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M~, Tin~ Oa]lowas 

10746 Inno~ atia~ Road 
Building 145 
Cottage Grove, Minnesota 55016 

Fhe tables bdow summarize {he chemical a~sd toxicological resuhs fl:,r ~be ~ests conducted witl, 
th~ ~M C’oWmse G~os, e famnL,, s~ples rece,ved by Era on ~eoruar} I.L 2004° The {outs were 

conducted as outlined in the 3M GPO dated f:ebruau 9, 2004 and the LIMS number E04-0! 20. 

Briefly, each samolc was tested at 100% concentration with ts~o rcpiicate test chambers pen 
sample. Ten 13 day old fish were exposed per replicate and test temperature ’,~as mmntained a~ 
25:~C = 1 °C~ SoIut~o~s were renexvsd at the 48 hour t~st in[~rval using ~t~e afigina~ samp~ tha~ 
had been stored in darkness a~ }-4°C. Test d~travrm was 96 hours, and per your ~uidance, fine 
tests were conducted m darkness. 

Ef~Iue~st 4 

Port 4A 

Arrival Arrival    ArrX:aI 
Arnval    Arrival 

27t277004 I 1 OC ._: 1 ._.: .... 10:~0 

2! [ 2/2004 !:45 2/13/2004 t 18:~0 

2/12i2004 i 1:35 2!1312004 l {}:3{} I0 1.5 <0,02 

l 0:30      1.0 ~    ~ 6      <0.62 
I 

None of the samples contained 1oral residual chlorine {TRC’} concentrations above the 
detection limit of 0.02 mgq.. Ammonia concentrations ~br the samples ranged fl’om !.3 mgir f2,r 
~he Influcnt I72 sample to 2.1 mgL lbr the Combined Effluent sample. The measured 
concentrations were not anucipated to cause acute adve-se elliot> !o ff~e fish and t?x’rc-{bre the 
~es~s were not pH adjusmd. Amval Icmpcrature fi}r each ord> samples was I 
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Results for the Ioxicity exposures are shown in ,he table below 

MNRW 

Mema Mea~ 
P¢-~centa~¢ P~rccnmgc 

S~rv/val SurvNal 

I % |4our 

Mean Mean 

Pcrccnt~g~ : Percentage 

S:a~, ivaI ’ Survivat 

~O0 i00 10O 

f ~407~462 

85 1482-~4S8 

75 65 65 

70 8 ~8,4 4.5~7,~ 

! I426o~48I 

4.4-7.8 : 1441-!486 

J 

The mc, deratelv hard reconstituted water {MHRW) suyported 100% fish sur~ch al fbr the duration 
of {he ~.cs[ ~ndicath~ the l]sh m~d ~es/ methods were acceptable for assessh~ toxicKv. The 

Tnfluem 1/2 samp]e was observed to cause comN~ete {I00%) hsh mo~@Ky w]tmn 3 hours 
initiation. The sample identified as Effluent 4 was %und to support mean 96 hour fSsh s~rviva] 

of 75%, and the sample identi~ed as Eft]uent I was observed to support mean 96 hour fish 
sm’vivN of %%. Port 4A and Po~ IA sam pies supported mean 96 bout fis’h survh-a~ of 66% and 

the i¢~t ~;cr¢ abnermal ~2or rE1 ~ rypc of stud)-. 

Era Labomfor[es. 

Project Manager. 
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i’cs,: Fathead Mianow Acu{e Toxic{~" Tests 

Tcs{ Initiation Da{e: February 13. 2004 

Page 
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ENX IRONMEN’~AL SAMPLE TEST ~[NFORMAT~O~ 

Dat~: Feb~um~’ t 3, 

. g~2a prOj.5~ct #_{)1786~ 

,~--Tes~ Org, a~fism(siiA~¢:~     _ . ~ Far,cad M~nnowe i                              . 
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TOX~[CI~gY TEST RENEWAL FORM 
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()RGAhI~M~ ~) F:~thcad 

Page 4 ul" 6 
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Conventional Pollutants 
FINAL REPORT 

EVENT 1 

E04-0120 
February 12, 2004 
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COOL~N 

PACE ANALYTICAL 

~ 4,7c 

i 47c 
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P~ne: 9tS.25 L28~8 
Fax: 91&25 L259~ 

Februsry 25 2004 

Ro×anne Pattersor~ 
Pace Analytical Services 
I700 E~m Street 
Suite 200 
Minneapolis, MN 55414 

Project: ~ater Labl 
SDG: 53924 

Dear Ms. Patlerson: 

Enclosed Nease fi~d o~r standard tabular repoA 1or sams~es received by our 
~aboratory on February" 14, 2004 Please see the enclosec SDG Narrahves for 
additiona~ nformation regarding analysis of these samples 

~f0 in yu~r review, :you should have asy questioRs or require additiona~ information, 
9~ease co not hesitate to tail 

ra~d¥ sta.~qs@#acelabs.com 

Project Manager 

RESf£t 

EhC!OSUTeS 

"We celtiC} that the tbilow~g ~port meets aii required NELAC ~eport]ng st~dards as 

specified u~ NEIoAC oi 3 July 1~ ! 999. An5’ deviation or va~im’~ce is u~ted in the case 
~n t~e Q~Nity 
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CLIE~: PACE~MN 

PROJECT: INTER-LAB 

DA’I~: February 25,2004 

EPISODE NO.: 53924 

INORGANIC F~CTION: 

Seven water sam_pies were submitted for dissolved total organic carbort analysis~ No ""~ ~ mN x prob|ems occurred 
during the a~ysls of ~ese ~ples. The ~npie’s ~my~s were completed ~co~ding ~o the foftowing 

SWL SOP # 
g~-~i-310 SM5310B 

Pa ramete r 
Total Org~c Carbon 

Please re*?r to Coot~r Receipt !Sample Log-In SHeet ~br details af sample conditions at receipt. 

