Column phases DB-G24 Columm diameber: 0,18

16783

i

Y L

Fohemi0mivd, 1 OZLTO48, b/ O4E16 . D

3M_MNO01538571

1937.0185
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Fluorochemicals
FINAL REPORT
EVENT 1

F04-0120
February 12, 2004

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538572
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0186



Exyeen

RESEARCH

Precise Research.
* Proven Resuls.

Analytical Report

Fi’u,_prochemical Characterization of Aqueous Samples

Cottage Grb.ye Activated Carbon System FC Monitoring (E04-0120)
Exyge_n Research Laboratory Report No. L0001874

Testing Laboratory

Exygen Research
3058 Research Drive
-State College, PA 16801

"'P_roject Lead

Jess Eldridge
3M Environmental Technology and Safety Services
935 Bush Avenue
Building 0002-03-E-09
PO Box 33331
St. Paul, MN 55133-3331

3058 Research Drive
Sta5te College, PA 16801, USA

T: 800.281.3219
F: 814.272.1019
exygen.com
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1 Introduction

Results are reported for the analysis of aqueous samples received by Exygen Research

(Exygen) from the 3M Cottage Grove facility. The Exygen study number assigned to the project
is L0001874.

Specific fluorochemical characterization by liquid chromatography / tandem mass spectrometry
(LC/MS/MS) was requested for all samples. A total of 23 samples (including field duplicates,
blanks, and spikes) were received for analysis.

The samples were prepared and analyzed by LC/MS/MS for the following list of fluorochemicals:

s Table 1: Target Analysis

| Compound Name Acronym
Perfluorobutanesulfonate C4 Sulfonate (PFBS)
Perfluorohexanesulfonate C6 Sulionate (PFHS)
Perfluorcoctanesulfonate C8 Sulfonate (PFOS)
Perfluorohexanoic Acid C6 Acid (PFHA)
Perfluorooctanoic Acid C8 Acid (PFOA)

The analytical methods used were originally developed for groundwater samples and were
validated by Exygen. The validation protocol and results are on file with Exygen. Only the C8
Sulfonate and C8 Acid were included in the original method validation. It should be noted that the
quality control elements included in this analysis demonstrate the applicability of the method to the
additional analytes.

2 Sample Receipt

The water samples were submitted in plastic containers. Samples were received on wet ice at a
temperature of 0.1°C. Samples were stored at 4°C from receipt untii analysis. Twenty-three
individual containers were received. Field samples were collected on 2/12/04. Samples were
received on 2/13/04. Chain-of-custody information is presented in Attachment C.

3 Holding Times

Field and laboratory spikes of these fluorochemicals have shown stability for periods greater
than 90 days. Samples were analyzed within 30 days of collection.

PAGE20F5
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4 Methods - Analytical and Preparatory

| LC/MS/MS
4.1.1 Sample Preparation for LC/MS/MS Analysis

Water samples were initially treated with 200 uL of 250 mg/L sodium thiosulfate solution to
remove residual chlorine. Solid phase extraction (SPE) was used to prepare the samples for
LC/MS/MS analysis. A portion of sample was diluted to forty-miliiiters with Type | water. The
dilution was performed prior to extraction in order to lessen the effects of matrix enhancement.
This matrix enhancement was observed in earlier samples from this location and from
screening runs performed on these samples. The diluted samples were transferred 0 a Cyg
SPE cartridge. The cartridge was eluted with 5 mL of 100% methanol. This treatment resulted
in an eight-fold concentration of the diluted samples prior to analysis.

412 Sample Analysis by LC/MS/MS

In HPLC, an aliquot of extract is injected and passed through a liquid-phase chromatographic
column. Based on the affinity of the analyte for the stationary phase in the column relative to
the liquid mobile phase, the analyte is retained for a characteristic amount of time. Following
HPLC separation, ES/MS provides a rapid and accurate means for analyzing a wide range of
organic compounds, including fluorochemicals. Electrospray is generally operated at relatively
mild temperatures; molecules are ionized, fragmented, and detected. lons characteristic of
known fluorochemicals are observed and quantitated against standards.

A Hewlett-Packard HP1100 HPLC system coupled to a Micromass Ultima MS/MS was used to
analyze the sample exiracts. Analysis was performed using selected reaction monitoring
(SRM). Samples were extracted on 2/18/04 and analyzed between 2/20/04 and 3/2/04. Raw
analytical data is provided in Attachment D.

5 Analysis

5.1 Calibration
A 7-point calibration curve was analyzed at the beginning and end of the analytical sequence
for the compounds of interest. The calibration points were prepared at 0, 25, 50, 100, 250,
500, and 1000 ng/L (ppt) for LC/MS/MS analysis. The instrument response versus the
concentration was plotted for each point. Using linear regression with 1/x weighting, the slope,
y-intercept and correlation coefficient (r) and coefficient of determination () were determined.
A calibration curve is acceptable if r > 0.985 (* > 0.970).

Calibration standards are prepared using the same SPE procedure used for samples.
Calibration check standards were analyzed periodically (every three to five sample injections)
throughout the analysis sequence. Compliance is obtained if the standard analyte
concentrations are within +/-20% of the actual value.

All calibration criteria were met for this analysis.

PAGE30F 5
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5.2 Blanks
Extraction blanks were prepared and analyzed with every extraction batch of samples. The
extraction blanks should not have any target analytes present at or above the concentration of
the low-level calibration standard. For these samples, the extraction blanks were compliant.

Instrument blanks in the form of clean methanol solvent were also analyzed after every high-
leve! calibration standard, and after known high-level samples. Again, the blanks should not
have any target analytes present at or above the low-level calibration standard. For the
samples presented here the instrument blanks are compliant.

5.3 Surrogates
Surrogate spikes are not a component of the LC/MS/MS analytical methods.

5.4 Matrix Spikes

Field and laboratory spikes were prepared using all compounds of interest. Field spikes were
prepared by adding a measured volume of field sample to a container spiked with the target
analytes by the laboratory prior to shipping containers for sample collection. Laboratory spikes
consisted of aliquots of un-spiked field samples that were fortified at the laboratory at the time
of extraction. Field blank spikes consisted of laboratory water fortified at the laboratory and
shipped with the sample containers to the field and back to the laboratory for analysis.
Laboratory control spikes (see section 5.6) are samples of laboratory water spiked at the time
of extraction. Each type of spike provides information needed io assess analyte stability,
extraction efficiency, and matrix effects that may impact analytical results. Matrix spike
recoveries are given in Attachment B. Please see Section 5.7 for additional discussion of
matrix spike recoveries.

5.5 Duplicates
Field and laboratory duplicates were prepared for each field sample. Duplicate results are
given along with the sample results in Attachment A.

5.6 Laboratory Control Samples
For LC/MS/MS analyses, Milliq water was spiked with all compounds of interest at 100 and
500 ng/mL during each extraction set. All recoveries for all compounds were between 70-
130% in each LCS. Results are given along with the raw data in Attachment D.

5.7 Statement of Accuracy

Based on results of field spikes, laboratory fortified field samples, field blank spikes, and
laboratory control spikes, the analytical accuracy of all compounds except PFBS is + 30%. All
field blank spikes, laboratory control spikes and laboratory matrix spikes for all compounds
except PFBS showed recoveries between 70% and 130% except in cases where the spiking
level was significantly below the sample concentration with the following exceptions.
Laboratory spikes for PFHA showed high recoveries. Also, the laboratory spike for Influent 3
showed a low recovery (44%) for PFHS. Results for PFBS are therefore not quantitative and
should be used as screening data quality only. All spike data are reported in the data tables.

6 Data Summary

Please ses Attachment A for a detailed listing of the analytical results. Results are reported in
parts per billion (ppb) (ng/mL).
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7 Data/Sample Retention

Samples are disposed of cne month after the report is issued unless otherwise specified. All
slectronic data is archived on retrievable media and hard copy reports are stored in data
folders maintained by Exygen.

8 Attachments

8.1 Attachment A: Resulis
82 Attachment B: Matrix Spike Recoveries
8.3 Attachment C: Chain of Custody

84 Attachment D: Raw Analytical Data

9 Signatures

?«E\ C———\_Mﬁ'\ 3/3 Joy

Paul Connolly, Team Leader - LCNIS Date
/@ZM/‘A@f o/epy
7
John M. Flaherty, Vice President Date

Other Lab Members Contributing to Data

Karen Smith
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RESEARCH

_Precise Research.

Proven Results.

Sumnié_ry of C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water Samples

Analyte Found (ng/mL)
C6 Acid PFHA C8 Acid PFOA
Sample ID Perfluorohexanoic Acid Perflucrooctanoic Acld
Influent 3 53.0 278
Influent 3* 47.1 281
Influent 3 Dup 452 269
Comb Effluent 0.0871 ND
Comb Effluent* 0.0828 ND
Comb Effluent Dup 0.0746 ND
Port 4A 25,5 7.38
Port 4A* 26.4 6.81
Port 4A Dup . 28.2 8.41
Effluent 4 “. ND ND
Effluent 4* “ND ND
Effluent 4 Dup ND ND
Influent 1/2 8.59 13.5
Influent 1/2* 8.24- 11.5
influent 1/2 Dup 8.39 12.2
Trip Blank ND - ND
Analyte Found (ng/mL)
C4 Sulfonate PFBS ~ C6 Sulfonate PFHS C8 Sulfonate PFOS
Sample ID Perfluorobutanesulfonate ". Perfluorohexanesulfonate Perfluorooctanesulfonate
Influent 3 86.6 6.90 59.8
Influent 3* 75.2 6.90 56.3
influent 3 Dup 67.1 t,o 728 45.4
Comb Effluent 0.0544 . ND ND
Comb Effluent* 0.0600 “. ND ND
Comb Effluent Dup NQ * ND ND
Port 4A 70.0 2.19 3.10
Port 4A* 68.3 217 2.85
Port 4A Dup 72.4 2.53 3.52
Effluent 4 ND ND . ND
Effluent 4* ND ND ND
Effluent 4 Dup ND ND ND
Influent 1/2 145 4.54 6.60
Influent 1/2* 127 4.23 5.94
Influent 1/2 Dup 132 4.49 6.41
Trip Blank ND ND ND

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.026 ng/mL and LOQ (0.050 ng/mL)

*Laboratory Duplicate

3058 Research D

State College, PA 16801 USA
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STANDARD TERMS AND CONDITIONS

Services provided by Exygen Research are limited to the terms
and conditions stated herein, unless otherwise agreed to in a
formal contract. '

CONFIDENTIALITY—Exygen Research ("Exygen,” “us.” or "we"}
maintains the strictest confidentiality in all of our client interactions. If a
signed confidentiality agreement is required, we will provide one. if a
regulatory or legal body subpoenas information, the chent will be notified
promptly. The client agrees not Lo use Exygent's name and/or dala in any
manner that might cause harm to Exygen's reputation or business.
Approval must be obtained, in wriling, before Exygen's name can be
published in any way.

CONTRACTS—Al contracts are subject o review and approval by
Exygen's tegal councll and must be signed by a corporate officer.

PAYMENT TERMIS—Unless otherwise sel forth in this Purchase Orcer,
terms of payment are “Net 30 Days.” The time allowable for payment shall
begin after both: {a) client’s receipt of Exygen's invoice; and (b) the
satisfactory performance of the services contemplated hereunder. A 1.5%
monthly service charge shall be added to all past due balances.
Notwithstanding any payment terms to the contrary set forth in this
Purchase Grder, Exygen, in its sole discretion, reserves the right to request
payment in advance from client. In the event of default in payment for
services rendered, Exygen shall be entitled to reasonable costs of collection,
including, but not limited to, attorneys’ fees.

BILLING—AI fees and charges are billed directly to the client requesting
services, Exygen will not bill a third party without prior notification in
writing, via a signed statement acknowledging and accepting responsibility
for payment. Exygen will assume that the paperwork submitted with a
sample describes the desired testing protocol. Any changes to the protocol
must be submitted in writing. Please fax changes to Exygen marked,
"URGENT" to your assigned representative. If changes are made after the
ariginally requested testing has been initiated or compicted. the client
accepts responsibility for payment. Exygen will not be responsible for hold
times that are missed due to such changes.

RUSH SERVICE—Exygen routinely offers expedited turnaround times on
critical analyses. Rush analysis services are contingent upon avaifabiiity and
prearrangement with an authorized Exygen representative. A surcharge is
usually added to the list fee if rush analysis is requested.

MINIMUM FEE—The minimum fee for commercial services is ong hundred
dollars (3100).

SAMPLF COLLECTION/SUBMISSION--Client shall be responsibie for
proper collection, preservation, packing and packaging, and shipment of
the sample(s) in accordance with applicable law and good dommercial
practice. Title and risk of loss with respect o submitted samples shall at alf
times remain with client prior to acceptance by an Exygen sample
custodian. Exygen will initiate a chain-of-custody upon sample receipt
unfess the client includes one with the sample(s). By request, Exygen will
provide chain-of-custody forms for client's use.

Alt samples submitted must be accompanied by: purchase order, or signed
quotation; sample description, including sample type, source, time and
date of collection; specific analyses requested; estimatad concentration
levels; requested report date; current biling address; and other relevant
information.

Upon request, Exygen will provide and ship appropriate sample containers
to clients. These containers will include the appropriate preservative if
particular analyses reguire one. It is the responsibility of the client to handle
these preserved containers safely, and using all appropriate safety
precautions. Clients requesting overnight delivery of sample cantainers will
be invoiced for freight. Exygen reserves the right to charge a fee for sample
containers.

SAMPLE DISPOSAL—Exygen retains samples for one month after
reporting results, then disposes of or returns the sample. Unless the dient

requests that the sample(s) be returned, or prior arrangements have been
made for long-term storage, Exygen shall dispose of the sample(s). Exygen
shall charge a monthly fee for fong-term storage. Samples found or
suspected to contain hazardous waste, according to definitions in state and
Jor federal guidelines, will be returned to the client upon completion of the
analysis. The cost of retuming the sample(s) will be invoiced to the client.
Exygen reserves the right to charge a disposal fee for the disposal of any
and all samples unless returned by Exygen to client. Exygen shall, unless
the nature and character of the sample diclates otherwise, store all samples
under locked, temperature-controlled conditions. An internal chain-of-
custody is maintained for each fot of samoles received.

HAZARD COMMUNICATION--The dient has the responsibility to inform
the laboratory ot any known or suspected hazardous characteristics of the
sample, and to provide information on hazard prevention and personal
protection as necessary or otherwise required by applicable law.

QUALITY ASSURANCE —Exygen will perform services consistent with its
Quality Assurance Standard Operating Procedures (SOPs), the terms of
which are expressly incorporated herein by reference; provided, hawever, it
shall be the exclusive responsibility of the client to confirm that Exygen's
standard practices will meet the client’s needs prior to placing an order for
work. In the event client desires an alternative to these SOPs, such requests
must be made in writing prior to sample submission and acceptance by
Exygen.

ETHICS POLICY—Exygen Research strives to provide ite clients with the
highest quality data in the fastest realistic turnaround time. We balance
the high standards of this goal by insisting that each employee also
perform within the guidelines of the highest possible professional ethics.
Each Exygen employee is required to sign a statement of personal and
professional integrity

SPECIAL REFPORTS—Additional charges may be necessary for custom
report formats.

LITIGATION-—A costs associated with compliance to any subpoena for
documents, for testimony in a court of law, or for any other purpose
relating to work performed by Exygen Research shall be invoiced by
Exygen and pald by client. These costs shall include, but are not limited to,
hourly charges for the persons involved, ravel, mileage, and accommoda-
tions, and for any and all other expenses associated with said fitigation.

INDEMNIFICATION, LIABILITY, AND INSURANCE—Exygen agrees to
indemnify, defend, and save the client, its officers, directors, employees,
agents. and representatives harmiess from all losses, expenses, demands,
and claims made against the client, its officers, directors, employees, agents
and representatives because of any personal injuries, death, or property
damage to the extent caused by the negligence or willful misconduct of
Exygen, its employees, agents, or representatives in cormection with the
perfarmance of services under this agreement, except to the extent such
losses, expenses, demands, or claims, occur as a result of the negligent or
willful acts or omissions of the client, its officers, directors, employees,
agents, and representatives; however, such indemnification and damages
shall, in the aggregate, be limited to the amount equal to the lesser of (a)
damages suffered by the client as the direct result thereof, or (b) the total
amount paid to Exygen for the work herein covered. Exygen will, if
requested by the client, furnish certificates of insurance from its carrier
evidencing appropriate insurance coverage.

WARRANTY AND LIMITS OF LIABILITY—\n accepling analytical work,
Exygen guarantees the accuracy of the test results for the sample as
submitted within the tolerances set forth in the SOPs. We disclaim any
other warranties, expressed or implied by law. Exygen does not accept any
legal responsioility for the purposes for which client uses the test results.
Exygen will not accept any purchase order or any other order for work that
includes conditions that vary from these Standard Conditions.

ACCEPTANCE OF PURCHASE ORDER—This Purchase Order becomes a
binding agreement, subject to the specific terms and conditions stated
herein, upon Exygen's commencement of work.
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RESEARCH

PreC|se Research.
. Proven Results,

Recové_ry Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water

C6 Acid PFHA C8 Acid PFOA
Amount | Amt Found Amount Amt Found Amount
Sample Spiked | in Sample Recovered Recovery| in Sample Recovered Recovery
Description - (ng/mL) [ (ng/mL) {ng/mL) (%) (ng/mL) (ng/mL) (%)
Influent 3 Low Spk-.
10 ppb Spike - 10 53.0 54.6 " 278 276 n
Influent 3 High Spk
100 ppb Spike 1 100 53.0 156 103 278 369 91
Influent 3 Spk C
Laboratory Spike 10 53.0 35.7 A 278 189 A
Comb Effluent Low Spk s
10 ppb Spike 10 | 0.0871 11.2 111 ND 9.38 o4
Comb Effluent High Spk
100 ppb Spike 100 ~0.0871 87.6 88 ND 71.9 72
Comb Effluent Spk D
Laboratory Spike 10 0.0871 15.6 155 ND 11.5 115
Port 4A Low Spk "
10 ppb Spike 10 255 - 38.5 130 7.38 16.8 94
Port 4A High Spk
100 ppb Spike 100 255 - 142 117 7.38 90.5 83
Port4 ASpk E
Laboratory Spike 10 25.5 40.6 151 7.38 18.3 109
Effluent 4 Low Spk "
10 ppb Spike 10 ND 120 . 120 ND 9.95 100
Effluent 4 High Spk
100 ppb Spike 100 ND 124 124 ND 106 105
Effluent 4 Spk F . :
Laboratory Spike 10 ND 15.8 158" ND 11.8 118
Influent 1/2 Low Spk .
10 ppb Spike 10 8.59 19.6 110 -~ 13.5 219 84
Influent 1/2 High Spk "
100 ppb Spike 100 8.59 118 109 135 941 81
Influent 1/2 Spk G
Laboratory Splke 10 8.59 257 171 13.5 = 26.5 130
Trip Blank Low Spk
10 ppb Spike 10 ND 10.1 101 ND . 1.82 78
Trip Blank High Spk -
100 ppb 100 ND 99.1 99 ND 81.6 82

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 ng/mL.)
ASample residue exceeded the spiking level significantly; therefore an accurate recovery cannot be calcula
3058 Research Drive
State College, PA 16801, USA

T: 800.281.3219
F: 814.272.1019
exygen.com
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RESEARCH

sen

Precise Research.
. Proven Results.

Recovery Summary for C6 and C8 Acids and C4, C6 and C8 Sulfonates in Water

C4 Sulfonate PFBS C6 Sulfonate PFHS C8 Sulfonate PFOS
Amount | Amt Found Amount Amt Found Amount Amt Found Amount
Sample Spiked | in Sample Recovered Recovery| in Sample Recovered Recovery| in Sample Recovered Recovery
Description (np/mL) | (ng/mL) (ng/mL) (%) (ng/mL) (ng/mL) (%) (ng/mL) (ng/mL) (%)
Influent 3 Low Spk-.
10 ppb Spike 10 86.6 99.2 126 6.90 17.2 103 59.8 46.1 A
Influent 3 High Spk
100 ppb Spike 100 86.6 281 194 6.90 118 108 59.8 146 86
Influent 3 Spk C
Laboratory Spike 10 86.6 39.3 A 6.90 11.3 44 59.8 46.3 A
Comb Effluent Low Spk '
10 ppb Spike 10 - 0.0544 12.9 128 ND 10.5 105 ND 10.2 102
Comb Effluent High Spk
100 ppb Spike 100 " 0.0544 111 111 ND 80.7 81 ND 87.4 87
Comb Effluent Spk D '
Laboratory Spike 10 0.0544 15.2 151 ND 9.22 92 ND 7.89 79
Port 4A Low Spk
10 ppb Spike 10 70.0 - 92.2 A 2.19 13.9 117 3.10 114 83
Port 4A High Spk
100 ppb Spike 100 70.0 . 274 204 2.19 116 114 3.10 86.3 83
Port 4 A Spk E -
Laboratory Spike 10 70.0 84.7 A 219 10.5 83 3.10 11.7 86
Effluent 4 Low Spk
10 ppb Spike 10 ND 20.8 208 ND 104 104 ND 9.00 90
Effluent 4 High Spk -
100 pph Spike 100 ND 154 154 ND 122 122 ND 92.2 92
Effiuent 4 Spk F "
Laboratory Spike 10 ND 14.7 147 ND 8.05 81 ND 7.80 78
Influent 1/2 Low Spk s
10 ppb Spike 10 145 135 A . 4.54 14.7 102 6.60 15.3 87
Influent 1/2 High Spk »
100 ppb Spike 100 145 263 118 4.54 101 96 6.60 106 99
Influent 1/2 Spk G
Laboratory Spike 10 145 160 A 454 - 14.1 96 6.60 17.2 106
Trip Blank Low Spk
10 ppb Spike 10 ND 8.22 82 ND " 9.36 94 ND 11.3 113
Trip Blank High Spk
100 ppb 100 ND 75.6 76 ND 104 104 ND 109 109

ND = Not detected = Response between 0 and 0.025 ng/mL.
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 ng/mL})
ASample residue exceeded the spiking level significantly; therefore an accurate recovery cannot be calculatgg

3058 Research Drive
State College, PA 16801, USA

T: 800.281.3219
F: 814.272.1019
exygen.com

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538582

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0196



SECTION B

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538583
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0197



SECTION C

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538584
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0198



®
n 3058 Research Drive Phone: 814-272-1039

State College, PA 16801 Fax: 814-231-1580
RESEARCH

ogin #: 1984 Conform COC Sample:

Project: P0000644 Conform COC: True
Conform Sample: True

Company Name: 3M Conform Request: True

Submitted By: KENT LINDSTROM

Login Type: Immediate Receipt of Samples

Started: T

Date Start: 02/16/2004

Due Date: 03/01/2004

Received Date:  02/13/2004

Received By: AMMERMAN, MARK

Spread Sample:

Label:

Project Title/Type: Cottage Grove Activated Carbon System Fluorochemical Monitoring / ROUTINE
Exygen SD/PL: RISHA, KAREN

Login Notes:

Conform Notes:

Packages / Containers

Package Carton Mail Date / Condition Shipper /_ID Temp. Control/Temp. Direction / Handled By
PK0002470 2/13/2004 11:45:28PM FEDEX Wet [ce RECEIVED
Package & Contents Uncompromised 3168014411000001792570 0.1 AMMERMAN, MARK
728697201
Container#  Gross Weight ~ pH  Container Type Preservative Mig. Lot Mfg. ID
€0027262 613.8¢g 500 ml Clear Plastic NONE
Narrow
€0027263 603.6 g 500 mi Clear Plasfic NONE
Narrow
C0027264 2555¢ 500 mi Clear Plastic NONE
Narrow
C0027265 25419 500 mi Clear Plastic NONE
Narrow
C0027266 6009 g 500 mi Clear Plastic NONE
Narrow
C0027267 6034 g 500 ml Clear Plastic NONE
Narrow
C0027268 254.5¢g 500 ml Clear Plastic NONE
Narrow
C0027269 250.1g 500 ml Clear Plastic NONE
Narrow
€0027270 596.2 g 500 ml Clear Plastic NONE
Narrow
C0027271 581.3¢g 500 m! Clear Plastic NONE
Narrow
C0027272 25269 500 mi Clear Plastic NONE
Narrow
C0027273 257.8¢g 500 mi Clear Plastic NONE
Narrow
C0027274 5987 g 500 mi Clear Plastic NONE
Narrow
C0027275 5992 ¢ 500 ml Clear Plastic NONE
Narrow
C0027276 266.2 g 500 ml Clear Plastic NONE
Narrow
C0027277 2672¢g 500 ml Clear Plastic NONE
Narrow
2/17/2004 Report Version: Feb 92004 11:07AM Instance: R0O086666
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Company Name:
Submitted By:
Login Type:
Started:

Date Start:

Due Date:
Received Date:
Received By:
Spread Sample:
Label:

P0000644 Conform COC:
Conform Sample:
3M Conform Request:
KENT LINDSTROM

Immediate Receipt of Samples

T

02/16/2004

03/01/2004

02/13/2004

AMMERMAN, MARK

Project Title/Type: Cottage Grove Activated Carbon System Fluorochemical Monitoring / ROUTINE
Exygen SD/Pi: RISHA, KAREN
Login Notes:
Conform Notes:
Packages / Containers
Package Carton Mail Date / Condition Shipper /_ID Temp. Gontrol/Temp. Direction / Handled By
PK0002470 2/13/2004 11:45:28PM FEDEX Wet Ice RECEIVED
Package & Contents Uncompromised 3168014411000001792570 0.1 AMMERMAN, MARK
728697201
Container # Gross Weight pH Container Type Preservative Mfg. Lot Mfg. ID
€0027278 59139 500 mi Clear Plastic NONE
Narrow
C0027279 600.7 g 500 ml Clear Plastic NONE
Narrow
€0027280 2582¢g 500 mi Clear Plastic NONE
Narrow
C0027281 2651¢ 500 mi Clear Plastic NONE
Narrow
€0027282 2513 g 500 mi Clear Plasfic NONE
Narrow
€0027283 253.3¢ 500 ml Clear Plasfic NONE
Narrow
C0027284 2528 ¢ 500 mi Clear Plastic NONE
Narrow
2/17/2004 Report Version: Feb 9 2004 11:07AM Instance: R0086666
Login.rpt Page 2 of 5 \MWMMMWM
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Sample ID
L0001874-0001

L0001874-0002
L0001874-0003
L0001874-0004
L0001874-0005
L0001874-0006
L0001874-0007
L0001874-0008
L0001874-0009
1.0001874-0010
L0001874-0011
L.0001874-0012
L0001874-0013
L0001874-0014
L0001874-0015
L0001874-0016
L0001874-0017
L0001874-0018
L0001874-0019
L0001874-0020
L0001874-0021
L0001874-0022
L0001874-0023

2/17/2004
Login.rpt

Matrix Fraction
LIQUID Water
LIQUID Water
LIQUID Water
LiQuID Water
LIQUID Water
LIQUID Water
LiQuiD Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LIQUID Water
LiQuiD Water
LiQuib Water
LIQUID Water
LiQuiID Water
LiQuUID Water
LIQUID Water
LiQuib Water

Samples

Sample

Influent 3

Influent 3 Dup
Influent 3 Low Spike
Influent 3 High Spike
Comb Effluent
Comb Effluent Dup

Comb Effluent Low Spike
Comb Effluent High Spike

Port 4A

Port 4A Dup

Port 4A Low Spike
Port 4A High Spike
Effluent 4

Effluent 4 Dup
Effluent 4 Low Spike
Effluent 4 High Spike
Influent 1/2

Influent 1/2 Dup
Influent 1/2 Low Spike
Influent 1/2 High Spike
Trip Blank

Trip Blank Low Spike
Trip Blank High Spike

Report Version: Feb 9 2004 11:07AM

Page 3 of 5
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Date Sampled Date Received Date Due
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004
02/12/2004  02/13/2004 03/01/2004

02/13/2004 03/01/2004

02/13/2004 03/01/2004

02/13/2004 03/01/2004
Instance: R0086666
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L0001874-0001

Container
C0027262 / 500 mt Clear Plastic Narrow / NONE

L0001874-0002

Container
C0027263 / 500 mi Clear Plastic Narrow / NONE

L0001874-0003

Container
0027264 [ 500 ml Clear Plastic Narrow / NONE

L0001874-0004

Container
0027265 / 500 mi Clear Ptastic Narrow / NONE

L0001874-0005

Container
C0027266 / 500 ml Clear Plastic Narrow / NONE

L0001874-0006

Container
0027267 / 500 ml Clear Plastic Narrow / NONE

L0001874-0007

Container
€0027268 / 500 ml Clear Plastic Narrow / NONE

L0001874-0008

Container
0027269 / 500 mi Clear Plastic Narrow / NONE

L0001874-0009

Container
0027270/ 500 mi Clear Plastic Narrow / NONE

L0001874-0010

Container
C€0027271 / 500 mi Clear Plastic Narrow / NONE

L0001874-0011

Container
C0027272/ 500 ml Clear Plastic Narrow / NONE

L0001874-0012

Container
0027273 /500 ml Clear Plastic Narrow / NONE

2/17/2004
Login.rpt

Bottles

Method

Method

Method

Method

Method

Method

Method

Method

Method

Method

Method

Method

Report Version: Feb 9 2004 11:07AM
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L.0001874-0013

Container Method
C0027274 / 500 mi Clear Plastic Narrow / NONE

L0001874-0014

Container Method
C0027275 / 500 ml Clear Plastic Narrow / NONE

L0001874-0015
Container Method
C0027276 / 500 ml Clear Plastic Narrow / NONE
L0001874-0016
Container Method

€0027277 / 500 ml Clear Plastic Narrow / NONE

L0001874-0017

Container Method
C0027278 / 500 ml Clear Plastic Narrow / NONE

L0001874-0018
Container Method
C0027279 / 500 ml Clear Plastic Narrow / NONE
1.0001874-0019
Container Method

C0027280C / 500 ml Clear Plastic Narrow / NONE

L0001874-0020

Container Method
C0027281 / 500 mi Clear Plastic Narrow / NONE

L0001874-0021

Container Method
0027282 / 500 mi Clear Plastic Narrow / NONE

L0001874-0022
Container Method
0027283 / 500 ml Clear Plastic Narrow / NONE
L0001874-0023
Container Method

C0027284 / 500 ml Clear Plastic Narrow / NONE

2/17/2004 Report Version: Feb 9 2004 11:07AM Instance: R0086666
Login.rpt Page 5 of 5 mmlmmmmm
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538589

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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PROJECT INFORMATION

Client (name & address):
m Corrhee Ggeve
ID?%'INN ounTiod Ko,
ol
Phone: 5 3{42—\7,0(2
Fax:_{ G\- 463~ 72535
Sampler: W
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Project Name:
Qooyls bowq—"‘d'
PO. #: Eo Y~ Old0
#5tT  Quotation #:

Please fill out this form completely to ensure correct analysis and proper handling of your samples.

Exygen Research Sample Receiving * 3117 Research Drive * State College, PA 16801, USA

Page of

ANALYSES REQUESTED

SAMPLE ANALYSIS
Exyims# | Client Sample Identification “aie| e | & | S |28 specity Matiix | Comments
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PaNy ) [Jsample results only
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[] Add calibration summary
Ej Add raw data
O other

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1937.0204
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E}Qgen CHAIN OF CUSTODY/ANALYSIS REQUEST FORM

Exygen Research Sample Receiving * 3117 Research Drive ¢ State College, PA 16801, USA
T 814.231.8032 » F: 814.231.1580 * exygenresearch.com Page of

ANALYSES REQUESTED

PROJECT INFORMATION

Client (name & address): Project M.anager {Name & E-mail Address):
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Fax: (o5(- 448 2029 . PO. #: _Eett £130 -

Sampler:=Tyna (otiem on ¢ [Herm MEDeRmsHt—  Quotation #:

Please fill out this form completely to ensure correct analysis and proper handling of your samples.

B l6e
SAMPLE ANALYSIS 18|28
. . R Callection | Collection "3 § §§
ExyLIMS# | Client Sample Identification Date Time G | U | 2] specify Matrix_| Comments
PooT YA 2l Rlol Meas | Lsnker
Port UA Dup B30y
oy WP LpoSeive \
Topy HA B Spixe
ErFivent li}oy | 4
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410, 6pIE ‘ /
LAE USE ONLY LS HM 2 = = L
- PROJECT REQUIREMENTS
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Relinquished by _ Date Time Received by Date Time
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[1 Add case narrative
[_] Add quality control summary
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v [ other
N RFY 200
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO01538591
DISTRICT COURT, NO. 27-CV-10-28862

1937.0205



E}Qgen CHAIN OF CUSTODY/ANALYSIS REQUEST FORM

Exygen Research Sample Receiving * 3117 Research Drive = State College, PA 16801, USA
T: 814.231.8032 « F: 814.231.1580 * exygenresearch.com Page __ of

ANALYSES REQUESTED

PROJECT INFORMATION

Client (name & address):

Project Manager (Name & E-mail Address):

”

o Bovbritbhpors  Konk Lind shtom
= o KD, B KRLwWDsS{rom § Mwmn, (oM
£ (oPovE, M Sgolln Project Name:
Phone: [#\-2 62 - \Zol, Cottoan Ghmva. {atbonTostimg.
Fax: _{A\-H5 - 2029 PO. #: Eo%-oiae M
Sampler:‘mﬂm_\»_lmm;ﬁiﬁ' Quotation #:

Please fill out this form completely to ensure correct analysis and proper handling of your samples.

2158
SAMPLE ANALYSIS .| 2|5
: - €
ExyLIMS# | Client Sample Identification | “bare| T | & | § |28 Specify Matrix_| Comments
orcvear 12 oy [1iwe | AT §
Dup ] i
LaoSpie =
y__ Bawdpine =
'/’:’ ys /%k
'/’Lé_é»k /du r'/:/i-

71/7 f/J,-\I( higa );ﬁ,/(v

LAB USE ONLY
PROJECT REQUIREMENTS
CHA' N O F CUSTO DY Cooler ID # Cr&eer 5% Cooler Temp. (°C) o / Results Deadline:
Relinquished by Date Time Received by Date Time
_";fi_— ~to (0 P 0/ {0 | (NI A 308 freee ) s Laboratory Report Options:

[[] sample results only
[JAdd case narrative

(] Add quality control summary
LAB USE ONLY [] Add calibration summary
OTHER INFORMATION ClAdd raw data
O other
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO01538592
DISTRICT COURT, NO. 27-CV-10-28862

1937.0206



2/12/2004

Project: E04-0120

Requester: Galloway, Tina M. (145-01, COTTAG

Department: 112583

Project Number:
Date Received: 2/11/2004
Project Description: Cottage Grove Carbon System Testing

Copy List: Mader, Brian (2-3E-09)

Comments:

Site Source: 01678120

The Filtered TOC needs to be filtered with a Teflon filter.

TOC samples were preserved at time of collection. The preserved samples were filtered before analysis (RAS-Pace-2/12/04).

Page 1 0f 18

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Completion Date:

Project Lead: Jess S. Eldridge
Phone Number: 651-778-5233
Email Address: jseldridge@mmm.com

3M Sample Number Sampled Date Sample Description

E04-0120-67432 2/12/2004 Influent Phase 1/2

LAB Analvtical Method Components Result RL Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon

PACE BOD (5-day) Biochemical Oxygen Demand

PACE EPA 420.4 Phenol (AAP)

PACE EPA 624 1,1,1-Trichloroethane

1,1,2,2-Tetrachloroethane
1,1,2-Trichloroethane
1,1-Dichloroethane
1,1-Dichloroethene
1,2-Dichlorobenzene
1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chloroethyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform
Bromomethane

Carbon tetrachloride
Chlorobenzene
Chlorocthane

Chloroform
Chloromethane
cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene

Methylene chloride
Tetrachloroethene
Toluene
trans-1,2-Dichloroethene
trans-1,3-Dichloropropene
Trichloroethene

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0207

3M_MNO01538593



2/12/2004
Page 2 of 18

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description

E04-0120-67432 (cont.) 2/12/2004 Influent Phase 1/2
LAB_ Analvtical Method Components Result RL Qualifier
PACE EPA 624 (cont.) Trichlorofluoromethane

Vinyl chloride

1,2-Dichloroethane-d4 (surr)

4-Bromofluorobenzene (surr)

Dibromofluoromethane (surr)
Toluene-d8 (surr)

PACE EPA 625 Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichlorobenzene
bis(2-Chloroisopropyl)ether
N-Nitroso-di-n-propylamine
Nitrobenzene
Isophorone
2-Nitrophenol
2,4-Dimethylphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene
Hexachlorobutadiene
4-Chloro-3-methylphenol
2,4,6-Trichlorophenol
2-Chloronaphthalene
Dimethylphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol
2.4-Dinitrotoluene
Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methylphenol
4-Bromophenyl-phenylether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene
Anthracene
Di-n-butylphthalate
Fluoranthene
Pyrene
Butylbenzylphthalate

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538594
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0208



2/12/2004

Page 3 of 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report
Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67432 (cont.) 2/12/2004 Influent Phase 1/2
LAB Analvtical Method Components Result RL_ Qualifier
PACE EPA 625 (cont.) 3,3-Dichiorobenzidine
Benzo(a)anthracene
Chrysene
bis(2-Ethylhexy)phthalate
Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,li)anthracene
Benzo(g,h,i)perylene
Hexachloroethane
Nitrobenzene-d5 (surr)
2-Fluorobipheny] (surr)
Terphenyl-d14 (surr)
Phenol-d6 (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)
ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
3M_ENVLAB ETS-8-148.0 APEQ
APE1
APE2
APE3
APE4
APES
APE14
APE15
APE16
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67433 2/12/2004 Influent Phase 3
LAB, Analytical Method Components Result RL Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
NSA Mercury (EPA 1631) Mercury
ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0209

3M_MNO01538595



2/1212004

Paged of 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67433 (cont.) 2/12/2004 Influent Phase 3
LAB Analytical Method Components Result RL Qualifier
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Ficld)
ERA ‘Temperature Temperature
EXYGEN LCMS PFOS

PFHS

PFBS

PFOA

PFHA
E04-0120-67434 2/12/2004 Effluent Carbon 4
LAB Analytical Method Components Result RL Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
PACE BOD (5-day) Biochemical Oxygen Demand
PACE EPA 4204 Phenol (AAP)
PACE EPA 624 1,1,1-Trichloroethane

1,1,2,2-Tetrachloroethane
1,1,2-Trichloroethane
1,1-Dichloroethane
1,1-Dichloroethene
1,2-Dichlorobenzene
1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chloroethyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform
Bromomethane

Carbon tetrachloride
Chlorobenzene
Chlorocthane

Chloroform
Chloromethane
cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene

Methylene chloride
Tetrachloroethene
Toluene
trans-1,2-Dichlorocthene
trans-1,3-Dichloropropene
Trichloroethene
Trichlorofluoromethane
Vinyl chloride
1,2-Dichloroethane-d4 (surr)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0210

3M_MNO01538596



2/12/2004

Page 50f 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report
Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67434 (cont) 2/12/2004 Effluent Carbon 4
LAB Analytical Method Components Result RL Qualifier
PACE EPA 624 (cont.) 4-Bromofluorobenzene (surr)

Dibromofluoromethane (surr)
Toluene-d8 (surr)

PACE EPA 625 Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichlorobenzene
bis(2-Chloroisopropyl)ether
N-Nitroso-di-n-propy lamine
Nitrobenzene
Isophorone
2-Nitrophenol
2,4-Dimethylphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene
Hexachlorobutadiene
4-Chloro-3-methylphenol
2,4,6-Trichloropheno!
2-Chloronaphthalene
Dimethylphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol
2,4-Dinitrotoluenc
Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methylphenol
4-Bromophenyl-phenylether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene
Anthracene
Di-n-butylphthalate
Fluoranthene
Pyrene
Butylbenzylphthalate
3,3'-Dichlorobenzidine
Benzo(a)anthracene
Chrysene

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0211

3M_MNO01538597



2/12/2004

Project: £E04-0120 (cont.)
3M Sample Number

Sampled Date

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Sample Description

Page 6 of 18

E04-0120-67434 (cont.) 2/12/2004

LAB Analytical Method
PACE EPA 625 (cont.)

ERA Fish Acute Test - 96
ERA Total Res Chlorine
ERA Ammonia Nitrogen
ERA pH

ERA Conductivity

ERA Dissolved Oxygen
ERA Temperature
3M_ENVLAB ETS-8-148.0

EXYGEN LCMS

Effluent Carbon 4

Components Result
bis(2-Ethylhexyl)phthalate

Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,h)anthracene
Benzo(g,h,i)perylene
Hexachloroethane
Nitrobenzene-d5 (surr)
2-Fluorobiphenyl (surr)
Terphenyl-d14 (surr)
Phenol-dé (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)
Fish Acute Test - 96 hour
Total Residual Chlorine
Ammonia (as NH3)

pH

Conductivity

Dissolved Oxygen (Field)
Temperature

APEO

APE1

APE2

APE3

APE4

APES

APE14

APE15

APEl6

PFOS

PFHS

PFBS

PFOA

PFHA

E

Qualifier

E04-0120-67435 2/12/2004

LAB Analytical Methed
PACE Total Organic Carbon

PACE BOD (5-day)
PACE EPA 4204
PACE EPA 624

Effluent Carbon 1

Components Result
Filtered Total Organic Carbon

Biochemical Oxygen Demand
Phenol (AAP)
1,1,1-Trichloroethane
1,1,2,2-Tetrachlorocthane
1,1,2-Trichloroethane
1,1-Dichloroethane
1,1-Dichloroethene

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0212

REL

Qualifier

3M_MNO01538598
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2/12/2004

Page 70f 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report
Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67435 (cont) 2/12/2004 Effluent Carbon 1
LAB Analvtical Method Components Result RL. Qualifier
PACE EPA 624 (cont.) 1,2-Dichlorobenzene

1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chloroethyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform

Bromomethane

Carbon tetrachloride
Chlorobenzene
Chloroethane

Chloroform

Chloromethane
cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene

Methylene chloride
Tetrachloroethene

Toluene
trans-1,2-Dichloroethene
trans-1,3-Dichloropropene
Trichloroethene
Trichlorofluoromethane
Vinyl chloride
1,2-Dichloroethane-d4 (surr)
4-Bromofluorobenzene (surr)
Dibromofluoromethane (surr)
Toluene-d8 (surr)

PACE EPA 625 Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichiorobenzene
bis(2-Chloroisopropylether
N-Nitroso-di-n-propylamine
Nitrobenzene
I[sophorone
2-Nitrophenol
2,4-Dimethylphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0213

3M_MNO01538599



2/12/2004

Page 8 of 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report
Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67435 (cont.) 2/12/2004 Effluent Carbon 1
LAB Analvtical hod Components Result RL Qualifier
PACE EPA 625 (cont.) Hexachlorobutadiene

4-Chloro-3-methylphenol
2,4,6-Trichlorophenol
2-Chloronaphthalene
Dimethylphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol
2,4-Dinitrotoluene
Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methy Iphenol
4-Bromophenyl-phenylether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene

Anthracene
Di-n-butylphthalate
Fluoranthene

Pyrene
Butylbenzylphthalate
3,3'-Dichlorobenzidine
Benzo(a)anthracene
Chrysene
bis(2-Ethylhexyl)phthalate
Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,h)anthracene
Benzo(g,h,i)perylene
Hexachloroethane
Nitrobenzene-d5 (surr)
2-Fluorobiphenyl (surr)
Terphenyl-d14 (surr)
Phenol-d6 (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)

ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)

ERA pH pH

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0214

3M_MNO01538600
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Page 9 of 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report
Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67435 (cont.) 2/12/2004 Effluent Carbon 1
LAB_ Analytical Method Components Result RL Qualifier
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
3M_ENVLAB ETS-8-148.0 APEQ
APE1
APE2
APE3
APE4
APE5
APE14
APEIS
APEl6
E04-0120-67436 2/12/2004 Effluent Carbon 11
LAB Analvtical Method Components Result RL Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
NSA Mercury (EPA 1631) Mercury
ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67437 2/12/2004 Effluent Carbon 13
LAB Analvtical Method Components Result RL Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
NSA Mercury (EPA 1631) Mercury
ERA Fish Acute Test - 96 Fish Acute Test - 36 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67438 2/12/2004 Carbon 4, Port A

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0215

3M_MNO01538601



2/12/2004

Project: E04-0120 (cont.)

3M Sample Number

Sampled Date

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Sample Description

Page 10 of 18

E04-0120-67438 (cont.)

LAB
PACE
PACE
PACE
PACE

PACE

Analvtical Method
Total Organic Carbon

BOD (5-day)
EPA 4204
EPA 624

EPA 625

2/12/2004

Carbon 4, Port A

Components Result
Filtered Total Organic Carbon

Biochemical Oxygen Demand
Phenol (AAP)
1,1,1-Trichloroethane
1,1,2,2-Tetrachloroethane
1,1,2-Trichloroethane
1,1-Dichloroethane
1,1-Dichloroethene
1,2-Dichlorobenzene
1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chlorocthyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform

Bromomethane

Carbon tetrachloride
Chlorobenzene
Chlorocthane

Chloroform

Chloromethane
cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene

Methylene chloride
Tetrachloroethene

Toluene
trans-1,2-Dichloroethene
trans-1,3-Dichloropropene
Trichloroethene
Trichlorofluoromethane
Vinyl chloride
1,2-Dichloroethane-d4 (surr)
4-Bromofluorobenzene (surr)
Dibromofluoromethane (surr)
Toluene-d8 (surr)

Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichlorobenzene
bis(2-Chloroisopropyl)ether
N-Nitroso-di-n-propylamine

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0216

RL

Qualifier

3M_MNO01538602



2/12/2004
Page 11 of 18

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)

3M Sample Number Sampled Date Sample Description
E04-0120-67438 (cont.) 2/12/2004 Carbon 4, Port A
LAB Analvtical Method Components Result RL, Qualifier
PACE EPA 625 (cont.} Nitrobenzene
Isophorone
2-Nitrophenol

2,4-Dimethylphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene
Hexachlorobutadiene
4-Chloro-3-methylphenol
2,4,6-Trichlorophenol
2-Chloronaphthalene
Dimethylphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol
2,4-Dinitrotoluene
Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methylphenol
4-Bromophenyl-pheny lether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene

Anthracene
Di-n-butylphthalate
Fluoranthene

Pyrene
Butylbenzylphthalate
3,3-Dichlorobenzidine
Benzo(a)anthracene
Chrysene
bis(2-Ethylhexyl)phthalate
Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,h)anthracene
Benzo(g,h,perylene
Hexachloroethane
Nitrobenzene-d5 (surr)
2-Fluorobiphenyl (surr)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538603
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 B

1937.0217



2/12/2004

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)

Page 12 0f 18

3M Sample Number Sampled Date Sample Description
E04-0120-67438 (cont.) 2/12/2004 Carbon 4, Port A
LAB Analytical Method Componests Result RL_ Qualifier
PACE EPA 625 (cont.) Terphenyl-d14 (surr)
Phenol-d6 (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)
ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
3M_ENVLAB ETS-8-148.0
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67439 2/12/2004 Carbon 1, Port A
LAB Analytical Method Components Result RL_ Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
PACE BOD (5-day) Biochemical Oxygen Demand
PACE EPA 420.4 Phenol (AAP)
PACE EPA 624 1,1,1-Trichloroethane

1,1,2,2-Tetrachloroethane
1,1,2-Trichloroethane
1,1-Dichleroethane
1,1-Dichloroethene
1,2-Dichlorobenzene
1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chloroethyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform
Bromomethane

Carbon tetrachloride
Chlorobenzene
Chloroethane
Chloroform
Chloromethane
¢cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene
Methylene chloride

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0218

3M_MNO01538604



2/12/2004
Page 13 of 18

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description

E04-0120-67439 (cont.) 2/12/2004 Carbon 1, Port A

LAB Analvtical Method Components Result RL Qualifier
PACE EPA 624 (cont.) Tetrachloroethene

Toluene
trans-1,2-Dichloroethene
trans-1,3-Dichloropropene

Trichloroethene
Trichlorofluoromethane
Vinyl chloride
1,2-Dichloroethane-d4 (surr)
4-Bromofluorobenzene (surr)
Dibromofluoromethane (surr)
Toluene-d8 (surr)

PACE EPA 625 Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichlorobenzene
bis(2-Chloroisopropyl)ether
N-Nitroso-di-n-propylamine
Nitrobenzene
Isophorone
2-Nitrophenol
2,4-Dimethylphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene
Hexachlorobutadiene
4-Chloro-3-methylphenol
2.4,6-Trichlorophenol
2-Chloronaphthalene
DimethyIphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol
2,4-Dinitrotoluene
Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methylphenol
4.Bromophenyl-phenylether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538605
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 B

1937.0219



2/12/2004

3M ENVIRONMENTAL LABORATORY

Project: E04-0120 (cont.)

3M Sample Number Sampled Date

Preliminary/Unauthorized Report

Sample Description

Page 14 of 18

E04-0120-67439 (cont.) 2/12/2004

LAB Analytical Method
PACE EPA 625 (cont.)

ERA Fish Acute Test - 96
ERA Total Res Chlorine
ERA Ammonia Nitrogen
ERA rH

ERA Conductivity

ERA Dissolved Oxygen
ERA Temperature
3M_ENVLAB ETS-8-148.0

Carbon 1, Port A

Components
Anthracene

Di-n-butylphthalate
Fluoranthenc

Pyrene
Butylbenzylphthalate
3,3'-Dichlorobenzidine
Benzo(a)anthracene
Chrysene
bis(2-Ethylhexy!)phthalate
Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,h)anthracene
Benzo(g,h,i)perylene
Hexachlorocthane
Nitrobenzene-d5 (surr)
2-Fluorobiphenyl (surr)
Terphenyl-d14 (surr)
Phenol-d6 (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)
Fish Acute Test - 96 hour
Total Residual Chlorine
Ammonia (as NH3)

pH

Conductivity

Dissolved Oxygen (Field)
Temperature

APEQ

APE1

APE2

APE3

APE4

APES

APE14

APEIS

APE16

Result RL_

Qualifier

E04-0120-67440 2/12/2004

LAB Analytical Method
PACE Total Organic Carbon

NSA Mercury (EPA 1631)
ERA Fish Acute Test - 96
ERA Total Res Chlorine
ERA Ammonia Nitrogen

Carbon 11, Port D

Components
Filtered Total Organic Carbon

Mercury

Fish Acute Test - 96 hour
Total Residual Chlorine
Ammonia (as NH3)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0220

Result RL_

OQualifier

3M_MNO01538606



2/12/2004

Project: E04-0120 (cont.)

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Page 15 of 18

3M Sample Number Sampled Date Sample Description
E04-0120-67440 (cont.) 2/12/2004 Carbon 11, Port D
LAB Analytical Method Components " Result RL Qualifier
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67441 2/12/2004 Carbon 13, Port D
LAB Analytical Method Components Result RL_ Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
NSA Mercury (EPA 1631) Mercury
ERA Fish Acute Test - 96 Fish Acute Test - 96 hour
ERA ‘Total Res Chlorine Total Residual Chlorine
ERA Ammonia Nitrogen Ammonia (as NH3)
ERA pH pH
ERA Conductivity Conductivity
ERA Dissolved Oxygen Dissolved Oxygen (Field)
ERA Temperature Temperature
EXYGEN LCMS PFOS
PFHS
PFBS
PFOA
PFHA
E04-0120-67442 2/12/2004 Combined Effluent )
LAB Analytical Method Components Result RL_ Qualifier
PACE Total Organic Carbon Filtered Total Organic Carbon
PACE BOD (5-day) Biochemical Oxygen Demand
PACE EPA 420.4 Phenol (AAP)
PACE EPA 624 1,1,1-Trichloroethane

1,1,2,2-Tetrachloroethane
1,1,2-Trichloroethane
1,1-Dichloroethane
1,1-Dichloroethene
1,2-Dichlorobenzene
1,2-Dichloroethane
1,2-Dichloropropane
1,3-Dichlorobenzene
1,4-Dichlorobenzene
2-Chloroethyl Vinyl Ether
Benzene
Bromodichloromethane
Bromoform
Bromomethane

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0221

3M_MNO01538607



2/12/2004

Project: E04-0120 (cont.)
3M Sample Number

Sampled Date

3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Sample Description

Page 16 of 18

E04-0120-67442 (cont.) 2/12/2004

LAB Analytical Methed
PACE EPA 624 (cont.)
PACE EPA 625

Combined Effluent

Components ’ Result
Carbon tetrachloride

Chlorobenzene
Chlorocthane

Chloroform

Chloromethane
cis-1,3-Dichloropropene
Dibromochloromethane
Ethylbenzene

Methylene chloride
Tetrachloroethene

Toluene
trans-1,2-Dichloroethene
trans-1,3-Dichloropropene
Trichloroethene
Trichlorofluoromethane
Vinyl chlaride
1,2-Dichloroethane-d4 (surr)
4-Bromofluorobenzene (surr)
Dibromofluoromethane (surr)
Toluene-d8 (surr)

Phenol
bis(2-Chloroethyl)ether
2-Chlorophenol
1,3-Dichlorobenzene
1,4-Dichlorobenzene
1,2-Dichlorobenzene
bis(2-Chloroisopropyl)ether
N-Nitroso-di-n-propylamine
Nitrobenzene

Isophorone

2-Nitrophenol
2,4-Dimcthyiphenol
bis(2-Chloroethoxy)methane
2,4-Dichlorophenol
1,2,4-Trichlorobenzene
Naphthalene
Hexachlorobutadiene
4-Chloro-3-methylphenol
2,4,6-Trichlorophenol
2-Chloronaphthalene
Dimethylphthalate
Acenaphthylene
2,6-Dinitrotoluene
Acenaphthene
2,4-Dinitrophenol
4-Nitrophenol

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0222

RL

Qualifier

3M_MNO01538608



2/12/2004

3M ENVIRONMENTAL LABORATORY

Project: E04-0120 (cont.)
3M Sample Number Sampled Date

Preliminary/Unauthorized Report

Sample Description

Page 17 of 18

E04-0120-67442 (cont.) 2/12/2004

LAB
PACE

Analvtical Method
EPA 625 (cont.)

ERA Fish Acute Test - 96
ERA Total Res Chlorine
ERA Ammonia Nitrogen
ERA pH

ERA Conductivity

ERA Dissolved Oxygen
ERA Temperature

3M_ENVLAB ETS-8-148.0

Combined Effluent

Components
2.4-Dinitrotoluene

Diethylphthalate
4-Chlorophenyl-phenylether
Fluorene
4,6-Dinitro-2-methylphenol
4-Bromophenyl-phenylether
Hexachlorobenzene
Pentachlorophenol
Phenanthrene

Anthracene
Di-n-butylphthalate
Fluoranthene

Pyrene
Butylbenzylphthalate
3,3-Dichlorobenzidine
Benzo(a)anthracene
Chrysene
bis(2-Ethylhexyl)phthalate
Di-n-octylphthalate
Benzo(b)fluoranthene
Benzo(k)fluoranthene
Benzo(a)pyrene
Indeno(1,2,3-cd)pyrene
Dibenz(a,h)anthracene
Benzo(g,h,i)perylene
Hexachloroethane
Nitrobenzene-d5 (surr)
2-Fluorobipheny! (surr)
Terphenyl-d14 (surr)
Phenol-d6 (surr)
2-Fluorophenol (surr)
2,4,6-Tribromophenol (surr)
Fish Acute Test - 96 hour
Total Residual Chlorine
Ammonia (as NH3)

pH

Conductivity

Dissolved Oxygen (Field)
Temperature

APEQ

APE1

APE2

APE3

APE4

APES

APE14

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0223

Result RL

Qualifier

3M_MNO01538609



2/12/2004

Page 18 of 18
3M ENVIRONMENTAL LABORATORY
Preliminary/Unauthorized Report

Project: E04-0120 (cont.)
3M Sample Number Sampled Date Sample Description
E04-0120-67442 (cont.) 2/12/2004 Combined Effluent
LAB Analytical Method Components Result RL_ Qualifier
3M_ENVLAB ETS-8-148.0 (cont.)) APE15

APEIL6
EXYGEN LCMS PFOS

PFHS

PFBS

PFOA

PFHA

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538610

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0224



RESEARCH .

Precise Research.
Proven Results.

~Sample “Conditioﬁ_ Upon Receipt” Form

Protocol # y 24

Exvgen Study # > Joo 1874

Date & Time Received —’//2 /;m AL

Condition of Samples we Toe HeFd
Temporary Storage Location (/f/., ( wn & o fff o lwko
Initials & Date Scae A /, 7] /;m/,
Wavbill # 7925 9,52 #43) Fed X
4
Comments: »“w.‘,:ﬁ,/,, o {71“4/‘ bk I .z//z/,,w,
o May 24, 20023
3058 Rescarch Drive
Stale College, PA 16301, USA
Q: WORD pmccsx-lugin'Sumplc('ondi[iononRuccipl.doc T: 800.281.3219
Fario3 i0r
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538611

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0225



‘ Fedlix | Ship Manager | Label 79235 7072 8697

From: TINA TMG GALLOWAY (651)76B-1208
3IM COMPANY CORFANCINERATOR
10746 INNOVATION ROAD BUILDING 47

COTTAGE GROVE, MN, 55016

To: John Flaherty (800)281-3219
Exygen Research
3058 Research Drive

W

State College, PA, 16801

AN

il

» -
T

...

Page L of 1

VENLE BA/

L

SHIP DATE: 12FEBQO4
WEIGHT. 55 LBS

IERY ADDRESS BARCOOEFEDEX-EDR) FedE
TRK # 7925 7072 8697 gy A
Deliver ky:
16801-PA-US N 13FEB04

il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY

DISTRICT COURT, NO. 27-CV-10-28862

1937.0226

3M_MNO1538612



SECTION D

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538613
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0227



TP SET 621904 D

REJECTED RUN
REASON

O Poor Chromatography

3 Drifting Baseline

{1 Drifting Retention Timse
%Unstable Response

[ Power Interruption

3 Unacceptable Recoveries

O Apparent Contamination

[ Other:

ACTIONTA
TS(Re-Iniect Initials:
Cike-avact  Date; DES 702

@ egioy

\WTE: Mumonfpaes N

STHE R INTECTED S<T
ML PN o) DN
ORARED \NTHIS SR

kéo%l&w |

FOR Re-INFECTION See

A SET: D2 1B0YAR

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

3M_MNO01538614
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0228



Aralyst Version: 1.2
Printing Time: 02:53:47 PM

Printing Date: Thursday, February 19, 2004

ﬁlb‘/

34
Exygen Study No.: L1836 (ZGed 419/0\7,

[

Project: D \Analyst Data\Pojects\Fluorochems\2003_

04_29 Batch!

FM Tab:Sample Set:SET AcqMethod:NPDES.dam

Instrument No.:

LC/MS/MS # 8

0'ng
021304402 22 021904D\LT874 XC021004-1, 25 ng/l
C0ZT1004-Z 50 ng/L. 027904403 23 02790401874 XC0Z21004-Z, 50 ng/C
C021004-3, 100 g/l 021904404 P2 027004D\L1874 XC021004-3, 700 ng/ll
C021004-4, 250 ng/l 021904405 7|25 - 0ZT904D\LT873 XCOZ10044, 250 ngll
027804306 |26 0Z21904DNLTE74 XCOZ1004-5,500 ng/l
€C0710046. 1000 ng” 421904407 27 021904DU1874 XC021004-6, 1000 ng/L
ethanol Wash 021904408 92 0219041874 Methanol Wash
106020 Control ™™ 021904409 37 0219041874~ 0106020 Control
Spk A o904 32 U290 874 0106020 SpK A, B0 Hg/C
[02T9044717 33 0Z1904D\1874 0106020 Spk B, 500 ng/C
021904412 34 021508D\LT874 [1874-TSpK C, 0000 ng/L DF = 100
745 Spk D, 10000 "g/L DF =100 021904313 35 02190401874 L8745 Spk D, 70000 g/l DF =100 7]
1874-9°Spk E, 10000 ng/L DF =100 021904414 38 027904DL1874 L1874% Spk E, 10000 ng/L DF = 100
BYATS SpKF, 10000 Rg/l DF =100 02189043475 37 TZTG04RCT8 7Y L8743 SpK ¥, 10000 ”g/L " DF =100
1874-17 8pk G, 10000 ng/L OF =100 |021904418 3 021904D\LT874 L1874-47 3pk G, 10000 ng/L DF =100
COZ1004-1, 25 Agil 021904477 27 0ZT504INCTE7E RC02TO04-T, 25 ng/t
HC18744 021904478 39 OZTG0aDNCTE74 " {C18747
L1873 TRep 021904479 40 0ZT904\CTE74 (18741 R8P
V1904420 Ci] 02TO04DNCT874 (18742
021904427 3z 0ZTO04NCTE 74 C18743 DF =100
021904422 33 02T804D\LT874 18744 DF =000
021904423 23 027904D\L1874 XC021004-2, 50 ng/t
021904424 44 021904D\M. 1874 L18745
§27904425 45 027904D\L1874 [18745Rep
21504428 35 0219041873 [1874%
TE747 " DF =100 VoTGO4A27 7 0210041872 CYE74-7 DF=100
TB748 OF =100 021904428 45 0218041873 L8748 UF=T000
XCU1004-3, 100 "giC 027904428 2% 02T904aDNTE7d XCOZT004-3, 160 ng/L
18749 2904430 43 0ZT903NCT874 [1874%5
1874-9 Rep 021504431 50 021904D\L1874 [1874C Rep
{L187470 021504432 51 021904D\L 1874 L1874-10
T8791"DF =700 021504433 52 02TS0ANTEYS T84T =100
1874-12 DF = 1000 021904434 53 0Z7904D\LT874 [1874-12 DF = 7000
COZ1004-37 100 "grC 021403435 24 02190407874 RC027004-3 700 ng/lC
187413 021904436 54 021904D\WL1874 L1874-13
021904437 55 02790401874 L1874-13 Rep
021904438 56 0270040874 18744
021904439 57 T10Z1904D\L1874 " (1187415 DF = 100
1874-16 "DF ="7000 021304440158 0219041874 L[1874-16 DF = 1000
027904441 25 021904D\T874 XCO2T004-3, 250 gl

Exygen

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1937.0229

Page 1 of 2

3M_MNOQ1538615




94
Analyst Version: 1.2 Exygen Study No.: L185¢ @%qld"l
Printing Time: 02:53:47 PN
Printing Date: Thursday, February 19, 2004 )Iq O({

Instrument No.:

LC/MS/MS # 8

[Project: D:\Analyst Data\Projects\Fiuorochemsi2003_04_ 29 Batch:02H

Sample OQJWD /TCQPH

Tab:Sample Set:SET AcgMethod:NPDES dam

ajod

874-17 Rep 021904443 &0 0271604D\L1874 L1874-17 Rep
1874-18 021904444 61 021504D\L1874 [1874-18
187475 DF =100 021904445 62 02T804TNE187F L1874-19 DF = 100
L1874-20"DF = 1000 021604446 B3 021804D\L1874 [1874-20 OF = 1000
XC021004-3, 500 ng/lC 021904447 25 021504D\[1874 XC021004-3, 500 ng/C
Mathanol Wash 021904448 92 021504D\L1874 Methanol Wash
021904449 64 027904D\L 7874 Li874-21
027804450 B85 0270040\ LT874 Li874-22 DF =100
T 024904451768 0219041874 11874-23 DF =000
T T T T 02504452 27 021904DL1874 XC0Z1004-6, 1000 ng/C

Bxygen Besearch

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1937.0230

Page 2 of 2

3M_MNOQ1538616



E

™

RESEARCH

3058 Research Drive

State College, PA 16801

Phone: §14-272-1039

Fax: 814-231-1580

PREPARATION OF EXTRACTED CALIBRATION STANDARDS

ProtocolNo.: None Exygen Study No.: NA Matrix: Type I Water?
Method No.:  $$ Analytes: C4.C5.C6.C7 and C8 Acids: Sample Vol: 40 ml,
C4, C6 & CR Sulfonates
Sponsor Exygen Fort. Fort. Fort. | Micropipet | Fort. Final
Sample Sample Sample Solution | Soin. Conc. | Volume used Level Solution Reagents/ - Lot# !
D D Description 1D (ng/mL) (LL) [(19) (ppt) ID#%* ‘|  Materials

NA 0106020 Type I Water® - - - - - XC021004-0 Methanol  {43363345

NA 0106020 Type I Water* | F012004-10 10 100 200 25 XC021004-1 C18SPE  [W33)oRI

NA 0106020 Type I Water* | F012004-10 10 200 200 50 XC021004-2 Type 1 Water NA

NA 0106020 Type I Water* | F012004-10 10 400 200 100 XC021004-3 - -

NA 0106020 Typel Water® | F012004-9 100 100 200 250 XC021004-4 - -

NA 0106020 Type I Water® | F012004-9 100 200 200 500 XC021004-5- - -

NA 0106020 Type I Water® | F012004-9 100 400 200 1000 | XC021004-6 - -

- - - - - - - - EH
- - - - - - - - - Initials/Date: 9// d/ o7

Vertical arrows in aipolumn indicate identical values.
**This must be a unique number. Use this system: Extracted Calibration Soln ID #: XCMMDDYY-0,1,2,3. etc.
Samples removed fro ., /freezer# 52 __ Time: {050 Initials/Date: =H 1 3/14/c4 *THIS IS AN EXACT COPY oF :
40 mL of each sample d using a S O ml graduated cylinder. Initials/Date: £ H_/ FHlef ey THE
After measuring, samples returned to /freezer # _32__ Time; 16 Initials/Date: ' 02416 O‘f BY m

Samples fortified:

SPE clean-up (omitting 40% Wash):
Final volume adjusted to 5 mL:
Extracts placed in refrigerator # 32

Comments:

Initials/Date:
Initials/Date:
Initials/Date:
Initials/Date:

160
iﬁi(

4

AThis type I water has been filtered through a hypercarb filter
N $% Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane suifonylamide (PFOSA), and Perfluorooctanoate (POAA ) in Water

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1937.0231

STANDARD EXPIRATION DATE:

2/24/04

July 10, 2001/0

3M_MNOQ1538617




trinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 1 of 1
rinting Time: 02:17:11 PM LC/MS/MS #8

Exygen $tudy Number: L1874

1 W 021904D ACSFM.rdb (C6 acid): "Linear Regression (1 / X" weighting): y = 597.073 x + 54743.5 (r = 0.9674530)

7.065 - o
6.8e5 -
6.6e5 1

6.4e5- / {
6.2¢5 - !
|
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4.2e5
4.065
3.8e5 1
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3.4e5
3.2e5+
3.0e5 1
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B _ B _E _ B

— &k B _ B _ B
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—

2.2e54
2.0e5
1.8e5
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538618
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0232



"rinting Date: Monday, March 01, 2004 Set Number: 0219%04D ACSFM Page 1 of 1
Printing Time: 02:17:16 PM LC/MS/MS #8

Exygen Study Number: L1874

1 B 021904D ACSFM.rdb (C8 acid): “Linear" Regression (*1 / X" weighting): y = 1241.08 x + 17250.5 (r = 0.9983752)
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]
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'1 1.0506
1.00e6
L
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i
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@Frinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 1 of 1
Printing Time: 02:17:22 PM LC/MS/MS #8

Exygen Study Number: L1874

4 M 021904D ACSFM.rdb (C4 sulfonate): "Linear" Regression (*1 / x" weighting): y = 141.045 x + 0.00107767 (r = 0.9801266)
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 1 of 1
rinting Time: 02:17:27 PM LC/MS/MS #8

Exygen Study Number: L1874

b 'T B 021904D ACSFM.rdb (C6 sulfonate): "Linear" Regression (*1 / x* weighting): y = 711.876 X + 0.014289 (r = 0.9943144)
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Jfrinting Date: Monday, Mazrch 01, 2004 Set Number: 021904D ACSFM Page 1 of 1
Printing Time: 02:17:33 PM LC/MS/MS #8

Exygen Study Number: L1874

t B 021904D ACSFM.rdb (C8 sulfonate): "Linear" Regression (*1 / x* weighting): y = 543.122 x + 680.387 (r = 0.9869503)
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rinting Da

Printing Time:

te: Monday,

Exygen Study Number:

March

02:18:07 PM

L1874

0o,

2004

Set Number:

021904D ACSFM

Page 1 of 13
LC/MS/MS #8

[ Samrle Narme: "XC021004-0, 0 ng/L" _ Sampis 1D, 02 1904-401"  Fte: ‘L1874~
| ] Foak Nameo: “C3 acid”  Masa(s): "313.0/269.0 amu”
[ Comment "XC021004-0, 0 nglL">  Annotation: ™
Sample Indexs 2
Sample Type: Standard
Concentration: 0.000  ng/mL
Calculated Cone:  0.000 ng/ml
Acq. Date: 02/20/04
Acq. Time: 02528154 AK
[l Moai€iad: You
Bunching Faztar: 1
Noise Threshold: 16.10 cps
Arsa Threshold: 80.49 cps
i Num. Smooths: 5
RT Window: 30.0  sec
Expacted RT: 8,60 min ]
sep. Wideth: 0.20 5
sep. Helght: 0.01
Bxp. Pwak Ratio: 5.00
| Bxp. raj. Ratio: §.00
| mxp. val. ratio: 3.00
tive RT: Wo 1135 1200
1072 1100 A, A
Int. Type: Manual N 1002, 10.39 ./V\“\/V’\M[" VA
Netention Time: 5.56 aln W
M Arear §4744  countm
B Hatght. 5.67a4003  opm
|| start Times 4.38  min
|| Znd Time: 2.84  nin
I
0s 10 1.6 20 25 30 as ) 45 50 55 €0 85 7.0 7.5 80 85 90 95 106 105 110 115 120
1o
Lig74 witt
"Ch ackd” os) :
Comment: "XC021004-1, 25 ngrL” i
Sample Indax: 3
Sample Type: Standard
Concentration: 25.000  ng/mL sarn 8.55 {
d conc: 43.355  ng/mL
02/20/04
02149555 AM wooe
I woateieas Wo 7000
Bunching factor: 1
Noise Threshold: 16.10  cps
Area Thresholds  90.49  cps 8000
Num. Smootha: 5
RT Window: 30,0 sec
Expected RT: 8,60 min B osow
Sep. Widcths 0.2¢ .
Mm Sep. Height: .01
Exp. Peak Ratio: 5.00 4000
Exp. Adj. Ratio: 4.00
+ Val., Ratio. 3.00
Uss Relative RT: ¥o 3000
Int. Type: Base To Basse 2000 146 1179
Retention Time: 1079 11
W e 999 1008, 1030 f’\»/\»i&f\"’\’\*/ W
Heights
Start Time: 1000 2
End Time: 804
0.5 19 5 20 25 EY) as [x] 45 50 55 60 6.5 70 75 a0 85 a0 85 00 105 1t 115 12
Time. min.
Sample Nama: “XC021004-2, 50 ng/L"  Sampie ID: "021904-403"  File: *L1874. W™
[ Paak Name: “Cé acid” Mass(ea): "313.0/269.0 amu”
Comment: "XC021004-2, 50 ngL" ™
Sample Index: 4
Sample Typ Standard ase
Concentration: 50.000  ng/mL 8395 ¢
Calculated Conc: 47.476 ng/mt 8000
Acq. Date: 03/20/04
Acg, Time: 031:10:52 AN
| 7000
NodiCied: No i
! Bunching ractor: 1 !
| oise Threshold: 16.10  cpa 6000
i Area Threshold: 80.49  cps
Num. Smooths: s
RT Window: 10.0 seo 5000
Expactad BT 8.60  min -3
‘ Sep. Width: 0.20 -
Sep. Helght: 0.01 i 4000
Exp. Peak Ratio: 5.00
Exp. Adj. Ratios €00 4
Exp. val. Retio: 3.00 2000 .
I Dae Redative RT: Mo i
Int. Type: i
Retention Tims: nin 2000 1021 ‘°>73‘D!\3/\/‘,‘«“,‘,2\~°9\ E
ATea: counts 980 NV
Helghts 7.874+003  cps 1000 021948084 ,_,_/V\,.\/\/VV\ i
Start Time: 8.37  ain |
End Time: 8.85 min ’
i oi= o e A e s e e
0.5 10 15 20 25 30 35 40 45 50 55 60 85 70 75 [Y) 85 8.0 95 100 15 1o 115 120
YTy e N H
Bample Name: ‘XC021004-3, 100 ng/L' _Bample (D, "021904-4C4" File: "L1874 wAll j
Poak Name: "C8 acid” Mass(ss): 313.0/260.0 i
Comment: *XC021004-3, 100 ng/L>  An X ;
Semple Index: H
Sample Type: Standard a54
Concantration:  100.000  ng/mL 1174
Calculated Conc: 106.972  ng/mL
Acq. 02/20/04 11004 !
Acq. Tim £3:31:51 AN 10004
Hodifled: Yoo
Bunching Factor: 1 000.00
Noise Threshold: 16.10  cps
80.49  cps 8000.00
Num. Smooths: 5 :
/T Window: 39.0 sec 7000.00
Expected RT: 8.60 min b
" Sep, Widtha 0.20 = :
\| Sep. Height: 0.01 8§000.00
Exp. Pmak Hatio: 5.00
Exp. Adj. Ratio: 4.00 & S000.00
£xp, Val. Ratio: 3.00
! gne Relative RT:  Ho 4000.00
- Menual 3000.00 1
e.55 min
| ' 115031 counts 2000.00 10.76 17 29 1184 1200,
Heights 1.124004 opm 9.479.55 1020.10.01 e N 2]
Start Times 8.36 min 1000.00 8,18, >
i End Times 8.8¢  nin
! 0. =
0.5 10 1.5 20 28 a0 as 10 45 so 55 6.0 85 70 75 80 a5 2.0 95 100 105 1m0 "s 2
Time., i ]
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‘wrinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 2 of 13
rinting Time: 02:18:08 PM LC/MS/MS #8
Exygen Study Number: L1874

Sampla Indax: ’

Sample Narme: KC0Z1004-4. 25001 Samplo ID: 021904405 Fle: ‘LIBT4 vl :

Poak Name: ‘C8 add®  Mass(os): *3 :

| Commant; “XC021004-4, 250 ng/L"  Annotation: ** t
A :

i

Sample Type: Standard

Concentration:  250.000  ng/alL 2104 a8t |
Calculated Conc: 252.2¢4  ng/amL 2,064 h
Acq. Date: 02/20/04 [
Acq. Time: 03152148 AN 10041 i
i Moaitied: Yes !
Bunching Factor: 1 1604 !
Noise Threshold: 16.10 cps
Area Thresholds  80.45 cpa 14044
Num. Smooths: s -
RT Windows 30,0  sec
Expected RTs 8.60 min 3 12044
Sep. wideh: 0.20 -
Sep. Height: 0.01
ml Exp. Peak Ratio: 5.00 g 10041 ]
Exp. Adj. Ratio:  4.00 E i
Bxp. Val. Ratio: 3.00 800009
Use Relative RT: No
80000
Int. Kanual
Retention Time: 6.60  min
” i 2053181  counts 40000
H 2.06e+004  cos
Start Time: 8.40 min 20000 1978
End Time: 8.1 min 218, 549,89, o4
(9 10 5 20 25 30 35 10 45 50 55 LX) [ 70 75 () 8s 20 95 100 105 10 115 12
Ios.io
I
Sample Index: 7
Sample Typs: Standard 854
Concentration: 500.000  ng/mlL 4304 '
Calculated Conc: 580,456  ng/ml 4004]
Acq. Date: 02/20/04
Acq. Time: 04:13:49 AN
HWI“ Modified: No 354
Bunching Pactox: 1
’ Noise Threshold: 16.10 cps 3064
Area Threshold: 80.49 cps g
Num. Smoothm: S
RT Window: 0.0 aec
Expwcted RT: 8.60 min § o2
Sep. Width: 6.20 5
Sep. Height: 0.01 1
L Bxp. Peak Ratio: 5.00 g 2004
Exp. Adj. Ratio: 4.00 &
Exp. Val. Ratio: 3.00
Use Eslative RT: No 1.504
Int. Type: valley
Retention Time: 8.55 min 1084
Il A . .Ag}n:o counts
Height: .21@+4004  cps
start Time: 8.38 min 50000+
End Time: 8.86 min 925,053, 871 10,14 10874077 11
05 1.0 1.5 20 25 30 35 40 45 50 s5 8.0 85 70 75 80 () 90 95 100 105 110 115 120
Tine. min
Sampie Name: *XCOZ 10048, 1000 no/L"_ Sampia 1D: 021904-407" Fhe: "L1BT4. Wil
IM.N} P.akmmi “Coacd’ Mass(es). "3130/269.0 -mu'
Commant: *XC021004-6, |DO°no’L Annotation:
sunpl. Index:
ample Type: i:nnd‘rd 854 ;
Conccnu’ldenx 1000.000  ng/mb 7.004 '
Calculated Conc: 10B4.244  ng/mb :
Acq. Date: 02/20/04 6.504 j
Acg. Time: 04:34:48 AM i
‘"v 6.004 ;
| Moditiea: Yas
Bunching Factor: 1 S:504 !
Noise Threshold: 16.10 cps 5.004
Arwa Threshold:s  B80.49  cps -
Num. Smootha: s 4504
RT Windows 30,0 aec
Expwcted RT: 8.60 min . R
| cap. Widehs 0.20 s
i Sep. Helight: 0.01 E 3504
Exp. Peak Ratio: $.00
Ep 3 4.00 3.004-
3.00
No 2.5e4 j
2004 H
e, Typ Manual 4
Retention 'Mm-x - min 1.504 ﬁ
Araa: 702116  counts
Height: 7.06e4004  cps 1.084 |
ﬂ Start Time: 8.36 min
End Time: 8.84  wmin £000.0
) L el
15 20 25 30 35 40 45 50 55 50 65 70 75 50 () 90 85 100 W3 g Ny ey
Ling, min
Sample Index: s
Sample Typa: Unknawn
Concentraticn: N/A
Calculated Conc: No Intezcept 1600 A
Acq. Date: 02/30/04 R oa .
Acq. Time: 04:55.46 AM 1600 Y "A\' 4
AT
Hodlfied: Yes A ,\vf\’k\f, Wy
Bunching Factor: 1 1400 \
Noise Thresheld: 16.10  opa ff\/
Arma Thrashold: B0.49 epm
Num. Smootha: 5 1200 \q’n.\/v/\l {
RT Window: 0.0 aac i
Expacted RT: 8.60 min 3
Sep. Width: .20 s 1000 b
W Sep. Helght: 0.01 g ﬁ, i
Exp. Peak Ratio: 5.00 § * :
“ Exp. Adj. Retlo: 4.00 -4 sa0 k/“ i
“l Exp. Val. Ratio: 31.00
| Usa Relarive BT: No 4004 .
Int. Type: Manual i .
Retention Time: 8.57 min 4004
‘l Areat 10919  counts |
| Height: 1.126+005  cps
Start Times 8.40 min 200+
Bnd Time: 8.76 min MW
v o5 10 1S 20 25 30 35 40 45 50 55 0 65 7.0 75 80 65 9.0 5 0 165 10 1§ 2 o}
Time.min

il

L
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Ht@rlntlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 3 of 13
Printing Time: 02:18:09 PM LC/MS/MS #8
Exygen Study Number: L1874

Slmprm 0106020 Gontror” _ Saimpie ID. 021004407 Féw: LISTA WT i

Poak Name: 'C8 Mass(on); "313,0/269.0 avu”

Comment: "0106020 Cantrol® - Annolaton: = !
Semple Index: 10 |
Somple Type: Unknown
| concentxation: N/A 29083 855 !
' Caleulated Comc: No Intercept 2600 i
Acq. Dates 02/20/04
Acq. Time: 05:16148 AM 2600
Modifled: Yas 2400 ‘L
Bunching Pactor: 1 |
Noise Thrashold: 16.10 cpa 2% }
Area Threshald:  B0.43  cps 2000
Num. Smooths: |
RT Window: Bec 1800 ‘2‘70\ |
Expected RT: min ﬂ. 1153,

Sep. Widch: , teod msa“z‘ i w'w “ i
Sep. Heightr P
! Exp. Peak Ratio: § 1400 953 988 'u‘q[\/\ !
Exp. Adj. Ratio: £ y00 r MW ;
Exp. Val. Ratio: 0.43. \N\‘/"
Use Relative RT: 1000 LALN
ne. Type: Manual 800
Retencion Time: 8.56 min 6001
24655 cunnts
H-ighg. 2.4224+4003  cpa 8.37.
Start Times 8.319 min
2nd Time: 8.73  min
05 e 18 20 25 3o as 40 45 50 55 80 &% 70 75 80 85 90 95 100 105 110 15 120
Tira. mis.
m snmthum 0106020 Spk A, 50 niL" Suwth S021904-41C"  Fhe: ‘L1874 Wil
s
Sample Type: Qc 857
Concentration: 50.000 ng/mL ’
Caloulated Conc:  0.148  ng/me 8000
Are. Datar 02/20/04
|A:q. Time: 05:37:50 AM 5500
m Modified: You 5000
Bunching Factor: 1 !
No Thr ld:  16.10 cps 4500 .
Area Thrsshold: 80.49 cps §
Num. Smootha: s 4000
| RT Windows 30,0 anc l
| Expected RT: 6.0 wmin g as00 )
Sep. Width: 0.20 :
|I| Sep. Height: 0.01 2000 !
xp. Peak Ratio:  5.00 i
Exp. Adj. Ratios 4.00 2500 l
Exp. Val. Ratios 3.0
Ume Relative RT: o 20004
12.00-,
Int. Types Manual 3 106g 1125, 133 0T 1
Retention Times 8.57  min 1500 A |
"m Ares: 54952  counts 10004
Height: 5.7044003  cps i
Staxt Time: g.40 min 500 i
BEnd Time: 8.82 min |
a