There were no hold time violatior~s noted. Samples we~:e filtered using a teflon filter prior to analysis 

P~.p~adon Bla~k: No target ~[ytes were detected [n the prepm*ation btauk above the PQL. 
Lab Control Spikes: &ll labor.Dry control spikes were within QC limits. 
Matrix Spikes: No matrix s~ik.s were submitted with ~s episode. 
D~pticates: All LCS ~d matrix duplicate resuRs were witNn QC limits. 

No #~rther data usability l{mRadons exist for this Inorganic A~,~alysis Dam Package 

Expirations of the forms are the following: 

Form I Sample res’dts 
Form 3 Blar~s - Provided by ~e LB Qualky Control Data Sheets. 

Form "/Laboratory, Control Sample - Provided by the LCS!LCSD Qoality Control Data Sheets 

! certi~! tha this data is technically accurate, complete, and in comptim~ce with the terms and ccnditions of the 
contract, for other tha~ the conditions detailed above. Release of the data comained in this hardcopy data 
packag~ ha~ been authorized by the Laborato~T M~ager, or his[her designee, as verified by the t%llowing 
~i~nature. 

Susan S, Furner 
Wet Chemistry Superv,.sor 
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TOTAL ORGANIC CARBOH l,O mq]l ]7~3 0212410% 17:32 ~%L SM531OB 

COM?OUND÷ = RESULTS REPORTZ9 AS 
~D = NO7 DETECTED ABOVE QUo~KITATION LIMIT 

= SU~[OGATE R[COYERY OUTSIDZ OF QC LIM~?S 
N!A = ~O7 APPLICABLE 
M8?ZOOOLOGY: SM = STANDARD 
EPA = #L~A60014-79-020~ }S%RCH 19~5 
SW = SW 846 Rev 4 1996 
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SP#~PLE : B04-012~-~743~ S~IPLZD : 0211212004 
200~ 

SDS : 53924 SUBMITTED ; 02/l~f 
~ 

[I~TRIX : N 
SITB 1384@@5 

REPONTZNG DATE!T~M£ METHOD 

NAF~METZR LIMIT UNITS RESULTS ANALYZED ANALYST REFERENCE 

TOTAL CR~ANIC CARBON io0 mg/i 3,2 02/24/04 17:44 ~{L SM531OB 

COM2OUND~ ~ RESULTS REPORTED AS 
ND = NOT D~T~,CTED ABOVE QUANTITATION LIMIT 
* = SURROGATE RECOVERY OUTSID~ OF QC LIMITS 
N/A = NOT APPLICABLE 
METHOD©LOG~: SN = STANDARD METHODS~ I$TH ZDITION~I992/~9TH EDITION~ 
E>A = #EPA600i4-79-020~ M~RCH 
DN = SW 845 Rev~ 4 1996 

1995 

wi~hO~l th~ wr~en 
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Pho~,~: 918.251.285z? 

LAB I~ : 53924°03 REPORTED : 02/25/2004 
SANPLE : g04-3123-57439 SAMPLED : 02/12/2004 
SDG ’ 53924 SUBMZTTE£ : 02/14/2004 

; i0846~5 

REPORTING DATE;TIME METHOD 
PARANgTRq I,THIT UNITS RESUI,TS ANALYZED ANALYST REFERENCE 

TOTAL ORGANIC CARBOH 1.0 mg/l 11,9 02/24/04 18~22 Y~,L SN53108 

COMPOUND~ = RESULTS REPORTED AS RECEIVED 
ND - NOT DETECTED ABOVE QDANTITATION L~HIT 
~    = SURROGATE RECOVERY OUTSIDE O[ QC LIMITS 
N/A - NOT APPLICABLE 
METHODOLOGY: SM = S~A~DARD METNO#S, ]STH EDITION, 1992/19TH EDITION, 
SPA = ~EPA600/4-79-C20~ [4ARCH 1985 
SN : SW $46 Revo 4 199~ 

1995 
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LAB ]D ; 53924,04 

P~TRIX ; W 
SITE 1084665 

02/25/2084 
02/12/2004 
02/14/2004 

PAPgMSTER LIMIT UNITS RESULTS ~ALYZED    ANALYST REFERENCE 

TO~AL ORGANIC CARBOZ i.O     mg./l 13,7 02/24/04 !8;35 EgoL SM5310B 

COMPOUND* = RESULTS REPORTED AS RECEIVBD 
ND ~ NOT DETECTED ABOVE QUb~TITATION LIMIT 

- SURPX)GATE RECOVERY OUTSID~ OF QC LIMITS 
N/A ~ NOT APPLECABLE 
METHODOLOGY: S~ = STANOARO METHOO$~ IET~ ZBITION 1992/19T~ EDITION. 199~ 
EEA = #EPA{00/4-79-020, kZRCH 1985 
S~ = ~W 846 Rev. 4 1996 
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LAB IO ; 53924.05 
: ~04-0120-67~35 
: 53924 
t W 
¯ [084665 

REPOZPEO : 02125/2004 
S~dgL~D : 0211212004 
SUBMITTED : 02/14/2004 

PARAMETER 

tOTAL ORGANIC CARBON 

~EPORTiNG 
LiMiT UNITS 

loD     m~/l 

RESOLTS 

16~7 

DATE/TIME                             METHOD 
ANALYZED            ANALYST REFERENCE 

02/24/04 18148 ZAL SM53108 

COMPOUND~ = RESULTS REPORTED ~S RECEIVED 
HD HOT D~T~CTZO ABOVE QUANTITATION LIMIT 

’= SURROGATE RECOVERY OUTSIDE OF ~C LIMITS 
NiA = NOT APPLICABLE 
METHODOLOGY: SM = STANDgRD METHODS~ 18TH ZDITION, 1992!19TH EDITION~ 
Eg~ = ~EPA600i{-’79-020~ MA~C~ 1985 
SN = SW 8~6 Rev, { i996 

i995 
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Phone; 918 251o285~ 

REPORTED : 02/25/2004 
SAMPLED : 02/12/2004 
SUBH[TTED ; 02/&4/2004i 

TOTAL ORGA~{IC CARBO~i ]h~0     mg/~     ~o~ 02/~4/04 i9:OO KAL SM53i0B 

COMPOUND~ = RESt]LTS RE?OZTED AS RECEIVED 
ND ~ NOT DETECTED ABOVE QUANTITATION LIMIT 
* = SURROGATE RECOVERY OUTSICE OF QC LIMITS 
NiA - NOT A~PLICABLE 
METHODOLOGY: SM = STANDARD METHODS, 18TH EDITiCN, 1992i19TH EDITION~ 
EPA = #EPA600/4-75-020 !%ARCH 1985 
RW - SW 846 Rev~ ~ ]996 

i995 
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53924 

REPO~[ED : 02/2572¢04 
SAMPLED : 02/12/2004 
SUBMITTED : 02/14/2004 

REPORTING DATE/TIME METHOD 
PA?SHETER LIMIT UNITS RESULTS ANALYZND ANAI~YST REFERENCE 

TOTAL ORgaNIC CARBON i~0 mg/l ND 02/24/04 19:10 ~L SMS319B 

COMPOUND* = RESULTS REPORTED AS RZCSIVED 
NO = NOT DBTBCTEE ABOVE QUD_NTITA21ON LIMIT 

= SURROGATB RECOVSRY OUTSIDE 0[ QC LIMITS 
NiA = NOT A?BLICABLZ 
METHC~]LOGY: S~ = STANDARD METHODS, 18T~ E~[TZON, 1992~IgTH 
EBb = #Z?A600i4-79-020, [~RCH 1985 
SW - ~W 846 R~v. ~ 1996 

1995 
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QC Results 

This r~n snait no~ b~ r~rod~ce& ~xc~p~ ~n 
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~tmk~ Arroi~; OK 74~2 

F~x: 918.25t.2599 

REPORTED ~ 02/25/2004 
ANALYZED : 02/24/2004 
DILUTIO~ ; 1 

REPORTING 
?A~MNTEZ LIMIT UNITS RgSULTS 

TOTAL QRGANIC CARBON !.0 mg/l ND 

DATE/TIME                                 METHOD 
~ALYZBD            ANALYST REFSNE~CE 

02/24/08 16:26 ~%L SMSZ]OB 

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

= SORRY)GATE RECOVERY OUTSIDE QF QC LIMITS 
N/A = NOT A~PLLCABLE 
METHODOLO~Y: SM = STANDAND METHODS. IBTH EOiTION.1992i19TN EDTTION, i995 
EPA = ~EPA600i4-79-020, >1%~C~ 198~ 
$W = ~W 846 Eev. 4 1996 
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Broken Arrow,, OK 74012 

Fax," 918.251,2599 

MATRIX : W 

LABOBATO~Y COntROL S?IKE/SPIKZ DUPLZCATE RECOVERY 

REPORTED ; 02/25/2004 

LAB i~ QC BATCH ANALYZED 
heW0402240451 04022401$i 2004-02-24 16:42 
LDW04~2240451 04C2240451 2004-02-24 I�:5S 
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S~reet Address: 

Phon 8 Number: 

_/ 

Cost 

C~st 
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Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

Fsbruary 26, 2004 

Mr. Jess Eldridgs 
3M Environmental Laboratcry 
935 Bush Ave. 
Bldg. 2-3E-09 
St. Paul, ~£~ 55144 

Lab Project N~mber: i0~4665 
Cl~ent Project ID:    E04-0120 CG Carbon System Test 

Dsar Mr. Eldridge: 

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

for 

Roxanne Patterson 
Roxanne. Patterson@pacelahs.c~m 
Project Manager 

Minnesota Certification @: 027 053 137 
Wisconsin Certificat£on ~: 9999407970 

Enclosures 

REPORT OF LABORATORY ANALYSIS 
’Thi~ r’epn~ shall no’( I~ r~pro~u¢~, e×¢ept i. f~ll, 

without the written consent of Pace Analytical Services, Inc. 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapol& MN 55414 

Phone: 612.60Z 1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333132 
Client Sample ID: E04-0120-67432 