Sample Index:

Sample Type: 2
Concentration: snc.ouu ng/mL 4304 ol
Calculated Cone: §18.212  ng/mL
02/20/04 4.0t
| Acq. Tine: 05:58:47 A
Moditied: Yo 35e4
Bunching Factor: 1
| Moise Threshold: 16.10 «cps
|| Area Threshold:  80.49 cps 3.0e4
Num. Smooths: 5
RT Window: 30.0  sec
| Expected RT: €.60 min B 25e
hl | Sep. Width: v.20 5
Sep. Height: 0.01
' Exp. Peak Retiol 5.00 E 2004
Exp. Adj. Rario:  4.00
Exp. Val. Ratio:s  3.00
Use Relative RT:  No 1504
Int. Type Manual
| Retancion "rimes 8.58 nia 10a4
- Area: 423861 counts
Heighta 4.27+004 cp=
Start Time: 8.40  min 50000
a T 9.87 I
Bnd Time: min sor.. 826 928936 965 992 1054, N0
05 10 15 20 5 a0 a5 40 45 5.0 55 [X] 65 70 78 LAY 85 90 -1 100 10.5 "o "5 120
Jima. min
WMI- *L1874-1 Spk C, 10000 ng/L DF = 100° Sarple ID: 021904-412° Fila: Tiaewir
“ Name: "C8 acid®  Mass(an): "313.0/268.0 amu®
Comm.m “L1874-1 Ska 10000 np/l. OF = 100"  Annolation: *
Sample Index:
Sample Type: oc ™
Concentzation: 100,000  ng/ml
Calculated Conc: 285.080  ng/mL 1604
Aeq. Data: 02/20/04
Acq, Time: 06:19:50 AKX
i Lasd
Moditied: Yen
Bunching Pactors 1
Noise Thresncids 16.10  cps 1204
Area Threshold:  80.43  cps
Num. Smooths: s
RT Window: 30.0 ec 1.004
Kxpected RT: .60 min
lifly sep- widen: 0.20
" Sep. Height: 0.01 8000.0
Exp. Peak Ratio:  5.00
Exp. Adj. Ratio: 4.00
| Exp. val. Racias 3.00 8000.0
Use Ralaciva RT: No
Manual 400G,
8.55 °
i 224957  counts
Height: 1.59e+008  cps 2000,
Start Time: 8.05  min © PPNV
| End Time: 9.83  min iRy }
05 10 15 20 2.5 30 as 40 45 50 55 8.0 65 70 75 80 85 %0 95 100 105 110 115 124

Tire. min

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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lgrinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 4 of 13
rinting Time: 02:18:09 PM LC/MS/MS #8

Exygen Study Number: L1874

o 8.55
Concentration:  100.000  ng/mL 3360 ¥
Calculated Conc: 79.503  ng/ml
Acq. Date: 02/20/04 8000
Acq. Time: 06:40:51 AM
] oditiea: Yos 7000
Bnnchlnq Factor: 1
Th) 16.10  cpa
” Area Threshold: 80.49 cpa 8000
Num. Smootha: 5
RT Window: 30.0 ec
Expected AT: €.60  min B‘ 5000
_ . Sep. width: 0.10 3
‘"‘ Sep. Height: 0.01 ?
Exp. Peak Ratio:  5.00 4000
‘ Exp. Adj Ratio: 4.00 £
Bxp ios 3.00
| une h).exvc RT: No 9000
Int. Type: Hanual
atentio: . - 2000
i :: .d ™ Time 102:1§5 EZ.‘,L. j027. 10781108 “35 - ",,\_
 Haight: 7.9704003  cos A AN
Start Pimes 8.22 min 1000
End Time: 8.81 min
I
! 05 10 15 20 25 30 as 0 45 50 55 €0 65 70 75 80 8s 10 105 1o s 120

Jime. mio

‘ Sample Index:
Sample Type: Q¢ 8.55
| Concentration: 100.000  ng/aL

calcula 339.636  ng/nL 2084
Acq. Date: 02/20/04
Acq. Time: 07101146 AM 1804
l Modified: Yos
| Bunching Facter: 1 1604
Noise Threshold: 16.10  cps
Area Threshold: 80.49  cps l4et
il Num. Smoothsa: S
RT Window:

asc
Expected RT: min § 1w

Sep. Widths
[

[
Bxp. Adj. Ratio:

l Exp. Peak Ratic
l‘ p. Ual. Ratio: 80000
|| vue Relative rr:
£000.0
Int. Type:
__ Retention Time: min 40000
.u Area: counts
Heights cps
‘ Start Time: min 20000
‘ End Time: =in 0.68

10.36.10 51 11.02 1162\”99:,

100 105 e 15 |2f1

Tioe. mio, A
i| Samp
l Sample Typs: QC 852
il concentration:  100.000 ng/nl 9000 |
© calculated Conc: 88.67)  ng/mL
Acq. Date: 02/20/04
Acq. Time: 07:22146 AM 8000
Moditied: No
nunchan Factor: 1 7000
1 16,10  cpa
80.49 cps
Num. Smoothms 5 6000
RT Windows 30.0 amc
Expected RT: 9.60  min § 5000
Widehs 0.20 =
Height: 0.01
Peak Ratio: 5.00 4000
Adj. Ratio: 4.00
Val. Ratic: 3.00
un Relative RT:  No 000
Typer valley
tion Time: 8.51 min 2000 11701183
107688 counts 1051, 10,89, "33\,, payi¥
Huqu B.460+003 cps
start Time: 8.05 ain 1000
End Times §.79  min

0.5 10 15 20 5 30 35 LX) 45 50 55 6.0 8.5 70 7.5 a0 a5

JDe.Oi0...
Fie. L1874 WIT-
- Peak Name: “C8 acid” W68
Commen wnnspka, 1oooorv1. or-mo' Annataton:
Sample Index:
Sample Type: o 855
Concentration: 100.060  ng/mL 1.2804
Calculated Conc: 171.802  ng/mb 1.2004
Acq. Date: 02/20/04
Acq. Time: 07:43:49 AK 1.1004
Hoditied: Yas 1.0004
Bunching Factor: 1
Noise Thresholdr 16.10  rpe £000.00
Area Thrashold: 80.49  eps
" Num. Smooths: s 8000.00
RT Window: 30.0  wec
8.60 min ﬁ'looo.oo
0.20 9
0.01 €000.00
5.00
4.00 E s000.00
Ratios 3.00
uu Relative RT:  No 4000.00
Int. Type: Hanual
| Ratention Time:  8.55 min 000.00
Areas 157322 counts
Height: 1.17e+008 cpm 2000.00 9.55. 9,66, 9.99 10.4 078, ! n 19\“515‘; 9.,
Start Tima: 8.1 min 1000.00 9.12
End Time: .84  min g o.r1 |
- 0.5 10 1.5 20 25 a0 as a0 45 50 55 €0 6.5 7.0 75 80 () 160 05 110 ns 120l
Lime. oo J

il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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-Prlnt:mg Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 5 of 13
Printing Time: 02:18:10 EFM LC/MS/MS #8
Exygen Study Number: L1874
Sampte Name: KGOZIO04-1, 25 ng/L- _ Sampla (0: 0Z 1904417 Fo: L1B74.wil.
Paak Name: "C6 acid™ Masw(es). "313.0/268.0 amu
Commant: *XC021004-1, 25 agL*  Annotation: ™
Sample Index: 16
Sample Type: Standaxd ase
Concentration:  25.000  ng/mL -
calculated Conct 38.174  ng/mlL 8000
Acq. Date: 02/20/04
Acg. Time: 08:04:48 AM
70004
[ Mot £iads '
ABunching Pactar: 1
Noise Threshold: 16.10 cps 6000
Area Threshcld:  80.49  cps
Num. Smootha: s ;
RT Window: 30.0 nec 5000
Expected RT: 8.60 min ﬁ»
Sep. Width: 0.30 -
Sep. Height: 0.01 4000
Exp. Peak Ratic:  5.00
Exp. Adj. Ratjo: a.00 i3
!xp val. Ratio:  1.00 2000
Relative RT: No F
]
Int. Type: Manual ¢
Retention Time: 8.54 min 2000 1083 110188 !
Arwas 77536 counta 53¢ mn&JOAS\v,V_.WwN«Mm\/I«/\ H
Hedght: 7.742+00)  epa 1000 9& 97: e i
Start Tima: 8.36 min
End Time: 8.82 min
| 0.5 10 18 20 25 a0 as ) 45 50 55 6.0 85 7.0 7.5 80 ) 20 95 100 105 116 1S 1201
Time.min ]
Sample Nerne: 116741 _Samgie ID: 1021004-413" ~ Fle: L1874l
| Poak Namo: ‘CBackt" Mase(os): “312.0/2€0.0 amu/ i
! Comment: "L1874-1"  Annotation: ™ '
Sample Indexs 19 ‘
Sample Typet unknown 852
Concentxation: n/A 2.1e8 g
Caloulated Cone: 3I5558.552 ng/mL 2.006
Areg. Datar 02/20/04
Acq. Timet 08:25146 AM 1808
Modified: ¥o
Bunching Pactor: 1 1808+
Noise Threshold: 16.10 cps .
Area Threshold: 80.49 cps 1.408-
Num. Smeotha: 5 .
RT Window: 30.0 sac X
Expactaed RT: 9.60 min 3 1208
Sep. Width: 0.20 ; E
Sep. Height: 0.01 .
Exp. Peak Ratio: 5.00 1008
Exp. Adj. Ratioc: 4.00 £ .
Exp. val. Ratio: 3.00 8.005-
Usw Relative AT: Ne
€085~
Ink. Type: Valley .
Retention Times - min
Area: 21286786  counts 4.065-
Height: 2.12a+008 cpx N
start Timer 8.21 min 2045
End Time: 8.0 min
! 073 1.54 A . . 3 11.21.21.31 1167
e os 10 .5 20 25 30 as 40 45 Yy 55 80 &5 70 75 8.0 35 9.0 95 100 105 110 15 120
Tina.coin
Sample Name: ‘L1874-1 Flep”  Sampie ID: 021004415 Fle: L1874 wAl
Poak Name: ‘08 ackc” Mass(wal: *313.0260.0 amu”
Comment: “L1874-1 n.p' Annotation:
Sample Index: :
Sample Type: Unlmawn 854 Y
Concentration: 2 2,008
Calcula 35137.363  no/aL i
Acq. Date: 02/20/04 1868 !
Acq. Time: 08146145 AM -
Modified: ye 1648
Bunching factor: 1
i 16.10  cps
Thresheld:  80.49  cps 148
s
RT Window: 30,0 aec 1208
Expected KT: 6.60 nin 5 :
Sep. widths v.20 " i
0.01 1,008
. 5.00 |
: 4.00 008
Exp. Val. Ratlo:  3.00 I
Use Relative RT:  Wo
6.05
int. Typa: Basa To Base
Retention Tima: 8.53  min 4005
Areas: 21147749 counts a
1 Height: 2.0le+006 eps
Seart Time: 4.19 min 2065
Bnd Time: 8.95  amin
05 t0 1.5 20 25 30 35 4.0 45 50 55 80 65 70 75 B.C 85 9.0 a5 100 105 1o ns 120
i
SamplcNum L1874-2° SUMIOD S021004420° T SLIETA W
ak Name: "C8 acid® Mase(sq): ﬁlsmnm
Commml “Lsr4z meuon .
Sample Index:
Sample Type: Unknavﬂ 854
% concentration: /A 2.008
Calculated Conc: 34832.512  ng/ml
Acq. Date: 02/20/04 1808 .
Acq. Time: 09107145 AN
L‘| Moditied: No 1.606
il Bunching raccor: 1
Noise Threshold: 16.10 cpe 1.406
Area Threshold: 80.49 cps o
Num. Smootha: 5
RT Window: 30.0 sec 1.208 )
Expected RT: 8.60 min 3 .
Sep., Width: 0.20 3 .
Sep. Height: 0.01 1008
Exp. Peak Ratic:  5.00
Exp. Adj. Ratio: e.00 £ 305
Exp. Val. Ratio: 3.a0
Use Relativs RT: Yo
8.0a5
Int. Typar Valley
Retention Time: 8.55 nin 4,005
Area: 20613458 counta )
Heights 2.01e¢006  cpe
Start Time: 8.24  min 2,005
End Time: 8.93  min ]
0 )
¢ 05 10 13 20 25 30 a5 40 45 50 55 80 85 7.0 75 80 85 9.0 95 100 108 111G 115 of
Timg. coin. )
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Printing Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 6 of 13
Printing Time: 02:18:11 PM LC/MS/MS #8
Exygen Study Numbexr: L1874

Sarmple Name: L1B74-3 OF = 1007 Sempie 1D; 021004 421~
Peak Name: "C3 ack™ Mass(os): 313.0/268.0 amws®
Comment "L1874-3 nF-mo- Annotaton: =

Sample Index:

Flo: "L1874.wil"

Sample Type: o
Concentration:  100.000  ng/mlL
Calculated Conc: 419.542 ng/mL 2404
Acq. Data: 02/20/08
Acq. Time: 09:28:48 AX 2204
Modified: Yos 2004
Bunching Factor: 1
Noise Threshold: 16.10 cps 1804
Arsa Threshold: 80.49  cps
Num. Smoothe: 5 1604
RT Windows 0.0 sec
! Sxp-ct-d R’l‘x 8.60 min 5 1.404
aths 0.20 5
. n.iahtx 0.01 g 1204
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 E ose
Exp. Val. Ratio: 3.00
Use Relativa RT: Mo B000.O
iac. Types Manusl
| Retention Time: 8.54 mia soo00
Arens 305241 counca
Haight: 2.39as004 ecpm 40000
Scare Time: 8.10 min
End Time: 881 min 20000
[X) 10 15 20 28 30 as 4.9 45 5.0 55 ) 65 70 7.5 a0 35 20 25 100 105 0 1S 12 u:
Time. mio. ]
Peak Name: “C8 acid™  Mass(1 T
i Commant “L1874-4 DF- 1000 !
Sample Index: i
Sampls Type: 855 ¥

Concentration: |no.nnn ng/mL 4

w calculated Conc: $6.320  ng/mL €500

Acq. Da 92/20/04

Acq. Timer 09:49:47 AH b

Modified: Yes 8500

Bunching Factors 1

Noise Thresiolds 16,10 cpa 5000

Ares Threszhold: 80.49  cps 4500

Num. Smooths: S

RT Window: 30.0 sec 4000

axpected RT: 8.60 min )

sep. Widehs 9.20 5 3500
q* Sep. Height: 0.01

Exp. Pask Ratior  5.00 3000

|| 2xp. Adj. Ratios 4.00

I| #xp. val. Ratior 3.00 2800

Il Dee Relarive mr: ¥o 2000

a2

Ine. Typa: 1az0. 11980 187
; Retention Time: 1500 68.9.95 1038, > A
n; Areas

Height: 1000

Stact Time:

End Time: Sco

s 10 (X1 20 25 k- as 4.0 45 &0 55 &0 8.5 20 7.5 80 a5 80 25 100 0.5 1"mo 1"s 129

Time. min
Sample Name: "XC021004-2, 50 ngl."  Sample [D: "021904-423"  File: "L1874.wiff"
| Peak Narre. "C8 ack™ Masa(es): '3‘80?2090!"!1' L
Comment; “XC021004-2, 5onq'L Arnatation: = i
Sample Index: 24 i
Sample Typa: Standard i
Concentration: 50,000  ng/mk 4208
Calculated Conc: No Intercept w000
Acq. Date: 03/30/04
Acg. Time: 10:10146 AN
Il
| moditiea: Yeu 3500
Bunching Factor: 1 !
Molise Threshold: 16.10  cps
Area Threshold:  §0.49  cps 2000
Num. Smecoths: 3
AT Window: 30.0  see
Zxpected RT: 8.60 min §» 2500
q} Sep. WiAth: 0.20 s
, Sep. Helght: 0.01
rn. Peak Ratio:r  5.00 g 20001
1 Exp. Adj. Ratio: 4.00
Exp. val. Ratio: 3,00 500
| Uee Relative AT:  Wo '
Int. Type: Manual
Retantion Time: 8.50 min 1000
e 41552 counts
Heights 3.6104003  cps 500
Start Times B.21 ain X}
End Timas 5.76 min
° (Y] o s 20 25 30 38 40 48 sSa 88 6o 85 7o 78 80 85 %o 5 100 103 1o
Thoe. ok
SunpkNuM 18748 Sample1D: Ao Tie: L1ET 4w
|y [} Poak Name:"C8 ack  Masa(es): *313.0/280.0 amu
Comment "L1874.5° Annotation: ™ 1
Sample Index: 25
Sample Type: Unknown ase
concentratians N/A
Calculated Conc: 64.394  ng/mL 1004
Aeq. 02/20/04 |
Acq. Tii 10:31:45 AM 9000.00 |
L [T IO Yeu |
Bunching Pactor: 1 8000.00 ;
Thresholds 1810 cpe
80,45 cps 7000.00
5
30.0  sac
8.60 min # 8000.00
0.20 n
sep. Height: 0.01 5000.00
| Bxp. Paak Ratlo:  5.00
Exp. Adj. Ratio:  4.00 E
)!KPA val. Ratia:  3.00 4000.00
Use Relative RT: Mo :
3000.00 :
Int. Type: Manual .
Retention Times 8.54 min
‘ Aveas 93192 counts 2000.00 oz 0873% 025 128015088
Heightr cpw 042 A_‘N/\/"W\N\/\,.,m..ﬂ » ]
Start Time: nin 1000.00 |
End Time: ain M
°.

[-X] 10 15 20 25 30 a5 40 45 5.0 (13 a0 85 70 18 €0 85 20 [X3 100 0.5 no 18 120

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538628
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.Pr1nt1ng Date: Monday, March 01,

2004

Set Number:

021904D ACSFM

Page 7 of 13

Printing Time: 02:18:12 PM LC/MS/MS #8
Exygen Study Number: L1874
Tamplo Name: "L1S74S Rep  Bample 10 021004425 Fie: LIB74. Wi 1
Poak Name: T8 acd®  Mase(ea): *3130/262.0 amu* I
Commant: L1874-5 Rep"  Annotaton: §
Sample Indax: H
Sample Type: Unknnun
Concentrations: N/A 10904
Calculated Conc: 64.677 ng/mo
Acq. Dater 02720704 1.0004
Acq. Times 10:52:45 aM
Moditiad: You 00000
Bunching Pactor: 1
Noise Threshold: 16.10 cps 8000.00
Area Threshold:  §0.49 cps
Num, Smooths: 5 7000,001
RT Windows 30.0  sec 3
Expected RAT: 8.60 min
Sep. Width: 0.20 5 8000.00 i
Sep. Height: .01
Exp. Peak Ratios 5.00 5000.00
Exp. 4.00 E
Exp. Val. + 3.00 400000
Use Awlative RTi  No
Ine. Type: Manusl 3000.00-
Retention Time: 8.55 wmin
Areas 93360  sounta 200000+ 10.90 n:o 1187
Height: 9.93a2003  opx Y N
Start Timms: 8.39 min 1000.00 -
End Tine: #.80 min
O 0 S 450" Gy
08 1.0 15 20 28 3.0 35 40 10 15 12 0f
1874, wHF" j
| Comment: *L1874-6"
Sampla Indmx:
Sample Typa: |
Concentration: 854
Calculated Conc: 71.068  na/mt 1.1084 |
Acg. Date: 02/20/04 !
Acq. Time: 11313146 AK 1.0084
Modified: Yan $000.00
sunching Factors 1
Noise Threshold: 16.10 cpw 1
Area Thresholds  80.49  cps 8000.00
Num. Smootha:
RT Window: 30,0 sec 7000.00
Expected RT: 4.60 min )
. Sep. width: 0.20 5 000,00 1
ﬂ Sep. Height: 0.01
Exp. Peak Ratio:x 5.00 5000.00
Bxp. AdJ. Raclo:  4.00 £
Bxp. Val. Racio: 3.00 1 1
Use Relative RTs No 4000.00 ‘
Int. Types Manual 3000.00
 Retantion Time: 9.54 min 1200, |
i s 97176  countm 200000 10251053 1126 i !
W Height: 1.03e4000  cps AR
ij starc Time: 8.39 min 100000 i
" 2ad Time: 8.80 min ;‘
30 a5 40 45 so 55 60 8.5 70 75 80 85 FY) 93 106 105 110 115 120
Tios.amio |
Sample Nama: "L1874-7 ;02 |
Poak Nama: "C8 acik”™ _Masa(cs): ':naumloum i
Comment: “L1874.7 DF = 100* Annotation: ** ‘
Sample Index: 3 i
Sample Typ#: o« 354 !
)| Concentration: 100.000  ng/mL 6378 - |
Calculated Conc: 37,167  ng/mi 6000 i
Acq. Date: 02/20/04 |
‘Acq. Time: 11:34147 aM 5500
Modi fied: Yos 8000
i| Bunching Factors 1
Noise Threshold: 16.10 cps 4500
Area Threshold: 80.49  cpm
Num. Smooths: s 40001
RT Window: 30,0 mec
Expected RT: 8.60 min B 25004
Sep, Width: 0.20 :
Sep. Height: 6.01 3
. P.-k Ratios 5.00 g 2000
4.0
1.00 2500 i
No 2000 v
11221158, 1174
Int. Type: Manual eI N VAN !
Retention Times 9.5¢ min 1500 79, 10214052, | At LY |
Area: 76935  counts 1000 °"_‘,7\,%W/m :
Height: 5.6304001  cpa 8.1 I
Start Time: .16  min 5004 |
Bnd Time: 8.7 min |
05 1.0 15 20 25 30 s 40 45 50 55 80 85 70 15 80 85 9.0 85 100 110 "s I2d
Jire. oo )
; Mass(es !
Gomment: "L1874-8 DF=|000 Annotation: = i
Sample Index:
Sample Typs: o 856 |
| Concantration: 100.000 ng/=L 5731 y
Calculated Conc:  16.724 ng/nL 3500
Acg. Date: 02/20/0¢ |
Acg. Time: 11:55:47 AM 5000 i
Moditied: You 4s00] i
Bunching Factor: 1 1
Noise Threshold: 16.10 cps 1
Aras Thresholds 90.45  cpe 40001
Num. Smostha: 5 [
RT Window: 0.0 =ac 3500 1
Expected RT: 8.60 min 5 3
Sep. Widths 0.20 S 3000 i
Sep. Height: 0.01 ;
Exp. Peak Ratio:  5.00 2500 i
Bxp. Adj. Racio:  4.00 £ |
Exp. Val. Ratios 3.00 3
Use Relative RT: No 2000 1187 L‘
10.96., 1442 |
tnt. Type: Manual 1500 s 10.3110. W/vj\\ i
Retention Time: 8.56 min 948, “7""\/"‘/\/
ifares; 64729 counts 1000 908 1
Helght: 5.05e4003  cps o |
Start Time B.15 min 5004 7.98 H
Bnd Tice: 8.79 min 7%, |
0 ]
05 10 15 20 25 30 35 40 45 50 55 60 85 70 75 80 85 9.0 95 100 105 110 115 120
Tiza.oi I
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Printing Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 8 of 13
Printing Time: 02:18:13 PM LC/MS/MS #8
Exygen Study Number: L1874

Sample Name: “XC021004-3, 100 ng/l" Sample ID: 021004420  Fie: "L1874.wiff"
Poak Name: “C8 add"  Masa(es): “313.0260.0 amu”

i Comment: *XC021004-3, 100 ng/L™  Aanclalion: ™
Sawple Index: 30 1
Sample Type: gtandard ™ |
Concantration:  100.000  ng/ni 6421 i
Ccalculated Conc: 24.974 ng/nL 8000 ]
Acqg. Date: 02/20/04 i
Acq. Time: 12:16:46 M 4500
[ Moaifiad: Yan
Bunching Factor: 1 000
Noise Threshold: 16.10 cps P
Area Threshold:  80.4% cpa
Num. Smooths: 5
RT Window: 0.0 aec 4000
Expucted RT: 8.60  wmin
Sep. Width: 0.20 3800
Sep. Height: 0.01
Exp. Peaak Ratio: 5.00 g 3000
Exp. Adj. Ratio:  4.00 i
Exp. val. Ratio: 3.00 2500 “1
u: Relative RT: No 2000 :‘
Int. Type: Manual 1M1z, 1133 1182
_{ Retention Times 8.54  min 1500 552275 10141048 AN WL
Areas 69655  counta 1000 S'W AW
Haighe: 5.75a4003  cpe
Start Time: 8.16 min 500 i
End Timat 8.78 min i
1
1.0 15 20 25 30 as ) 45 50 &5 €0 es 70 78 80 a5 90 95 100 105 1o s a2y
Tine. 0. ]
]
acd’ Masy ;1
Comment: *L1874-3°  Annotaton: ™
Sample Index: 31
Sample Type: Unknown 8.53
Concentration: N/A
Calculated Conc: 22679.287  no/mL 1.305
Acq. Date 02/20/04 1290
Acq. Time: 12:37:45 PN -
I o £10a. You 11081
Bunching Factor: 1 1.008 4
Noise Threshold: 16.10 cps : i
Atea Threshold:  80.43  cps 90651
Num. Smcoths: 5 K
RT Window: 30.0  mec Pyl i
, Expected RT: 9.60 min .
| Sep. widcth: 0.20 X 7.0654
| Sep. Height: 0.01 .
Exp. Peak Ratio: 5.00 6.085 .
Exp. Adj. Ratio: 4.00 £
Exp. Val., Rativ: 3.¢0 5.05
Usa Relative RT: Mo
. 4005 |
Int. Types Hanual I
Retantion Time: 8.53  min 3065 ]
Area: 13596928 counts ]
Height: 1.34e+006  cps 20e8
Start Time: 8.33 min 1.065
End Time: 8.91 min :
071 1.4} 149 454480488496 544 685 6.18 650 6.827.21.7.487.73,8.048.11 905,921,951 987 10163051 11.12 1192
e 05 10 15 20 25 30 35 «0 ) 50 55 8.0 a5 7.0 75 8.0 as 2.0 85 100 165 40 115 120
e Tima, min
"Y Sampia Name: "L1874-6 lop'®  Sarple ID: 021904431 File: ‘L1874 will"
|I Posk Name: "C8 acid®  Masa(as): "313.0280.0 amu*
Camment: *L1874-9 Rap”  Annotation: =
Sample Index: 32
Sample Type: Unknown 853
Concentration: N/A 1.2808
Calculated Conc: 22163.540  ng/mL 1.20081
| Acq. Dates 02/20/04 :
‘ ! Acq. Time: 12:58:44 PN 1.1008 [
I |
Moditied: Ho ]
Bunching factor: 1 ! 1
Noise Threshold: 16.10 cpa 0065 1
Area Threshold:  80.4% cpm o i
Num. Smooths: ] 00654
RT Window: 30.0  mec 3 s !
, Expuctwd AT 8.60 min J
‘ width: 0.30 s 70068 ;
Heights 0.01 ] )
Peak Ratio:  5.00 g 6.005 :
Adj. Ratio: 4.00
Val. Ratio:  3.00 6.0008 |
Relative #T:  No 4.00e5- ]
Int. Type: Base To Baze
Retention Time: 8.53 min 2.0045
Area: 13287989 counta
Height: 1.2804006  cps 20065
Start Time: 8.26 nin
‘ End Time: 8.95 nin 10045
10 1§ 20 25 30 35 «0 45 S0 55 60 €5 70 75 80 85 90 85 100 105 1o 115 120
Lime..om, 4
i
Comment: '
Semple lndex: 33
Sample Typse: Unknown 8.52
Concentration: N/ 1.308 .
Calculated Conc: 22407,801  ng/ml .
Acq. Date: 02/20/04 1.208 ;
Acq. Time: 01119:42 BN
1108 ,
Moditied: You
Bunching factor: 1 1098 i
Nolse Threahold: 16.10  cpa H
Azea Threshold: 90.4%  cps 0.005 |
Num. Smooths: 5 '
RT Window: 30.0 sec 8.0e8
Bxpected RT: 8.60 min E» {
Sep. Width: 0.20 . 705 |
Sep. Height: 6.01 i
Exp. Paak Ratlo: 5.00 8.0e5 1
Exp. AAdj. Retio: 4.00 £ |
Exp. Val. Ratlo: 3.00 5065
! Use Relative RT: Ho 065 i
InE. Typa: Manual
(M, Retention Time: 8.52  min 3083
[ Axe. 13433831 counts
Heights 1.3204006 cps 205
start Time: 31 min
|| Zna Time: 8.90  min 1065
i
05 10 i) 20 25 30 as 40 4.5 50 55 8.0 €5 70 75 8.0 85 2.0 95 100 105 10 115 120
Ting. oo

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Printing Date: Monday, March 01, 2004 Set Numbexr: 021904D ACSFM Page 9 of 13
Printing Time: 02:18:14 PM LC/MS/MS #8
Exygen Study Number: L1874

Sample Name: -L1674-11 DF = 100" 10: 702190443 F: ‘L1874.WAT"

C8 acid” 01): "313.0/268.0 amu®
: L1874 DF-wo- Annotation =
sample Index:

Sample Type:

Concentration: wa.nco ag/ml 1904
Caloulated Cone: 307.842  ng/ml 1.804
Acq. Date: 02/20/08
Acq. Timer 01:40:41 P00
A 1804
(N xoassiaas Yee
Bunching Facear: 1
Noiea Threshold: 16.10 cos 1404
Area Threshold:  B0.49 cps
Num. Smoothe: 5 1.204
| BT window: 30.0  sec
Expected RT: 860 min
i sep. Wideh: 0.20 1.004
s.p Height: 0.01
. Peak Batio:  5.00
sxp Adj. Ratio:  4.00 80000
Exp. Val. Ratio:  3.00
Use Relative RT: No 80000
\ Int. Types nanual
Retention Time. 52 min 40000
Area: 230547 counts
| Height: 1.8204006 cpa
[ start Tims: 7.99  min 20000
| Snd Time: 8.85 min T

os 1.0 18 20 25 30 s 40 45 50 85 80 85 1o T8 80 BS 90 95 100 10.5 "o s 2o
1904434 Fle: "L1B74.wilf"

Intensity, cps

|

"OB acid" Masa(os)
Cormment: "L1874-12 DF-IMT Annotation:

0 Slwll Index:
swln Type:
Csnc-ntratianx 100 BDB ng/mL

£.55
4 Conc: 47.175  me/mL
02/20/04
Acq. Time: 02:01139 oK
| Moditied: Yeu
lunchinq !ICtoxx 1
1d 16.10  cpa
80.49  cops
)lmn. fmoothu: 5
AT Window: 30.0 sec
Expected RTt 8.60 min §
di| dep. Width: 0.30 -
l’ Sep. Height: 0.02
i Bxp. Peak Ratio: 5.00
Bxp. Adi. Ratior 4.00
Exp. Val. Ratier 3.00
Usa Ralativs RT: Mo
Int. Type: Manual
;| Retention Times 8.56 min 1184
f 82910  counts g0 7e M2y ML
" Helghts 6.760+003  cps v43, 083020 NN ST
Start Time: . min
End Tima: . min
b A A ™M s,

§8

gEggsagegd

500
A
1000
500
Y} 10 5 20 25 30 35 a0 45 ) 55 €0 6.5 70 7.8 a0 85 20 05 100 105 110 115 120
Toe oo
Sampla Namé: *XC021004-3, 100 m/L”  Sample ID: *021604-435°  File: "L1874.witf*

Il PuhNum "C8 acid” Mass(es): "313.0/262.0 amu® |
| (©021004-3, 100 Annotaticn: ** I
i 5 36 !

Sample Type: Standard
I 852 I
| concencration: 100.000  ng/mL 8410 |
Calculated Conc: 18,164  ng/mb 8000
Acq. Date: 02/20/04
Acq. Time: 42122040 PM 5500
[ ]
Modifieds Yeos
| Bunching Pactor: 1 8000
Noism Threshold: 16.10 cps 4500
Area Threshola:  B80.49  cps
Num. Smooths: 5
RT Window: 300 sec 4000
_j Bxpactad RT: 9.60 min 5 3500
“l’ﬂnp widehs a.20 s
s.n Height 0.01
. Peak Ratio:  5.00 3000
Rxp. Adj. Retlo: 4.00
Exp. vai. Ratio:  3.00 2500
Use Relacive RT:  Ho 2000
Int. Typas Manual 1500 200,
Retention Time: 8.52 nin 10.10 10881120 1§ 69} N H
Area: 65589  counts 1000 9.20.934 8.84 PP pria, e i
Helght: 5.76a+003  cpa a0, s
Start Times 8.26 min 500 1
£nd Times 8.7  min |
e N e AR e A A AP AP AN i
. 10 1.5 20 285 30 as 40 45 50 55 80 8.5 70 75 80 85 8.0 95 100 15 "Ho "s 120
—LKD4. 0NN <
File.
Sample Index: 37
Sample Type: Unknown 854
Conaentration: u/a 2000
¥o Intercept
92/20/08 2800
Acq. Time: 02:43:38 PN
2600
™ sitiaa Yos 2400
Bunching factor: 1
Woise Threshold: 16,10  cpx 2200
Area Threshold:  €0.49  cps
Num. Smooths: H 2000
RT Window: 30.0 sec
Expected RT: 8.60 min § 1600
Sep. Width: 0.20
Sep. Height: 0.01 ‘°'5,m3°
Exp. Peak Ratio:  5.00 Vw
Exp. Adj. Ratio: €.00 sz& ":’?v/ \ " A e
Exp. Val. Ratlo:  3.00 LGV
Use Relative RT: No 8. /
792, '
nt. Manual 2 [
Recention Time: 8 min 789,

“ ‘ Areas 23638 counts 683
! Heighes 2.1404003  opm y
| Stare Time: §.40 min
‘ End Time: 8.76 min

11

[

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538631
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‘Mprinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 10 of 13
Printing Time: 02:18:15 PM LC/MS/MS #8

Exygen Study Number: L1874

Sampie Name: [L1B74-13 Rep’  Gampie D, 021004457 Fie. “L187.wil
Poak Name; "C8 add”  Mass(ve): “313.0280.0 amu®
Comment: “L {874-13 Rep"  Annctaton: *

Semple Index: 38
Saxple Type: Unknown 554 .
Concentrations H/A r i
Caloulated Cone: No Intercept 3000 }
Acq. Date 02/20/04 26001 ;
Acq. Time: 03:04:38 PM b
‘\“ Modifiad 26001 l
f .
Bunching Factor: 24007
Noise Threshold: cos 2200
Area Threshold: cpa
Num. Smoothat 2000
RT Window: sec
Expected RT: min B 1800
Sep. Widcth: S 16004
Sep. Height: y
Ep. Feax Ratio: g 14004 037 s W‘on o e 2%
Exp. Adj. Ratio: E 924 p. £ A
Exp. Val, Ratio: 12001 W l/\«[\/\/‘\NU’\(VVV//\‘
Use Relative RT: 1000 ' »/\\/J 7 v
Int. Type: valley 00
Retention Time: B.34 min
‘. Acwas 20525  counts €00
K Height) 2.12e+002 cps 400
Start Timer 8.42  min
End Timer €.96 min 200

2.0 95 10.0 105 1.0 1ns 120

Peak Name: 'CE acid”  Mase(ss): "312.0/269.0 amu™

I Sample Name: "L1874-14" Sample ID "021904-438"  File: "L1874.wifl"
Comment: “L1874-14"  Annotation: ™

Sample Index: 39
Sample Type: Unknown 0.50 !
Concentration: N/A §
28004
Calculated Cone: No Intareapt
) Acq. Data: 02/20/04 26004 |
Aca. Time: 03:25:39 PH |
| 2400+
I oz esaa: Yes
Bunching Factor: 1 2200
Noise Threshold: 16.10 cps
Threshalds 80.49 cpa 2000
Num. Smooths: 5
RT Windaw: 30.0 sec 1800
, Expacted RT: .60 min § 1600
‘\ Sep. Width: 0.20 q mu\mu -
i} sep. Height: 0.01 1400 . "
Exp. Peak Ratio:  5.00 E 053 ,J\'\\J‘ 037 oy
Exp. Adj. Ratio: a.00 E 1200 9.07.9%, M’\ﬁj\' \U“' N o
Exp. Val. Retio: a.00 10001 © ik Ly
Ums Relative AT: No
8004
Int. Type: Manual
i Retention Time: €.59  min 00
[ | Axea: 31576 counta
Height: 1.9504003  cps 400
Start Time: 8.36 min 200

acid®  Maos(
“L1874-15 DF = 100*  Aanotation

| sample Index: a©
} Sample Type: oc as?
Concantration: 100.000  ng/mk 8500 |
Calculatad Conc: 21.820  ng/mL ,
Acq. 02/20/04 5000
Acq. Time: 03:46:36 PK
”II‘ Moditieds Yeu 4500
|| Bunching ractors 1
| Noiss Threshold: 16.16  cps 4000
|| Ares Thresnolds 8045  cps
! Num. Smooths: 5 B0
RT Window: 30,0 aee t
Expected ET: 8.60 nin
Se widch: v.20 4 000
| Sep. Helght: 0.01
| Bxp. Peak Ratic:  5.00 2600
“ Exp. Adj. Ratio: 4.00 .
Exp. Vall Ratio:  3.00 2000
1 Use Relative mT: No ]
1500 i
Int. Type: Manual 11673175 |
Retention Time: .57 min 1000033, 1082 11285 N I
Area: 68368 counts 1000 NN v !
Heighe: 49704003 cpa i
Start Time: 8.12 min 500 b
End Time: 3.75 min |
3

1

i Peak Nama: "C8 ackf® i
Comment. “1.1874-18 DF = 1000° i
Sample {ndex: “ !
Sanple Type: Q¢ 857 i

|

|

|

Concentration:  100.000  ng/uL 5500
21.519  ng/mL
Acq. Date: 02/20/04 5000
Acq. Time: 04:07:38 PX
Moditied: Yo 4500
| Bunching ractor: 1
i Noise Thresnold: 16.10 cps 4000
| Area Threshold: 80.49  cpe
dum. swoothsi 5 3500
RT Window: 30.0 smc
Expectad RT: 8.60  min 3 3000
‘ Sep. Width: 0.20 3
Sep. Helight: 0.01 :
£xp. Peak Ratio:  5.00 g 2500
Bxp. Adj. Ratia: a.00 E
Exp. val. Ratia: 3.00 2000 |
Use Relative RT: No “
Ine. Typas Manast 1500 10z 1058 1081 1180, vzoec i
Re tion Timat . min 42,10 My
m"ﬂlhr at 67830  counts 1000 9.20, mWWWMW\
| Heigne: 4.964+00)  cps ‘
| start Time: 8.15 min 500 084 1788 ‘
” End Time: 8.83 min

Tize.min

W
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 11 of 13
Printing Time: 02:18:16 PM LC/MS/MS 48

Exygen Study Number: L1874

Sample Index:
Sample Type: Standard
Concentration: 250.000  ng/mL 2084
Calculated Conc: 242.766  ng/nmL :
Acq. Date: 02/20/04
Acq. Time: 04128137 PM 1804
Modified: No
| Bunching Factor: 1 16e4
Noise Threshold: 16,10 cps
Area Threshold: 80.49 cps 1404
Num. smoothe: 5
RT Window: 30.0  wac
Expacted RT: 8.60 min § e
Sep. Width: 0.20 3
Sep. Height: 0.01 1084
Exp. Peak Matio:  5.00
Exp. Adj. Ratio: ¢.00 £
Exp. Val. Ratio: 1.00 800090
Use Relative RT:  No
€000.0
; Int. Type:
Retention Time: 8.54 smin
Armn: 199708 eount s 40000
Height: 2.01e+004  cpm
Ed tine HE - o000 922850801 00T loge s 1SR
10 15 20 25 30 as 40 45 50 55 LK 65 70 75 ao 85 90 85 00 105 11a 15 12 04
Jiog.cio
| i
Sample Index: [H) i
Sample Type: Unknown
Concentration: N/A 5.205 854 1
Calculated Conc: §559.254 ng /aL 5.008 !
Acq. Date: 02/20/04 :
. Acq. Time: 04:49:36 PM 4545
K voaiziea: Yeu
Bunching Pactor: 1 4.005-
ise Threshold: 16.10 cps
Threshold: B0.49  cpa 3.505 I
Num. Smooths: s '
RT Windows 30.0 mec 1
Expected RT: 8.60 min } 3.005- ;
Sep. Width: 0.20 9
Sep. Height: 0.01 g 2.505
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00
Bxp. Val. Ratio: a.00 2,005 |
Use Relative BT+  No i
1.808.
Int. Type: Manual
Retantion Time: . min
Il Area: 5165241  counts 1008 ]
Height: 5.15e+005 cps
Start Time: 8.32 min 5.004 |
Bnd Time: 8.92 min
o 271 7.727.96.B.08 .259.51  9.95 1025 10.42 10831136 1199,
a5 10 15 20 25 30 35 40 45 50 55 80 &5 70 7.8 80 85 20 °s 186 105 Mo 15 12
Time. min i
Sample Name: "L1374-17 Rep"  Sampie D: "021904-443" L1874 wiff* |
m Poak Name: “C8 acid”™  Masa(es): *313.0/260.0 amu™ i
Comment: "L1874-17 Rep”  Annotaton: = I
Sample Index: €«
Sample Type: Unknown 854 i
| Concentration: N/A 5,005 i
Calculated Conc: 8263.185  ng/ml |
Acq. Date: 02/20/04 |
Acq. Time: 05:10¢34 FM 4.505. i
I
| Modified: Yes 1
Bunching Factor: 1 4095 i
Noise Threshold: 16.10 cpa
)Au Thrashold: 9 cpm 2.595 i
Num. Smoothm: |
RT Window: sec
Bxpected RTs 8.60 win § 3.005
Sep. Widths 0.20 2 i
| Ml sep. Moighe. 0.01 258 i
Bip. Peak Ratio: 5.00
Exp. 4lco
B, 3.00 20051
Use Re No
1.508:
Ine. Types Manual
Retention Time: 9.54 min 1.088 '
Axea: 4988466 counts :
Height: 5.06¢4005 cps
Start Time: 8.3 min 5.004
End Time: 8.90 min
0. e o
05 10 15 20 2% 30 35 40 45 590 £ (0] 85 70 75 ) 83 ) 85 WwWe 195 vg s 2o
Tire. mun

Sampie L1574 Wil I
Peak Name: "C8 ack™  Masa(es]: “313.0/269.0 amu’
Comment: “L1874-16%  Annotation: ™

Sample Indexs s )
unknown a5 ‘
: Iy 5088 |

Calculated Conc: 8284.408 ng/mb ) i

Acq. Date: 02/20/04 v
Acq. Time: 05:31:36 PK 4.508 .
Modified: Yes 4008 i
Bunching Factor: 1 :
Noise Threshold: 36.10  cps :
Area Thresheld: 80.49  cps 3508, ]
Num. Smoothe: 5 '
RT Window: 30.0 vec
Expected RT: 8.60 min g 30es .
Sep. Width: 0.10 g
¥ Sep. Height: 0.01 i 2.5057 i
Il mxp. Peak Ratios  5.00 ] ‘
Exp. Adj. Ratio: 4.00 =
H Bxp. Val. Ratios 3.00 2005 |
Use Re jve RT: No l
1.5054 |
Int. Type: Hanual |
jil ; Retention Time: 8.54 min 1.005]
\I | Aveas 5001138  counts :
“ Height: 5.04e+4005 cpsm
Scart Time: 8.32 min 5.004- i
J End Time: 6.92 min |
' 0. _— i
05 10 15 20 28 30 a5 40 45 5.0 55 6.0 &5 70 7.5 80 85 ) 95 100 105 10 115 120
Jine. o |

"
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 12 of 13
Printing Time: 02:18:16 PM LC/MS/MS #8
Exygen Study Number: L1874
Samp!
Sample Typw: oc
Concentration: 100,000 ng/al
Calculated Conc: 141.419 no/al 1.1004
Acq. Dater 02/20/04
Acqg. Time: 05:52:39 PM 1.0004 4
Moditied: Yos 6000.00
Bunching Pactor: 1
Noise Threshold: 16.10 cpe
Area Thresholds  80.49 cps $000.00
Num. Smootha: 5
RT Window: 30.0 nec 7000.00
Expectesd RT: B.60 min }
Sep. width: 0.20 = 8000.00
Sep. Height: 0.01
Exp. Psak Ratjo: 5.00 5000.00
Bxp. Adj. Rmtic:  4.00 E
Exp. Val. Ratio:  3.00
Use Relative RT:  Ho 4000.00 1
Int. Typw: Hanual 3000.00
| Ratention Timar €.53  min i
; Araa: 139181  eounts 2000.00 ¢
Height: 1.07+004 cos
Start Time: 8.09 min 1000.00 N P O A Tt
End Time: 8.85 min
[X
[0 10 15 20 25 a0 35 [} 45 50 55 8.0 85 70 75 80 35 90 95 100 105 110 115 120
Time. min
!
add”  Mass(t
"L1874-20 DF = 1000
Sample Index: «
Sample Type: oc 853
Concentration: 100.000  no/aL [
Calculated Conc: 40.815 ng/nL 8000
Acq. Date: 02/20/04
Acq. Time: 06113137 PN 5500

! Modified: Yes 5000
Bunching Factor: 1
Noise Threshold: 16.10 cps 4500
Area Threshold:  §0.43  cps
Num. Smootha: s 4000
RT Window: 30.0 BaC

" Expected RT: 8.60 min £ 1500 |
Sep. Width: 0.20 5

u Sep. Helght: 0.01 5 20004 |
Exp. Peak Ratio:  5.00 k] |
Exp. Adj. Ratio: 4.00 3 '
Exp. Val, Ratia. 3.c0 2500
Use Relative RT: Ne 2000 I
Int. Type: Manual

| Retention Time: _ 6.53 min 1500 s 1101 N
A 79113 counts 1000 o1, 067,281 1202 1 AN
Height: 5.610400)  cpa
Start Time: 8.11 min 500
End Time: e.74  =min A

05 10 15 20 28 30 35 ) 45 50 55 6.0 65 7.0 78 80 [X) 90 95 100 05 10 1S5 129
Tims. min

i J] S¥nbie Name: "XC0Z21004-3, S00ngl." _Sample I0: :021804-447° File: L1874 Wit

M} | Posk Name: "0 aor msata: ‘31202680 amu”

Comment: *XC021004-3, 500 gl Aanctation: =
Sample Index:
Sample Type: Standard 854
Concentraticn:  500.000  ng/mL aTes
Calculated cConc: 532.878  ng/mL 25041

' Acq. Date: 02/20/04 g
{ Acq. Time: 06¢34136 BH

\M Modified: Yes 3004
Bunching Factor: 1
Noise Threshold: 16.10 cps
Ares Threshald:  80.49  ops 2504
Num. Smcotha: 5
RT Window: 30.0  amc
Expacted RT: 6.60  min }

Sep. Widths 0.20 = 2004

M | sep. Haighe: a.01

‘!m. Peak Ratio:  5.00

4.00 E yse
xp 3.00
No }
Manual 1004
8.55 min
372911  counts
k Heights 3.6He+004 cpm 5000.0
‘ Start Time: 8.33 min
l End Time: 9.80  nin 290 820 91,938, 9611008, 10411073 10311149
15 20 25 30 3s [X) 45 0 S5 60 6.5 70 75 80 (X 90 5 100 15 e s 120
Tims. o
i
. Sample Index: I !
| sampie Type: Unknawn
| concentration: BiA 18001 |
Calculated conct No Intercept
03/20/04
06:55:35 BN 18004
T poastieas Yeu \ ,
: Bunching Factox: 1 12004 )\‘ \V\\ !
| Nolme Thresholds 16.10  cps } P v
. Area Thrasheld: 20.49  cps ¥ \ V\wm{\\,w \ i :
Num. Smooths: 5 ’ | v W J
RT Window: 30.0 sac 1000 i i
Expectad RT. 9.60 min E- ]
Sep. Width: 0.20 z J \,,

B sep. Height: 0.01 g 800 :
Exp. Peak Ratio:  5.00 i
Bxp. Adj. Ratio:  4.00 £ .
Exp. Val. Ratio:  13.00 800
Use Relative RT:  Wo

|
Int. Type: Nanual 400 i
Retention Time: 8.59 min
11557  counts
Height: 1.02¢+003  cpe 200 |
start Timet 034 min ’JV\"V“\Aj ‘
| End Time: 8.76  min
" [
05 1o 15 20 28 30 35 40 45 S0 55 60 85 70 75 80 85 90 85 100 105 110 115  1z0
Tina.min

i
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“erntlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 13 of 13
Printing Time: 02:18:17 PM LC/MS/MS #8
Exygen Study Number: L1874
Sampie Name. "L1874 21" Sampe 1D, T P L1874
Paak Name: "C8 ackd” - Maes(as): *113.0/280.0 armu !
[ "L1874-21"  Annotation: ™
Sample Index: 50
Sample Type: Unknown 854
Concentration: N/A
Calculsted Conc: No Intercept 2200 i
Acq. Date:r 02/20/04
Acq. Time: 07:16:26 PN 2000
Modified: No
1800
Bunching tor 1
Noise Threshold: 16.10 cpa 000
Area Threshold: 80.49 cps L
Num, Smoothes 5
RT Windov: 30.0 sec 1400
Expected RT: 8.60 min ﬂ' 1136 1195,
Sep. Width: 0.20 5 12004 072 f\/’\\"
il sep. Height: 0.01 §.77, 10181050,
L Exp. Peak Ratio: 5.00 g 16004 94 3 ﬂh W"\'\/“" ek
Exp. Adi. ot 4.00 912, /
Exp. Vi ot 3.00
Use Relative RT: No 800+
Int. Type: Base To Base 800-
. Retsntion Times 8.54 min
i 22 19267  ocounta 400 794 816
M} taighe: 1.7%a4003  cpr 598 820 7%
Start Time: 8.26 min L] 202 83 8.81
geart Tin 826 min 2004 ¢, 17 © 13186202 54y 273597507 345 584 428 ay0 503 561 M
. 10 15 20 25 30 35 40 45 85 85 90 95 100 105 110 1s 120
T oio
w 6840 o
8500
Acd. Date: 02/20704
Acq. Time: 07:37:39 PM 6000
Modified: No 2500
Bunching Factor: 1
Noiss Thresholds 16.10 cpam 8000
Area Threshold:  80.49 cpm
Num. Smoothss 5 45003
RT Window: 30.0 =ac
Expectsd RT: 8.50 min ﬁ* 4000
Sep. Width: 0.20 S 3500
'n Sep. Heights 0.01
Exp. Peak Ratio: 5.00 3000
Exp. Ad3. Retio: «.00
Bxp. Val. Ratiocs 3.00 2500
Uss Relative RT: Neo
2000
Int. Type: Valley 1500
| Retention Time: B.54 win 1148 V1 B4
! 45571 counta gea 978 1031 1082 W08 [ an
I : 5.3604003  cps 1000 sz, JBHIC, IV
scarc Tinme: 8.07 min
00 o 8.04,
£nd Tine: 8.81 wmin 16705 2 168 250 284 339363 441423 455 400524 S56 585 829 6487, 778,
v LE] 10 15 20 25 30 35 40 45 50 55 80 as 70 75 ao as 80 95 100 105 tHo 15 1204
Time, cin i
Sampia Nama "L1874-23 OF = 1000 Sample ID: ‘021004451 Fio: L1874.wil" |
M“I FnkNlm- "CBacd Mass(en) "3130/268.0 amu” |
Comment; ‘L 1874-23 DF-loOO' Ancotation: ;
smph Indexs
sampl- Type1 284 E
Concantration: 100, nno ng/ml 5307 ]
Calculsted Conc: 15.305 ng/ml 5000 u
Acq. Date: 02/20/0¢ !
Acq. Time: 07:58:40 PM i
‘ 4500 '
B0 Moai £10a: You
Bunching P 4000
Thr 16.10  eps
Threshold: 80.49 <ps
Num. Smooths: 5 2600
RT Window: 30.0 =sC
Expscted RT: 8.60 min 5 3000
”' Bep. Width: 0.20 5
Eep. Heights 0.01 1
Pxp. Psak Ratio: 5.00 2500
Exp. Adj. Ratio: 4.00
Exp. Val. Ratio:  3.00 2000
Use Relative RT:  No j
3 y ]
Int. Type: Hanual 1500 9‘\" \J 145 2007
Retention Times 9.54 min 837665, 1001, 1077 /\j\\j\»,\/\/\/“ |
Area: 65673 counts 10004 |
Haight: 4.760+00)  cpa ]
Start Time: 8.14 min 5004 i
End Tine: 8.81 min ]
0.5 1.0 20 25 30 35 40 45 50 55 6.0 8.5 10 18 80 a5 8.0 .5 100 105 10 AL 120
Ing.o /
Sample Indax:
Sample Type: Standard B.S3 |
Concentratian: 1000.000 ng /mL 6.504 ‘
Calculated Conc: 1006.3170 g /mL §
Acq. Da 02/20/04 6.004
Acq. Time: 08:19:42 PM 5504
Modiftied: No
Bunching Factor: 1 5.0044
Noise Threshold: 16.10 cpe
i| Area Threshold: 80.49 cps 4.504
" Num. Smootha: s
RT Window: 30,0 sec 40044
Expected RT: 2.60 min § N
Sep. Width: 0.20 s Sed i
Sep. Height: 0.01 !
Exp. Peak Ratin: 5.00 g 3004
Exp. Adj. Ratio: ¢.00 £ I
Exp. Val. Ratio: 3.00 2.504 i
Use Relative RT: No 2004
g §
1.504
\|I|‘ l 655620  counts
“ Heights 6.450+004  cps 1.0e4
Scart Time: 8.22 min
£000.0
\! End Time: 6.88 min \ 7 207,818 92493 9631002 ___ 1083 1125 1177 |
: 05 10 15 20 25 30 35 40 45 50 55 80 o5 70 75 80 85 90 95 100 05 1o 115 120
Jine, min ]

iid
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ernt:.ng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 1 of 13
Printing Time: 02:18:4% PM LC/MS/MS #8
Exygen Study Number: L1874
Sampie Nama: "XC021004-0, 0ng'L"  Samgie ID: "021804-401" Hh.'Lll_'M.vdlf' i

i I Peak Name: “Cacid” Mass(os) "413.0/369.0 amu®
Comment: *XC021004-0, OWL Annotation: =
Sample Index:

Sample Type: stunda
Concantration: n.ano ng/mL 2600
Calculated Conen <0 L
Acq. Date: 02/20/04 2400 ;
Acq. Time1 02:28:54 AM
200
M Modified: No
Runching Factar: 1 2000
Noimse Threshold: 17.18 cos
Ares Threshold:  §5.91 cps 1800
Num. Smooths: 5 1071
RT Window: 30.0  sec 1600 | 1086
Expscted RT: 8.92  min & i
“ Sep. width: 0.20 s 4w / \ 49 11y
JHli Sem- neight: 0.01 1018
Bxp. Peak Ratio:  5.00 § 1200 A A NW\‘,\/‘,
Bxp. Adj. Ratio:  4.00 £ \4{\\/
Exp. Val. Ratior  3.00 1000
Use Relative RT:  No 00
Int. Bass To Bass
Retention Times 8.87 min 400
[l »zwas 17251 cuunts w0
Height: 2.060+003  cpw
Start Time: 8.78 min
End Time: 9.05 min 20
0.5 1.0 1.5 20 25 2.0 33 40 45 50 55 LX) 6.5 70 75 80 85 80 95 00 105 110 415 120
Tima.min
Sample Name: "XCOZ1004-1, 25 ngiL"_ Sample ID; 021904402 Flle: 'L1874, il
| Peak Name: “C8 acid® Mu) *4120/260.0 amu®
Comment: XC021004-1, zsnm. Annotation: =
Sample Index: I
Sample Typs: Szlnd.rd 8se |
Concantration: 25.000 ng/mt, 8912 N
Calculated Cone: 15.622 ng/mL 8500
Acq. Data: 02/20/04
i Aca. Time: 02:49:55 AM 8000
w Modified: 5500
Bunching Factar:
Noiss Threshold: cpe 5000
cpe
| Num. Smooths: 4500
AT Window: aec
Expected RT: min 3 o0
Sep. Width: q
m Sep. Haight: 3500
Exp. Peak Ratio: 2000
Exp. Adj. Ratio: )
Exp. Val. Ratio: 2500 v
Use Relative AT: 3
2000
Int. Type: Exponential Skim N
Retention Times 3 min 1500 1074 yo8a  t1m7,
“ Arear 61461  counts 9609.81., 10.20, 10,37 /‘/\’”wm,«\, VAN
Height: 6.5204003 cpm 1000 \/\/"VV\""\
Start Timer 8.68 min
End Time: 9.15  min 500
v 05 ) 8 20 28 30 35 ) 45 50 55 80 6.5 10 k0 80 as 80 95 100 05 11a 115 2d
Iima.cin
Samphe Name. “XC021004-2, 50 ng/l-_ Samphe (0 1021904403"  Flle: "L1B74 Wi
| Pk Nome: C8 ackl” _ Masa(es): *412.0/080.0 amu
Comment: *XC021004-2, San’L Annotation:
Sample Indax:
Sample Type: scmd- rd 291
Concentration:  50.000  ng/aL 9920
Calculated Cone: 57.838  ng/aL
Acg. Date: 02/20/04 9000
luq. Times 03210152 AM
‘I Modified: No 8000
Bunching Pactor:
Noime Threshold: cps 7000
Area Threshold: cp
Num. Smooths:
RT Window: s0c 6000
Expected RT: min §~
Sap. Width: -
[ o0
ap
l = 4000
| B . o1 .00 y
Use Relative BT ¥o X
3000
nt. Type: Exponential skim
Retention Time: 6.91  =min 2000 1078
iy Aseas 89033 counta 1088
Height: 9-5104003  cps ssaoer wstoqr AP 12078
Start Time: 8.79 ain 1000 B 4
&nd Time: 9.15  min 1.28
20 25 30 35 “w 45 50 55 60 65 70 15 80 85 90 95 100 10.5 110 1S I2C’
Tims min,
I ]\
) Sample Index:
Sample Type: Stendara 889
Concantration: 100,000 ng/aL 1764 X
Cone: 107.246  ng/mL 1804 R
02/20/04 i
03:31:51 AK :
F 1404
Moditied: o i
Bunching Factor: 1 |
| Noise Thresnola: 17.18  cpa 1204 i
| Avea Thresnold: 85.51  cpa i
Num. Smooths: s X
RT Window: 30.0 sec 1,004 >
Expected RT: 8.92 min ) i
s. . Widehs 0.20 z
+ Haight: 0.01 8000.0 \1
!xp. Peak Ratlos 5.00 |
Bxp. Adj. Ration 4.00 £ ;
- Val. Ratio: 3.00 8000.0
Use Rulative RT: No .
Exponential Skim 4000.0
£.89 nin
f Az 150353 counts
Height: 1.6404004  cpa
Start Time: 8.7% min 20000 926,50 °W’QJ\~3 nns 9 1185
End Time: 9.15  min 120 ]
o 05 10 1.5 20 25 30 as 40 45 50 55 60 63 70 ) 80 as 20 95 100 105 1o 115 12q
Tima.mip |

i

d
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‘Wzrinting Date: Monday,

March 01,

rinting Time: 02:18:46 PM

Exygen Study Number:

L1874

2004

Set Number:

021904D ACSFM

Page 2 of 13
LC/MS/MS #8

*021904-405"  Fite. "L18T4.milf"

1 St.nd-xd
Concantration;  250.000  ng/mL
calcuiated Conc: 245.850 ng/aL 3.504
Acq. Date: 92/20/04
Acq. Time: 02:52:48 AN .
il moas £Leas No a0es ;
| Bunching Pactor: 1
” olee Thrashold: 17.18  cps
Area Threshold:  85.91 cps 2564
Num. Smooths: 5
RT Window: 30.0  sac :
Bxpected RT: 8.92  min
;. Sep. Widths 0.20 ~ 20a4
( Sep. Height: o.a1 g
Exp. Peak Ratfo:r  5.00
’ 2xp. Adj. Ratio: 4.00 £ 1504
Exp. Val. Ratio:  3.00
| vsa Relacive RT: W
Int. Type: Valley 1004
Retention Time: 8.93  min
“ irea: 322374 counts
Height: 1.61a¢004 cpm 50000
Start Time: 8.70 min
End Time: 9.2¢ min g9t 1022 1087 (10901140 1176
o8 10 15 20 25 an 3s 4.0 45 5.0 55 60 a5 70 7.5 80 1o 18 azg
Tina, o '
L1874 W
‘
| 7 :
}s.mpla Typer Standard 888 H
| Concentration:  500.000  ng/mL ) 4
 ¢alculated Conc: 51B.354 ng/mL T.004 v
02/20/04 b
0d:13:49 AN bt
il 8064 !
| Noaitiads No |
Bunching Factor: 1 5508 |
Noise Thresholds 17.18 cpe "
85.91 cpn 5,004
Num. Smooth s i
| RT Window: 30.0  aec : 4504 !
| Expacted RT: 2.9 min
widehs 0.20 ;4o ‘
| “ Heights 0.01 g 3564 H
Paak Ratio: 5.00
Bxp. Adj. Ratie:  4.00 E 3064 4
I Bwp. val. Ratio: 3.00 i
If Usa Relative RT:  Wo 254 '
i
' Ink. Type: Base To Base 2004 .
| Retention Time: 2.88  min 1504 .
“ §60575  counts
i 1 gl 7.19+004  cps 1,084
|| seare Time 9.75  =in
|| End Time: 8.19  min 5000.0
3 10 5 20 25 30 35 40 45 5.0 55 80 &5 7.0 75 20 8s 90 8.5 100 WS 11D 11§ 12«1J
Jima min 1
ple *XC021004-6, 1000 ng/L"  Sample ID: “021904-407"  Flie: *L1874.wiff" i
Name: "C8 acid® Mass( 13.0/369.0 amu®
Cornment: "XC021004-8, 1000 ng/L"  Annclator: =
Sample Index: 8
Sampls Type: standsra 887
Concentration:  1000.000  ng/mL 1408 ¢
' calwvulated Conc: 797.044 ng/mL 1308
Acq. Dacter 02/20/04 h
Acq. Times 0dr3drda AN 1.208
" Hoditied: o 1.108 ‘
Bunching Pactoz: 1
Noime Threshold: 17.13  eps 1.008 !
Area Thremhold:  85.9L cpa !
F¥um. Smoothm: 5 2084 (
RT Windows 10.0 ses
Expacted RT: 8.92 min § 8004
Sap. Width: 0.20 s ] |
1"'\ Sep. Heights 0.01 E 7.004 |
Exp. Feak Ratia: 5.00
i . Ad3: Raties 8.00 8.0t ;
£ val. Ratio: 3.00 5.004 4
Il Usa Relative RT: Wo
40044
Int. Type: bass Tc Base
Retention Time: 8.87 min 3004
Area: 1254675 counta -
Heighte 1.38e4005  cpw 2084 \
start Time: 8.75  min
£nd Time: 9.18  min 1004 ;
00 |
(X) 10 15 20 25 20 3s 40 45 50 55 80 Y 1.0 75 80 85 80 s wo 105 o 11s szd
Ticgic _
Fllo: “L{874. wif"

Comment mwm Annctaton: ™

‘ Sample Index:
Sample Type: nnknwn
Concentration: N/A
Calculated Cenc: 1.849 ng/=L,
Acq. Dat: 02/20/04
Acqg. Time: 04155:46 AX

. oaitiad: No
| sunching Factors 1

| Nolwe Threshold: 17.18 cps
|, Area Threshold: 85.91 cps
' Num. Smooths: 5

RT Window: 30.0 sec
Expected RT: 8.92 min
sep. widen: 0.20
[ 0.01
5.00
4.00

Exp 3.00
Use Relative RT: No

Int. Type: valley
Rstentlon Time: 9.87 =nin
19545 counte
| 1.844+001  epm
| Start Time: 4.73  min

|| End Times 9.05 min

|

intensity, cps

4.0 45 590 85 80 85 70 7.5 80 85 80 9.6 100 10.5 11.0 16 ‘20‘

'
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3M_MNO01538637

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0251



rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 3 of 13
rinting Time: 02:18:46 PM LC/MS/MS #8
Exygen Study Number: L1874
Y Sample Name: 0108020 Controf. _Sampie ID; “021904-409"  File: L1874 wifl~ ¥
§ [ Posk Nomo: "C8acd”  Mase(os): °413.0/389.0 amw” {
I Comment: *0106020 Contral® ~ Annatation: ™ !
Sample Index: 10 i
Samp. Type: Unknown 2.83
Concentration: N/A 2131 g
# Calculated Conc: No Intercept 20001
Acq. Data:r 02/20/04
Acq. Time: 05:16:48 AM 1800
Il Moditiaa: No
Runching rar: 1 1600
Noise Threshold: 17.18 cps
Ares Threshald:  85.31 cps
Num. Smootha: s 14007
RT Window: 30.0  sec
Expected RT: 8.92 min 5 1200 10 57\‘0-75_
Sep. widths 0.20 : /‘\ :
[l 55~ Hoiomes olo1 1000 pag, 970 1032 N jJMM’V\v ¥
Exp. Peak Ratio: 5.00 ﬂ ﬂ v
Exp. Adj. Ratio:  4.00 wh
Exp. Val. Ratio: 3.00 800 y
ul Re. ive RT: Ro
00
Int. Type: Base To Bass i
Retencion Time: 6.63 min ¥
‘ml Avea: 14731 counts 400 |
Height: 1.69e4003 eps [
Start Tima: 8.94 min 200 119 }
\ End Time: 9.09 min "’\f\"\l\/\%\f\ 1.6 35 i
‘
05 10 15 20 25 ag 3§ 40 45 sp 85 80 65 70 75 80 85 90 95 w¢ 108 1o 15 120
ime, in :
Sample Nerme: 0106020 Spk A, 50 ng/L* _Gampie ID: 021004-410"  File: "L1B74.WiT- f
i Poak Name: ‘C8add" Masa(se): *413.0/260.0 amw* !
Commant: 0106020 Spk A, SOAgAL™  Annotation; ™
Sample Index: 11 i
Smmple Type: Q¢ }
Concentration: 50,000 ng/ml.
Calculated Cone: §62.7%6 ng/ml. weo !
Acq. Data: 02/20/04 f
Aca. Time: 05:37:50 AM 8000 i
\' Modified: No :
Bunching Pactor: 1 7000 :
Noise Threshold: 17.18 cps !
Area Threshold:  85.91 cps i
Num. Smootha: s $000
RT Window: 30.0 aec :
Expected RT: 8.92 min -3 i
Sep. Width: 0.20 s %000 !
Sep. Height: .01 g i
Exp. Peak Ratio:  5.00
Exp. Adj. Ratio: 4.00 £ 400 I
EXp. Val. Racior 3.00 ’
il vew Relative nTc ¥o 3000 |
Int. Type: Bass Tc Base !
Retention Times .97 2000
m'r Area: 92726 counts
| Height: 9._86es003 cpm
Start Time: 8.75  min 1000
‘ End Time: 815 min 013 ass 118 1 218 308 apam 534 463 103
05 10 1.5 20 25 30 as 40 45 50 55 60 8.5 70 75 80 a5 20 85 100 105 110 115 12
Zin,
Sample Name: 0106020 Spk B, 500 ngiL"  Sampie 1D: File: "L1874.WF" i
Im Poak Nama: 'C8 ack” Masa(os): *413.0/389.0 smu”
! B Comment: 0108020 Spk B. 500 ng/L™  Annatation' **
|| sampie Index: 12 ;
|| Sample Typ oc 8.90 '
.| Concentraticn: 500.000 ng/nL 8.084 |
' calculated Conc: 581.733  ng/al :
Acq. Date: 02730708 !
Acq. Time: 05:58:47 AN 7.004 i
5" Modified: ¥o ‘
Bunching Factore 1 &.004 i
Noise Threshold: 17.18 cps !
Azea Threshold:  85.31 cps .
Num. Smooth: 5 500t ;
RT Window: 30,0 wac - i
Expected FT: 8.92 min 3
[l Sep. Wiath: ©.20 " v
| | sep. nHeigne: 0.01 4.Det :
i $.00 i
<.00
’ Bxp. Val. Retio: 3.00 3004 h
Use Relative RT:  No !
int. Type: Dase To Pase 2004 ,
Retention Times: 8.90 ain
i Area: 739215 counts
Height: 7.990+004 cpa 1004
Start Time: 8.73 min
End Time: 921 min 932950 1021, 1037 1078 _ 1136 1170
os 10 15 20 25 a s 40 45 50 55 80 85 70 75 (X4 85 20 95 100 108 110 ns 120
Tima, mio.
wap [] ook Name: "CB acid®  Mase(ss): *413.
Commeni: “L1874-1 Spk C, 10000 ng/L. DF = 100"
Sample Index: 13
Sample Type: Q¢ 887
Concantzation:  100.000  ng/mL 2005
Caleulated Cone:r 2042.012  ng/mL
Acq. Date: 02/20/04 2405
Acq. Time: 06:19:50 AM 2205
W yoaitieds No
Bunching Factor: 1 206§
Noise Threshold: 17.13 cps
Area Threshold: 85,91  ops 18a5
Num. Smooths: S
RT Window: 30,0 sec 1805+
Expected RT: 8.92  min §‘
Widths 0.20 ;1465
Helght: 0.01
Peak Ratlor  5.00 g 1205
Ratio: 4.00 &
|| B*» . Ratio: 3.00 1.088 i
Use Relative RT: No 8.004
1n - Base To Base R
Retention Time: 8.87 min 60847 1
M taz 2551601  counts woet ‘
|| Beghts 7.590+005  cps .
Start Time: 3.68 min 2041 ‘
|| Ena Time: 9.22  win .
|
o -
s 1.0 18 20 25 .0 a5 40 45 50 5.5 60 a5 70 75 80 85 9.0 o5 10.0 105 10 "5 129
Time.min ]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Printing Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 4 of 13
Printing Time: 02:18:47 PM LC/MS/MS #8

Exygen Study Number: L1874

"Sample Nerme: ‘L1874-5 Spk O, 10000 nglL OF = 100" Sampie ID. ‘021904413 File: "L1674 wiT"
Peak Namo: ‘C8 acikd™ Mass{vs). “413.0/389.0 amu”
Comment L 18745 Spk D, 10000 gL DF = 100" Anotstin; =

Sample Index:

Sample Type: o
Concentraticn: 100,000  ng/aL 2004+ 889
Calculated Cone: 139.078 ng/mL
Acq. Date: 02/20/04 18044
Acq. Time: 06140151 AN 8
I oaieiaa: ¥o 1804
Bunching Rackor: 1 )
Noise Threstold: 17.18 cps
Area Threshcld:  85.31 cps Raed
Num. Smootha: 5
RT Window: 30.0  sec 1.204
Expected RT: 8.92 min 3
Sop. Widch: 6.20 :
. Height: 0.01 1.084 4 i
eak Ratio:  5.00
Eep. Ad). Retio: 4.0 E 00004
Exp. Val. Ratio: 3.00
Uwe Relative RT: No
60000
Int. Type: Bass To Base
Recencion Time: 8.89 min P
Area: 189855  counts 40000 L
| i 1.97e+004 cpa
Start Time: 2.75  min 20000
Bnd Time: 9.17 min S N,
05 10 15 20 28 90 85 40 45 50 55 €0 85 70 75 85 90 95 100 105 110 115 120
Time.mia

Poak Name: "C3 add”  Masa(sa): *413.0/960.0 amu*
Comment; L 1574-9 SGKE, 10000 nglL. DF = 100" Annotalion: =
Sample Index:

I SnmploNum SL1874-0 Pk €, 10000 ngL DF = 100" Sampie 10; 021904414 Fia: “LIGT4.WAT

Sample Type: Qc 889
CGoncantration: 100.000 g/l 2064
Caleulated Cone: 218.286 ng/nlL
Acq. Datae: 02/20/04 2804
' Acq. Time: 07:01:46 AM 2604
I Mol tieds No
Bunching Factor: 1 24ed i
Noise Threshold: 17,18 cpsa 2204
Threshold: 85.51 cps !
Num. Smootha: s 2004 !
RT Window: 30.0  sse I
| Expacted RT: 8.92 min § o i
Sep. Widcth: 2.20 5 1664
Sep. Height: 0.01
Exp. Peak Ratio: $.00 ? 1o
Exp. Ad). Racio: .00 2 2
EXxp. Val. Ratio: 3.00 8
Usw Relative AT NHo 1,004
Exponantial Skim 8000.0 i
. min
i 289405 counts 60000
Halghe: 3.02e4004  cpa 40000 ]
Start Tima: 8.69 min ]
End Tima: 9.17 min 20000 8998 1037 1084 1125 11 57_) |
oe LX) 1.0 .8 2.0 25 a0 3s 0 a5 50 53 8.0 a5 7.0 7.5 80 LX) 80 9.5 100 0.5 "o ARE-] 124
‘ Time. oo
‘Bampie Nama: "L 1874-13 Spk F, 10000 ng/L 3 Flie: "LIB74.vatf
|\' Poak Name: "C8 acid®  Maes(or): *413 0/369.0 amu* i
Cammant: 'lm'l‘d:lSka 10000 rg/l. DF = 100" Annotation: ™ 1
Sample Index:
Sample Tyne: ™ |
Concentration: mo.ono ng/nl 2004 |
Calculated Conc: 135.892 ng/ml
Acq. Date: 02/20/0¢ 18044
Acq. Time: 07:22:46 AM
' Modified: No 1804
Bunching Pactor: 1
17.18  cpa
Ares Threshold: 85,91  cps 1404
Num. Smootha: s
RT Window: 300 mec 1.2¢4
Expected RT: 5.92 min 3-
Sep. widchr 0.30 -
Ml s-p. Helght: 0.01 1.00d4
5.00 [
4.00 80000 |
xp atia: a.co
Use n.l-:iv- RT:  No ]
60000 }'
inc. Type: B To Bame !‘
Retention Time: 8.87  min 4000.0 :
I Area: 185906 counte 1
Height: 1.96e4004 cps \
Start Time: 8.62 min 2000.0
End Time: 9.12  min e s
4
05 10 1.5 20 25 30 35 4.0 45 50 55 6.0 [-X] 70 75 o 85 90 95 100 105 "o 15 29
Jime. oin .
Sampie Name. 1‘!7#'7&#6.1@0@[ DF = 100" Sample ID: D21904-418"  File: "LIS74.WiIT
Masa(es). "413.01369.0 amu”
mm I!74‘I7Sﬂlﬁ. 10000 npL. DF = 100"  Aanciaton. ™
Sanple Index: s
Sample Type: «© 888 ‘
Concentration: 100.000  ng/mL 4004 i
Cones 304.306  ng/aL f
02/20/04
07143149 AX 3504
Moditied: Ho .
Bunching ractor: 1 i
Noise Threshold: 17.18  cps 3004 ;
Area Thresholds 85.91  cps P
Num. Smoothss 5 !
RT Window: 30.0  amc 2504
Expected RT: 8.92  ain B
Sep. Width: 0.20 s |
Sep. Height: 0.01 E 2004 I
| mx . pask Ratio: 5.00
| Exp. Adj. Ratia: 4.00 E
|| Exp. val. Ratio: 3.00 1.504
Use Relative RT: No
Int. Type: Exponantial Skim 1.004 |
R 8.88  min
394913 counts
40204004  cpm
\snx: Time: §.69  min 50000
| nd Tize: $.14 min 9.99 1049 1093 1185, 1186
—
X ] 10 1.5 20 25 30 35 40 45 50 55 &0 85 7.0 75 80 BS 90 9.5 10.0 0.5 10 1ns 120
Jima. min

i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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! Printing Date: Monday, March 01, 2004
02:18:48 M
L1874

Printing Time:

Exygen Study Number:

amu’
Comment: "XC021004-1, 28 nglL*  Annotation: ™
Sample Index: 18

— &

Set Number:

021904D ACSFM

Page 5 of 13
LC/MS/MS #8

i
'
i
Sanple Type: Standaxd 885 :
Concentraticn:  25.000  ng/mL 8500 !
Calculated Conc: 30.484  ng/mL T
Acq. Date: 02/20/04 60004
Acq. Time: 08104:49 AN .
H 5500 1
|98 Moditied: Ne !
Bunching Factor: 1 5000 t
Noise Threshold: 17.18 cps
Area Threshold:  85.91 cos 4500
Num. Smooths: 5
RT Window: 30.0  mac 4000
Expected RT: 8.92 min 3
Sep. Width: 0.10 5 3500
i oee- Beigne. 0.01
Exp. Peak Ratio:  5.00 3000
Exp. Adj. Ratio: 4.00 £
Exp. Val. Ratio:  3.00 2500
Use Relative RT:  No ]
2000
Int. Type: Base To Base
i Retention Time: 8.85 min 1500 i
Area: 55084 countas A PN
Height: £.240400)  cps 1000 A A
Seare Tima: a.74 min
Bnd Time: 9.11 min o0
P, S
0.5 10 1.5 20 28 30 35 40 45 50 55 €0 8.5 7.0 75 80 8§ 90 95 100 WS 1o 11§ 120
Time. oo
Sample Name: "L1574-1" _ Sample ID: 021904-413"  Flle: "LI1GTA. WM™
‘ Peak Name: "C8 ackd™  Mase(ss): “413.0/360.0 armu®
Comment: "L.1874-1*  Annotation: ™
Sample Indext 19
sample Type: unknown B8.A2
Concentration: N/A 8.508
Calculated Conc: §2063.451  ng/mL 1
Acq. Date: 02/20/04 &0e8
Acq. Time: 08125146 AM
5.508
Modified: o
Bunching Pactor: 1 5.008
la:  17.18  cps
85.91  cpa 4508
Num. Smooths: 5
RT Windows 30,0 mme 4.008
Expacted RT: 8.92 min &
Sep. Width: 0.20 s 2505
Sep. Height: 0.01
Exp. Feak Ratio: 5.00 .08
EXp- Adj. Ratio: 4.00 £
Exp. val. Katio: 3.00 258
Use Relative RT: Nu 2068 i
Int. Type: Exponential Skim !
Retantion Times 8. min 150 ¢
[l Ax: 77043750  counta !
Height: 6.5644006 cpm 1008 {
Start Time: 6.67 min
End Time: 9.14  min SDes '
079 123, .46 813,842 855 . {
i 05 1o 18 20 25 30 25 40 4% 80 585 60 €8 70 75 80 85 %0 85 100 105 1o 15 2q
— Tkne.nio .
i Bampie Nome: ‘L1674-1 Rep"  Gampie ID: 021904419 Flle: "L1B74.wHl"
“ Paak Nams: (ve): 413.0/360.0 amu" i
Comment: "L1874-1 Rep®  Annolation: ™
Samplea Indax: 20 |
Sample Type: Unknown 886 !
Concentraticn: N/A 0508 |
62139.761 na/nl :
02/20/04 €098 |
Acq. Time: 0B:146:45 AM
55084 !
Modified: No |
Bunching Pactor: 1 5.0
Noise Thraskold: 17.18 cps
Ares Threshold:  85.91 cps 450 !
Num. Smootha: 5
RT Window: 10.0 sac 4000
. Expected HT: £.92 min 3
i Sep. widtn: 9.20 . 368
i Sep. Neight: 0.01
Exp. Peak 5.00 ? 3068
g Add. 4,00 £
lx:. val. 3.00 250 4
U use Relative AT: Ho 2008 1
Int. Type: Exponential Skim 1566 H
Retention Time: $.86 min
Ar 77118458 counte 1006 ‘
Heightr 6.53es006 cps h '
Start Time: 8.70  nin
| End Time: 9.18 nin 5.0s5 }
' |
0S8 10 1.5 20 25 a0 s 40 45 50 55 80 £5 70 75 8.0 85 9.0 113 10.0 105 1o ns 129
oo, !
Fio. "L1874.wt™ i
E 'sak Name: ack”  Mass( :
Comment: “L1874-2"  Annolation: i
Sample Index: 21 :
Sample Type: Unknown 6.87 !
| concentration: H/A 8.408 !
61004.408  ng/mL 4068 i
02/20/04
Acq. Time: 09:07:45 AN 5508 .
[ fes !
| Nodified: ¥o
| Bunching ractor: 1 5.008
| Noise Thresnold:  17.18  cpa 1508
Area Threshold: 85,91 sps N
Num, Smecoths: s
RT Window: 0.0 sec 40w
Expacted RT: 8.92 nin § 3568
‘ Sep. Width: 0.20 ; :
Sep. Height: 0.01
Exp. Peak Ratio:  5.00 3008 .
Bxp. Adj. Ratio: 4.00 !
‘Bxp. Val. Ratio: 3.00 2508
Use Relative RT:  Ho 2008 )
Int. Type:
' tion Times 8.87 nin 1.500 !
| 76729380 counts 1os |
i Height: €.370+006  cps :
start Time: 8.72  ain
| End Time: 9.26 nin 8005
65 10 15 29 25 30 as 40 43 50 55 6.0 (0] 70 75 8.0 85 9.0 95 100 105 110 115 120
Time. min

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0254

3M_MNO01538640



rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 6 of 13
Printing Time: 02:18:49 PM LC/MS/MS #8

Exygen Study Number: L1874

Q¢
100.000 ng/mL

Calculated Conc: 2492.109  ng/mL
Acq. Date: 02/20/04 3,008
Acq. Time: 09:38:48 AN
Moditied: o
Bunching 1 2508
Noise Threstold: 17.18  eps
Ares Thrashclds  85.31 cpa
Num. Smooths: 5
RT Window: 30.0 205
Expacted RT: 8.92 3
Sep. wWidth: €.20 5
i sep. Heigne: .01
I Exp. Pask Ratio:  5.00 1.608
Bxp. Adi. Ratio:  4.00 E
Exp. Val. Recio:  3.00
Ralacive RT: Ko 1,008
Int. Types Exponsntial Skim
Retantion Times 8.85 win
Area: 2110189 counta
L 004
Start Time: 8.64 win
Bnd Time: 9.17  min
0.