Project Sample Number: 1084665-001 
Matrix: Water 

Date Collected: 02/12/04 ii:00 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 52 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ~D ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

ii. 02/18/04 16:10 KSK 108-95-2 
ii. 02/18/04 16:10 KSK ii1-44-4 
11. 02/18/04 16:10 KgE 95-57-8 

ii. 02/18/04 16:10 KSK 541-73-1 
ii. 02/18/04 16:10 KSK 106-46-7 
ii. 02/18/04 16:10 KSK 95-50-1 
ii. 02/18/04 16:10 KSK 39638-32-9 
ii. 02/18/04 16:10 KSK 621-64-7 
ii. 02/18/04 16:10 KSK 98-95-3 
ii. 02/18/04 16:10 KSK 78-59-1 
ii. 02/18/04 16:10 KSK 88-75-5 
ii. 02/18/04 16:10 KSK 105-67-9 
ii. 02/18/04 16:10 KSK ii1-91-I 
ii. 02/18/04 16;I0 KSK 120-83-2 
ii. 02/18/04 16:10 KSK 120-82-1 
ii. 02/18/04 16:10 KSK 91-20-3 
ii. 02/18/04 16:10 KSK 87-68-3 
ii. 02/18/04 16:10 KSK 59-50-7 
ii. 02/18/04 16:10 KSK 88-06-2 
ii. 02/18/04 16:10 KSK 91-58-7 
ii. 02/18/04 16;I0 KSK 131-11-3 
ii. 02/18/04 16;I0 KSK 208-96-8 
ii. 02/18/04 16:10 KSK 606-20-2 
ii. 02/18/04 16:10 KSK 83-32-9 
54. 02/18/04 16:10 KSK 51-28-5 
54. 02/18/04 16:10 KSK 100-02-7 
ii. 02/18/04 16;I0 KSK 121-14-2 
ii. 02/18/04 16;I0 KSK 84-66-2 

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

REPORT OF LABORATORY ANALYSIS 
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without the written consent of Pace Analytical Services, Inc. 

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

3M MN01538418 

1937.0032 



Pace Analvtical Services, Inc. 
1700 Elm Slreel, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.607.6444 

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

Lab Sample No:     105333132 
Client Sample ID: E04-0120-67432 

Project Sample Number: 1084665-001 
Matrix: Water 

Date Collected: 02/12/04 ii:00 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl ether ND ug/l ii. 02/18/04 16:10 KSK 7005 72 3 
Fluorene ND ug/l ii. 02/18/04 16:10 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 54. 02/18/04 16:10 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l ii. 02/18/04 16:10 KSK 101-55-3 
Hexachlorobenzene ~D ug/l ii. 02/18/04 16:10 KSK 118-74-1 
Pentachlorophenol ND ug/l 25. 02/18/04 16:10 KSK 87-86-5 
Phenanthrene ~D ug/l ii. 02/18/04 16:10 KSK 85-01-8 
Anthracene ND ug/l ii. 02/18/04 16:10 KSK 120-12-7 
Di-n-butylphthalate rD ug/l ii. 02/18/04 16:10 KSK 84-74-2 
Fluoranthene ~D ug/l ii. 02/18/04 16:10 KSK 206-44-0 
Pyrene ~D ug/l ii. 02/18/04 16:10 KSK 129-00-0 
Butylbenzylphthalate rD ug/l ii. 02/18/04 16:10 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 22. 02/18/04 16:10 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 11. 02/]8/04 16:~0 KgE 56-55-3 
Chrysene ~D ug/l ii. 02/18/04 16:10 KSK 218-01-9 
bis(2-Ethylhexyl)phthalate ND ug/l ii. 02/18/04 16:10 KSK 117-81-7 
Di-n-octylphthalate ND ug/l ii. 02/18/04 16:10 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l ii. 02/18/04 16:10 KSK 205-99-2 
Benzo(k)fluoranthene ND ug/l ii. 02/18/04 16:10 KSK 207-08-9 
Benzo(a)pyrene ND ug/l ii. 02/18/04 16:10 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene MD ug/l ii. 02/18/04 16:10 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l ii. 02/18/04 16:10 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l ii. 02/18/04 16:10 KSK 191-24-2 
Hexachloroethane ~D ug/l ii. 02/18/04 16:10 KSK 67-72-1 
Nitrobenzene-d5 (S) 79 % 02/18/04 16:10 KSK 4165-60-0 
2-Fluorobiphenyl (S) 83 % 02/18/04 16:10 KSK 321-60-8 
~erphenyl-dl4 (s) 82 % 02/18/04 16:10 KSK 1718-51-0 
Phenol-d6 (S) 0 % 02/18/04 16:10 KSK 13127-88-3 
2-Fluorophenol (S) 2 % 02/18/04 16:10 KSK 367-12-4 
2,4,6-Tri~romophenol (S) 44 % 02/18/04 16:10 KSK 
Date Extracted 02/16/04 02/16/04 

Qual RegLmt 

3,4 
3,4 
3,4 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane 5.4 ug/l 1.0 02/17/04 19:04 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 19:04 PN1 75-01-4 
Bromomethane 19. ug/l 1.0 02/17/04 19:04 PNI 74-83-9 
Chloroethane ND ug/l 1.0 02/17/04 19:04 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 19~04 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333132 
Client Sample ID: E04-0120-67432 

Project Sample Number: 1084665-001 
Matrix: Water 

Date Collected: 02/12/04 ii:00 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride ND 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ~D 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ND 
Trichloroethene ~D 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene 20. 
cls-l,3-Diehloropropene ND 
1,1,2-Trlchloroethane ND 
Tetrachloroethene ND 
Dibromochloromethane ND 
Chlorohenzene ND 
Ethylbenzene ND 
Xylene (Total) 3.6 
Bromoform ND 
l,l,2,2-Tetrachloroethane ND 
1,3-Dichlorobenzene ND 
1,4-Dichlorobenzene ND 
1,2-Dichlorobenzene ~D 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 96 
Toluene-d8 (S) 89 
4-Bromofluorobenzene (S) 97 
1,2-Dichloroethane-d4 (S! 92 

Units Report Limit Analyzed    By CAS No. 
ug/l 1.0 02/17/04 19:04 PNI 75 09 2 
ug/l 1.0 02/17/04 19:04 PNI 75 35 4 
ug/l 1.0 02/17/04 19:04 PNI 156-60-5 
ug/l 1.0 02/17/04 19:04 PNI 75-34-3 
ug/l 1.0 02/17/04 19:04 PNI 67-66-3 
ug/l 1.0 02/17/04 19:04 PNI 71-55-6 
ug/l 1.0 02/17/04 19:04 PNI 56-23-5 
ug/l 1.0 02/17/04 19:04 PNI 71-43-2 
ug/l 1.0 02/17/04 19:04 PNI 107-06-2 
ug/l 1.0 02/17/04 19:04 PNI 79-01-6 
ug/l 1.0 02/17/04 19:04 PNI 78-87-5 
ug/l 1.0 02/17/04 19:04 PNI 75-27-4 
ug/l 1.0 02/17/04 19:04 PNI 10061-02-6 
ug/l 1.0 02/17/04 19:04 PNI i09-9~-3 
ug/l 1.0 02/17/04 19:04 PNI 10061-01-5 
ug/l 1.0 02/17/04 19:04 PNI 79-00-5 
ug/l 1.0 02/17/04 19:04 PN1 127-18-4 
ug/l 1.0 02/17/04 19:04 PN1 124-48-1 
ug/l 1.0 02/17/04 19:04 PN1 108-90-7 
ug/l 1.0 02/17/04 19:04 PNI 100-41-4 
ug/l 3.0 02/17/04 19:04 PNI 1330-20-7 
ug/l 1.0 02/17/04 19:04 PNI 75-25-2 
ug/l 1.0 02/17/04 19:04 PNI 79-34-5 
ug/l 1.0 02/17/04 19:04 PNI 541-73-I 
ug/l 1.0 02/17/04 19:04 PNI 106-46-7 
ug/l 1.0 02/17/04 19:04 PNI 95-50-1 
ug/l 5.0 02/17/04 19:04 PNI 110-75-8 
% 02/17/04 19:04 PNI 1868-53-7 
% 02/17/04 19:04 PNI 2037-26-5 
% 02/17/04 19:04 PNI 460-00-4 
% 02/17/04 19:04 PNI 17060-07-0 

Qual RegLmt 
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Pace Analldical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60/1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333140 
Client Sample ID: E04-0120-67434 

Project Sample Number: 1084665-002 
Matrix: Water 

Date Collected: 02/12/04 11:45 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 15 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ND ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ND ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ~D ug/l 
2-Chloronaphthalene ND ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ~D ug/l 
4-Nitrophenol ND ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

i0. 02/18/04 17:04 KSK 108-95-2 
i0. 02/18/04 17:04 KSK ii1-44-4 
]0. 02/18/04 17:04 ~E 95-57-8 
i0. 02/18/04 17:04 KSK 541-73-1 
i0. 02/18/04 17:04 KSK 106-46-7 
i0. 02/18/04 17:04 KSK 95-50-1 
i0. 02/18/04 17:04 KSK 39638-32-9 
i0. 02/18/04 17:04 KSK 621-64-7 
i0. 02/18/04 17:04 KSK 98-95-3 
i0. 02/18/04 17:04 KSK 78-59-1 
10. 02/18/04 17:04 KSK 88-75-5 
10. 02/18/04 17:04 KSK 105-67-9 
10. 02/18/04 17:04 KSK 111-91-1 
10. 02/18/04 17:04 KSK 120-83-2 
10. 02/18/04 17:04 KSK 120-82-1 
10. 02/18/04 17:04 KSK 91-20-3 
i0. 02/18/04 17:04 KSK 87-68-3 
i0. 02/18/04 17:04 KSK 59-50-7 
i0. 02/18/04 17:04 KSK 88-06-2 
i0. 02/18/04 17:04 KSK 91-58-7 
i0. 02/18/04 17:04 KSK 131-11-3 
i0. 02/18/04 17:04 KSK 208-96-8 
i0. 02/18/04 17:04 KSK 606-20-2 
10. 02/18/04 17:04 KSK 83-32-9 
51. 02/18/04 17:04 KSK 51-28-5 
51. 02/18/04 17:04 KSK 100-02-7 
i0. 02/18/04 17:04 KSK 121-14-2 
i0. 02/18/04 17:04 KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333140 
Client Sample ID: E04-0120-67434 