05 10 15 20 28 30 35 40 45 5.0 55 80 68 10 75 80 8s
Time. mio

oo
100.000

+ 179.082 ng/nl )
02/20/08
09:49:47 AN doet
|\ Modified: No 4004
Bunching Factor: 1
Noise Threshold: 17.18  cps
Area Threshald: 85.91 cps 3.504
Num. Smootha: 5
RT Window: 0.0 sec 2004
. Expacted FT: 6.92 min 3
Sep. Width: 0.20 g
| ap. Height: 0.01 2504
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 E o0m
Exp. Val. Ratlo: 3.00
Ume Relative RT: Na
1504
Expenential skim
i 9.88  min 3
| : 487727  counts 1004
4.97¢+004  cps
8.66 min 500001
End Time: 9.15  min

05 10 1.5 20 25 EX) a5 LY 45 50 55 LX) es ro 75 a0 as

100 10.5 1a 15 29

Jima.oin.

Sampla Name: XC21004-2, 80 ng/L° ~Sample [D: 021904 423" Fio: "LIBTA Wi

Poak Name: 'C8 acid” Mass(ss): "413.0/389.0 amu

Cammant: "XC021004-2, 50 nglL*  Annotation: ™
Saxple Index: k1]
Sample Typet Standaxd
Concentration: §0.000 ng/nl
Calculated Conc: 53.321  ng/mL

2508 879 !
9000
Acq. Da 02/20/04
Acq. Time: 10:10:46 AM
[l 0]
Modified: ¥e
Bunching Pacter: 1 !
Noise Threstold: 17.18  cps 70001 ;
Area Threshald:  85.91 cpe i
Num. Smooths: § 8000 |
RT Window: 30.0 ec ‘
Expected RT: .92  min 5
""‘ Swp. Widihs 0.20 s 5000 |
s.p. Height: 0.01 i
Poak Ratio: 5.00 |
-xg. 3 io: 4.00 4000 |
Exp. Val. Retio:  3.00 !
Use Relative RT:  No 2000 {
tnt. Type: Base To Dase :
Retention Time: 2.79  min 2000
Area: 83427  counts i
Height: 9.0004003  cps A TS
Start Time: Bin 1000 hat A i
20 25 30 a5 40 45 50 55 €0 (-1 70 15 80 88 80 25 100 105 10 15 120
Jioa.on.
Sample Indexs :
Sample Type: Unknown 0.57
Concentration: LY 2800
Calculated Conc: 3.261 ng/mlL
Acq. Date: 02720104 2600
Acq. Time: 10:31t45 AX
- 2000
Modified: No
Bunching Factor: 1 2200
Noise Threshold: 17.18  cps 2000
Area Threshold: 85.91  cps
Num. Smootha: s 1800
RT Window: 30.0 sec H
Expected RT: 8.92  nin § 1800
Sep. Width: 0.20 g <o 12.00.
Sep. Height: 6.01 ; 1 084 1086 1140 -
Exp. Psak Ratio: 5.00 A
Exp. Adj. Retlo:  4.00 E 12w 9. '\ 975 i ,\A/"/‘N“\'\,\l /“_,/vx’ i
Exp. Val. Ratio:  3.00 1000 w/\l v
Use Relative RT: o
800
Exponential skim 1
‘Ii Retantion Time: 8.87 min 800 145 ;
1Bl Area: 21298 counts ; i
Height: 1.9604003  cps 400 !
Start Time: 8.70 =min !
|| End Times 9.06 nin 200 |
o v !
05 10 15 20 23 30 35 40 45 50 55 60 B 70 78 g0 85 s0 95 160 w©5 110 s iz2d
Time. win J

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0255
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derntlnq Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 7 of 13
Printing Time: 02:18:50 PM LC/MS/MS #8
Exygen Study Numbexr: L1874
T4 1
[l Masel |
Comment: 11!74-5!1.;: Annciat
Sample Index: 26 l
Sample Typa: Unknown 0.98 H
Concentration: N/A r !
Caloulated Concs  0.438 ng/ml 2600
02/20/04
Acq. Time: 10352145 AM 2400 887
' Modifiea: No 2200 !
| Bunching Pactar: 1 i
| Noise Threshold: 17.18  cos 2000 \
Area Threshold: 85.91 cps 1800 .
Num. Smootha: 5 :
RT Window: 30.0  sec 1600 :
Expected RT: 8,92 min 3
Sep. Width: 0.20 5 1400
|Wl sop- Heignts 0.01 ' m77 nss\”%‘ ;
Exp. Peak Ratic: 5.00 1200 s«s mm\ A .
Exp. Adj. Ratio: 4.00 E V
=xp, Val. Ratio: 3.00 1000 /\/ /\JV-” \ i
Use Relative RT: No .
800
tht. Type: Base To :
Retention Time: 8.87 @00 1.1
Araa: 17758 y .
h Haight: 1.8242003  cpa 400 77 0.30543 688718727 ;
Start Time: 8.75  min |-1.67e5 106 5.02 |
End Time: 910 min 20 41 274 34 4
05 10 15 20 25 an as 40 45 50 55 60 63 70 7.5 80 85 ) 95 100 15 16 1§ 1201“
Tima. i, J
pie Narmo: 1D: %021004-428"  Flle: "L1E74.wiff" 1
w Feak Name: "C3 Mass(os): *413.0:360.0 amu® I
Comment: "L1874.6° Annotation: " !
Sample Inde 27 |
Sample Type: Unknown 8.82 r
Concentration: N/A 2800 097 ¥ |
4 Cone:  2.057  ng/mL H
. 02/20/04 2400 !
. 11113146 AX |
2200 I
‘“ Nodified: No .
Bunching ?actox: 1 2000 ]
Threshold: 17.18  cps
Threshold: 85.91  cps |
Hum. Smooths: 5 i
RT Window; 30,0 sec :
Expected RT 8.92 mia ]
Sep. Widths 0.20 to70 1200,
Sep. Hol:b:x . g.:; 991 1055 r\,vos? N J H
Exp. Peak Ratio; . \ | (\ ”'N!
Exp. Adj. Ratio:  4.00 MVWJ\’f'f‘) ) L
Exp. Val. Ratio: 3.00
Use Relative AT No ‘
Heights 2.02e4003  cps '
Stazt Time: 8.70 ain i
End Time: 3.12  mia
95 160 105 1o s 120
Sample Name: "L 1874
Paak Name: 'C3 acid”
Comment
Sample Index:
Sample Type c 8.7
Concentration: 100,000 ng/aL 1704
calculated conc: 115.692  ng/mL 1804
Acq. Date: 02/20/04 A .
ii Aeq. Time: 11:34547 AN
I Hoditiad: wo 1404
Bunching Factor: 1
Noise Threshold: 17.18 cpa 1204
Area Threshold:  85.91 cpa !
Num. Smooths: 5
RT Window: 30.0 aec
Expacted RT: 2,92 ain g toe
‘I Sep. Width: 0.20 s
Sep. Haight: 0_01
Exp. Peak Ratlo: 5.00 g 8coa.0
Exp. Adj. Ratio: 4.00 .
Exp. Val. Ratie: 3.00 J
Use Relative RT:  No 80000
Int. Type: Base Ta Bace
Retention Tims: 4.87  ain 40000
Areas 160836  counts
Helghts 1.67e+004  cpa 20000
Start Time: 8.68 -?n . 9.54 m|%_ 1079 L2 1187,
1 ime 1 9.20 n e I T
Fod Time " 00 R 082,078 125 1.3 ags a0 427 518 557 573 634 678886 7.37,7.61, 789 842865 ;
) X} 10 1.5 20 25 30 as 40 45 50 55 6.0 [0 70 75 80 85 a0 95 100 105 1o 1t5 120
Tine.min
‘Sarmple Name; "L1674-0 DF = 100"
Sample Index: 23
Sample Type: Qc 887
Concentration: 100,000 ny/mk
Calculated Cone: 97.303  ng/mL 1.404
Acq. Date: 02/20/04 1304
Aoq. Time: 11455047 AN -
# 1204
Modifiad: ¥o
Bunching Pactor) 1 1904
Threshotd: 17.18  epx
Area Thresheld:  45.91 cpbx 1004
Num. Smootha: s
RT Window: 30,0 sec 90000
Expected BT 9,92 aia 8 so000
[ ser- viden: 0.20 ]
| Sep. Heigh 0.01 7000.0
| Bxp. Peak Retio: 5,00
| Bxp. Adj. Ratio 4.00 8000.0
t Bxp. Val. Ratio: 3.00 '
Use Relative RT: No 50000 i
4000.0
Int. Bxpenonr.hl Skim ;
. w naunnon 'nmu .87 3000.0
Area: u-on caunn
| Heighti 1.41e+008 cps 20000
| scart Times 8.62 min 10925 10774088 1437 200,
|| #oa Time: 9.12  ain 1000.0 TN NS
' 00 -
05 10 15 20 25 3o 38 .o 45 50 85 60 [2) 70 7.5 80 85 90 05 00 105 1o 115 12 q'
Time.min.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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‘“Printing Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 8 of 13
Printing Time: 02:18:51 PM LC/MS/MS #8
Exygen Study Number: L1874
"Sample Mame. "XC021004-3, 100 np/L-  Sample ID: 021904420 File. "L1STAMT '
I Poak Name:"C3 ack”  Masa(os): "413.0/389.0 amu” :
Comment -xcnzum 100ndL Annotation: :
Sample Index:
Sample Type: S:lnd.rd
Concentrations  100.000 ng/mL 1.864
Calculated Conc: 103,796 ng/aL 1.504
Acqg. Date: 02/20/04
Acg. Time: 12116146 BM 1.404
Modifiad: No 1-3u4
Bunching Pactor: 1 1284
Noise Threshold: 17.18 cps
Area Threshold:  85.91 cps Iss
Num. Smooths: 5 1.004
RT window: 30.0 sec
Expected RT: 5.92  min 2 w000
Sep. Width: 0.20 q
Sap. Height: 0.01 80000
Exp. Peak Ratia: 5.00 70000
| Exp. Adj. Ratlo: 400
|| 2xp. val. Racias 3.00 8000.0
|| Use Relative AT: No 50000
|
Inc. Type: sase To tase 0000 |
_» Retention Tlme: 8.85 win q
illl 2o 146071 aounta 30000 |
::lq:t;‘ 1,54.‘2:4 coe 20000 i
AT me 1 nin 095 11 t1 \200;
End Time: 9.14 min 10000 9.4, 8.5 1023\ 1039 ¥ 109115 1882 ‘5
[

0s 10 18 20 25 30 35 40 45 5.0 55 80 85 70 75 80 105 1o 115 o

Sample Name: “L1874- 0" Sampie 1D 02 T004-400" _File. "L1874 Wit~
Pea Nama: “CB ackr Masa(se): “413.0/368.0 amu
Commwnt "L1874-8"  Annctation: =

Sample Index: n
Sample Typer

—

44

— .
£33

Concantration: n
na/mL 8.001 |
2 |
| Acq. Time 12:37:45 PN 1
| Aeq ! ! 7.085 h
Noditieds Ne
Bunching ractor: L !
ise Threshold: 17.18 cps 8.0054 ;
Threshold: 95.91  ops ‘
Num. Smaothar 5 i
RT Window: 30.0 sec 5.005 .
Expected RT: 8.92 min 3
Sep. Width: 0.20 9 :
Height: 0.01 4.0u8 K
Feak Ratio: 5.00
. Adj. Ratio 4.00
Exp. Val. Ratio: 3.00 3.088
Use Relative RT: o B
Int. Type: Valley 2005 !
Retention Time: 9.83  min
8139659  counts
Helght: 8.
| Stert Time: 1008
£ad Time: .
] ° 073087 7.888 228.6: 934 952 9871011 1057 1128 1173

t
i
|
[ 10 15 20 25 3.0 35 40 45 80 55 a0 a5 70 7.5 2.0 a5 80 95 00 W5 1o s i2g
Time. mio )
“ !
t
| Concentration: N/A 7.8e5 se !
Calcula -d concs 304,950 ng/mL 7.508 ;
02/20/04
. B 12158544 PX 7.0a8 i
IIW» sles ‘
Modified: No P
' Bunching ractor: 1 8.0e8 )
Noive Threshold: 17.18  cps 5.5a8
| Axea Threshola: 85.91 cps - !
Num. Smoothss 5 5.008
RT Window: 0.0 sec |
Bxpected RT: 9.92  ain 5 458 !
Sep. Wideh: 5.20 > '
Imf Sap. Haight: 0.01 $083 '
Bxp. p.;k Ratio: 5.00 3308 i
Exp. Adj. Ratio: 4.00
u xp. Val. Ratio: 3.00 3008 4
| yay Relative RT:  No 258 i
Int. Type: valley 2065 I
Retantfon Time: 8.85 min ) :
oy Aroa: 7842279 counts Se5 :
Height: 7.8084005  cpe 1.085 :
start Time: 8.54 min i
‘ End Time: 9.32 min 5.004 i
o0 o8 10 15 20 25 a0 35 40 45 50 55 60 65 10 75 LX) LX] 8u 95 o ws wno  ns  1zd
Tig. (min J
&mpkNurm “L1874-10  Sampie ID: "021904-432" File: X .
; Poak Name: “C8 ack”  Mase(es]: “41.0/369.0 amu”
Comement "L1874:10°  Annotation: =~
Sample Index: 33
Sample Type: Unknown .43 '
concencracion: N/R 8.0a5
Calsulal 6699.775 ng/mLl ) 1
Acq. Date: 02/20/04
Acq. Timer 01119:42 X 7005
M Modified: Mo
Bunching Pactor: 1 "
Noise Threshold: 17.18  cps €.005
Area Thr 1d: 85.91 cps
Wum. Smooths: 5
RT Window: 30,0 sac 5005
Expscted RT3 8.92 min )
g s Width: 0.20 S
Sep. Heights 0.01 4085
| £xp. Paak Ratie: 5.00 g
Exp. Adj. Ratiat 1.00 £
| Exp. Val. Ratlios 3.00 3085
Use Relative RT: No
Int. Type: sxponencial Skim 2,005
Ry tion Times 8.83 min |
\w Arees 8332293 counts |
Height: 6.16+005 cpsm I
Start Times 8.49 -Lt 1085 !
End Pimes 9.16 min |
a0 08 10 15 20 25 aa as a0 5 5.0 55 80 65 70 78 8.0 as 20 95 100 s 110 115 12

Time, mip 1

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 9 of 13
Printing Time: 02:18:52 PM LC/MS/MS #8
Exygen Study Number: L1874
Sompie Nom: "L1874-11 DF = 100°  Sampie (0. 021904 435" Fie: L1874 .wifl" 1
Peak Namw: "CBackd"  Mase(os). "413 0/389.0 aorw”
li Comment: L 1874-11 DF: 100° " Annctation: =
Sample Index:
Sample Type:
Conpemtravions  100.000 ag/mL
Calculated Cone: 179.551  ng/mL 24041
Acq. Da 02/20/04
Acq. Time: 01140161 #M 22044
M" Moditied: No 2004+
Bunching Factor: 1
Noime Threshold: 17.18 cps 1804
Area Thresholds  85.91 cps
Num. Smooths: 5 18844
RT Window: 30.0 sec
Expected RT: 8.92 min £ 14l )
Sep. width: 0.20 g
Sep. Hedght: 0.01 g 12044
Exp. Peak Ratio:  5.00
Bxp. Adj. Ratio:  4.00 1,084
Exp. Val. Ratio:  3.00
Uss Relative RT:  No #0000
I
Inc. Type: Base To Base ] !
. i Retention Time: 8.83  min 6000.0 4
| Rowas 240089 counte ]
“ﬂ Heights 3.4504004  ops 40000 |
gtart Times 8.57  min
End Time: .11  min 20000 . e ’
N
o 05 10 15 20 25 30 as ) 45 50 55 80 8.5 70 7.5 20 85 90 85 100 105 110 115 |2oi
Time.min '
rkNumI *L1674-12 OF = 1000  Sample ID: "021504-434"  File: "L1874.wiff" K
“I CBackd” Mase(es). "413.0/369.0 amu”
comm.m "L1B74-12 DF- 1000"  Annotation: ™ .
Sample Index: )
Sample Typs: oc 887 !
Concentration: 100,000  ag/mL 1604 ;
Caleulated Cone: 103.747 ng/el
Acq. Date: 02720704 '
Acq. Time: 02:01:35 M 1404 /
W osiesea. vo
Bunching Pactor: 1 1204
Noims Threshold: 17.18 cpa
Arsa Threshold: 95.91  cps ¥
Num. Smooths: 5 1004
RT Window: 30.0  asc
| Expactad RT: B.92 min |3
Sep. Width: 0.20
Sep. Height: 0.01 8000.0 .
Exp. Peak Ratio:  5.00 ;
Exp. Adj. Ratlor  4.00 i
val. Ratio: 3.00 8000.0 .
u" n ative RT1 Mo H
H
R Baxe To Dase 4000.0 i
2.87 min ¢
146010  counte i
Hcightx 1.5604004 cpm 20000 {
Start Time: 8.69 min [
End Time: 9.12 min et V|
I
o 0.5 10 15 20 25 3.0 as w0 45 50 S5 60 8.5 i) 75 80 85 90 9s 100 10§ 110 ns 20
Time.mio. I
Sumthum- XC021004-3, 100 ngiL- _ Samphe 1D, 021904 436" Fia: "LIBTA. Wil !
Pask Name: “CBacid" Mase(so): *4130/389.0 amu” !
Comment: 'xeomocu; ‘Dung’L Annalation: ™ '
Sample Indasx: |
Sample Type: stnnd-rd 5.62 i
Concentration: 100.000  ng/alL i
Calculated Concy 102.300  ng/mL 1504 '
Acd. Date: 02/20/04 1404 ;
Acq. Times 02:22140 PX .
oo 1o |
m:a ed: No 1
Bunching Pacter: 1 1204 b
Noise Threshold: 17.18 cpm 1104 !
Ares Thresholds  §5.91 cpsx |
Num. Smooths: 5 1004 |
RT Window: 30,0 smec i
Expacted RT: 8.92 min } 9000.0 ‘
‘| Sep. Width: v.20 80000
“ Sep. Meight: 0.01 I
Bxp. Peak Ratio: 5.00 7000.0 ‘
mxp. AdS. Katin:  4.00 i
Bxp. Val. Ratio: 1.00 8000.0°] |
Une Relative RT:  No £0000 '
Int. Type xxpnnon:xu SKkim 4000.0 N
Retantion 'me n 1
Area: 104214 counte 30000 }
Height: 1.5144004  cps 20000 ,
Start Time: 8.69 min 1159 1178
End Time: 9.05 min 1000.0 800 052, 10191088J08 SHILE. w
05 10 1.5 20 25 30 35 4w 45 50 55 8.0 6S 70 7 85 20 95 100 1085 "o 15 20
Time. min.
samahNamc 'L1l74-‘3' Sampie ID: "021904-436"  File: "L1874.witf"
Peak Name. Masa(es): 413.0/369.0 amu™
Comment: 'Lmu-!:r msomon i
Sample Index:
Sample Type: Unkne'n 0.08 '
Concentratien: /A 2600 |
Calcula No Intercept
Acq. Date: 02/20/04 2400
Acq. Time: 02:43:38 PM )
2w i
Moditied: Ho i
Bunching Factor: 1 2000
Noise Threstold: 17.1¢  cps i
Area Threshold:  85.51 cpa 1600
Num. Smooths: L]
RT Window: 30.0 aec 160¢
Expacted RT: £.92 min 5
W'Ms». widths €.20 s 1400 |
Sep. Helght: ¢.01 ? 1200 ’2 :
Exp. Peak Ratlo:  §.00 1 " :
Exp. Adj. Ratie:  4.00 £ au\m{(.: _1090 uﬂu ‘
Exp. Val. Ratio: 3.00 1 953\ f :
" Use Relative AT:  Na ‘A/‘u“""/ r’m’“*’ AT
800
ne. Type: Valley
m cion Time: 8.85 min 600 :
i Azaar 13326  counts w0l :
|| Heighe: 1.3904003  cps !
Start Time: 8.76 ain 200 |
i Bnd Time: 9.12  min i
05 10 1§ 20 25 30 35 40 4§ 55 80 65 70 78 80 85 90 85 100 105 1.0 1§ |2ul
Tima, mio i

)

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 10 of 13
Printing Time: 02:18:53 PM LC/MS/MS #8
Exygen Study Number: L1874

Masal;
Comment: "L1874- unw Annata ;
Sample Index: i

Sample Type:

Concentration: N/A 2542 o099 i
Calculated Conc: No Intercept 2400 .
Acq. Date: 02/20/04 i
' Acq. Time: 03:04:38 PM 2200 N
Moditied: No 2000
Bunching Pactor: 1
Noise Threshold: 17.18 cps 18004
Area Threshald: 85.91 cps 884
Num. Smooths: 5
RT windowt 30.0 wec 16001
' Expected RT: 8.92 min ] 1400
([ Sep. Width: 0.20 5
‘. Sep. Height: 0.01 1200 "
Exp. Peak Ratio: 5.00 0s0 1103 1199, |
Exp. Adj. Ratio: 4.00 £ 4o gan 958 1027~ A i
Exp. Val, Ratio: 3.00 A ™ /v, g
Use Relative RT:  No 00 L\/\A T ;
Inc. Type: e To Base 0 !
i Retention Time: 9.94 min !
| Area: 2162 counts 181 i
II' Haight: %.4Bas002 cpa 00 676501828 55 HTIS 745789.7.69 3.2, |
Start Time: 8.77 min !
‘ End Time: 889 min 0 w

[X] 10 15 20 a5 30 35 40 45 5.0 55 80 a5 7.0 18 80 85 2.0 95 0.0 105 10 18
JTicg. mio,

|

"l A" Mass |

! Comment: *L1874-14*  Annotation; * |

Sample Tndwx: 39 :

Sample Typa: Unknown :

Concentration: N/A 2832 046 '

Calculated Conc: No Intercept 24004 .

! Acq. Date: 02/20/04 i

| Acq. Time: 03:25:38 PM 22004 H

|\l Modified: No 20004
Bunching Pactor: I3 |
ise Threshold: 17.18 cps 16004
Threshold:  85.91 cpm bl 8.5

Num. Smooths: s 16004 i
RT Window: 30.0 sec

_ Expected RT: 8.92 min B ol |

“r Sep. widcth: 0.20 o |

| Sep. Helght: 0.01 108 :

Exp. Peak Ratio:  5.00 1200 4 1

Bxp. Adj. Racio:  4.00 1000 i \

Exp. Vel. Ratio:  3.60 ,\'\fv\" \/« /\,\/‘/\ I

Use Relative RT: No o V 1% !

i

| Ine i

| Ret intion Time: n o0 I

w Area: 2078 counts 00 e7a, 108 7 782 i

Height: 5.29e+002 cps w\N\/\J\/\M\IwA '
start Time: 8.80 min

‘ End Time: 990 min 200116765 i

05 10 15 20 25 a0 35 40 45 50 55 80 85 70 75 X 85 9.0 95 100 105 110 1§
Jime.min o
Sample Nama: "L1874-15 DF = 100" Gampie ID: 021904430 File: "L1874.wifl"
[l Pask Name: 08 ackd®  Masa(as): “413.0380.0 amu®
Comment: "L1874-15 m- 100°  Annotation: ™
Sample Index:
Sample Type: QC 8.3
Concentzation: 100.000  ng/nL 1.664
Calculated Conc: 103.002 ng/ml 1504
Acq. Date: 02/20/04 ;
Acq. Time: 03:46:36 PM 1.4e4
iy
m Modified: o 1304 N
Bunching Factor: 1 1204
Noise Threshold: 17.18 cps i
85.91 cpa 1les |
3 1.004 i
RT Window: 20,0 ssc :
Expected RT: 8,52 min § soco0
Sep. Widthr 0.20 5 :
||m Sep. Height: 0.01 80000 |
Exp. Peak Ratio:  5.00 7000.0
Exp. Adj. Ratlo:  4.00
E; val. Ratio: 3.00 5000.0 1
Use Relative RT: Mo 50000 i
, Int. Typw Base To Base 40000 i
' Retention 'rim. .86 min i
145085 counts 000
1.54e+004  cps 2000.0-
Staxt Times §.68 ain 048 10.57.10 90101 1142 1177
$.7310.22. o
End Time: 9.13  min 100001 058 087074 125138 806814 8 f
,&__,}k Jus AL N i
05 10 1.5 20 25 o 35 40 45 50 55 8o 85 70 78 ao 85 90 95 100 105 1o s IZJ‘\
Lis. o0 J
1874-16 000" )
aci”  Masw(es): "413.0/3¢8.0 ar i
Comment: "L1874-18 DF- 1000°  Annotation; |
Sample Index: 1
Sample Type: 888 1
Concentraticn: 100.000 ng/nk 1404 |
Calculated Tonc: 90,525  ng/ml !
Acq. Date: 02/30/04 1304 \
Acq. Time: 04107:38 PK 1204 i
- aitiea No 1104 I
Bunching Factexzs 1 N .
Noise Thrasheld: 17.18  cpe 1.00%
Ares Threshold: 85.81  cps
Num. Smooths: s 8000.0
RT Window: 30,0 aec
Bxpected RT: £.92 min § 8000.0
Sep. Widths 0.20 5
‘ Sep. Height: 0.01 g 7000.0
Exp. Peak Ratio: 5.00
[ Exp. Adj. Ratio:  4.00 60000
Exp. Val. Ratios 3.00 5000,
" Ume Relative RT: No °
40000
Int. Type: Base To Base
Retention Time: .88 3000.0 |
Area: 129600  counts |
If Height) 1.37e+00¢  cps 20000 :
Start Time: B.7C  min 9.37,0.46 10031055, 10771106 1149 1186 |
End Time: $.16 min 10000 AR i e g |

0.4 1.0 (K] 20 25 30 as 40 45 50 85 80 8.5 7.0 7.5 80 85 20 9.5 100 105 "o 1ns

12 0‘
Jima. min, J

ik

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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‘irinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 11 of 13
Printing Time: 02:18:53 PM LC/MS/MS #8
Exygen Study Number: L1874

Sampie Name. xoazloow,mm Sampie (0. 021904441 File: ‘C1B7T4 Wl

am® !

Corment “XC021004-2, , 250 . - :
Sample Indexs 1
Sampls Types snna"a 1
Concentrations 250,000  ng/mL 3264 8.83
calculated Cones 231.07L  ng/mL
Acq. Dater 02720704 304
Acq. Time: 04:28:37 K

I Modified: No
Bunching Faztors 1 254
Noise Thrashold: 17.19  cps
Ares Threshold:  85.31  cpn
Num. Smooths: 5
RT Window: 0.0 sec 2004
Expected RTI £.92  ain -3

H i Sep. Width: 0.20 :

Sep. Height: 0.01

Exp. Paak Ratio: 5.00 g 1.504
Exp. Adj. Ratio: 4.00 £

Exp. val. Ratio:  3.00
| vse Relatlve RT: To 1004
Int. Type: oa Sase

Retentian Time: min

Arear Jﬂ‘ﬂll counts

f Reight: 3.1%a+004  cpm 5000.0
start Time: 8.71  nin
End Time: 9.24  min $.439.50 1027, 10714078 144

10 1.8 20 25 30 as 40 45 ) 85 6.0 6.5 10 75 a0 a5 20 95 00 105 110 115
Yine mic.
| Paak Name: 'C8 ack® Mass(
Comment: “L1874-17  Annotation.

Sample Index: 43

Sanple Type Unknown 087

Concantration: N/A g

Calculated Conc: 11668.238  ng/mt 1448

Acq. Date; 02/20/0¢

Acq. Time: 04149136 PN 1300 |

H“ Nodified: No 128 f

Bunching Factor: 1 116
Noise Thresbold: 17.18  cps

Area Threshold: 85.91 <ps 1.0e8
Num. Smocthsi 5

AT Window: 10,0 aec 5005

. Bxpected BT £.92  nin ) 8065

I Sep. wWidth: 0.20 3 .

H"I Sep. Haight: c.01 ? 7,085
Exp. Feak Ratiot 5.00
Exp 3 ie1 4.00 £ 80e5

Bep. Val. Retio: 31.00

Usa Ralative RT: No 5005 .
Int. Type: Exponential Skim 403 i
i ucnntiun Times 8.87 nin 3068 !

\‘ | Ar 14498616 counts |
Hquhtl 1.46e4005 cpw 2088 |
Start Time: 8.72  ain !
End Time: 9.17  ain 10e5 i

098 : 9.25,8.55 10.00 . 10.17,10 51 .
05 10 15 20 25 3.0 a5 40 45 S0 55 8.0 85 70 75 80 85 s0 $5 180 105 110 115 123
Jios. mio.
Sampla Nsme: “L1874-17 Rep”  Sample iD: 021004-443°  File: "L1874 wifi® o
PukNum °Ce acid”  Mass(ea): “412.0/369.0 amu”

"LI!7‘<I7M’ Annotation: * !
smx. Index: |
Sanple Type: Unknovn 287
| Concentration: N/A 1.408 ) !
Calculated Conc: 11128.528  ng/aL 1308 1
Acq. Date: ©2730/04

j Acq. Times 05110138 PN 1208

m Modifieds No 1188 '
Bunching Pactor: 1
‘ Noise Threshold: 17.18  cps 1.008
Area Threashold: 85.91 cpa 1
Num. Smooths: 5 9.0e5 .
RT Window: 30.0  wec
Expactad RT: 8.92  min § 805 J
Sep. Width: 0.20 -

H‘ Sep. Helghts 0.01 g 70854 ]
Exp. Peak Ratior  5.00 :
Exp. Adi. Retio:  4.00 8045 |
Exp. Val. Racio: 3.00 5.005 }
Use Relative RT: Ne ;

4065 {
| Int. Typa: :
Retention Time: 8.87  nmin 3.0e5
Areas 13838786 counts H
Heights: 1.37e+006 cps 2.0e85 t
Start Time: 8.62  ain '
| ene Times 9.20  min 108
O 1.0 15 20 25 B 35 40 45 5.0 55 80 85 70 75 ) 85 20 85 1090 105 110 115 120
Thne. i
Comment
Sample Index:
Sample Type: .
il Concantration: 1408 '
Calculated Cone: 11276.197  ng/ml i
Acq. Date: 02/2070& 1368+
Acq. Time: 05:31:36 PN i .
1.2e8+
Madified: ¥o .
Bunching Pactor: 1 11687
Noise Threshold: 17.18 <ps 1,008
Area Threshold: 85.91 cpa a
Num. Smooths: 5 908
AT Window: 30.0  xec
Expected ET: €.92 min 8 eoes
gy 2@ wiach: 0.20 -
Sep. Height: 0.01 g 7.005
Exp. Peak Ratio:  5.00
‘ Exp. Adj. Ratio: 4.00 £ 00e8
Exp. Val. Ratio:  3.00
Use Relative RT:  No 85065 ;
4065 .
int. Type: Exponencial skim i

m' ntion Time: 8.66 min 3,085 .
Area: 14012057  counts ,
Height) 1.42e2005  cpe 2.008 4 '
Start Timas 8.70  min |

| End Tine: 9.21 min 1.0e5 1 i
05 1.0 15 20 25 30 35 40 45 50 55 80 a5 70 75 80 a5 20 5 100 105 110 115 wza‘
Tims. min |

W

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538646
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Erinting Date: Monday,
rinting Time:

Exygen Study Number:

March 01, 2004

02:18:54 PM
L1874

Set Number:

021904D ACSFM

Page 12 of 13

LC/MS/MS #8

Mas(t
| Commant |.1a7un DF- 100 Mmhﬁon -

Sample Indax:
Sample Typa:
Concentration:
Calculated Conc:
Acq. Date:

Acq. Time:

bl Moaitiea:
Bunching Pactor:
Noiss Thr 1d:
Area Threshold:
Num. Smootha:
RT Window:
Expscted RT:

i Sep. width:

i Sep. Height:

' Exp. Peak Ratios
Exp. Adj. Ratio:
Exp. Val, Ratio:
Use Relative RT:

lat. Type:
Retention Timer

Start Time:
End Time:

-]
100.000
273.755
02720704
05:52:38 PM

ng/uL
ag/ml,

No

1
17.18
85.91

cps
cps

5
30.0

8.92
0.20
0.01
5.00
4.00
3.00
No

=ec
min

Exponentisl Skim
B.B4  min

157006  counca

3.708+004 -1}
B.6§ min
9.12 min

3004

2564

2004

Intanshy, cpe

108t

50000

L

25

30

as

55

80

Jime. min

70 75

0.0 10.5 10 1Ms 12

Peak Nama:

Sample Index:

|| sample Type:

|| Concentration:

' caleulated Cone:
Acq. Date:

Acq- Time:

ModlEied:

|| Bunching Facrer:

|| Noiwe Thresnola:

‘ Area Threshold:
Num. Smooths:

RT Windov:

Expectsd RT3

Sep. Width:

Sep. Haight:

|l Bxp. Peax Racio:

|{ Bxp. Adj. Ratics

{| Bap. val, Racias

[l ttes Relative mre

Int. Type:
| Retention Time:
i Az

Height:

Start Times
End Time:

Sample Nama: "L1874.20 DF = 000"

Sampla
Mass(es). "4130/368.0 !lllf
Anrotation: **

acid®
Comment: *L1874-20 DF- 1000*

IUD.BDO
117,086
02/20/04
06:13:37

ng/mL
ng/mL

MM
No

cpa
cpr

=ec
min

S!md. Nama: "XC021004-3, 500
Paak Name:

Sample In
| Sample Type:
Concentration:
Calculated Conc:
Acq. Date:

Acq. Time:

‘I Moditied:
Bunching Factor:
Noise Threshold:
Arsa Thresholds
Num. Smootha:

RT Window:

Bxpected RT:

Sep. Widths

Sep. Height:
Exp. Peak Rario:

Int. Type:
Retantion Time:
Area:

Height:

starc Time:
Bnd Time:

Sample Index:
Sample Type:
Concentration:
Calculated Conc:
Acq. Date:

Acq. Time:

B vodified:

Area Threshold:
Num. Smooths:
RT Window:

Height:

Peak Ratio:
Adj. Ratio:
Exp. Val. Ratio:
Usa Relativa RT:

1704
1604+

1.404
1.204+

} 1.004 4

l, A

08 1.0

20

85

80 8§

JTime. min,

70 7.8

105 1o 1ms 120

D: "021804-447"  Fila: "L1874 witf

N‘l ‘CBacd™ Masa(es): -mmsmm
h Comment: X0021004$ soomyL Arnotaton: ™

snndn—d
$00.000  ng/mL
515.305 ng/ml
02720/04
06134138 PH
No

1

17.18  cps
85.91  cps
s

30.0 aec
8.92 min
0.20

0.01

5.00

4.00

3.00

No

Valiey

8.69 min
656791  counts
7.080+004  cps
8.74 min
9.21  min

No Intercept
02/20/04
06:55:35 PM

7.004
B85e4
B.004
5.504
5084
4504

35e4
3.004
2504
2004
1.504
1.084
50000

10.18., 1038 1079 10971128 1184

20

30

35

5.5

6.0 8.5

Jimg. i,

9.54

wo ws 1o s 12

1800+
1600
1400
i
A ‘
1200 INE!
E Nv\v’ "h
> 1000 i \W" i )
N AW .
/f w’\/
£00 .
] |
m-wNJ\WWWWJ\MM\NWWWJ\MMw ‘

Int. Type: To
Retention Time: 8.87 =min
\M‘] Ars, 12269  counts
Height: 1.3704001  cpa
Start Tine: 8,74 min
End Time: 9.05 min
! ;
0s 10 15 20 25 80 35 40 45 50 55 80 65 70 75 80 85 B0 85 100 105 110 15 120
Jime, min

i

il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 13 of 13
Printing Time: 02:18:56 PM LC/MS/MS #8
Exygen Study Number: L1874
Sample Name: “L1874.31"  Bampie D, 021004 44" Fite: *_1874 will" '
Poak Name: "C8 add®  Mase(ee): "413.0/380.0 amu" !
Comment: "L1874-21* Ammum
Sample Index: H
Sample Type: Unkncvn 884
Concentrationt N/A 1@‘1
Calculated Conc: No Intercept
Aca. Date: 02/20/04 13004
Acqg. Times 07116336 PM
12004
JI moaitieas No
Bunching Pactor: 1 1106 ‘ |085,\0 83 133
: cpa ] A )
’ o 1o00 ‘ Y
Num. Smoothm: 9004 '051\ / A ‘Vy,
RT Windows e 945 936 J N t'r Ao
Expected RT: min E 800 947, A[\ ﬂ A ‘/
Sep. Width: : Al l\ I /Ll !
‘l Sep. Height: 700 J [V \‘
PeakX Ratio: N \] Y
d do: €00 4
X o
Use x.x.:iv- RT: 00+
4004 !
Int. Bane '
i n.e-neien m-n min 200
i counts 5.45_8.60
\H” Hnighb 3.75a¢002  ecpa 200+ 0.67 787173 787
Start Times 8.78 min 0.28 A 149 180 238 asadt 488527 574 sp4 ady 074
End Time: 8.87 min 1007 WWMM
a5 90 95 1040 1035 1o ns 1208
Thi.nln
“ Poak Nams: o8): "413 0/368.0 amu™
Commant: *L1874-22 DF- 100" Aanotalion: ;
Sample Index: .
Sanple Type: oc y
Concentration:  100.000 ng/mb 1.6a4 4 1
106.486  na/nL b
02/20/04
07:37:39 PM 1404 :
\i Moditied: No i
Bunching Factor: 1 1264 i
Noise Threshold: 17.18 cpe i
Acea Threshold:  85.31 opm i
Num. Smooths: 5 1.084
: RT Window: 30.0 =ec - ]
Expected RT: B.92 min 5 H
 Sep. Widch: 0.20 g '
HM Sep. Meight: 0.0t g 8000.0 !
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio:  4.00 £ t
Exp. Vel. Ratio: 3.00 80000+ l
Use Ralative RT: No '
Baxe To Bass 400004 i
8.84 min 1
M A 149 counts
. 1.5804004  cpa 20000
Start Tima: 8.68 min
End Time: 9.14  min 553900 10,16, 1053, 1073 1128 1195,
7.24.7.53, 7.73 800 _ 6.40
70 7.8 80 85 %0 95 100 105 1@ 115 120
s-mphmmo 187423 OF = 1000" Sample 1. 021904451 _Flle: L1874 wi-
il G Yt
Semple Tndex
Sample Typ oc 863
Concentratien: 100.000  ng/aL 1oes
Calculated Conc: 111.072  ng/aL :
02/20/04
Acq. Time: 07:58:40 BN
I 1404
I veoai 100 ¥a
Bun:hinq Pactor: 1
Threshold: 17.18  cps 1204
Ares Threshalds 95,51 <ps
Num. Smootha: 5
RT Window: 30,0 "-c 1.004
Expucted RT: 6.92  min §~
Jep. Width: 0.20 5
l Sep. Height: a.01 g 80000
Rip. Paak Ratis: 5.00
Exp. Adj. Ratlor a.00 |
Exp. Val. Ratio: 3.00 8000.0
il Use Ralative RT: No i
4000.0
158101 counta
1.61e+006 cps 20000
Starc Time: §.70  min s
End Time: 9.10 min 961 _10.18,1052, 11onnia 1192,
oo 05 10 15 20 25 30 35 40 45 S0 55 60 65 /0 75 80 &5 80 95 100 w5 1o us  azd
Jina. min J
Mess( |
Comment: XC0Z100+-6, 1000ngL"  Armoiasor: - i
| Sample Index:
| sample Type: sund-m 835
il Concentration:  1000.000 ng/mL 1,305
Calculated conc: 951.769  ng/mL |
Acq. : 03/20704 1.205
Acq. Time: 08:19:42 PX |
1.108
' Modifieds He !
| Punching Factox: 1 1.005 i
Nolss Threshold: 17.18  ops !
Area Thresheld: B5.91  epx 9.004
" Num. Smooths: 5
BT Window: 30.0 sac 80044
!xp.c[ld RT: 3.92 ain 5
. width: 0.20 S 7.004
||w Sep. Height: 0.01
| Exp. Peax Ratios 5.00 8.004
Exp. Adj. Ratic:  4.00 £ :
‘!x‘p. Val. Ratio:  3.00 5.084
tUze Relative RT: Ha B
4004 '
Base To Nase
M" n.c.nelon Times n”:i‘ . 30047 |
Al’.l' counts
1.32¢4005 cps 2.004
‘\ B imes 8.72  nin 1004
|| End Times 225 min 947 1003 1056 1080 1130 1180
o 05 10 15 20 25 a0 as 40 45 50 5.8 6.9 es 70 75 80 85 9.0 95 100 1085 110 15 120
JTime. mia,

by
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»{rinting Date: Monday, March 01, 2004
rinting Time: 02:19:20 PM

Exygen Study Number: L1874

Set Number: 021904D ACSFM Page 1 of 13

LC/MS/MS #8

Sample Indexr

Sample Type: Standard 10.02
Concentration: 0.000 ng/mL 130 \
Calcularad conc: 0.000  ng/ml F
Acq. Date; 02/20704 120 i
Acq. Time: 02:29:54 AN ) 11.56
110
1 uﬂ Modifieds Yes 925 984 | I
Bunching Pactor: 1 100 o i
Noise Threshold: 1.11  cps 958 || ﬂ .
Area Threshold: 5.53  cpsx L 1
Num, smooths: 5 914 i/ r01e 10,79 \4
RT Window: 30.0 sec 80 1 h " A
Expecced RT: £.30  min 5 880 ! ’]
Sep. Width: 0.20 - 70 H ’ f LI
|4k ser- meione: e.01 i ; l q
Exp. Peak Ratio:  5.00 €0+ | { ‘V u '
Bxp. Adj. Ratio: 4.00 E H i Wl
Bxp. Val. Retio: 3.00 50 888, l \ 1
Use Relativa RT: Mo 1 819
© 7 1k 774 ®8.28 i i
Type: Manual 1 o . A li
tion Timer min NV e @
M Areat 0 ceunts 574 612 a4
1R Beigne. 0.000+000  cps L XT]
Start Time: 8.11 min 8.7
End Time: 8.40 min o
05 10 15 20 PIEYY 85 70 75 80 85 20 85 100 105 110 (15 12
25ngl" Sampie ID: 021004402 Fite. "L1874.wil-
‘ Masa(ea): 299.0/69.0 "
11 W Comment; “xCu21004 26ngL" " Amotation !
Sample Index: J
Sample Type: snnd.xa .25
Concentrationi  25.000  ng/mk “e ] i
Calculated Conc: 48.827  ng/mL
02/20/0¢
02:45:55 AM 400 ]
| Bl Moaseinas Yeos a0
Bunching Facctor: 1
Noise Threshold: 1.11  cps
Area Threshold: 5.53  cpa 200
i Num. Smoothss s j
RT Window: 10,0 aec
Bxpectad RT: 8.30  min 3 2607 :
Sep. Width: 0.20 o ¢
‘ Height: ©0.01 g i
k Ratio: 5.00 B :
1-;:;. Ad3. i 4.00 %o 803, H
| Exp. Val. Ratio:  3.00
| Use Relative RT: Mo 1504 om0 !
1018 |
Int. Type: Hanual
Retention Time: §.24 min 100 9.69 Wh 1185
Asant . 3‘6"2»: counca ™ f‘, \ ., / i
Height: -30e+ cpa { Wiy
Start Time: 370 min 80116705, o5 470 501,512 8.57 \/\VI ‘/J“’ \""W !
End Time: 848 min Lo N os 121 1.0 202, 299, 22382 370479 (1440, i v\ﬁv\’u 621 wo |
° i
0.5 10 5 20 25 a0 35 40 45 D 75 8p 85 90 $5 10 105 10 115 92 11
nnunin
‘Sample Name: "XCOZ1004-2, 50 ngjL”_Sampie 10. V21904403 Fie. "L1&T4 Wil |
ﬂ“i‘ Paak Nama: "CH sulfonaie” Mu)'zwmsoum
Commant "X0021004:2,50 mpiL” Aot
sample Indext '
Sample Type: S:Ind-xd i
) Concentration:  50.000  ng/mL %01 |
§7.288  ng/mL '
€2/20/08 ]
€3110:52 AX 5%
‘“ Moditleds You 8003 u
Bunching Pactor: 1
Nojsa Threshold: 1.11  cps 4504 |
Area Threshold: 5.53  cpa
Num. Smoothss s 400+ 1
RT Windows 6.0 sec |
Expectad BT 8.30  min & %0
Sep. Width: 0.20 3 '
H”\ 0.01 g %0
Exp. Peak Ratlo: 5.00 1
Exp. Adi. Ratlo:r  4.00 2609 i
mxp. Val. Retlor  3.00 b
Use Ralative RT: No 200 .
Int. Manual 150 7.8 i
Retention Timet 9.23  ain sm\'o,\vz 10.23 4
Area: BOBO counts 1
- ignes 5.85e+002 ops 00 e \“\/II !
Start Time: 7.73  min 0 [\"‘ J
Bnd Time: .44 ain 0.12 % 220 278, 313323 el
\f w VNN SN
[0 10 20 30 a8 +0 45 50 55 60 5 70 EOY) 85 20 5 100 105 110 15 12a

Ting.mio.

Standara

m 100.000  ng/aL 951
117.048  ng/aL 200
03/20/04
Acq. Times 03131151 AK
800
ModiEied: You
Bunching Tactox: 1 700
Noise Threshold: 1.11  cpa
Ares Threshold: 5.55  cpa
' Num. Smooths: s 800
AT Window: 0.0
Expectad RT: 8.30 5
. Width: 0.20 : 500
. Height: 0.01
Paak Ratiot 5.00
Adj. Ratio: 4.00 E 0
Val. Ratio: 3.00
Ure Relative BT No 200
Type: Manual
ntion Time: 8.22  min 200
' 16509  counts
Bt 9.09e+002 cps
| Start Time: 7.7%  min 1001
| Bna Time: B.47  min

822

10.0390.18.10.23
A 10

i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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rinting Date: Monday, March 01, 2004 Set Number: (21904D ACSFM Page 2 of 13
Printing Time: 02:19:21 PM LC/MS/MS #8
Exygen Study Number: L1874
|
Comment
Sample Index: €
Sample Type: Standard
Concantration: 250.000 ng/mL 2535
 calculated Conc: 285.444 ng/mL 2400
Acq. Dates 02/20/04
Acq. Times 03:52:48 AM 2200
Modified: Yas 2000
Bunching Factor: 1
Noime Thrsshold:  1.11 cps 1800
Arwa Threshold: 5.5 cpa
| Num. Smooths: S 1800-
RT Window: 30.0 Bec
Expected RT: 8.30 min } 1400
“u Sep. Wideh: 0.20 =
Sep. Height: 0.01
| ! Exp. 5.00 g 1200
| Exp. 4.00 b4
xp. Vi 3.00 1000
| Use Relative RT: No 800
Int. Type: Manual
| Retantion Time: €.33  min €0
Arma: 10261  oountm .
¥ weighe: 2.51e4003  cpa 400
Start Time: 7.81 min 200
Bnd Time: 8.50 nmin pos. 942, 983 1002 0,14 1094 1114 1188
SN NS S e AV
05 10 15 20 28 30 as 49 45 5.0 55 6.0 85 70 75 20 95 100 105 110 115 120
Tice, tmin -
Name: "XC021004-5, 500 ngL- _ Samplo 10: 021
f lﬂl Poak Name: "C4 suffonate”  Mass{es): “290.0/99.0 amu™
i B comment “xCo21004.5, wom Annotation: **
!tlnd.rd .
I 500.000 ny/aL 821 i
580.662  ng/mL 5000 .
! Acq. Date: 02/20/04
| Acq. Time: 04:23:49 AN 4500 .
“ | Moditind: Yo '
Bunching raccor: 1 4000
J Hoise Thrushold: 1.11  cps
Area Threshold: 5.53  cps 2500-
| Bum. smooths 5
RT Window: 30.0 sec
Expacted RT: 8.30  min § 000
. Wideht 0.20 ~
l {‘, Sep. Height: 8.01 2500
Exp. Peak Ratio: 5.00 B
Exp. AQj. Ratia:r 6.0 £
| Bxp. val. Ratio: 3.00 2000
!/ Use Relative RT. Neo
! 1500
. Int. Type: nual
Retention Time: B.22
|ll 91900  counts 1o00 .
A 5.162¢003 cps i
; 7.81  min 500- )
i 8.55 min h
| o . oo
: o5 10 15 20 2.8 30 as 40 45 5.0 55 80 65 70 75 80 a3 %0 95 w0 105 110 115 120
Tima i
Bample [D 021004 407" Fia: L1874 wilt i
200.0/09.0 amu* i
Annctation:
Sampla Index:
Sample Typa: standard 823
Concentration:  1000.000 ng/ml 000
Calculated Conc: 1017.628 ng/mL 1
| Acq. Date: 02/20/04
| Acq. Time: 04:34:40 AN 80001
W voaisiea. Yox
j Bunching Pastors 1 7000
Noiwe Threshold:  1.11  cps
Area Threshold: 5.5 cps |
i Hum. Smooths: 5 6000
RT Window: 39.0 soc
Expected RT: 8.30 mia } 5000
Sep. Widths 0.20 9
I | sep. Helghts 0.01 2.00
5.00 4000 - "
4.00 )
Exp. v.). Ratic: 3.00
| tna Relacive RT:  No 000 ;
int. Manual
x-nnnon Time: 8.2 min 2000
Arsa: 143532 counts
Helght: 8.97es003  cpe
start Time: 7.78  min 1000
End Time: 8.5 min
15 20 25 30 35 40 45 50 55 8.0 €5 70 75 8.0 85 20 5 100 105 110 115 120
Time. min.

Sample Index: s
Sampls Type: Unknown
il Concantration: N/A
Calculated Cone:  0.000 ng/mL
Acq. Date: 02/20/04
Acq. Time: 04:55:46 AM
]
ﬂ Modified: Yes
Bunching rector: 1
Nolme Threshold: 111 ope
Acea Threshold: 5.53 cps
' Mum. Smoothas s
RT Windows 30.0
!x‘p-et.d RT: 8.30 3
Widths 6.20 5
I ; ghe: 0.01 '§
' Peak Ratio: 5.00
Adj. Ratio: 4.00 £
. val. Ratio: 3.00
u-. Relative RTu No
Ink. Type: Manual
| Retention Time: 8.33  min
N | Araa: 0 counts
Height: 0.0084000 cpa
Start Time: 8.12 min
l End Time: 8.35 mnin
i

\

]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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w:cinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM pPage 3 of 13
Printing Time: 02:19:22 BM LC/MS/MS #8
Exygen Study Number: L1874

‘Samplo Name: ‘0108020 Canirol’ _ Sampie 1D, "021004-40F  Fike: L1876 wiil
Peak Name: "C4 sulionate”  Mass(as): “299.0/99.0 amu”
| Commant 0108020 Conirr* Annaaton: =
Sampla Indax:

Sample Type: Unknuun
Concentration: N/A 1o
Calculated Conc:  0.000  ng/mk
Acq. Date: 02/20/04 100
Acq. Time: 05:16:48 AM
Noditieds Yos b
i| Bunching Pactor: 1
‘ Noise Threshold: 1.11  cps 80
|l Area Threshoid: 5.5)  cps
3 ¥um. smooths: 5 70
RT Window: 30,0 sec
Expected RT: 8.20 min

Exp. Peak Ratior  5.00

Intansity, cpe

Bxp. Adj. Ratios 4.00

Bxp. Val.

| Sap, Width: 0.20
‘”\ Sep. Helght: .01

End Time: 8.74 min

80
50
or 3.00 ©
Usa Relative RT: Yo 329
301 0.5 3.1, 400 444 5.94
Int. Type: Ranual 0.61 r 5.5
Retention Tims+ 8.66  min e 208 2805 38 488 s
‘“‘ Area: 0 counts 2 1184 207, 1 552
Heighta 0.00e+000  cps a:
Start Time: 7.75  min 10 \

20 25 30 35 40 45 50 S5 80 65 70 75 80 85 80 95 10 105 110 ns 1200
Timg. mio ]
Sample Index: 11
Sample Typa: Qc 8.24
Concantration: 50,000  ng/sl
Calculated Conc: $3.823  ng/amL 500
Acq. Date: 02/20/04
Acq. Tine: 05:37:50 AN 450
Wl moas saa: Yos
Bunching Factor: 1 400
Noise Threshold: 1.11 cps
Area Threshold: 5.53  cps 350
Num. Smooths: 5 -
BT Window: 6.0 sec .
Expected AT 8.36  mnin §
Sep. Width: 0.20 3
‘“ml Sep. Height: 0.01 2%
| Exp. Paak Ratio: $.00
Exp. Adj. Retios 4.00
Exp. Val., Ratio: 3.00 200
! lea Ralative RT: Ho
150
Int. ’lzp- Manual 959 1 91\
Retention Time: 9.23  ain 94&
I 7591 counts 1 u ey "T‘w’ o n ?\A Jw_‘
5.044+002 cps VJ V A\ VY
I stazt Times 7.81  min 50 "‘7'5 2. n 550801811 \A \}\/ \M/‘"\ MAVEY ¢
| End Times 8.56¢ min M 174,185 5.31 3,28 8, 850 7.
il

20 25 20 a5 40 45 50 55 60 [ 70 7.5 50 8.5 2.0 95 100 105 110 115 120
Time. /min
Sample Nama: 0106020 Spk B, 500 ng/L" Sample (D: 021804-411"  File: "L 1874 wiff®
"Il Ponk Name: 'Cé sufforale™ Mass(es); *209.099.0 amu®
i cmm(-momoa*asoum Annotation: ™
“ Sample Index:
Sample Type: o
” Concentration: 500.000 ng/mL 5304
Calculated Conc: 657.943  ng/mL 000 !
Acq. Date: 02/20/04 !
Acq. Tima: 05:58:47 AR ;
il s i
Modified: Yes !
Bunchsnﬁ Factor: 1 4000
Threahold: 1.1 cps
01ds $.53  «ps
Num. Smoothss 5 3500
&T Wlndow: 30,0 sec
Eipected RT: £.30  ain 8 w0
Hi hn.,. nu.:eh. 6.20 :
il cap. Heighe: 0.01
Exp. Peak Ratlo:  5.00 i 2500 \
Bxp. Adj. Ratlo: 4.00 £ i
l Exp. Val. Ratlo: 3.00 2000
' Use Relative RT:  Wo
1500 ,
Int. Types Hanunl ;
Retention Tlma: 8.24  min i
Area: 92800  counts 1000
Helght: $.3584003  cps
Scarc Time: 7.77  min 500
Bnd Time: 9-5% min 047 087 127 8.8 3.73 7.7 1042 1084 1156, 1180
05 10 1.5 20 25 o 35 40 45 5.0 55 80 85 70 7.5 20 95 100 105 10 1ns 120
Jns.nin.
Sample Index:
Sample Type: Qc 824
! concentration:  100.000 ng/mL 313
Calculared Conc: 233.353  ng/sL 3000
Acq. Date: 02/20/04
Acq. Time: 06:19:50 Al 2800
Moditieds wo 2800
Bunching Tactos: 1 2400 .
Noime Threshold: 1.11  ope
(| Area Thrashold: §.83 epa 2200
Num. Smoothe: s
RT Window: 0.6 szac 2000
:xpm::.d RT: 8.30  min £ 1m0 066
width: 0.20 9
hw Sep. Heignt: 9.01 g 1800
' £xp. K Ratio: 5.00 1400
Exp. Adj. Ratlo: 6.00 ]
| Exp. Val. Ratio: 3.00 1200
Use Relative RT: No 1000
int. Type: Valley 800 d
Retention Time: 8.20 min
W area: 32913 counts &0 78
| Heignt: 3.07+003 cps 400 7.64. |
| Start Time: 9.08 nia
End Time: 8.60 min 200 1
[ 10 1.5 20 25 as 35 40 45 5.0 55 80 65 7.0 75 80 85 50 a5 100 105 110 1§ 2.0
Jimg,.in, |

[}

[

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0265
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“?rinting Date: Monday, March 01,
Printing Time:

Exygen Study Number:

Psak Nama:

Sample Index:
Sample Type:

Sample Name: "L1874-5 Spk D, 10000 nglL.

02:19:23 PM
L1874

onaie®  Meas(ss): “200.0/69.0 amus

Qc
100.000

CovnML'L|!74§$)kD,|0000WL DF 2 10¢"  Annotation.

2004

Set Number:

021904D ACSFM

Page 4 of 13
LC/MS/MS #8

= 100" Sample {0 "021004-413"  Flle: L3874, witl"

Concentration: g/l 823
Cl]culnt.d Conc: 91.948  ng/mL 1200
02/20/04
06:40:51 AM oo
I8 Moai tied: Yes 1000
Bunching Ractor: 1
Noise Threshold: 1.11  cpa 800
Araa Threshold: 5.3 cpa
Num. Smooths: s 800
RT Window: 0.0 sec
Expected KTt £.30 min 5 7004
Sep. Width: 3
\“ s-; Height: i 800
= 500 0.87
R
u-. Relative KT 4004
Int. Type: 3004
Retention Time:
Area: ]
il ‘ Huights 1.1522003  epe 20
Start Time: 6.08 min 1001
Bnd Time: 6.49 wmin Mj\/\f\hv“’\/VWN"\f PSS N
26 30 35 40 45 S0 S5 60 65 70 75 BO 85 90 95 100 105 110 115 320
Tima.min f
[ \
|
ac I
100.000 ng/ml,
392.067  ng/mL '
02/20/04
Acq. Time: 07:01:46 AM
I ot Yos
1 Bunching Factor: 1
! woise Threshold:  1.11  cpa
Threshold: 5.53  cpa
ha s
RT Window: 300 mec
Expected RT: 8.30 min
Sep. Width: .30
im Sap. Height: 0.01
|| Exp. Peax Ratio:  5.00
Bxp. Adj. Ratio: 4.00
| Exp. Val. Ratio:  3.00
| Une Relative AT: No
Manual
8.12 min
55299  counts
ght: 5.57a+00) cps
Start Time: 8.08  min
|"“’ e 847 min 913 D798 103810721106 1159
| SRECRAR A, S,
0.5 10 1.5 20 28 30 as ) 45 50 55 €0 65 7.0 7.5 80 85 90 95 100 108 wo 1S 120
i
Sampt-N-m. ™1874.13 Spk , |nonﬂny|_ BF = 100" Sample t0: 021904-415°  Filo: "L1874 wiff*
Name: *C4 aulfanate* (o8): "290.0/00.0 amu®
mnmm: "L 1874-13 Spk F, 10000 rg/L DF = 100°  Annolation: =
Sample Index: 16
‘ Sample Type: ac 826
Concentraticn:  100.000 ng/aL 1361
Calculated Conc: 94.532  ng/mlL 1300
Acq. Dace: 02/20/04
. Acg. Time: 07:122:46 AM 1200+
I
Nl Moditied: No 100
Bunching Factor: 1
1 Thi 1.11  cps 1000
4 Area Thremnold: 5.53 cps 200.]
Num. Smooths: s
RT Windows sRC
Expacted RT: min § 800+
. Sep. Widths: = .
MH» Sep. Hedght: g 00
il e P--k Ratio: 600 088
Bap - e io:
Exp. Vai. Ratie: 00 N
Use Relative RT: ;
400 [
Int. Type: valley |
Retention Time: 8.26 min 00
Ares: 13333 counts i
Heighe: 1.30a4003  cpa 200 |
Start Time: 8.12 min |
End Time: €.54 min 100 NANSAAAAS A S [
ol i
05 10 15 20 25 30 as 40 45 50 55 m:o [-X] 10 75 a0 s 90 95 100 105 to 15 20

Sample Namw, "L1874-17 Gpk G, 10000 ng/L DF = 100" Sampie 1D. 02190441 Flle: L1674 Wil -
Paak Name: "C4 alfonaie”  Mass(ss); “299.0/99.0 amu

Gofnﬂ\.nL'Lw74-|7ska 10000 ngA. DF = 100"  Annctation: ™
| Sample Index:
I Sample Type: oc
Concentration: 100.000Q ng/nl 038
Caleula 704.273  ne/mL
Acq. Date: 02/3¢/04 9000 4
Acq. Time: 07:43:49 AN
- it Yeu 8000
Bunching Facters 1
Noise Threstold: 1.11  <pa 000
Aras Thrsaheld: £€.53  cpa
Num. Smoothsa: 5
RY Windows 0.0 seq 8000 ;
Expected BT: 830  min |3
Sep. Width: 6.20 3
1M gap. Heighe: 0.01 S0
Exp. Peak Ratlo: 5.00
Exp. Adj. Ratio: 4.00 £ w000
Bxp. Val. Ratiot i.00
Use Relative RT: Ne
30004
Int. Type Manual
mn.:.n:xon Time: . min 20004
|l Acea: 99334 counts
|| Heights 9.35e400) cps
| seare Tines 8.04 min 1000
i B Tines 8:s0 min o 939 9584990 1029 1056 1130 1183
95 100 w05 10 1S 120

]
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\w?rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM

Printing Time: 02:19:23 PM
Exygen Study Number: L1874

Page 5 of 13
LC/MS/MS #8

Sarmple Name: “XCOZ1004-1, 25 ngiL" _Sampbe ID: 021904417 Fi: L1874.mif
Pank Name: *C sulfonaie” Masa{ss}: "266.0/96.0 amu*

Commaent. “XC021004-1, ESWL Annclation:

I{ Sample Index:

Sample Type: St-nd-xd

| concentration: 25000  ng/aL 382
Calenlatesd Conce 46.760 ng/mL
02/20/04 %0
. 08:04:48 AN |
Wl i 1ac Yen %0 |
| Bunching Factor: 1
| Noiss Threshold:  1.11  ops
Area Threshold: 5.53 cps
Num. $mooths: 5 2%
RT Windew! 0.0 sec
Expected RT: 8.30 min ﬂ
| Sep. Width: 0.20 s 200
‘m Sep. Height: 0.01 g
Exp. Paak Ratio: s.00
400
3.00 150
i! Use Relative RT: Wo ")
Int. Type: Menual 100 / i
Retantion Time: 2.26  min / [T
“m Area:s €595 counts /\q/‘./ AoAak i Bt oA
! Haight: 3.6624002 epm s w 1 } VAL A
Start Times 1.95  min ' v
j e e An e WVV\/\.JJL\I\ JarP rantertonn A g A o s V
! LMt A S A |

os 1.0 15 20 25 a0 35 40 as 5.0 55 8.0 85 7.0 75 8.0 85 5.0 85 100 185 110 14
Time, ooify L
3 T LIBTA- SLIBTA Wil i
HWI Paak Name: *C# sutionale™ "299.0/99.0 amu” |
" 8 Comment: "L1874.1"  Annotation: = i
Sample Index: 19 !
Sample Type: Vaknown i
|} concentration: N/A 8.5¢5
calcula Conec: §4986.674¢ ng/mt 4
Acq. 02/20/04 6.005 |
Acq. Time: 08:25:46 AN .
T Modsifieds Ho i
Bunching Factor: 1 5.005 .
Noiss Threshold: 1.11  cps i
5.53  cps 4.508 i
s .
RT Window: 16.0 see 4.0e5 I
Bxpected RT: §.30  min B .
‘ . width: 0.20 ;, 3.5e6 i
| {} Sep. Haight: 6.01 |
Exp. Paak Ratlo: 5.00 3.0eS !
Exp. Adj. Ratio: 4.00
| Exp. val. matlo: 3.00 2548 :
~ Uae Relative RT: Yo 2005 :
Int. Type: Exponent i
tion Time: .24 1565 )
® 7765615 counts
 Heignts 6.5004005 cps 1008 '
Il start Time: 7,75 min
| Bnd Times 8.60 min 5,004
. 084 111 150,181 ,1.99 2.48 410 827 5.98 740 A ] 872 917 926 956 9781005 10.60 1082 1159
05 10 1.5 20 25 30 35 40 45 50 58 80 o5 70 85 s 1o 105 110 ns 120

Sampla Nama: L1871 Rop®  Sampla 10 "021904-110°  Fla: *L1874 wif*
“ Paak Nama: *C4 aulionate”  Mazs(es) "2000/96.0 amy®

I Comment: "L1874-1 Aap®  Annotation: ™
Sample Index: 20
Sample Type: Unknown 820
. Concentration: L2y 8.0e5 1
Calculated Conc: 53381,257  ng/aL
Acq. Date: 02/20/08 5.5¢5
l Acq. Time: 08146145 AX
5005
m | Modifisds o
Bunching Factor: 1
“ Noise Threshold: 1.11  cps 4508
| Area Threshold: 5.53  cps
Nun. Smooths: 5 4065
RT Window: 300 sec
Expected AT: $.30 min § ase
Sep. Widch 0.20 - !
Bep. Hsight: 0.01 3005
Pask Retio: 5.00
4.00 2545
3.00 b
Wo 2005
Inc. Type: Exponential Skim 1.55
Retention Time: 222 ain
7529178 counts 1005
§.0504005 cps
Start Time: 7.66 min
I End Time: 8,57 nmin 504
05 10 15 20 25 30 35 40 45 50 55 8.0 85 70 8.0 8BS a5 10.0 10§ 1o ns 120
Tine.min
Sample Nama: "L1874-2"  Sampie D:021904-420° File: “L1874.wifl"
S [ Peak Name: "Cé autionale” mn(u) *290.0/99.0 amu®
Comment: "L1874-2" Anmwlvn
Sample Index:
Sample Type: Unknown 828
Concentration: LI 6.008
Calculated Conci 53051.570  ng/ml
Acq. Dat 02/20/04 5505
Acq. Time: 09107145 AR
. 5.005
* Modifieds No
Bunchlng ractors: 1 4505
Noise Threshold: 1.11 cpo
| Area Threshold: 8.51  epe 4005
Num. Smootha: 5 )
RT Window: 30.0 e
Expectaed RT: 8.30 min § 355
Sep. Width: 0.20 q
[ sep. Haight: 0.01 2.0s8
‘Bxp. Peak Ratio: 5,00
Exp, Adj. Ratio: 4.00 255
| Bxp. Val. Retio: 3.00
' Use Relative RT: No 2005
Int. Type: Exponeutial skim 1.505 i
m\ao ntion Time: in
I 7482677 counts 1005
6.00e+005 cps
snx: Time: 7.69 min
End Time: 9.58 nin 5004
0s 10 1.5 20 23 3.0 35 4.0 45 so 55 8.0 65 70 80 B85 8.5 100 105 1o ns 120

[
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@rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 6 of 13
Printing Time: 02:19:24 PM LC/MS/MS #8
Exygen Study Number: L1874
. Sample Name: 'L1874-3 DF = 100° Sample ID: "021604-421-  Fie: L 1874.miMl"
| “ sulional”  Mass(es) “289. 0 s
d 1874-3 DF = 100"  Annctation:
Sample Index: 22
Sample Type: Qc
| Concentration: 100,000  ng/mL 812
Caloulated Conc: 414.372  ng/mL 5500
Acq. Date: 02/20/04
“ Acq. Time: 09:38:48 AN 5000
\M | yoaieiads o
Bunching Pactar: 1 4500
Noise Thremhold:  1.11 «<ps
Area Threshold: 5.5 cps 4000
Num. Smooths: 5
RT Window: 30.0  sec 3500
Expected AT: €.30  nin § i
s-p. widehs 0.20 5 3000 1
‘i He 0.01 i
5.00 1
1 i.00 g 0 !
i lxp 3.00
use loln:ivo RT: Ho 2000
Int. Type: Exponential Skim 1500
Retention Time: 8.36 nin
‘““ Area: 58445 countw 1000
b Heights 5.79e+003 cps
Start Time: 8.06 nin
Bad Time: §.54  ain 30 i
@ P |
os 10 15 20 25 30 ECRRY) 45 50 58 60 85 70 0 50 85 50 5 100 105 16 18 120
Tiow. ok,
I Sampie Name: ‘L1874-4 OF = 1000° _ Sample ID: (021904422 File: ‘L1874 will-
m Pook Name: ‘C4 muifanaie” Maes(se). "209.0/99.0 amu”

Commant: "L1874-4 DF-woo' Anrotation: = !
| sampie index: '
| Sample Type: Q¢ 82
| concentration: 100.000  ng/mL 1480 r

Caleulatad Cone: 106.890 ng/aL 1400
Acq. Da 02/20/04
Acq. Time: 09:49:47 AN 1300
MM Modifimds Yes 1200
| Bunching Pactor: 1 100 0.85
Threshold: 1.11  cps 1
Threshold: 5.53  cpa 1000 ;
Num. Smoothsi L
RT Window: 30.0  eac 90 i
ected RT: 8.30 uin 8 i
Sep. Width: 0.20 L !
II Sep. Height: 0.01 700 H
| Bxp. Peak Ratlo:  5.00
' Exp. Adj. Ratlo: 4,00 £ s h
Exp. val. Ratio: 3.00 ¥
! Use Relative RT: Ho 500
Int. Type Manual 400
8,22 wia 200
15090 ccunts
1.31744003 cps 200
8.09 min
2.53  min 100 . AP p sl
- o5 10 15 20 25 30 35 40 45 5.0 55 L1 B85 7.0 75 80 85 5.0 95 100 105 1o ns 120
Jins. min

"Sample Name: "XCOZ1004.2, S0 ng" _ Sample ID: 021004425 Fie: "L1B74. WiIT

Poak Narme: ‘C4 aulfonate™  Mass(ea). “200.0/99.0 ar”

Comment: 'xc:mm sonyL Annotation: =
| Sample Index:

1‘ Sample Type: snnd-rd 828
i Concentration: 50.000  ng/mL 350 ¥
Calculated Conci 22.867  ng/mb
Acq. Date: 02/20708
Acq. Time: 10110:46 AN
] o
| Modified: Yeu
Bunching Pactor: 1 .
Noise Threshold:  1.11 cps
| Area Threshold: 5.53  cps 25
Num. Smooths: 5
RT Window: 30.0 aac '
Expectsd RTi 6.30 min E 200
0.20 >
0.01 12,00~
5.00 g
4lap 150
1 3.00
| Use Ralative RT: No
9:4\"8
Int. Type Manual 0 087 mu “ 85 4 80
Nactentlon Time: 9.26  min 9'2'\] \ ﬂ in 5, !‘ PR
Area: 3225  counts f i ,.,A‘ w, RIS
Helght: 3.26e4002  cps 50 /‘l\/.\/ﬁ\lv Vv /\,"’” Uy
Start Time: 8.09 min ¥ ‘
e T B pe MM
(1] 10 1.8 20 25 30 35 40 45 5.0 55 0‘0"|| 85 70 75 1.0 85 80 95 100 035 110 15 120
T, i, ]
Sample Nama: "L18748" Sample ID: "021504-424"  File: "L1874.wiff"
P-akNlmc "Cé suilonale”  Mase(ss): 280.0/99.0 amu”
Gomment "L1874-5"  Annotaion: ~
Sample Index: 25
Sample Type: Unknown 154
Concentration: W/K
70.308  ng/aL
02/20/04 900
Aeq. Time: 10:31:45 AX L¥-3 .
Modified: Yen
Bunching ractor: 1
‘ Noise Threshold: 1.1 cps 700
Area Thrwshold: 5.%3 spa
Num, $moothsi s
RT Window: 10.0 sec 800 088
Expected RT: 8.30 wmin 5
Eep. Width: 0.20 2
\wm. Height: 0.01 i 500
Exp. Peak Ratio: 5.00
Bxp. Adj. Ratio: &.00 = ©00
;!xp, val. Ratio: 3.00
Use Relative RT: No
00
N J Int. Typa: Manual “
Retention Time: 8.22 nin
';Aru. 9917 counts 20 5662841005
|| Hedghts 7.97e4002 cps 10.54
” Start Time: 7.91  min wo{ O w (1097 tiee
|| moa Tines 8.48  ain 0% Wi
05 0 35 40 45 50 55 60 85 70 75 ) 85 40 95 00 105 110 11§ |

1201

(]

[
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Wprinting Date: Monday, March 01, 2004 Set Number:
Printing Time: 02:19:24 PM

Exygen Study Number:

L1874

0219040 ACSFM

Page 7 of 13
LC/MS/MS #8

8.5 70 7.5 8o

95 1o 105 1.0

Sample Index: 26
Sample Type: Unknown 148
| concentration: N/A ¥
Calculated Conci 59.789  ng/mL 1000 155
Acq. Date: 02/20/04
Acq. Time: 10:52:45 AR 200
“WU Modified: Ne
Bunching Factor: 1 800
Noiss Threshold: 1,11 cps
Area Threshold: 5.53 <Pt 700 i
Num. Smooths: 5
RT Window: 30,0 sec
Expected RT: 5.30 min § 00
“ .Sop. Width: 0.20 '
s- . Reighte: 0.01 500
X Ratio:  §.00 E 085
!xv Adj. Ratlo: 4.00
Exp. Val. Ratior  3.00 Al
Use Relative RT: Mo i
300 i
1nt. Type: valley
Retention Time: B.24¢ win
i 2= 9292 counts 20 '
 Meighe: 7.30e+002 cpe s |
Stare Tima: 8,11 ain 100 1100 '
End Time: 9.48  nin 0.86 \/\I‘A’\ n/\\fw Wt
05 10 15 20 25 30 35 a0 45 50 53 66 85 70 75 80 ss a0 95 10 10s 110 115 120
Jime. min,
Sampie Name: L1874-8" Sample ID:*021904-426" Flile: *L1874.wt™
Peak Nama: ‘C4 sulfonaie™  Maes(os). "200.0/99.0 amu”
: B Comment: "L1874-6"  Annctation: ™
| Sample Index: 27
| Sample Type: Unknown 148
Il concentration: N/A 1163
Calculated Cones 69316  ng/al
Acq. Da 02/20/04 1100
Acq. Time: 11:13:46 AN
] wo ‘
Modifieds No
| Bunching Pactor: 1 900
Noise Threshold: 1.11  cps |
‘ Area Threshold: 5.5 cps 800 ‘
Num. Smooths: 5
RT Window: 30,0 o
Expectad RT: 8.30  min g™
Width: 0.20 S oee
Heights 0.01 Lad
| Bxp. Peak Ratio:  5.00
Adj. Ratio: 4.00 E 500
‘I Val. Ratios 3.00 1o
! Uss Relative RT: ¥o 400
Int. Type Valley 3004
Retention Times 8.25  uin 508y o8
9776 caounts 182
9.7004002  epa 200 5o 613826 gy T2 741 798 978, ’{k}"“
Start Time: 8.12 min 100 0. 187 I 868187 ’\IJ \w~ 1978 113201 41
End Time: 8.5¢ min 89 - 5.225.31 ~ MV
Py
[0 10 15 20 25 a0 as 40 45 50 55 60 85 70 75 [X) 85 90 95 100 105 110 115 120
Jiag.mio.
g [ SempleName: L1874 DF =100 Sample ID: 021504427 File: "L1674.wiff"
)['0‘ Peak Nams: ‘C4 sulfonaie®  Mass(es): *200.0/00.0 amu®
Comment: *L1874.7 n: 100' Annotation: *
Sampla Index:
Sample Types
Concentration: 100.000 ng/nl 1375
Calculated Conc: 968.821  ng/mL 1300
Acq. Datw: 02/20/04
Acq. Tinm: 11134147 AN 1200
| Modifieds Yo 100
Bunching Pactor: 1 .
Noise Threshold: 1.11  cps 1000
Area Threshold: 5.51  cpu
Num. Smooths: 5
RT Window: 30.0  sec
Expected RT1 8.30  min g o
wiach: 0.20 = 700 084
0,01
5.00 g 800
a.00 E
300 so0
elative RT: No
400
nt. Type: Vallay
Retention Time: 8.24  min 200 |
Area: 13933 counts
Helight: 1.33e+003  cpsm 200 }
Start Time: 8.05 min 987.9.90 10.93 |
End Time: 847 min 1001-1.6765 IRA2 o AGLERE o B !
0s 10 15 20 25 30 a5 40 45 50 55 60 85 7.0 80 a5 100 105 "o 18 120
Tima. min -
SlmnllNlm! “L1874-8 OF = 1000° Sample ID: "021904-428" Fila: "L1874.wit" ’
L ] ‘C4 sulfanake” Mass(es) 299.0/96.0 amu" ¢
Gommlnl 'LI!TM DF = 1000  Annotation: = !
| Sample Index: 29
‘ Sample Type: oc 828 '
! Concentration:  1060.000 ng/aL 1288 1
Cone: 96.876  ng/aL
02/20/04 1200
# 11:55:47 AX 1100
Modified: No
| sunching ractor: 1 1000
Noise Threshold: 1.11  cps
Acwa Threshold: 5.53  <ps 00
Num. Smooths: 5
AT Window: 30.0 amc 800
Bxpected RT: 8,30  ain 8 700
|“s . Widehs 0.20 3
I8 Sep. Height: 0.01 E a0
Exp. Peak Ratlo: 5.00 '
Exp. Adj. Ratlo: 4.00 £ 500 H
EXp. Val. Ratio: 3.o0 \
Use Relative RT:  No 0 !
Int. Type Basa To Baze ]
g peeneton “rimes nin 30
l I Area: 13664 counts 200 B
I Hliqhtl‘ 1.24e4003 ;pl \'
Start Time: 8.10 min 973 1081 1180
End Time: 8.54 min 100 W Iy “;:\571 o i
"s CJ

as 40 45

50 55 &0
Jima. min,
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)€rinting Date: Monday, March 01,
rinting Time:
Exygen Study Number:

02:19:25 PM

L1874

2004

Set Number:

021304D ACSFM

Page 8 of 13

LC/MS/MS #8

Sample Index: 30 P
Sample Type: Standard 6.23 i
Concentration:s  100.000 ng/wl 833 ¥ i
Calculated Conc: 40.362 ng/ml 800 i
Acq. Date: 02/20/04
Acq. Time: 12:16346 PX 550 !
Moditled: No 500 '
Bunching Pactor: 1 |
Noiss Threshold:  1.11  eps 450 i
Area Threshold: 5.53  cps |
Num. Smooths: 5 400 I
RT Window: 30.0  sec
Expecced RT: 8.3¢  min B o )
Sop‘ Widths 0.20 . '
. . Height: 0.01
k Ratio: s.00 0 1
sxp Adj. io: i.00 !
| Bxp. val. Ratio: 1.00 20 |
| Usa Relative RT: Fo 200 '
Iat, Type: valley 150 048
Retention Time: 8.23 win
Area: $693  cyuate 774,
““ Height: 5.9Ce+002 vep. 10 1.3 7.98 9.09, 32 953 ‘003 0 's wes 1137 ”‘5‘
Stare Timas 2.07 min i A oA
| 2nd Times 2.49  min © f’\/ ‘f"‘/ "\\/ \/\f\/\"/\'\ﬂ\/"W v R V o
nDepm Aot nndn AN,
as 10 15 20 28 a0 as 40 a5 50 85 60 65 70 7.5 20 85 %0 95 00 WS 1o s 120
Time.min
thum "Li18745" Sampe ID: 021904430" File "L1G74 Wi~
! oak Name: "C+ eulionale” u...(u) *209.0/99.0 amu®
Dammnt'Lll"v‘ Annolation:
Sampls Index: 31
| Sample Type: Unknown
l{ Concant /A 7.005
Calcula 64658.426  ng/mb
Acq. 02/20/04 8.55
Acq. Time: 12:37:45 PK 6005 )
B Modified: ¥o
Bunching ractor: 553 !
Noise Threabold: 1.11  cps 5065 i
Area Thresholds 5.5 cps :
Num. Smooths: 5 4.5¢5
RT Window: 30.0 e i
_ Expacted RT: $.30  nin & 405
Sep. Width: 0.20 9
Sep. Height; 0.01 g 3565
Exp. Peak Ratlo: 5.00
Exp. Adj. Ratio: 4.00 3008
Exp. Val. Ratlo: 3.00
| Use Relative RT: o 255
2098
Int. . Bnnn-ntinl oxim
Retention Times 8. 15085
i 2zae: 5119770 counte
Heights 7.06e4005  cpm 1085
‘ Start Tima:i 7.61 min
Bnd Times 8.57 min 5.004
| ool—235.088 080 151 1.88 207280276 ATT. 487527, 544 9.54,968 1010 1088 1133 1194,
: [ 10 15 2.0 25 ) s +.0 45 50 55 95 100 105 110 1§ 120
Sample Name: 'L1874-0 Flep® Sampie D7 "021904-431° LIB74 WA
‘n‘ Paak Nama: 'C4 sulfonale® Mase{os) “200.0/00.0 amu’
Commant: 'Lmunw Annotation: =
Sanple Index:
Sample Type: llnknovn 21
Concentration: N/A 8805
Caleulated Conc: €3318.514  ng/aL
Acq. Date: 03/20704 6005
Acq. Time: 12158144 BX
5505
Modifisds Mo
Bunching Pactor: 5008
Noise Threshold: 1.11  cps
Area Threshold: 5.53  cps 4505
Nun. Smooths: 5
RT Window: 30.0  aac 4085
Expected RT: 8,30 win }
Hl' Sep. wietni 9.20 5 35S
Sep. Height: v.01
II & 5.00 ; 30u5
i e 400 E
{f Exp- 3.00 255
Use Ralative RT:  MWo
2085
nt. Type: Exponantial Skim i
Retention Time: 1 ol 155 :
Azear 9930782 counts
Heighe: €.62e+005 cpa 1.0e8
Start Time: 7.64 min
End Time: 9.55 min 5004
05  to 15 20 25 40 35 40 45 50 55 80 65 70 75 80 85 60 95 100 105 110 15 120
mo
a8k Namme. sulfonals’
ummm “L1874-10° N\mlaﬂon
Sample Index:
Sample Type: Ilnknmm 821
Concentration: H/A B.8eS
Calculatad conc: 63822.070  ng/mt 8505
Acq. Di 22/30/04
Acq. Time: 01119:42 PX 6008
Modified: Ne 5.505
Bunching Factor: 1
| Noiwe Thresnolid: 111 cps 5.005
| Area Threshold: 5.53  cpe
Num. Smoothe: 5 4505
RT Windew: 0.0 nac
Expectad RT: 9.30  wmin § 4005
Sep. Wideh: 0.20 :
W Sep. Height: 0.01 3568
Rxp. Peak Ratio: 5.00 3005
Exp. Adj. Ratio: 4.00 £
Exp. Val. Ratio: 3.00 2.508
Use Relative &T: Mo
2008
Exponential Skim I
ain 1505 |
[ 9001806  counts |
6.83e4005 cpa 1005 !
7.65 min ]
End Time: 8.60 min 5004 }
[X) 10 1.5 20 25 30 3s 40 45 50 5.5 80 65 70 75 80 BS 9.0 95 100 185 110 ns 120
Jims.mn |
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rinting Date: Monday,
Printing Time:

Exygen Study Numberx:

March 01,

02:19:26 PM

2004 Set Number: 021904D ACSFM Page 9 of 13

LC/MS/MS #8

L1874

Commant i
Sample Index: 1
Sample Type: Qe
Concentration: 100.000 ng/mL 6285
Calculated Conc: 463.728 ng/mL 8000
Acq. Date: 02/20/04
Aeq. Time: 01140¢41 PR 500
[ Modified: No 5000
Bunching Factor: 1
Noise hold: 1.1l cps 4500
Area Threshold: 5.51  cps
Num. Smooths: 5 4000
RT Window: 0.0 5ec
Expected RT: 8,30 min L J— |
. Sep. Widths 0.20 2
Sep. Height: 0.01 g 3000
EXp. 5.00
Exp. A .00 2600
Exp. Val. Ratio: 3.00 !
Use Relative RT: No 2000 i
int. Type: Valley i
Retention Times $.23  min 1500 !
Area: 65407 eounts
1 5aione. £.2704003  cpe 1o0o i
Start Time: 8.09 min 500 H
‘ gnd Time: §.59 min i
o5 10 16 20 25 30 as 40 45 5.0 55 80 65 70 75 8.0 85 e0 85 100 105 10 ns 120
Tine.min ;
i
sulfonale”™  Mats(s \
Comment "LI874-12 OF x 100" Amoiaton |
Sample Index:
Sample Type: 3 823 !
Concentration: 100.0D0 ng/mL 2000 "
caleul Cone: 148.467  ng/nL |
Acq. Date: 02/20/04
Acq. Time: 02:01:39 PR 1800
|"u Modified: Fo
l Bunching factor: 1 1800
Nolme Thresbold:  1.11 cps
) Area Threshold: 5.51  cps 1400
Num. Smooths: 5
RT Window: 30.0 sec
Expectad RT: 8.30  nin g
. Width: 0.20 5
Il ser- meigne: 0.01 g 1000
| Exp. Peak Retic: 5.00
. Exp. Adj. Ratio: 4.00 a0 083
| exp. val. Ratlo: 3.00
| Use Relative mT: o
800
Exponantial Skim
jﬂ,! 20041 counts “w
i 2.0104003  cpe
Start Time: 8.05 nin 200
e i as el e N Pty e £ Nt IS AP P, N man i
20 25 3D 35 40 .s 5o 55 60 65 70 7.8 80 85 <0 95 100 1©5 1o 1§ 120
Tine. i,
Comment
Sample Index: 36
| sample Type: Standard 828
|| Concentration:  100.000  ng/mL 48
Calculated Conc: 40.818 ng/mL
Acq. Date: 02720704 b
Acq. Time: 07122140 BX ss0
Modified: Yeou 32
Bunching Factor: 1 8§00
Th 1.11  cps
| Area Threshold: 5.6 cps 4%
Num. Smoothe: 5
RT Window: 30.0 e 400
Expected RT: .30  min 3
Sep. Widths 0.20 ;X0
Sep. 0.01
Exp. 5.00 g 00
Bxp 4.00 [
Exp. 3.00 250 \:
Us: ¥o i
20 067 .
Int. Type: Wanual
Retention Time: 9.24 nia %0 770 I
Arear 5757 counts o0 i
H.“hhx 6 ox:;gz: oo w\/\/\/ '\/"\/‘-\j’\.'\r‘ \ poA |
Start Time: . min v [APg] LA
End Times 9.43 nin s e VW LGN i
10 15 20 25 30 as 40 45 50 55 60 6.5 70 75 8.0 &8s 80 85 100 10.5 10 ns 120
Tima, mis
Commen
Supl. Index: 37
Sample Type: Unknown
) concentration: /A 1188 o
1.214 ng/ml
. 02720704 100
02:43:38 PN
1000
Modified: Ne
nunchinq Factor: 1 900
¥olse Threshold: 1.11 epo 163 l
Area Threshold: §.83  cpe 800 R
Num. Smoothe: s !
RT Window 30.0 cac 700 I
!xpnct-d RT: 8.30 min §
. Width: 0.20 d
.p Height: 0.01 E o0 ’
BXD Peak Ratio: 5.00
!xp. Adj. Retio:  4.00 500 067 I
| 2xp. val. Ratios  3.00
Use Relative RT: No 400 i
1.75
Int. Typa: Valley 300 913 b
Rotantien Time: 8.29 min 10,08 i
171 counts 200 789
5.50e+001 cps 185 Y 850 ’\-\ 0.58 |
’snn e 001 cp o o oo ars 7.5 828837 685 _g.es 728740 197 806 »/\J\‘ 7 s 1164 |
) Ena Time: 531 min 247 \\/fw‘\'
i ol ey
o5 10 15 20 25 30 35 40 45 Y 55 60 65 70 78 [Y) €5 g0 95 100 105 1o 115 124
Tine. mio f

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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@rinting Date:
rinting Time:

Exygen Study Number:

Monday,
02:19:27 PM

March

L1874

Samgpie ID; 021904-437"

01,

2004

Set Number:

021904D ACSFM

Page 10 of 13

LC/MS/MS #8

Narmo: 'C4 sulfonale”  Mass{es). “299.0/99.0 amu
Il Comment: "L1874-13 Rap"  Annotation: "
Sample Index: 38
Sample Type: Unknown
Concentration: N/A 1282
Calculated Cone:  4.710 ng/nL 1200
Acq. Date: 02/20/08
Acqg. Times 03:04:38 PK 1100
\IW Modifled: wo 1000
Bunching Factor: 1
Noise Thresholds  1.11 eps 200
Ares Threshold: 5.53  cps
Num., Smooths: 5 800
RT Window: 30.0 1ec
Expected KT 8.3¢ min B o
| Sep. Width: 0.20 5 1
Sep. Height: 0.01
1 ak Ratioy 5.00 ? 600 0.87
Exp. Adj. Ratios  4.00 E s
Exp. Val. Ratio: 3.00
Use Relative RT: o 400
'
Int. Type: Valley 300
Retention Time: 8.27 min
Azws: £31) SUuRLe
| | 0 ! o :
Height, 9.704+001  cpam .78
Seare Times 310 ain wol 08 o7, 50859818 TR3745 TR0 ”Hu LU WA 108 s
End Time: 8.35  min 0.1 va,b VPP
m/\ﬂ/w-n«n/“"" o VA
08 10 15 20 25 30 as 55 85 78 as 95 0s 10 115 1za
Tinsmin__
Sample Name: "L1874-14  Sample iD; “021004438" Fuc L1874 v
'ﬁ PukNm 'C# aulfonaie® van(n) “200.0/98.0 am
Comment: "LIBT4-14"  Annotation:
Sample Index: 38
! S.npl. Typa Unknown
” Concant. N/A %5
Caleulal 1.437 ng/oL
Acq. Date: 02/20/04 000
Acq. Time: 03:25:38 P¥
Wl moaitiear No 800
Bunching ractor: 1 )
Noise Threshold: 1.31  cps 700
Area Threshold: 5.53  cps ;
Num. Smooths: 5 !
RT Window: 30,0 sae 800 !
Bxpected RT: 8.30  ain ) |
Sep. widch: 0.30 S, 0.8 |
'nsnp. Height: .01 z ¥
Bxp. Peak Ratio: 5.00 |
Exp. Adj. Retlo: 4.00 & 400 |
Exp. Val. Retius 3.00
[ oee mtecive i we j
300 9.4 :
Int. Type:
tion Time: 088
03 counts 20 %1021
{hetone 320040010 cpa st 81 T T 80BN ga0 882 “7N-/\’V 1058
Start Time: £.27 min 100 . f\'\A "
| Znd Time: 8.4¢ min s w\/\/fum
23 100 0.9 ne 15 120

Iml Paak Nama:
' B Commant: “L1874-1
| Sample Index:
Sample Type:
Concentration:
Calculated Conc:
Acq. Dats:

Acq. Time:

‘lodifindx
Bunching Pactor:
Noise Thrashold:
|| Area Threshola:
Num. Smooths:
RT Window:
 Expected BT:
jswp. whachs
Sap. Heights
Bxp. Peak Ratio:
a.

Int, T

Re' .ntion Times
Area:

Height:
| Start Time:
’ End Times

fonate
5 DF = 900"
40
[
100.000 ng/ml
86,730 ng/mL
02/20/04
03146:36 PX
Yeu
1
1.11  cps
5.51  cps
s
30,0 sec
8.30 min
0.20
0,01
5.00
¢.00
3.00
No
Manual
8.22  min
12515 counts
1.2184003  cps
8.05 min
.50 min

i
1200 |

.67
928 57 9821027 4101 1104 U
/{\N'\,\/\,v'\/»/\,-\,«\/\/v A )

8.8

80 85 100 10.5 110 18 12a

Sanmple Index: 41
| sample Type: o
Concentration: 100.000  ng/mL 1200
Calculated Conc: §9,290  ng/mL
Acq. Date: 02/20/04 1100
Acq. Time: 04:07:38 PX
ﬁ“odlflldl Ho 1000
Bunching factor: 1 %0
| Roiss Thresholds 111 <pa
Area Thresheld: 5.53 <ps
Num. Smooths: 5
RT Window: 30.0 nec
Expectad RT: 8.30  min 3 7o
Sep. Wideh: 0.20 3
Sep. Height: o.01 g 800
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 E 300 .54
Exp. Val. Ratio: 3.00
Use Relative RT: Ne 400
Int. Type: Exponential Skim 300
Retention Time: 8.24 min
U'M at 12594 counts 200
@ ight: 1.15+003  cps
S Times £.02  win 1901 _1045 \ag L
| £na vime: 853 min 1o AR S |
° At Aol e A TS s NN o ST SNA .
©s5 10 15 20 25 30 35 40 45 50 55 60 65 s 85 0 w03 e ns  1d
Tima. cio |
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“grinting Date:
rinting Time:

Exygen Study Number: L1874
f
I |
Sample Index: 12
Sample Type: Standard
Concentzationt 2%0.000 ng/ml 2800
caloul, Conc: 276.473  ng/mb
Acq. Da 02/20/04 2600
Acq. Tima: 04:28:37 PR
2400
|w Nodifled: Yes
! Bunching Pactor: 1 220
Noisw Threshold: 1,11 cps
Area Threshold: 5.53  cps 2000
Num. smooths: 5 1800
RT Window: 30,0 amc
Expected RT: 8.30  min g o0
. Sep. width: 0.20 g
| Sep. Helght! 0.01 g 1400
Exp. Peak Ratio: 5.00 .
Exp. Adj. Ratio: 1.00 E 120 !
Bxp. Val. Ratio: 3.00 i
Use Relative RT: Ho 1000 |
800 :
Int. Type: Hanual !
R.t-neian Time: 8.25  min o0 i
' 38995 countm
x.‘mhn 2.798+003  cps “0 i
Start Time: 7.75  min
End Time: 3.48  min 200 872837 927 815,088 1024 978 8% 1024 1074 111611451157 “
A At P NRL e P g P
' os 1.0 15 20 25 20 as 40 45 5.0 55 ) 85 100 105 110 ns 2o
Ti0s.qio
Sample Name: "L1874-17-  Sample ID. Filo: ‘L1874 wiff" '
Paak Name: “C4 suffonate™ _ Mass(es). “289.098.0 amu’
Comment: *L1874-17* Annm.ﬂan
| sample Indexs
Sample Type: Unkno\m
Concentzation: H/A 0.4e5
: 95159739 ng/mL 2005
02/20/04
04:49:36 PN 0,005
Moditied: ¥o
Bunching Pactor: 1
Noise Threshold: 1.11  <ps 7065
| Araa Threshold: 5.53  cps
| Num, Smooths: 5 6,065
8T Window: 30,0 wec
Bxpectwd RT: 8.30  ain 3
Sep. wWidth 0.20 % S.005
“ | sop. meigne: 0.01
Exp. Pask Ratio: 5.00
Exp. Adj. Ratio: 4.00 E 405
Bxp. Val. Ratlo: 3.00
. Use Relative RT: Ha 3,005
Int. Typ Bxponential Skim
R-ttnnoﬂ “rimes 8.22 min 205
[ TS 13421839 counts
5 5.41e4005  cps
‘ Start Times 7.60  min 1.005 .
Bnd Time: 2.57 ain
| 0867 1583 .77 859886712 7.3¢ .75 9.189.24 9880841001 1076 11.12 .11.32 '
' os 10 15 20 25 an a5 40 45 50 55 ,u es 70 75 85 20 85 we 105 16 1S  1zo
Sample Name: L1874-17 Aep’  Samgie 1D, "021904-443"  File: "L1874. witl"
[ \ Peak Nama: ‘C4 suifonale™  Masa(ea): "206.0/99.0 amu’"
Comment: "L1874-17 Fho' Annotalion: ™
| Sample Index:
| Sample Typ Unkno\m 822
Concentration: N/A
Calculated Conci $3579.457  ng/mb 9.0e5
Acq. Date 02/20/04
Acq. Time 05:10:34 BN 2065
|N’ Hoditind: o
Bunching Factor: 1 7065
Noiss Threshold: 1.11  cps
Area Threshold: 5.53  cps
Num. Smooths: 5 8.0¢5
RT Window: 30,0 aec
Expacted RT: ©.3¢  min 5
Sep. Width: 0.20 s 508
Sap. Haight: 0.01 g
i| Exp. Peak Ratio: 5.00
Exp. Adj. Ratio:r  4.00 E 40 .
il Exp. val. Retio: 3.00 |
I use Relative RT1 Mo 3008
Int i Exponential sklm |
Ratention Time: .22 ain 2045
Areat 11198847 counts
I Height: 9.3304005  cps
Start Time: 7.59  min 1.0e5
End Time: 8.57  nin .
e 0§ 10 1.8 20 25 30 as 40 45 50 55 8.0 [X] 8.0 85 95 100 105 1e 15 120
Tine. 0.
Posk Name: "C4 eullonale®  Mase(ss) “209.0/99.0 amu’
Comment: "L1874-18"  Annotation: =
Sample Index: 45 f
Sample Type: Unknown 8zt
Concentration: A
Caleul Conc: $3992.876  ng/mL 9.008
Acq. Date: 02720704
Acq. Time: 05:31136 PN 8005
W yoditieas ¥o
Bunching Factor: 1 7.008
. Threshold: 1.11  eps
i Thrashald: 5.51  cps
Num. Smasths: s 6005
RT Window: 10,0 sec P
Expacted RT; 8.30  mina 8 R
Sep. Width: 0.20 ;5005
'{ Sep. Height: 0.01 E
Bxp. Peak Ratio: 5.00 :
Bxp. Adj. Ratio: 4.00 4005 .
J Bxp. Val. Ratio: .00
Use Relative RT: Mo 3005 .
Int. Type: Exponential skim i
Retention Time: . nin 208 }
Area: 13255847 counts
Heights 9.3744005  cps
Start Time: 7.60  min 1.008
End Time: 8.59 ain
05 10 1.8 20 25 30 35 40 45 50 55 60 65 20 85 95 100 105 110 15 120
Jima.ni0. ]

Mornday,

March 01, 2004
02:19:27 PM

Set Number: 021904D ACSFM

Page 11 of 13
LC/MS/MS #8

i
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i fPrinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 12 of 13
rinting Time: 02:19:28 PM LC/MS/MS #8

Exygen Study Number: L1874

cerrem———
Sample Nama: *L1874-19 OF = 100° Sample ID: 021504445 Filo: "L18T4.wilf*
Poak Name: "C4 sulfonate” Mass(os): “205.0/90.0 amu®
[ Comment: *L1874.19 DF = 100"  Annotation: ™
3

Sample Indax: [

Sampls Type:

oc
concentratisn: 100,000 ng/mL 10504
Calculated Concs 812.301  ng/mi 10004
| Acq. Date: 02/20/04
!Acq. Tima: 05:52:38 PN 9000.00
| i Wodified: No
Bunching ractor: 1 8000.00
Noise Threshold: 1.11  cps
Area Threshold: 5,51 cps
Num. Smoothe: 5 7000.00
KT Window: 0.0 sec
Expected RT: 9.30  nin % 6000.00
., Sep. Widrh: 0.20 q
Sep. Helght: 0.01 £000.00
Bxp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00
Bxp. Val. Ratio: 3.00 #000.00
Use Relative RT:  Wo !
$000.00 :
nt. Type: Valley
, Retention Time: 9.26  min '
I Area: 114571 counes 2000.00 i
ui | Height: 1.052+004 cpe
| start Time: 8.05 nin 1000.00 :
| End Time: 8,61 nin ;
: X X . 80 85 70 75 80 8.5 90

20 25 30 35 40 45 50 5 85 100 108 mno 1ms 2o

Tima. oin
Sample Index:
Sample Type: oc 823
Concentration: 100.000  ng/mL 2200
" calcul Conc: 167.912  ng/amL
Acq. 02/20/04 2000
Acq. Time 06:13:37 P
::Ih Modified: Mo 1800
|; Bunching Tactor: 1 i
Noize Threshold: 111 cps 1600
| Azea Threshold: 5.53  cps !
| Num. Smooths: 5 1400 h
RT Window: 30.0 sec § '
Expectad RT: 8.30 min v
Sep. Width; 0.20 ; 12w 1
I) Sep. Height: 0.0 :
| Exp. Fmak Ratio: 5.00 1000
: Bxp. Adj. Retlo: 4.00 £ 0.86 i
| Bxp. Val. Ratler 3,00 80 i
l1 Usa Ralakive RTi Mo b
Int. Type: Exponential Skim 600
Retention Time: 8.23 min
Areas 23669  counts 400
Height: 2.1904003  cps '
| stare Time: 8.05 min 200
| Bnd Time: 8.54 min
; ol A A A e PR PP P
[X) 10 15 20 25 a0 a5 40 48 50 55 a0 85 70 75 a0 85 a0 95 100 165 110 118 120
Jime.min
Sample Name: *XCO21! 500ng/l"  Bample ID: "021604-447°  Fils: *L1874 wit™
‘IV Poak Namw: ‘C4 sulfonate® _ Masa(es) 209.0/99.0 amu”
\ Comment. "XC021004-3, 500 ng/L™  Annotation: **
{| sample Index: 2]
|| Sample Type: Standard 8.20
|| concentration:  500.000 ng/aL 4713 1
" Calculated Conci 512.763  ng/ab 4500
Acq. Date: 03/20704
Acq. Time: 06134136 PX
4000
\| Moditled: Yex
Bunching Factors 1 %00
Noisw Thrasholds 1.11  cps
Area Threshold: 5.51  cps
Num. 9mooths: s 3000
RT Window: 30,0 wec )
Bxpected KT .30 min 5 i
Sep. Widehs 0,30 5 2500 v
!Iu's- . Heighe. a.01 f v
Exp. Peak Ratio: 5.00
| mxp. Adj. Ratio:  4.00 E 200 %
| mxp. val. Ratio: 3.00 o5, i
o 4
se Relative RT:  No 1500 |
Int. Type: Hanual 780
tion Time: 8.20 min 1000 .
Arear 723123 counta .
Height: 4.6604003  cps i
Start Times 7.63  nin 500 }
End Time: 8.69 nin
SRS, . . & N Sy S

e
15 20 a5 30 35 40 45 50 55 80 85 70 75 80 85 90 95 100 105 10 us 12
Ling,

T
aultonale’
Sample Indexs 49
Sample Type: Unknown
Concentration: W/ 120
|

A
Calculated Conc:  0.824 ng/mL
02/20/04 120
Acq. Time: 06:55:35 PX
1o
Modifiwd: Ho
Bunching Pactor: 1 100
Noise Threshold: 1.11 epa
Area Thrashold: .53 cps 80
Num. Smooths: s
AT Window: 30.0 sac L
Expected RT: 8.30  min !r
[ Sep. Width: 0.20 :
(e sop. Boigne: 0.01
Exp. Peak Ratlo: 5.00 L
Exp. AdJ. Ratio: 4.00 E
Exp. Val. Ratlo: 3.00 %
il yae Relative RT: No
«©
Int. Typs: Valley
i Retention Time: 8.34  min %
\\“( Ares: 116 counts »
| Haight: 3.37e+001 cps
Start Time: 8.30 min 10
End Time: 8.37 =min A
) 10 5 20 25 30 as 40 45 5o

ek

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538660
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0274



m:inting Date:
rinting Time:

Exygen Study Number:

Monday,

March 01,
02:19:29 PM
..1874

2004

Set Number: 021904D ACSFM

Page 13 of 13
LC/MS/MS #8

Sampla Indax: 50
Sample Type: Unknown
Concentration: N/A e
Calculated Conc: 0,831  ng/ml
02/20/04 10
27116136 PX
100
|l Moaifieds ¥o
Bunching Pactor: 1 20
Noise Threshold: 1.11  cpr
Area Threshola: 5.51  <ps %0
| Num. Smooths: 5
RT Window: 30.0 sec
Bxpected RT: 8.30  min 5 0
| Sep. wideh: 0.20 g ©
VI‘ | Sep. Height: 0.01 E
Exp. Peak Ratio: 5.00
Exp. Adj. Ratlo: 4.00 so
| Exp. val. Lo 3.00 AR |
| Use Relative RT: ¥o © y
!
Int. Type: Valley 0 130 458 esrans O
_ Retention Time: €.25  nin a2 874,09 7.95 7887 ‘
, Araas 118 eounts 20017 1.68 z.sr\z'“ an 509 548 35 b i
! xR 3 717\
| Helght: 2.72«+001 cp= 39 1.79 e
gtarc Time: 9.20 min 10 0. 227 A
end Time: 2.33  min /\‘\
i
05 10 15 20 25 30 35 40 45 50 55 60 65 8.5 E) 25 100 t65 110 115 120
Ting. qio
Sample Namo: *L.1874-22 DF = 100° Sample ID: "021904. Fila: "L1874. wiff™
”lli‘ Peak Nama: 'C4 autfonae™ Mu}‘mmﬂnm
I Comment: "L1874-22 DF:\m“ Annotation:
I Sample Index:
Sanmple Type: .
|| Concentration: 100.000 ng/ml 832 a7
Calculated Comc: 42.370  ng/alL 800
Acq. 02/20/04
Acq. Time: 07:37:39 PK 550
i oditied: ¥o 500
| Bunching Pactox: 1
Noise Threshold: 1.11  cps 430
Area Thresheld: 5.53  cps ,
Num. Smoothsi s 00
RT Window: 30,0 mec :
Exp-:t-d T 8.30 min B aso
Widehs 0.20 3
|MI‘ s-p. Height: 0.01 E 300
Peak Ratio: 5.00
. Adj. Retio:r  4.00
J' !x‘p Val. Ratios 3.00 2% o4
;i Ume Relative RT: Nn 200
Int. Typa: Base Ta Base
Retention Time: 8.27 mwin 150 724
Area; 5976 counts ) 88
HHI‘H- ght: 5.91e4002 cpa 100 781 9.150.24 851 g 10231053 '073 "53‘
Stast Time: 8.08 min © gas. B8 74t \NWN\/\ ,/ V\/W
| Znd Tine: 8.45 min 0.33 096137945 17900228 271 3073, 350 379419 430 458 4 590 7
' 0 10 15 20 25 ao as 40 48 50 55 LYY es 7.0 75 80 85 90 ) t0o 105 1o 1s  1zo
Ting. o
Sanple Typ Qc 224
Concentration:  100.000 ng/mL 470
Calculated Conct 30.777  ny/mb 450
Acq. Date: 02/20/04
Acq. Time: 07158140 PM w0
\Hm)qouu.m No
| Bunching Fmctor: 1 350
Noise Threskolds 1.11  cpa
| Ares Threshcld: 5.53  cpa
i Num. Smooths s s 300
KT Window: 0.0 aws
Expacted BT: .30 min 5-
Sep. Width: 6.20 5 2504 '
il ' s-p Haight 0.01 E i
. Paak Ratlor  6.00 ] 0ss |
!xx;. Adj. Ratio:r  4.00 200 5
Exp. Val. Ratio: 3.00 i
Use Relative RT:  ¥o 150 I
Ine Exponential Skim 73 !
B nin 100 ﬂN(Q'“ maq ITRT] nno |
Area: 4341 counts 845 i ;|
Helght: 4.53e4002  cpe 207 Ms'zs‘ |'\; ﬁ ¥ \,/V\.ﬁ"“* A " I
Start Time: 6.06 min %0 137 H n' Wiy vl
End Times 8.41  ain |
20 25 30 35 4.0 45 50 55 6.0 85 7.0 7.5 LY 85 80 95 100 105 10 115 '2&
Tlan ,
t
L Commeni .
Sanple Index: ;
Sample Type: Standard
|l concentration:  1600.000 ng/mb 8958 {
Calculatad Conci 903.061  ng/mb 8500 \
Acq. Date: 02/20/04 i
Acq. Time. 08:119:42 PM 8000 i
Modified: Yoo 5500 !
Bunching Factor: 1
Noize Thrasheld: 111 cpa 5000 l
Area Threshold: 5.53  cps |
Num. Smoothe: S 4500
RT Window: 0.0 sec }
Expected RT: 8.30  min g e '
Sep. wWidth: 0.20 S i
s-p. Height: 0.01 § 3500 ;
Peak Ratio: 5.00
!xp. AQ3. Ratios  4.00 2 %00
Val. Ratior 3.00 2500 ;
u-- Relative 2T:  No |
2000 '
Int. Type: Manual i
Retention Time: 8.24 min 1500 1
il [Areas 127373 counts '
Height: 6.90a4003  cps 1000 i
Start Time: 7.70  min s00 ;|
Bnd Time: §.53  min 575 888 7.44 1002 10.37 1021 1097 1451 1186
o 20 25 30 as 4.0 45 S0 55 80 85 70 75 90 9.5 100 195 110 115 120
Lize. mic. 3

|

hed
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Exygen Study Number:

rinting Date: Monday, March 01,
Printing Time: 02:19:52 PM
L1874

2004

Set Number:

021904D ACSFM

Page 1 of 13
LC/MS/MS #8

Standard are
Concentrations ©.000 ng/mL 54
i| calculatea Zonc:  0.000  ng/mp
Acq. Data: 02/20/04 0
Acq. Times 02:2B154 AX
|| Moaitied: Yeu ® fees
Bunching Pactorx: 1
hold:  2.43  cps 0
01ds 12.16  cpx
smoothe: s 35
30,0 sec 7 0w
Expscted RT: 8.82 min § 0 '
Sep. Width: 0.20 : 8.49 I ]

mu Sep. Helghts 0.01 1910 10.52 10.88
2xp. Pesk Ratio:  5.00 =5
Exp. Adj. Ratio: 4.00 H
Exp. Val. Ratie:  3.00 0 | ‘ ]
Use Relative RT:  No : Nt [ 3

7.87 i) i ]
Int. Type: Manual 13 1.35 \ ’J ]
! Retantion Time: 7.48  min \ ! \ }

“‘ ) Araas 6 counts 10 067 109 152 sl 7 \ .
Haight: 0.008s000 cvE k - - |
e et HECA o  osm e 295 385,375 434 4% a3 J P
End Time: 7.50 =in MM 088 A““ 210)A A A}{ AAAAA 588 A 6.50 ‘

| 2 A A AN jaaa ) A Y |
! . X 0 20 2.5 a0 35 40 a5 5.0 55 8.0 &5 7.0 20 95 120,
Jims.oio
|| sample Indexs 3
i| Sample Typa: Standurd 878
Concentration: 25,000 ng/ml 3500 ¥
| calculated coner 45.998  ng/mL :
Acq. Date: 02/20/04
Acq. Time: 02:49:55 AKX
i 3000 .
I: Modified: Yeou
Bunching Factor: 1
‘ Noise Threshold: 2.43  cps 2500
J} Area Thresnoia: 12.16 cps ,
I| Num. Smaothss s ’
RT Window, 30.0  aec .
Expected RT: 8.8  nin ﬂ 2000
Sep. Width: 0.20 9 .

”‘ ep. Height: 0.01 g
Exp. Pwak Ratio: 5.00 B
Exp. Adj. Ratio: 100 1500
Evp. Val. Raties 3.00
Use Ralative RT: Wa

1000
Int. Type: Manual
Retention Time: 8.76 min
Area: 32745 countw
Height: 31.55e+003 cps 500
il Start Time: 8,59 min
! End Time: 9.03  ain
yl ° 10.28.0. 073,088 159 179 281 382 4. 448 5.04 547 577 2. 720 757.7.708128.37 927936 974 _10.13 10.70 1108 1143 1162
’ 05 10 15 20 25 a0 a5 40 45 50 55 "ma.o as 70 7.5 ) as 50 25 00 105 110 115 120
Jin .
Sample Nama: "XC021004-2, 50 ng/L°  Samgple ID: 121804-402°  Fiie: "L1874.wiltf"
B+ | Posk Nama: 8 euifonale” *Hessiss) *300.080.0 amu*
Comment: “XC021004-2, 50 ng/l"  Annotation: ™
“ Sample Index: ‘4
I' sample Type: Standard
| concantration: $0.000  ng/mL 2% it .
Calculated Conc: 60.920  ng/mb
Req. Date: 0a/20/04 4500 '
Req. Time: 03:10:52 AX :
“l\ Modified: tos 4000 !
{| Bunching Factor: 1
| Noise Threshold: 2.43  cpa 3500
Area Threshold: 12,16 cpa
" Num. Smooths: 5
RT Window: 30.0 g 3000
Bxpectsd RT: 9.92 min B
Sep. Widthe 0.30 S 2300 ]
\I I\ Sep. Maight: b_01
|! Bxp. Peak Ratio: 5.00 !
J Bxp. Adj. Ratlo: &.00 2000
| 2xp. Val. Ratlo: 3.00
|| Use Relative RT:  Ho 150 :
Hanual :
8.78 min 1000 !
™ 43367  counts |

W8 Height: 4.83¢+003  cpm i
starc Time: 8.64  min %00 !
End Time: 9.09 min v

|
20 25 30 35 40 45 50 55 80 85 70 15 10 85 90 95 100 10.5 11.0 1ns 124
Lina. min J
Carnmen '
sample Index:
Sample Type: Standard 078
Concentzation: 100,000  ng/mL 2000
Calculated Conc: 120.194  ng/aml
Acq. Date: 02720704
Acq. Time: 03:31:51 AX 8000

WY voaitiess ¥o
Bunching Pactor: 1 7000
Noisa Thrashold: 2.43  eps
Ares Thrashold: 12.16  cpa
Num. Smooths: 5 8000
RT Window: 30.0  sec
Expected RT: 3,82 min § 5000
Sep. Width: 0,20 =

[l sep. Heigne: 0.01
| Bxp. Peak Ratio: 5.00 4000
| Bxp. Adj. iot 4.00 z
| Bxp. val. Ratio: 31.00
Use Relative RT:  No 3000
Int., Type: Bass To Bass 3
Retention Time: 8.78  min 2000 ¢

m [ Areas 85563  countm |
| Height: 9.19¢+003  Ccps
Start Timet 8.61 min 1000 |
. End Time: 9.08  min H

) 0 i
05 10 15 20 25 30 35 4.0 45 5.0 55 80 85 70 7.5 0 X 80 85 100 105 1o ns 120
Tima. i, i

i

Wi
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Wprinting Date: Monday, March 01,

Printing Time:

Exygen Study Number:

02:19:52 PM
Lig874

2004

Set Number:

021904D ACSFM

Page 2 of 13
LC/MS/MS #8

Comment
Sample Index:
Sample Type: Standard a2
Concentration:  250.000 ng/mL 2084 ¥
| Calculated Cone: 262.770  ng/mL
| Acq. Date: 02/20/04 1.804
P Acq. Time: 03152449 AX -
| ¥ woaitiea: Yes 1804 i
Bunching Pactor: 1
Noise Threshold: 2.43  ¢ps (ot
Area Threshold:s 12,16 cpa -
Num. smooths: 5 i
RT Window: 30.0  sec 1204
Expscted RT: .82 min ﬁ
| sep. wideh: 0.20 g
HI Sep. Helght: 0.01 1004
I| Exp. Peak Ratio: 5.00
4§ Exp. Adj. Ratio: €.00 E s00
| Bxp. val. io: 31,00
\l Use Relative RT: o i
80000 :
Int. - Manual .
Retention Times 9.82  min :
Hm Ar, 187060  countw 40000 H
Haight: 2.00esD0& eps
| scart Timas 8.67 min 2000.0 i
J‘ End Time: 9.1t min b
i
X3 10 15 20 25 a0 as 40 45 50 55 8.0 85 7.0 75 8.0 as 20 95 1.0 105 1Mo 15 120
Tins, inig, [
x 1004-8, 500 ng'L* . 021904408  Fite: "L1874.m¥"
| Poak Nama: "C8 sulfonate”  Mass(ss): "399.0780.0 amu®
Comment: “XC021004-5, 500 ngiL*  Annatation; =
Sanple Index: 7
’ Sample Typae: Standard a.76
|| Concentration: §00.006  ng/mL 4004
calcul, 511.405  ng/mlL
Acq. Date: 02/20/04
' Acq. Time 04113149 AX 254
;‘ Modified: Yeu
Bunching Pactor: 1
Noise Thremhold: 2.4 cps 30e4
‘ Area Threshold: 12.16  cps
' Num. Smooths: 5
BT Window: 0.0 aec 2504
Expected RT: 2.32  min |
Sep. Widths 0.20 g
| .p . ghts 0.01 2.0u4
Bxp. Peak Ratio: 5.00
Exp. Adj. Ratio: 4.00 £
Bxp. Val. Ratio: 3.00 1.504
Use Relative RT: Mo
Int. Type: Manual 1084
Retention Time: 2.76  min
364057  counts
| Helones 4.05e+004 cps 5000.0
Start Time: .60 min
l\ End Time: 509 min
o 05 10 15 20 25 a0 35 a0 45 5.0 55 60 6.5 70 75 80 85 a0 95 e 105 1o s 1z0
Tims. mio

Commar
| Sample Index:
I Sample Type:
Concentration:
Calculated Conc:

i 1
l‘. Modified:
Bunching factor:
| Noise Threshold:
|| Area Threshold:
Num. Smoothas
RT Window:
Expected RT:
‘m'[\ Sep. Width:
L L

Bxp.
Us

nt. .
Retention Time:
Arear

Height:

Start Time:

gnd Time:

i

P ;e
[
1 ‘Nethanol
Sample tndex:

Standard
1000.000  ng/mL
986.1894  ng/mL
02720704
04134148 AN

Yeu

1

.43 cps
12.16  cpa

s

30.0  sec
8.92  nin ]
0.20

0.01 E
5.00

4.00

3.00

Ho

Manual

8.7  min
702041 counts
7.62e+008  cpa
8.61 min
9.0 nin

9
|l sample Type: Unknown
b concentration: N/A
Calculated conc: 0.000 ng/ml
Acq. Da 02/20/04
Acq. Time: 04:55:46 AN
Tuaauuax Yes
i Bunching Faestor: 2
| Nolse Thresbold: 3.43  opa
| Area Threshold: 1216 epe
Num. Smoothsr 5
RT Window: 30,0 sec
Expectad RT: 8.82  nin g
Sep. Width: 0.20 :
p. Haight: 0.01 ;
Exp. Peak Ratio: 5.00
Exp. Adj. Racio: 4.00 £
Exp. Val. Ratlo: 3.00
Use Relative RT: Ho
Int. Type: Manual
“ Retention Time: 8.63 nin
L 0 counts
‘ 0.00e4000  cpa
8.41  min
| B.68 min

8.75

15 20 25 3.0

35 40 45

5.0 55 8.0 85 70 75 80
Time. min

b Aot M4

WA n/\f\A/\Jf

0.

M
5 10 1.5

20 25 30

35 40 45

A I\A A l'\l\/\A
50 535 80 6.5 70 TS 80

Tima. min

as

20 85

W
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rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 3 of 13
Printing Time: 02:19:53 PM LC/MS/MS #8
Exygen Study Number: L1874
Samphe Nan: '0108020 Gonlior _ Samgle 10, 021004400  Fike. -L 187 4.will- 1
Peak Narme: 'C8 aulforinie®  Mass{es) 369 0/80.0 amu* !
Comment: “0106020 Control”  Anotation: * |
Sample Index: 10 ]
Sample Type: Unknown 220
Concentration: ns £ - 1083 i
Calculatad Cone: 0.000 ng/mL
Acq. Date: 02/20/04
Acq. Time: 05116140 AN x
Modified: ¥o
Bunching Pactor: 1
Noise Thremhold:  2.43  cps -3
Ares Threshold:  12.16 cps
Num. Smooths: s
RT Window: 30.0 sec
Expected KT: 8.82 min § ]
. Widthr 0.20 3
. Helght: 0.01
Paak Ratio: .00 15
Ad . Ratio 4.00
xp . fe:  3.00 121
Use l'll:iv. T No 158
1
Int. Type: No FPeak
Retentlon Times WA win 418
Area:s N/ countas 3.5
\“I‘ Height: N/A  eps 5 04 LES 44 681
Start Time: N amin AAA ) ﬂ
End Time: N/A nin A
1A MA MoL A B AR
05 10 15 25 30 a5 40 45 50 PO 70 20 85 90 85 106 105 110 us 120
Tima, min
Sample Name: “0106020 Spk A, 50 ng/L"  Sample ID: "QWOC—“O" File: *L1874.wi1"
IH‘ Poak Namo: ‘Cé sulfonaio”™ Mass{cs): "390.0/80.0 amu
Comment: 0106020 Spk A, SORgL” - Annouton
Sample Index:
Sample Typae:
‘ Concentration: 50.000 ng/mL 4278
Calculatad Cone: 53.159  ne/mL 000
Acq. Date: 02/20/04
 Acqg. Time: 05:37:50 AK
- moaseseas Yes 3500
!! Bunching Factoer: 1
Nciss Threshold: a.42 <ps 2000
Area Threshold: 12.16 <p#
Num. Smooths: 5
RT Window: 0.0 sec
Expected RT1 8.82 5 2500 :
| i Sep. Width: .20 3
Sep. Height: 0.01
| ’ Exp. Peak Ratio: 5.00 g 2000
Exp. Adj. Retios 4.900
Exp. Val. Retio: 3.00 .
Use Relarive RT: ¥a 1500+ :
Int. Types Manual
8.75  min 1000 ,
37843 counts .
€.28e4003  cps i
Start Timae: B.62 min 500
End Time: 9.03  min
i ol omowdggw‘ Q 181 229 gg 321;« 3p1 4ekn] ,5g§5§ 633 7.95.7.45 8218 n 9.23,9.35 667 10511064 1114.11.29 1186 |
10 20 30 40 5.0 o.n os 70 78 5.0 g0 105 110 115 120
SO0 ng/l” . 024!
|M Ponk Nams: 'lel'mb Mass(ea). “300.0/80.0 amu®
| B Commant: %0106020 Sk B, 500 np/L* Annatation:
| Sample Index: 12
|| sample Type: ac 877
|| Concentraticn: 500.00¢ ng/mL 40044
Calculatad Conc: §23.5%0 ng/mL
Acq. Data: 02/20/04
Acq. Time: 05558147 AM 35044
“M Madified: ¥o '
Bunching factor: 1
Thresreld:  2.43  cps 3004
| Ares Threshcld: 12.16  cps
" Num. Smooths: ]
RT Window: 30.0 sec 2504
Expected RT: 8.82 min 5‘ i
Sep. Wldths : '
g 20a4] i
i
Int. Type Vallay 1.084 !
Re: -nnen 'Mm- 8.78  min !
g Areat 372703 counts
Height: €.04e+004 cp 50000 i
Start Time: 8.61 nin
&nd Time: 9.10 min R
28 30 Kk 40 45 5o 5 80 &8s 70 78 a5 Q0 a5 100 108 1o AR} V?i
)
1
i 1
Comement -Llarusnkc 10000 ng/L. DF = 100"  Arnotation: i
Sample Index: !
Sample Type: Qc 875 i
Concentration: 100.000 ng/aL ez i
Caleul conc: 116.566 ng/nL !
Acq. 02/20/04 8000 .
Acq. Timx 06119150 AN
Moditisd: No 7000
Bunching Factor: 1
Noiss Thrsshold: 2.43  <ps
Area Threahold: 11,16 <pe 8000
Num. Smootha: s
RT Window: 0.0 aee
Expectad RT: €.82 nmin § 5000
Sep. Width: 0.20 :
Sep. ht s 0.01
Bxp. Peak Ratio: 5.00 4000
Exp. Adj. Ratlo: 4.00 £
Exp. Val. Ratio: 3.00
Use Relative RT: No 3000
Int. Type: Base To Base |
Retention Time: 8.75 2000 :
\m : 82961  counts i
| n ghtt 8.73e+003 cps 1000 |
Start Time: 8.40  min !
3 Ena Time: 9.97 min !
05 10 15 20 25 20 35 40 45 50 S5 60 65 7.0 as 90 85 100 105 110 §.8 1201
Time. min i

il

[}
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MFrlntlng Date: Monday, March 01, 2004

Printing Time:

Exygen Study Number:

Sampls Index:

02:19:53 pM

L1874

Set Number:

021904D ACSFM

Page 4 of 13
LC/MS/MS #8

Sample Type: o
Concentration:  100.000  ng/mb 7500 878
Caloulated Conc: 104.120  ng/ml
Acq. Data: 02720704 7000
Acq. Time: 06:40:51 AM 8500
W) woditied: No 8000
Bunching Pactor: 1
’ Noise Threshold: 2.3 cps 5500
Area Thresnold: 12,16 cps
Num. Smooths: 5 5000
RT window: 30.0 sec 4500
Expacted RT: 8,82 min ﬂ-
| Sep. Width: 0.20 . 4000
| Sep. Height: 0.01
" Exp. Peak Ratio:  5.00 g 3500
Exp. Adj. Ratio: 4.00 E a0
Exp. Val. Ratio: 3.00
Use Relative RT: Wo 2500
Int. Type: Base To Bare 2000
Retantien Tima: 2.77 min
HNW’ 74121 counta 1e00
Height: 7.536+003  cpm 1000
” Start Time: 8.52 min
‘ End Time: 9.11  nmin 500
|
o5 10 18 20 28 an EX) 40 45 5.0 55 80 3 70 85 0.0 95 100 105 110 11§ 120
Time.oin,
Sample Nama: 'L1874-8 Spk E, 10000 ngiL_ DF = 100" File: "L1B74. T
‘M‘] Peak Name: "C5 sulfonale”  Mass(ss). “399.0/80.0 amu”
Comment: 'L|B7l9$pkE 10000 ng/t. DF = 100  Annotation: ™
Sanple Index:
‘ Sample Typa 875
i Concentration: 100.000 ng/mL 8000 !
Calculated Conc: 128.949  ng/mL
Acq. ) 02/20/04
Acq. Time. 07:01:46 AN 8000 .
\l" Moditied: Yes
| Bunching ractox: 1 7000
! Nolse Threshotd: 2.43 cps '
‘w Area Threshold:  12.16 cps
Num. Smooths: 5 €000 :
RT Window: 0.0 sec
Expectad RT: 8.92 min 8
Sep. Width: 0.20 ; So00
|'| Sep. Hmight, 0.01
| Bxp. Peak Ratlo: 5.00
[ Bap. Adj. Ratio: 4.00 £ e
“ Bxp. Val. Ratlo: 3.00
Use Relative RT: Mo 3000
Int. Type: Manual
Retention Time: 8.76 min 2000
“m Area: 91796  counts
| Heights 3.21e+003  cps
Start Time: §.46 @min 1000
‘ 2nd Time: 9.09  ain
n
Y3 10 15 20 25 a0 35 40 45 50 55 80 as 10 7.5 80 85 £0 95 0 105 110 11§ 120
Time. 0.
Sample Nama: "L 1874-13 Spk F, 10000 ng/L DF = 100~ Sampie (D: Fle."L1874.wifP
|m: Paak Nume: "C6 suffonaia”  Mass(ss). “399.0/80.0 amu”
1 @ Comment: 'Ll!74~ISSokF 10000 nglL. DF = 100" Annolation =
|| Sample Indez:
!l Sample Type: o 870
|| concentration:  100.000 ng/aL 7000 ]
Calculated Conci 102,038  ng/al
Acq. Date: 02/20/04 8500
Acq. Time: 07127:45 AN
“" Modifiad: No oo ’
{' Bunching ractor: 1 900
2 Threshold: 2.43  cps
4 12.16  eps 5000
Num. smooths: 5 4500
RT Window: 30.0
Expected RT: 8.62 B wow
. Widehe 0.20 :
. Haight: 0.01 3500
. Paak Ratie: 5.00
i . Adi. Ratio: 4.00 3000 :
Exp. Val. Ratio 3.00
| Use Relative RT: Mo 2800 '
2000 .
Type: Valley
tian Time: 8.70  min 1500 :
72638 counts
| Height: 7.12e4003  cpa 1000 .
[ Start Time: B. 44 nin
 End Time: 9.03  min 500 !
] !
25 30 35 40 45 50 55 80 85 70 7.5 80 a5 80 85 100 10.5 "o 1.5 120
Lipt. oo
‘ Comment
Sample Index:
Sample Type: c
Concentzation:  100.000 ng/ml 1.08¢4
Calculmted Conc: 154.184  ng/mL
Acq. Date: 02720704 1.00e4
Acq. Time: 07:43:49 AN
$000.00
-‘ Modifieds Yeu
Bunching factar: 1
| Noise Threshald: 2.41  cpe 8000.00
Area Thresheld: 12.16  cps
Num. Smooths: 5 7000.00
RT Window) 30,0 sec
Expected RT: 8.82 min  s000.00
e £ wxz::x :.zu .
Sep. Height: .01
Bxp. Peak Retio: 5.00 ;sooo.ao
Exp. Adj. Ratio: 4.00 £
Exp. Val. Ratio: 3.00 4000.00
Use Relative ART:  No
Int. Type: Manual 3000.00
{ Retention Time: 8.76 min
I\ Area: 109760  counta 2000.00
| Heights 1.08e+00¢  cpm
Start Time: 8.47 min 1000.00
End Time: 2.10 nin
o 05 10 1s 20 25 30 a5 40 45 50 55 80 85 70 7.8 80 85 90 95 100 105 110 115 12

Tima. min

'L
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| rinting Date: Monday, March 01, 2004

Printing Time:

Exygen Study Number:

Sample Name: "XCOZ1004-1,
Puak Name: "C8 sutfonate”

Sample Index:
Sample Type:

02:19:54 PM
L1874

Set Number:

021904D ACSFM

Page S5 of 13
LC/MS/MS #8

25ngL-  Sample 1D 021904417 Fil, L1074 Wil
Mass{ve) “399.0/80.0 amu”

Comment: *"XC021004-1, 25 npA.*  Annotation: ™
13

Standard

Concantration: 25.000  ng/mk 250 873
Calculated Cone: 42.446 ng/mL
Acq. Dats 02/20/04 2000
Acq. Time: 08:04:48 AN
Wf Modified: No
Bunching ? 1 2500
Noiss Threshold:  2.43  cps
Area Threshold:  12.16 cps
Num, Smooths: 5
RT Window: 30.0 sec 2000
Expected RT: 8.9  ain 8
| Sep. Widthe 0.20 ;
Sep. Height: 0.01 i
L ey 5.00 2 1500
| Exp. 4.00 &
- Exp. val. 3.00
h Use Relative RT: Ho 1000
Int. Type: Valley
Retention Times 8.7 » :
‘w Areas 10218 counts
Height: 3.2404003  eps 00
Start Time: 9.80  min
| Bnd Time: 9.03  ain
' [ 10 15 20 25 30 a5 40 45 5.0 55 60 85 70 75 60 85 90 85 100 105 110 115 120
Tina, min
_ I Sampte Nara: L1874-1" _Sample [D: "021004418" File: "L1G74 Wil
\w Peak Name: *C8 wulfanak®  Mase(es). “199.0/80.0 amu®
Comment: “L1874-1*  Annatation:
| Sample Index: 19
Unknown
H/A 3.208
i : 3327699 ng/mL
02/10/04 3008
08:25:46 AN
W“.nodxn.dx Yas
" Bunching factor: 1 2.5e81
‘ Noise Threshold: 2.43  cps
| Ares Threshold:  12.46  cpe
Num. Smoothu: 5
RT Window: 10.0 aec 2005
Expectad KT: 3.82  min B
| . widths 0.20 5 i
| Sep. Height: 0.01
\ Bxp. Peak Ratio: 5.00 1.8e8-
| Exp. Adj. Ratio: .00
| Exp. val. Retio: 3.00
| Use Relative RT: Ho 1.005
Int. Type: Manual
Retention Time: 3.71  min
| Areac 2368838 counts 1
\ll‘ Reight: 3.2344005  cps §0a4
| Start Time: 8.50 min
| Ena Time: 9.03  nin
b LT - >
o5 19 15 2.0 25 e as 40 45 S0 55 LX) 85 7.0 75 8.0 8.5 9.0 95 100 105 o ns 1za
Time. ia
Sample Nama: 1L.1874-1 Rep® _ Sampis [D: 021004419 Fhe: "1B74 Wil
m[ Poak Name: "C8 sulfonate”  Mase(ss); *309.0/80.0 amu”
Comment: "L18T4-1 Rep®  Annoiation.
| Sarple Index: 20
Sample Type: Unknown 87s
‘ Concentration: u/ 2208
Calculated Conc: 3359.987  ng/mL 3008 .
Acq. Date: 03/20/04 )
Acq. Time: 08:46:45 AM 2.005 [
i
" Modifiad: Yeu 26061 i
| Bunching ractor: 1 2.405] :
Noise Threshold:  1.43  cps !
Area Thresheld: 12.16  cps 2.208 i
Num. Smooths: 5 B
RT Window: 30.0 1ec 20e8
Expected RT: 8.92 nin 5 1.8051
Sep. Width: 0.20 : .
ms.p. Height. 0.01 1.608 4 i
Bxp. * Ratio: 5.00 1,405 4
Bxp Ratlo: .00 £
|l 2x. fo:  3.00 1.208 :
| Use RT:  Wo 1.005
Int. Type: Manusl 8.0m4 ]
Retention Time: 5.7¢  min
Area: 23191182 counts 5.0041
Height: 3.184+005 cpm 4004
’ Stast Time: 8.61 min
End Time: 9.03  min 2,004
10 15 20 25 a0 38 40 45 5.0 55 6.0 85 70 75 80 85 %0 95 100 105 1.0 "s 120
Time. i
|
\ Saxple Index: I
| sample Type: Unknown 875
| Concentratisn: N/A 328 )
Calculated Conc: 3344.667  ng/mL 50851
Acq. Date: 02720704 - .
Acq. Tine: 09107145 AR 2,805
Modifieds Yo 2806
Bunching fector: L 2485
Holse Thresaold:  2.43  cpa
fl Axea Threshold: 12.16  cpw 2208
" Num. Smoeths: s
RT Window: 30.6 aee 2088
Expected RT: 8.82  min B orses
Sap. Wideh: 0.20 :
”“S-p. f 0.01 1605
| Exp. Pask Ratio: 5.00 1405
Exp. Adj. Ratic:  ¢.00
Exp. Val. Ratla: 3.00 1205
Use Relakive RT¢  No 1.005
Int. Type: Manual 8.004
JjRetention Time: 4.75  min
Area: 2380988 counts .0047
Height: 1.2004005  cpm “0.4
Start Times 8.61 min
| Bnd Time: 9.16  nmin 2,004
[
os 10 15 20 25 3.0 35 40 45 50 i) [X) 65 70 75 8.0 85 90 95 100 105 10 .5 120
Time, mis.

i

(1!
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w*rim:ing Date: Monday, March 01, 2004
Printing Time:

Exygen Study Number:

02:19:54 PM
L1874

Set Number:

021504D ACSFM

Page 6 of 13
LC/MS/MS #8

Comment:
Sample Indax: 22 it
Sample Type: [ &
Concantrationt 100.000 ng/mL 1.1004 l‘
Calculated Conct 149.428  ng/mo |
Acq. Date: 02/20/04 1.0004 !
Acq. Time: 08:29:48 AX i
i woaseiaa: ¥o 000.00 1
Bunching Tactor: 1 i
Noise Threshold: 2.43  cps B000.00
Area Threshold:  12.16 cps |
Num, Smooths: 5 7000.00 |
RT Window: 30,0 sec 3
Expected RT} 8,82 min
Gi| SeP. Wideth: 0.20 ; 8000.00 \’
(| ser. weigne: 0.01 i
| Bxp. Peak Ratic: 5.00 5000.00 |
}Bxp. Adj. Ratio: 4.00 £ i
| Bxp. val. Lo 3.00 4000.00 !
I vee Relative RT: Ho :
Iat. Type: e 3000.00
Petention Time: 0.73 nin
“ Areas 106374 countw 2000.00
Height: 1.1004004 cpe
Start Time: 8.2% min 1000.00
End Time: 9.02 nin
0. )
os 10 1.8 20 25 30 35 40 ) 5.0 58 80 65 70 75 20 85 20 o5 100 105 110 11§ \2J
Ting. mio. |
ZX .\
Name: “C5 suftont Mass( ;
Comment: *L1874-¢ DF = 1000"  Anrotation:
Sample Index: 21
Sample Type! oc 875
Concentration:  100.000 ng/mL, 7303 ¥
¢ conc: 102.867  ng/mL 7000
02/20/04
09:49:47 AK €300
I wous e1ea: Yos 000
| Bunching Pactor: 1 5500
Noise Threahold: 2.43  cps
| Area Threshold: 12.16 cp» 5000
' Num. Smooths: 5
RT window: 30.0 5 4500
.82
i S 0.20 ; ow
il vz ? 3500
. Bxp. Peak Retlo: 5.00
Bxp. Adj. Ratlo: «.00 £ 3000
Bxp. Val. Ratlo: 3.00
[ use Relative mms Mo 2500
Int. Type: Nanual 200 ;
Retention Time: 8.75 min 1500
73229  counts !
Height: 7.29+003  cps 1000
J\ starc Time: 9.45 min
! Bnd Times 9.08  min 500
0s 10 15 20 25 30 EX) 40 45 50 55 80 85 70 7.5 80 85 50 95 100 105 110 115 120
Tine.2io
Sample Namoa: *XCO21 50ngL°  Sample ID: "021904-423" Fio: 1874w
Pank Nama: ‘C6 milfonaia®  Mass{es): *100.0/80.0 amu®
\ Commaent: "XC021004-2, 50 ng/L"  Annolation: ™
Sample Index: 4
i Sample Type: Standard a.68
| Concentration: 50.000  ng/ml 2800
Calculated Conc: 50.693  ng/mL
Acq. Da 02/20/08
Acq. Time: 10:10:46 AN
h 3000
I Modifiad: Yes
Bunching Factor: 1
Koise Threshold: 2.43  cps 2500
Azea Threshold: 12.16  cps :
' Num. Smootha: 5 B
RT Window: 30.0 wec |
Bxpected BT 6.82 min B 2000] b
Sep. Width: 0.20 :
“‘ML Sep. Height: 8.01 ? s
| Bxp. Pamak Ratio: $.00
Bxp. Adj. Ratlo: .00 & 1500 !
Exp. Val. Ratlo: 3.00 t
Use ve RT:  Ne
1000
Int. Type: Manunl
Retention Times 8.67 min
Area: 36087  counts ]
Helghts 3.57e+003  cpa 500
] Start Times 8.51 =min i
End Time: 9.0  =min i
s 19 5 20 25 30 35 40 45 5.0 55 80 65 70 75 80 85 90 95 100 105 1.0 "5 129
Comment: "L1674-5"
Sample Index: '
Sample Typm: 207 :
! concentration: :
Calculated Conci 0,000  ng/mL 280 ;
Acyq., 02/20/04 !
Acq. Time: 10:31:45 AK 240
Hoditied: Yen 20
Bunching Pactor: 1 200
Noiss Threshold: 2.43 cps
| Ares Threshold: 12.16  eps 150 1
Num. Smooths: H
RT Window: 30.0  smc 180 \
Expected RT: 3.82  min 3 i
Sep. Wideh: 0.20 S 0 }
il sap ight: 0.51 [
| Kxp. Pamak Ratio: 5.00 120 1
| Exp. Adj. Ratio: 4.00 E H
| Exp. val. Ratio: 3.00 100 1
' Use Relative RT: No 1
80 b
. Type: Manual |
ntion Time: 8.56 nin L ] i
HI : 0 counts A : ;
I| Heightr 0.00e+000 cps “© f . ' ]
|, start Time: §.53  ain » [ foa |
|| Ena Tima: 8.66 min L ,,.JWW W AW
' POV VI O V.I. Y. Lagy Laaton, A . o 4 Vo
05 10 15 20 25 30 3s ) ) 30 85 80 65 7.0 7.8 80 &5 50 93 o W5 mo ns
Jine, min }

ill!

ikl
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Wnntmg Date: Monday, March 01, 2004 Set Number: 021504D ACSFM Page 7 of 13
Printing Time: 02:19:55 bM LC/MS/MS #8
Exygen Study Number: L1874
) Filo: "LIBT 4 wifr"
Samplw Type: Unknown
Concentracion: N/A 20 slo
" calculated fonc:  0.000  ng/mk 200
Acq. Data: 02/20/04
Acq. Time: 10:62145 AN
il wodigiaa: You 20
Bunching Factor: 1
Woise Threshold:  2.43  cps
Area Thresnsid: 12.16  cps i
Num. Smooths: 3 200
RT Window: 30,0 aec
Expscted RT: 8.92 min 5
| Sep. widch: 0.20 : i 1
N | Sep. Height: 0.01 g 10 \ i
Exp. Peak Ratior  5.00 !
Exp. Adj. Retio: 4.00
Exp. Val. Ratio: 3.00 \ |
Y vsa Relavive RT:  Wo 100 070 : :
Inc. Type: Manuai |
Retention Tlme: v =in Bas | |
«MI [ Arma: counta 0 'Y e
Height: 0. oo-oono cos <8 a -
Start Time: 8.66 nmin ‘055\10 79 128 1198
nd Time: 9,90 nin "" \,J RS o
LAa AN Abad A /\A ,/ L
05 10 15 20 28 a0 a5 40 45 50 55 80 85 10 75 (X 100 |os o 15 120
g
Sample Name: 'L18746" _Sample (D' -021004-426- Fhe. L1874 witl"
) w Paak Name: "CA muionae”  Masa(as): “399.0/80.0 amu®
! Comment: "L1874.8"  Annctation: =
Sample Indax: 27 ,
Sample Type: Unknown 9.03 M
Concantration: LY ’
: 0,000  ng/aL 00
02/20/04 280
Acq. ‘an 11113146 AN .
| W ot '
H woaitied: Yo ]
Bunching Pactor; i 240 .
Noisms Threshold: 2,43 cpn 220 ! )
Area Threshold: 12.16 eps h,sm !
Num. Smooths: 5 200 \
RT Window: 30,0 sec
Zxpected RTs .82  min ﬁ o I
. Widthi 0.20 5 180 .
Height: 9.01
. Pmak Ratior $,00 g 140 ¢
. Adj. Ratio) 4.00 E orn :
. Val. Ratio:  3.00 120
Relative RT: Mo 100
int. Type: Manual 80 i
II Retention Time: l.1n1 c:::n P 874
539 964
) Heighes 0.00e+000  cps © 10.23
Stert Time: 8.50 min » 775 8.24. 9.47 J| sJ‘ 04 ,1124
Znd Time: 8.79 ain a
\ e ans ~ . WA AN
20 25 ap as 40 as 50 55 80 a5 70 7.5 a0 [ 20 85 100 105 10 115 |20
Time.min
Comment;
Sample Indexs
Sample Type: Q¢ 874
|| concentration:  100.000 ng/ml 7500
Calculated Conci 111.393  ng/mk
02/20/04 7000
Acq. Time: 11:34:47 AR
M e oot '
[ Woditieds Ho
’ Bunching factor: 1 8000
Threshold: 2,43 cps 5500
12.16  cps
Num. Smooths: 5 8000
RT Window: 30.0 oo
Expacted RT: wsz min  § O .
Sep. Wideh: 0.30 5 4000
ﬂl\ Sep. Height: 6.01 !
| Exp. Peak Ratio: 5.00 3500 f
| Exp. xdj. Ratta: 4.00
“ g v.i. Ratio: 3.00 3000 i
Use Relative RT: Ko 2500 i
Int. Type: Valley 2000
Retention Time: B.73 min 1500
Areat 79298 counta
Helght: 7.6504003  cps 1000
Start Timer B.47 min '
End Time: 9.05 min 500 i
9.10,9,989.95.00.07 10.48 1088 1140, 1158 1
05 10 15 20 28 0 as 40 45 50 55 80 (1] 70 75 8.Q 85 €0 95 100 105 1o 115 12d
- s W
e -L187 4w
T Comment, "L1874-8 DF=|000'
Sample Indmx:
sample Type: oc
’ concentracion: 100,000 ng/mL 738 are
Calculated Conc: 99,446 ng/ml 7000
Acq. Dates 02/20/04
Acq. Times 11:55:47 AM 8500
Nodified: No 6000
Bunching Pastor: 1 5500
Nolss Threshold: 2.43  epm
Area Threshold: 12.16  cpa 5000
Num. Smooths: s
RT Window: 3.0 sec 4500
Expected RT: 8.82 min 3 4000
Sep. widthi 0.20 :
Heights 0.01 g 3500
Peak Ratiac: 5.00
Adi. Ratio: 4.00 E 3000
Val. Ratio: 3.00
Use Relative RT:  No 2500
nt, Type: Base To Base 2000
Retention Time: 8,74 min 1500 I
M Area: 70792 counts
Height: 7.36e4003  cps 1000
Start Time: 3.49  min
End Time: 3.10  min s00
05 10 15 20 25 a0 35 40 a5 5.0 55 80 85 7.0 7.5 [X) 85 80 95 100 105 110 115 1z
Jime.mio

]
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w?rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 8 of 13
Printing Time: 02:19:55 PM LC/MS/MS #8
Exygen Study Number: 11874
(C0210043, 100 g/l Sampla ID: 021904429 Fitw: L1874, M-
MNuu'osunwu- Mass{; |
Commant comoua,mom Annotation: i
Sample Index:
Sample Type: standurd
Concentratisn:  100.000  ng/mL 7500 - H
calculated Conc: 102-996 ng/mL |
Acq. Date: 02720704 7000 i
Acq. Time: 12:16:46 PN b
8500 i
Hodifieds No 0000 !
Bunching Pactor: 1 i
| Holse Threshold: 2.4 cps 5500 "
| Acea Threshold:  12.16  cps I
Num. Smooths: s So00 !
RT Window: 10.0 vac i
Expected RT: 9.82  min -] 4500 ;“
Sep. Width: 0.20 s 4000 1
J Helight: 0.0 w;
‘ Pesk Ratio: 5.00 3500 (‘
Adj. Ratio:  4.00 |
‘l Exp. Val. Ratio: 3.00 3000 I
Use Relative RT: No 2500 i
i
int. Type: 2000 Y
Retention Time: "
) Arear 73320 counts 1500 |
| Heiohts 9.6644001  cpm 1000
| start Time: 8.52  min ;
| #na Time: 9.05 min 500 :
I |
10 19 20 25 30 35 .0 5 so 55 €0 [ 70 75 85 20 95 0o 1S 1o 115 12q
Time.onin
Sample Index: 31
Sample Type: Unknown 872
~! concentration: ¥IA 1.408 "
Calculated Conc: 1811.268  ng/ml
Acq. Date: 02/20/04 1.305
Acq. Timet 12:37:45 PK 1,208
' woaitieas ’
Tex
Bunching Fastor: 1 1108
Noise Threshold: 2.43 cpa 1,088
Area Threshold: 12.16  cpa 3
Num. Smooths: 5 9.004
RT Window: 30,0 wec
Pxpacted RT: 8.02  min 8 0004
Zep. Width: 0.20 ]
Sep. Meight: 0.01 g 7.004
Exp. Peak Retior  §.00
“ e iies 004 ‘
Bxp. Ual. Rafio: 3.00 I
 Use Relative BTt  No 5004 |
4004 |
int. Type:
Retention Time: 3004
g |
Hoith.x 2.0844 |
stast Time:
End Time: 1.0n4 i
0. 088 j
os 10 15 20 28 30 Y] 45 (X3 55 80 &5 fX) 75 a0 85 o0 85 100 105 tta 115 120
Tima. i,
LIS’
Sample Index: 32 ;
Sample Typ unknown
Concentration: . 1408 814
Caloulated Conc: 1737.605  ng/mi 1.308
Acq. Date: 02/20/08
lA!:q. Time: 12:158:44 PM 1.288 B
I ¥ Modified: Yer 1.105
Bunching Pactor: 1
Nojse Threshkold: 2.43  cpa .05
Area Threshold:  12.16  cpw
Num. Smoothe: 5 9004 .
RT Window: 0.0 sec
Bxpected RT: .82 min §- 8.004
M sev. widen: 6.20 : ]
W sep. Height: 0.01 7004
Exp. Peak Ratio:  §.00 8,004
Exp. Adj. Ratio:  4.00
| Bxp. Val. Retios 3.00 5.004
VVee Relative AT: Mo !
4004 ‘
lnt. Type: Manual
Retention Time: 8.73  min 3.004
Areas 1216959  counts !
Height: 1.37e+005  cpm 2084
start Time: 8.60  min i
End Time: 9.07  min 1.004 i
0. T .
05 10 18 20 25 a0 38 40 45 5.0 ss POY) 70 78 85 ) 2.5 ws  ve s za
N Tine, ciio,
Sampie Name: 1L17410°  Sample ID: 021004 432" Fote: L1874 vl
q PnkNuu "C8 multonate®  Mass(es): “390.040.0 amu’*
Comment: "LIB74-10°  Annotation: ™
Sample Index: 33
Sample Type: Urknown en
Concantration; Nia |
Calculatad Conc: 1848.291  ng/mi, 1408
Acq. Date: 02/20/0¢ 13081
Acq. Time. 01119142 PX :
1.2084
Modified: Yes
Bunching Factor 1 1.1084
Noise Threshold: 3.4  cps
| Ares Threshold: 12.16  cpn 1.003
Num. Smooths: s
RT Window: 0.0 ame .04 \
Bxpected RT: 8.82  =min 3 8.004
i) s+ widers 0.20 :
Sap. Haight: 0.01 7.004
| Exp. Peak Ratio:  5.00
‘:xp. Adj. Ratlor  4.00 I 60e4 X
| Bxp. val. Retio: 3.00
Ure Relative ATi W 5004 '
4.004 .
Int. Type: nual B
"H Reteation Time: 8.71  min 3.004 i
[Araas 1315754 counta !
‘ Height) 1.0504005 epa 2.004 i
i Start Tima: a.59 min H
|! &nd Times 5.03  min 1.004 }
X d
o5 15 20 25 a0 38 40 45 50 55 a0 as 70 75 85 90 85 10 105 110 115 120
Tine. min I
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‘M:rim:ing Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 9 of 13
rinting Time: 02:19:55 PM LC/MS/MS #8
BExygen Study Number: L1874
Comment. ‘}
Sample Index: b
Sample Typs: Q¢ a7
Concantration: 100.000 ag/mL 8603
Calculated Conc: 122.194  ng/mL
Acq. Date: 02720704 000
Acq. Times 01:40:41 P |
Il Moaitiea: No 7000 ]
1
2.43  cps
Area Threshold: 12.16 cps 6000
Num. Smooths: 5 !
RT Window: 30.0  mec b
sxp.cud RT: 8.82 min § s |
'I . Width: 9.30 ; |
Sep. Height: 0.01
£xp. Peak Racio:  5.00 g 4000
2xp. Adj. Ratio:  4.00
Exp. Val. Ratio:  3.00
Use Relative RT: No 2000
|
tnc, Types ]
Retention Time: min 2000 ]
il e 86997  countm ‘
Height: 9.61e400)  cpn !
Start Time: 8.43 min 000 |
End Time: 9.02 min ‘
15 20 28 30 35 40 as 50 55 80 8.5 70 75 80 a5 90 95 100 105 110 115 1240
Jing.mn
|
Sample Indax: 35
Sample Type: Qc 875
Concentration:  100.000  na/ml 0000
Calculated Conc: 113.035  ng/mL
Aeq. Date: 02/20/04
Acy. Time: 02:01:33 PM 70004
ModiEisd: No
Bunching Factor: 1
Noisa Threshold: 2.43  cpa 8000
Area Threshold:  12.16 cpm
Num. Smooths: s
RT Window: 30.0  amsc 5000
Expectad RT: 8.92 min 5- {
Sep. Width: 0.20 9 |
IISIy. Height: 0.01 4000
FPeak Ratios 5.00 }
Sxy. Adj. Ratio: 4.00 i
Bxp. Val. Rakde:  3.00 3000
Uss Relative RT: Mo
Int. Typa: To Base 2000
Retention Time: .75  min
l Area: 80467 counts
Height: B.16#+001  cpu
1000
Start Time: .49 min
End Time: 5.07 min
]
os 10 15 20 25 30 35 +0 45 50 55 60 8. 70 75 80 85 20 95 100 105 110 115 120
Time.inio
Sampie Nama: "XC021004-3, 100 hgL" _Sampia ID; "021004-435" Flke: “L1874.wF
[ l Pasic Nama: “08 sufonaia® Mass(at): “309.0/80.0 amu*
Comment: 'xcmlmwowL Annolation
Sample Index:
Sample Type: snnan—a 872
Concentration: 100.000  ng/mL 7488
Calculated Concs 101.261  ng/mb 7000
Acq. Date: 02/20/04
Acq. Times 02:22:40 PH 8300
| soairiea: Yen 6000 :
Bunching Factor: 1 :
| Noise Threshold: 2.43  cpa §500 ;
| Arwa Toreshold:  12.16  cps 5000 ‘
Num. Smoothws 5 !
RT window; 30.0 sec 4500
Expected RT: 6.82 min 3
| ‘ls.pA widths: 0.20 s 4000 '
Sep. Height: 0.01 |
. Peak Ratio:  5.00 § 350
Adi. Ratios  4.00 2000
val. Ratio:  3.00 .
Relative RT: No 2500
Int. . Manual 2000
Retenticn Time: 8.72 min 15004
sy Aren: 72085 counts !
Height: 7.48a400)  cpe 1000 i
Start Time: 6.52 min
End Time: 8.99  min $00
05 10 1.5 20 28 30 a5 40 45 50 55 6.0 8BS 70 75 BO as 80 95 100 ws () ns 2z
Lima.min
TETe. AT
- sulfonate”  Mass( ¢
Gomment. "L1874-13 thﬂon ;
Sample Index: |
Unxhﬂ'ﬁi
N/A :
Calculated Conc: 0.000  ng/mL 2804 !
Acq. Date: 02/20/04 2601
Acq. Time: 02:43:35 #M
401
W oaiseas Tex 2
Bunching Pactoxs 1 220+
Noise Thr hold: 3.43 cps
Ares Thracheld: 12.16  eps 200+
Num. Smooths: 5 180
RT Window: 10.0  uec
Bxpected RTs 2.82 min ) 18 1
Sep. width: 0.20 g |
(B sap. Height: 0.01 § 140
Exp. Peak Ratio:  $.00
Exp. Adj. Ratior  4.00 E 0
Exp. Val. Retio:  1.00 100
Uwe Relative RT: Ko i
Int. Type: Manual o \
lm:ontmn Time: 6.75 @min 804 {
| 0 counts
|
0.00e4000  cps 401 1 !
s:nzt Time: 8.54 min hom |
| 2 \J/ A !
End Time: 8.77  min AL
i olaadd A4 Moo A A F N /\. NV‘/\’I‘VV»ﬁ‘ v
X} 10 1.5 20 5 30 a5 40 45 Ei 55 8.0 8.5 70 7.5 80 1o 05 ne "ns ©2
Tina.min.