Project Sample Number: 1084665-002 
Matrix: Water 

Date Collected: 02/12/04 11:45 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl ether ND ug/l i0. 02/18/04 17:04 KSK 7005 72 3 
Fluorene ND ug/l i0. 02/18/04 17:04 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 51. 02/18/04 17:04 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l i0. 02/18/04 17:04 KSK 101-55-3 
Hexachlorobenzene ~D ug/l i0. 02/18/04 17:04 KSK 118-74-1 
Pentachlorophenol ND ug/l 24. 02/18/04 17:04 KSK 87-86-5 
Phenanthrene ND ug/l i0. 02/18/04 17:04 KSK 85-01-8 
Anthracene ~D ug/l i0. 02/18/04 17:04 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l i0. 02/18/04 17:04 KSK 84-74-2 
Fluoranthene ~D ug/l i0. 02/18/04 17:04 KSK 206-44-0 
Pyrene ~D ug/l i0. 02/18/04 17:04 KSK 129-00-0 
Butylbenzylphthalate ND ug/l i0. 02/18/04 17:04 KSK 85-68-7 
3,3’-Dichlorobenzidine ~D ug/l 21. 02/18/04 17:04 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 10. 02/]S/04 17:04 KSK 56-55-3 
Chrysene ND ug/l i0. 02/18/04 17:04 KSK 218-01-9 
hls(2-Ethylhexyl)phthalate ND ug/l i0. 02/18/04 17:04 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 02/18/04 17:04 KSK 117-84-0 
Benzo(h)fluoranthene ~D ug/l i0. 02/18/04 17:04 KSK 205-99-2 
Benzo(k)fluoranthene ND ug/l i0. 02/18/04 17:04 KSK 207-08-9 
Benzo(a)pyrene ~D ug/l i0. 02/18/04 17:04 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l i0. 02/18/04 17:04 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 02/18/04 17:04 KSK 53-70-3 
Benzo(g,h,i)perylene ND ug/l 10. 02/18/04 17:04 KSK 191-24-2 
Hexachloroethane ~D ug/l 10. 02/18/04 17:04 KSK 67-72-1 
Nitrobenzene-d5 (S) 67 % 02/18/04 17:04 KSK 4165-60-0 
2-Fluorobiphenyl (S) 71 % 02/18/04 17:04 KSK 321-60-8 
~erphenyl-dl4 (S) 80 % 02/18/04 17:04 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ~D ug/l 1.0 02/17/04 20:00 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 20:00 PN1 75-01-4 
Bromomethane 6.7 ug/l 1.0 02/17/04 20:00 PNI 74-83-9 
Chloroethane ~D ug/l 1.0 02/17/04 20:00 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 20~00 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333140 
Client Sample ID: E04-0120-67434 

Project Sample Number: 1084665-002 
Matrix: Water 

Date Collected: 02/12/04 11:45 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride ND 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ~D 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ND 
Benzene ND 
1,2-Dichloroethane ~D 
Trichloroethene ~D 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ND 
Toluene ND 
cls-l,3-Diehloropropene ND 
l,l,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorobenzene ~D 
Ethylbenzene ~D 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ND 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ~D 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 90 
Toluene-d8 (S) 78 
4-Bromofluorobenzene (S) 85 
1,2-Dichloroethane-d4 (S! 88 

Units Report Limit Analyzed 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
us/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 3.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 1.0 02/17/04 20:00 
ug/l 5.0 02/17/04 20:00 
% 02/17/04 20:00 
% 02/17/04 20:00 
% 02/17/04 20:00 
% 02/17/04 20:00 

By CAS No. 
PNI 75 09 2 
PNI 75 35 4 
PNI 156-60-5 
PNI 75-34-3 
PNI 67-66-3 
PNI 71-55-6 
PNI 56-23-5 
PNI 71-43-2 
PNI 107-06-2 
PNI 79-01-6 
PNI 78-87-5 
PNI 75-27-4 
PNI 10061-02-6 
PNI 
PNI 10061-01-5 
PNI 79-00-5 
PNI 127-18-4 
PNI 124-48-I 
PNI 108-90-7 
PNI 100-41-4 
PNI 1330-20-7 
PNI 75-25-2 
PNI 79-34-5 
PNI 541-73-I 
PNI 106-46-7 
PNI 95-50-1 
PNI 110-75-8 
PNI 1868-53-7 
PNI 2037-26-5 
PNI 460-00-4 
PNI 17060-07-0 

Qual RegLmt 

Date: 02/26/04 Page: 6 of 34 

REPORT OF LABORATORY ANALYSIS 
’Thi~ r’epn~ shall n~t I~ r~pro~u¢~, e×¢ept i. f~ll, 

without the written consent of Pace Analytical Services, Inc. 

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

3M MN01538423 

1937.0037 



Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333157 
Client Sample ID: E04-0120-67439 

Project Sample Number: 1084665-003 
Matrix: Water 

Date Collected: 02/12/04 11:20 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 42 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ND ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

i0. 02/18/04 17:57 KSK 108-95-2 
i0. 02/18/04 17:57 KSK ii1-44-4 
]0. 02/18/04 17:57 K~E 95-57-8 
i0. 02/18/04 17:57 KSK 541-73-1 
i0. 02/18/04 17:57 KSK 106-46-7 
i0. 02/18/04 17:57 KSK 95-50-1 
i0. 02/18/04 17:57 KSK 39638-32-9 
i0. 02/18/04 17:57 KSK 621-64-7 
i0. 02/18/04 17:57 KSK 98-95-3 
i0. 02/18/04 17:57 KSK 78-59-1 
10. 02/18/04 17:57 KSK 88-75-5 
10. 02/18/04 17:57 KSK 105-67-9 
10. 02/18/04 17:57 KSK 111-91-1 
10. 02/18/04 17:57 KSK 120-83-2 
10. 02/18/04 17:57 KSK 120-82-1 
10. 02/18/04 17:57 KSK 91-20-3 
i0. 02/18/04 17:57 KSK 87-68-3 
i0. 02/18/04 17:57 KSK 59-50-7 
i0. 02/18/04 17:57 KSK 88-06-2 
i0. 02/18/04 17:57 KSK 91-58-7 
i0. 02/18/04 17:57 KSK 131-11-3 
i0. 02/18/04 17:57 KSK 208-96-8 
i0. 02/18/04 17:57 KSK 606-20-2 
10. 02/18/04 17:57 KSK 83-32-9 
51. 02/18/04 17:57 KSK 51-28-5 
51. 02/18/04 17:57 KSK 100-02-7 
i0. 02/18/04 17:57 KSK 121-14-2 
i0. 02/18/04 17:57 KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333157 
Client Sample ID: E04-0120-67439 