]
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Wr:mtlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 10 of 13
Printing Time: 02:19:56 PM LC/MS/MS #8
Exygen Study Number: L1874
Samplo Name: “L1874-13 Rep® _ Sampie (0: 021904437  Fle: "L18T4.wifl®
Poak Name: *C6 ssfonate’  Mass(es): *350.0/80.0 amu”
| Cornmant; L1874-13Reg"  Arnaiaton: = 1
Sample Index: '
Sample Type: Unknown 212 !
Cancsntratison: N/A 20 b
Calculated Cones 0.000 ng/mL
Acq. Date: 02/20/04
Aca. Times 03104:38 PM 0 |
Modified: Yos 200 ‘
Bunching Fi 1 \
Noise Thri 2.43  cps 130
Area Threshold: 12.16  cpe
Num. Smooths: 5 1604
RT Window: 30.0 Bec
Expectad RT: 8.82 min E‘ 140+ ~9.30
Sep. Width: 0.20 3
. Sep. Haight: 0.01 1204
Exp. Peak Ratio: 5.00 _oee ) |
Exp. Adj. Ratio:  4.00 E 100 - '
£xp. Val. Ratio:  3.00
Use Relative RT': No 804
tnt. Type: Manual 804 881 \
Retention Time: 8.71 min 871
Areac 9  counts J 1685
iA Heights 0.0044000  opa bl 8.5 | 982 0130 1030‘ 82 124 15
3tart Time: 8.53 min 204 81 181 743 815 \ . , '
#nd Tima: 8.73 min A ; V\/AJ\VJ b A A e
-/\ A. A A And A /N, W
10 2§ 20 35 40 45 50 55 80 8.5 70 7.5 80 85 95 95 100 105 110 135
Timg.min
i
Sample Index: 39
Sample Type: Unknown 21 ¢
Concentration: N/A |
Calculated Conc: 0.000  na/ml 280 i
Acq. Date: 02/20/04 280 H i
Acq. Time: 03125:39 P ] .
20
Modifiad: Yeos i
Bunching Pactor: i 20
Nolse Threshold:  3.43  cps
Arasa Threshold: 12.16 cps 200 \
Num. Smooths: 5
RT Window: 0.0 sec 180 \ 928 |
Expected RT: 9.83 min 5 1604 i \ i;
Sep. width: 0.20 3 Py g
| Sep. Hejghtr 0.01 g 1404 1
Sxp. Peak Aatio: 5.00
Exp. Adj. Racio: 4.00 120 067
Exp. Val. Ratio: 3.00 y :
Il Une Relative AT Wo 100 i
[ ars \
Int. Typea: Manual
& Ratention Tima: 8.75  min P
lh Arma: 0 counts 841 10,15
Height: 0.006+000  cps «© 97 1120, 1107 1184
start Time: 8.53 min 800824, 1065 Ao
End Time: 8.90 min 20 88 W/\’ Y l\‘”v\/”‘“”"‘/"
A M, A apada oo o A4, A =N VALY
05 10 15 20 25 30 as 40 a5 so0 S5 60 8.5 70 7.5 80 85 100 105 110 115 120
Time. i
Sampia Nama: "L1874-15 OF = 100" Gampie D, '021004 437 File: "L1874. wifl"
. Poak Nama: “C8 sulfonate®  Mass(as): "390.0/80.0 amu"
Comment: "L1874-15 DF = 100"  Annctation: =
Sample Index: «w
Sample Type: Q¢ 874
Concentration: 100.000  ng/mlL 500
Calculated Conc: 96,221 ng/mlL
Acvq. Date: 02/20/04 H
Acq. Time: 03146136 PM 8000 :
‘I" ludlllldl No 8500
Bunching Factor: 1 5000 N
Noise Threshold:  2.43 cps .
Area Threshold:  12.16 cps 500
Num. Smoothw: 5 :
RT Window: 30.0 asc 4000
Expwcted RT: 8.62 min B '
Sep. Width: 0.20 ) J
Sep. Height: b.o1
Psak Rakbio: 5.00 3000
. Adj. Ratia: 4.00 .
Val. Ratio:  3.00 2500 :
Relative RT:1 Mo i
2000 1
Int. Type: |
Retention Times 1500 I
Area: 68498 counts \‘\
Height: 6.67e4003  cps 1000 '
Start Time: 8.49 min 500 I
End Tine: 905 min 063 X 1058 11124122 11.8¢ ¢
0.5 10 15 20 25 30 as 40 45 50 55 6.0 8.8 70 75 80 8s 92 25 100 108 10 15 120
Zima.mi0. .
{J Sample Name: L.1674-16 DF = 1000° Sampie 10. "UZ1904-440"
Peak Name: “CB sulfonate”  Maae(ee): "399.0/80.0 amu® )
Comment: *L.1874-16 DFnono Annotation; =
Sample Indax:
Sanple Type: oc ars
| cConcantratieon: 100.000 ng/mL
Calculated Conc: 93.903  ng/mL 8500
Acq. Date: 02/20/04 8000 )
Acq. Time: 04:07:39 PN
ﬁ Moditieds Yas 5500
Bunching Factor: 1
H Noiwe Thresheld: 2.42 cpa 5000
|t Araa Threshold: 12.16  cps 4500
Num. Smooths: 5
RT Windaw: 30,0 sec 4000
Expected RT: €.82 min §‘
Sep. Width: 0.20 S 3500
Sep. Height: 0.01
Exp. Peak Ratio:  5.00 3000
Exp. Adj. Ratio: 4.00 £ [
Bxp. Vel. Ratio: 3.00 2500 I
Use Relative RT: Mo P
2000+ i
Type: Manual
l'lo:.n:ton Time: 8.76 min 1500 |
| 66647 counts |
Height: 6.710+00)  cpe 1000 |
Start Time: B.5% min 500 1
| Bnat Time: 9.04 min i
03 10 15 20 25 30 35 40 45 50 ) [X) 65 70 7.5 a0 a5 80 95 100 185 110 15 120
Ims.min i

ir

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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WiPrinting Date: Monday, March 01, 2004 Set Number: 021504D ACSFM Page 11 of 13
Printing Time: 02:19:56 PM LC/MS/MS #8
Exygen Study Number: L1874
Fhe -L1674. Wl
Sample Indax:
sample Type: Standard 873
Goncentration:  250.000  ng/ml 2,084
Calculated Conc: 257.947 ag/mL |
Acq. D 02720704 1804 ki
Acq. Time: 04:28137 PX ! |
1 oaieiaa, vo 1604 |
| Bunching Facror: 1 1
Noise Threshold:  2.43 cos \aes ]
| Area Threshold:  12.16 cps : j
Num. Smooths: 5 i
RT Window: 0.0 aec 1204 i
Expected RT: 8.92 min } !
sep. Width: 0.20 3 1
Sep. Height: 0.01 1,004
Exp. Peak Ratior  5.00 !
Exp. Adj. Ratio:  4.00 80000 1
Exp. Val. Razio:  3.00 |
Use Relative RT: Ro
8000.0
Int. Type: Base To Base
Retention Tine: 8.73  min 000
" ATear 133626 counts 9
Helght:
Start Times 2000.0
End Time: “
‘ 0.0 !
05 1.0 15 20 25 20 35 40 45 5o 55 80 85 70 75 80 85 20 s5 100 105 110 115 1200
Tioa, iy |
Sampie Name, -L1674-17- Sampie (D 02 1004442 File ‘L1674 wifl- |
| Peak Name; “C8 sulonak” : .0 amu® |
Semple Index: 43
Sample Typa: Unknown 875 '
Concentyations N/A i
Caleulated Conoe 3911.766  ng/mL 3005 |
Aeg. Data: 02/20/04 2005 ‘
Acq. Time: 04:49:36 PX
| 2805 i
Kodified: Yeos
Bunching factor: 1 245 |
Noime Thresholds  2.43 cpa 2208 |
Area Threshold: 12.16 cps |
Num. Smoothm: 5 2088
AT Window: 30.0  wee
. Expectsd RT': 9.92 min § 188
" Sep. Width: 0.20 > 1608
Sep. Heightr 0.01
Bxp, Peak Ratio:  5.00 1405
Bxp. Adj. Ratiot 4.00 1.2¢8
JBxp. Val. Ratio: 3.00 - f
use Relarive RT: No 1.005 {L
tat. Type: Ranual 8.004 i
Retention Time: 8.75 min !
Wil Acea: counta 6.004 i
Helght: cpn 4004 H
| Start Time: 8.61 min .
| Ead Times 9.08 min 2004 !
i I
15 20 25 a0 35 40 45 50 S5 80 85 70 75 80 as W s 100 w5 110 s zd
Jima. mic, .
Commont: L i
Zampla Indas: ia .
| Sample Types Unknown ars y
Goncentration: N/ 28¢5 Ii
Calculated Conc: 3663.821  ng/mL ]
Acq. Data: 02/20/04 2608 i
Acq. Time: 05:10:34 PM v
2405
ModiEiad: Yo 1
Bunching Pactors 1 2205 1
Noise Thrashold:  2.43 cpa 2065 i
Area Thresholds  12.16 cpe
Num. Smooths: H
1.805
RT Window: 0.0 smec |
Expected RT: 392 min £ 16 :
j| Sep- Wideh: 0.20 : .
Sep. Heignht: 0.01 1,45
‘ Peak Ratio: 5.00 '
dj. Racios e.00 1.2e8 ;
| mxp. val. Racios  3.00 1005 !
Use Relative RT: No - |
£.004 |
Int. Type: Manual |
Retention Time: 8.75 min 8.004 |
Area: 2608186 count s v
Haight. 2.860+005 eps 4.004- ;
Start Time: 9.61 min
End Time: 9.05 min 2.004 .
X )
05 10 15 20 25 a 35 40 45 5.0 5% 60 85 70 78 8o as 20 5 100 105 11.0 1s 126
i
Sample Name: *L1874-18°  Sampie [D: 021904-444"  Flle: “L1874 witf" N
Peak Name: "Cé& sulfonale” Mass{es): "399.0/80.0 amu” \
Comment: "L1874-18" Annotation: = t
Sample Index: « :
Sample Type: unknown 874
Concentration: N/A 2.9¢5
Caleul Conc: 3729.088  ng/mL 2.805
Acq. Date: 02/20/04
Acq. Time: 05:31:36 PN 2.805
Moditied: No 2.4a57
Bunching Pactor: 1 22054 .
Noise Threshold: Z.43 cpa |
AL Threshold: 12.16€ cpa 2.0e5 |
Num. Smoothas [3 |
RT Window: 30.0 swe t.805 |
| Expmcted KT: 8.82 min § 1688 [
Sep. Widths 0.20 3 - ;
Yep. Height: 0.01 1.4a54 |
Exp. Peak Ratio:  5.00
Exp. Adj. Ratio: 4.00 £ 1208 :
| BExp. Val. Ratio: 3.00 ,
Use Relative RT:  No 1.005 !
] ]
Base To Bass 8.004
8.74 min 6.004
2654648 counts
2.93e4005  cps 4.004
8.60 min
9.1 min 2.004
~ 05 10 s 20 25 30 15 40 45 5.0 55 60 83 10 75 20 65 30 s 100 105 1o s 12

Tixe..min.
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rinting Date: Monday, March 01,

Printing Time:

02:19:57 PM

2004

Set Number:

021904D ACSFM

Page 12 of 13
LC/MS/MS #8

Exygen Study Number: L1874

Y Sample Name. "L1674-18 DF = 100 Sample (O, 021804445 Fie: L1874 Wi ]
Fonk Name: “C8 suifonaie™ Mass(es): ~399.0/80.0 amu™
Commant: *_1874-19 DF = 100°  Annctation: ™ i

Sample Index: I !
Sample Type: Qc
Concentration:  100.000  ng/mi 10704 b
Calculated Conc: 148.905  ng/ml '
Acq. Data: 02/20/04 10084 b
Acq. Time: 0S:52:38 PM
9000.00 )
Modifiad: Yo i
Bunching Factor: 1 3
Noise Threshold:  2.43  cps 830000 !
Area Thrashold: 12.16 cps
Num. Smoothm: 1 700000
RT Window: 30,0 sec
Expected RT: 3.92 min # e000.00{
Sep. Width: 0.20 S
Sep. Height: 0.01
Bxp. Peak Ratio: 5.00 Emm‘
Bxp. Adj. Ratie:  4.00
Bxp. Val. Ratio:  3.00 400000
Use Relative RT: Mo
3000.004
Inc. Typs: Manual
Retention Time: 3.73 min
Al Aee: 106002 counts 200000+
Heights 1.0704004  cps :
Start Timer 8.48  min 1000.00 4 i
2nd Time: 9.01 min '
I
0.5 10 5 20 25 3.0 35 40 45 50 55 mzondn 85 70 75 80 85 9.0 95 100 10.8 10 1"s 12 q\
Sample Nama: *(1874-20 DF = 100C" Sample ID: "021204-448"  File: "L1874.wiff™ '
“ Pask Name: "C8 sutfonale®  Mass({os): *399.0/80.0 amu® i
Comment: L1874-20 DF = 1000"  Annotation: !
Sample Index: 47 1
Sample Type: ac 871 i
Concentration:  100.000 ng/mL ‘
Calculated Conc: 102.797 ng/mL 7000
Acq. Date: 02720704 "
Acq. Time: 06113:37 PM es00 i
Hodified: Wo 000 |
Bunching Factor: 1 £500 i
Noise Threshold:  2.43  cps f
Area Threshold: 12.16 cps 6000 N
Num. Smoothe: 5
RT Window: 30.0 4500 .
| Expectad RT: a.a2 B oo |
Sep. Width: 0.20 9 i
Sep. Height: 0.01 3800 ]
Exp. Peak Ratio:  5.00 g |
Exp. Adj. Racio:  4.00 3000 !
Exp. Val. Ratio:  3.00 i
Use Relative RT: Mo 2500 |
Int. Type: Bane To Bame 2000 1
| Ratention Pime: 2.71  min 1800 i
[l Azoa: 73179 counts
Height: 7.2704003  cpw 1000 i
Start Time: B.39 min i
End Times 9.00 min s00 N
0.5 10 15 20 2% 3.0 as 4.0 a5 50 5.5 60 85 70 7.8 80 85 ) 95 160 105 110 11s 129
Jknsmio ‘L
I ]
Sample Indes: [ ,
Sample Type: Standard 878 H
Concentrations  500.000 ng/wl Il
Calculated Conc: 493.651  na/ml 3504
Acg. Da 02/20/04 i
Acq. Times 06134136 PM ;
3084 i
Moditisd: Yo i
Bunching Factors 1 y
Noims Threshold:  2.43  cps !
Arsa Threshold: 12.16  cps 2504 i
Num. Swmooths: 5 i
RT Window: 30,0 mec : |
Expected RT: 8.82 min ] :
“‘ i widath: g.40 . 2084 1
I Heights 0.01
Peak Racio: 5.00 g
Adj. Racioa 4.00 1.5e4+ "
Exp. Val. Ratio: 3.00 N
Use Relative RT:1  No )
|
Int. Type: Manual 1004 |
Retention Time: 8.76 min ]
Area: 351418 counts .
Haight: 3.6404004 cpw 50000
Start Time: 8.62 min i
End Time: 9.10 wmin :
[ 1w 15 20 25 30 s 40 45 50 55 8.0 8% 70 75 80 as 92 85 100 105 1.0 15 1200
Time. miny 1
Sample Name: "Methanol Wash®  Sample |D: "021904-448" File: “LIBTA Wil i
- Poak Nama: ‘C6 sulfanate®  Mase(es): "389.0/80.0 amu” :
Commant. "Methanol Wash®  Abnotation: ™
Sample Index: 49 !
Sample Type: Unknown ,
Concentration: N/A 87
Caleul Cone:  0.000  ng/mL
Acq. 3 02/20/04 804
Acq. Time: 06:55135 PM
¥ oattied: You 709
Bunching Facter: 1
Noime Threshold:s 2.4  cpa
Area Threshold: 12.16  cpa 60+ |
Num. Smaotha: s ;
RT Window: 30.0 aac
Expected RT: 8.82 min |3 50
]” Sep. Widths 0.30 9
Sep. Height: 0.01 1
Exp. Peak Ratio: 5.00 E “©
Exp. Adj. Ratio:  4.00
Exp. Val. Ratio: 3.00
Use Relative RT: No X
Manual
7.92  min 2
0 counts
0.00e+000 cps 104
7.62 n
8.11  min
olamh M M/\I\A am /A Aa aa A A Aanaas A
os 10

1.5 20 25 30 35 40 45 50 55 60 6.5 70 7.5
Time, mio

il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01538673

1937.0287



““Pr:mtlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 13 of 13
Printing Time: 02:19:57 PM LC/MS/MS #8
Exygen Study Number: L1874
Sample Nama: "L1874-21" Samgla ID: 'ommur Flh SLIB74 witl
Pask Name: “C8 sulfonate  Mass(os): "359.0/80.0
i Comment: "L1874-21"  Annotation: =
Sample Index: 50
Sample Type: Unknown
Concentration: N/A 354
Calculsted Conc: 0.000  ag/ml
Acq. Date: 02/20/04
Acq. Tima: 07:16236 M
20]
I}l Moaitiea: Yos
Bunching Pactor: 1
Noiss Threshold:  2.43  cps
Area Thresnold: 12.16  cps 254
Num. Smoothar 5
RT Window: 30.0 sac 3
Expectsd RT: B.B2 min §» 20
Sep. width: D.20 % }
Sep. Height: 0.01
ul Exp. Peak Ratios 5.00 g o080 h
exp. Adj. Ratie:  4.00 15 §
Exp. Val. Ratio: 3.00 i
Uss Relative RT: Ho 2.11 "
101 287 ™ i
Int. Type: Manual 322 |
__ Retantion Tine: B.BS min 0.58. 109 3,08, ﬂ
Araa: 0 counts i
W et 0.00a¢000  cps H | L i
Start Time: 8.48 min I’f\ i
End Time: 9.02 min A A J | A A J A AA A f
05 10 15 20 25 30 35 40 [0 50 55 80 [X¥) 111
Time. oin. !
Comment: "L1874-22 DF: 100" Nmuon -
Sample Indexs i
Sample Type: 873 ]
Concentration: 1no.nuo ng/aL €908
99.899  ng/mL i
: 02/20/0¢ 6300 i
| . 07:37:39 PM om0 |
M Modifieds No \
Bunching Pactor: 1 8900 b
Noims Threshold: 2.43  cps 5000 H
Arss Thrashold: 12.16 cpm ;
Num. Smooths: 5 4500 I
RT Windows 30,0 wsc [
Expected RT: B8.82 min 5 4000
Width: 0.20 5
I Height: 0.01 g 3500
Puak Ratios: 5.00
Adj. Ratio:  4.00 3000
Bxp. Val. Ratio: 3.00 2900
Use Rmlative RT: No
2000
Int. Type: Bass To Base
Retention Time: 6.73  min 1500
Arma: 71115  counts
Heights 6.9984003  cpm 1000
Start Time: B.42 min |
End Time: 9.05  min 5004 |
o1l 02083, 081107 140 172 203 ;225 342,352,363 482, 4905 72544 167 8.14, 833 1
T o 10 15 20 30 as 4.0 45 50 55 6.0 65 10 75 80 85 90 95 00 105 110 15 20
Time. min
Sample Name: 187423 DF = 1000° s.mhln 021904451 Fil: "LIBTA W™
““1 Name 0/80.0 amu®
|
| ac 872
{| concentration: 100.000  ngraL o852 .
Calculated Conc: 98.707  ng/ml 8500
Acg. Date: 03/20/04 1]
Acqg. Time: 07158140 PM 8000 ‘
|
1} woasesaa wo 5500 |
Bunching Factor: 1 ;
Noise Thr . 2.4 cpe 5000 !
Area Threshold; 12.16  cps
Num. Smoothe: 5 4500
RT Window: 0.0 mec
Expected RTs 9.92  min §~ 4000
| sep. widen. 6.20 5 .
Hk‘l Sep. Height: 0.01 »Hm ’
il Exp. Peak Ratio: 5.00 3000 i
{ exp. Adj. Ratbio: 4.00 1
Exp. Val. Ratioi 3.00 2500 !
Use Relative RT:  No !
2000
valley
8.72 min 1500
Ar 70267  counta
Haight: 6.85¢4003  cps 1000
gtart Timet §.49  min
End Time: 9.04 min 500
20 25 30 35 40 45 50 55 60 [X) 70 75 80 85 20 85 100 183 tio 115 120
Tioe. oo
! Sample Index
} Sample Type: Standazd 875
Concentzatlon:  1000.000 ng /mL 7.084
Calculated Conc: 911.536  ng/ml 6504
Acq. Date: 02/20/04 g
Acq. Time: 08:19:42 PX 8.004
Moditied: Yosu 5.504
Bunching Pacters 1
Noime Threshold:  2.43  eps 5.004
Araa Thrashold: 12.16  eps
Mum. Smooths: § 4504
RT Window: 0.0 sec
Expected KT: 5.82 ain 8 40
) widths 0.20 5
Height: 0.01 g 35e4
Peak Ratio:  $.00
Ad]. Ratio:  4.00 3004
xp. Val. Ratios 3.00 2504
Use Relativa RT:  No
2.004
Int. Type: Manual i
Retention Time: .74  min 1.504. i
“I\W Area: 650324  counts i
Haight: 6.96e+004  cps 1.004 \‘
Scart Time: B.5% win
End Time: 9.04  min 5000.0 ]
o 05 10 15 20 25 30 s 40 45 50 55 €0 85 10 75 80 85 so 95 100 105 110 118§ 124‘4‘k
Tine. min

el

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Wprinting pate: Monday, March 01,

Printing Time:

Exygen Study Number:

02:21:30 PM
L1874

2004

Set Number:

021904D ACSFM

Page 1 of 13
LC/MS/MS #8

Sample Name: XOOZ‘OO‘O OngL" Sample ID: '021904-401" Fie: L1874 Wl

Pasak Nama: "C8 aulfonate®

Comment: "XC021004-0, 0 no/L*

Sample Index:

Sample Type: Standard
Concantration: 0.000  ng/mL
Calculatsd Conct <0
. Acq. Dates 03/20/04
; Aeq. Times 02128054 AM
il oaie10a: You
Bunching tor: 1
Noiss Threshold: 3.54 cps
Area Threshold: 17.68 cps
Num. Smooths: 5
RT Window: 30,0 mec
Expscted RT: 9.01 min
Fep. Width: 0.20
i\ll Sep. Height: p.o1
Bxp. Peak Ratios 5.00
Exp. Adj. Ratio: 6.00
Exp. Val. Ratio: 3.00
Use Relative RT: No
Int. Type: Manual
Retention Times 8.57 in
H Areas 680 counts
T Heighe. 5.0204001  ops
Start Time: 8.85 min
Bnd Time: 9.10 min

Sample Index:

Sample
Peak Name: “C8 sulfonate”
Comment: "XCO21004-1, ZSWL Annotal

Masa(os): “499.0/80.0 am)
Annctation: >

cpe
8 8 8§ 8 8 3 38 8

3

o

Name. “XCOZ1004-1, 26 /L Sample 10 021004402
Mass{os): *499.0/80.0 amus”
on: =

7823

a2 gy 7
215 2.6 404 7.47|

1.3¢% 32 558 684 713 fi
419 .81 28 \ AA)

M‘« o /\AAA fa NN 1l My
| 0 1.5 20 25 3.0 35 40 45 50 55 8.0 85 70 75
Tine min i

Sample Typa: se-ndn—a
Concantration: 25.000 ng/mL 3970 ‘
Calcoul 65.261 ng/ml, b
| Aca. Date: 02/20/04
‘ Acq. Time: 02:49:55 AM 3500
Modified: No y
Bunching Factor: 1 3000 F
Noime Threshold: 3.5 cps [
Area Threshold: 17.6¢8  cpa
Num. Smootha: s ]
RT Window: 0.0 sec =0 r
| Expected RT: 9.01 min |3 ]
Sep. Width: 0.20 S i
\| Sep. Height: 0.01 2000 L‘
Exp. Peak Ratio:  5.00
Exp. Adj. Ratio: 4.00 £ p
xp. Val, Ratlo: 3.00 1500 :
Use Relative RT: No t
f Base To Bass 1000 .
8.98 min
m 36125 counts ;
Hy 3.95e4003  cps 5004
Start Time: 8.83 min
End Tine: $.30  min
024 062 090 147,1591.99 408.4.18 451 485 517540 584 B27 585 887 740 773 824 BT 933 988 1037 10931106 1144 1182
ol = 2R S s = =
) 05 10 1.5 20 25 a0 as ) 45 50 55 [X) 85 70 7.6 80 85 80 95 100 105 110 115 120
: s—— Time.cin '
s-mprunu *XCO21004-2, 80 ng/l* Sample ID: “021904-405" TLIB7 4wl
‘\M Name: “CS sulfonate”  Mass(es): “490.0/80.0 amu®
mmm-m *XC021004-2, SOngL*  Annotation: |
Sample Index: 4 |
’ Sanple Type: Standard 202 i
Concentration: 50.000  ng/mL 94
Calculated Conc: 82.678  ng/ml |
Acq. Date: 02/20/04 4500 N
Acq. Timer 03:10:52 AM I
1
Modified: No 4000 :
Bunching Pactor: 1
Noise Threshold:  3.54 cps 2500
Area Threshald:  17.68 cps
Num. Smcotha: 5
RT Windows 30.0 sec 2000
i EXpEcted RT3 9.02  min §
widchs 0.20 5
Heights 2500
Peak Ratio:
2000 ‘
1500 |
Retention Time: 1000 !
Area)
Maighe: )
Start Time: 500 .
BEnd Time: .
i
1.5 20 5 30 35 40 45 50 55 60 [-X3 7.0 75 B0 85 90 95 100 0.3 "o s 12
|
Lind.min.. 4
Mase( i
Commen m1oo4-e toonwl:
Sanple Index:
Sample Type: u.ndua 900
Concentration: 100.000 ng/mL 8419
caleu cone: 140.649  ng/mL 5000
Acq h 02/20/04
acq. Time: 03:31:51 AN
E 7000
Modifieds Yesu
Bunching Factor: 1
Nolse Thremhold: 3.50  epn 8000
Area Threshelde 17.68 cps .
Num. Smoothsi 5
RT Windaw: 0.0 aec 5000
Expected RT: 5.01 min |3
Sep. Width: .20 ]
Sep. Height: 0.01 ? 4000 '
‘ Exp. Peak Ratio: 5.00 !
Bxp. Adj. Ratio: 4.00 £
Exp. Val. Ratios 3.00
\u.. Relative RT:  Wo 00 .
Int. Type: Hanual
hw Retention Time:  9.00 min 2000
at 77070 counts
Hniqhtx 6.40e+003  cps
| Start Times 0.95  min foc0 ]
| Bnd Time: 9.31  min {
[ 10 13 20 25 30 35 40 45 50 55 60 85 7.0 78 8.0 85 €0 @5 00 105 110 us 1z
Time.mio. )

L
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|fPrinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 2 of 13
Printing Time: 02:21:30 PM LC/MS/MS #8
Exygen Study Number: L1874

Sample Index:
Sample Type: Standasd 003 |
Concentration: 250.000  ng/mL 10684 .
Calculated Conc: 257.601  ng/mL 1.5044
Acq. Dates: 02/20/04 !
 Acq. Time: 03:52:48 AM Tdod 7 I
1504 :
Kodifiad: Yeu i
Bunching 1 1204 i
Noise Thr 3.54  cps et :
Area Threshold: 17.68  cps : !
Num. Smoothas 5 10844
RT Window: 30,0 sec 1
Expected RT: 9.01 min §' 8000.04 |
Sep. Width: 0.20 5 5000.0 i
H" Sep. Height: 0.01 o !
£xp. Paak Ratio:  5.00 7000.0 i
Exp. Adi. Aatior  4.00
Exp. Val. Ratio: 1.00 8000.0 !
Use Relative RT:  No 5000.04
Int. Typs: Manual 4000.0
Retention Time: 9.04 min 4
“ Areas 140590 counta 3000.0
Height: 1.5704004  ops 2000.0
Start Time: 8.89 min
2na Time: 9.32 min 1000.0
o
05 10 15 20 28 30 as .0 45 50 55 60 85 70 7.5 80 85 ) 95 16 105 110 115 120
Time.mmia.

Tample Name: “KCOZI004 S, S00nGL" _ Sampie (D: 021604 408
| I Paak Nama: “C8 sullonate”  Mass(os): "490 0/80.0 amu*
Comment: *XCO021004-5, 500 ng/L"  Annhotation: ™
Sample Indax: 7
‘ Standard 8.98

$00.000  no/mL 3084
511.529  na/mL 1 k
Acq. Dates 02/20/0¢ 20et
Acg. Time: 04:13:45 AM 26044 f
I
‘! | Modified: No 2404
Bunching Factor: 1 2204 ]
Noise Threshold:  3.54 cps -
Area Threshold: 17.68  cps 20041
Num. Smooths: 5
RT Window: 0.0 mee 1.804
Expected RT: 9.01  min )
Iv ep. Widths 0.20 5 1804
H“ I' Sep. Height: 0.01 g 1404
Exp. Peak Ratlo:  5.00
Exp. Adj. Ratios: 4.00 = 12044
Exp. Val. Retlos 3.00
Uas Ralative RT: Ne 1.004
» To Base 80000
R .98 min 80000
H :

278503  counts

2.930+004 cps 40000
Start Time: 8.82 min
End Time: 9.27 min 2000.0 .
k 00 '
X ] 10 15 20 25 30 as 40 45 50 58 80 8.5 10 7.5 80 8BS 90 95 100 105 10 1s 120
Jime. min, -

[
Sample Index:
Sample Type:

|
Concentration:  1000.000  ng/mL 5504 ‘
Calculated Conc: 989.923  ng/mb .54 |
Acq. Date: 02/20/04 R
Acq. Time: 04334548 AM 5004
il
Modified: No
Sunching Factor: 1 45e4
Noiwse Threshold: 3.5¢ ocps
Area Threshold: 17.68  cps 4.004:
Num. Smooths: s X
RT Window: 30,0 mec 3.504
Expacted RT: 9.01 min B‘
H“H Sep. Widcth: s 3.004
Sep. Heighe: g
|| Bxp. Peak Ratio:
) bod o 3 25
| 2,004, ;
Int. Type: Base To Base 1.5041 0
Retention Time: 8.96 min . i
- Area: 538330  counts 1.004 :

Heights 5.77e4004  cos
Start Tima: €.80 min $000.0
Bnd Time: 9.31  min

15 20 28 a0 as 40 45 5.0 55 8.0 85 70 75 80 (X1 80 25 100 0.8 110 13 2o

Lind, i, J
Peak Nama: °C3 sulfonals™  Mass(es). "499.0/80.0 am!
Commant: “Methanol Wash® Annctation.
Sample Index: 9
Sanple Type: Unknown
Concentration: N/K 214
Calculated Conc:  1.101  ng/mL 200
Acq. Date: 02/20/0¢
Acq. Timet 04155146 AN
4 160
Modifieds No
Bunching Facver: 1 180
Noise Threashold: 3.54  eps
Area Thrasheld: 17.48 cps
Num. Smoathe s 140
RT Window: 30.0 sec
9.01 min 8
. 0.20 ;
. Haigh 0.01
. Peak Ratio: 5.00 g 100
. Adj. Ratlo: .00
Exp. Val. Ratlo: 3.00 0
Use Relative RT: Ho
L
| Int. Type:
Retention Time:
‘w Area: 4“0
Height: 1.72e4002 cps
Start Time: 8.86 min 20 A/\/\
End Time: 9.13 nmin
oba AcostA Lol DA Ao pacl s o NP DDA e A

08 19 1.5 20 28 a0 s 40 45 50 55 80 65
Jins. mic,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538676
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0290



“erntxng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 3 of 13
Printing Time: 02:21:31 PM LC/MS/MS #8
Exygen Study Number: L1874
#
Sample Type: Unknown
Concentration: N/A L
Calculated Conc: <0 0
Aeq. Date: 02720704
Acq. Time: 05116148 AM ©
m Modified: No 10,01
sunching Factor: 1 7
Noise Thr, 3.54  cpa
Area Threshold: 17.08 cpa 209
Num. Smooths: 5 80
RT Window: 30.0 =eC
Expected RT: 9.01  min 5 039
Sep. Widch: 0.20 - 50
ml s-v. Height: 0.01
Pwak Ratio: 5.00 il
sxp. Adj. Ratio: 4.00 404
Exp. Val. Ratiens 3.00 i
Use Re. ive RT: No
Int. Type:
! Retention Time: a8a3
Araa: [ 708
[ Height: 7.4304001  cps 087
Start Time: 8.84 min °
w5 N ohg g e P pusdly AN Amthm
A 4 alln s, I\Am A MM A i a pa Sl
0§ 10 15 20 as 10 a5 50 £X) uo 85 70 80 85 20 98 100 105 110 115 120
Sample Index:
Sample Type: Qo
Concentration:  50.000  ng/mL 2800
46.288  ng/mL
02/20/04 2600
Acq. Times 05:37:50 AM 2400
H “ Modified: No
Bunching Pacter: 1 2200
Noiss Thresholds 3.54 cpsm 2000
Area Threshold:  17.68  cps
Num. Smoothe: 5 1800
RT Windows 30,0 mec
| Bxpected RTs 3.01  min g e
Sep. Width: 0.320 2
\“\ s.p. Heighc: 0.01 g 1400
xp. Peak Ratio: 5.00
Bxp. Adj. Ratios &.00 1200
Exp. Val. Rario: 3.00
Use Ralative RT: Wo 1000 {
800
Int. Type: Base To Base
Retention Times B.9% min €00
25820  counts
H 2.8184003 cps 400
Start Time: 8.81 min
End Time: 9.2 min 200 1188,
o 3.0, ; : ¥ 502 547591605 851682705  1.72.787 824848 FILI4 9% 1030 10es e, 1
05 1.0 15 20 26 3.0 as 10 45 50 55 60 8.5 70 7.6 80 85 () 160 105 110 115 1200
Tine.mio |
“LIBT&. Wil ;
i !
% 9.90 :
Concantration:  $00.000  ng/mL 2804 :
Calculatsd Conc: 483.086 ng/ml !
Acq. Datss 02720704 26047
| Keq. Time: 05158147 AM 240¢]
“‘ Modified: o 22041
Bunching Factor: 1
Noiss Threshold: 3.5¢  cpa 2004
Arsa Threshold: 17.68 cps
Num. Smoothss 5 1804 )
RT Window: 0.0 s 4
Expacted RP: 3.01  min g 18e4] |
il Sep. Widehs 0.20 s !
”H‘Hs.p. Height: 0.01 g 1404 i
Exp. Paak Ratio: 5.00 i
Exp. Adj. Ratio: 4.00 1204 |
Exp. Val. Ratio: 3.00 1004 1
Use Relative RT: No 1
80000
Base To Bame
.60  min 80000
263055  counts
2.800+4004 cps 40000
Start Time: 8.83 min
End Time: 9.32 min 20000
25 EX) 35 [ 45 50 55 [Y) 6.5 70 7.5 80 [X) 90 05 100 1A o 113 1z
s o I
[ Masx( ;
Commont; "L{874-) Spk C, 10000 nglL OF » 100" Anrotaion:
Sample Index:
Sample Type: Q< 8.97
Concentration: 100.000 ng/nlL
Calculated Conc: 428.138 ng/nL 24044
Acq. Dates 02/20/04
Acq. Time: 06:19:50 AM 22041
Moditieds ¥o 2004
Bunching 1
Noies Thrashald: 3.54  eps 1.804 :
Area Thrashald:  17.68 cps :
Num. Smooths: L] 1.8e4-
RT Window: 30.0  sec
Expacted RT: 3 raed
fg 3ep- wideh: 9
Sep. Height: 1.204
|| Exp. Peak Ratio: .
Exp. Adj. 1004
Exp. Val. Ratio:
Uze Relacive RT: 8000.0
Int. Type: 8000.0 4 i
l} R-:-ntion Time: 8.98 min
1) A 233212 counts 00001 ,
H He gne: cpa " |
Scart Time: min ] :
|| Bna Times 9.30  min 20000 |
v 05 10 8 20 28 30 35 40 45 50 55 60 e 7.0 75 80 35 90 o e W he s
Tima min, |

il

ik
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Wrxntlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM

Printing Time: 02:21:31 PM
Exygen Study Number: L1874

Page 4 of 13
LC/MS/MS #8

T021904-413"  File: “L1874.wtM

Comment. ususs‘*u mooonm. DF-WO‘ Seeotation
Sample Index:
Sample Typs:

o
100.000

Concentrations ng/uL. 5802 .98
Caloulated Concr 94.769  ng/mL 5500
Acq. Date: 02720704
Acg. Time: 06:40151 AM 5000
Modifiad: Yax
Bunching Factar: 1 4500
Noise Threshold: 3.54  copm
Area Threshold: 17.68  cpa 4000
Num. Smoothet 5
RT Window: 36.0 nec 3500
Expected RT: 9.01  min B
Sep. Width: 0.20 30004
\"I Sep. Height: . 0.01 E
Exp. Peak Ratios  5.00 1
Bxp. Adj. Ratio:  4.00 £ 00
Exp. Val. Racio:  3.00
Use Relative RT: Mo 2000
Int. Type: Manual 1500
Retention Time: 2,98  min
!M Arwa: 52152  countm 1000 i
Helght: 5.77e+003  cpa
Start Time: 8.82 min 5004 ‘
End Time: 9.27 min ‘
05 10 15 20 25 30 35 0 45 50 55 80 85 10 75 8.0 o5 ws 1o ns  d
Time. qin. )
SumuoN-m( “L1874-8 5pk €, 10000 ngL DF = 100° Sampe 10. 021604414 Fo. L1G74. vl i
i Peak Nams: “C8 sulfonale”  Mase(es): "499.0/60.0 amu™ i
"LiBn-OScnkE 10000 ngh. OF = 100 Annolation: ™ i
: w 1
Concentrations 100.000 ng/mL 7348 5.9 §
Caloulated Comas 123.584 ng/mL 7000 1]
Acq. Data: 62/20/04
Aca. Time: 07:01546 AM 8500 1
1110 woase10as o 8000
Bunching Pactor: 13 500
Noise Threshold:r 3.5 cps
Area Threshold: 17.68  cpm 8000
Hum. Smocths: 5
RT Windows 30.0 s 4500
Expectad RM: 9.01 min ) 000
| Sep. Width: 0.20 9
Hl Sep. Height: 0.01 3500
Bxp. Peak Ratio:  5.00
Bxp. Adj. Ratior  4.00 E 3000
EXp. val. Ratio: 3.00
Vs Relmtive KT: N 2800
Int Base To Base 2000
Retantion Tine: 9.98  min 1800
m' Area: 61791 counts
Halghts 7.3104003  eps 1000
Start Time: 3.78  min
End Times 9.30  min S0¢
N 05 10 5 20 25 30 35 40 45 50 55 8.0 85 70 7.5 80 9.0 55 108 10 115 12
Iina.zi.
] 3 Filo: ‘L1874, T
1| C8 wukonale”  Maee(ee): “400.080.0 amu”
Cnmmﬂ\t 'L|I70—135ka 10000 npl. OF = 100" Annotaticn: =
Sampla Tndase:
Sample Type: oc 801
Concantration:  100.000 ng/mbL 5483
Calculated Conc: 9).601  ng/mi :
Acq. Date: 02720704 5000 i
Acq. Time: 07122146 AM '
w Modi fied: Mo 4500 '
Bunching Factor: 1 ¥
Noise Thrashold: 3.54 cpm 4000 b
Area Threahold: 17.68  cpm i
Num, Smoothe: 5 8500 .
RT Window: 30,0 mec |
Expected RT: 9.01  min ] 2000 ]
I“s.p. width: 0.20 9 i
) sep: metgne: 0.01 |
Exp. Peak Racio: 5.00 2500 ¢
Exp. Adj. Rario:  4.00 H
Exp. Val. Ratie:  3.00 2000 |
e Relative RT:  No |
Int. Type: Bass To Baxs 1500 |
Retantion Timet 8.92 min
Araa: 51517  counts 1000
Height: 5.47e+003  cps |
Start Time: 8.71 min 500 |
End Time: 9.19 min b
i
as 10 15 20 25 a0 35 40 45 50 55 80 85 70 75 90 88 0 ws o 15 20
Time. min
Sample Nama: "L1874-17 Spk G, 10000 no/L DF-IM’ Sample ID: "021904-416"  File: "L1874.wil" E
Paak Name: "C8 aulfonate®  Mase(es). "499.0/80.0 amu’ [
Comment. 1.1574-!750“3 10000 nyL DF = 100"  Annotation: ™ |
sample Index:
Sample Typs: oc ]
Concentration: 100,000 ng/wl 9742 i
Calculated Conci 164.119  ng/mL |
Acq. Date: 02/20/04 9000 |
Acq. Time: 07:43149 AM
Modified: Yeu 8000 1
Bunching Factor: 1
Noiss Threshold: 3.54  cps 7000 |
Arwa Thresholds 17,60 opse
Num. Smooths: 5
RT Window: 30.0 aac 60001
Bxpuwcted RT: 92.01  min }
" Sep. Widths 0.20 S 5000
M cap . Heighe: 0.01
Exp. Peak Ratio:  5.00
Exp. Adj. Ratio:  4.00 £ 40004
Exp. Val. Ratio: 3.00
Use Relative AT No 3000
InE. Type: Manual
l‘h Retention Pime: 8.97 min 20004
Area: 89817  counts |
Height: 9.71a+003  cps !
Start Time: 8.80 min 1000 |
End Time: 9.30 min |
08 B) 15 20 25 30 as 4.0 45 50 8.5 8.0 6.5 70 7.5 ws 1Mo ns  2d

Tine. min

hl

i
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rinting Date: Monday, March 01, 2004
Printing Time: 02:21:32 PM

Exygen Study Number: L1874

Set Number: 021904D ACSFM

Page 5 of 13
LC/MS/MS #8

Sample Name: “XC021004-1, 25 ngl” Sample ID: mimuw'
Pask Nama: "C8 suifonale® Mass{os)
Comment: ‘XC021004-1, 2SndL Anrotation:

Flle: *L1874. Wi

Sample Index:

Sample Type: suna.rd 695 !
Concentration: 25.000 ng/ml ase " 1
! caleulatea cone:  61.870 ng/mL i
Acq. Date: 02/20/04 3300 i
Acq. Time: 09:04:48 A
M oai£iaa: No 2000 i
Bunching Pactor: 1 [
Noise Threshold: 3.5¢ cps ]
Area Threshold: 17.68  cpe ;
Num. Smoothms: 5 2s00
RT Window: 30,0 neg ]
Expected RT: $.01  min 5 i
i . Widths .20 ;20007 |
m Sep. Haight: 0.01 g !
|z eax Ratio:  5.00 ]
Exp. Adj. Ratio: 4.00
| Exp. val. Ratio:  3.00 1800
Use Relative RT: No |
int. Typ#: Base To Base 1000
Retention Time: 9.95 min
” Acear 34827 counte
Heights 1.764¢001  epm 500
‘ Start Timer 8.82 min i
End Time 9.20 min

X} 1.0 15 20 25 a0 35 40 45 80 55 a0 BS 70 75 80 85 23 85 100 10.5 1o 15 129

Tkug..io.
Gample Name: “L1874-1° _Sample ID: 102 L TLTB74. Wi
‘M Pask Name: “C8 sulfonate” Mass(or): “499.0/80.0 amu™
Comment: "L1874-17  Annotation; =
Sample Index: 19
Sample Typae: Unknown
Concentrationt N/A 9085
Calculated Conc: 18268.312  na/al
;Acq. Date: 02/20/04
' Acq. Time: 08:25:46 AM B.083
it
. Modified: Yos
Bunching Pactor: 1 7005+
|| Noien rhresnola: 354  eps
Area Thresholds 17.68  cps ]
1 Num. Smooths: 5 6.005 .
RT Window: 30.0  wec
Expacted RT: 2.01  min a» 5.065 |
Sep. Width: 0.20 q
P. Helght: 0.01 |
Exp. Peak Ratio: 5.00 4005 i
&xp. Adj. Ratios 4.00 £ !
Exp. Val., Ratios 3.00 i
Use Relative AT: No 3.0e5 }
!
Int. Type: Manual
Retention Time: 9.93 min 2065 I
||l Area: 9922612  counts 1
Height: 9.0204005  cps
Start Times 8.76 min 1,065 i
End Time: 9.25 min |
.309.53,9, . X 11241157
e 0.5 10 18 20 25 30 as 40 45 50 55 8.0 85 70 75 X} 85 0.0 98 1o 105 1o 15 129
—— . Tin. 00, ]
Sampie Neme: *L1874-1 Rop" _ Sample ID: 021804419 Fhx: ‘L18
H\ll’lﬁ Poak Namo: “C8 sulfonate”™ Mass(cs): *499.0/80.0 amu”
Commant L 1874-1 Rap'  Annatation: **
Sanple Index: 20
Sample Type: Unknown
il Concentration: N/3 8.8e5 a8
Caleulated Conc: 18081.530  ng/mL
Jm:q. Da: 02/20/04 8.065 '
Acq. Time: 00:46:45 AM
w‘,‘ Modified: Yas 7.085
Bunching Factor: 1
‘ Noise Threshold:  3.54 cpa
Area Threshold: 17.68  cpx 6.005
‘I Num. smooths: s
RT Window: 30,0  mac ‘
| Bxpected FT: 9.01  min 8 soes- . !
‘Ii Sep. Widths 0.20 5
Sep. Height: 0.01
EBxp. Peak Ratio: 5.00 g 4005
B)@. Adj. 4.00
3.00
e ne .uvc RT: ¥o 3008
Int. Type: Kanual
Retention Time: 8.98 min 2008
e Area: 9871166 counts
Heights 8.83a4005  cps
Start Plme: 8.80 min 1.008
End Time: 9.30 nin
10 1.5 20 25 30 35 40 45 50 55 6.0 s 70 75 80 83 9.0 85 100 10.5 190 1ns 12zo
Jine. .
Semple Index: 21
Sampls Type: Unknown a8
Concantration: H/A 7.55
Calculated Conc: 15619.503  ng/mL
Acq. Date: 02/20/04 7.005
Acq. Time: 09:07145 AN 8508
- it Yes 8,085
Bunching Tastor: 1
Nuise Thzeshold: 3.5  cpa 55a5
Azea Thresheld: 17.89 eps
Fum. Smeoths: 5 5.085
| RT Windew: 30,0 sec 45eS
Expected RT) 9.01 aln 3
Bl sev- wiceh: 0.20 § 4005
. Heighti 0.01
. Peak Ratio:  5.00 § 3505
| Exp. Adj. Ratio: 4.00 £ a0
xp. val. Ratio: 3.00
lun Relative RT: No 2565
| Int. Type Manual 2005 |
| Ii Retention Time: 8.59 nin 1,508
AT 8483997  counts !
|| Beights 7.550+005  cps 1.005 i
Start Time: 8.81 min |
I Bnd Time: 9.30  =min 5004 :‘
e os 10 15 20 25 EY) as o 45 50 55 60 65 70 75 ) 85 8.0 25 100 105 110 195 'Efﬁ
| Jime.min
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100 105 1o

‘Prlnt:mg Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 6 of 13
Printing Time: 02:21:32 PM LC/MS/MS #8
Exygen Study Number: L1874
00 s-mpmo 021004421 Fio: ‘L1874 Wil |
p Peak Name: C8 suifonatle™  Mass(es) :
i Comment L1703 DF-lﬂo‘ oemsidon ;;
Sample Index: M
Sample Type: Qc ]
Concentration:  100.000 ng/al 2.3¢4 N
Calculated Conci 403.703 ng/nL 2204
| Acq. Date: 02/20/04 b
ikuq. Time: 09:28:48 AN 2064 .
11§l Modifiaed: No
Bunching Pactor: 1 184
Noise Threshold:  2.54 cps
Area Threshold: 17.68 cpm 1604
Num. Smooths: 1
RT Window: 30.0  mec 1404
Expected RT: 9.01 min §
| Sep. width: 0.20 5 12044
" Sep. Height: 6.01 §
8xp. Peak Ratic:  5.00
Exp. Adj. Ratio:  4.00 E 1004
Exp. Val. Ratio: 3.00
Use Relative RT:  No €000.04
| Int. Type: Base To Base eom.nJ 4
Retsntion Time: .94 min i
H Aswas 219940  vounts 4000.0 P
Height: 2.32e+004 cps '
Start Time: 8.76  min 200004
End Time: 2.27 min
00
0.5 10 18 20 25 3.0 35 +0 45 50 55 [X) 85 70 7.5 ) 85 $0 95 100 105 110 315 120
Time.qin. .
Sample Name: "L18744 OF = 100" Sampie ID: 021904422 File: “L1874.wifl"
HI | [l Peak Name: 08 sulfonate®  Mass{es): “400.0/80.0 amu®
Comment: "1.1874-4 DF = 1000° Annotaton: *
Sample Index: J
Sample Type: o .57 i
Concentration: 100.000 ng/mL 7000 :
calcula Cone: 126.095 e/ ml i
| Acq. Date: 02/20/04 |
i Acq. Time: 09549147 AM |
w €000 }
116 moas £1ea: Yes .
Bunching Pactor: 1 5500 i
Noise Threshold; 3.54 cps |
17.68  cps Soco I
s !
RT Window: 30.0  aec 4500 .
Expacted RT: 9.01 min 3 4000
Sep. Width: 0.20 9
th Sep. Height: 0.01 3500
Bxp. Peak Ratio: 5.00
Exp. Adj. Ratioi 4.00 E 000
Exp. Val. Ratio: 3.00 '
Use Relative AT: Wo 2500
Manual 2000
! R 9.97 min 1500
I €9166  counts !
Height: 7.15e+003  cps 1000 §
Start Time: 4.0 min i
End Time: 3.26 min s00 |
v 0.5 1.0 1.8 20 25 30 s .0 45 50 55 8.0 85 70 7.5 ao 85 20 5 10.0 1205 1o 1s I2J
Tins.io. ;
[} 400
X0021004.2, songn_ Anotation :
Sample Index: 1‘
Sample Typa: x:.ndnd Y i
Concentration:  50.000  ng/nL 2000 ;
Calculated Conc: 49.266  ng/alL ;
Acg. Date: 02720/04 2600 '
Acq. Time: 10510146 AN '
A 2400 :
IR Moaitied: Yo
Bunching Factor: 1 22004 !
Nolse Threshold:  3.54  cps 1 i
| Acea Threshold: 17.68  cps 2000 :
Num. Smoothw: s 1800
RT Window: res
Expected RT: min § 16004
. Sep. widch: ~
[ »s Heights § 1400 ¢
- Paak Ratlo: ‘
Ee. na fo: £ 12004 ‘J
Bxp. Va {o
Use Relative KT 10007 ﬁ
so t
Int. Type:
Retention Time: 800 §
4 Area: 27449 counts
| Haighe: 2.85e4003  cpa 400 ]
Start Tima: 8.75 =min
End Time: $.17  min 2001
| PR O
0.5 10 15 20 25 30 as 4.0 45 50 55 (1] (-1 70 78 a0 85 80 95 100 10.5 1o 115 12
Tima. min 5
SlmdoN-m *"L1874-5"  Sample ID; "021904-424" Flo "L1ET 4. wiif* '
[l 'sak Narna: "C8 autfonae® Mu) "49.0/20.0 amu’ P
commml "L1874-5" ’
Sample Index: 2% ;
SAnpl Type: Unknown 905 !
Cnncnn:r-lienx N/A 550
Calcul Cone: 13.428  ng/mL
Acq. Da 02/30/04 '
Acq. Time: 10131:45 AN Soo ,
i
Moditied: Yes 450 :
Bunching ractor: 1 014 i
Noise Thrwshold: 3.5¢  cpa 00 9.
Azca Thzoshelds 17.¢0 <pe
Num. Smooths: 5 350
RT Window: 30.0 8¢
Expected RT: 9.01 min 5
Sep. Width: 0.20 s 20 !
1 sop | beighe 0.01 ?
Exp. Peak Retio:  5.00 250
EBxp. Adj. Ratios 4.00 E i
Exp. Val. Ratio: 3.00 200 ‘
tina Relative RT: No
\
Manual 150 i
9.0S min ‘
7430 counts 100 1
Height: 5.1%¢4002 cps
start Time: 8.02  min P N‘I‘JV/\JM'\,M m A AL |
End Time: 9.31 min A,._ IS ANV
Do P, . PESY L\ sl FAV2N 1
s 1z
J

ikl

i
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\erntlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 7 of 13
Printing Time: 02:21:33 PM LC/MS/MS #8
Exygen Study Number: L1874
)
i
Samplae Index: 6
Sample Types: Unknown
Concentration: N/A 543
Calculated Conc: 11.377 /el 1
Aeq. Dates 03730704 5004 |
Acq. Time: 10:52:45 AM i
} S0
Hodified: Yeosu |
Bunching Pacror: |
Noise Threshold:  3.5¢ cps o0 i
Area Threshold: 17.68  cps 1
Num, $mooths: 350 1
RT Windowy 30.0 sec b
Expected RT: 9.01 min E‘ 300 1
Sep. Wldch: 0.20 -
\‘ 'ﬂnp. Height: 0.01 1
Exp. Peak Razio: 5.00 250
Exp. Adj. Razio: 4.00 E
Exp. Val. Razio:  3.00 200
Use Relative RT: No 1
150 !
Int. Type: Manual 975
R.:on:xon Tines 2.10 min 073 950
HM Aren: 7131 countw 100 "45
Heights 4.9944002  cpe \ '0 151029 107 q
gtart Time: 8.96 min ;
End Time: 9.22 min * \/'/ J WWJUV\HN’\ ’\/“
° oy ool A, aba, . /\M\r\/\
08 10 15 20 25 20 a5 0 45 50 55 a0 85 70 75 1.5 1o 1S 2ol
Tize. i
Sample Name, "LI874-6"_Sampie ID; 021904426 F¥e. ‘L1874 wif"
I i Name: Masa(es): 499.0/80.0 amu”
2
Unknown
Concentration: n/A 473 i
Caleulated Cone: 106.988 ng/ml 480 b
Aeq. Datar 02/20/04 |
Aca. Time: 11:13146 AM ]
il “ ]
Hodified: Yeos ]
Bunching Pactor: 1 a5 1
Nolse Threshola:  3.5¢ cps
17.68  cpm
Hum. Smooths: 5 300
AT Window: 0.0
Expacted RT: 9.01 3
[ ‘m, Sep. Width: 0.20 . 250
| Sep. Height: 0.01
Exp. Peak Razio:  5.00 g
Exp. Adj. Ratio: 4.00 200
EXp. val. Ratior 3.00 H
Use Re. No 150 i
Int. Type: Hanual
Ratention Timaet 9.02  min 100
I‘I | Aveas 6632 counts
Height: 1.42¢+002  cps \A ‘“N“? ‘095 610.95 1188
Start Time: 8.92  min 50 073 w\ N
I Znd Time: 9.35 min | »\/ N Wu‘/‘v
A, o, A A
05 1.0 15 20 25 30 38 40 45 50 55 80 ) 70 08 110 s a2
Jkng. min J
i
“ Sample Indes: 28
Sample Typs: ac
I concentration: 100.000  ng/mL 5849
Calculated Conc: 102.789  ng/mL .
02/20/04 5500
. 11134:47 AM
il 000
Moditiad: ¥o
Bunching Pactor: 1 4500 K
Noise Threshold:  3.54 cps ]
Area Threshold: 17.68  cps 2000 !
Num. Smooths: 5 :
RT Window: 30.0 mec
w Expected RT: 9.01 min g = \
Sep. Width: o.z0 -
|I i Sep. Buight: 0.01 g 3000
Bxp. Pamkx Racio: 5.00
Exp. Adj. Ratior a.00 2500 3
Exp. Val. Ratio: 3.00
Use Relative RT: ¥o 2000
Int. Bass TO Base 1500
Retention Tm-: 8.96 min
Areas 56508 counts 1000
i Height: 5.94e+003  cps
Start Time: 8.78 min 500
| End Time: .24 min .40 su\ne 1011 1076 1124 1184 |
05 10 15 20 25 a0 s 40 45 50 55 80 LX) 70 15 920 100 105 1.0 15 120
Tima.min
* Fle: "L1874.wi"
Comment
Sample Index:
Sample Type: oc 2.9¢
Concentration: 100.000 ng/al
Calculated Conc: 95.680  ng/mL 850
Acq. Date: 02/20/04
Acq. Time: 11555147 AM 5000
1
Moaitieds 4500 |
Bunching Factor: '
Noise Threshold: cps
Area Threshold: cpm 4000 |
Num. Smooths: i
RT Window: 0.0 ec 3500 4
Expmcted RT: 9.01 min § '
B sep. wideh: 0.20 s 3000 i
Sep. Height: 0.01
Exp. Peak Ratio: $.00 g 2500 !
EBxp. Adj. Ratio: 4.00 £ ‘
Exp. Val. Ratio: 3.00 |
Uls Relative RT: No 2000 3
Bame To Base 1500
B8.95 min
52646  counts 1000
5.700+003  cps
Start Times 8.79 min 500 i
] Bnd Time: 9.27 min i
05 1.0 15 20 25 30 35 10 45 50 55 6.0 [X) 70 7.4 90 95 105 1o 1S 120]

Time.min

J

il
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ffrinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 8 of 13
Printing Time: 02:21:33 PM LC/MS/MS #8
Exygen Study Number: L1874
P Sompie Name; “XCOZ1004-3, 100 ngIL- _ Sampie 10, 021004427 Fiw: "LIBT4.WIT"
[ Poak Name: “C8 mifonate”  Mass(os): "459.0/80.0 amu’ i
0210043, 100 nL®  Annotation: ** i
Sample Index: 30 *
Sample Type: Standard 8.95 ’
Concentration: 100.000 ng/ml 5988 ¥ N
! caleulated Cone: 100.738 ng/mL 3
Acq. Date: 02/20/0¢ 5500 .
Acg. Time: 12:16:46 PM .
5000 H
?Iﬂ Modifind: No ;
| Bunching 1 45009
Noise Threshold: 3.5 cps
Area Threshold: 17.68 cps 40001
Num. Smooths: 5
RT Window: 30.0  sec
Expsctesd RT:1 9.01 min 5 3500
i | Sep. Width: 0.20 3
Hll"!op. Heights 0.01 2000
| Exp. Peak Ratio: 5.00
[l:xp. Adj. Ratio: 4.00 2500
Exp. Val. Ratio: 3.00
} Use Relative RT: No 2000
Int. Type: Valley 1500
Recention Tine: 8.95 min
H‘I Asam: 55333 counca 1000
Haight: 5.98as0023 cpa
Start Tine: B.79 min 500 1
End Time: 9.27 min
05 10 15 20 25 30 as 40 45 50 55 8.0 [ 70 75 80 85 20 25 100 105 110 115 120
Tin. toin
Sample Name: “L1874-6° _Gample 1D 021604430" Fhe: 'L1874.wl
‘ ,N Paak Name: "CBaufonzte”  Mass(es): "499.0/80.0 amu™
| W Cemment: "L1874-¢"  Annotation: ™
|| Sample Tndmx: 31
|| sampla Typ: Unknown 292
j{ Concentration: N/X
Calculsted Conc: 2324.270  na/mL 1.35
Acq. Date: 02/20/04 128
Acq. Time: 12:37:45 PM -
i woatetea Yex 1108
Bunching Factor: 1 1.008-
Noiss Threshold:  3.54 cpm :
Area Thrashold: 17.68  cps 9.004-
! Num. smoothar s .
RT Window: 30.0  mse 8.004
Expected RT: 9.01 min 3
Sep. Width: 2.20 . 7.084- |
IH" Sep. Haight: °.01 ,
Bxp. Peak Ratios 5.00 8.004- {
Exp. Adj. Rmtio: .00 = |
EZxp. Val. Racio: 3.00 5.004 |
Use Relative RT:  No
4004 |
Int. Type: H
, Retention Pimas min 3004 !
Hll Arsa:s 1263 counts |
) Hedghts 1.3484005 cpm 2004 i
|| start ima: 8.77 min |
| End Tine: 9.26 min 1004 |
i 070
05 10 15 20 2.5 20 ) a0 45 5.0 55 ) [ 79 75 ) 85 920 e5 100 105 110 115 120
Lima. mio,
Samplo Name: L1874.0 Flep” 1D: 021004431"  File: L1874 wiff* |
\ﬂ Poak Name: "C8 suifonste”  Mase(os): "490.0/80.0 amu® !
| B Commant: "t 1874- Rap®  Annotation: = |
Sample Index: 32 |
Sample Type: Unknown 895
Concentration: N/l 127e8 1
Calculated Conc: 2234.243  ng/mL 12005 x
Acq. Daces 02/20/0¢ .
Acq. Time: 12158344 M 1.1008
e woasetea, ver 100a5 !
|| Bunching Pactors 1 |
Noiss Threshold: 3.54  cps 00e4 H
“ Araa Threshold: 17.68  cps e #
Num. Smooths: 5 0004
RT Window: 30.0 aec § s
Sxpected RT: 2.01 min 0064
ls.p. wiach: 0.20 . 7
Sep. Hsight: 0.01
‘txpv Peak Ratioc: 5.00 g 6.0004
Bxp. Adi. Racio: 4.00
! Bxp. Val. Rario: 1.00 5.00e4
| Use Relative RT: Mo 40004
Int. Type: Manual i
Retention Time: .95 min 30ce4 |
Aren: 1214148 counts 00e4
‘ Height: 1.27a+005  cpa 2
Start Time: 8.79 min
1 End Time: 9.30 min 10004
10 15 20 25 a0 35 40 45 50 55 8.0 85 7.0 15 80 3 20 85 100 105 g 18§ 120
Sample Index: 3
Sample Type: Unknown )
Concentration: N/,
Calculated Conc: 2373.497 ng /mL 1365
Acq. 027/30/04
Acq. Time: 01:19:42 PM 1205
i tieas Yau 1108
Bunching Factor: 1
Noisw Threshold; 3.54 cpa 1,005
Area Threshold: 17.¢8 cpa
INum. Smooths: s 9004 1
RT Window: 30.0 nec H
Expacted RT: 9.01 min § 8.004 1
Sep. Width: 0.20 S 7.0e4 |
Sep. Height: 0.01 i
Exp. Peak Ratio: 5.00 8.004- {
Exp. Adj. Ratio: 4.00 £ B
Exp. Val. Ratio: 3.00 5.004 *
Use Relative RT: No i
4.004
Int. Type: Manual
ntion Time: . min 3.004
3 1289780  counts
Height: 1.35+005 cps 2.004 !
| start Time: 8.76 min 1004 !
| End Tine: 9.26 min - ]
o o5 10 R 20 25 30 3s 40 45 5.0 EY) 60 6.5 70 7.8 20 85 90 95 6o w8 1o 15 izd
Yine, oin |

I

b

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0296
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Arinting Date: Monday, March 01, 2004
Printing Time: 02:21:34 PM

Exygen Study Number:

L1874

Set Number:

021904D ACSFM Page 9 of 13

LC/MS/MS #8

pla Name: *L1874-11

Comment:
r Sample Index:

Sample Type: o
Concantration: 100.000  ng/aL 500
Calculated Conci 117.490  ng/ml
Acq. Date: 03/20/04 £000
Aca. Times 01:40:41 PX
5500
\Huoauuax Yo
Bunching Factor: 1 5000
' Threshold: .54 cps
Thresholds 17.68  cps 4500
Ii yum. smootns: 5
RT Window: 30.0 e 4000
Expected RT: 9.0l min ]
Sep. Width: 0.20 ;3500
" Sep. Height: 0.01
1| Bxp. Peak Ratio: 5.00 3000
| Racio:  4.00 E
! val. Retlo:  3.00 2500
I| vam Relative RT: No
2000
Int. Manual
Retention Tine: 8.51  min 1500
Hh Areas 64492  counts 1000
Height: 6.6204003  cpm
|| start Time: 8.74 min
| End Tine: 9.32 min s00

0.5 10 15 20 25 30 as 10 45 50 55 80 85 70 75 0.8 110 115 20
Tins.min
i 574-12 OF = 1000° _Sampie ID. '02!904434 Flle: -L187:
HM sufonate®  Mams(ae): 499 V80,
Oomlmﬂt LIB78.12 DF- 1000 Annotation.
i Sample Index:
Sample Type:
Concamtration:  100.000 ng/mL 5462
Calcule 90.613  na/ml
Acq. Date: 02720704 50004
Acq. Time: 02:01139 FH
(Mt wousesea: No 4500
Bunching Factors 1
‘ Noise Thresholds 3.5¢ cps 4000
Area Threshold:  17.68 cps
Num. Smoothe: 5 3500
RT Window: 30,0 esc
Expected RI: 9.01 min § 2000
Sep. Width: 0.20 5
:\mh‘s.p. Heights 0.01
Bxp. Peak Ratios: 5.00 2500 :
‘ Exp. Adj. Ratio:  4.00 |
Bxp. Val. Ratio:  3.00 2000 |
Use Relative AT: No |
Int. Type: Base To Bass 1500 H
Retention Time: B.97 min
Mk ran: 49894 counts 1000 {
Height: 5.44e4003  cps {
‘ start Time: 6.81 min 500 .
End Time: 9.24  min '
!
v [X) 10 15 20 25 FY) 35 ) 45 50 55 a0 8.5 70 75 1.5 110 1.5 vzu{
Tine.min
‘Sampla Name: *KCDZ1004-3, 100 nglL" Sampie ID: "021004-435"  Fie: "LIS7T4.WIF ]
Pask Nama: “Cf sulfonata® Mass(es): "409.0/80.0 amu® |
| 0021004\1 wonm. Annatation: :
1[ sample Index: i
|| Sample Type: sn rd |
| concentration: 100.000  ngrmL
Calculated Conct 98.112 ng/mL §500 1
Acq. Date: 02/20/04 :
Acq. Time: 02:22:40 PM 5000 :
I woattsea. No 4500 :
| Bunching Facter: 1
Thr 3.54  cpw
] 17.68  cps 4000 .
. .
0.0 wec 2500 b
Expected RT: 9.01  wmin 3 |
Sep. Width: 0.20 s 9000
\mHs-p. Height 6.01 |
Exp. Peak Ratio: 5.00 2500 h
E!D. Adj. Ratio: 4.00 '
|| Exp. val. Ratio: 3.00 2000 1
Use Relative RT: No j‘
e To Dase 1500 i
8.92  min |
53967  counts 1000 !
5.66u+00)  cps |
8.75 min 500 “
5.22 min |
i
10 15 20 25 30 a5 40 45 50 55 6.0 BS 70 7.5 s 1o 115 20
i

men
Sanple Index: 37
Sanple Type: unknawn
| concencration: N/A m
Calculatsd Conct 10.341  ng/mb 450
Acy. Da 02/20/04
Acq. Time: 02:43139 PX
400
W attieas Yeu
Bunching Pactor: 1 350
Neise Threshold: 3.54  aps
Area Threshold: 17.68  cps
Num. Smcotha: 5 200
RT Window: 30.0 wec
Expacted RT: 9.01 min §'
Sep. Wideh: 0.20 4 2504
| cup . Height: 0.01 g
Exp. Paak Ratiot 5.00
Exp. Ad3. Retio:  4.00 E 2004
Exp. Val. Ratio: 3.00
" Use Ralative RT: Vo 1504 <\
Int. fype: Manual \
Retention Time: 9.08 min 100 w
‘|‘t A 6297 counts
! 4.4444+002  cps
- Mo A |
5.41  min "\/VV\;'\.«/J v .&\N ‘\l’v
YVOEN ot
0.5 10 1.5 20 25 30 35 ) 45 50 55 €0 6.5 7.0 7.5 95 00 105 110

Jims. min,

120

(7]
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\“M‘r‘rinting Date: Monday, March 01, 2004 Set Number:
Printing Time: 02:21:35 PM

Exygen Study Number:

L1874

021904D ACSFM Page 10 of 13

LC/MS/MS #8

i
Sample Index: 30 |
Sample Type: Unknown ]
Concentration: N/R 52t
Calculated Conc: 11.762 ng/mL 500 i
Acq. Date: 92/20/04 {
Acq. Time: 03104139 M 1503 |
| H moaitseas Yar '
Bunching Pactor: 400
Noixe Threshold: 3.54 cpa
Ares Threshold:  17.68 cps as0
Num. Smootha: s 8 :
RT Window: 30.0 asc !
Expected RAT: 9.01  min § 300
Sep. Width: 0.20 5 |
‘l Sep. Height: 0.01 € 250 864 i

|| Exp. Peak Ratio: s.00 5
Bxp. €.00 E

! xp 3.00 200

! No

150
Int. Type: Hanual (874
Retention Time: 9.0  min 100 {
Arear 7068 counte
H‘I‘quiqhg, 4.9224002  opa or2 (3% ww gl “,C' 1178

i| start Time: 8.85 min 50 LN f A

|| End Timer 9135 min J/\\_,\ \ﬂ Auzs g

H 4. A A A o hd !

05 1.0 15 20 28 ao 35 0 45 50 55 6.0 8.5 70 7.5 95 00 105 110 115  120]
Lime. min.
;%021
W 3 Maga(es): "499.0/30.0 amu”
Comment: "L1874-14"  Annotation: ™
Sample Index: 9
Sample Type: Unknown 9.09
Concantration: N/A 4 y
Caloul. Conc: 11.007  ng/mL i
Acq. Date: 02/20/04 450
Acq. Time: 03:25:38 PM |
{
”Hl Modified: Yeu 4007
Bunching Factor: 1 |
Noisa Threshold: 3.54  cpa 350 |

} Ares Threshold: 17.60  cpa 9.02.

! wum. smootha: 5 ‘
RT Window: 30.0  sec 300 '
sxp-cud RT: 9.01  min 3 022 ,

width: 0.20 5 gep ] 0 )
HH Height 0.01 i

Peak Ratio:  5.00

Aaj. Ratio: 4.00 200 968

” Vel. Retic: 3.00

Use l-l.!‘\'. AT No
1504 !
ne. Hanual i 980
100 w
o4 'S ,10 18 10.72 1
Start Time: 8.87 min 804

| End Time: $.40  min 845 mo "\/\A’fw\/\/“ A ‘\ N

) 0 .y VA Y .W SN AN, Do e .Y A B, LNt alLNETA VA,

0.5 1.0 1.5 20 25 30 as 40 45 5.0 55 60 6.8 70 75 80 85 90 95 100 105 110 115 120
Time.cin

Eampla Name: "L1874-15 OF = 100" Sempie D 021004 435" Filo: L1874 wafl* |

‘“m; Paak Name: "C8 gulfonate®  Mass(as): “409 (/800 amu®
Comment: 'L1874-15 DF 2 100" Annotation: ™ |
Sample Index: © |
Sample Typa: |
Concentrations wn.ouu ng/ml 5000 |
Calculated Conc: 89.243  ng/mL !
Acq. Date: 02/20/04 ii
Acq. Time: 03:46:36 PM 45004 |
W voassiaa: No 4000 ] 1

Bunching Factor: 1

Noise Threshold:  3.54 cps |

i‘ Arsa Threshold: 17.68 cps 8500
Num. Smoothm: 5 ‘
RT Window; 30.0 sec

Expected RT: 9.01  min } %000 i
” Sep. Width: 0.20 A H
HH s.p. Height: 0.01 2500 b
Paak Ratioi 5.00 .

§ x,qu Adj. Ratio: 4.00 E :

H Vel. Ratio:  3.00 2000 i

Relative RT:  No }.
1500
Base To Dame ‘z
9.97 min s
Area: 49150 counts 1000
Height: §.06a+003 cpm
Start Time: 8.7 min 500
End Time: 9-35  min 135 934 962,996 1052 1079115401875 |
05 1.0 1.5 20 25 30 as 40 45 50 55 8.0 8.8 70 75 90 95 100 105 110 15 29
v
Sampie Name. L1874-18 OF = 1000 _Sample I 021904-440° File. ‘L1874 wWATT" H
i [] Poak Name: "B sullonate” Mass(es): "499.0/20.0 amu” !
Commenl: "L1874-16 OF = 1000"  Annolation. = i
Semple Index: 4 .
Saaple Type: Q¢ 558
Concentration:  100.000 ng/ml 4974 ’ P
Conc: 85.626  ng/ml
02/20/04 4500
04:07:28 PN
Moaitied: Ho 40004
Bunching Factor: 1
Noime Threshold: 3.54  cpe 35004
Area Threshold: 17.6¢  cpe
Num. Smoothsi s
RT Window: 30,06 see 30004
Expected RT: 5.01  min |3
Sep. Width: a.20 9
1 sap . Haight: a.01 2500
Exp. Feak Ratio: 5.00 "
Exp. Adj. Ratio:  4.00 2000 :
Exp. Val. Ratio:  3.00
Use Relative RT:  No
1500
InE. Type: Base To Bame
Retantion Time: 8.98 min 1000 j
!A : 47186  counts |

il Height: 4.95e+003 cps

| statt Time: 8.82 min 500

i| End Time: 2.2¢ min

05 10 18 20 28 30 as 40 45 50 55 60 [X) 10 78 () 85 80 95 100 105  Ne 115 12
Time. min

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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WIlntlng Date: Monday, March 01, 2004

02:21:35 pM
L1874

Printing Time:
Exygen Study Number:

Samp
Sample Type:

Set Number:

021904D ACSFM

Page 11 of 13
LC/MS/MS #8

standard i
Concentration:  250.000 ng/ul 1404 483 i
i Calculated Conc: 238.754  ng/mL |
Acq. Date: 62/20/04 1.304 - |
Acq. Time: 04128137 PM 12041 |
W moas t1ea: Yes 1104 i
| Bunching Pactor: 1 |
Noise Threshold:  3.54 cps 1,084
Area Threshold:  17.68 cps
Num. Smooths: 5 $000.0 .
RT Windows 30.0  aec
Expected RT: .01 min 8* 8000.0
Sep. Width: 0.20 q
l‘k Sep. Height: 0.01 g 7000.0+
Exp. Peak Ratio: 5.0 ]
Exp. Adj. Ratjo: 4.00 60009
Exp. Va. io: 3.00 50000 '
Use Relative RT: No
400001
Int. Type: Hanual .
Retention Time: 8.83  min 30000 1 1
r: 130383 sounts i
lxﬂhtx 1.3904004  epa 200004
| start Time: 8.80 min
| Bad Time: 9.24 min 100001
10 15 20 25 30 35 1.0 45 50 55 0 6.5 70 75 00 95 105 110 115 120
Time. (ol
Comment: "L1874-17" Nmohﬂan -
| sample Index:
Sample Type: Unknn-m s.56
J Concentration: N/A 2,608 "
Calculated Conc: 4734.904  ng/mi
Acq. Da 02/20/04 2 405
. Acq. Time: 04:49:36 PM
Moditied: Yeon
Il 28
Bunching Pactor: 1 2.005
Noiws Threshold:  3.54 cps i
Araa Threshold: 17.68 cps 1.805- !
Num. Smoothas 5 ¢
RT Window: 30.0  asc 1805 .
Expected RT: 9.01 min 8
d Sep. width: 0.20 5 1465
Hlls-p- Height: v.01 E
| Exp. Pamk Ratio: 5.00 1.2¢5
Exp. Adj. Ratio:  4.00 £
Bxp. Val. Ratio: 3.o00 1.0aS.
li ten Relative BP: o
B.004
int. Type: Manual
Retention Time: . ain 8.0e4
An 2572313 counts
; 2.650+005 cps 4.0e4
art Times 8.80  wmin
‘; End Time: 9.25 min 2004
05 10 15 20 28 30 35 40 45 5.0 55 80 85 7.0 75 80 90 95 0.5 10 115 120
Tima. mio.
Nama “L1874.17 Rep®  8ampie ID: 021804443 Flo: “L1874.wil-
|'i PnkNlmo “CBaulfonate’ Mass(es): "429 (VBD.0 amu” .
Comment: "L1874-17 Rep"  Annotation: **
| Sample Index: “
|| Sample Type: Unknown ™ ,
ji Concentration: R/A 2465 :
Calculated Conc: 4303.142 ng/mb :
Acq. Date: 02/20/04 2205 i
Aey. Time: 05110334 PM I
5 2.088- )
Moditivd: Yeos ‘
Bunching Factor: 1 1.865 i
3.5¢ cps !
17.68  cps !
Smootha: 5 P 1.6e5
AT Window: 30,0 mec
Zxpactsd RT: 9.01 min § 145 '
Sep. Width: b.20 -
Sep. Haighe: 8.01 1205 .
Exp. Peak Ratios 5.00 ;
|| Exp. Ad3. Ratios 4.00 £ 105 |
Exp. Val. Ratios  3.00 :
Use Relative RT:  No B.0e4 i
— e0es !
8.96 min ¢
Area: 2337814 counts 4004
Height: 2.41e4005  cpm
start Time: 8.80 min 2084
End Time: 9.32 min .
05 10 1.5 20 25 30 35 40 45 50 55 80 85 70 75 a0 90 85 10.5 10 1§ |2J_
i
Paak Name: “C8 sl i
Comment: L1874-18"
Sample Index:
Sample Typa: Unknown
Concentration: LI '
Calculated Conci 4474.519  ng/mL 2405 !
Acq. Date: 02/20/04 !
Acq. Time: 05:31:36 PM 2.2¢5 3
Hodified: Yea 2.0a5.
Bunching Pactor: Y i
Noiwe Threshold:  3.54 epe 1.8a8.
Area Threshold: 17.68  eps
Num. Smosthm: 5 1.8e5: I
RT Window: 30.0  mec
Expected RT: 9.01 min § taes ;
us-p. wide 0.20 q b
1 s. P. Height: 0.01 ; 1.2e5 b
Exp. Peak Ratio:  5.00 i
Exp. Adj. Ratio: 4.00 E  10es ]
Bxp. Val. Ratio:  3.00
Uss Relative RT:  No 2.004 1
Int. Manual 8004 i
Retention Time: . min 1
Area: 2430832 counts 40t
Helght: 2.48e+005  cps
Start Time: B.BO min
Eod Tize: 2.27 min 20s4
(Y) 10 15 20 25 30 as 40 45 50 55 80 8.5 70 75 105 1o 115 120
Tine i

(1]
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‘HW’rlntlng Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page 12 of 13
Printing Time: 02:21:35 PM LC/MS/MS #8
Exygen Study Number: L1874
[ i
Sample Type: o
Concentraticn:  100.000 ng/at 8870
i Calculated Conc: 151.436  ng/mL
Acq. Dates 02/20/04 8000
Acq. Times 05:52:38 PM |
Miuaduhdx 7000 i
Bunching Factor: !
Noise Thr 1d: cpa i
Area Threshald: cpa 8000 H
Num. Smootha: ’1
RT Window: sec 1
Expected RT: min ; 5000
Sep. Width: s i
M Height: |
Bx‘p. Feak Ratio: 4000 |
Bxp. Adj. Ratio: = i
Exp. Val. Ratio: i
[l use Relative &r: 30004 ¢
Base To Base
B.94 min 2000
HM 82928 counts .
[11; ey 9.660+003  cps |
Start Time: 8.75 min 10007 i
End Time: 9.25 min |
08 ) 15 20 25 30 35 10 45 50 55 [Y) 85 7.0 7.5 °s 100 105 1o us 120
Tima.min |
{J Sampie Name: 187420 DF = 100" Samoie ID: 021904445 Flle: L1874 Wil :
‘I"‘_ Peak Neme: "C& sulfonale®  Mass{es): “499.0/80.0 amu® .
8 Commant t.1874-20 DF-!MO' Annctation: = |
|| Sample Index:
Sample Typa: |
|| concentrations 100.000  no/mL 5015 !
Calculated Conc: 101.860 ng/al !
Acq. Date: 92/20/04 S%00 i
Acq. Time: 06:13:37 PM :
5000 i
"W Moditied: No i
Bunching Facter: 1 4500 ‘
Noise Threshold: 3.%4 cps
Area Threshold: 17.68  cps 4000
Il Num. Smootha:
RT Window: sec
Bxpected RT: min § *= |
Width: 3 |
Helighe: 3000
Peak Ratic: 5.00 J
Adj. Ratio: 4.00 2500 :
- Va1 Ratioc 3.00 {
+ Use Relative RT: No 2000 {
Int. ' Base To Base 1500 |
= Retention Time: 8.91 min i
‘“. Areat 56014  counts 1000 .
' Height: 5.89e+003  cps
” Scart Times 9.75  min s00]
End Time: 9.19 min |
i
0.5 1.0 15 20 25 a0 as 40 45 80 55 80 B85 To 78 ao as 100 1085 "o s 12 n‘
; Tine.min.
@ : J] Sample Name: "XC021004-3, 500 nOLL" _ Sample ID: "021804-44T°  Fka: "L 1574 wiff
[l [ Pesk Nama: <08 auttonate” " Masaion):*420.0/80.0 armu*
| Comment: 'xommsoom' Annotation: '
|| Semple Index: .
Sample Type: s:-ndnzd .
~li concentration:  500.000  ng/mL 2704 i
Calculated Conci 475.208 ng/mL 2004 i
Acq. Date: 02/30/04 ‘
Acq. Time: 06:34:36 PM 2404 ‘
Hlﬁ(‘! Moditied: Wo 2204 '
Bunching Factor:
Th 3.54 cpa 2084
Threshold: 17.68  cps
| Num. Smoucha: s 1804
RT Window: 0.0 mec
epected RN 9.01  min 5- 1604 A
op. Width: n.20 g ] i
i Sep. Haight: 0.01 Taet :
i Exp. Paak Ratio: 5.00 1204
Exp. Adj. Ratios 4.00
Exp. Val. Ratio: 3.00 1.004 !
Use Relative RT: No ’
80000 4
Valley i
a. min 60000
259320 counts
2.72e+004 cpa 4000.0
Start Time: 8.82 min
End Time: 9.35 min 20000
[l 00
0.5 X 15 20 25 a0 35 40 45 50 55 L1 8.8 70 7.5 95 100 10.5 11.0 s 12
JEDE.ID0. ]
VZ1BONA4E e LIBT4.MIT i
Paak Name: "B sufonate”
i W Comment: "Methanol waw i
l Sample Index: L
Saxple Type: Unknwn 1
| concentsations WA 2401 i
Calculated Conc: 1.512 ng/mL
Acq. Date: 02/20/04 220 1
Azq. Time: 06155+¢35 PM
2004
Modifiad: Yar b
Bunching Pacter: 1 180+
Noiss Thrashnld: 1.54 cps
Area Threshold:  17.68 cos 1604
Num. Smooths: 5
RT Window: 30,0 mac
Expected RT: 9.01 min 3 14
Sep. Width: 0.30 d
Hsep. Height: 0.1 g 1204
| Exp. Peak Ratio: 5.00
E)cp. Adj. Ratioc: 4.00 100
Val. Ratior 3.c0
Ull l..lltiv. RT: No 80
Int. Type: Manual 80 L]
Retention Time: 8.96 min :‘
Area: 1502 counts 404 |
Heights 2.0084002 cpa I
i Start Time: 6.66  min 204 M .v
End Time: 92.10 min
P = VY VN N s A Loa A A M Mg o o
0.5 10 15 20 25 3.0 as 40 45 50 S5 [X) () 70 75 80 85 Y o5 100 105 118 115 120
Tine. o

il

i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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|rinting Date: Monday, March 01, 2004
Printing Time:

Exygen Study Number:

Concentration:
Calculated Conc:
Acq. Date:

Acq. Time:

"B Moditied:
J Bunching Pactor:
Noi Threshold:
Ar ‘Threshold:
Num. Smooths:
RT Window:
Expectad RT:
width:
Height:
Peak Retio:
Ad . Ratio:
jos
L3 ltivl RT:

Inc.
Retantion Times

TYpes

Araa:
\lllh! Height:
Start Time:
End Time:

N/A
0.000 ny/al
02/20/04
07116:36 PH
Yo

1

354 cps
17.68  cps
s

30.0 sec
2.01 min
0.20

0.01

5.00

4.00

3.00

No
Manual

8.89 min

a countas
0.00e4000 cpa

.51 min
8.69 min

02:21:36 PM

L1874

Intenaity, cps:

Set Number:

021904D ACSFM Page 13 of 13

LC/MS/MS #8

AN\MM\ Al

7
743

8.59 }

i
i
i

05 1.0 1.5 20 25

A MMAAA!\M_I\MJ\ASMAMMM i

&0 85 70 18

15 120

T 5o Nema: SLi874-22 DF = 100" Samiie [0 021804450 Fhe. TLIBTA W
W‘ Poak Name: "C8 mifonale” Masa(sa): "499 (/80,0 amu®
Commen: "L1874.22 DF = 100" Annctaon: =

Sample Index:
Sample Type:

Concentration: 100.000 ng/mL 5768 i
onc:  99.186  ng/mL 5500
02/20/04
Acq. Tine: 07337139 M 5000
1 1001 £iete Yes
Bunching Factor: 1 4500
Nolse Threshold: 3.54  cpe
Aras Thrashold: 17.68  cps 4000
Num. Smootha: :
RT Window: nec 3500 |
sxp-cud RT3 min 5‘ i
width: s 3000
‘ [ s-p. Heights ? H
Peax Ratio:
H Eup. Ad3. Ratia: E B0
Exp. Val. Ratio:
| Uaa Ralativa RT: 2000
Int. Type: 15004 s
Retentian Time: =win
Hll 1 counts 10004 i
ﬂulqm:x 5.76e4003  cps b
Start Time: 8.72  min 5004 .
End Time: 9.24 min I
‘ 0d 0. 0.9 130 147 199 222 252 313, 3.45.358 412 470 47.” 531 580 05) 67‘357 7.7Q7.79 840857 243 981 10.08.10391091 _ 1158, 1200, |
a5 10 pe) 20 25 30 as 4.0 ) 50 55 a0 o5 75 80 85 90 105 tto 15 1zor
Jime min
Sample Name: "L1874-23 OF 2 1000° Samph ID: 021804-451"  File: "L1874. wiff*
Hlj PukNlmo "C8 sulfonata” Maas{es): “439.0/80.0 amu® i
Commant: "L1874-23 DF: 1000"  Annotation: = '
I o« 8.99
Concentraticn:  100.000  ng/mL 6000 '
Calculated Cunc: 102.453 ng/nk ¢
Acq. Date: 02/20/04 5500 '
Acq. Time: 07:58:40 PH :
Modified: No
Bunching Pactor: 1
Noiss Threshold: 3.54  cpa 4500
Area Threshold: 17.686  cpu
| Num. smooths: s 4000
RT Window: 30.0 sec
Bapected RT: 9.01 min 3 %00 )
l Sep. Width: 6.20 ;. X
| Sap. Height: 0.01 3000 '
Exp. Faak Ratio: 5.00 1
Exp. Adj. Ratio: 4.00 E 2800 |
Exp. Val. Ratioi 3.00 "
Usw Relative RTt Ne 2000 !
Int. Type: 1500 :
Ratention Time: |
Area: )
&H‘ Height: 1000 |
Start Time: g !
End Times 800 .
v 18 20 25 30 3s 40 45 50 55 (-1 85 10 75 80 85 8.0 9.5 100 105 119 115 120
JLi0s. 0 ¥
Comment.
Sample Index:
Sample Typw: Standacd ™
Concentration:  1000.000  ng/mL S.ded g
Calculated Conc: 916.651  ng/al
Acq. €2/30/04 5.004
Acq. ©B119:42 PM
4.504
Modifieds ¥o
Bunching Factor: 1
Noise Threatald: 1.54  cps 4084
Araa Thrashold: 17.68  cps
Num_ Smoothss L] 3.504
RT Window: 0.0 sec
Expected RT: 9.01 min 8 a0e4
‘W Sep. Width: 0.20 3
3 Height: 0.01
i Peak Ratior  5.00 E 254
AdQj. Ratio: 4.00
Exp. Val. Ratio: i.00 2084
Usa Ralative RT: Na
1504 )
Int. Type Base To Base
Retention 'ruux - mi :
B 1ncea: 498534 counts 1.004] i
il Height: 5.40e4004 cps
]V scart Time: 8.75  min 5000.0
” Bnd Time: 9.28 min
2.0 T
05 0 15 20 25 30 as 40 as 50 55 60 65 7.0 75 8.0 85 90 100 105 110 115 1z0
Jime, oiG.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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1937.0301

3M_MNO01538687



i RAW DATA REPORT

Sponsor StudyNo: ~ NA 1.imit of Quantitation 50 ppt Set Na: 021804AR
Exygea Study No: L1874 Injoction Volum: 150 Analyst: Karen Rishs
Analyte: Perfluorphexanoic Acid Matrix: Water Instrument Type: LC/MS/MS Unit# 6
““ lons Moritored: 313 >269 Sample Volume: 40.0 mL Extraction Date: 02/18/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/01-02/04
Std. Analyte Amount
| M Exygen Sponsor Sangple Run Conc.  Dilution Peak Found Added Recovay
D D Code No. (pph) __ Factor Area pp0 Py ]
X(022404-0 - cs 021804AR-201 0 - 1444 . . -
XC022404-1 - cs 021804AR-202 25 - 2138 - -
XC022404-2 - Ccs 021804AR-203 50 - 15958 - - -
XC022404-3 - Cs 021804AR-204 100 - 30609 - . -
|n XC022404-4 - (] 021804AR-205 25¢ - 77022 - - -
XC022404-5 - Cs 021804AR-206 500 - 140756 - - -
XC022404-6 - Ccs 021804AR-207 1000 . 262457 - - .
Methinol Wash - c 021804AR-208 - - 4987 - - -
0106020 Confrol na o} 021804AR-209 - 1 7288 ND - -
' 0106020 Spk A na LCs 021804AR-210 - 1 19747 63.9 50 128
| 0106020 Spk B na Lcs 021804AR-211 - 1 156560 504 500 119
L1874~ SpkC Influcat 3 LF 021804AR-212 - 1000 11633 * 10000 -
L1874-1 SpkC Influent 3 LF 021804AR-213 - 100 95428 35700 10000 -173
L1874-5 Spk D Corb Effluent LF 021804AR-214 - 100 43462 15600 10000 155
- L1874-9 SpkE Port4A LF 021804AR-215 - 100 107992 40600 10000 151
|' L1874-13 Spk F Effluent 4 LF 021804AR-216 - 100 44006 15800 10000 158
L1874-17 Spk G Influent 1/2 LF 021804AR-217 - 100 69630 25700 10000 171
XC022404-1 - cs 021804AR-218 25 - 9490 - - -
L1874-1 Influeat 3 S 021B04AR-219 - 1000 16777 . - -
L1874-1 Rep Influent 3 S 021804AR-220 - 1000 14822 * - -
L1874.2 nflumt 3 Dup S 021804 AR-22% - 1000 14422 * - -
" L1874-1 Influeat 3 s 021804AR-222 - 100 140040 53000 - -
Li874-1 Rep Influent 3 8 021804AR-223 - Loo 124693 47100 . -
L1874-2 [nfluent 3 Dup 8 021804AR-224 - Loo £19813 45200 - -
L1874-1 Influent 3 s 021804AR-225 - 10 1033206 A - -
L1874-1 Rep Influent 3 S 021804AR-226 - 10 1014366 * - -
' L1874-2 [nfluent 3 Dup s 021804AR-227 - 10 1042865 * . -
! L1874-3 Influmt 3 Low Spk FF 021804AR-228 - 1000 16653 * 10000 -
L1874-3 Influsnt 3 Low Spk FF 021804AR-229 - 100 144063 54600 10000 16
L8744 Influent 3 High Spk FF 021804AR-230 - 1000 43625 156000 100000 103
HC022404-2 - cs 021804AR-221 50 - 17096 - - -
L1874-5 Comb Effluent S 021804AR-232 - 1 25723 87.1 - -
' L1874-5 Rep Comb Effluent S 021804AR-233 - 1 24623 828 - -
L1874-6 Comb Effluent Dup S 0218C4AR-234 - 1 22505 4.6 - -
L1874-7 Cormb Effluent Low Spk FF 021804AR-235 - 100 32042 11200 10000 11
L1874-8 Comb Efflnent High Spk FF 0218C4AR-226 - 1000 25847 87600 100000 g8
XC022404-3 - cs 021804AR-237 100 - 27633 - - -
L1874-9 Port 4A S 021804 AR-238 - 100 69053 25500 - -
‘. L1874-9 Rep Pot4A S 0218C4AR-239 - 100 71291 26400 - -
Lig74-10 Port 4A Dup S 0218C4AR-240 - 100 76099 28200 - -
L1874-9 PoartdA S 021804AR-241 - 10 651496 * - -
L1874-9 Rep Port4A S 021304AR-242 - 10 602529 * - -
L1874-10 Port 4A Dup S 021804AR-243 - 10 689054 » - -
| . L1874-11 Port4A Low Spk. FF 021804 AR-244 - 100 102583 38500 10000 130
L1874-12 Port4A High Spk FF 021804 AR-245 - 1000 39803 142000 100000 u7
XC022404-3 . (o) 021804AR-246 100 - 31344 - - -
L1874-13 Effluent 4 S 021804 AR-247 - 1 6971 ND - -
L1874-13 Rep Effluenc 4 S 021804AR-248 - 1 5341 ND - -
L1874-14 Effluent 4 Dup S 021804AR-249 - 1 4446 ND - -
L1R74-15 Efflumt4 Low Spk FF 021804 AR-25G - 100 34104 12000 10000 120
L1874-16 Effluent 4 High Spk FF 021804AR-251 - 1000 35172 124000 100000 124
XCO22404-4 - cs 021804AR-252 250 - 79535 - - -
L1874-17 Influent 1/2 S 021804 AR-253 - 200 16529 . . -
L1874-17 Rep Influent 172 S 021804AR-254 - 200 14997 * - -
L1874-18 Influent 1/2 Dup S 021804 AR-255 - 200 15967 * - -
“ L1874-17 Influeat 172 S 021804AR-256 - 100 26173 * - -
L1874-17 Rep Influent 1/2 S 021804AR-257 - 160 24139 * - -
L1874-18 Influent 1/2 Dup 1y 021804 AR-258 - 100 23825 A - -
Li874-17 Influent 1/2 s 0213C4AR-259 - 1o 224986 8590 - -
L1874-17 Rep Influent 1/2 N 021804AR-260 - to 215831 8240 - -
‘u L1874-18 Influcnt 1/2 Dup S 0218C4AR-261 - 10 219827 3390 - -
L1803-19 Influeat 1/2 Low Spk FF 021804AR-262 - 100 53794 19600 10000 110
L1803-20 Influent 1/2 High Spk FF 021804 AR-263 - 1000 33614 113000 100000 109
XC022404-5 - cs 021804AR-264 500 - 127131 - - -
Methunol Wash - c 021804AR-265 - - 5128 - - -
L1874-21 Trip Blank S 021804AR-266 - 1 884 ND - -
al L1874-22 Trip Blank Low Spk FF 021804AR-267 - 100 29404 10100 10000 o1
L1874-23 Trip BlankHigh Spk FP 021804 AR-268 - 1000 28815 99100 100000 99
XC022404-6 - cs 02 1804AR-269 1000 - 233003 - - -
Analyte Found (ppt) = (peak area - intercept) / siope x DF ‘Standard Curve : Linesr (1/x weighted)
Recovery (%) = analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 3246.64
”ﬁ amount added (ppt) Stope = 258.118
Coef. Of Det. = 0988257
CS = Calibration standard LF = Lab forified sample
C = Control sample FF = Field fortified sample
S =Samgle LCS = Laboratory Control Spike
‘ CK = Check Standard

ND = Not detected = Response between 0 and 25 ppt
NQ = Nol quantifiable = Response between 25 ppt and LOQ (50 ppt)

*Sample was analyzed with several dilution factors in the same run. The appropriate dilution is reported.

Spreadshest prepared by: jﬁgﬂb\!
a
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RAW DATA REPORT
Spoasor Study No: NA Limit of Quantitation: 5D ppt Set No: 021R04AR
Exyyea Study No: L1874 Injection Volume: 15 pL Analyst: Karen Risha
Analyte: Perfluorooctanoic Acid Matrix: Water Instrurnent Type: LC/MS/MS Unit# 6
lons Monitered: 413 ->369 Sample Volume: 40.0 mL Extraction Date: 02/18/04
Site: NA Final Volume: 50mL Analyzoed an: 03/01-02/04
Sd Analyte Amount
Exygen Sponsor Sample Run Conc. Dilution Peak Found Added Recovery
D D Code Ne. 0___ Faclor Ares ®pY) pp9) %)
XC022404-0 - cS 021R04AR-201 [ - 6237 - - -
XC022404-t - s 021B04AR-202 25 - 14980 - - -
XC022404-2 . cs 021804AR-203 50 - 27297 - - -
XCe22404-3 . cs 021804 AR-204 100 - 36696 - - -
XC022404-4 cs 021804AR-205 250 - 71629 - - -
XC022404-5 - () 021804AR-206 500 158954 - - -
XC022404-6 - Ccs 021804AR-207 1000 - 279485 - - -
Methanol Wash - c 021804 AR-208 - - 3196 - -
0106020 Comirol m C 021804AR-209 - 1 3784 ND - -
0106020 Spk A ) LCS 021804AR-210 - 1 19267 44.8 50 9%
0106020 Spk B na Lcs 021804AR-211 - 1 150798 530 500 106
L1874-1 SpkC Influem 3 LF 021304AR-212 - 1000 58403 189000 10000 -890¢
L1874-1 SpkC Influent 3 LF 021304AR-213 - 100 485292 * 10000 -
L1874-5 Spk D Comb Effluent LF 021804 AR-214 - 100 38268 11500 10000 115
L1874-9 SpkE Port4A LF 021804AR-215 - 100 56651 18300 10000 109
L1874-13 SpkF Eftluent 4 LF 021804AR-216 - 100 39039 11800 10000 118
L1874-17 Spk G (nfluent 1/2 LF 021304AR-217 - 100 78828 26500 16000 130
XC022404-1 - cs C21304AR-218 25 - 10218 - - -
L1874-1 Influent 3 S 021304AR-219 - 1000 82611 278000 - -
L1874-1 Rep Influent 3 S 021804AR-220 - 1000 83304 281000 - -
L18742 Influent 3 Dup s 021304 AR.-221 - 1000 79997 269000 - -
L1874-1 Influcnt 3 S 021804AR-222 - 100 B61773 - - -
L1874.1 Rep Influeni 3 S 021304AR-223 - 100 795457 s - -
L1874-2 Influent 3 Dup s 021304AR-224 - 1ot 723536 - - -
L1874-1 Influent 3 S 021804AR-225 - 10 6495789 . - -
Li874-1 Rep Influent 3 s 021804AR-226 - 10 6209222 278000 - -
L1874-2 Influent 3 Dup S 021804 AR-227 - 10 6243043 . - -
L1874-3 Influent 3 Low Spk FP 021804AR-228 - 1000 81974 276000 10000 -20
L1874-3 Influent 3 Low Spk FF 021804AR-229 - 100 709181 * 10000 -
L18744 Influent 3 High Spk FF 021804AR-230 - 1000 107185 369000 100000 91
XC022404-2 - cs 021804AR-231 50 - 2393t - - -
Li874-5 Comb Effluent s 021804AR-232 . 1 197¢ ND - -
L1874-5 Rep Comb Effluent s 021804AR-233 - 1 2272 ND - -
L1874-6 Comb Effluent Dup s 021804AR-234 - 1 2524 ND - -
L1874-7 Comb Effluent Low Spk FF 021804AR-235 - 100 32558 9380 10000 94
L1874-8 Conb Effluent High Spk FF 021804AR-236 - 1000 26613 71900 100000 72
XC022404-3 - Ccs 021804AR-237 100 - 29987 - - -
L1874-9 Fort4A s 021804AR-238 - 100 21378 + - -
L1874-9 Rep Port4A S 021804AR-239 - 100 21361 * - -
L1874-10 FPort 4A Dup S 021804AR-240 - 100 26837 * - -
L1874-9 Port4A s 021804AR-241 - 10 207218 7380 - -
L1874-9 Rep Port4A § 021804AR-242 - 1o 191837 6810 - -
L1374-10 Port 4A Dup s 021B04AR-243 - to 235144 R410 - -
L1374-11 Port 4A Low Spk FF 021B04AR-244 - 100 52595 16800 10000 94
L1§74-12 Fort 4A High Spk FF 021804AR-245 - 1000 3166t 90500 100000 83
XC022404-3 - cs 021B04AR-246 100 - 32987 - -
L1374-13 Effluent 4 S 021R04AR-247 - 1 1788 ND - -
L1874-13 Rep Efilucut 4 s 021BO4AR-248 - 1 1501 ND - -
L1§74-14 Effluent 4 Dup s 021804AR-249 - 1 1501 ND - -
L137%4-15 Effluent 4 Low Spk FF 021804AR-250 - 100 34099 9950 10000 100
L1874-16 Effluent 4 High Spk FF 021804AR-251 - 1000 35496 105000 100000 105
RKCO22404-4 - Cs 021804AR-252 250 - 70306 - - -
L1874-17 Influent 172 N 021B04AR-253 - 200 17347 * - -
L1374-17 Rep Influest 1/2 S 021B04AR 254 - 200 23361 * - -
L1374-18 Influent 1/2 Dup s 021804AR-255 - 200 21940 * - -
L1874-17 nflueat 1/2 S 021804AR-256 - 100 43730 13500 - -
L1874-17 Rep influent 1/2 S 021B04AR-257 - 100 38364 11500 - -
L1874-18 Influent 1/2 Dup S 021B04AR-258 - 100 40249 12200 - -
L1874-17 influent 1/2 s 021B04AR-259 - 10 395739 . - -
L1874-17 Rep Influest 1/2 s 021B04AR-260 - 10 360382 * - -
L1874-18 Infiuent 1/2 Dup s 021B04AR-261 - 10 383645 * - -
L1803-19 Influent 1/2 Low Spk FF 021B04AR-262 - 100 66438 21900 10000 84
L1803-20 Influent 1/2 High Spk FF 021804AR-263 . 1000 32655 94100 160000 3]
XC022404-5 - cs 021R04 AR-264 500 - 128762 - - -
Mecthano] Wash - [} 021804AR-265 - - 2111 - - -
L1874-21 Trip Blank S 021B04AR-266 - 1 3015 ND - -
L1874-22 Trip Blank Low Spk FF 021B04AR-267 - 100 28344 7820 10000 78
L1874-23 Trip BlankHigh Spk FF 021804AR-268 - 1000 20241 81600 100000 82
XC022404-6 - cs 021804AR-269 1000 - 223900 - - -

Analyte Found (ppt) = {pcak arca - intcroept) / slope x DF

Recovery (%) =

analyte found (ppt)-anal

amount added (ppt)

CS = Calibration standard

C = Control sample

S = Sample

CK = Check Standard

tound in control (ppt)] x 100

LF = Lab fortified sample
FF = Field fortified sample

LCS = Laboratory Control Spike

ND = Not detecisd = Response between 0 and 25 ppt

NQ = Not quantitiable = Response between 25 pptand LOQ (50 pp()

*Sample was analyzed with several diluticn factors in the same un. The appropriaie dilution is reported.

‘Standard Carve - Linear (1/x weightod)

Intercept = 7136.83
Slope = 271.048
Coef. Of Det. = 0.992051

SWMM.WME,J%@W
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L] RAW DATA REPORT

Sporsor Study No: NA Limit of Quantitation: 50 ppt SetNo: 021304AR
Exygen Study No: L1874 Injection Volume: 15 ul Analyst: Karen Risha
Analyte: Perfluorcbutanesulfonate Matiix: Water Instrument Type: LC/MS/MS Unit # 6
\w [ons Monitored: 299 ->99 Sample Volume: 40.0mL Extraction Date: 02/18/04
Site: NA Final Volume: 50mL Analyzed on 03/01-02/04
Std. Analyte Ampunt
m’ Bxygen Sponsor Sample Run Conc.  Dilution Peak Found Added Recovery
ID D Code No. (ppY) Factor Arca {ppY) (ppt) (%)
XC022404-0 - s 021804AR-201 0 - [} - - -
XC022404-1 - cs 021804AR-202 25 - 328 - - -
XC022404-2 - Ccs 021804AR-203 50 - 230 - . -
XC022404-3 . Cs 021804AR-204 100 - 697 - - -
I |m XC022404-4 - Cs 021804AR-205 250 - 3162 - - -
XC022404-5 - Ccs 021804AR-206 500 - 5454 -
X(C022404-6 - Cs 021804AR-207 1000 . 10926 . - -
Methanol Wash - C 021804AR-208 - - 0 - N
0106020 Control na C 021804AR-209 - 1 Q ND . -
, n 0106020 Spk A na s 021804AR-210 - 1 459 494 sn 99
0106020 Spk B ua LCcs 021804AR-211 - 1 6182 589 500 118
L1874-1 Spk C Influent 3 LF 021804AR-212 - 1000 460 * 10000 -
L1874-t Spk C Influent 3 LF 021804AR-213 - 100 4106 39300 10000 -473
L1874-5 S5pk D Comb Effluent LF 021804AR-214 - 100 1543 15200 10000 151
L1874-9 SpkE Port 4A LF 021804AR-215 - 100 8923 84700 10000 147
' L1874-13 Spk F Effluent 4 LF 021804AR-216 - 100 1499 14700 10000 147 !
L1874-17Spk G Influent 172 LF 021804AR-217 - 100 16874 160000 10000 150
XC022404-1 - cs 021804AR-218 25 - 283 - . -
L1§74-1 [nfluent 3 S 021804AR-219 - 1000 725 * -
B L1874-1 Rep Influent 3 s 021804AR 220 - 1000 558 *
‘ii L1874-2 Influent 3 Dup 5 021804AR-221 - 1000 828 * - -
L1874-1 Inftuent 3 S 021804AR-222 - 100 9129 86600 - N
L1874-1Rep Influent 3 S 021804AR-223 - 100 7920 75200 - -
L1874-2 Influent 3 Dup 5 021804AR-224 - 100 7052 67100 - -
L1874-1 Influent 3 S 021804AR-225 - 10 71736 . - -
L1874-1Rep Influent 3 S 021804AR-226 - 10 76627 * - -
II L1874-2 Inftuent 3 Dup S 021804AR-227 - 10 75336 . - -
L1874-3 Influent 3 Low Spk FF 021804AR-228 - 1000 987 99200 10000 126
L1874-2 Inftuent 3 Low Spk FF 021804AR-229 - 100 9092 . 10000 -
L1874-4 Influent 3 High Spk EF 021804AR-230 - 1000 2914 281090 100000 194
~ XC022404-2 - [ 021804AR-231 56 - 295 - - -
\1' L1874-5 Comb Effluent s 021804AR-232 - 1 512 544 - -
L1874-5 Rep Comb Effluent s 021804AR-233 - 1 b 60.0 - .
L1874-6 Comb Efftuent Dup s 021804AR-234 - 1 267 NQ - -
L1874-7 Comb Effluent Low Spk FF 021804AR-235 - 100 1309 12900 10000 128
L1874-8 Cemb Efffuent High Spk FF 021804AR-236 - 1000 1118 111000 100000 m
XC022404-3 - [ 02(804AR-237 100 - 1034 - - -
Ii L1§74-9 Port4A s 021804AR-238 - 100 7364 70000 - -
L1874-9 Rep Port4A 5 021804AR-239 - 100 7185 68300 - -
L1874-10 Port 4A Dup S 021804AR-240 - 100 817 72400 - -
L1874-9 Port4A S 021804AR-241 - 10 85094 * - -
L1874-9Rep Port4A S 021804AR-242 - 10 7318 * - -
‘. 1.1874-10 Port 4A Dup s 021804AR-243 - 10 92640 * - -
L1874-11 Port 4A Low Spk FF 021804AR-244 - 100 9721 92200 10000 222
L1874-12 Port 4A High Spk FF 021804AR-245 - 1000 2844 274000 100000 204
XC022404-3 - cs 021804AR-246 100 - 833 - - -
R L1874-13 Effluent 4 5 021804AR-247 - 1 0 ND - -
' L1874-13 Rep Effluent 4 S 021804AR-248 - 1 [ ND - -
! ‘ L1874-14 Effluent 4 Dup s 021804AR-249 - 1 0 ND - -
Li874-15 Effluenit 4 Low Spk FF 021804AR-250 - 100 214) 20800 10000 208
L1874-16 Effluent 4 High Spk FF 0Z1804AR-251 - 1000 1572 154000 100000 154
XC022404-4 - (&) 021804AR-252 250 . 3104 - - -
L1874-17 Influent 1/2 S 021804AR-253 - 200 7639 145000 - -
“ L1874-17 Rep Influent 172 5 021804AR-254 - 200 6671 127000 - -
L1874.18 Influent 1/2 Dup S 021804AR-255 - 200 6940 132000 - -
L1874-17 Influent 1/2 S 021804AR-256 - 100 12330 b - -
L1874-17 Rep Influent 1/2 s 021804AR-257 - 100 11626 * - -
LI874.18 Influent 1/2 Dup S 021804AR-758 - 100 11477 * - -
L1874-17 Infiuent (/2 s 021804AR-259 - 10 132001 * - -
- L1874.17 Rep Influent 1/2 s 0ZI8C4AR-260 - 10 138669 b - -
L1874-18 Influent 1/2 Dup S 0218C4AR-261 - 10 139671 * - -
L1803-1% Influent 1/2 Low Spk FF 0218C4AR-262 - 100 14307 135000 10000 -100
L1803-20 Influcat 1/2 High Spk FF 021804AR-263 - 1000 2721 263000 160000 118
XC022404-5 - Ccs 021804AR-264 500 - 4992 - - -
.l Methanot Wash - C 021804AR-265 - - 0 - - -
L1874:21 Trip Blank s 0Z21804AR-266 - 1 0 ND - -
L1874.22 Trip Blank Low Spk FF 021804AR-267 - 100 807 8220 10000 82
L1874-23 Trip BlankHigh Spk FF 021804AR-268 - 1000 737 75600 100000 76
XC022404-6 - cs 021804AR-269 1000 - 9735 - - -
ﬁu Analyte Found (ppt) = (peak area - intercept) / slope x DF Standard Curve : Linear (1/x weighted)
Recovery (%) = analyte found (pp1)-analyte found in control (ppt)} x 100 Intercept = -65.5462
amount added (ppt} Slope = 10.6151
Coef. Of Det. = 0.989254
m CS = Calibration standard LF = Lab fortified sample
C = Control sample FF = Ficld fortified sample
S = Sample LCS = Laboratory Control Spike
CK = Check Standard
ND = Not detected = Response between 0 and 25 ppt
‘ NQ = Not quantifiable = Response between 25 ppt ard LOQ (50 ppt)
M
*Samplc was analyzed with several dilution actors in the same nun. The appropriate results are reported.
Spreadsheet prepared by: | /m)ﬂm‘(
1 ]
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L RAW DATA REPORT

Sponsor SmdyNo:~ NA Limit of Quantitation: SOppt Set No: 021804AR
Exygem SwdyNo: L1874 Injection Vohume: t5pL Analyst: Karea Risha
Anglyte: Perfluorhexanesulfonate Matrix: Water Instrument Type: LC/MS/MS Unit # 6
H‘ Tons Monitored: 399 >80 Sample Volume: 400 mL Extraction Date: 02/18/04
Site: NA Final Volume: 5.0mL Analyzed on: 03/01-02/04
Std Analyte Amount
} “ Exygen Sponsor Sanple Run Conc.  Dilution Peak Found Added Recovery
s} D Code No. (p)  Factor Area ®pY) [i223) (%)
XC022404-0 - €S 021R04AR-201 0 . 0 - B -
XC022404-1 - C5  021804AR-202 25 - 1228 - - -
XC022404-2 - CS  021804AR-203 50 - 2472 - - -
XC022404-3 - CS  021804AR-204 100 - 4951 - - -
M XC022404-4 - CS  O21804AR-205 250 - 11956 - -
XC022404-5 - CS  021804AR-206 500 . 24645 - - -
XC022404-6 - CS  021804AR-207 1000 - 47959 - - -
Methnol Wash - c 021804AR-208 - - ° - - -
0106020 Control na c 021804AR-209 - 1 ° ND - -
MI 0106020 Spk A na LCS 021804AR-210 - | 1963 41.0 50 82
0106020 Spk B na LCS  021804AR-211 - 1 21785 81 500 96
L1874-1 SpkC Influent 3 LF  021804AR-212 - 1000 370 . 10000 -
LI874-1 SpkC Tnfluent 3 LF  021804AR-213 - 100 5212 11300 10000 a4
L1874-5 Spk D Comb Effluent LF  021804AR-214 - 100 4268 9220 10000 92
L1874-9 SpkE Port 4A LF  021804AR-215 - 100 484t 10500 10000 8
w L1874-13 Spk F Effluent 4 LF  021804AR-216 - 100 3740 8050 10000 80
L1874-17 Spk G Influent 1/2 LF  021804AR-217 - 100 6475 14100 10000 9%
XC022404-1 - CS  021804AR-218 25 - 950 - - -
LI874-1 Influeat 3 s 021804AR-219 - 1600 285 . - -
L1874-1 Rep Influent 3 s 021804AR-220 - 1000 343 4 - -
: LigM2 Influent 3 Dup s 021804AR-211 - 1000 282 * - -
\M L1874-1 Influcnt 3 s 021804AR-222 - 100 3896 . - -
L1874-1 Rep Influent 3 S 021804AR-223 - 100 3426 . - -
L18742 Tnfluent 3 Dup s 021804AR-224 - 100 3108 . - -
L1874-1 Influcat 3 5 021804AR-225 - 10 31174 6900 - -
L1874-1 Rep Intluent 3 s 021804AR-226 - 19 31180 6900 - -
”“ L18742 Influeat 3 Dup s 021804AR-227 - 10 32887 7280 - -
Lig743 Influent 3 Low Spk b 021804AR-228 - 1000 84 . 10000 -
L1874-3 Influcnt 3 Low Spk FF 021804AR-229 - 100 7851 17200 10000 103
L18744 Influent 3 High Spk FF 021804AR-230 - 1000 5292 115000 100000 108
XC022404-2 - CS  0218¢4AR-221 50 - 2360 - - -
. L1874-5 Comb Effluent N 021804AR-212 - 1 0 ND - -
ﬂ' L1874.5 Rep Comb Effluent S 02804AR233 - 1 o ND - -
L1846 Comb Efftuent Dup s 021804AR-234 - 1 0 ND - .
L1874.7 Comb Efftuent Low Spk FF 021804AR-235 - 160 4854 10500 10000 105
L(874-8 Comb Effluent High Spk FP 021804AR-226 - 1000 1747 80700 100000 81
XC022404-3 - CS  021864AR-237 100 - 409t - - -
i Li874-9 Port 4A s 021804AR-238 - 100 209 * - .
‘MI Li874-9 Rep Port 4A s 021804 AR-239 - 100 799 . - -
L1874-10 Port 4A Dup S 021804AR-240 - 100 990 . - -
L1849 Port 4A s 021804 AR-241 - 10 5993 2190 - -
LI874-9 Rep Port 4A s 021804AR-242 - 10 9850 2170 - -
B L1874-10 Port 4A Dup s 021804AR-243 - 10 1513 2530 - -
"' LIB7A-1Y Port 4A Low Spk FF 021804AR-244 - 100 6352 13900 10000 n7
L1874-12 Port 4A High Spk FF 021304AR-245 - 1000 5347 116000 100000 114
XC022404-3 - CS  021804AR-246 100 - 5403 - - -
L1874-13 Effluent 4 s 021804 AR-247 - 1 [ ND - -
L1874-13 Rep Efflucnt 4 s 021804AR-248 - 1 0 ND - -
L1874-14 Efflucat 4 Dup s 021804AR-249 - 1 ] ND - -
' L1874-15 Effluent 4 Low Spk FF 021804AR-250 - 100 4813 10400 10000 104
L1874-16 Efflucat 4 High Spk FF 021804AR-251 - 1000 5605 122000 100¢00 122
XC0224044 - CS  021804AR-252 250 - 12511 - - -
L1874-17 Influcat 112 S 021804AR-253 - 200 1155 . - -
L1874-17 Rep Influent 1/2 s 021804 AR-254 - 200 1083 * - -
L1874-18 Influent 1/2 Dup s 021804 AR-255 - 200 1061 * - -
il L1874-17 Influent 1/2 s 021804AR-256 - 100 1994 * - -
L1874-17 Rep Influent 1/2 S 021804 AR-257 - 100 1629 . - -
L1874-18 Influsat 1/2 Dup H 021804 AR-258 - 100 1756 . - -
L1874-17 Iniluent 1/2 5 U21804AR-Z5Y - 10 20569 4340 - -
LI874-17 Rep Influent 112 s 021804AR-260 - 10 19143 4230 - -
- LI1874-18 Influzat 1/2 Dup s 021804AR-261 - 10 20348 4490 - -
L1803-19 Influent 1/2 Low Spk FF 021804AR-262 - 100 6734 14700 19000 102
L1803-20 Influent 1/2 High Spk FF 021804 AR-263 - 1000 4644 101000 160000 96
XC022404-5 - CS  021804AR-264 500 - 20124 - - -
Methanot Wash - c 021804AR-265 - - 0 - - -
L1874-21 Trip Blank s 021804AR-266 - 1 ° ND - -
- L1874-22 Trip Blank Low Spk FF 021804 AR-267 - 100 4328 9360 10000 94
L1874-23 Trip BlankHigh Spk FF 021804AR-268 - 1000 477 104000 100000 104
XC022404-6 - €5 UZIBU4AR-269 1000 - 40720 - - -
Aunalyte Found (ppt) = (peak arca - intercept) / slope x DF Standard Cyrve : Lincar (1/x weighted)
Recovery (%) = analyte found (ppt)-analyte found in control (ppt)] x 100 Intercept = 115215
il amount added (ppt) Slope = 45.0307
Coef. Of Det. = 0.985908
CS = Calibration standard LF = Lab forsified sample
C = Control sample FF = Field fortified sample
i S =Sample LCS = Laboratory Control Spike
[ CK = Check Standard

ND = Not deiccted = Response between 0 and 25 ppt
'NQ = Noi quantifisble = Response between 25 ppt and LOQ (50 ppt)

' *Sample was analyzed with several dilution factors in the samc run. The appropriate dilution is reporied
Spreadsheet prepared by: g \Uk

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0305
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L RAW DATA REPORT

Sponsar Study No: NA Limit of Quantitation: 50 ppt Set No: 021804AR
Exygea Study No: L1874 Injection Volume: 15 pL Asalyst: Kazen Risha
Anslye: Perfluprooctanesulfonate Matrix: Waler Instrument Type: LC/MS/MS Unit # 6
HM Tons Monitored: 499 ->99 Sample Volume: 40.0 mL Extraction Date: 02/18/04
Site: NA Final Volume: 50mL Analyzed on: 03/01-02/04
Std. Analyte Amount
m’ Exygen Sponsor Sanple Run Conc.  Dilution Peak Found Added Recovery
D D Code No. B Faclor Area @pY op) (%)
XC022404-0 . CS  021804AR-201 0 - o - - -
XC022404-1 - cs 021804AR-202 25 - 748 - - -
XC022404-2 - cs 021804 AR-203 50 - 1742 - - -
XC022404-3 - cs 021804AR-204 100 - 3512 - - -
M‘ XC021404-4 - cs 021804AR-205 250 - 7487 - - -
XC022404-5 - s 021804AR-206 500 - 17160 - - -
XC022404-6 - cs 021804AR-207 1000 - 33473 - - -
Methano! Wash - c 021804AR-208 - - L] - - -
0106020 Control na c 021804AR-209 - 1 [ ND - -
w 0106020 Spk A na LCS 021804AR-210 - 1 1468 449 50 20
u 0106020 Spk B na LCS 021804 AR-211 - 1 14546 454 jo0 91
L1874-1 Spk C Influent 3 LF 021804AR-212 - 1000 1637 hd 10000 -
L1874-1 SpkC Influent 3 LF 021804AR-213 - 100 14340 46300 10060 -135
L1874-5 SpkD Comb Effluent LF 021804AR-214 - 100 2555 7890 10000 79
L1874-9 SpX E Port 4A LF 021804AR-215 - 100 3775 11700 10000 86
\‘l!'l‘ L1874-13 Spk F Effluent 4 LF 021804 AR-216 - 100 2526 7800 10000 78
L1874-17 Spk G Inilueat 1/2 LF 021804AR-217 - 100 5539 17200 10000 106
XC022404-1 - cs 021804 AR-218 25 - 783 - - -
Li874-1 Influent 3 s 0218C4AR-2t9 - 1000 1676 * - -
L1874-1 Rep infiuent 3 b 021804AR-220 - 1000 1565 . - -
L1874-2 Influent 3 Dup s 021804 AR-221 - 1000 1715 * - -
“ﬁ' L1874-1 fuent 3 s 021804AR-222 - 100 19182 59800 - -
L1874-1 Rep Influent 3 § 021804AR-223 - 100 18063 56300 - -
L1874-2 Influcat 3 Dup S 021804AR-224 - 100 14576 45400 - -
L1874-1 Influent 3 S 021804 AR-225 - 10 152579 . - -
L1874-1 Rep Infiuent 3 S 021804 AR-226 - 10 150296 . - -
l‘ M L1874-2 Influent 3 Dup N 021804AR-227 - 10 126270 . - -
L1874.3 Influent 3 Low Spk FF 021804 AR-228 - 1000 1869 . 10000 -
L1874-3 Influent 3 Low Spk FF 021804AR-229 - 100 14776 46100 10000 -137
L1874-4 Influent 3 High Spk FF  021804AR-230 . 1000 4695 146000 100000 86
XC023404-2 - cs 021R04 AR-231 so - 1662 - - -
L1874-5 Comb Effluent S 021804AR-232 - ] 0 ND - -
M LI8745 Rep Comb Effluent s 021R04AR-233 . 1 0 ND - -
L1874-6 Comb EMuent Thyp s 021B04AR-234 - 1 0 ND - -
L1874-7 Comb Effluent Low Spk FF 021B04AR-235 - oo 3293 10200 10000 102
Li874-8 Comnb Effluent High 5pk FF 021B04AR-236 - 1000 2827 §7400 100000 87
XC022404-3 - Cs 021B04AR-237 100 - 3356 - - -
”I L1874.9 Port 4A s 021R04AR-238 - 100 1045 A - -
i L1874-9 Rep Fort4A S 021B04AR-239 - 100 961 . - -
L1874-10 Port 4A Dup s 021804AR-240 - 100 901 . - -
L1874.9 Fort 4A S 021R04AR-241 - 10 9945 3100 - -
LI1874-9 Rep Port 4A 5 021804AR-242 - 10 9165 2850 - -
L1874-10 Port 4A Dup S 021804AR-243 - 10 11291 3520 - -
I L1874-11 Pon 4A Low Spk FF 021804AR-244 - 100 3666 11400 16000 83
L1874-12 Port 4A High Spk 133 021804 AR-245 - 1000 2794 86300 100000 83
XC022404-3 - cs 021804AR-246 100 - 3304 - - -
L1878-13 Effluent 4 s 021804AR-247 - 1 185 ND - -
L1874-13 Rep Effluent 4 s 021804AR-248 - 1 210 ND -
r L1874-14 Effluent 4 Dup N 021804AR-249 - 1] 228 ND - -
\I‘ LI874-15 Effluent 4 Low Spk FF 021304AR-250 . 100 2912 9000 10000 %0
L1874-16 Effluent 4 High Spk FF 021804AR-251 - 1000 2982 92200 160600 92
XC022404-4 - Ccs 0Z1304AR-252 250 - 7652 - - -
L1874-17 nfluent 1/2 S 021804AR-253 - 200 1326 . - -
L1874-17 Rep mfluent 1/2 S 021804AR-254 - 200 1131 * - -
L1874-18 Influcat /2 Dup 5 21804AR 255 - 200 1175 . - -
ko L1874-17 nfluent 1/2 S 021804AR-256 - 100 2251 . - -
L1874-17Rep Influent 112 s 021808AR-257 - 100 1977 * - -
L1874-18 Influent 1/2 Dup S 021804 AR-258 - 100 2156 . - -
L1874-17 Influent 172 S 021804AR-259 - 10 21154 6600 - -
L1874-17 Rep Influent 12 s 021804AR-260 - 10 19044 5940 - -
- L1874-18 Influent 1/2 Dup S 021804 AR-261 - 10 20537 6410 - -
L1803-19 Iniluent 1/2 Low Spk FF 021804AR-262 - 100 4936 15300 10000 87
L1B03-20 Infiuent 1/2 High Spk FF 021804AR-263 - 1000 3429 106000 100000 99
XC022404-5 - Ccs 021804AR-264 500 - 15894 - - -
Methanol Wash - C 021804AR-265 - - 0 - - -
L1874-21 Trip Blank s 021804AR-266 - 1 222 ND - -
- L1874-22 Trip Blank Low Spk FF 021304AR-267 - 100 3652 11300 10000 113
L1874.-23 Trip BlankHigh Spk FF 021304 AR-268 - toco 3434 109000 100000 109
XC022404-6 - cs 021804AR-269 1000 - 30045 . - -
Analytc Found (ppt) = (peak wrea - intercept) / slope x DF Stendard Curve : Linear (3/x weighted)
Recovery (%) = [analyts found (ppt)-enalyle found in conwol (ppt)] x 160 Inlexcept = 31.5152
d amount added (ppt) Slope = 32.0022
Coef. Of Det. = 0.994708
CS = Catibration standard LF =Lab fortified sample
C = Control sanple FF = Field fortified sample
$ = Sample LCS = Laborairy Control Spike
"] CK = Check Standard

ND = Not detected = Response between 0 and 25 ppt
NQ = Not quantifiable = Response between 25 ppt and LOQ (50 ppt)

+Sanple was analyzed with several dilution factors in the same un. The appropriate dilution is reported.

Spreadshect prepared hy%lﬁmbq
s,

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538692
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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3058 Research Drive
State College, PA 16801

Phone: 814-272-1039
Fax: 814-231-1580

Internal Chain of Custody/Fortification Sheet
Exygen Study Number: L1874

Sponsor Study/Protocol No: NA

The samples listed below were removed from refrigerator No. 3 >
lYj

Matrix: Water

Time 46 Date Y Initialg 5‘/—
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (ng)
na 0106020 Control 40.0 -
na 0106020 Spk A 40.0 2.0
na 0106020 Spk B 40.0 20.0
Influent 3 1.1874-1 Spk C 20.0 400.0
Comb Effluent L1874-5 Spk D 40.0 400.0
Port 4A L1874-9 SpkE 40.0 400.0
Effluent 4 1.1874-13 Spk F 40.0 400.0
Influent 1/2 1.1874-17 Spk G 40.0 400.0
Influent 3 L1874-1 40.0 -
Influent 3 L1874-1 Rep 40.0 -
Influent 3 Dup L1874-2 40.0 -
Influent 3 Low Spk L1874-3 40.0 -
Influent 3 High Spk L1874-4 40.0 -
Comb Effluent L.1874-5 40.0 -
Comb Effluent 1.1874-5 Rep 40.0 -
Comb Effluent Dup L1874-6 40.0 -
Comb Effluent Low Spk 11874-7 40.0 -
Comb Effluent High Spk L1874-8 40.0 -
Port 4A 1.1874-9 40.0 -
Port 4A L1874-9 Rep 40.0 -
Port 4A Dup L1874-10 40.0 -
Port 4A Low Spk L1874-11 40.0 -
Port 4A High Spk L1874-12 40.0 -
Spiking Solution Used Yolume Used for Spiking Ipjtial/Date
0106020 Spk A F012004-10 (10 ng/ml.) 200 pL (200 pL micropipet) / DZ]IB
0106020 Spk B F012004-9 (100 ng/mL) 200 pL (200 pL. micropipet) /o2l R |
L1874-1 Spk C F012004-8 (1000 ng/mL) 400 pL (200 uL. micropipet)
L1874-5 Spk D F012004-8 (1000 ng/ml.) 400 pl. (200 L micropipet)
11874-9 Spk E F012004-8 (1000 ng/ml) 400 pl (200 pL micropipet)
11874-13 Spk F FO012004-8 (1000 ng/mL) 400 pL (200 pL. micropipet)
L1874-17 Spk G F012004-8 (1000 ng/mL) 400 pL (200 pL micropipet)

All samples were measured:

Time_ /000 Date _ /Y

After measuring samples were returned to refrigeyator No. 32

Time 1300 Date &M

Comments; 200 uL of 250 mg/mL sodium thiosulfate was added (o all samples before spiking. Initials/Date:

Analysis Summary: Data Set: %] ‘ Dg b
Data Set: _ 02|60
Data Set: -
20C

Set extraction/analysis data verified by:

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

Initials _ £

Initials 5”’/

il

Initials/Date: / o4
Initials/Date: /_O3)) _O\f
Initials/Date: A
2
Date: AY
uly 26, 2001/6
pou3f3lid

1937.0307
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3058 Research Drive Phone: 814-272-1039
STEEARCH State College, PA 16801 Fax: 814-231-1580
lad
Internal Chain of Custody/Fortification Sheet
Exygen Study Number: L1874 Matrix: Water
) Sponsor Study/Protocol No: NA
‘i The samples listed below were removed from refrigerator No. Z ;L
Time __ 040 Date 9;2220‘/ nitials__Z71
CLIENT SAMPLE ID EXYGEN ID NUMBER VOLUME (mL) | FORTIFICATION (ng)
[} Efflucnt 4 L1874-13 40.0
Effluent 4 L1874-13 Rep 40.0
Effluent 4 Dup 11874-14 40.0
I Effluent 4 Low Spk 1.1874-15 40.0
Effluent 4 High Spk L1874-16 40.0 -
Influent 1/2 1.1874-17 40.0
‘ ' Influent 1/2 L1874-17 Rep 40.0 -
Influent 1/2 Dup 1.1874-18 40.0 -
Influent 1/2 Low Spk 11874-19 40.0 -
Influent 1/2 High Spk L1874-20 40.0 -
4 Trip Blank 11874-21 40.0 -
Trip Blank Low Spike L1874-22 40.0 -
Trip Blank High Spike L1874-23 40.0 -
] - - - -
I u - - -
] - - -
i
Spiking Solution Used Volume Used for Spiking Initial/Date
] } ) ) -
- R - R -
E |

All samples were measured:

Time 5000 Date Q;u g / (d Initials E’L/
- After measuring samples were returned to refrigerator No. L

Time __[3 60 Date 6{2 fz a& nitials__ &

N Comments: 200 uL of 250 mg/mL sodium thiosulfate was added to ail samples before spiking. Initials/Date: ‘ 0\.(,

Analysis Summary: Data Set: O 2 od b Initials/Date: / l ’ &-(
| Data Set: _EMAZ'— Initials/Date: [a) 0\',

L Data Set: — Initials/Date: J__—
Set extraction/analysis data verified by: §& Date: }l""

il uly 26, 2001/6

il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538694

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0308
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3058 Research Drive Phone: 814-272-1039
RESEARCH State College, PA 16801 Fax: 814-231-1580

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET

EXYGEN STUDY NUMBER: L1874 METHOD: ¥ PROTOCOL NUMBER: NA
MATRIX: Water ANALYTES: C4, C6, C7 & C8 Acids, C4, C6 & C8 sulfonatcs
Client [D Exygen ID STEP STEP Dilutions STEP Dilutions STEP Reagents/

1 2 (mL/mL) 3 {(mL/mL) 4 Materials Lot #
na 0105020 Control | - - 33934 %
na 0106020 Spk A / - - Cig SPE W26 Bl
na 0106020 Spk B / ~ | - Type 1 Water Na

Influent 3 L1874-1 Spk C [ | oo \ BoYoe i
Comb Effluent L1874-5 Spk D *Yio | - -
Port 4A L1874-9 Spk E °Vo - - -
Effluent 4 L1874-13 Spk F U - Initials/Daze |4 2454
Influent 1/2 L1874-17 Spk G 0o - - -
Tnflucot 3 L1874-1 - AU N d - -
Influent 3 L1874-1 Rep - 4. B .
Tnfluent 3 Dup L18742 -~ | Bo¥%e’Yo R R
Influent 3 Low Spk L18743 Vo | &°Xe ) -
Influent 3 High Spk L18744 Yo 2.0 [ — ) ;
Comb Effluent L1874-5 -~ ] ~
Comb Effluent 11874-5 Rep ~ =
Comb Effluent Dup L1874-6 - ~
Comb Effluent Low Spk L1574-7 °Vio ~
Comb Effluent High Spk LI374-8 e - R
Port 4A L1874-9 - et HPLC
Port 4A 118749 Rep - T E URRals
Port 4A Dup L1874-10 - G Amwmonium Acetmte | \§ ZLICH
Port 4A Low Spk L1§74-11 Vo NP - A/ Type 1 water NA
Port 4A High Spk 1.1874-12 J \ Y0, 0Yi0 -, / R -
*Initials/Date - - ?f; Sl 52715//0«4 OL\%YM mﬁ&; [ ﬁu\t ab@/ bl miiaspae 6%}0‘1
STEP 1: SPE column clean-up (omitting 40% wash) ' W@%ﬁl\l@[‘)u @hF‘ lOOO)I( BILUTED AN ADMTVRAC IO R
STEP 2: Final volume to 5 mL collected in 15 mL polypropolene tubes (bf 21000 PREUVSN DALITED CAMPLE.
STEP 3: LC/MS/MS analysis °
STEP 4: LC/MS/MS reanalysis. B3 DF= 10 amd 100 X %N.}Z‘i/ 0'7/

*Initials and date under each step indicates the personnel that performed this step.
$3$ Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water

COMMENTS: - ,;_7 J
Final extracts stored in refrigerator 5} Initials: Dale: 3" / / Q’/ 0‘7/

July 19, 2001/4

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1538695
DISTRICT COURT, NO. 27-CV-10-28862

1937.0309
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3058 Research Drive Phone: 814-272-1039
RESEARCH State College, PA 16801 Fax: 814-231-1580

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET

EXYGEN STUDY NUMBER: L1874 METHOD: % PROTOCOL NUMBER: NA
MATRIX: Water ANALYTES: C4. C6, C7 & C8 Acids, C4, C6 & CB sulfonates
Client ID Exygen ID STEP STEP Dilutions STEP Dilutions STEP Reagents/
1 2 (mL/mL) 3 (mL/mL) 4 Materials Lot #
Effluent 4 L1874-13 ~ | ~ 433333%%
Effluent 4 Li874-13 Rep - ] - 18 SPE W67l
Effluent 4 Dup L1874-14 - ] - Type I Water NA
Efflucnt 4 Low Spk L1874-15 * Mo | - ; }
Effluent 4_High Spk L1874-16 Vo o0 - . .
Influent 1/2 L1874-17 - o> H o - -
Influent 1/2 L1874-17 Rep - G202 "%, InitialyDare | EW 3, Flo/
Influent 1/2 Dup L1874-18 - GPH ot %009 o - -
Tnfluent 1/2 Low Spk L1874-19 Y0 - - }
Influent 172 High Spk L1874-20 0" Ao,>.0 = ) .
“Trip Blank L1874-21 - ~ R R
Trip Blank Low Spike L1874-22 | oY - ] -
Trip Blank High Spike L1874-23 \l N [0%%e o - . -
- - - - - - - - HPLC
- - - - ~ - - - Mcthanol u %%
- - - - - - - - A jum Acetate \I%\Sﬂ
- - - - - - - - Type | water NA
- - " - 1L 1o 1A - PN
EH ER /
*fnitials/Date - oligloy | afigis | o2liBlod DZ%W m,%]u{ :ﬁ,a( Initials/Date m{&l &
STEP L: SPE column clean-up (omitting 40% wash) n @b@;woo @N‘, l.O 100 omd- 200 %&429'0.{ s
STEP 2: Final volume to 5 mL collected in 15 mL polypropolene tubes !

STEP 3: LC/MS/MS analysis
STEP 4: LC/MS/MS reanalysis.

*Initials and date under each step indicates the personnel that performed this step.
$$ Method of Anatysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorcoctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water

COMMENTS:

Final extracts stored in refrigerator, g} Initals: éH Date: 2 /7, Y
July 19,2001/4

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1538696
DISTRICT COURT, NO. 27-CV-10-28862

1937.0310
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3058 Research Dnive
State College, PA 16801

Phone: 814-272-1039
Fax: 814-231-1580

Exveen

RLSEARCH

PREPARATION OF EXTRACTED CALIBRATION STANDARDS

Protocol No.: None Exygen Study No.: NA Matrix: Type [ Water™
Method No.:  $3 Analytes: C4,C5.C6,C7 and €8 Acids; Sample Vol: 40 mL
C4, C6 & C8 Sulfonates
Sponsor Exygen Fort. Fort. Fort. Micropipet Fort. Final
Sample Sample Saraple Solution Soln. Conc. | Volume used Level Solution Reagents/ Lot #
1D D Description 1D (ng/mL) (uL) () (ppt) 1D # ** Materials
NA 0106020 Type I Water” - - - - XC022404-0 Methanol | 4330831
NA 0106020 Type 1 Water® | F012004-10 10 100 200 25 XC022404-1 C18 SPE WalE TR
NA 0106020 Type I Water® | F012004-10 10 200 200 50 XC022404-2 Type I Waler NA
NA 0106020 Type I Water® | F012004-10 10 400 200 100 XC022404-3 - -
NA 0106020 Type 1 Water® F012004-9 100 100 200 250 XC022404-4 - -
NA 0106020 Type I Water® F012004-9 100 200 200 500 XC022404-5 - -
NA 0106020 Type I Water® F012004-9 100 400 200 1000 XC022404-6 - \ 5
- - - - - - - - - Initials/Date: D%i
Vertical arrows in a column indicate identical values.
**This must be a unigue number. Use this system: Extracted Calibration Soin ID #: XCMMDDYY-0,1,2,3, etc.
Samples removed from freezer# _R2  Time: 060D Initials/Date: b2 ﬁ&[
40 mL of each sample measured using a a) mL graduated cylinder. Initials/Date: / 04
After measuring, samples returned 10 ) freezer # - Tlme Initials/Date: /ﬁ}”ﬁ“
Samples fortified: Initials/Date:
SPE clean-up (omitting 40% Wash): Initials/Date:
Final volume adjusted to 5 mL: Initials/Date: ﬁ\z
Extracts placed in refrigerator # _ A2 - Initials/Date: DZ l(}’( STANDARD EXPIRATION DATE: 3/9/04

Comments:
$$ Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctancate (POAA) in Water

~This type I water has been filtered through a hypercarb filter

July 10, 2001/0

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY
DISTRICT COURT, NO. 27-CV-10-28862

1937.0311
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Masslynx - Sample List Exygen STUDY NO. _L &Z& Page 1
Sample List: C:\MASSLYNX\Fluarochemigals. PRO\SampleDB\021804AR CG ACSFM.SPL Page Position: (1, 1)
Printed: Mon Mar 01 10:37:35 2004 \
Tred MonMaro 10 B ozjorled
Vial File Name LIMS ID ClientID Sample Description Matrix Sample Type Conc(ng/l) ConcB ConcC TestlD DF
1 11 021804AR-201 --- - XC022404-0, 0 ng/L Standard -- Standard 0 o -— 0 1
2 12  021804AR-202 - - XC022404-1, 25 ng/L Standard —— Standard 25 - - 0 1
3 13 021804AR-203 -— — XC022404-2, 50 ng/L Standard - Standard 50 — - 0 1
4 14 021804AR-204 — - XC022404-3, 100 ng/l. Standard - Standard 100 - - 0 1
5 15 021804AR-205 --- - XC022404-4, 250 ng/L Standard - Standard 250 - - 0 1
6 16  021804AR-206 — - XC022404-5, 500 ng/L Standard - Standard 500 - - 0 1
7 17  021804AR-207 — - XC022404-6, 1000 ng/L. Standard - Standard 1000 — — 0 1
8 92 021804AR-208 — — Methanol Wash — Blank - - - 0 1
9 21  021804AR-209 --- — 0106020 Contral - Blank -— — -— 0 1
10 22 (021804AR-210 ~-- -— 0106020 Spk A, 50 ng/L - Qc 50 - - 0 1
11 23 021804AR-211 -— - 0106020 Spk B, 500 ng/L - QcC 500 - - 0 1
12 24 021804AR-212 --- - L1874-18pk C, 10000 ng/L, DF=1000 --- Qc 10000 - - 0 1000
13 25 021804AR-213 - - L1874-1 Spk C, 10000 ng/L, DF=100 - QcC 10000 - - 0 100
14 26 021804AR-214 — - L1B74-5 Spk D, 10000 ng/L, DF=100  --- QC 10000 - - 0 100
15 27 021804AR-215 — - L1874-9 Spk E, 10000 ng/L, DF=100 - Qc 10000 - -— 0 100
16 28 021804AR-216 — - L1874-13 Spk F, 10000 ng/t, DF=100 -- Qc 10000 - - 0 100
17 23 021804AR-217 --- -— L1874-17 Spk G, 10000 ng/L, DF=100 —- Qc 10000 - - 0 100
18 12 021804AR-218 --- - XC022404-1, 25 ng/L Standard -— Standard 25 - — 0 1
19 30 021804AR-219 - - L1874-1, DF=1000 - Analyte -— - - 0 1000
20 31  021804AR-220 —- - L1874-1 Rep, DF=1000 - Analyte - - - 0 1000
21 32 021804AR-221 — — L1874-2, DF=1000 - Analyte - - - 0 1000
22 33 021804AR-222 — — L1874-1, DF=100 - Analyte —_ - -— 0 100
23 34 021804AR-223 - — L1874-1 Rep, DF=100 - Analyte — - -— 0 100
24 35 021804AR-224 --- -— L1874-2, DF=100 - Analyte -— - - 0 100
25 36 021804AR-225 --- - L1874-1, DF=10 - Analyte —_ - - 0 10
26 37 021804AR-226 -—- - L1874-1 Rep, DF=10 - Analyte - -—- -— 0 10
27 38 021804AR-227 — - L1874-2, DF=10 - Analyte - - - 0 10
28 39 021804AR-228 --- - 1.1874-3, DF=1000 - Qc 10000 — -— 0 1000
29 40 021804AR-229 - — L1874-3, DF=100 - Qc 10000 — - 0 100
30 41 021804AR-230 - — L1874-4, DF=1000 - QcC 100000 - - 0 1000
31 13 021804AR-231 - -— XC022404-2, 50 ng/L Standard - Standard 50 - - 0 1
32 42 (021804AR-232 --- - L1874-5 -- Analyte - - - 0 1
33 43 (021804AR-233 -— - L1874-5 Rep - Analyte -— — - 0 1
34 44 021804AR-234 — - L1874-6 - Analyte - - — 0 1
35 45 021804AR-235 - - L1874-7, DF=100 - QC 10000 - - 0 100
36 46 021804AR-236 - — L1874-8, DF=1000 - Qc 100000 - - 0 1000
37 14 021804AR-237 - — XC022404-3, 100 ng/L Standard --- Standard 100 - — 0 1
38 47 021804AR-238 - — L1874-9, DF=100 - Analyte - - - 0 100
39 48 021804AR-239 - —_ L1874-9 Rep, DF=100 -- Analyte - - -— ] 100
40 49 (021804AR-240 -— —_ L1874-10, DF=100 - Analyte - - - 0 100
4 50 021804AR-241 — -— L1874-9, DF=10 - Analyte - - - 0 10
42 51 021804AR-242 — — L1874-9 Rep, DF=10 - Analyte - -- -— 0 10
43 52 021804AR-243 — - L1874-10, DF=10 - Aralyte -an - -— 0 10
44 53 021804AR-244 - -— L1874-11, DF=100 - Qc 10000 - - 0 100
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO1538698
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Masslynx - Sample List Page 2

Sample List: C:\IMASSLYNX\Fluorachericals. PRO\SampleDB\021804AR CG ACSFM SPL ) 5[ Page Position: (2, 1)

Printed: Mon Mar 01 10:37:35 2004 g&%]f)ll o Exygen sTupy NO. LID)]

oo . &5 | o o
MS Method HPLC Method MS TuneFile Inj.Volume

C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C6 8 ACIDS C4 68 SULF  pfbs water Fluorochems 15
C6 8 ACIDS C468 SULF  pibs water Fluorochems 15
C6 8 ACIDS C4 6 8 SULF pfbs water Fiuorochems 15
C6 8 ACIDS C4 68 SULF pibs water Fluorochems 15
C68 ACIDS C468 SULF  pfbs water Fluorochems 15
C6 8 ACIDS C4 68 SULF  pfbs water Fluorochems 15
C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
C6 8 ACIDS C4 6 8B SULF  pfbs water Fluorochems 15
10 C68ACIDSC468SULF  pfbs water Fluerochems 15
" C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
12 C68ACIDSC468SULF  pfbs water Fluorochems 15
13 CH8ACIDS C468 SULF  plbs water Fluorochems 15
14 C68ACIDSC4B8SULF  pfbs water Fluorochems 15
15 C68ACIDS C468SULF  pfbs water Fluorochems 15
16 C68 ACIDS C4 68 SULF pfbs water Fluorochems 15
17 C6B8ACIDSC468SULF  pfbs water Fiuorochems 15
18 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
19 C6B8ACIDSC468SULF  pfbs water Fluorochems 15
20 CBBACIDSCA468SULF  pfbswater Fluorochems 15
21 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
22 C68ACIDSC468SULF pfbs water Fluorachems 15
23 C6B8ACIDSC468SULF pfbs water Filuorochems 15
24 C6BACIDSC468SULF  pibs water Fluorochems 15
25 C68ACIDSC468SULF  pfbs water Fluorachems 15
26 C68ACIDSC468SULF  pfbs water Fluorochems 15
27 CG6BACIDSC468SULF  pibswater Fluorochems 15
28 C68ACIDSC468SULF  pfbs water Fluorochems 15
29 C6BACIDSC4688ULF  pibs water Fluorochems 15
30 C68ACIDS C468SULF pfbs water Fluorochems 15
31 C6BACIDSC468SULF  pfbs water Fluorochems 15
32 C6B8ACIDS C468 SULF pfbs water Fluorochems 15
33 C68ACIDS C468SULF pfbs water Fluarochems 15
34 C68ACIDSC468SULF pfbs water Fluorochems 15
35 C6BACIDSC468SULF  pfbs water Fluarochems 15
38 C68ACIDS C468SULF pfbs water Fluorochems 15
37 CB6B8ACIDSC468SULF  pfbs water Fluorochems 15
38 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
39 CBB8ACIDSC468SULF pfbs water Fluerochems 15
40 CB68ACIDS C468 SULF pfbs water Fluorochems 15
41 CB6 8 ACIDS C4 8 8 SULF pfbs water Fluorochems 15
42 C68ACIDS C468SULF pfbs water Fluorochems 15
43 C68ACIDSC468SULF  pfbs walter Fluorochems 15
44 C68ACIDS C468SULF pfbs water Fluorochems 15

WRNDINBEWNN =

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNOQ1538699
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Massl -8 i 3
asslynx - Sample List Exygen STUDY NO. (/1673 Page

gample List: C:\IMASSLYNX\Fluorochemicals. PRO\SampleDB\021804AR CG ACSFM.SPL Page Position: (1, 2}
rinted: Mon Mar 01 10:37:35 2004
bLjo4
!'08 03lol

Vial File Name LIMS ID ClientID Sample Description Matrix Sample Type Conc(ng/L) ConcB ConcC TestID DF
45 54 021804AR-245 -—- — L1874-12, DF=1000 - Qc 100000 — - 0 1000
46 14 021804AR-246 --- — XC022404-3, 100 ng/L Standard - Standard 100 - -— 0 1
a7 55 021804AR-247 — - L1874-13 --- Analyte -— — - 0 1
43 56 021804AR-248 —- - L1874-13 Rep - Analyte -— - - 0 1
49 57 021804AR-249 -- - L1874-14 - Analyte — — - 0 1
50 58 021804AR-250 — - L1874-15, DF=100 — Qc 10000 — - 0 100
51 50 021804AR-251 — - 1.1874-16, DF=1000 - QcC 100000 — - 0 1000
52 15 021804AR-252 — - XC022404-4, 250 ng/L Standard --- Standard 250 - -— 0 1
53 60 021804AR-253 — - L1874-17, DF=200 -- Analyte -— — - 0 200
54 61 021804AR-254 — - L1874-17 Rep, DF=200 - Analyte — — - 0 200
55 62 021804AR-255 --- - L1874-18, DF=200 — Analyte -— - - 0 200
56 63 021804AR-256 --- o L1874-17, DF=100 - Analyte -— - - 0 100
57 64 021804AR-257 — - L1874-17 Rep, DF=100 - Analyte -— - 0 100
58 65 021B04AR-258 — - L1874-18, DF=100 - Analyte -— — - 0 100
59 66 021804AR-250 --- - L1874-17, DF=10 - Analyte — — - 0 10
60 67 021804AR-260 - - L1874-17 Rep, DF=10 - Analyte - — - 0 10
61 68 021804AR-261 - - 1.1874-18, DF=10 — Analyte -— — -—- 0 10
62 69 021804AR-262 - - L1874-19, DF=100 - Qc 10000 - - 0 100
63 70 021804AR-263 - - L1874-20, DF=1000 - QcC 100000 - - 0 1000
64 16  021804AR-264 - - XC022404-5, 500 ng/L Standard - Standard 500 - - 0 1
65 92 021804AR-265 -— - Methanol Wash — Blank — - -- 0 1
66 71  021804AR-266 -— - L1874-21 - Analyte — - - ] 1
67 72 021804AR-267 -— - .1874-22, DF=100 - Qc 10000 — - 0 100
68 73 021804AR-268 -— - L1874-23, DF=1000 - QC 100000 - - 0 1000
69 17 021804AR-269 -— - XC022404-6, 1000 ng/L Standard - Standard 1000 - - 4] 1

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO1538700

DISTRICT COURT, NO. 27-CV-10-28862
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Masslynx - Sample List Page 4

Sample List: CAMASSLYNX\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM.SPL 8 Page Position: (2, 2)
Printed: Mon Mar 01 10:37:35 2004 B s3lot o Exygen STUDY NO. _,.Ji—{/)
- ? ! i

MS Method HPLC Method MS TuneFile Inj.Volume

45 CB68 ACIDS C468 SULF pfbs water Fluorochems 15
46 C68ACIDSC468BSULF  pfbs water Flugrochems 15
47 C68ACIDSC468SULF  pfbs water Fluorochems 15
48 CG6B8ACIDSC468SULF  pibs water Fluorochems 15
49 C68ACIDS C468SULF pfbs water Fluorochems 15
50 C68ACIDSC468SULF  pfbs water Fluorochems 15
51 C68ACIDSC468 SULF  pfbs water Fluorochems 15
52 C68ACIDSC468SULF  pfbs water Fluorochems 16
53 C68ACIDSC468SULF pfbs water Fluorochems 15
54 CB8ACIDS C4 68 SULF pfbs water Fluorochems 15
55 Cb68ACIDS C4 68 SULF pfbs water Fluorochems 15
56 CBBACIDSC468SULF  pfbswater Fluorochems 15
57 CO6B8ACIDSC4685SULN  phbswater Fluorochems 15
98 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
59 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
60 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
61 C6 8 ACIDS C4 6 8 SULF pfbs water Fluorochems 15
62 C6B8ACIDSC468SULF pfbs water Fluorochems 15
63 C68ACIDS C4 68 SULF pfbs water Fluorochems 15
64 C6B8ACIDS C468SULF pfbs water Fluorochems 15
65 C68ACIDS C468SULF pfbs water Fluorochems 15
66 C68ACIDSC468SULF pfbs water Fluorochems 15
87 C68ACIDS C468SULF pfbs water Fluorochems 15
68 C68ACIDS C468 SULF pfbs water Fluorochems 15
69 C6BACIDSC468SULF  pfbs water Fluorochems 15

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 3M_MNO01538701
DISTRICT COURT, NO. 27-CV-10-28862
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Sponsor Protocol No: NA Exygen Study No: L1874
Instrument: Micromass Quattro Ultima (LC/MS/MS Unit #6)
Computer: COMPAQ Professional Workstation AP200
Software: Microsoft Windows NT: Version 4 Build 1381: Service Pack 5
Micromass Limited: MassLynx 3.4 Build 004
HPLC Equipment: Hewlett Packard (HP) Series 1100
HP Bin Pump HP Vacuum Degasser
HP Autosampler HP Column Oven
HPLC Column: Genesis C-8, 5cmx 2.1 mm1.d. x 4 u (Exygen ID: 74A)
(JONESCHROMATOGRAPHY: Part No. FK5962FE)
Mobile Phase (A) : 2 mM Ammonium Acetate in Type 1 Water
Mobile Phase (B) : Methanol \ 4
- 19 N
Analyst: Karen Risha
Exygen Research

3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

NOTE: The next 3 pages are computer generated printouts from

the masslynx software program. The pages contain the
instrument settings used for the analysis of this data set.

—

All Handwritten Peak ID’s by:

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0316

3M_MNO01538702



] Scanning Method Report Page 1
Method: C: \MASSLYNX\FLUOROCHEMICALS . PRO\ACQUDB\C6 8 ACIDS C4 6 8 SULF
Last Modified: Mon Jan 20 15:32:38 2003
il
Printed: Mon Mar 01 10:37:40 2004 Eﬁ_ ) |
Bl [0
v ‘
W Solvent Delay ( mins ) : 0.00
Analog Channel 4 : Unused
" Function : 1 MRM of 5 Mass Pairs ( ESP- )
I
Inter Channel Delay ( Secs ) : 0.03
Span ( Daltons ) : 0.00
. Start Time ( Mins )} : 0.00
([ End Time ( Mins | : 12.00
Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V )
i 1 299.00 99.00 0.20 40 49
2 313.00 269.00 0.20 10 20
3 399.00 80.00 0.20 35 50
i 4 413.00 369.00 0.20 10 10
5 499.00 99.00 0.20 40 30
il
[}
i
("
-
-l
[
il
i
1 ]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538703

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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i Method Report Page 1
Hi

Method File: C: \MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\pfbs water
Last Modified: Monday, March 01, 2004 10:19:00
] Printed: Monday, March 01, 2004 10:37:48 M ‘
03t |
VAN
HP1100 LC Pump Initial Conditions
ol
Solventg
A% 90.0
B% 10.0
) C% 0.0
[
i D% 0.0
Flow (ml/min) 0.300
m Stop Time (mins) 20.0
! Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 35.0
P Oven Temperature Right (°C) 35.0
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains 8 entries which are
il
Time A% B% C% D% Flow Pressure
0.00 90.0 i10.0 0.0 0.0 0.300 400
2.00 90.0 10.0 0.0 0.0 0.300 400
] 5.00 10.0 90.0 0.0 0.0 0.300 400
9.00 10.0 90.0 0.0 0.0 0.300 400
= 9.50 0.0 100.0 0.0 0.0 0.300 400
14.00 0.0 100.0 0.0 0.0 0.300 400
Wi 14.50 90.0 10.0 0.0 0.0 0.300 400
20.00 90.0 10.0 0.0 0.0 0.300 400
Iﬁ HP1100 LC Pump External Event Timetable
The Timetable contains 6 entries which are
Time Column Switch Contactl Contact2 Contact3 Contact4
[} Initial Off Off Off Off Off
0.00 Off On Of f Off of f
0.05 Off Off Off off Off
) 0.10 Off Off On off Ooff
il 11.90 Off Off Off on Off
12.00 Off Off Off Off Off
- HP1100 Autosampler Initial Conditions
Draw Speed 200.0
Eject Speed (pl/min) 200
Draw Position (mm) 0.00
- Stop Time (mins) 20.00
Injection Volume (pl) 15.0
Vial Number 99
-
£ ]
il
[
I}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538704

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0318
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" Tuning Method Report Page 1

Method: C: \MASSLYNX\FLUOROCHEMICALS . PRO\ACQUDB\ FLUOROCHEMS
Wl Printed: Mon Mar 01 10:37:59 2004 \
¥ oot o
/2N
Hl
(BN e ) & I N
[ |
il
|
I Pl 0
I
Dau 499.00
[
SOURCE ( ESP- ) Set Rdbk Analyser Set Rdbk
il Capillary 3.00 -2.93 IM Res 1 14.0
Cone 20 ~-20 HM Res 1 14.0
Hexapole 1 0.0 IEnergy 1 1.0
. Aperture 1 0.0 Entrance -2 12
[ Hexapole 2 0.0 Collision 15 14
Source Block Temp. 100 100 Exit 2 16
Desolvation Temp. 300 299 IM Res 2 14.0
HM Res 2 14.0
- IEnergy 2 2.0
Multiplier 650 -648
- Pressures Rdbk Gas Flows Rdbk
Analyser Vacuum OFF Cone Gas 129.9
Gas Cell 3.0e-3 Desolvation 749.8
-
I'M
il
i
"]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538705

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Calibration Report Page 1
m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:21:48 2004

] Printed: Tue Mar 02 14:05:18 2004
ﬂﬁ 03h2 | aa)qol—g
V] lb l g J

i Compound 1 name: C6 Acid PFHA
! Coefficient of Determination: 0.988257
Calibration curve: 258.118 * x + 3246.64
Response type: External Std, Area
(] Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.62e5+ X
[
i X
|
q 4
i i
L] |
[ | X
Response- @
|
vend
1 &
i
ol 7
ol ]
[ |
OFf 7T "'|""I""|("'"‘Tl""llllvlng/L
0.0 200.0 400.0 600.0 800.0 1000.0
|
Exygen Research, 3058 Research Drive, State College, PA 16801
-

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0320
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Quantify Calibration Report Page 2
Wl Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:21:48 2004
" Printed: Tue Mar 02 14:05:18 2004
" Compound 2 name: C8 Acid PFOA
Coefficient of Determination: 0.992051
Calibration curve: 271.048 * x + 7136.83
Response type: External Std, Area
M Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.79e5
a
[
il |
]
il |
! |
Response-|
M
™
A
- ]
i ]
il
7T T T T T T T T "'|""|""|nQ/L
0.0 200.0 400.0 600.0 800.0 1000.0
“
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538707
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Quantify Calibration Report Page 3
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\021804AR CG ACSFM
, Last modified: Tue Mar 02 12:21:48 2004
i Printed: Tue Mar 02 14:05:18 2004
il Compound 3 name: C4 Sulfonate PFBS
‘ Coefficient of Determination: 0.989254

Calibration curve: 10.6151 * x + -65.5462

Response type: External Std, Area
[ Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.09e4- X

u
. i X
i
[ |
[ | 1
il |
il

Response-| x
] x
b
- %
- )
i _

X
X
I %
-65.5 “X———————— 11— T Ng/L
0.0 200.0 400.0 600.0 800.0 1000.0

']

Exygen Research, 3058 Research Drive, State College, PA 16801
-

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0322

3M_MNO01538708



Quantify Calibration Report
ol Study No.:L1874,

Calibration:

Set No.:021804AR,

Ext.Date:02/18/04, Analyst:K.Risha

Last modified: Tue Mar 02 12:21:48 2004

Page 4

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\021804AR CG ACSFM

] Printed: Tue Mar 02 14:05:18 2004
" Compound 4 name: C6 Sulfonate PFHS
| Coefficient of Determination: 0.985908

Calibration curve: 45.0307 * x + 115.215

Response type: External Std, Area
] Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

4.80e4~ x
il
il
X
P )
i J
[ ] |
il
X
Response-
(]
X
E |
-
X
X,
-l
il
il
O———— 71— I LRI L S AL A HL AL AL L L DL A A |ng/L
0.0 200.0 400.0 600.0 800.0 1000.0

']

Exygen Research, 3058 Research Drive, State College, PA 16801
Wl

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0323
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Quantify Calibration Report Page 5
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Calibration: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:21:48 2004
'] Printed: Tue Mar 02 14:05:18 2004
i Compound 5 name: C8 Sulfonate PFOS
! Coefficient of Determination: 0.994708

Calibration curve: 32.0022 * x + 31.5152

Response type: External Std, Area
(1} Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

3.35e4 X
[
_{ X
[
[ ]
»
|
(|
X

Response-
i
]
o
- ]
ind
d

T T T e e 1 ng/L
0.0 200.0 400.0 600.0 800.0 1000.0

|

Exygen Research, 3058 Research Drive, State College, PA 16801
[
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538710 .
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Quantify Sample Report Page 1
"] Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
] Method: P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Lagt modified: Mon Feb 02 07:04:42 2004
Job Code: nitials éﬁ/
|I Date 2 il
‘ Printed: Tue Mar 02 14:05:22 2004 Run# - TJo Quwg-;m
'- Name: 021804AR-201
I Text:
1: C6 Acid PFHA
il XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17,
_ LC/MS/MS #6
021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 10 8.50 313 > 269
1444 1.40e4
Area
ﬂ %
W"%‘_MA
i - T T T [ime
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
u XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17
LC/MS/MS #6
021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 100 8.96 413 > 369
6237 4.23e4
Area
" %
[ ’
0“"I""I""I"‘I"""'I""I""I"“"“I""I""lTime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: ¢4 Sulfonate PFBS
, XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17
- LC/MS/MS #6
021804AR-201 Sm (Mn, 2x3) 0.03 MRM of 5 Channels ES-
-£99.48 11.60 299> 99
- 100 , 7.34 10.98 1.62e3
0.74 162 2077
%
|
r--———r———1— T Time
" 2.00 4.00 6.00 8.00 10.00 12.00 |
Y |
Exygen Research, 3058 Research Drive, State College, PA 16801
[ |
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538711

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 2
" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

) Last modified: Tue Mar 02 12:07:00 2004

I Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modifled: Mon Feb 02 07:04:42 2004
Job Code:

M Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-201

L] Text:
4: C6 Sulfonate PFHS
i XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17
LC/MS/MS #6
021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 11.79.390 > 80
4.42¢3
0.14 10.35
it (ahs 9.27
- T T T T Time
[} 2.00 4.00 6.0 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17
LC/MS/MS #6
021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 1110 499>99
] 1.4%e3
0.12 3.59 10,62
" %/  _0.60 178 247200 A 418 482 5.155W 9.15 9.71
I
T T e ————— [iMe
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
»
ol
i ‘
Exygen Research, 3058 Research Drive, State College, PA 16801
u
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538712

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0326



Quantify Sample Report

Page 3

"} Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
[ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-202
'M Text:
1: Cé Acid PFHA
[ XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57
LC/MS/MS #6
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ 100 8.48 313 > 269
9138 5.14e4
Area
. o,
[ %
0' TTT T "I""|""l""""I""I""ITime
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57
LC/MS/MS #6
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
i 14980 8.99e4
Area
%
il ’ |
|
0""“"\"“]""[""""I'"'I""l“"|"“l""l"'lTime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57
L LC/MS/MS #6
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
- 2.02e3
Area
%
]
0— T LA A L L (AL B R SR IR B — Time
P 2.00 4.00 6.00 8.00 10.00 12.00
'}
Exygen Research, 3058 Research Drive, State College, PA 16801
[}

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0327

3M_MNO01538713
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Quantify Sample Report Page 4
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Lagst modified: Mon Feb 02 07:04:42 2004
Job Code:

l' Printed: Tue Mar 02 14:05:22 2004

“l Name: 021804AR-202

| Text:

4: C6 Sulfonate PFHS

i XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57
LC/MS/MS #6
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.77 399 > 80
1228 7.77€3
Area
il % M
-\ T Time
(] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
Tl XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57
LC/MS/MS #6
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-
’ 10 9.15 499 > 99
4.88e3
Area
%
] °
0 T LN L L A R L A L L L L AL BN R LA B IS DL — Time
- 2.00 4.00 6.00 8.00 10.00 12.00
"]
-
=
[ |
il
Exygen Research, 3058 Research Drive, State College, PA 16801
' |
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538714

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0328



Quantify Sample Report

Page 5

i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

) Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-203

i Toxt:

1: C6 Acid PFHA

il XC022404-2, 50 ng/L Standard 01-Mar-2004 11:37:36
LC/MS/MS #6
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ 100 8.48 313 > 269
15958 8.05e4
Area
[ "
LA S L L B B AL AN T T —— Time
A 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
4 XC022404-2, 50 ng/L Standard 01-Mar-2004 11:37:36
LC/MS/MS #6
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 100 8.96 413 > 369
27297 1.52e5
Area
~ %
il °
0 T T T T T T T T e e e T T [imeé
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-2, 50 ng/L Standard 01-Mar-2004 11:37:36
- LC/MS/MS #6
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
"] 230 2.16e3
Area
%
" Mf\
-7 T T e Time
il 2.00 4.00 6.00 8.00 10.00 12.00
u
Exygen Research, 3058 Research Drive, State College, PA 16801
(" }

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0329

3M_MNO01538715
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Quantify Sample Report Page 6
il Study No.:L1B874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES (012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-203

m‘ Text:
4: Cé Sulfonate PFHS
] XC022404-2, 50 ng/L. Standard 01-Mar-2004 11:37:36
LC/MS/MS #6
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.77 399 > 80
2472 1.42e4
Area
[ %
-_/__,\/‘/‘/\/_/\
O T T e e e e o ) [ime
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
W XC022404-2, 50 ng/L Standard 01-Mar-2004 11:37:36
LC/MS/MS #6)
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.15 499 > 99
L 1742 9.49¢3
Area
%
il ’
0 T T T T T T T [ T e Time
- 2.00 4.00 6.00 8.00 10.00 12.00
il
-
i
]
il
Exygen Research, 3058 Research Drive, State College, PA 16801
" |
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538716

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0330



Quantify Sample Report Page 7
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

' Name: 021804AR-204

‘ Text:

1: C6 Acid PFHA

il XC022404-3, 100 ng/L Standard 01-Mar-2004 11:59:17
LC/MS/MS #6
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 8.48 313> 269
30609 1.51e5
Area
[ %
) L L UL S L o e RS B T [ime
iil 2.00 4.00 6.00 10.00 12 00
2: C8 Acid PFOA
d XC022404-3, 100 ng/L Standard 01-Mar-2004 11:59:17
LC/MS/MS #6
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES-
36696 2.03e5
Area
%
'l °
0""\""1""!'"'I""T""I""I' —r——— Time
d 2.00 4.00 6.00 10 OO 12 00
3: C4 Sulfonate PFBS
XC022404-3, 100 ng/L Standard 01-Mar-2004 11:59:17
It LC/MS/MS #6
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES-
o 697 4.35e3
Area
%
i
AW
O e e Time
il 2.00 4.00 6.00 8.00 10.00 12.00
Ik
Exygen Research, 3058 Research Drive, State College, PA 16801
ik
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538717

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0331
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1874, Set No.:021804AR,

Sample List:

Method:

Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Printed: Tue Mar 02 14:05:22 2004

Page 8

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Name: 021804AR-204

Text:
4: C6 Sulfonate PFHS
XC022404-3, 100 ng/L Standard 01-Mar-2004 11:59:17
LC/MS/MS #6
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.77 399 > 80
4951 2.75e4
Area
%
0= L R B R | T T T ] AL "7 ) Time
2.00 4.00 5.00 8.00 10.00 12.00 |
5: C8 Sulfonate PFOS
XC022404-3, 100 ng/L Standard 01-Mar-2004 11:59:17
LC/MS/MS #6
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
3512 1.91e4
Area
%
0= T T T 1T L I e ————_[ime
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive,

State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0332

3M_MNO01538718
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1874, Set No.:021804AR,

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

Page 9
Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Mon Feb 02 07:04:42 2004

Tue Mar 02 14:05:22 2004

Name: 021804AR-205

Text:

l: C6 Acid PFHA

XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:0
LC/MS/MS #
021804AR-205 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 . 8.48 313> 269
77022 4.30e5
Area
%
o7 T 1 T e [IMe |
2.00 4.00 6.00 B.00 10.00 12.00 |
2: C8 Acid PFOA
XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:04
LC/MS/MS #6
021804AR-205 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
71629 4.02e5
Area
%
0-= LA L L I A L LA A AL T T T Time
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:04
LC/MS/MS #6
021804AR-205 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.14 299 > 99
1.66e4
Area
%
LA R A AN (N S B A R N A N S A ) N L B L L S S et \Time
2.00 4.00 6.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College,

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0333

PA 16801

3M_MNO01538719 .
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Quantify Sample Report Page 10
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
" Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
| Printed: Tue Mar 02 14:05:22 2004
. Name: 021804AR-205
Text:
4: Cé6 Sulfonate PFHS
i XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:04
LC/MS/MS #6
021804AR-205 Sm (Mn, 2x3) MRM of § Channels ES-
v 10 8.77 399 > 80
11956 6.81e4
Area
. | %
" = T e e e [ime
[ ] 2.00 4.00 6.00 8.00 10.00 12.00 |
5: €8 Sulfonate PFOS
" XC022404-4, 250 ng/L. Standard 01-Mar-2004 12:21:04
LC/MS/MS #6
021804AR-205 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 100 9.16 499 > 99
| 7487 4.01e4
Area
%
mﬂ °
O T e e [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
[V
[ ]
1]
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538720