Project Sample Number: 1084665-003 
Matrix: Water 

Date Collected: 02/12/04 11:20 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl other ND ug/l i0. 02/18/04 17:57 KSK 7005 72 3 
Fluorene ND ug/l i0. 02/18/04 17:57 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 51. 02/18/04 17:57 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l i0. 02/18/04 17:57 KSK 101-55-3 
Hexachlorobenzene ~D ug/l i0. 02/18/04 17:57 KSK 118-74-1 
Pentachlorophenol ND ug/l 23. 02/18/04 17:57 KSK 87-86-5 
Phenanthrene ~D ug/l i0. 02/18/04 17:57 KSK 85-01-8 
Anthracene ND ug/l i0. 02/18/04 17:57 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l i0. 02/18/04 17:57 KSK 84-74-2 
Fluoranthene ~D ug/l i0. 02/18/04 17:57 KSK 206-44-0 
Pyrene ~D ug/l i0. 02/18/04 17:57 KSK 129-00-0 
Butylbenzylphthalate rD ug/l i0. 02/18/04 17:57 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 20. 02/18/04 17:57 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 10. 02/]S/04 17:57 KSK ~6-55-3 
Chrysene ND ug/l i0. 02/18/04 17:57 KSK 218-01-9 
hls(2-Ethylhexyl)phthalate ND ug/l i0. 02/18/04 17:57 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 02/18/04 17:57 KSK 117-84-0 
Benzo(b)fluoranthene ND ug/l i0. 02/18/04 17:57 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l i0. 02/18/04 17:57 KSK 207-08-9 
Benzo(a)pyrene ND ug/l i0. 02/18/04 17:57 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l i0. 02/18/04 17:57 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 02/18/04 17:57 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l 10. 02/18/04 17:57 KSK 191-24-2 
Hexachloroethane ~D ug/l 10. 02/18/04 17:57 KSK 67-72-1 
Nitrobenzene-d5 (S) 71 % 02/18/04 17:57 KSK 4165-60-0 
2-Fluorobiphenyl (S) 79 % 02/18/04 17:57 KSK 321-60-8 
Terphenyl-dl4 (s) 81 % 02/18/04 17:57 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ND ug/l 1.0 02/17/04 20:28 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 20:28 PN1 75-01-4 
Bromomethane 7.5 ug/l 1.0 02/17/04 20:28 PNI 74-83-9 
Chloroethane ND ug/l 1.0 02/17/04 20:28 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 20~28 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333157 
Client Sample ID: E04-0120-67439 

Project Sample Number: 1084665-003 
Matrix: Water 

Date Collected: 02/12/04 11:20 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride ND 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ~D 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ND 
Trichloroethene ~D 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene ND 
cls-l,3-Diehloropropene ND 
l,l,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorobenzene ~D 
Ethylbenzene ND 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ND 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ND 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 97 
Toluene-d8 (S) 80 
4-Bromofluorobenzene (S) 87 
1,2-Dichloroethane-d4 (S! 91 

Units Report Limit Analyzed 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20;28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
us/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 3.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 1.0 02/17/04 20:28 
ug/l 5.0 02/17/04 20:28 

02/17/04 20:28 
02/17/04 20:28 
02/17/04 20:28 
02/17/04 20:28 

By CAS No. 
PNI 75 09 2 
PNI 75 35 4 
PNI 156-60-5 
PNI 75-34-3 
PNI 67-66-3 
PNI 71-55-6 
PNI 56-23-5 
PNI 71-43-2 
PNI 107-06-2 
PNI 79-01-6 
PNI 78-87-5 
PNI 75-27-4 
PNI 10061-02-6 
PNI i09-9~-3 
PNI 10061-01-5 
PN1 79-00-5 
PN1 127-18-4 
PNI 124-48-I 
PNI 108-90-7 
PNI 100-41-4 
PNI 1330-20-7 
PNI 75-25-2 
PNI 79-34-5 
PNI 541-73-1 
PNI 106-46-7 
PNI 95-50-1 
PNI 110-75-8 
PNI 1868-53-7 
PNI 2037-26-5 
PNI 460-00-4 
PNI 17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333165 
Client Sample ID: E04-0120-67438 

Project Sample Number: 1084665-004 
Matrix: Water 

Date Collected: 02/12/04 11:35 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 43 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ND ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