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0334



Quantify Sample Report Page 11

- Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

[ ] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ Printed: Tue Mar 02 14:05:22 2004
" Name: 021804AR-206
'. Text:
1: C6 Acid PFHA
il XC022404-5, 500 ng/L Standard 01-Mar-2004 12:42:50
LC/MS/MS #6
021804AR-206 Sm (Mn, 2x3) MRM of 5 Channels ES-
I‘ 100 8.48 313> 269
140756 7.46e5
Area
| %
. 0= T T T T T T e e e e [Ime
d 2.00 4.00 6.00 8.00 10.00 12.00 |
2: C8 Acid PFOA
d XC022404-5, 500 ng/L Standard 01-Mar-2004 12:42:50
LC/MS/MS #6
021804AR-206 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 100 8.98 413 > 369
158954 8.83e5
Area
i %
O T T T T T T VRV = Time
M 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-5, 500 ng/L Standard 01-Mar-2004 12:42:50
- LC/MS/MS #6
021804AR-206 Sm (Mn, 2x3) MRM of § Channels ES-
100 8.13 299 > 99
- 5454 2.29e4
Area
%
-
O i L e e e T L N AL BN I — Time
o 2.00 4.00 6.00 8.00 10.00 12.00
i
Exygen Research, 3058 Research Drive, State College, PA 16801
|

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Sample List:
Last modified: Tue Mar 02 12:07:00 2004

P:\Data\LCMSMS6\Masslynx\Fluorocchemicals.PRO\SampleDB\021804AR CG ACSFM

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0335

3M_MNO01538721



Quantify Sample Report Page 12
m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:X.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

[ ] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Lagst modified: Mon Feb 02 07:04:42 2004
Job Code:

. Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-206

" Text:
4: C6 Sulfonate PFHS
r XC022404-5, 500 ng/L Standard 01-Mar-2004 12:42:50
LC/MS/MS #6
021804AR-206 Sm (Mn, 2x3) MRM of 5 Channels ES- |
[ ] 10 8.79 399 > 80|
24645 1.33e5
Area
h' %
[
) L B L B ) L L L S R e 1ime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
Pl XC022404-5, 500 ng/L Standard 01-Mar-2004 12:42:50
LC/MS/MS #6
021804AR-206 Sm (Mn, 2x3) MRM of 5 Channels ES-
v 10 9.17 499 > 99
L 17160 8.98e4
Area
%
o ’
0 | LA LA (AL L L LA I L L L A B N AL SRR N —— T [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
("]
"
[ ]
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO015638722
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Quantify Sample Report Page 13
1l Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

[ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Jdob Code:

(] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-207

L Text:
1: C6 Acid PFHA
o XC022404-6, 1000 ng/L Standard 01-Mar-2004 13:04:43
LC/MS/MS #6
021804AR-207 Sm (Mn, 2x3) MRM of 5 Channels ES-
1 | 100 8.50 313> 269
262457 1.46e6
Area
v %
r-———r——rTr T T Time
] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o XC022404-6, 1000 ng/L Standard 01-Mar-2004 13:04:43
LC/MS/MS #6
021804AR-207 Sm (Mn, 2x3) MRM of 5 Channels ES-
» 100 8.98 413 > 369
[ 279485 1.53e6
Area
%
" °
0 L L L A A L A L == Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-6, 1000 ng/L Standard 01-Mar-2004 13:04:43
i LC/MS/MS #6
021804AR-207 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
- 10926 5.56e4
Area
%
1l
A AL L L e L B L R R B Ry B S B 14
o 2.00 4.00 6.00 8.00 10.00 12.00
i
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538723

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0337



Quantify Sample Report
il Study No.:L1874, Set No.:021804AR,

Page 14
Ext.Date:02/18/04, Analyst:K.Risha

[ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ | Printed: Tue Mar 02 14:05:22 2004
. Name: 021804AR-207
‘. Text:
4: C6 Sulfonate PFHS
i XC022404-6, 1000 ng/L Standard 01-Mar-2004 13:04:43
LC/MS/MS #6
021804AR-207 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ 100 8.79 399 > 80
47959 2.64e5
Area
' %
0 T T T T T LI T T T T 1ime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
d XC022404-6, 1000 ng/L Standard 01-Mar-2004 13:04:43
LC/MS/MS #6
021804AR-207 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 917 499 > 99
L 33473 1.78e5
Area
4 %
0 T T T T T T T T 7 R — Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
bl
il
|
Exygen Research, 3058 Research Drive, State College, PA 16801
i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Sample List:
Last modified: Tue Mar 02 12:07:00 2004

P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0338

3M_MNO01538724



Quantify Sample

Report Page 15

W Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:05:22 2004
" Name: 021804AR-208
' Text:
1: C6 Acid PFHA
"] Methanol Wash 01-Mar-2004 13:26:30
LC/MS/MS #6
021804AR-208 Sm (Mn, 2x3) MRM of 5 Channels ES-
" 100 8.49 313> 269
4987 2.89%e4
Area
] %
M .
. 0 T T T T T [ T T T T 1ime
[ ] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i Methanol Wash 01-Mar-2004 13:26:30
LC/MS/MS #6
021804AR-208 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.97 413 > 369
3396 2.55e4
Area
' . W\//
‘I"""'*I"'I""I""I"'l"‘I""l""l""l""ITimeJ
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
Methanol Wash 01-Mar-2004 13:26:30
- LC/MS/MS #6
021804AR-208 Sm (Mn, 2x3) MRM of 5 Channels ES-
0 10.66 299 > 99
- 662716 gag® 11.65 1.30e3
0.16 0.99 1.66 2.512.82 367 413 5'7\3 6.10 ~ - ’
%
i
T LN B S B S a4 T lvrII'I|\'\w|v"'|"'V|""|"'f‘\Time.‘
Hlll 2.00 4.00 6.00 8.00 10.00 12.00 \
‘M'l
Exygen Research, 3058 Research Drive, State College, PA 16801
‘M“
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538725
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Quantify Sample Report Page 16
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

“ Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-208

In Text:
4: C6 Sulfonate PFHS
[} Methanol Wash 01-Mar-2004 13:26:30
LC/MS/MS #6
021804AR-208 Sm (Mn, 2x3) MRM of 5 Channels ES-
11.76.399 > 80
1
. 0 10.84 3.92e3
i
A L o B e A ey s s e B e s B 111
| 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" Methanol Wash 01-Mar-2004 13:26:30
LC/MS/MS #6
021804AR-208 Sm (Mn, 2x3) MRM of 5§ Channels ES-
0.16 499 > 99
L 020 1030 R0 1.08e3
8917 068
8.04 .
%l 062 126 215 378 207%%° 548 910 757
h||‘
T T T T T T T T T T ] |{me
- 2.00 4.00 6.00 8.00 10.00 12.00
-l
™
i
']
Exygen Research, 3058 Research Drive, State College, PA 16801
-
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1937.0340



Quantify Sample Report
¥ Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst

:K.Risha

Page 17

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Lagst modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-209

ik Text:
1: C6 Acid PFHA
i 0106020 Control 01-Mar-2004 13:48:10
LC/MS/MS #6
021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.48 313> 269
7288 4.68e4
Area
i %
] O T e e T e e T T T T ———————————— Time
[ 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
r 0106020 Control 01-Mar-2004 13:48:10
LC/MS/MS #6
021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES-
. 100 8.96 413 > 369
i 3784 2.44e4
Area
il % A A
A LI AL A BN A SR ML AL T T T T T T —— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
0106020 Control 01-Mar-2004 13:48:10
- LC/MS/MS #6
021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 0.31 10.99  299>99
- 8.77 " 10.68 1.37e3
%
ol
— T [ime
i 10.00 12.00
T |
Exygen Research, 3058 Research Drive, State College, PA 16801
i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Quantify Sample Report Page 18
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
"} Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
‘\' Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-209
" Text:
4: C6 Sulfonate PFHS
il 0106020 Control 01-Mar-2004 13:48:10
LC/MS/MS #6
021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES-
i " 1211.35 399> 80
: 3.68e3
'
T T T T e [ime
[} 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
d 0106020 Control 01-Mar-2004 13:48:10
LC/MS/MS #6
021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES-
10.68 11 .33 499 > 99
i 1007 6. 120,62 10.39 1.07e3
y 0.951.45 ZW 8.04 848
, ()
[ -
0 T T T T T T [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-l
L]
il
[
Mli
Exygen Research, 3058 Research Drive, State College, PA 16801
ol
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538728

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0342



Quantify Sample Report
ol Study No.:L1874, Set No.:021804AR,

Sample List:
Last modified:

bPage 19
Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Mon Feb 02 07:04:42 2004

] Method:
Last modified:
Job Code:

il Printed:

Tue Mar 02 14:05:22 2004

l— Name: 021804AR-210
I Text:s

1l: C6 Acid PFHA

il 0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55
LC/MS/MS #6
021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.48 313 > 269
19747 1.14e5
Area
il %
_ O L L L L LA R LA LA SR ‘Ti¥iﬁhTTiT\iT"nB
il 2.00 4.00 6.00 8.00 10.00 12.00
2: CB Acid PFOA
il 0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55
LC/MS/MS #6
021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.98 413 > 369
“‘ 19267 1.0965
Area
%
il °
0= R N L T L R B L L L LN RN B — Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55
- LC/MS/MS #6
021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- 3.15e3
Area
%
el
LI —— T T T T ) Time
" 2.00 4.00 6.00 8.00 10.00 12.00
[}
Exygen Research, 3058 Research Drive, State College, PA 16801
o

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 20
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

"} Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

“ Printed: Tue Mar 02 14:05:22 2004

' Name: 021804AR-210
' Text:

4: C6 Sulfonate PFHS

i 0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55
LC/MS/MS #6
021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES-
', 10 8.77 399 > 80
1963 1.20e4
Area
i %
-/g,,JAvN/\\
T e T T e ) 1iMe
¥ 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i 0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55
LC/MS/MS #6
021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES-
. 10 9.15 499 > 99
i 1468 7.93e3
Area
' %
[ ’
O T e ] Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
o
"]
il
i
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538730
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Quantify Sample Report Page 21
- Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

7] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-211

ik Text:
1: C6 Acid PFHA
I 0106020 Spk B, 500 ng/L 01-Mar-2004 14:31:43
LC/MS/MS #6
021804AR-211 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.50 313 > 269
156560 8.65e5
Area
0,
o %
; r--———————T——T7 T T T T T P _[ime
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i 0106020 Spk B, 500 ng/L 01-Mar-2004 14:31:43
LC/MS/MS #6
021804AR-211 Sm (Mn, 2x3) MRM of 5 Channels ES-
. 10 8.98 413 > 369
L 150798 8.39e5
Area
) %
il ’
0 LN A L A L A LA L B L A A B N I A B = Time
- 2.00 4.00 6.00 8.0 10.00 12.00
3: C4 Sulfonate PFBS
0106020 Spk B, 500 ng/L 01-Mar-2004 14:31:43
- LC/MS/MS #6
021804AR-211 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299> 99
el 6182 3.35e4
Area
%
L]
0""*"'\""]""!"'""I""I'T“T""l""I""|""1Time
i 2.00 4.00 6.00 8.00 10.00 12.00 !
|
i
Exygen Research, 3058 Research Drive, State College, PA 16801
M“
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538731
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Quantify Sample Report Page 22
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

I Name: 021804AR-211

I Text:

4: C6 Sulfonate PFHS

il 0106020 Spk B, 500 ng/L 01-Mar-2004 14:31:43
LC/MS/MS #6
021804AR-211 Sm (Mn, 2x3) MRM of 5 Channels ES-
W 10 8.79 399 > 80
21785 1.17e5
Area
] %
D 0 B K L B B B A = ]iMhe
il 2.00 4.00 6.00 8.00 10.00 12.00
5; C8 Sulfonate PFOS
" 0106020 Spk B, 500 ng/L 01-Mar-2004 14:31:43
LC/MS/MS #6
021804AR-211 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.17 499 > 99
ﬂ| 14546 7.75e4
Area
%
d °
0~ LA S L L R AL A R R A AL L B N = TiMme
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
Wl
]
']
Exygen Research, 3058 Research Drive, State College, PA 16801
i
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il
Quantify Sample Report Page 23
wd Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
i Name: 021804AR-212
i Text:
1: C6 Acid PFHA
il L1874-1 Spk C, 10000 ng/L, DF=1000 01-Mar-2004 14:53:29
LC/MS/MS #6
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 10 8.48 313 > 269
11633 5.81e4
Area
i %
Aj/\”\'-—\’\,\
; S e e L B B S I B R A a e m s m e B 1111
ill 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-1 Spk C, 10000 ng/L, DF=1000 01-Mar-2004 14:53:29
LC/MS/MS #6
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 10 8.96 413 > 369
L 58403 3.05€5
Area
, o
il °
LGﬂ""11"'1""w""|'*"l'*'w"" T T e 1ime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-1 Spk C, 10000 ng/L, DF=1000 01-Mar-2004 14:53:29
- LC/MS/MS #6
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 CancelO
™ 460 2.60e3
Area
%o
il L\A/\/M__/J /*'/\‘\/\ i
0 e e ———— Time
M 2.00 4.00 6.00 8.00 10.00 12.00
(|
Exygen Research, 3058 Research Drive, State College, PA 16801
<l
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Quantify Sample Report Page 24
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-212

L Text:
4: C6 Sulfonate PFHS
"] L1874-1 Spk C, 10000 ng/L, DF=1000 01-Mar-2004 14:53:29
LC/MS/MS #6
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES-
98 > 80
1
‘m 00 3.22¢3
Area
[ %
LA A B L L L L B I T T T T T T o [ime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" L1874-1 Spk C, 10000 ng/L, DF=1000 01-Mar-2004 14:53:29
LC/MS/MS #6
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘ 1637 8.01e3
Area
" %
[ | ’
0-- T T T [T T o 1ime
a“ 2.00 4.00 6.00 8.00 10.00 12.00
]
-l
[ ]
o
[
Exygen Research, 3058 Research Drive, State College, PA 16801
ol
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538734
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Quantify Sample Report Page 25
al Study No.:L1.874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ | Printed: Tue Mar 02 14:05:22 2004

. Name: 021804AR-213
Text:

1: Cé6 Acid PFHA

[ ] L1874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10
LC/MS/MS #6
021804AR-213 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.48 313 > 269
05428 4.27e5
Area
i %
0""""""""I""""T""I""I'—T-"'[""I""I""ITime
[] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10
LC/MS/MS #6
021804AR-213 Sm (Mn, 2x3) MRM of 5 Channels ES-
0 8.96 413 > 369
il 485292 2 5006
Area
OD
il %
0 T T T ] L O A A A A R T ime
- 2.00 4.0 6.00 8.00 10.00 12.

3: C4 Sulfonate PFBS

L1874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10
- LC/MS/MS #6
021804AR-213 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
- 4106 1.77¢4
Area
%
ol
0= T T T e T T [ime
d [ 2.00 4.00 6.00 8.00 10.00 12.00
i
Exygen Research, 3058 Research Drive, State College, PA 16801
[}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538735
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Quantify Sample Report Page 26
wl Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.FRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

] Printed: Tue Mar 02 14:05:22 2004

_ Name: 021804AR-213
' Toxt:

4: C6 Sulfonate PFHS

| L1874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10
LC/MS/MS #6
021804AR-213 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 8.77 399 > 80
5212 2.69e4
Area
(] %
. """"\""'"‘\“'TI""I""|'"'I‘"'l“"l""l""ITime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
Il L1874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10
LC/MS/MS #6
021804AR-213 Sm (Mn, 2x3) MRM of 5 Channels ES~
i 10 9.15 499 > 99
' 14840 75404
Area
" %
i ’
O T T T T T e T T T T T T S e ime
- 2.00 4.00 6.00 8.00 10.00 12.00
™~
-
=
[ |
8
Exygen Research, 3058 Research Drive, State College, PA 16801
[}
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il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1874, Set No.:021804AR,

Sample List:

Method:

Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Printed: Tue Mar 02 14:05:22 2004

Page 27

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Name: 021804AR-214
Toxt:

1: Cé6 Acid PFHA

L1874-5 Spk D, 10000 ng/L, DF=100

01-Mar-2004 15:36:48

LC/MS/MS #6

021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.48 313 > 269
43462 2.04e5

Area

%
0-= T T T L L e e B e e e A e B 10
2.00 4.00 6.00 8.00 10.00 12.00

2: C8 Acid PFOA

L1874-5 Spk D, 10000 ng/L, DF=100

01-Mar-2004 15:36:48

100

%

LC/MS/MS #6

021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
38268 2.20e5

Area

%
O L R e o [ B B T T T T T ]ime
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS

L1874-5 Spk D, 10000 ng/L, DF=100 01-Mar-2004 15:36:48
LC/MS/MS #6

021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES-
8.13 299 > 99

7.31e3
Area

— T ———— 7 [iMhe

6.00 800  10.00 12.00

Exygen Research, 3058 Research Drive,

State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0351
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Quantify Sample Report Page 28
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
W Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
Il Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-214
U Text:

4: C6 Sulfonate PFHS

il L1874-5 Spk D, 10000 ng/L, DF=100 01-Mar-2004 15:36:48
LC/MS/MS #6
021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 10 8.76 399 > 80
4268 2.30e4
Area
'} %
L L B B B e g S B B S N R R B '-';Terﬁ]T"ne
[] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-5 Spk D, 10000 ng/L, DF=100 01-Mar-2004 15:36:48
LC/MS/MS #6
021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.17 499 > 99
I 2555 1.44e4
Area
. %
il °
O‘L""I""T""I""l""l""l'"'I'"'1""I""ITf"I""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
E_J
Il
"]
[’
Exygen Research, 3058 Research Drive, State College, PA 16801
)
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Quantify Sample Report

Page 29

Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

Method: P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\MethDB\CotGrove NPDES 012104

Last modified: Mon Feb 02 07:04:42 2004
Job Code:
Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-215
Text:

1: Cé Acid PFHA

L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33
LC/MS/MS #6
021804AR-215 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.48 313 > 269
107962 4.90e5
Area
%
0= T T T R 1 T T e 1ime
2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33
LC/MS/MS #6
021804AR-215 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.96 413 > 369
56651 3.01e5
Area
%
0 L L R B L I 1 11 T T T e Time
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33
LC/MS/MS #6
021804AR-215 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
] 8923 3.48e4
] Area
%]
04' T T T T 17 T T e ] ime
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0353
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Quantify Sample Report Page 30
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.FPRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-215

Wi Text:
4: C6 Sulfonate PFHS
il L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33
LC/MS/MS #6
021804AR-215 Sm (Mn, 2x3) MRM of 5 Channels ES-
|| 100 8.77 399 > 80
4841 2.51e4
Area
i %
N\
T T T T e e T e T e T e e e T T 1ime
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
I L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33
LC/MS/MS #6
021804AR-215 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100~ 9.15 499 > 99
‘ ] 3775 2.04e4
] Area
'
0 T G T N B e e e e e e B 1311
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
o
il
il
Exygen Research, 3058 Research Drive, State College, PA 16801
ol
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538740

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 31
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

I Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

”l Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-216

i Text:
1: C6 Acid PFHA
il L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19]
LC/MS/MS #6
021804AR-216 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.48 313 > 269
44006 2.15e5
Area
it %
O N B S e L O B B e B S e i s B 411
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFoOA
il L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19
LC/MS/MS #6
021804AR-216 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.98 413 > 369
i 39039 2 1165
Area
%
' °
O T T T e T T L T T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19
- LC/MS/MS #6
021804AR-216 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.14 299 > 99
- 1499 7.01e3
Area
%
'l
O-——r T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
<l
M“
Exygen Research, 3058 Research Drive, State College, PA 16801
I |
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538741

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 32
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

M Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-216

uﬂ Text:
4: C6 Sulfonate PFHS
i L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19
LC/MS/MS #6)
021804AR-216 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.77 399 > 80
3740 2.18e4
Area
[+)
il Yo
L NS B e o e L B L B R St S i S 'I"TTT\IT"ne
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19
LC/MS/MS #6
021804AR-216 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.18 499 > 99
L 2526 1.33e4
Area
%
1 ’
0= T T T T T e e T e e T 1ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
ol
il
[l ]
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNQ1538742

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0356
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1l874, Set No.:0218042AR,

Sample List:
Last modified: Tue Mar 02 12:07:00 2004
Method:
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Printed: Tue Mar 02 14:05:22 2004

Page 33

Ext.Date:02/18/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Name: 021804AR-217
Text:

1: C6 Acid PFHA

L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13
LC/MS/MS #6
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.48 313 > 269
69630 3.31e5
Area
%
0= T T UL T T = T [ime
2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13
LC/MS/MS #6
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413> 369
78828 4.21e5
Area
%
- T T T T T == Time
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13
LC/MS/MS #6
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
16874 5.91e4
Area
%
0= T B T 1 T T T T T T [ime
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0357

3M_MNO01538743



Quantify Sample Report Page 34
ik Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

[ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

i Name: 021804AR-217
Text:

4: C6 Sulfonate PFHS

ol L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13
LC/MS/MS #6
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.77 399 > 80
6475 3.54e4
Area
[ %
, T e T o Time
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13
LC/MS/MS #6
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 9.17 499 > 99
* 5539 2.93¢4
Area
0,
il *
0= T S A B e e 1 I S e S S e w101
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
L]
[
]
Exygen Research, 3058 Research Drive, State College, PA 16801
(1}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538744
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Quantify Sample Report Page 35
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

| Printed: Tue Mar 02 14:05:22 2004

| Name: 021804AR-218
| Taxt:

1l: C6 Acid PFHA

ol XC022404-1, 25 ng/L. Standard 01-Mar-2004 17:03:59
LC/MS/MS #6
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 100 8.48 313 > 269
9490 4.90e4
Area
[] %
O T T T e e e e T e Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il XC022404-1, 25 ng/L Standard 01-Mar-2004 17:03:59
LC/MS/MS #6
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.98 413 > 369
al 10218 6.40e4
Area
%
I} °
I"’I""l""\""l""l""I""I'"'I""l""l""lTime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-1, 25 ng/L Standard 01-Mar-2004 17:03:59
- LC/MS/MS #6
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 299 > 99
- Oj 1.56e3
Area
Ik
— . . — e —————— Time
il 4.0 6.00 8.00 10.00 12.00
i
Exygen Research, 3058 Research Drive, State College, PA 16801
" §
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538745

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 36
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG@ ACSFM
) Last modified: Tue Mar 02 12:07:00 2004
o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-218
L Text:

4: C6 Sulfonate PFHS

il XC022404-1, 25 ng/L Standard 01-Mar-2004 17:03:59
LC/MS/MS #6
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.77 399 > 80
950 5.82e3
Area
i % N/J\NN\
-7 T [iMe
b 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i XC022404-1, 25 ng/L Standard 01-Mar-2004 17:03:59
LC/MS/MS #6
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.16 499 > 99
i 783 4.75€3
Area
]
"‘Ir"'l""\""""l”"l""I""I""lTime
i 4.00 6.00 8.00 10.00 12.00
Il
of
L)
|
il
Exygen Research, 3058 Research Drive, State Ccllege, PA 16801
]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538746
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Quantify Sample Report
W Study No.:L1874, Set No.:021804AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Page 37

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

(] Printed: Tue Mar 02 14:05:22 2004

HI Name: 021804AR-219

Text:

1: C6 Acid PFHA

il L1874-1, DF=1000 01-Mar-2004 17:25:38
LC/MS/MS #6
021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.48 313 > 269
16777 7.91ed
Area
W %
— T TN
- 1 T T T T T ~—T T |]ime
ik 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-1, DF=1000 01-Mar-2004 17:25:38
LC/MS/MS #6
021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
W 82611 4.37e5
Area
%
il °
0 L L L L T A AL AL L | T T T T T e Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-1, DF=1000 01-Mar-2004 17:25:38
- LC/MS/MS #6
021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- 2.78e3
Area
%
“
0 T T T T T T L L A L S R AL B I T Time
" 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
1"

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0361
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Quantify Sample Report Page 38
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, ZAnalyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

| Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-219
L Text:

4: Cé6 Sulfonate PFHS

u L1874-1, DF=1000 01-Mar-2004 17:25:38
LC/MS/MS #6
021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 10 399 > 80
8.77 3.83e3
285 Area
“ 0/0
0""[""[""""!""j"']“"l""]""""I""l""lTime
[} 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" L1874-1, DF=1000 01-Mar-2004 17:25:38
LC/MS/MS #6
021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.17 499 > 99
L 1676 9.54e3
Area
%
il °
-7 T T  Time
- 2.0 4.00 6.00 8.00 10.00 12.00
L]
-l
-
]
i
Exygen Research, 3058 Research Drive, State College, PA 16801
il
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538748
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Quantify Sample Report
” Study No.:L1874, Set No.:021804AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Page 39

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

] Printed: Tue Mar 02 14:05:22 2004

hﬂ Name: 021804AR-220

Taxt:

l: C6 Acid PFHA

Wl L1874-1 Rep, DF=1000 01-Mar-2004 17:47:24
LC/MS/MS #6
021804AR-220 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.48 313 > 269
14822 7.09e4
Area
u %
N
O B 17 T T T T ——————————————] [ime
[ 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
l L1874-1 Rep, DF=1000 01-Mar-2004 17:47:24
LC/MS/MS #6
021804AR-220 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.8 413 > 369
l 83304 4.45eb
Area
l)/
[ ] °
0= T 1T L LA A A A N L L B A e [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFRBS
L1874-1 Rep, DF=1000 01-Mar-2004 17:47:24
- LC/MS/MS #6
021804AR-220 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
e 558 3.25e3
Area
%
1\;4
T T i T T T 1 " e Time
P 2.00 4.00 6.00 8.00 10.00 12.00
"
Exygen Research, 3058 Research Drive, State College, PA 16801
n

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0363
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Quantify Sample Report Page 40

h Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

o Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-220

i Text :

4: C6é Sulfonate PFHS

dl L1874-1 Rep, DF=1000 01-Mar-2004 17:47:24
LC/MS/MS #6
021804AR-220 Sm (Mn, 2x3) MRM of 6 Channels ES-
(] 100 8.79 399 > 80
2.97e3
Area
[ %
T T T T T T T T T T T T T T T e Time
'} 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
r L1874-1 Rep, DF=1000 01-Mar-2004 17:47:24|
‘ LC/MS/MS #6
021804AR-220 Sm (Mn, 2x3) MRM of 5 Channels ES-
ﬂ 100 9.17 499 > 99
1565 8.54e3
Area
%
i ’
T T T T T T T e e | ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
i
b
[ |
[ |
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538750
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Quantify Sample Report Page 41

" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

‘ Lagst modified: Tue Mar 02 12:07:00 2004

" Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

IW Printed: Tue Mar 02 14:05:22 2004

M Name: 021804AR-221
Text:

1l: C6 Acid PFHA

il L1874-2, DF=1000 01-Mar-2004 18:09:04,
LC/MS/MS #6
021804AR-221 Sm (Mn, 2x3) MRM of 6 Channels ES-
|l 10 8.48 313 > 269
14422 7.06e4
Area
[+
il %
e "
L S B B i B s e o et e B 141
Il ] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
" L1874-2, DF=1000 01-Mar-2004 18:09:04
LC/MS/MS #6
021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.98 413 > 369
il 79997 4.95e5
Area
%
|
O I U5 e s S e P e B R B UV e W 11
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-2, DF=1000 01-Mar-2004 18:09:04
- LC/MS/MS #6
021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
- 828 4.19e3
Area
%
Il ~
0‘ """""I""l""l""l'"'I“"I""l""l""lTime
d 2.00 4.00 6.00 8.00 10.00 12.00
]
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538751

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0365



ik

Quantify Sample Report Page 42
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

A Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDBE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

'] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-221
‘. Text:

4: C6 Sulfonate PFHS

d L1874-2, DF=1000 01-Mar-2004 18:09:04
LC/MS/MS #6
021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES-
a 10 399 > 80
: 8.79 4.40e3
. 582 Area
i °
5 L L L L e s e e e O 90
"] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-2, DF=1000 01-Mar-2004 18:09:04
LC/MS/MS #6
021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 10 9.17 499 > 99
'] 1715 9.34e3
Area
%
(]
I"‘I""""l""l""1""""I""!""I""I""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
]
il
("
i
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538752
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Quantify Sample Report Page 43
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-222
il Text:
1: C6 Acid PFHA
illl L1874-1, DF=100 01-Mar-2004 18:30:41
LC/MS/MS #6
021804AR-222 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 10 8.48 313> 269
‘ 140040 6.54e5
Area
d %
r--———rrrrrrrr—rroT T T T T T T T e 1ime
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFCA
F L1874-1, DF=100 01-Mar-2004 18:30:41
LC/MS/MS #6
021804AR-222 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
1 861773 4.60e6
Area
%
[
0""[""!""""\""""i""l""!"' "'1""1""|Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-1, DF=100 01-Mar-2004 18:30:41
- LC/MS/MS #6
021804AR-222 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
- 9129 3.17¢e4
Area
%
i
0= T T T T e e T T T T [ T o e [1Me
P 2.00 4.00 6.00 8.00 10.00 12.00
'
Exygen Research, 3058 Research Drive, State College, PA 16801
"}

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0367
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Quantify Sample Report Page 44
ll Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Lagst modified: Tue Mar 02 12:07:00 2004

7] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDBE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

. Name: 021804AR-222
' Text:

4: C6 Sulfonate PFHS

i 1.1874-1, DF=100 01-Mar-2004 18:30:41
LC/MS/MS #6
021804AR-222 Sm (Mn, 2x3) MRM of § Channels ES-
| 10 8.79 399 > 80
3896 2.25e4
Area
0,
i %
. O s T B e B e e B e e B B S s B 1415
(] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-1, DF=100 01-Mar-2004 18:30:41
LC/MS/MS #6
021804AR-222 Sm (Mn, 2x3) MRM of 5 Channels ES-
, 100 9.17 499 > 99
] 19182 9.90e4
Area
» %
[ |
-7t Jime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-l
E ]
[ |
|
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538754

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0368



Quantify Sample Report Page 45
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

7] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-223
4 Taxt:

1l: Cé6 Acid PFHA

" L1874-1 Rep, DF=100 01-Mar-2004 18:52:24
LC/MS/MS #6
021804AR-223 Sm (Mn, 2x3) MRM of 6§ Channels ES-
" 100 8.48 313 > 269
‘ q 124683 5.53e5
Area
0,
(| %
G'1r'l""l""“"\""""I""''"'I"—_’—'__‘I"“l""""I.rirne
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-1 Rep, DF=100 01-Mar-2004 18:52:24
LC/MS/MS #6
021804AR-223 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
i 795457 4.14e6
Area
%
]
0 L L L L L B L I AL L AL 7 Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-1 Rep, DF=100 01-Mar-2004 18:52:24
- LC/MS/MS #6
021804AR-223 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
- 7920 3.02e4
Area
%
]
0= T T T e e e e e e e 1 Ime
\III 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538755

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0369



Quantify Sample Report Page 46
" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

'l Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-223

g Text:
4: Cé6 Sulfonate PFHS
l L1874-1 Rep, DF=100 01-Mar-2004 18:52:24
: LC/MS/MS #6
021804AR-223 Sm (Mn, 2x3) MRM of 5 Channels ES-
|' 10 8.79 399 >80
3426 1.90e4
Area
0,
] A
i B e e e e e e e B A e s e B I 11157
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
N L1874-1 Rep, DF=100 01-Mar-2004 18:52:24
LC/MS/MS #6
021804AR-223 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 9.17 499 > 99
L 18063 9.26e4
Area
%
il g
0 T L A L L L (L AL LB B LB IS AL ——T————r—— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
i
-
l
il
"
Exygen Research, 3058 Research Drive, State College, PA 16801
]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538756

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0370



Quantify Sample Report
| Study No.:L1874, Set No.:0218042AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Page 47

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

IM Name: 021804AR-224

Text:

1: C6 Acid PFHA

) L1874-2, DF=100 01-Mar-2004 19:14:11
LC/MS/MS #6
021804AR-224 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 10 8.48 313 > 269
119813 5.13e5
Area
i %
0= T T T 1 T T T T e e e e 1ime
Wl 2.00 4,00 6.00 8.00 10.00 12.00
2: CB Acid PFOA
il L1874-2, DF=100 01-Mar-2004 19:14:11
LC/MS/MS #6
021804AR-224 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 100 8.98 413 > 369
! 723536 3.71e6
Area
%
I °
0 LA LU R L L L I AL LA I AL A L R L I "'I""l""lTime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBES
L1874-2, DF=100 01-Mar-2004 19:14:11
ol LC/MS/MS #6
021804AR-224 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 200 > 99
- 7052 2.69¢e4
Area
%
¥ ]
0— T T T T T T AN T 7 LS B B 3 Time
" 2.00 4.00 6.00 8.00 10.00 12.00
WM
Exygen Research, 3058 Research Drive, State College, PA 16801
"

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0371

3M_MNO01538757




Quantify Sample Report Page 48
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ll Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

' Name: 021804AR-224

I Text:

4: Cé Sulfonate PFHS

il L1874-2, DF=100 01-Mar-2004 19:14:11
LC/MS/MS #6
021804AR-224 Sm (Mn, 2x3) MRM of § Channels ES-
‘,‘ 10 8.79 399 > 80
3108 1.71e4
Area
il %
‘/__/\/\*
L S e e e e e e e e U e o o o e e e B I 11
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-2, DF=100 01-Mar-2004 19:14:11
LC/MS/MS #6
021804AR-224 Sm (Mn, 2x3) MRM of 5 Channels ES-
l 10 9.17 499 > 99
‘ 14576 7.37e4
Area
' %
T °
O-Hr T T T T T e T =y Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-l
-l
wl
ul
'li
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538758

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0372



il

Quantify Sample Report Page 49

s} Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

l Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-225

l Text:
1: C6 Acid PFHA
4 [L18741, DF=10 01-Mar-2004 19:35:56
LC/MS/MS #6
021804AR-225 Sm (Mn, 2x3) MRM of § Channels ES-
i 100 8.48 313 > 269
1033206 5.00e6
Area
0,
[ %
G%' Tt T Tt e e et 1 Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-1, DF=10 01-Mar-2004 19:35:56)
LC/MS/MS #6
021804AR-225 Sm (Mn, 2x3) MRM of 5 Channels ES-
, 100 8.98 413 > 369
i 6495789 3.46e7
Area
%
il ’
0' U A L N L A L L ""l""|""l-rime
- 2.00 4.00 6.0 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-1, DF=10 01-Mar-2004 19:35:56
- LC/MS/MS #6
021804AR-225 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
- 77736 2.83e5
Area
%
]
0 S L R D B e S B me e e B 11T
I 2.00 4.00 6.00 8.00 10.00 12.00
i
1l
Exygen Research, 3058 Research Drive, State College, PA 16801
]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538759

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0373



Quantify Sample Report
o Study No.:L1874, Set No.:021804AR,

Page 50
Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

o] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

'] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-225
I Text:

4: Cé6 Sulfonate PFHS
" L1874-1, DF=10 01-Mar-2004 19:35:56
LC/MS/MS #6
021804AR-225 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.79 399 > 80
31174 1.71e5
Area
Il %
G““I""l"r‘"“I""""I"""“\"‘ "\""!""1Time
[ 2.00 4.00 6.00 8.00 10.00 12.00

5: C8 Sulfonate PFOS
I L1874-1, DF=10

01-Mar-2004 19:35:56)

LC/MS/MS #6
021804AR-225 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.17 499 > 99
L ? 162579 7.64¢5
‘ Area
‘ %
[ ° jL
= T T T T T T T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
ol
w
-l
[}
Exygen Research, 3058 Research Drive, State College, PA 16801
Wil

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01538760

1937.0374



Quantify Sample Report Page 51
Il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

u Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-226

i Text:
1: C6 Acid PFHA
I} L1874-1 Rep, DF=10 01-Mar-2004 19:57:43,
LC/MS/MS #6
021804AR-226 Sm (Mn, 2x3) MRM of 5 Channels ES-
3| 10 8.48 313> 269
1014366 4.94e6
Area
[ %
S L L N L L T Time
) 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
T L1874-1 Rep, DF=10 01-Mar-2004 19:57:43
LC/MS/MS #6
021804AR-226 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 8.98 413 > 369
! 6209222 3.28e7
Area
%
i g
0= LA N AL LA AN A N AL I A RN SN AL ——————————— Time
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

L1874-1 Rep, DF=10 01-Mar-2004 19:57:43
- LC/MS/MS #6
021804AR-226 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
o 76627 2.95e5
Area
%
wl
r-———r—rrr— 7 T T T T T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
]
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538761

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0375



Quantify Sample Report Page 52
™ Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

“ Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-226

“" Text:
4: C6 Sulfonate PFHS
" L1874-1 Rep, DF=10 01-Mar-2004 19:57:43
LC/MS/MS #6
021804AR-226 Sm (Mn, 2x3) MRM of § Channels ES-
ol 10 8.79 399> 80
31180 1.69e5
Area
Wi %
G""""\""""!“"""\""l"“l" ""I""I""ITime
il 2.00 4.00 6.00 8.00 10.00 12.00
5: CB Sulfonate PFOS
i L1874-1 Rep, DF=10 01-Mar-2004 19:57:43
LC/MS/MS #6
021804AR-226 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 10 9.17 499 > 99
150296 7.48e5
Area
%
i °
0 LN L R A B A LA AL A RSN A E AL AL L ) B L B LA T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
E
wll
]
HM
ol
Exygen Research, 3058 Research Drive, State College, PA 16801
[}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538762

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0376
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Quantify Sample Report Page 53
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
4 Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
| Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-227
‘ “I Text:
1: Cé6 Acid PFHA
il L1874-2, DF=10 01-Mar-2004 20:19:24
LC/MS/MS #6
021804AR-227 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.50 313 > 269
1042865 5.02e6
Area
il %
- T M Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
¥ L1874-2, DF=10 01-Mar-2004 20:19:24]
LC/MS/MS #6
021804AR-227 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
4 6243043 3.30e7
Area
%
i ’
r--—¥r———r—r T [ime
- 2.00 4.00 5.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
‘ L1874-2, DF=10 01-Mar-2004 20:19:24
- LC/MS/MS #6
021804AR-227 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299> 99
™ 2.91e5
Area
%
o
\ 0— T T L T T ——— Time
P | 2.00 4.00 6.00 10.00 12.00
[
Exygen Research, 3058 Research Drive, State College, PA 16801
W
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538763

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0377



Quantify Sample Report Page 54
) Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004
ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-227

Hii Text:
4: C6 Sulfonate PFHS
il L1874-2, DF=10 01-Mar-2004 20:19:24{
LC/MS/MS #6
021804AR-227 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 100, 8.79 399 > 80
32887 1.77e5
4
Area
il %
T T 1ime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i L1874-2, DF=10 01-Mar-2004 20:19:24]
LC/MS/MS #6
021804AR-227 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 9.17 499 > 99
126270 6.23e5
Area
%
11\' °
T T T T T T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
wi
-
lf“
il
(]
Exygen Research, 3058 Research Drive, State College, PA 16801
"}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538764

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0378



Quantify Sample Report Page 55
W Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

dl Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-228
i Taxt:

1l: C6 Acid PFHA

il L1874-3, DF=1000 01-Mar-2004 20:41:16
LC/MS/MS #6
021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES-
l 10 8.48 313 > 269
16853 7.50e4
Area
) %
: L i L L L L L L L L | 7'l‘r‘TI"“ITime
I 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i L1874-3, DF=1000 01-Mar-2004 20:41:16
LC/MS/MS #6
021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES-
} 100 8.98 413 > 369
| 81974 4.32e5
Area
%
il °
I o S B e o o e e e sy WL 42
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate DPFBS
L1874-3, DF=1000 01-Mar-2004 20:41:16
- LC/MS/MS #6
021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 299 > 99
- 987 4.28e3
Area
%
-
O""I""l""""!""""I""I""l""l""\""I"“ITime
d 2.00 4.00 6.00 8.00 10.00 12.00
[
Exygen Research, 3058 Research Drive, State College, PA 16801
ik
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538765

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0379



Quantify Sample Report Page 56
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

« Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-228

1k Taxt:
4: C6 Sulfonate PFHS
i L1874-3, DF=1000 01-Mar-2004 20:41:16
LC/MS/MS #6
021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES-
uull 100 8.79 399 > 80
684 4.36e3
Area
il %
e e e . S e e e e B e s ) 8 B B 1191
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
f L1874-3, DF=1000 01-Mar-2004 20:41:16
LC/MS/MS #6
021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
| 1869 1.02e4
Area
; %
wll
T e T —— [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-i
ol
il
il
il
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538766

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0380



Quantify Sample Report Page 57

- Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

Al Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

L) Printed: Tue Mar 02 14:05:22 2004

A Name: 021804AR-229

Text:

1: C6 Acid PFHA

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0381

I L1874-3, DF=100 01-Mar-2004 21:03:02
LC/MS/MS #6
021804AR-229 Sm (Mn, 2x3) MRM of 5 Channels ES-
ol 100 8.48 313> 269
144063 6.57¢e5
Area
" %
0T LA LA R L RSN B I N AL B —— Time
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-3, DF=100 01-Mar-2004 21:03:02
LC/MS/MS #6
021804AR-229 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.98 413 > 369
709181 3.76e6
Area
0
[ t
T T T T {ime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-3, DF=100 01-Mar-2004 21:03:02
- LC/MS/MS #6
021804AR-229 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
- 9092 3.59¢4
Area
%
ak
0= T T T Trr ] T e e [ime
o 2.00 4.00 6.00 8.00 10.00 12.00
[ ]
Exygen Research, 3058 Research Drive, State College, PA 16801
a

3M_MNO01538767




Quantify Sample Report
-, Study No.:L1874, Set No.:021804AR,

Sample List:
Last modified:

il Method:
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

L Printed: Tue Mar 02 14:05:22 2004

Page 58

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

I Name: 021804AR-229
| Text:

4: Cé Sulfonate PFHS
i L1874-3, DF=100 01-Mar-2004 21:03:02
LC/MS/MS #6
021804AR-229 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.79 399 > 80
7851 4.43e4
Area
0 %
0= T T LN T T T ] —— Time
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
¥ L1874-3, DF=100 01-Mar-2004 21:03:02
LC/MS/MS #6
021804AR-229 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.17 499 > 99
‘ 7.55e4
Area
%
[ °
0 T LA I T L LA T T T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
#
MM
T
Exygen Research, 3058 Research Drive, State College, PA 16801
]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0382

3M_MNO01538768



Quantify Sample Report Page 59

W Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSM36\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
) Last modified: Tue Mar 02 12:07:00 2004
| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
L) Printed: Tue Mar 02 14:05:22 2004
M Name: 021804AR-230
Text:

1l: C6 Acid PFHA

[ L1874-4, DF=1000 01-Mar-2004 21:24:51
LC/MS/MS #6
021804AR-230 Sm (Mn, 2x3) MRM of § Channels ES-
il 10 8.50 313 > 269
43625 1.94e5
Area
il %
" O N L R e e e e B e e i B 1
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-4, DF=1000 01-Mar-2004 21:24:51
LC/MS/MS #6
021804AR-230 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.98 413 > 369
: 107195 5.60e5
Area
%
M °
O T T e e e [IMe
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFRBS
L1874-4, DF=1000 01-Mar-2004 21:24:51
= LC/MS/MS #6
021804AR-230 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 299 > 99
- 2914 1.15e4
Area
%
“
0’ T "I""l""l""""I""'"'l""l""!"“I""ITime
w 2.00 4.00 6.00 8.00 10.00 12.00
|
Exygen Research, 3058 Research Drive, State College, PA 16801
"
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538769

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0383



Quantify Sample Report Page 60
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CGE ACSFM
Last modified: Tue Mar 02 12:07:00 2004

] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicala.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

n Printed: Tue Mar 02 14:05:22 2004

|“ Name: 021804AR-230
Text:

4: C6é Sulfonate PFHS

il L1874-4, DF=1000 01-Mar-2004 21:24:51
LC/MS/MS #6
021804AR-230 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.79 399 > 80
5292 2.95¢e4
Area
P
) DL L L DL A S [ R B B B B A B B It B B R B B ""|""|""|""|"_'/'\1Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
™ L1874-4, DF=1000 01-Mar-2004 21:24:51
LC/MS/MS #6
021804AR-230 Sm (Mn, 2x3) MRM of 5 Channels ES-
" 100 9.17 499 > 99
W 4695 2.50e4
Area
%
' °
0-== T B N0 U s e A B s e e B 412
- 2.00 4.00 6.00 8.00 10.00 12.00
-l
[}
il
ol
ik
Exygen Research, 3058 Research Drive, State College, PA 16801
T
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538770

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0384



Quantify Sample Report Page 61
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

- Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

l Printed: Tue Mar 02 14:05:22 2004

Ml Name: 021804AR-231

‘ Text:

1: C6 Acid PFHA

[} XC022404-2, 50 ng/L Standard 01-Mar-2004 21:46:40
LLC/MS/MS #6
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES-
'] 10 8.48 313 > 269
17096 7.97e4
Area
il %
. —
O T e e e e e e e e e e e ] Time
(] 2.00 4.00 6.00 8.00 10.00 12.00
2: €8 Acid PFOA
i XC022404-2, 50 ng/L Standard 01-Mar-2004 21:46:40
LC/MS/MS #6
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.98 413 > 369
! 23931 1.30e5
Area
- %
] ’
0 U L N B o e B B e B e e i S e B ey B 141 1=
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

XC022404-2, 50 ng/L Standard 01-Mar-2004 21:46:40
- LC/MS/MS #6
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- 295 1.89e3
Area
%
[ ]
0 T T T T T T T T T e e Time
W 2.00 4.00 6.00 8.00 10.00 12.00
I}
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538771

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0385



I

]

il

il

i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1874, Set No.:021804AR,

Sample List:
Last modified: Tue Mar 02 12:07:00 2004
Method:
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Printed: Tue Mar 02 14:05:22 2004

Page 62

Ext.Date:;02/18/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Name: 021804AR-231
Text:

4: Cé6 Sulfonate PFHS

XC022404-2, 50 ng/L Standard

01-Mar-2004 21:46:40

LC/MS/MS #6
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.77 399 > 80
2360 1.29e4
Area
%
0 LR T Rt A L I 1T T T "'\!Ti' T —— Time
2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
XC022404-2, 50 ng/L Standard 01-Mar-2004 21:46:40
LC/MS/MS #6
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.15 499 > 99
1662 9.00e3
Area
%
T L B e S e e e B e e B L o O S LI 11115
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0386

3M_MNO01538772



wl
Quantify Sample Report Page 63
wy Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
.~ Last modified: Tue Mar 02 12:07:00 2004
("} Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
" Printed: Tue Mar 02 14:05:22 2004
n Name: 021804AR-232
‘ Text:
1l: C6 Acid PFHA
1| L1874-5 01-Mar-2004 22:08:21
LC/MS/MS #6
, 021804AR-232 Sm (Mn, 2x3) MRM of 6 Channels ES-
ol 10 8.50 313> 269
25723 1.45e5
Area
] % |
] 0""!""1""""I""""I""l""I“"l'"‘l""l""\Time
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
" L1874-5 01-Mar-2004 22:08:21
LC/MS/MS #6
021804AR-232 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 413 > 369
100
K 3.81e4d
8.98 Area
1‘ o, 1970
- e Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate DPFBS
L1874-5 01-Mar-2004 22:08:21
- LC/MS/MS #6
021804AR-232 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 299 > 99
- 9.15e3
Area
8.13
w | 512
0= T T T T T T Time
" 2.00 4.00 6.00 8.00 10.00 12.00
]
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538773

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0387



.
Quantify Sample Report Page 64
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ | Printed: Tue Mar 02 14:05:22 2004
] Name: 021804AR-232
o Text:
4: C6 Sulfonate PFHS
il L1874-5 01-Mar-2004 22:08:21
LC/MS/MS #6
021804AR-232 Sm (Mn, 2x3) MRM of 5 Channels ES-
" 10 11.52_ 399 > 80
11.15 2.64e3
0.14 9.61
9 9.13
o 3.84 604 7.82 51
O T 1 Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
l L1874.5 01-Mar-2004 22:08:21
LC/MS/MS #6
021804AR-232 Sm (Mn, 2x3) MRM of 5 Channels ES-
, 1.04 499 > 99
1005 0.77.
| 2.92e3
, [
0' T L L L (L L (L L L L L L AL L | "ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
o
ol
i
]
(|
Exygen Research, 3058 Research Drive, State College, PA 16801
\\.

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0388

3M_MNO01538774



Quantify Sample Report Page 65
" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

l Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

!' Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-233

‘ Text:
1: C6 Acid PFHA
i L1874-5 Rep 01-Mar-2004 22:30:05
LC/MS/MS #6
021804AR-233 Sm (Mn, 2x3) MRM of 5§ Channels ES-
i 100 8.48 313 > 269
24623 1.38e5
Area
0,
‘. |7
O T T e o 3 Time
] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-5 Rep 01-Mar-2004 22:30:05
LC/MS/MS #6
021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 100 413 > 369
[ | 3.94e4
8.08 Area
7 o 2272
s °
0= T T T T T T e e T T T ] ime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-5 Rep 01-Mar-2004 22:30:05
- LC/MS/MS #6
021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES-
- 7.38e3
Area
%
I ]
"1""[""!"'T""I""l“"l""l""I“"I""ITime
a 2.00 4.00 6.00 8.00 10.00 12.00
Mﬂ
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO1538775

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0389



Quantify Sample Report Page 66
- Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
™ Method: P:\Data\LCMSMS6\Maaslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ ] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-233
L Text:
4: Cé Sulfonate PFHS
W  |L1874-5Rep 01-Mar-2004 22:30:05
LC/MS/MS #6)
021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES-
[} 10 11.02 11.45399 > 80
1.52e3
[ % 153 218 >4 388
7 0“""1""1"" T T e Time
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
d L1874-5 Rep 01-Mar-2004 22:30:05
LC/MS/MS #6
021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 0.76 489 > 99
L 0.93 3.41e3
" % 9.15
i 4.90 230 10.21 10.94 11.68
S U B Bt S S S AL e s e s s s 14 1
- 2.00 4.00 6.00 8.00 10.00 12.00
E ]
-
il
(]
i
Exygen Research, 3058 Research Drive, State College, PA 16801
ol
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538776

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0390




Quantify Sample Report

i Study No.:L1874,

Set No.:0218042R,

Page 67
Ext.Date:02/18/04, Analyst:K.Risha

Sample List:
Last modified:

il Method:
Last modified:
Job Code:

e Printed:

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Tue Mar 02 12:07:00 2004
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Mon Feb 02 07:04:42 2004

Tue Mar 02 14:05:22 2004

! Name: 021804AR-234
il Taxt:

1l: C6 Acid PFHA

" L1874-6 01-Mar-2004 22:51:57
LC/MS/MS #6
021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.50 313 > 269
22505 1.21e5
Area
’ Y%
i °
L A 2 S et e B B e B I 111
] 2.00 4.00 6.00 8.0 10.00 12.00
2: C8 Acid PFOA
i L1874-6 01-Mar-2004 22:51:57
‘ LC/MS/MS #6
021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 10 413 > 369!
] 3.74e4
} Area
, . %
\\'
L I L L D B L I AL L T T T T 7T 71— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-6 01-Mar-2004 22:51:57
- LC/MS/MS #6
021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 299> 99
d 8.82e3
Area
% | 8.13
.\_,Mﬁ/\/\/\——r—/\,d\
LA I L A AL L LA AR LN L IR T 7 LI SR L B 1 Time
u 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
"

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01538777

1937.0391



Quantify Sample Report Page 68
v Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

"] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-234

] Text:
4: Cé6 Sulfonate PFHS
il L1874-6 01-Mar-2004 22:51:57
LC/MS/MS #6
021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 956 11.14.11.43399 >80
1.54e3
%l o™ 2.45 3.09 3.92
m % 1.24 A ST 851 U9 474
) T T T T T T T T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
it L1874-6 01-Mar-2004 22:51:57
| LC/MS/MS #6
021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 1.03 499 > 99
9.7 2.18e3
%- 0,14 1044 1587 11.71
L] | 4.34 6.11 8.58 RAVARN
bt
OJ' T T T T T T T T e e ———————— [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-l
i
i
i
Exygen Research, 3058 Research Drive, State College, PA 16801
"}
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538778

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 69
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
iﬂ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
ik Printed: Tue Mar 02 14:05:22 2004
) Name: 021804AR-235
i Text:
1: Cé Acid PFHA
Wl L1874-7, DF=100 01-Mar-2004 23:13:45
LC/MS/MS #6
021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES-
- 100 8.48 313 > 269
32042 1.37e5
Area
W %
. G""“"l”"""l""i""l“""“""‘I""I"“I "ITime
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
ol L1874-7, DF=100 01-Mar-2004 23:13:45
LC/MS/MS #6
021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
M 32558 1.77e5
Area
%
il
0= L e U L A L B AL BRSNS I —— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-7, DF=100 01-Mar-2004 23:13:45
- LC/MS/MS #6
021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- 7.44e3
Area
%
lid
L o e e L L L S (R e e e ot e e B (411
i 2.00 4.00 6.00 8.00 10.00 12.00
[
]
Exygen Research, 3058 Research Drive, State College, PA 16801
[ ]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0393
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Quantify Sample Report Page 70
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

d Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

['] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-235

(] Text:
4: C6 Sulfonate PFHS
il L1874-7, DF=100 01-Mar-2004 23:13:45
LC/MS/MS #6
021804AR-235 Sm (Mn, 2x3) MRM of 5§ Channels ES-
il 10 8.77 399 > 80
4854 2.41e4
Area
’ [
[ %
=TT e T e e e e e T e e e Time |
il 2.00 4.00 6.00 8.00 10.00 12.00 [
5: C8 Sulfonate PFOS
" L1874-7, DF=100 01-Mar-2004 23:13:45
LC/MS/MS #6
021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
i 3293 1.80e4
Area
i %
il
0= P T T T T e e e T e T T e 1ime
- 2.00 4.00 6.00 8.00 10.00 12.00
E
-l
ek
1l
il
Exygen Research, 3058 Research Drive, State College, PA 16801
i
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538780

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report
" Study No.:L1874, Set No.:021804AR,

Sample List:
Last modified:

Page 71

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Tue Mar 02 12:07:00 2004

W Method: P;:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
(] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-236
il Text:
1: C6 Acid PFHA
i 1L.1874-8, DF=1000 01-Mar-2004 23:35:30
LC/MS/MS #6
021804AR-236 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 100 8.48 313 > 269
25847 1.08e5
Area
o
il %
L U5 e s o s i s SR "-TT' 3 Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
ol L1874-8, DF=1000 01-Mar-2004 23:35:30
LC/MS/MS #6
021804AR-236 Sm (Mn, 2x3) MRM of 5 Channels ES-
. 100 8.98 413 > 369
1] 26613 1.46e5
Area
: %
il
T T Tt L I L R S R B T T T T T T |Thne
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-8, DF=1000 01-Mar-2004 23:35:30
- LC/MS/MS #6
021804AR-236 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.156 299 > 99
- 6.26e3
Area
%
]
LA L B A B LB S S B B B L L B B LB BN [N T [ime
P 2.00 4.00 6.00 8.00 10.00 12.00
i
ul
Exygen Research, 3058 Research Drive, State College, PA 16801
Nll

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

3M_MNO01538781

1937.0395



Quantify Sample Report Page 72
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

'} Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

'] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-236
WI' Text:

4: C6 Sulfonate PFHS

il L1874-8, DF=1000 01-Mar-2004 23:35:30
LC/MS/MS #6
021804AR-236 Sm (Mn, 2x3) MRM of § Channels ES-
wl 100 8.79 399 > 80
3747 1.99e4
Area
i %
) 0 “"I‘"'l""{""l““w""1""!'r"l""I“"I""l","'\lTime
[l 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-8, DF=1000 01-Mar-2004 23:35:30
‘ LC/MS/MS #6
021804AR-236 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 9.17 499 > 99
‘ 2827 1.49e4
Area
%
il
0= L B e e e B e e B s B 111
- 2.00 4.00 6.00 8.00 10.00 12.00
-
-
wl
ll

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538782
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0396



Quantify Sample Report
- Study No.:L1874, Set No.:021B04AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Page 73

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

(¥ Method: P:\Data\LCMSM3S6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

I} Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-237

il Text :

1l: Cé6 Acid PFHA

ik XC022404-3, 100 ng/L Standard 01-Mar-2004 23:57:17
LC/MS/MS #6
021804AR-237 Sm (Mn, 2x3) MRM of 5 Channels ES-
M 10 8.48 313 > 269
27633 1.38e5
Area
Il %
GV' U D A L R B B A 1T T T Tr 1 T — Time
I 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
al XC022404-3, 100 ng/L Standard 01-Mar-2004 23:57:17
LC/MS/MS #6
021804AR-237 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
il 29987 1.71e5
Area
) %
il ’
0= rr o Ty 1T s T e e e e S LI L L:]
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-3, 100 ng/L Standard 01-Mar-2004 23:57:17
- LC/MS/MS #6
021804AR-237 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
w 1034 4.24e3
Area
%
il
LI AL AL AL LRSS (NN IRURS A IR T T ey Time
d 2.00 4.00 6.00 8.00 10.00 12.00
b
i
Exygen Research, 3058 Research Drive, State College, PA 16801
]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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o
Quantify Sample Report Page 74
al Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
7 Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[} Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-237
N Text:
4: C6 Sulfonate PFHS
il XC022404-3, 100 ng/L Standard 01-Mar-2004 23:57:17,
LC/MS/MS #6
021804AR-237 Sm (Mn, 2x3) MRM of 5 Channels ES-
M 10 8.79 399 > 80
O} 4091 2.27¢4
Area
0
i /‘%
0
G;L"\vA"lT*'w""]ﬁ"'l"" L L R '"'|""I*"'|""1"/>|Tl'me
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i XC022404-3, 100 ng/L Standard 01-Mar-2004 23:57:17|
LC/MS/MS #6
021804AR-237 Sm (Mn, 2x3) MRM of 5 Channels ES-
) 10 9.17 499 > 99
L 3356 1.76e4
Area
%
il
T T T T e T T e e e T [ ime
- 2.00 4,00 6.00 8.00 10.00 12.00
E_J
-
Tk
I |
hi\l
Exygen Research, 3058 Research Drive, State College, PA 16801
il
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538784

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0398



e

Quantify Sample Report Page 75
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

x| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

I} Printed: Tue Mar 02 14:05:22 2004

Name: (021804AR-238
[ Text:

1: Cé6 Acid PFHA

ol L1874-9, DF=100 02-Mar-2004 00:19:00
LC/MS/MS #6
021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES-
"] 100 8.48 313 > 269
‘ 69053 3.00e5
Area
_ [+]
] o
O MU LA e e S A B s T e [ime
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
r L1874-9, DF=100 02-Mar-2004 00:19:00
LC/MS/MS #6
021804AR-238 Sm (Mn, 2x3) MRM of § Channels ES-
10 8.98 413 > 369
ol 21378 1.19e5
Area
%
ull
0 T T e e T T T e e e e T [ime
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

L1874-9, DF=100 02-Mar-2004 00:19:00
- LC/MS/MS #6
021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES-
100- 8.15 299 > 99
- ] 7364 2.81e4
1 Area
%
"' ]
0-' S P T T e T e T [ T [ ] [ime
" 2.00 4.00 6.00 8.00 10.00 12.00
it
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538785
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Quantify Sample Report

Page 76

Ext.Date:02/18/04, Analyst:K.Risgha

" Study No.:L1874, Set No.:021804AR,
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:105:22 2004
Name: 021804AR-238
i Text:
4: Cé6 Sulfonate PFHS
4 18749, DF=100 02-Mar-2004 00:19:00
LC/MS/MS #6
021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 10 8.79 399 > 80
809 5.51e3
Area
. 0,
il & M
——
LS L L B L B B B ML B S S T [ime
I 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-9, DF=100 02-Mar-2004 00:19:00
LC/MS/MS #6
021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.17 499 > 99
il 1045 5.98e3
Area
%
ik
0 T T T T U T T B AL —— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
]
bl
il
»I“
Exygen Research, 3058 Research Drive, State College, PA 16801
|

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Quantify Sample Report Page 77
- Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-239
' Text:

1: Cé6 Acid PFHA

| L.1874-9 Rep, DF=100 02-Mar-2004 00:40:50
LC/MS/MS #6
021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES-
"] 10 8.50 313> 269
71291 3.08e5
Area
{ %
G""I""I""""l""!'"‘f“"""I—'_"‘‘"'I""'I""I-rir'ne
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i L1874-9 Rep, DF=100 02-Mar-2004 00:40:50
LC/MS/MS #6
021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.00 413 > 369
! 21361 1.21e5
Area
] %
i ’
0""]""!""""K""T""I""""l""l""I""I""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

L1874-9 Rep, DF=100 02-Mar-2004 00:40:50
- LC/MS/MS #6
021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
il 7185 2.55e4
Area
%
ol
L B e e L I e e e e e e B B w e s B 10121
a 2.00 4.00 6.00 8.00 10.00 12.00
o
Exygen Research, 3058 Research Drive, State College, PA 16801
[ ]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538787
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Quantify Sample Report
il Study No.:L1874, Set No.:021804AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Page 78

Ext.Date:02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

(7 Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ ] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-239
| Text :
4: C6 Sulfonate PFHS
i L1874-9 Rep, DF=100 02-Mar-2004 00:40:50
LC/MS/MS #6
021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.79 399 > 80
799 5.02¢3
Area
. %
(" ° M
-7 Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
u L1874-9 Rep, DF=100 02-Mar-2004 00:40:50
LC/MS/MS #6
021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
1 961 5.55e3
Area
) %
il
0 T T T T T T T T —— 1 Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
[
il
)
il
Exygen Research, 3058 Research Drive, State College, PA 16801
WI

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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Quantify Sample Report Page 79
m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
‘ Last modified: Tue Mar 02 12:07:00 2004
"] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

. Name: 021804AR-240
‘“ Text:

1l: C6 Acid PFHA

| L1874-10, DF=100 02-Mar-2004 01:02:41
LC/MS/MS #6
021804AR-240 Sm (Mn, 2x3) MRM of & Channels ES-
il 10 8.50 313> 269
76099 3.32e5
Area,
0, ,
il %
) =T e e e o e e e e e Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i L1874-10, DF=100 02-Mar-2004 01:02:41
LC/MS/MS #6
021804AR-240 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘ 10 8.98 413 > 369
i 26837 1.46e5
Area
%
W °
DR T ——7 3 [ime
‘ 2.00 4.00 6.00 10 OO 12.00
31: C4 Sulfonate PFBS
L1874-10, DF=100 02-Mar-2004 01:02:41
. LC/MS/MS #6
021804AR-240 Sm (Mn, 2x3) MRM of 5§ Channels ES-
100 8.17 299 > 99
- 7617 3.32e4
Area
%
Wl
O—=—r=r AL L e e B B B e S e R e B L=
" 2 00 4.00 6. 00 8.00 10 Q00 1200 |
[
Exygen Research, 3058 Research Drive, State College, PA 16801
\Ii
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538789
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Quantify Sample Report Page 80
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
1] Printed: Tue Mar 02 14:05:22 2004
‘ Name: 021804AR-240
Teoxt:
4: Cé6 Sulfonate PFHS
il L1874-10, DF=100 02-Mar-2004 01:02:41
LC/MS/MS #6
021804AR-240 Sm (Mn, 2x3) MRM of 5 Channels ES-
(] 100 879 399 > 80
990 6.04e3
Area
] ")
| % Vvvf/\/\/\/\
) r-——— 77— Time
[ | 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
™ L1874-10, DF=100 02-Mar-2004 01:02:41
LC/MS/MS #6
021804AR-240 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 9.17 499 > 99
901 5.11e3
Area
%
|
T T T T T T e [ jme
- 2.00 4.00 6.00 8.00 10.00 12.00
-
"
1l
"
i
Exygen Research, 3058 Research Drive, State College, PA 16801
]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538790
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Quantify Sample Report Page 81
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

M Name: 021804AR-241
| Text:

1: Ce6 Acid PFHA

| L1874-9, DF=10 02-Mar-2004 01:24:25
LC/MS/MS #6
021804AR-241 Sm (Mn, 2x3) MRM of 5 Channels ES-
r 100 8.50 313 > 269
651496 3.11e6
Area
] %
r--—-—1r——— T Time
o 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
4 L1874-9, DF=10 02-Mar-2004 01:24:25
LC/MS/MS #6
021804AR-241 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘ 100 9.00 413 > 369
207218 1.10e6
Area
%
il °
- T e e e e Time
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

L1874-9, DF=10 02-Mar-2004 01:24:25
o LC/MS/MS #6
021804AR-241 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 299 > 99
- 85094 3.01e5
Area
%
ol
00— LA B A LU L LA L B L L L A B B T UNEERLALE IS —— Time
a | 2.00 4.00 6.00 8.00 10.00 12.00
[
ol
Exygen Research, 3058 Research Drive, State College, PA 16801
(]
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Quantify Sample Report Page 82
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
W Name: 021804AR-241
Text:
4: Cé6 Sulfonate PFHS
i L1874-9, DF=10 02-Mar-2004 01:24:25
LC/MS/MS 76
021804AR-241 Sm (Mn, 2x3) MRM of § Channels ES-
'] 10 8.80 399 > 80
9993 5.32e4
Area
i %
=TT T e e [ime
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i L1874-9, DF=10 02-Mar-2004 01:24:25
LC/MS/MS #6
021804AR-241 Sm (Mn, 2x3) MRM of § Channels ES-
il 10 9.19 499 > 99
9945 5.29e4
Area
0,
[ %
0 1'"r""I""I'*1'1""|""IWf"l""lﬁﬁ'*'l""i""lTime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
w
W\
d
[
Exygen Research, 3058 Research Drive, State College, PA 16801
[
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Quantify Sample Report

Page 83

il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

Wl Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

(] Printed: Tue Mar 02 14:05:22 2004

A Name: 021804AR-242

“ Text:

1: C6 Acid PFHA

il L1874-9 Rep, DF=10 02-Mar-2004 01:46:18
LC/MS/MS #6
021804AR-242 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.48 313 > 269
602529 2.73e6
Area
Q,
] %
O“"I""l""“"I"""“'I“"""1' I""I""""lTime
[ 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
Mi L1874-9 Rep, DF=10 02-Mar-2004 01:46:18
LC/MS/MS #6
021804AR-242 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
[ 191837 1.02¢6
Area
%
i
r-——r————rrTr——rrrr e Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-9 Rep, DF=10 02-Mar-2004 01:46:18
- LC/MS/MS #6
021804AR-242 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
" 77315 2.74e5
Area
%
\‘H
o T T T Time
p 2.00 4.00 6.00 8.00 10.00 12.00
|4
(1]
Exygen Research, 3058 Research Drive, State College, PA 16801
il

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0407

3M_MNO01538793



Quantify Sample Report Page 84
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

Wl Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
*‘ Printed: Tue Mar 02 14:05:22 2004
_ Name: 021804AR-242
il Text:

4: Cé6 Sulfonate PFHS

| L1874-9 Rep, DF=10 02-Mar-2004 01:46:18
LC/MS/MS #6
021804AR-242 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 10 8.79 399 >80
9880 5.21e4
Area
il %
0= T T T e e e Time
I 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i L1874-9 Rep, DF=10 02-Mar-2004 01:46:18
LC/MS/MS #6
021804AR-242 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 9.17 499 > 99
L 9165 4.85e4
Area
: %
il °
0= L oo L e S e o B L e e B I 114
- 2.00 4.00 6.00 8.00 10.00 12.00
=
"]
™
"
i
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Quantify Sample Report Page 85
" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
‘\“ Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-243
il Text:
1l: C6 Acid PFHA
il L1874-10, DF=10 02-Mar-2004 02:08:01
LC/MS/MS #6
021804AR-243 Sm (Mn, 2x3) MRM of & Channels ES-
[ 100 8.50 313 > 269
689054 3.26e6
Area
0
[ %
0— LI I L L L A L B B I - Time
ol 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i L1874-10, DF=10 02-Mar-2004 02:08:01
LC/MS/MS #6
021804AR-243 Sm (Mn, 2x3) MRM of 6 Channels ES-
100 8.98 413 > 369
| 235144 1.24e6
Area
%
il
--— T T Time
- 2.00 4.00 6.0 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-10, DF=10 02-Mar-2004 02:08:01
- LC/MS/MS #6
021804AR-243 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.13 299 > 99
] 3.33e5
Area
%
=]
0 L e A L I A I L IR ——T T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
i
il
Exygen Research, 3058 Research Drive, State College, PA 16801
il
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Quantify Sample Report Page 86
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

1) Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-243

'} Text:
4: C6 Sulfonate PFHS
il L1874-10, DF=10 02-Mar-2004 02:08:01
LC/MS/MS #6
021804AR-243 Sm (Mn, 2x3) MRM of & Channels ES-
Il 100 8.79 399 > 80
11513 6.23e4
Area
il %
4 »
] =TT T T T T T T e e Time
] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
W |L1874-10, DF=10 02-Mar-2004 02:08:01
LC/MS/MS #6
021804AR-243 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
1] 11291 5.86e4
Area
%
i °
0 P————— T T e T e ey Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
il
o
i

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538796
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0410



"]

Quantify Sample Report Page 87
™) Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risgha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

I Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

”'Ii Printed: Tue Mar 02 14:05:22 2004

. Name: 021804AR-244
i Text :

l: C6 Acid PFHA

il L1874-11, DF=100 02-Mar-2004 02:29:46
LC/MS/MS #6
021804AR-244 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 8.50 313> 269
102583 4.78e5
Area
il %
O AL BBt . o s LS S U e B 1111
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
il L1874-11, DF=100 02-Mar-2004 02:29:46
LC/MS/MS #6
021804AR-244 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 9.00 413 > 369
I 52595 2.8805
Area
%
i °
0' l""l“"l'"'I""l"“l""|"“I""I""I""l""l-rir‘ne
- 2.00 4.00 6.00 8.00 10.00 12.00

3: C4 Sulfonate PFBS

L1874-11, DF=100 02-Mar-2004 02:29:46
- LC/MS/MS #6
021804AR-244 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
" 9721 3.77e4
Area
%
™|
L 555 B B B e B B B e B S e e B e o o e e s ks T I
" 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
']
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538797

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0411



Quantify Sample Report Page 88
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

x Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

W Name: 021804AR-244
Text:

4: Cé Sulfonate PFHS

il L1874-11, DF=100 02-Mar-2004 02:29:46
LC/MS/MS #6
021804AR-244 Sm (Mn, 2x3) MRM of & Channels ES-
[ 100 8.80 399 > 80
6352 3.28e4
Area
f %
0""]""|""""I""""I""l""I‘""_I""I""'IT"'\Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-11, DF=100 02-Mar-2004 02:29:46
LC/MS/MS #6
021804AR-244 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 10 9.19 499 > 99
3666 1.99e4
Area
W %
0= N A e e e DU e e e e T ] 111
- 2.00 4.00 6.00 8.00 10.00 12.00
-
"}
of
T}
i
Exygen Research, 3058 Research Drive, State College, PA 16801
il
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538798

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0412



Quantify Sample Report

Page 89

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0413

" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
b Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
Ll Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-245
it Text:
1: C6 Acid PFHA
il L1874-12, DF=1000 02-Mar-2004 02:51:34
LC/MS/MS #6
021804AR-245 Sm (Mn, 2x3) MRM of 5 Channels ES-
ik 100 8.50 313 > 269
39803 1.83e5
Area
o %
|
0""]""]""""I“"""[‘T" T LAt O AL — Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o L1874-12, DF=1000 02-Mar-2004 02:51:34
LC/MS/MS #6
021804AR-245 Sm (Mn, 2x3) MRM of 6 Channels ES-
100 9.00 413 > 369
r 31661 1.76e5
Area
%
[ °
0 T R L L R B A TSN AL B AL LSRR — Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-12, DF=1000 02-Mar-2004 02:51:34
- LC/MS/MS #6
021804AR-245 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 299 > 99
[ 2844 1.13e4
Area
%
™
0= T T R T T T T Time
il 2.00 4.00 6.00 8.00 10.00 12.00
il
il
Exygen Research, 3058 Research Drive, State College, PA 16801
'

3M_MNO01538799



Quantify Sample Report Page 90
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Magslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i | Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-245

L Text:
4: Cé6 Sulfonate PFHS
il L1874-12, DF=1000 02-Mar-2004 02:51:34
LC/MS/MS #6
021804AR-245 Sm (Mn, 2x3) MRM of 5 Channels ES-
'] 10 8.79 399 > 80
5347 2.76e4
Area
il %
Oj""'1""1""1""|"" Ty ""I""I“"I""Ii\'/'\l-rime
[} 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-12, DF=1000 02-Mar-2004 02:51:34
LC/MS/MS #6
021804AR-245 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
J 2794 14804
Area
; %
il °
T "‘I""l""\""l""\"“l““l""lr'"I""l""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
il
o
"]
il

Exygen Research, 3058 Research Drive, State College, PA 16801

]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538800
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0414



Quantify Sample Report Page 91
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

b Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Hi‘ Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-246

L Text:

1l: C6 Acid PFHA

il XC022404-3, 100 ng/L Standard 02-Mar-2004 03:13:25
LC/MS/MS #6
021804AR-246 Sm (Mn, 2x3) MRM of 6 Channels ES-
vl 100 8.50 313 > 269
31344 1.54e5
Area
i %
0""IT“'I""""l""w""[""""I""""I"'rl""ITime
| 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
N XC022404-3, 100 ng/L Standard 02-Mar-2004 03:13:25
LC/MS/MS #6
021804AR-246 Sm (Mn, 2x3) MRM of 6§ Channels ES-
i 10 9.00 413 > 369
: 32087 1.89e5
Area
B 0,
¥ »
O e e e e T e ey 1IMe
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-3, 100 ng/L Standard 02-Mar-2004 03:13:25
- LC/MS/MS #6
021804AR-246 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 817 299 > 99
- 838 4.40e3
Area
%
]
T T T T LA B R B B B B B — T TiMme
" 2.00 4.00 6.00 8.00 10.00 12.00
]
Exygen Research, 3058 Research Drive, State College, PA 16801
W
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0415
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Quantify Sample Report Page 92
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
Il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-246
i Text:
4: Cé Sulfonate PFHS
W XC022404-3, 100 ng/L. Standard 02-Mar-2004 03:13:25
LC/MS/MS #6
021804AR-246 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.81 399 > 80
5403 2.93e4
Area
. 0
i %
N o
T T T e e e e e e e e Time
1] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i XC022404-3, 100 ng/L Standard 02-Mar-2004 03:13:25
LC/MS/MS #6
021804AR-246 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.19 499 > 99
i 3304 1.78e4
Area
. %
¥ °
L I B e e e e B L T e e e e L amamamaa T 141
- 2.00 4.00 6.00 8.00 10.00 12.00
L J
-
vl
']
Il ]
Exygen Research, 3058 Research Drive, State College, PA 16801
il
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538802

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0416



Quantify Sample Report Page 93
wl Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

NW Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-247
il Text:

1: C6 Acid PFHA

il L1874-13 02-Mar-2004 03:35:09
LC/MS/MS #6
021804AR-247 Sm (Mn, 2x3) MRM of 5§ Channels ES-
il 100 8.50 313> 269
6971 4.58e4
Area
[] %
G""l""l""lﬂ"l""""1""1""1-""""l‘l'/'f"[,'\"v'—'\\-rime
| 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o L1874-13 02-Mar-2004 03:35:09
LC/MS/MS #6
021804AR-247 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 413 > 369
i 3.68e4
9.00 Area
1788
" %
‘”“ o M\//\}'\/W/\
T I e 0t e e e e O o B SN e S BLL LI
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-13 02-Mar-2004 03:35:09
- LC/MS/MS #6
021804AR-247 Sm (Mn, 2x3) MRM of 5 Channels ES-
100, °P° 269 > 99
ol 8.88e3
%
(id
l 133 232 2,93
T e e Time
m 2.00 4.00 6.00 8.00 10.00 12.00
]
'}
Exygen Research, 3058 Research Drive, State College, PA 16801
Al
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538803

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0417



Quantify Sample Report Page 94
M Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

] Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-247
L Text:

4: C6 Sulfonate PFHS

1] L1874-13 02-Mar-2004 03:35:09
LC/MS/MS #6
021804AR-247 Sm (Mn, 2x3) MRM of § Channels ES-
ul 10 9.58 11.62 399 > 80
] %
. -7 = [ime
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
i L1874-13 02-Mar-2004 03:35:09
LC/MS/MS #6
021804AR-247 Sm (Mn, 2x3) MRM of 5 Channels ES-
\\I' 100 499 > 99
] § 9.19 2.64e3
185 Area
%
r----—-—r————r-r———————————————— 1 [iMme
- 2.00 4.00 6.00 8.00 10.00 12.00
e
inl
™
Il
[ ]
Exygen Research, 3058 Research Drive, State College, PA 16801
[ ]
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538804

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0418



L]

Quantify Sample Report

Page 95

il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
‘“ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
l' Printed: Tue Mar 02 14:05:22 2004
il Name: (021804AR-248
‘ Text:
1: Cé Acid PFHA
] L1874-13 Rep 02-Mar-2004 03:56:54+
LC/MS/MS #6
021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 100 8.50 313> 269
5841 3.83e4
Area
1]
T T T T T T T [ T T [ T T T T T T T T T T — [ime
'] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
1 L1874-13 Rep 02-Mar-2004 03:56:54
LC/MS/MS #6
021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 10 413 > 369
‘ 3.91e4
9.00 Area
p 9% 1501
[} °
0 SE—— S e e e —— e ~— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-13 Rep 02-Mar-2004 03:56:54
- LC/MS/MS #6
021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES-
100, %FF 299 > 99
il 9.45e3
%
vl
S AT M W T
T T T T [ime
T 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
i

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538805

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0419



il

Quantify Sample Report Page 96
v Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

| Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-248

L Text:
4: Cé Sulfonate PFHS
il L1874-13 Rep 02-Mar-2004 03:56:54
LC/MS/MS #6
021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 9.56 11.81.399 > 80
10.74 1108/ | 1.74e3
']
) T T T T T T T T T T T ] [Ime
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il L1874-13 Rep 02-Mar-2004 03:56:54
LC/MS/MS #6
021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 499 > 99
. 3.24e3
9.19 Area
% 210
¢ A
U T Time
- 2.00 4.00 6.00 8.00 10.00 1200 |
-
"}
™ |
]
[ |
Exygen Research, 3058 Research Drive, State College, PA 16801
'
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538806

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0420



i

Quantify Sample Report Page 97
) Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

M Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-249
L Text:

1l: C6 Acid PFHA

i L1874-14 02-Mar-2004 04:18:43
LC/MS/MS #6
' 021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES-
o 100 8.50 313 > 269
4446 3.35e4
Area
[ %
WA,\/‘
} ""I""I""I""|'"'I“"I""I""I""""T""V""ITime
('] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
" L1874-14 02-Mar-2004 04:18:43
LC/MS/MS #6
: 021804AR-249 Sm (Mn, 2x3) MRM of 5§ Channels ES-
" 10 413 > 369
| O} 3.85e4
y 9.00 Area
1501
. S S NN
T e L e S o s e o R L1112
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-14 02-Mar-2004 04:18:43
- LC/MS/MS #6
021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES-
100, 064 299 > 99
[} 8.53e3
%
ol 191 268 315 405 6.56 873 968 1070 11.75
L B L B L S I s e ey B 1411
" 2.00 4.00 6.00 8.00 10.00 12.00
i
[
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538807

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0421



Quantify Sample Report Page 98
bl Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

L Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

‘ Name: 021804AR-249

' Text :

4: C6 Sulfonate PFHS

[} L1874-14 02-Mar-2004 04:18:43
LC/MS/MS #6
'021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘H|' ‘ 100 11.54 399>80
2.37e3
9.58 10.68.10.89
a % 0'140.87
Gﬁ_‘"l""l""I""I"1fl""l“"""|""I""I"""T'lTime
I'] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
m L1874-14 02-Mar-2004 04:18:43
LC/MS/MS #6
021804AR-249 Sm (Mn, 2x3) MRM of 5 Channe!s ES-
|‘ | 10 499 > 99
| .17 3.02e3
y Area
228
. [}
L L R R ""l""l""l""I“"ITime
- 6.00 8.00 10.00 12.00
ek
o
il
[ |
Exygen Regearch, 3058 Research Drive, State College, PA 16801
[
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538808

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0422



i
Quantify Sample Report Page 99
"] Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
[ ] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
' Name: 021804AR-250
| Text:
1: C6 Acid PFHA
i L1874-15, DF=100 02-Mar-2004 04:40:26)
LC/MS/MS #6
021804AR-250 Sm (Mn, 2x3) MRM of § Channels ES-
| 100 8.50 313 > 269
34104 1.64e5
Area
] %
A O T T T e e e T e Time
s 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
l L1874-15, DF=100 02-Mar-2004 04:40:26’
LC/MS/MS #6
021804AR-250 Sm (Mn, 2x3) MRM of 5 Channels ES-
'. 10 9.00 413 > 369
‘ 34099 1.90e5
Area
%
i °
L L s L e g L e B e e e e B AU ]
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-15, DF=100 02-Mar-2004 04:40:26
- LC/MS/MS #6
021804AR-250 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 299 > 99
- 2141 8.89e3
Area
%
[
i e i
o T T T T T T T T ) 1 ime
- 2.00 4.00 65.00 8.00 10.0 12.00
[
Exygen Research, 3058 Research Drive, State College, PA 16801
-
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538809

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0423



Quantify Sample Report Page 100
oll Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Magsslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
| Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-250
|
Text:
4: C6 Sulfonate PFHS
(| L1874-15, DF=100 02-Mar-2004 04:40:26
LC/MS/MS #6
021804AR-250 Sm (Mn, 2x3) MRM of § Channels ES-
4 100 8.81 399 >80
. 4813 2.68e4
Area
| e
~ 0""I""l""l""|""I""l""I""l""l""l""l"‘ﬂ'ITime
o 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
o L1874-15, DF=100 02-Mar-2004 04:40:26
| LC/MS/MS #6
021804AR-250 Sm (Mn, 2x3) MRM cof 5 Channels ES-
. 100 9.19 499 > 99
L 2912 1.66e4
Area
. 0/
|I °
0 T T T T T Tt T B T ] T R A Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
[ |
-
[ ]
T
Exygen Research, 3058 Research Drive, State College, PA 16801
[ ]
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Quantify Sample Report Page 101
d Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

o Name: 021804AR-251
il Text :

1: C6 Acid PFHA

il L1874-16, DF=1000 02-Mar-2004 05:02:20
LC/MS/MS #6
021804AR-251 Sm (Mn, 2x3) MRM of 5 Channels ES-
I\II 10 8.50 313 > 269
36172 1.55e5
Area
i %
L 0 e B e e [ B B AR Sy B LS s s T 441
] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
ui L1874-16, DF=1000 02-Mar-2004 05:02:20
LC/MS/MS #6
021804AR-251 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
[ 35496 1.88e5
Area
. %
|
0= e UL A s e S B e e e At 1411
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate DFBS
L1874-16, DF=1000 02-Mar-2004 05:02:20
- LC/MS/MS #6
021804AR-251 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
i 7.95e3
Area
%
™
""I""l""'"'I""l""l""T‘r"l‘"'l""I""I""ITime
a 2.00 4.00 6.00 8.00 10.00 12.00
‘ .
o
Exygen Research, 3058 Research Drive, State College, PA 16801
-
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Quantify Sample Report Page 102
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masaslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

") Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

" Name: 021804AR-251
| Text:

4: Cé6 Sulfonate PFHS

T | L1874-16, DF=1000 02-Mar-2004 05:02:20
LC/MS/MS #6
021804AR-251 Sm (Mn, 2x3) MRM of 5 Channels ES-
'] 100 8.79 399 > 80
5605 2.91e4
Area
1 %
L L LN A e e e e B e e VR |"T,>]T"ne
Tl 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
r L1874-16, DF=1000 02-Mar-2004 05:02:20
LC/MS/MS #6
021804AR-251 Sm (Mn, 2x3) MRM of § Channels ES-
d 10 9.17 499 > 99
‘ 2082 1.62e4
Area
d %
L A S S B B i e S i B e e e e e L 111)
- 2.00 4.00 6.00 8.00 10.00 12.00
E )
il
il
i
|
Exygen Research, 3058 Research Drive, State College, PA 16801
-
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ll
Quantify Sample Report Page 103
™ Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
, Last modified: Tue Mar 02 12:07:00 2004
i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
'} Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-252
“ Text:
1: Cé Acid PFHA
I XC022404-4, 250 ng/L Standard 02-Mar-2004 05:24:08
LC/MS/MS #6
021804AR-252 Sm (Mn, 2x3) MRM of & Channels ES-
1] 100 8.50 313 > 269
79535 4.38e5
Area
P 0,
[ %
, 07"'|""l""|""|""'*"|""\""ﬂﬁ—‘_r‘x""\‘-'lHH\Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
d XC022404-4, 250 ng/L Standard 02-Mar-2004 05:24:08
LC/MS/MS #6
021804AR-252 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.00 413 > 369
i 70306 3.91e5
Area
%
Hi
O T T T T T L T L | 1 T T 7 T T T ] T T T I T T T T [ T T T T l ] T T T I T T T T I T T T T | T T T T [ T T T T ] Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-4, 250 ng/L Standard 02-Mar-2004 05:24:08
- LC/MS/MS #6
021804AR-252 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 200 > 99
- 3104 1.67e4
Area
%
o
T T T e T e T ] [ime
" 2.00 4.00 6.00 8.00 10.00 12.00
il
Exygen Research, 3058 Research Drive, State College, PA 16801
il
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CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report
Study No.:L1874, Set No.:021804AR,

Sample List:

Page 104

Ext.Date:;02/18/04, Analyst:K.Risha

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Method:

Last modified: Mon Feb 02 07:04:42 2004
Job Code:

Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-252
Text:

4: Cé Sulfonate PFHS

XC022404-4, 250 ng/L Standard

02-Mar-2004 05:24:08

LC/MS/MS #6
021804AR-252 Sm (Mn, 2x3) MRM of § Channels ES-
100 8.79 399 > 80
12511 6.93e4
Area
%
0= L N L U A LA N BV ——— Time
2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
XC022404-4, 250 ng/L Standard 02-Mar-2004 05:24:08
LC/MS/MS #6
021804AR-252 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.17 499 > 99
7652 4.01e4
Area
%
0““]""]""?"“1"' ""\"""“l""h""l""l""TTime
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive,

State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0428
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(1]
Quantify Sample Report Page 105
o Study No.:L1874, Set No.:021804AR, BExt.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masgslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
o Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-253
‘MI Text:
1l: Cé Acid PFHA
iill L1874-17, DF=200 02-Mar-2004 05:45:50
LC/MS/MS #6
021804AR-253 Sm (Mn, 2x3) MRM of § Channels ES-
l 10 8.48 313 > 269
16529 7.16e4
Area
0,
M %
Gym'r'l"" T e e e e T T e [ime
[ 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
§ L1874-17, DF=200 , 02-Mar-2004 05:45:50
LC/MS/MS #6
021804AR-253 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
i 27847 1.40e5
Area
) %
il
DR e e L e e e B L B e e e L=
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17, DF=200 02-Mar-2004 05:45:50
- LC/MS/MS #6
021804AR-253 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- 7639 2.63e4
Area
%
ol [
| e L B e e e e e e e e e A e e e B B anan wa e sy BN 1111
" | 2.00 4.00 6.00 8.00 10.00 12.00
Il
i
Exygen Research, 3058 Research Drive, State College, PA 16801
|
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Quantify Sample Report

Page 106

l Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
(™ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
n Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-253
o Text:
4: Cé6 Sulfonate PFHS
il L1874-17, DF=200 02-Mar-2004 05:45:50
L.C/MS/MS #6
C21804AR-253 Sm (Mn, 2x3) MRM of § Channels ES-
] 100 8.79 399 > 80
1155 6.93e3
Area
‘ ” /\/\m
T T T T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
l L1874-17, DF=200 02-Mar-2004 05:45:50
LC/MS/MS #6
021804AR-253 Sm (Mn, 2x3) MRM of 5 Channels ES-
I 100 9.17 499 > 99
[ 1326 7.38e3
Area
%
] °
0 T T T T T T T T T T N S ——— Time
- 2.00 4.00 6.00 8.00 10.00 12.00 |
-
[
-
[ ]
‘
Exygen Research, 3058 Research Drive, State College, PA 16801
]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
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[ ]

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN

Quantify Sample Report

Study No.:L1874, Set No.:021804AR,

Ext.Date:02/18/04, Analyst:K.Risha

Page 107

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

Last modified: Tue Mar 02 12:07:00 2004

Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Last modified: Mon Feb 02 07:04:42 2004

Job Code:

Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-254
Taxt:

l: Cé6 Acid PFHA

L.1874-17 Rep, DF=200 02-Mar-2004 06:07:38
LC/MS/MS #6
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.48 313 > 269
14997 7.07ed
1_ Area
%(
e N
L B R R T T L 1 ———— Time
2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
L1874-17 Rep, DF=200 02-Mar-2004 06:07:38
LC/MS/MS #6
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.98 413 > 369
23361 1.23e5
Area
%
T T vt T T T T e 1ime
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFRS
L1874-17 Rep, DF=200 02-Mar-2004 06:07:38
LC/MS/MS #6
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 200 > 99
6671 2.52e4
Area
%
e S I T T T 7 L L A e ime
2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College, PA 16801

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Quantify Sample Report Page 108
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

'} Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-254

”“ Text:
4: C6 Sulfonate PFHS
Tl L1874-17 Rep, DF=200 02-Mar-2004 06:07:38
LC/MS/MS #6
021804AR-254 Sm (Mn, 2x3) MRM of & Channels ES-
[ 100 8.79 399 > 80
1083 6.56e3
Area
[+]
il %
) r--— 77— Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
P L1874-17 Rep, DF=200 02-Mar-2004 06:07:38
LC/MS/MS #6
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.15 499 > 99
1 1131 6.30e3
Area
]
T T T T T T T e e Time
- 4.00 6.00 8.00 10.00 12.00
-
el
bl
|
H.
Exygen Research, 3058 Research Drive, State College, PA 16801
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Quantify Sample Report Page 109
w Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risgha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
" Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ ] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-255
[ Text:
1l: Cé6 Acid PFHA
r L1874-18, DF=200 02-Mar-2004 06:29:20
LC/MS/MS #6
021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES-
d 100 8.48 313 > 269
‘ 15967 7.16e4
Area
) Q
[ | o
/“/-\/\'—\—\_’\ .
B A B S L L S B LA S SN AR 7 —— Time
ill 2.00 4.00 6.00 8.00 10.00 12.00
2: (8 Acid PFOA
" L1874-18, DF=200 02-Mar-2004 06:29:20
LC/MS/MS #6)
021804AR-255 Sm (Mn, 2x3) MRM of 6 Channels ES-
100 8.98 413 > 369
" 21940 1.17e5
Area
%
d °
L e B B B e e B e e e e B B R U T e e e WL 101
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-18, DF=200 02-Mar-2004 06:29:20
- LC/MS/MS #6
021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
- O—‘l 6940 2.31e4
] Area
%i\
- :
Oj;"i'—"l""I""l""!""l"'rl'r"l'_""_ TS e s e e e e W I 11 1)
a 2.00 4.00 6.00 8.00 10.00 12.00
ol
Exygen Research, 3058 Research Drive, State College, PA 16801
i
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HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0433



ol
Quantify Sample Report Page 110
™ Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
it Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
'} Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-255
" Text:
4: C6 Sulfonate PFHS
o  [L1874-18, DF=200 02-Mar-2004 06:29:20
LC/MS/MS #6
021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES-
"] 10 8.79 399 > 80
1061 B.27e3
Area
[+]
8 Yo
T T T T T T T T T T T T T T ———— Time
) L 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
al L1874-18, DF=200 02-Mar-2004 06:29:20
LC/MS/MS #6
021804AR-255 Sm (Mn, 2x3) MRM of 5 Channeis ES-
100 9.16 499 > 99
Wl 1175 6.16e3
Area
%
|
0 T T T T T T [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
[
T
d
]
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538820

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0434



o
Quantify Sample Report Page 111
ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ | Printed: Tue Mar 02 14:05:22 2004
. Name: 021804AR-256
L Text:
1: Cé6 Acid PFHA
o L1874-17, DF=100 02-Mar-2004 06:51:06
LC/MS/MS #6
021804AR-256 Sm (Mn, 2x3) MRM of 6 Channels ES-
Il 100 8.48 313 > 269
26173 1.09e5
Area
\\I‘ %
T T T e T e e e T e T e T T [ime
| 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
™ L1874-17, DF=100 02-Mar-2004 06:51:06
LC/MS/MS #6
021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES-
ol 10 8.98 413 > 369
| 43730 2.27e5
Area
1 *
T T e e e e Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17, DF=100 02-Mar-2004 06:51:06
- LC/MS/MS #6
021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
-l 4.25¢e4
Area
%
]
0= T T T T | T e e [ime
o 2.00 4.00 6.00 10.00 12.00
[ ]
Exygen Research, 3058 Research Drive, State College, PA 16801
i
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Quantify Sample Report Page 112
o Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

[ Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-256

L Text:
4: C6 Sulfonate PFHS
I L1874-17, DF=100 02-Mar-2004 06:51:06
LC/MS/MS #6
021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ 10 8.79 399> 80
1994 1.06e4
Area
i % |
_ T T T T T T e e e o [ime
[ ] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
u L1874-17, DF=100 02-Mar-2004 06:51:06
LC/MS/MS #6
021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ | 100 9.17 499 > 99
2251 1.17e4
Area
. %
0""!""I""""l"'r""i""""I""""l""l""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
k.
-
|
o
[ |
Exygen Research, 3058 Research Drive, State College, PA 16801
[ ]
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Quantify Sample Report Page 113
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
i Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
o Printed: Tue Mar 02 14:05:22 2004
“' Name: 021804AR-~257
f Text:
1: C6 Acid PFHA
o 1.1874-17 Rep, DF=100 02-Mar-2004 07:12:51
LC/MS/MS #6
021804AR-257 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘“i 10 8.50 313 > 269
24139 1.07e5
Area
[ %
] O B L e e e B L e e e e B e e e WL LLAL:]
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o L1874-17 Rep, DF=100 02-Mar-2004 07:12:51
LC/MS/MS #6
021804AR-257 Sm (Mn, 2x3) MRM of § Channels ES-
' 100 8.98 413 > 369
a 38364 2.08e5
Area
%
i °
T L L e e e e B e s e e B 1 1
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17 Rep, DF=100 02-Mar-2004 07:12:51
- LC/MS/MS #6
021804AR-257 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.15 299 > 99
w 11626 4.49¢e4
Area
%
o
N e e o ey e R i e mu e e e B 1111
u 2.00 4.00 6.00 8.00 10.00 12.00
d
Exygen Research, 3058 Research Drive, State College, PA 16801
]
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- Study No.:L1874, Set No.:0218042AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
o Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:05:22 2004
i Name: 021804AR-257
Text:
4: Cé6 Sulfonate PFHS
' L1874-17 Rep, DF=100 02-Mar-2004 07:12:51
LC/MS/MS #6
021804AR-257 Sm (Mn, 2x3) MRM of § Channels ES-
4 100 8.79 399 > 80
1629 9.62e3
Area
[ ] %
_’/\f\/‘/\/\
] O——T T ———— T T T T T T Time
[ 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
™ L1874-17 Rep, DF=100 02-Mar-2004 07:12:51
LC/MS/MS #6
021804AR-257 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.17 499 > 99
’ 1977 1.08e4
Area
%
[ °
0~ T LA o B e L e L e e e B et S me e B 21T
- 2.00 4.00 6.00 8.00 10.00 12.00
-
il
™~
']
|
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il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
W Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
(] Printed: Tue Mar 02 14:05:22 2004
" Name: 021804AR-258
i Text:
1: Cé Acid PFHA
"] L1874-18, DF=100 02-Mar-2004 07:34:40
LC/MS/MS #6
021804AR-258 Sm (Mn, 2x3) MRM of § Channels ES-
" 10 8.48 313 > 269
23825 1.06e5
Area
] %
. O—=== l"l""|vfl'|'wllrv'l'|"'fI"'-""'-'|"r'|""‘|Time
'] 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o L1874-18, DF=100 02-Mar-2004 07:34:40
LC/MS/MS #6)
021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.98 413 > 369
o 40249 2.18¢5
Area
, %
i °
0' 'I""I""I""I""""I""l""|""I"“I“"I""ITime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-18, DF=100 02-Mar-2004 07:34:40
- LC/MS/MS #6
021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.13 299 > 99
il 4.10e4
Area
%
el
L A A e B B S L e e e e e [1Ime
" 2.00 4.00 6.00 10.00 12.00
|
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il
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ol Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
) Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDE\CotGrove NPDES 012104
Last modiflied: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:05:22 2004
d Name: 021804AR-258
Text:
4: C6 Sulfonate PFHS
il L1874-18, DF=100 02-Mar-2004 07:34:40
LC/MS/MS #6
021804AR-258 Sm (Mn, 2x3) MRM of § Channels ES-
i 100 879 399 > 80
1756 1.00e4
Area
] %
T T T T T [ T e ———— Time
[ ] 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
r L1874-18, DF=100 02-Mar-2004 07:34:40
LC/MS/MS #6
021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES-
] 10 9.17 499 > 99
2156 1.1404
Area
%
il °
e L e e e e e e e B L e e B U Pt s s B 11911
- 2.00 4.00 6.00 8.00 10.00 12.00
-
o
iid
il
[ ]
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i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
4 Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
[ ] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-259
il Text:
1: C6 Acid PFHA
il L1874-17, DF=10 02-Mar-2004 07:56:20
LC/MS/MS #6
021804AR-259 Sm (Mn, 2x3) MRM of § Channels ES- !
W 100 8.50 313> 269
224986 1.05€6
Area
i %
r——r—————7 7T T =T Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
w L1874-17, DF=10 02-Mar-2004 07:56:20
LC/MS/MS #6
021804AR-258 Sm (Mn, 2x3) MRM of 5§ Channels ES-
100 9.00 413 > 369
] 395759 2.09¢6
Area
%
ik ’
- L L R B L L IR T Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17, DF=10 02-Mar-2004 07:56:20
- LC/MS/MS #6
021804AR-259 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
™~ 132001 4.69e5
Area
%
od
0~ T LANELIRED NS A A A A A I L L S B BN B L B L B B r’""I""I""ITime
il 200 4.00 6.00 8.00 10.00 12.00
{
ol
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[
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al Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
) Last modified: Tue Mar 02 12:07:00 2004
4 Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
“i Printed: Tue Mar 02 14:05:22 2004
'\I Name: 021804AR-259
' Text:
4: C6 Sulfonate PFHS
il L1874-17, DF=10 02-Mar-2004 07:56:20
LC/MS/MS #6
021804AR-259 Sm (Mn, 2x3) MRM of § Channels ES-
P 100 8.81 399> 80
20569 1.07e5
Area
il %
O""""l""""l""""I""""l"‘ ""\""""lTime
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
ul L1874-17, DF=10 02-Mar-2004 07:56:20
LC/MS/MS #6
021804AR-259 Sm (Mn, 2x3) MRM of & Channels ES-
d 100 9.17 499 > 99
‘ 21154 1.09e5
Area
)
1] &
0= ™ LS L B L LA AL AL B LA L AL AL I AL LA AL A = Time
- 2.00 4.00 6.00 8.00 10.00 12.00
L]
“
-
il
[ |
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Quantify Sample Report Page 119
4 Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
wl Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i\i Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-260
‘H“ Text:
1: Cé6 Acid PFHA
il L1874-17 Rep, DF=10 02-Mar-2004 08:18:09
LC/MS/MS #6
021804AR-260 Sm (Mn, 2x3) MRM of § Channels ES-
i 10 8.50 313 > 269
215831 1.07e6
Area
it %
-7 T T P Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i L1874-17 Rep, DF=10 02-Mar-2004 08:18:09
LC/MS/MS #6
021804AR-260 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.00 413 > 369
] 360382 1.93e6
Area
%
'] °
-7 1 Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-17 Rep, DF=10 02-Mar-2004 08:18:09
- LC/MS/MS #6
021804AR-260 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
- 138669 467e5
Area
%
™ !
T 7T T Time
d 2.00 400 6.00 8.00 10.00 12.00
|
|
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m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
Al Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-260
‘“ Text:
4: C6 Sulfonate PFHS
il L1874-17 Rep, DF=10 02-Mar-2004 08:18:09
LC/MS/MS #6
021804AR-260 Sm (Mn, 2x3) MRM of & Channels ES-
] 100 8.81 399 >80
19143 1.04e5
Area
[l %
UT*"'ﬁ"'ﬂ—ﬁ"' Lt e B B e e B e L L e e [ime
1] L 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" L1874-17 Rep, DF=10 02-Mar-2004 08:18:09
LC/MS/MS #6
021804AR-260 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 .17 499 > 99
L) 19044 9.81e4
Area
%
i
r—————Trr T T e 1ime
- | 2.00 4.00 6.00 8.00 10.00 12.00
-
1 ]
il
[ ]
[ ]
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il

il

il

Quantify Sample Report

Study No.:L1874, Set No.:021804AR,

Sample List:

Last modified: Tue Mar 02 12:07:00 2004

Method:

Last modified: Mon Feb 02 07:04:42 2004

Job Code:

Printed:

Tue Mar 02 14:05:22 2004

Page 121

Ext.Date:02/18/04, Analyst:K.Risha
P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM

P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104

Name: 021804AR-261

Toxt:
1: C6 Acid PFHA
L1874-18, DF=10 02-Mar-2004 08:39:55
LC/MS/MS #6
021804AR-261 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 850 313 > 269
219827 1.08e6
Area
%
0 LA I LA T T R T = Time
2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
L1874-18, DF=10 02-Mar-2004 08:39:55
LC/MS/MS #6
021804AR-261 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.00 413 > 369
383645 2.06e6
Area
%
r-———-1Y—7——7 77 Time
2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-18, DF=10 02-Mar-2004 08:39:55
LC/MS/MS #6
021804AR-261 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.1 299 > 99
139671 4.86e5
Area
%
0 T L T T ™1 1 T T T T Time
} 2.00 4.00 6.00 8.00 10.00 12.00

Exygen Research, 3058 Research Drive, State College, PA 16801

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0445

3M_MNO01538831



]
Quantify Sample Report Page 122
m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
¥l Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
" Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-261
| Text:
4: C6 Sulfonate PFHS
il L1874-18, DF=10 02-Mar-2004 08:39:55
LC/MS/MS #6
021804AR-261 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 100 8.80 399> 80
20348 1.09e5
Area
. 0
1 | %
-t e [1Me
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
d 1L.1874-18, DF=10 02-Mar-2004 08:39:55
‘ LC/MS/MS #6
021804AR-261 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.19 499 > 99
8 20537 1.05e5
Area
. %
il
- 7T T " [ime
2.00 4.00 6.00 8.00 10.00 12.00
-
L}
]
™
i
1]
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m Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masalynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
) Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
s Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-262
] Text:
1l: Cé6 Acid PFHA
Il L1874-19, DF=100 02-Mar-2004 09:01:47|
LC/MS/MS #6
021804AR-262 Sm (Mn, 2x3) MRM of 5 Channels ES-
| 10 8.50 313> 269
53794 2.32e5
Area)
d %
L B L L M LA N A e S e a e ey S e I 144
[} 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
r L1874-19, DF=100 02-Mar-2004 09:01:47
LC/MS/MS #6
021804AR-262 Sm (Mn, 2x3) MRM of 5 Channels ES-
_ 10 8.98 413 > 369
I 66438 3.4765
Area
P %
ik
0' I"'I""""!""""I""'"'\"'‘I""I""l""l-rirne
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-19, DF=100 02-Mar-2004 09:01:47
- LC/MS/MS #6
021804AR-262 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.17 299 > 99
- 14307 5.24e4
Area
%
[
=T T T e e e [Ime
" 2.00 4.00 6.00 8.00 10.00 12.00
|
u
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Quantify Sample Report Page 124
a4 Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

" Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

i Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-262

[} Text:
4: C6 Sulfonate PFHS
ol L1874-19, DF=100 02-Mar-2004 09:01:47
LC/MS/MS #6
021804AR-262 Sm (Mn, 2x3) MRM of 5 Channels ES-
M 100 8.79 399> 80
6734 3.32¢4
Area
. [+]
d %
L e e L AL B L B e e e e e S e R e e B N0
ol 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
P L1874-19, DF=100 02-Mar-2004 09:01:47
: LC/IMS/MS #6
021804AR-262 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.17 499 > 99
[ 4936 2 72e4
Area
%
o
T T e e e e e e e o [ime
2.00 4.00 6.00 8.00 10.00 12.00
E )
-
L]
it
i
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Quantify Sample Report Page 125
™ Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha

Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004

™ Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:

il Printed: Tue Mar 02 14:05:22 2004

Name: 021804AR-263

m Text:
1l: C6 Acid PFHA
il L1874-20, DF=1000 02-Mar-2004 09:23:41
LC/MS/MS #6
021804AR-263 Sm (Mn, 2x3) MRM of 5§ Channels ES-
ol 100 8.49 313 > 269
33614 1.58e5
Area
[+
¥ | %
e B L B R B L B B S S H e B 11T
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
ai L1874-20, DF=1000 02-Mar-2004 09:23:41
LC/MS/MS #6
021804AR-263 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.99 413 > 369
u 32655 1.85e5
Area
%
i
e e T e T e e e e Time
- L 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-20, DF=1000 02-Mar-2004 09:23:41
- LC/MS/MS #6
021804AR-263 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.16 299 > 99
ol 2721 1.34e4
Area
% I
il i
O L L S L L A B MR B == Time |
p 2.00 4.00 6.00 8.00 10.00 12.00 j
)
[}
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i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
| Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
i Printed: Tue Mar 02 14:05:22 2004
i Name: 021804AR-263
“ Text:
4: Cé6 Sulfonate PFHS
o L1874-20, DF=1000 02-Mar-2004 09:23:41
LC/MS/MS #6
021804AR-263 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ | 100 8.80 399 > 80
4644 2.49e4
Area
"
O .‘..‘,,.,,....,....‘....,1—“,,,—..yyfuqf.‘.\‘Time
[} 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" L1874-20, DF=1000 02-Mar-2004 09:23:41
LC/MS/MS #6
021804AR-263 Sm (Mn, 2x3) MRM of 5 Channels ES-
4 10 9.18 499 > 99
3429 1.81e4
Area
1 %
a °
0= T T T T T T T T T e T e T e e e e iMme
- 2.00 4.00 6.00 8.00 10.00 12.00
-
"
(™
|
d
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7] Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
" Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
It' Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-264
“. Text:
1: C6 Acid PFHA
| XC022404-5, 500 ng/L Standard 02-Mar-2004 09:45:33
LC/MS/MS #6
021804AR-264 Sm (Mn, 2x3) MRM of 6 Channels ES-
i 100 8.50 313 > 269
127131 B.66e5
Area
i %
) o T T T T e e e e e e Time
a 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o XC022404-5, 500 ng/L. Standard 02-Mar-2004 09:45:33
LC/MS/MS #6
021804AR-264 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 .00 413 > 369
i 128762 7.19e5
Area
%
[ ’
o T e Time
- L 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-5, 500 ng/L. Standard 02-Mar-2004 09:45:33
- LC/MS/MS #6
021804AR-264 Sm (Mn, 2x3) MRM of 5 Channels ES-
100- 8.15 299 > 99
[ ] . 4992 2.18e4
i Area
%
" 1
0"""[""[""""I"""’T\""l'"']""I""I""I'Wf’lTime\
P 2.00 4.00 6.00 8.00 10.00 1200 |
[
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Quantify Sample Report Page 128
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
3 Last modified: Tue Mar 02 12:07:00 2004
[ ] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
a Printed: Tue Mar 02 14:05:22 2004
) Name: 021804AR-264
! Text:
4: C6 Sulfonate PFHS
| XC022404-5, 500 ng/L Standard 02-Mar-2004 09:45:33
LC/MS/MS #6
021804AR-264 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ 100 8.79 399 > 80
20124 1.07e5
Area
il %
OV"_"‘I""I"j'l‘rf'l'fﬁ_‘l""l""l""l"‘ e [ime
| 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
™ XC022404-5, 500 ng/L Standard 02-Mar-2004 09:45:33
LC/MS/MS #6
021804AR-264 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 100 9.17 499 > 99
15894 B8.5%¢e4
Area
" %
I °
o e B L o e e L e s e B 141
- L 2.00 4.00 6.00 8.00 10.00 12.00
-
o
il
[ |
d
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A Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
['] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
(] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-265
i Text:
1: C6 Acid PFHA
i Methanol Wash 02-Mar-2004 10:07:14
LC/MS/MS #6
021804AR-265 Sm (Mn, 2x3) MRM of & Channels ES-
] 100 8.60 313 > 269
5128 2.57e4
Area
1 %
\/\*v*'ww_ﬂ\’_\/\_/v‘—f .
T T T T T T T T T T [ T P T T T T e e Time
" | 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
o Methanol Wash 02-Mar-2004 10:07:14
LC/MS/MS #6
021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 8.98 413 > 369
" 2111 1.74e4
Area
\Ii
A0S B e L B e e e e S e B 1015
_ 2.00 4.00 6.00 8.00 10.00 12.00 |
3: C4 Sulfonate PFRS
Methanol Wash 02-Mar-2004 10:07:14
- LC/MS/MS #6
021804AR-265 Sm (Mn, 2x3) MRM of 51 Ch;nnels ES-
1.68. 299 > 99
u 100 9.38 1.23¢3
10 1710.83
5,78 6.40 7.42 :
% 476 667 " T8
el
Oi*' e 5 e e o 5 S e e S e e S e e s e e O I 141
“ i 2.00 4.00 6.00 8.00 10.00 12.00
[
U
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Quantify Sample Report Page 130
" Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Righa
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
1| Method: P:\Data\LCMSMS6 \Masslynx\Fluorochemicals .PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
L Printed: Tue Mar 02 14:05:22 2004
T Name: 021804AR-265
Text:
4: C6 Sulfonate PFHS
(] Methanol Wash 02-Mar-2004 10:07:14
LC/MS/MS #6
7 021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES-
il 11.68 399>80;
10.92 2.47€3.
10.29
I | 9.11
5.78 |
T [ime
d 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
il Methanol Wash 02-Mar-2004 10:07:14
LC/MS/MS #6
021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES-
10.30. 1146 499> 99
i 100
9.11 10.15 2.01e3
] 705 792 865
T ) 1ime
- 6.00 8.00 10.00 1200 |
-
[ ]
ill
[ |
[ |
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Quantify Sample Report Page 131
il Study No.:L1874, Set No.:021804AR, Ext.Date:;02/18/04, ZAnalyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
o Printed: Tue Mar 02 14:05:22 2004
’ Name: 021804AR-266
i Text:
1l: C6 Acid PFHA
W |L1874-21 02-Mar-2004 10:28:52
LC/MS/MS #6
021804AR-266 Sm (Mn, 2x3) MRM of 5 Channels ES-
[ ] 100 8.50 313 > 269
7884 4.38e4
Area
i %
, T T T T [ e e e e T e Time
I 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
” L1874-21 02-Mar-2004 10:28:52
LC/MS/MS #6
021804AR-266 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.00 413 > 369
4 3015 1.87e4
Area
B %
] ° ’\\/v\\/‘\
- e e e e ey Time
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-21 02-Mar-2004 10:28:52
- LC/MS/MS #6
021804AR-266 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.67 299 > 99
- 8.90938 [\ 1902 4121 1333
755 ga2 ’ 11.75
P87 _sm N\
i
T [ime
u 6.00 8.00 10.00 12.00
i
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[ |
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Quantify Sample Report Page 132
] Study No.:1L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Righa
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
ol Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
") Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-266
» Text:
4: C6 Sulfonate PFHS
] L1874-21 02-Mar-2004 10:28:52
LC/MS/MS #6
021804AR-266 Sm (Mn, 2x3) MRM of § Channels ES- |
il ‘ 100 11.77.399 > 80
\Ii % 0.14
L e B L o o 1 Time
il L 2.00 4.00 6.00 8.00 10.00 12.00
S: C8 Sulfonate PFOS
i L1874-21 02-Mar-2004 10:28:52
LC/MS/MS #6
021804AR-266 Sm (Mn, 2x3) MRM of 5 Channels ES-
o | 2.22¢3
Area
%
\I‘
T T T T T T T T ———————————— Time
- 2.00 4.00 6.00 8.00 10.00 12.00
-
ol
wl
'
il
Exygen Research, 3058 Research Drive, State College, PA 16801
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Quantify Sample Report Page 133
] Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample Lisgt: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
"] Method: P:\Data\LCMSMS6\Masslynx\Flucrochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
il Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-267
[ ] Text:
1: C6 Acid PFHA
4 |L1874-22, DF=100 02-Mar-2004 10:50:28
LC/MS/MS #Gi
021804AR-267 Sm (Mn, 2x3) MRM of 56 Channels ES-
l 100 8.50 313 > 269
29404 1.41e5/
Area
i %
= T T T T e e o T T e [ime
I} L 2.00 4.00 6.00 8.00 10.00 12.00 J
2: C8 Acid PFOA
o L1874-22, DF=100 02-Mar-2004 10:50:28
LC/MS/MS #6
021804AR-267 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 9.00 413 > 369
L 28344 1.60e5
Area
‘ o
'} °
0= L A e L it R R T e B L ——— T [ime
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate EFBS
L1874-22, DF=100 02-Mar-2004 10:50:28
- LC/MS/MS #6
021804AR-267 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.17 299 > 99
- 807 4.12e3
Area
%
o
0= T T T e Time
i 2.00 4.00 6.00 8.00 10.00 1200 |
it
Exygen Research, 3058 Research Drive, State College, PA 16801
|
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538843

HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862

1937.0457



Ml
Quantify Sample Report Page 134
l Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
") Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
W Printed: Tue Mar 02 14:05:22 2004
. Name: 021804AR-267
L Text:
4: Cé6 Sulfonate PFHS
i L1874-22, DF=100 02-Mar-2004 10:50:28
LC/MS/MS #6
021804AR-267 Sm (Mn, 2x3) MRM of 5 Channels ES-
W 10 8.79 399 > 80
? 4328 2.43e4
j Area
il %%
O T T T e e e e e e e e e e Time
i 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
" L1874-22, DF=100 02-Mar-2004 10:50:28
LC/MS/MS #6
021804AR-267 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 9.17 499 > 99
3652 1.95e4
Area
¥ %
||||||||y[’||r|vr||rﬁﬁ~f—ﬁrﬁ’*ﬁﬁjﬁﬁﬁvﬁ—lw"ﬁw—ﬁv—,—v—rﬂﬁv—|Time
- .00 4.00 6.00 8.00 10.00 12.00 J
L4
[ |
1\“
[ |
]
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Quantify Sample Report Page 135
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
I Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
d Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-268
" Text:
1: C6 Acid PFHA
| L1874-23, DF=1000 02-Mar-2004 11:12:10
LC/MS/MS #6
021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.50 313 > 269
28825 1.31e5
Area
(] %
O e T e e e e e e e e o Time
i 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
d L1874-23, DF=1000 02-Mar-2004 11:12:10
LC/MS/MS #6
021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES-
i 10 8.98 413 > 369
29241 1.55e5
Area
) %
i °
/LA L o L B S e o B B S S U smanaae e s 1112
- 2.00 4.00 6.00 8.00 10.00 12.00
3: C4 Sulfonate PFBS
L1874-23, DF=1000 02-Mar-2004 11:12:10
- LC/MS/MS #6
021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299 > 99
m 737 3.65e3
Area
%
(]
LA A B T ————— Time
i 6.00 8.00 10.00 12.00
[ ]
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Quantify Sample Report Page 136
i Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
) Last modified: Tue Mar 02 12:07:00 2004
il Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
A Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-268
L] Text:
4: C6 Sulfonate PFHS
il L1874-23, DF=1000 02-Mar-2004 11:12:10
LC/MS/MS #6
021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES-
u 10 8.79 399 > 80|
4776 2.54e4
Areai
; Q,
[ | %
"_f'l'_f"T_""‘[""_'*|""""|""|""|""""|""|"'\—'\Time
il 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
d L1874-23, DF=1000 02-Mar-2004 11:12:10
LC/MS/MS #6
021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES-
‘ 100 9.17 499 > 99
l‘ 3534 1.84e4
Area
, %
il °
’r"lr"ﬁ"—l_r"ﬁr""l“"""I""""\"""_ﬁ'lr"_"l'_'“l.rime
- 2.00 4.00 6.00 8.00 10.00 12.00
-
u
("]
|
it
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Quantify Sample Report Page 137
il Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
1] Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
] Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-269
i Text:
1: Cé6 Acid PFHA
i XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:54
LC/MS/MS #6
021804AR-269 Sm (Mn, 2x3) MRM of & Channels ES-
[l 10 8.51 313 > 269
233605 1.27¢6
Area
. (o)
[ *
. 0 I T T T AL IR B T PT T T T ——— Time
il 2.00 4.00 6.00 8.00 10.00 12.00
2: C8 Acid PFOA
i XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:54;
LC/MS/MS #6
021804AR-269 Sm (Mn, 2x3) MRM of 5 Channels ES-
100 9.00 413 > 369
y ] 223900 1.22¢6
Area
%
1\.
T 1 Time
- 2.00 4.00 6.00 8.0 10.00 12.00
3: C4 Sulfonate PFBS
XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:5
- LC/MS/MS #6
021804AR-269 Sm (Mn, 2x3) MRM of 5 Channels ES-
10 8.15 299> 99
l 9735 5.06e4
Area
%
i
07 T T T ﬁ B A S A A Y R e s L L1
il 2.00 4.00 6.00 8.00 10.00 12.00
[ ]
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u Study No.:L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha
Sample List: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM
Last modified: Tue Mar 02 12:07:00 2004
[} Method: P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104
Last modified: Mon Feb 02 07:04:42 2004
Job Code:
W. Printed: Tue Mar 02 14:05:22 2004
Name: 021804AR-269
". Text:
4: C6 Sulfonate PFHS
"] XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:54
LC/MS/MS #6
021804AR-269 Sm (Mn, 2x3) MRM of 5 Channels ES-
u 100 8.80 399 > 80
40720 2.20e5
Area
.’ %
r-——TT———rrr—r =" Time
" | 2.00 4.00 6.00 8.00 10.00 12.00
5: C8 Sulfonate PFOS
o XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:54|
LC/MS/MS #6
021804AR-269 Sm (Mn, 2x3) MRM of 6 Channels ES-
) 10 9.17 499 > 99
il 30045 1.57e5
Area
%
ﬂ 1
GLI:\]vlll]!V!l|v|||||||vlll\lllllwt!]il!l !l|ll"""[Time
- 2.00 4.00 6.00 8.00 10.00 12.00
]
-l
i
o
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February 12, 2004
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North

An alytic

- 3612 Miller Trunk Hiohway Suite
Duluth, MN 55811
MDH Lah# 927 137180 Phone (21817294658
WDNE Lab 23000171890 Fav (7187794659

Analytical Report =~ Dais Repored: 204104

Clenr . .y L : ; . Sample Information:

M Cottage Grove . o - Ulin o Campendy: 3070
Aln: Tom Bains Sempled By MIAM
748 Tnnovation Rd Blde 145 . - . MG
Cottage Grove, MN 55016

Meiiod: EP

Phone 6514582002
Fax: 65145825596

o debealony. . Meraas
Sample 1D 1w ) Samnie Date  Analvsis Date

- - = -
| Phase 3 Effluent 8049 . 2122004 2/23/2004

Tow-level vicionry resiliy are reagent

 Reviewsd By,

- Hyou haveany questions regarding this report, please call (218) 7204658,

Sinceraly,

4

13
o
L

-
e

Linda Christensen
Chomival Bogloeer.
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’ | ‘ ’ oﬂw%f‘n‘émﬁ%&%&
North Shore
Anaiviieal Ine
e e sl —
Dulath, MN 5581

 MDHLa#OZEI3E®. . PhonsDIH7294658
WDNR Lab # 399017190 Fax: (218) 720-4659

Analvtical Report. . Dk Beported 10408

Chews: . Supple Information:

M Cottage Chiove L Chain of Custodye 3070
10746 Innovation Kd., Bldg, 145 T
Cottage Grove. MN 55015 '

Method: EPA 163
Phone: 6514582042 ‘ ‘
Fax 651458250

Sample Daic  Analysis Date

Field Blank o Rde <05 . 9/i3oe6d 310004
Bfent 0 0 L oonaaannd o 2R 004

Boviewod By:

f vou have any questions regarding this s please call(218) 720-4658.

Sincerely,

s b
c

L inda Christersen
Chemical Engineer
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Method: WWTP Scan
Result: CG WWTP Carbon Study Event 1 E04-0120

Calib

Sh 206.836 ‘As 188.979
4k 7 ‘ 4K ;
/,,/ ‘ ///
e A
/“// ‘
- o~
em /// ‘ em e g
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/ -
e //
/’/M ‘ ///Q
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o s
,// ‘ /,//
e e
/3’)? ‘ ﬁ/.
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Corr Coeff: .988716 ‘ Corr Coeff: 0.898708
3 4
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52k el | 66k ]
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/// ‘ P
/// e
em 7 ‘ em /.//
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~ ~
// ///
/LX// ‘ ,)ﬂ//
// }{//
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Method: WWTP Scan
Result: cG wWTP Carbon Study Event 1 E04-0120

Calib

Ni 231.604 ‘ Ph 220.353
40k -~ ‘ 12k ~
e ‘ _
L e
- | P
em e ‘ em 7
(cps) 7 (cps) o
,/// ‘ ,/’//
/Q/ ‘ P )J/
o
:f'/’Z ‘ z’)z/
"0.00 conc(mg/L) 1.00 "0.00 conc(mg/L) 1.00
Calib Eq'n: Lin, Calec Int ‘ Calib Eqg'n: Lin, Cale int
Corr Coeff: §.998680 Corr Coeff: .988821
T s
Se 196.025 ‘Zn 213.857
3k T sek =
7 e
A P
~ | :
//// ‘ ///
em 7 em e
(cps) o ‘ (cps) =
// ‘ e
e /,/
/M/’ Pz
~
/zf/&‘ ‘ 51/[2/
'0.00 conc(mg/L) 1.00 \ '0.00 conc(mg/L) 1.00
Calib Eg'n: Lin, Calc Int Calib Eg'n: Lin, Calc Int
Corr Coeff: £.889543 ‘ Corr Coeff: {:.888650
9 ‘ 10
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Initial Reported Reported
Sample Conc Calib Conc Samp Qc
Sample ID Sample Name Date Time Wit MDL  Analyte Name (Calib) Units (Samp) Units Recovery
2/20/2004  9:42:23 AM Sb 206.6356 0.382 mg/L 0.382 mg/L 95.56
2/20/2004  9:4223 AM As 188.979 0.375 mg/L 0.375 mg/L 93.77
2/20/2004 94223 AM Be 313.107 0.369 mg/L 0.369 mg/L 92.14
2/20/2004 94223 AM Co228.616 0.35 mg/L 0.35 mg/L 87.51
0.4ppm 2/20/2004 94223 AM Cd 22_8.802 0.356 mg/L 0.356 mg/L 89.00
2/20/2004 94223 AM Cr267.716 0.361 mg/L 0.361 mg/L 90.35
2/20/2004  9:42:23 AM Ni231.604 0.385 mg/L 0.385 mg/L 96.35
2/20/2004 94223 AM Pb 220.353 0.33 mg/L 0.33 mg/L 8252
2/20/2004  9:42:23 AM Se 196.026 0.357 mg/L 0.357 mg/L 89.30
2/20/2004  9:42:23 AM Zn 213.657 0.342 mg/L 0.342 mg/L 85.51

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862
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Initial Reported Reported

Sample Conc Calib Conc Samp Qc
Sample ID Sample Name Date Time Wit MDL ___ Analyte Name (Calib) Units (Samp) Units Recovery
212012004 94622 AM T.004 Sb 206,635 0034 mgiL ND malkg
2120/2004  9:46:22 AM 1.004 As 188.679 -0.019 mglL ND mglkg
20202004 9:46:22 AM 10040 Be313.107 0.02 mglL ND markg
2020/2004  9:46:22 AM 1.004 C0228.616 0018 mglL ND mgfkg
212012004 9:46:22 AM 10045 .. Cd228.802 -0.018 mgiL ND mglkg
MP-04-183 Field Blank 2120/2004  9:46:22 AM 1004, 0 cros7Te 0,017 mglL ND malkg
212012004  9:46:22 AM 1004 Ni231604 0.01 mglL ND mgfkg
212012004  9:46:22 AM 1.004 Pb220.353 -0.013 mgiL ND mafkg
212012004 9:46:22 AM 10040 | Se196.026 0011 mgiL ND mafkg
2020/2004  9:46:22 AM 1,004 Zn 213.657 -0.02 mg/lL ND mglkg
2/20/2004 950,14 AM 1034, Sb206.836 5,039 mgiL ND marka
2/20/2004  9:50:14 AM 1034. As188.979 0.023 mglL ND mgfkg
2/20/2004  950:14 AM 1.034 Be 313.107 0.02 mglL ND mgrkg
2020/2004  950:14 AM 1.034 Co228.616 0018 mglL ND malkg
2/20/2004  9:50:14 AM 1034 ..  Cd228.802 -0.019 mgiL ND mglkg
MP-04-184 Field Blank Dup 202012004 9:50:14 AM 1034 % Croerris 0,017 mglL ND mglkg
2/20/2004  9:50:14 AM 1.034 Ni231.604 -0.009 mgiL ND mgfkg
2/20/2004  9:50:14 AM 1.034 Pb220.353 -0.014 mgiL ND mafkg
2120/2004  950:14 AM 1034 Se196.026 -0.015 mglL ND malkg
2/20/2004 _ 9:50:14 AM 10240 i Zn213.857 -0.021 mglL ND mglkg
212012004 9.54.08 AM 1016, Sb206.835 0,045 mgiL ND markg
2020/2004  9:54:08 AM 1.016 As 188.679 0.019 mglL ND mglkg
2/20/2004  9:54:08 AM 1.016 Be 513.107 0.02 mg/L ND mgfkg
2020/2004  9:54:08 AM 10160 Co228.616 -0.018 mgiL ND mafka
2/20/2004  9:54:08 AM 10160 .., Cd228.802 0.019 mgiL ND mglkg
MP-04-165 Infiuent1/2 2/20/2004  9:54:08 AM 1018, M Crosrie 0,017 mglL ND mgrkg
212012004  9:54:08 AM 1016 Ni 231604 -0.009 mgiL ND mafkg
2/20/2004  9:54:08 AM 1016 i Pb220353 -0.013 mgiL ND mglkg
2120/2004  954.08 AM 1.016 Se 196.026 0.011 mglL ND mafkg
2/20/2004  9:54:08 AM 10160 i Zn213.857 0.018 mglL ND mglkg
212012004 958,01 AM 1034, ||| Sb206.636 0,058 mgiL ND markg
2020/2004 95801 AM 1.034 As 188.979 0.02 mg/lL ND malkg
2/20/2004  9:58:01 AM 1.034 Be 313.107 0.02 mglL ND mglkg
20202004 95801 AM 1034, Co228616 0017 mgiL ND malkg
2/20/2004  9:58:01 AM 1.034 Cd 228.802 -0.019 mgiL ND mglkg
MP-04-166 Influsnt 1/2Due  5pn004 95801 AM 10340 % crosr71e 0017 mgiL ND mgrkg
2120/2004 95801 AM 1034 Ni231604 -0.008 mgiL ND mafkg
212012004 95801 AM 1034.  Pph220353 0013 mglL ND mfkg
2/20/2004 95801 AM 1.034 Se 196.026 -0.018 mgiL ND mglkg
202012004 958:01 AM 1034 73657 0.02 mglL ND mglkg
212012004 10:01:55 AM T.034 Sb 206.636 0918 mglL 14,37 maikg 2%
2120/2004  10:01:55 AM 1.034 As 188.979 0839 mglL 298 mgkg  Selow 89%
2/20/2004  10:01:55 AM 1.034 Be 313.107 0821 mglL 397 mg/kg  recovery; 82%
212012004  10:01:55 AM 1.034 C0228.616 0738 mglL 3568 mg/kg 100 ppm std 74%
212012004 10:01:55 AM 1.034 Cd 228.802 0747 mglL 3613 mglg ok appears 75%
MP-04-166 MS Influsnt 1/2Due  5p0/2004  10-0155 AM 103a "% crosz7ie 0828 mg/L 4005 mgkg  tobe 83%
2120/2004  10:01:55 AM 1.034 Ni 231.604 0972 mglL 47 mglg  sample 97%
212012004  10:01:55 AM 1.034 Pb 220.353 1199 mg/L 58 mglkg  matrix 120%
2/20/2004  10:01:55 AM 1.034 Se 196.026 0585 mg/L 28.31 mglg  problem 59%
2020/2004 _10:01:55 AM 1.034 7n 213.657 1.357 mg/L 65.62 malkg 136%
212012004 10:05:54 AM 132 Sb 206.636 ~0.06 mglL ND mglkg
212012004 10:05:54 AM 1.32 As 188.579 0021 mgiL ND mafkg
2/20/2004  10:05:54 AM 132 . Be313.107 0.02 mg/lL ND mglkg
212012004 10:05:54 AM 132 Co 228.616 0017 mgiL ND malkg
2/20/2004  10:05:54 AM 13200 . 0d228.802 -0.019 mgiL ND mafkg
MP-04-177 Lab Blank 2/20/2004  10:05:54 AM 1320 %% Crosrrie 0.018 mgiL ND malkg
2/20/2004  10:05:54 AM 1320 Ni231.604 -0.008 mgiL ND mgfkg
2120/2004  10:05:54 AM 1.32 Ph 220,353 0012 mgiL ND malkg
2/20/2004  10:05:54 AM 1.32 Se 196.026 0.021 mglL ND mglkg
2120/2004__10:05:54 AM 1320 0 7n13.6857 -0.021_mgil ND. mg/kg
2/20/2004  10:09:51 AM 108. . Sb206.636 0.076 mgiL ND malkg
2/20/2004  10:09:51 AM 1.08 As 188.979 0.02 mg/L ND malkg
2/20/2004  10:09:51 AM 10800 Be313.107 0.02 mgfL ND malkg
2120/2004  10:09:51 AM 1.08 Co 228.616 -0.018 mgiL ND malkg
2/20/2004  10:09:51 AM 1.08 | Gd228.802 0.018 mgiL ND malkg
MP-04-187 Port 14 2/20/2004  10:09:51 AM 1080 % crogre -0.018 mgiL ND malkg
2/20/2004  10:09:51 AM 1.08 Ni 231.604 -0.009 mgiL ND mglkg
2/20/2004  10:09:51 AM 1.08 Pb 220.353 -0.013 mglL ND mafka
2/20/2004  10:09:51 AM 1080 Sc196.026 0011 mglL ND mglkg
2/20/2004_ 10:09:51 AM 1080 . 7n213.657 -0.02 mg/L ND. mafkg
212012004 10:13:47 AM 1.02 Sb 206,635 0066 mgiL ND malkg
2120/2004  10:13:47 AM 102.  As188.979 -0.022 mglL ND malkg
2120/2004  10:13:47 AM 1.02 Be 313.107 -0.02 mg/L ND malkg
2120/2004  10:13:47 AM 102 Co228616 -0.018 mgiL ND malkg
2/20/2004  10:13:47 AM 1020 .. Cd228.802 -0.017 mgiL ND mglkg
MP-04-188 Port 1A Dup 2020/2004  10:13:47 AM 102 7% Crosr7ie 0,017 mgll ND malkg
2120/2004  10:13:47 AM 1.02 Ni231.604 -0.013 mglL ND mglkg
2020/2004  10:13:47 AM 10200 Pb220.353 -0.013 mgiL ND mafkg
2120/2004  10:13:47 AM 1.02 Se 196.025 0011 mglL ND mgfkg
2/20/2004_ 10:13.47 AM 1.02 Zn 213.657 -0.019 mgiL ND. mglkg
2120/2004 101743 AM T113, . Sb206836 0.074 mgiL ND malka
2120/2004  10:17:43 AM 1113 As 188.979 0.019 mgiL ND mafka
2/20/2004  10:17:43 AM 1113 Be 313.107 -0.02 mg/lL ND mgfkg
2020/2004  10:17:43 AM 1113, Coz28.616 0.018 mgiL ND mafka
2/20/2004  10:17:43 AM 1113 Cd 228.802 -0.018 mgiL ND mglkg
MP-04-189 Port 44 2120/2004  10:17:43AM 1113 M Grosr e -0.017 mglL ND mafka
2120/2004  10:17:43 AM 1113 Ni231.604 0011 mglL ND mgfkg
212002004 10:17:43 AM 11130 Pp220.353 -0.015 mgiL ND marka
212012004 10:17:43 AM 1113 Se 196.025 0016 mglL ND mafkg
2020/2004__10:17:43 AM 1113 7n213.887 -0.017 mgiL ND. mglkg
CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 3M_MNO01538856
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Initial Reported Reported
Sample Conc Calib Conc Samp Qc
Sample ID Sample Name Date Time Wit MDL  Analyte Name (Calib) Units (Samp) Units Recovery
212012004 102139 AM Sb 206,635 0342 mglL 0.342 mgiL 3562
2/20/2004  10:21:39 AM As 188.679 0.353 mglL 0.353 mglL 88.35
2120/2004  10:21:39 AM Be 313.107 0.359 mglL 0.359 mgiL 89.73
2/20/2004  10:21:39 AM C0228.616 0324 mglL 0.324 mgiL 80.88
0. 4ppm 2/20/2004  10:21:39 AM Cd 226,802 0.33 mgiL 0.33 mg/L 82,62
2/20/2004  10:21:39 AM Cr267.716 0352 mglL 0.352 mgiL 87.95
2/20/2004  10:21:39 AM Ni231.604 0373 mglL 0.373 mgiL 93.20
2/20/2004  10:21:39 AM Pb 220,353 0316 mglL 0.316 mgiL 79.06
2/20/2004  10:21:39 AM Se 196.026 0332 mglL 0.332 mgiL 83.04
2/20/2004 _ 10:21:39 AM Zn 213.657 0328 mglL 0.328 mgiL 51.90
2/20/2004  10.25.37 AM T182 Sb 206.636 0.153 mgiL ND marka
2/20/2004  10:25:37 AM 1.182 As 188.679 -0.03 mglL ND mgfkg
2/20/2004  10:25:37 AM 1.182 Be 313.107 0.02 mglL ND mgrkg
202012004  10:25:37 AM 1182 Co228.616 0018 mglL ND malkg
2/20/2004  10:25:37 AM 1182, . Cd228.802 -0.017 mgiL ND mglkg
MP-04-170 Port 4A Dup 2/20/2004  10:25:37 AM 11820 P crogrme 0.017 mgiL ND mafkg
2/20/2004 10:25:37 AM 1.182 Ni231.604 -0.018 mgiL ND mgfkg
2/20/2004 10:25:37 AM 1.182 Pb220.353 -0.021 mgiL ND mafkg
2/20/2004  10:25:37 AM 1.182 Se 196.026 -0.012 mglL ND malkg
2/20/2004 _ 10:25:37 AM 1.182 Zn 213.857 -0.021 mglL ND mglkg
212012004 10.29.35 AM T.064 Sb 206.636 0,069 mgiL ND markg
2020/2004  10:29:35 AM 1.084 As 188.679 0.02 mglL ND mglkg
2/20/2004  10:29:35 AM 1.064 Be 513.107 0.02 mg/L ND mgfkg
2120/2004  10:29:35 AM 1.084 Co 228.616 -0.016 mgiL ND mafka
2/20/2004  10:29:35 AM 1084 .., Cd228.802 0.014 mgiL ND mglkg
MP-04-171 Bffluent 1 2/20/2004  10:29:35 AM 1084, B GrosrTie -0.018 mgiL ND mafkg
212012004  10:29:35 AM 1.084 Ni 231604 0025 mgiL ND mafkg
2/20/2004  10:29:35 AM 1.064 Pb220.353 0.021 mglL ND mglkg
2/20/2004  10:29:35 AM 1.084 Se 196.026 -0.012 mglL ND mafkg
2/20/2004 _ 10:29:35 AM 1,084 Zn 213.857 -0.016 mglL ND mglkg
212012004 10.33.34 AM 1,07 Sb 206.636 0,059 mgiL ND markg
2020/2004  10:33:34 AM 1.07 As 188.979 0015 mgiL ND malkg
2/20/2004  10:33:34 AM 1.07 Be 313.107 0.02 mglL ND mglkg
2120/2004  10:33:34 AM 107 C0228.616 0015 mgiL ND malkg
2/20/2004  10:33:34 AM 1.07 Cd 228.802 -0.012 mgiL ND mglkg
MP-04-172 Effluent 1 Dup 212012004  10:33:34 AM 1o B crosT 76 0018 mgiL ND mgrkg
2120/2004  10:33:34 AM 1.07 Ni231.604 -0.028 mgiL ND mafkg
2120/2004  10:33:34 AM 1.07 Ph 220,353 0023 mglL ND mfkg
2/20/2004  10:33:34 AM 1.07 Se 196.026 0,011 mglL ND mglkg
2020/2004 _10:33:34 AM 1.07 Zn 213.857 0013 mglL ND mglkg
212012004 10:37:33 AM T.055 Sb 206.636 0,072 mglL ND mglkg
2020/2004  10:37:33 AM 1.055 As 188.979 0013 mgiL ND mafkg
2/20/2004  10:37:33 AM 1.055 Be 313.107 0.02 mg/lL ND mglkg
212012004 10:37:33 AM 1.055 C0228.616 0011 mgiL ND mafkg
2120/2004  10:37:33 AM 1.055 Cd 228.802 0.01 mglL ND malkg
MP-04-173 Effluent 4 220/2004  10:37:33 AM 1055, % crog77ie 0.02 mg/L ND mglkg
2120/2004  10:37:33 AM 1.055 Ni 231.604 -0.029 mgiL ND markg
202012004 10:37:33 AM 1.055 Pb 220.353 0031 mglL ND malkg
2/20/2004  10:37:33 AM 1.055 Se 196.026 -0.003 mgiL ND mglkg
2020/2004 _10:37:33 AM 1.055 7n 213.657 -0.012 mgil ND mglkg
212012004 10:47:33 AM 1.09 Sb 206.636 0.057 mgiL ND mglkg
212012004  10:41:33 AM 1.09 As 188.579 0012 mgiL ND mafkg
2/20/2004  10:41:33 AM 1.09 Be 313.107 0.02 mg/lL ND mglkg
212012004  10:41:33 AM 1.09 Co 228.616 -0.009 mgiL ND malkg
2120/2004  10:41:33 AM 10900 . Cd228.802 -0.009 mgiL ND mafkg
MP-04-174 Effluont 4 Dup 2120/2004  10:41:33 AM 1000 % crosrre 0.022 mgiL ND malkg
2/20/2004  10:41:33 AM 1.09 Ni 231.604 -0.026 mgiL ND mgfkg
2020/2004  10:41:33 AM 1.09 Ph 220,353 -0.04 mg/L ND malkg
2/20/2004  10:41:33 AM 1.09 Se 196.026 0012 mglL ND mglkg
2020/2004__10:41:33 AM 1.09 Zn 213.657 -0.012 mgil ND. mg/kg
2/20/2004  10:45:33 AM 1.09 Sb 206.636 0.54 mgiL 24.77 mgikg 54.00%
2120/2004  10:45:33 AM 1.09 As 188.979 0533 mg/L 24.46 mghg  low 53.30%
2120/2004  10:45:33 AM 1.09 Be 313.107 0618 mglL 2833 mglg  recovery; 61.80%
2120/2004  10:45:33 AM 1.09 Co 228.616 0.734 mglL 3366 mglg  100ppmstd  73.40%
220/2004  10:45:33 AM 1.09 Gd 226.802 0.761 mglL 349 mglkg ok appears 76.10%
MP-04-174 MS Effluent 4 Dup 2120/2004  10:45:33 AM 100 " croszre 0.725 mglL 3324 mghg  tobe 72.50%
2/20/2004  10:45:33 AM 1.09 Ni 231.604 0.684 mglL 31.36 mghg  sample 68.40%
2/0/2004  10:45:33 AM 1.09 Pb 220.353 0.802 ma/L 358 mofka  matrix 80.20%
2/20/2004  10:45:33 AM 1.09 Se 196.025 0675 mglL 30.96 mglg  problem 67.50%
2/20/2004 _ 10:45:33 AM 1.09 Zn 213.657 0958 mglL 43.96 mglkg 95.80%
212012004 102931 AM 7095 Sb 206,635 0048 mglL ND malkg
2120/2004  10:49:31 AM 1.096 As 188.979 -0.005 mgiL ND malkg
2120/2004  10:49:31 AM 1.095 Be 313.107 -0.022 mglL ND malkg
2120/2004  10:49:31 AM 1096 Co228616 -0.004 mgiL ND malkg
2/20/2004  10:49:31 AM 1096 ... Cd228.802 -0.007 mgiL ND mglkg
MP-04-178 Lab Blank Dup 2020/2004  10:49:31 AM 1006 2 Gros7 716 -0.026 mgil ND malkg
2/20/2004  10:49:31 AM 1.095 Ni231.604 -0.008 mg/L ND mglkg
2020/2004  10:49:31 AM 1.098 Pb 220.353 -0.067 mgiL ND mafkg
2/20/2004  10:49:31 AM 1.095 Se 196.025 0.025 mglL ND mgfkg
2120/2004_ 10:49:31 AM 1.098 Zn 213.657 -0.011_mglL ND. mglkg
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Initial Reported Reported
Sample Conc Calib Conc Samp Qc
Sample ID Sample Name Date Time Wit MDL ___ Analyte Name (Calib) Units (Samp) Units Recovery
212012004 105727 AM T178 Sb 206,635 00571 mgiL ND malkg
2/20/2004  10:57:27 AM 1178 As 188.679 0.01 mglL ND mglkg
2120/2004  10:57:27 AM 1178 Be 313.107 -0.022 mgiL ND markg
2/20/2004  10:57:27 AM 1178 C0228.616 0.003 mglL ND mgfkg
2/20/2004  1057:27 AM 11780 .. Cd228.802 -0.008 mgiL ND mglkg
MP-04-175 Comb Effluent 2/20/2004  10:57:27 AM 1178, 10 cros7 e -0.026 mg/L ND malkg
2/20/2004  10:57:27 AM 1178 Ni231.604 -0.001 mgiL ND mgfkg
2/20/2004  10:57:27 AM 1178 Pb220.353 -0.075 mgiL ND mafkg
2/20/2004  10:57:27 AM 1178 Se 196.026 0.028 mglL ND mafkg
2/20/2004 _10:57:27 AM 1.178 Zn 213.657 -0.012 mgiL ND mglkg
272012004 11.26.32 AM Sb 206.636 0.436 mgiL 0.436 mgiL T06.98
2/20/2004  11:26:32 AM As 188.679 0.415 mglL 0.415 mgiL 103.87
2/20/2004  11:26:32 AM Be 313.107 0433 mglL 0.433 mgiL 108.19
2020/2004  11:26:32 AM Co228.616 0456 mglL 0.456 mgiL 114.12
0. 4ppm 2/20/2004  11:26:32 AM Cd 228,502 0.458 mg/L 0.458 mgiL 11451
2020/2004  11:26:32 AM Cro67.716 0.434 mglL 0.434 mgiL 108.54
2/20/2004 11:26:32 AM Ni231.604 0.398 mg/L 0.398 mgiL 99.50
2/20/2004 11:26:32 AM Pb 220.353 0.412 mglL 0.412 mgiL 103.06
2120/2004  11:26:32 AM Se 196.026 0.464 mg/L 0.464 mglL 115.97
2/20/2004  11:26:32 AM _ Zn213.657 0.452 mglL 0.452 mglL 112.03
212012004 11:30.42 AM T274 Sb 206.636 0,031 mglL ND markg
2020/2004  11:30:42 AM 1.274 As 188.679 0014 mglL ND mglkg
2/20/2004  11:30:42 AM 1.274 Be 513.107 0.02 mg/L ND mgfkg
2020/2004  11:30:42 AM 1.274 Co 228.616 -0.012 mgiL ND mafka
2/20/2004  11:30:42 AM 1274° .., Cd228.802 0011 mgiL ND mglkg
MP-04-176 Comb Bffluent Dut 5502004 11:30:42 AM 1274 % Crosr e 0,019 mgiL ND mgrkg
212012004 11:30:42 AM 1274 Ni 231604 0029 mgiL ND mafkg
2/20/2004  11:30:42 AM 1.274 Pb220.353 -0.027 mgiL ND mglkg
2/20/2004  11:30.42 AM 1.274 Se 196.026 -0.009 mgiL ND mafkg
2/20/2004 _ 11:30:42 AM 1.274 Zn 213.857 0.011 mglL ND mglkg
212012004 11.34.37 AM 132 Sb 206.636 0,038 mgiL ND markg
2120/2004  11:34:37 AM 1.32 As 188.979 0013 mgiL ND malkg
2/20/2004  11:34:37 AM 1.32 Be 313.107 0.02 mglL ND mglkg
2120/2004  11:34:37 AM 132 C0228.616 0014 mgiL ND malkg
2/20/2004  11:34:37 AM 132 Cd 228.802 -0.012 mgiL ND mglkg
Mp-04-177 Lab Blank 212012004  11:34:37 AM 1320 P oos7 76 0018 mgiL ND mgrkg
2120/2004  11:34:37 AM 1.32 Ni231.604 -0.028 mgiL ND mafkg
2120/2004  11:34:37 AM 132 Ph 220,353 0024 mglL ND mfkg
2/20/2004  11:34:37 AM 1.32 Se 196.026 -0.002 mgiL ND mglkg
2020/2004 _11:34:37 AM 1.32 7357 0012 mglL ND mglkg
212002004 113834 AM _ 0.622 Sb 206.636 7003 mglL 50.59 mgrkg B1%
22012004 113834AM 0622 As 188.979 1.26 mgfL 101.3 mafkg 101%
2/20/2004 11:38:34AM  0.622 Be 313.107 1279 mg/L 102.8 mgrkg 103%
21202004 113834AM 0622 C0228.616 1304 mgfL 104.8 mgfkg 105%
20202004 113834AM 0622 Cd 228.802 1277 mglL 102.7 mafkg 103%
MP-04-180 100 ppm Check 5 p0004 113834 AM 0622 > Groe77ie 1.302 mg/L 104.6 mglkg 105%
2120/2004 11:3834AM  0.622 Ni 231.604 1.285 mg/L 103.3 mafkg 103%
2020/2004 113834AM 0622 Pb 220.353 1334 mgiL 107.2 mgfkg 107%
2/20/2004 113834AM  0.622 Se 196.026 1312 mglL 105.5 mgfkg 106%
20/2004 113834 AM __ 0.622 7n 213.657 1.399 mg/L 1125 mgfkg 113%
212012004 11:42:37 AM Sb 206.636 0.336 mglL 0.336 mgiL 34.06
212012004  11:42:37 AM As 188.579 0427 mglL 0.427 mgiL 106.86
2/20/2004  11:42:37 AM Be 313.107 0.441 mglL 0.441 mgiL 110.15
212012004  11:42:37 AM Co 228.616 0443 mglL 0.443 mgiL 110.80
0.4ppm 2120/2004  11:42:37 AM Cd 228,802 0.442 mglL 0.442 mglL 110.46
2120/2004  11:42:37 AM Cr267.716 0.437 mglL 0.437 mglL 109.22
212012004  11:42:37 AM Ni 231.604 0.408 mg/L 0.408 mg/L 101.94
200/2004  11:42:37 AM Ph 220.353 0424 mglL 0.424 mgil 105.96
2/20/2004  11:42:37 AM Se 196.026 0.448 mglL 0.448 mg/L 112.00
2020/2004__11:42:37 AM Zn 213.657 0.451 mglL 0.451 mglL 112,64
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Calib
Method: WWTP Scan

Result: CG WWTP Carbon Study Event 1 E04-0120 no digest
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Method: WWTP Scan
Result: ¢G WwTP Carbon Study Event 1 E04-0120 no digest
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Initial Reported Reported
Sample Analyte Conc Calib Conc Samp Qc
Sample ID Date Time Wt Name (Calib) Units (Samp) Units Recovery
2/23/2004  10:59:35 AM Sb 206.836 0.365 mglL 0.365 mgiL 91.19
2/23/2004  1059:35 AM As 188.979 0.357 mgiL 0.357 mg/L 8929
2/23/2004  10:59:35 AM Be 313.107 0.363 mgiL 0.363 mg/L 80.69
2/23/2004  1059:35 AM Co 228 616 0.359 mgilL 0.350 mg/L 8978
0.4ppm 2/23/2004  1059:35 AM Cd 228.802 0.358 mgiL 0.358 mg/L 89.54
. 2/23/2004  1059:35 AM Cr267.71¢€ 0.36 mgiL C.36 mg/L 89.89
2/23/2004  1059:35 AM Ni 231.604 0.358 mgiL 0.358 mg/L 89.57
2/23/2004  1059:35 AM Pb 220.353 0.354 mgiL 0.354 mg/L 88.38
2/23/2004  10:59:35 AM Se 196.026 0.367 mgiL 0.367 ma/L 91.67
2/23/2004  10:59:35 AM Zn 213.857 0.361 mglL 0.361 mgiL 90.27
2/23/2004  11:03:33 AM Sb 206.836 €.055 molL mg/kg
2/23/2004  11:03:33 AM As 188.979 ND mg/L mg/kg
2/23/2004  11:.03:33 AM Be 313.107 ND mg/lL mg/kg
2/23/2004  11.03:33 AM Co 228.616 ND mg/L mg/kg
Inf 172 2/23/2004  11:03:33 AM 100% Cd 228.802 ND mg/lL mg/kg
2/23/2004  11:.03:33 AM Cr267.71€ 4.048 mgiL mg/kg
2/23/2004  1103:33 AM Ni 231.604 ND mg/lL mg/kg
2/23/2004  11:03:33 AM Pb 220.353 ND mo/L mga/kg
2/23/2004  11:03:33 AM Se 196.026 ND ma/L ma/kg
2/23/2004  11:03:33 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  1107:27 AM Sb 206.836 ND mg/L mg/kg
2/23/2004  11:.07:27 AM As 188.979 ND mg/lL mg/kg
2/23/2004  1107:27 AM Be 313.107 ND mg/L mg/ky
2/23/2004  11:07:27 AM Co 228616 ND mg/L mg/kg
. 2/23/2004  1107:27 AM o Cd 228.802 ND mg/iL mg/kg
Field Blank 230004 110727 AM 9% Cros77i6 ND ol ma/kg
2/23/2004  11:07:27 AM Ni 231.604 ND ma/L mg/kg
2/23/2004  11:07:27 AM Pb220.353 ND ma/L mg/kg
2/23/2004  11:07:27 AM Se 196.026 ND mg/L mg/kg
2/23/2004  11.07:27 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  11:11:22 AM Sh 206.836 0.054 mglL mg/kg
2/23/2004 11.11.22 AM As 188.979 ND my/ll my/ky
2/23/2004  11:11:22 AM Be 313.107 ND mg/L mg/kg
2/23/2004  11:11:22 AM Co 228.616 ND mg/L mg/kg
2/23/2004  11:111:22 AM ., Cd228802 ND mg/L mg/kg
Comb1/2 2/23/2004  11:11:22 AM 100% Cr267.71€ ND ma/L mg/kg
2/23/2004 11:11:22 AM Ni 231.604 ND ma/L mg/kg
2/23/2004  11:111:22 AM Pb220.353 ND mg/L mg/kg
2/23/2004  11:11:22 AM Se 196.026 ND mg/L mg/kg
2/23/2004  11:11:22 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  11.15.17 AM Sb 206.836 0.048 mylL my/ky
2/23/2004  11:15:17 AM As 188.979 ND mg/L mg/kg
2/23/2004 111517 AM Be 313.107 ND mg/L mg/kg
2/23/2004  11:15:17 AM Co 228616 ND ma/L ma/kg
2/23/2004 111517 AM o Cd 228.802 ND mo/L mga/kg
Port 4A 2/23/2004 111517 AM 1a0% Cr267.71€ ND mg/L mg/kg
2/23/2004  11:15:17 AM Ni 231.604 ND mg/L mg/kg
2/23/2004 111517 AM Pb 220.353 ND mg/L mg/kg
2/23/2004  11:15:17 AM Se 196.026 ND mg/L mg/kg
2/23/2004 111517 AM Zn 213.857 ND mg/l mg/ky
2/23/2004  11:19:12 AM Sb 206.836 1.243 mgiL ma/kg 124%
2/23/2004 111912 AM As 188.979 1.23 mgiL MS mg/kg 123%
2/23/2004 11119112 AM Be 313.107 1,196 mgi recovery ma/kg 120%
2/23/2004 111912 AM Co 228.616 1.134 mg/lL high for zinc, mg/kg 113%
2/23/2004 111912 AM o Cd 228.802 1.173 mg/iL 100 ppm std  mg/kg 117%
Port 4A MS 2/23/2004  11:19:12 AM 100% Cr 267.71€ 1.176 mgiL check ok,  mg/kg 118%
2/23/2004  11:19:12 AM Ni 231.604 1.202 mg/iL possible mg/kg 129%
2/232004  11:19:12 AM Ph 220353 1.451 mg/lL matrix mg/kg 145%
2/23/2004  11:19:12 AM Se 196.026 1.01 mgiL interferense  mg/ky 101%
2/23/2004  11:19:12 AM Zn 213.857 3.013 mglL mg/kg 301%
2/23/2004  1123:15 AM Sb 206.836 ND mg/L mg/kg
2/23/2004 112315 AM As 188.979 ND ma/lL mg/kg
2/23/2004  11:23:15 AM Be 313.107 ND ma/ mg/kg
2/23/2004  11:23:15 AM Co 228.616 ND mg/L mg/kg
2/23/2004  11:23:15 AM ., Cd228802 ND mg/L mg/kg
Lab Blank 2230004 112315AM  19%  Croer 71 ND mgiL markg
20030004 112315 AM Ni 231 604 NN mgi mglkg
2/23/2004  1123:15 AM Pb220.353 ND mg/L mg/ky
2/23/2004  11:23:15 AM Se 196.026 ND mg/L ma/kg
2/23/2004  11:23:15 AM Zn 213.857 ND mg/L mg/kg
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Initial Reported Reported
Sample Analyte Conc Calib Conc Samp Qc
Sample ID Date Time Wt Name (Calib) Units (Samp) Units Recovery
2/23/2004 112712 AM Sb 206.836 0.05 mglL mg/kg
2/23/2004  11:27:12 AM As 188.979 ND mg/L mg/kg
2/23/2004 112712 AM Be 313.107 ND ma/L mg/kg
2/23/2004 11:27:12 AM Co 228616 ND mg/lL mg/kg
1 CFF 2/23/2004 112712 AM 100% Cd 228.802 ND mg/L mg/kg
2/23/2004  11:27:12 AM Cr267.71€ ND mg/lL mg/kg
2/23/2004 112712 AM Ni 231.604 ND mg/iL mg/kg
2/23/2004  11:27:12 AM Pb220.353 ND mg/lL mg/kg
2/23/2004 112712 AM Se 196.026 ND mg/L ma/kg
2/23/2004  11:27:12 AM Zn213.857 ND mg/L mg/kg
2/23/2004  11:31:09 AM Sb 206.836 €.049 molL mg/kg
2/23/2004  11:31:09 AM As 188.979 ND mg/L mg/kg
2/23/2004  11:31:09 AM Be 313.107 ND mg/lL mg/kg
2/23/2004  1131:09 AM Co 228.616 ND mg/L mg/kg
Eff 4 2/23/2004  11:31:09 AM 100% Cd 228.802 ND mg/lL mg/kg
2/23/2004  11:31:09 AM Cr267.71€ ND mg/iL mg/kg
2/23/2004  11:31:09 AM Ni 231.604 ND mg/lL mg/kg
2/23/2004  11:31:09 AM Pb 220.353 ND mo/L mga/kg
2/23/2004  11:31:09 AM Se 196.026 ND ma/L ma/kg
2/23/2004  11:31:09 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  11:35:06 AM Sb 206.836 .05 mgilL mg/kg
2/23/2004  11:35:06 AM As 188.979 ND mg/lL mg/kg
2/23/2004  1135:06 AM Be 313.107 ND mg/L mg/ky
2/23/2004  11:35:06 AM Co 228616 ND mg/L mg/kg
Port 1A 2/23/2004  11:35:06 AM 100% Cd 228.802 ND mg/iL mg/kg
2/23/2004  11:35:06 AM Cr267.71€ ND mg/L mg/kg
2/23/2004  11:35:06 AM Ni 231.604 ND ma/L mg/kg
2/23/2004  11:35:06 AM Pb220.353 ND ma/L mg/kg
2/23/2004  11:35:06 AM Se 196.026 ND mg/L mg/kg
2/23/2004  11:35:06 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  11:39:04 AM Sh 206.836 0.336 mgiL 0.336 mg/L 84.03
2/23/2004  11.39.04 AM As 188.979 0.327 mygik 0.327 my/L 81.75
2/23/2004  11:39:04 AM Be 313.107 0.336 mgiL 0.336 mg/L 84.08
2/23/2004  11:39:04 AM Co 228.616 0.332 mgiL 0.332 mg/L 83.04
0 4ppm 2/23/2004  11:39:04 AM Cd 228,802 0.334 mglL 0.334 mgiL 83.58
2/23/2004  11:39:04 AM Cr 267.71€ 0.332 mgiL 0.332 mg/L 83.07
2/23/2004  11:39:04 AM Ni 231.604 0.332 mglL 0.332 mg/L 82.97
2/23/2004  11:39:04 AM Pb 220.353 0.325 mgL 0.325 mgiL 81.15
2/23/2004  11:39:04 AM Se 196.026 0.336 mgiL 0.336 mg/L 84.07
2/23/2004  11:39:04 AM Zn 213.857 0.335 mgiL 0.335 mg/L 8363
2/23/2004  11.43.02 AM Sb 206.836 1.124 mgiL my/ky 112%
2/23/2004  11:43:02 AM As 188.979 1.097 mg/lL MS mg/kg 110%
2/23/2004  11:43:02 AM Be 313.107 1.074 mg/iL recovery mg/kg 107 %
2/23/2004  11:43:02 AM Co 228616 1.008 mgi high for zinc, ma/kg 101%
Port 1A MS 2/23/2004  11:43:02 AM 100% Cd 228.802 1.047 mg/lL 100 ppm std markg 105%
2/23/2004  11:43:02 AM Cr 267.71€ 1.03 mgiL check ok, mg/kg 103%
2/23/2004  11:43:02 AM Ni 231.604 1.093 mgiL possible mg/kg 109%
2/23/2004  11:43:02 AM Pb 220.353 1.042 mg/iL matrix mg/kg 104%
2/23/2004  11:43:02 AM Se 196.026 1.024 mg/lL interference  mg/kg 102%
2/23/2004  1143:02 AM Zn 213.857 1.567 mg/lL mg/ky 157 %
2/23/2004  11:47:07 AM Sb206.836 ND mg/L ma/kg
2/23/2004  11:47:07 AM As 188.979 ND mg/L mg/kg
2/23/2004  11:47:07 AM Be 313107 ND ma/L ma/kg
2/23/2004  11:47:07 AM Co 228.616 ND ma/lL mg/kg
. 2/23/2004  11:47:07 AM o Cd 228.802 ND mg/L mg/kg
Field Blank 2030004 1147:07AM 1% Croe7716 ND mal ma/kg
2/23/2004  11:47:07 AM Ni 231.604 ND mg/L mg/kg
2/232004  11:47:07 AM Ph 220353 ND mg/L mg/kg
2/23/2004  11:47:07 AM Se 196.026 ND mg/L mg/ky
2/23/2004  11:47:07 AM Zn 213.857 ND mg/L mg/kg
2/23/2004  1151:07 AM Sb 206.836 ND mg/L -0.197 mg/kg
2/23/2004  1151:07 AM As 188.979 ND ma/lL -0.755 mgikg
2/23/2004  1151:07 AM Be 313.107 ND ma/ -0.175 mg/kg
2/23/2004  1151:07 AM Co 228.616 ND mg/L -0.079 mg/kg
2/23/2004  11:51:07 AM Cd 228,802 ND mg/L -0.016 mg/kg
Lab Blank 2230004 115107 AM 9% Croer 71 ND mgiL -0.083 mgikg
20030004 115107 AM Ni 231 604 NN mgi -0 183 mglkg
2/23/2004  1151:07 AM Pb220.353 ND mg/L -0.091 mg/ky
2/23/2004  11:51:07 AM Se 196.026 ND mg/L -0.163 mg/kg
2/23/2004  1151:07 AM Zn 213.857 ND mg/L -0.199 mg/kg
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Initial Reported Reported
Sample Analyte Conc Calib Conc Samp Qc
Sample ID Date Time Wt Name (Calib) Units (Samp) Units Recovery
2/23/2004  11:55:00 AM Sb 206.836 0.329 mg/lL 0.329 mg/L 82.16
2/23/2004  11:55:00 AM As 188.979 0.321 mgiL 0.321 mgi/L 80.26
2/23/2004  11:55:00 AM Be 313.107 0.33 mgiL C.33 mg/L 82.42
2/23/2004  11:55:00 AM Co 228616 0.332 mglL 0.332 mg/L 8293
2/23/2004  11:55:00 AM Cd 228.802 0.335 mgiL 0.335 mgiL 83.67
2/23/2004  11:55:00 AM Cr267.71€ 0.333 mgiL 0.333 mg/L 83.25
2/23/2004  11:55:00 AM Ni 231.604 0.332 mgiL 0.332 mgiL 82.88
2/23/2004  11:55:00 AM Pb 220.353 0.318 mglL 0.318 mgi/L 79.46
2/23/2004  11:55:00 AM Se 196.026 0.331 mgiL 0.331 mg/L 82.63
0.4ppm 2/23/2004  11:55:00 AM Zn 213.857 0.336 mg/lL 0.336 mg/L 83.97
2/23/2004  1157:23 AM Sb 206.836 0.337 mg/L 0.337 mg/L 84.17
2/23/2004  11:57:23 AM As 188.979 0.326 mgiL 0.325 mg/L 81.33
2/23/2004  1157:23 AM Be 313.107 0.336 mgL 0.336 mgi/L 83.96
2/23/2004  1157:23 AM Co 228.616 0.335 mgiL 0.335 mgiL 83.82
2/23/2004  1157:23 AM Cd 228.802 0.336 mgiL 0.336 mg/L 84.00
2/23/2004  11:57:23 AM Cr 267.71€ 0.336 mg/L 0.336 mgiL 83.88
2/23/2004  1157:23 AM Ni 231.604 0.335 mglL 0.335 mgiL 8373
2/23/2004  11:57:23 AM Pb 220.353 0.326 mg/L 0.326 mg/L 81.45
2/23/2004  1157:23 AM Se 196.026 0.338 mg/lL 0.338 ma/L 84.48
2/23/2004  1157:23 AM Zn 213.857 0.338 mg/lL 0.338 mg/L 84.55
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