i0. 02/18/04 18:50 KSK 108-95-2 
i0. 02/18/04 18:50 KSK ii1-44-4 
10. 02/]8/04 18:50 KgE 95-57-8 
i0. 02/18/04 18:50 KSK 541-73-1 
i0. 02/18/04 18:50 KSK 106-46-7 
i0. 02/18/04 18:50 KSK 95-50-1 
i0. 02/18/04 18:50 KSK 39638-32-9 
i0. 02/18/04 18:50 KSK 621-64-7 
i0. 02/18/04 18:50 KSK 98-95-3 
i0. 02/18/04 18:50 KSK 78-59-1 
10. 02/18/04 18:50 KSK 88-75-5 
10. 02/18/04 18:50 KSK 105-67-9 
10. 02/18/04 18:50 KSK 111-91-1 
10. 02/18/04 18:50 KSK 120-83-2 
10. 02/18/04 18:50 KSK 120-82-1 
10. 02/18/04 18:50 KSK 91-20-3 
i0. 02/18/04 18:50 KSK 87-68-3 
i0. 02/18/04 18:50 KSK 59-50-7 
i0. 02/18/04 18:50 KSK 88-06-2 
i0. 02/18/04 18:50 KSK 91-58-7 
i0. 02/18/04 18:50 KSK 131-11-3 
i0. 02/18/04 18:50 KSK 208-96-8 
i0. 02/18/04 18:50 KSK 606-20-2 
10. 02/18/04 18:50 KSK 83-32-9 
52. 02/18/04 18:50 KSK 51-28-5 
52. 02/18/04 18:50 KSK 100-02-7 
i0. 02/18/04 18:50 KSK 121-14-2 
i0. 02/18/04 18:50 KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333165 
Client Sample ID: E04-0120-67438 

Project Sample Number: 1084665-004 
Matrix: Water 

Date Collected: 02/12/04 11:35 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By CAS No. 
4 Chlorophenyiphenyl other ND ug/l i0. 02/18/04 18:50 KSK 7005 72 3 
Fluorene ND ug/l i0. 02/18/04 18:50 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 52. 02/18/04 18:50 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l i0. 02/18/04 18:50 KSK 101-55-3 
Hexachlorobenzene ~D ug/l i0. 02/18/04 18:50 KSK 118-74-1 
Pentachlorophenol ND ug/l 24. 02/18/04 18:50 KSK 87-86-5 
Phenanthrene ~D ug/l i0. 02/18/04 18:50 KSK 85-01-8 
Anthracene ND ug/l i0. 02/18/04 18:50 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l i0. 02/18/04 18:50 KSK 84-74-2 
Fluoranthene ~D ug/l i0. 02/18/04 18:50 KSK 206-44-0 
Pyrene ~D ug/l 10. 02/18/04 18:50 KSK 129-00-0 
Butylbenzylphthalate rD ug/l i0. 02/18/04 18:50 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 21. 02/18/04 18:50 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 10. 02/]8/04 18:50 KgE 56-55-3 
Chrysene ~D ug/l i0. 02/18/04 18:50 KSK 218-01-9 
bls(2-Ethylhexyl)phthalate ND ug/l i0. 02/18/04 18:50 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 02/18/04 18:50 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l i0. 02/18/04 18:50 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l i0. 02/18/04 18:50 KSK 207-08-9 
Benzo(a)pyrene ND ug/l i0. 02/18/04 18:50 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l i0. 02/18/04 18:50 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 02/18/04 18:50 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l 10. 02/18/04 18:50 KSK 191-24-2 
Hexachloroethane ~D ug/l 10. 02/18/04 18:50 KSK 67-72-1 
Nitrobenzene-d5 (S) 80 % 02/18/04 18:50 KSK 4165-60-0 
2-Fluorobiphenyl (S) 86 % 02/18/04 18:50 KSK 321-60-8 
~erphenyl-dl4 (s) 82 % 02/18/04 18:50 KSK 1718-51-0 
Phenol-d6 (S) 0 % 02/18/04 18:50 KSK 13127-88-3 
2-Fluorophenol (S) 0 % 02/18/04 18:50 KSK 367-12-4 
2,4,6-Tribromophenol (S) 2 % 02/18/04 18:50 KSK 
Date Extracted 02/16/04 02/16/04 

Qual RegLmt 

3,4 
3,4 
3,4 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ND ug/l 1.0 02/17/04 20:56 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 20:56 PN1 75-01-4 
Bromomethane 4.8 ug/l 1.0 02/17/04 20:56 PNI 74-83-9 
Chloroethane ND ug/l 1.0 02/17/04 20:56 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 20~56 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333165 
Client Sample ID: E04-0120-67438 

Project Sample Number: 1084665-004 
Matrix: Water 

Date Collected: 02/12/04 11:35 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride 4.4 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ND 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ~D 
Trichloroethene ND 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene ND 
cls-l,3-Diehloropropene ND 
l,l,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorobenzene ~D 
Ethylbenzene ND 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ~D 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ND 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 98 
Toluene-d8 (S) 83 
4-Bromofluorobenzene (S) 89 
1,2-Dichloroethane-d4 (S! 88 

Units Report Limit Analyzed    By CAS No. 
ug/l 1.0 02/17/04 20:56 PNI 75 09 2 
ug/l 1.0 02/17/04 20:56 PNI 75 35 4 
ug/l 1.0 02/17/04 20:56 PNI 156-60-5 
ug/l 1.0 02/17/04 20:56 PNI 75-34-3 
ug/l 1.0 02/17/04 20:56 PNI 67-66-3 
ug/l 1.0 02/17/04 20:56 PNI 71-55-6 
ug/l 1.0 02/17/04 20:56 PNI 56-23-5 
ug/l 1.0 02/17/04 20:56 PNI 71-43-2 
ug/l 1.0 02/17/04 20:56 PNI 107-06-2 
ug/l 1.0 02/17/04 20:56 PNI 79-01-6 
ug/l 1.0 02/17/04 20:56 PNI 78-87-5 
ug/l 1.0 02/17/04 20:56 PNI 75-27-4 
ug/l 1.0 02/17/04 20:56 PNI 10061-02-6 
ug/l 1.0 02/17/04 20:56 PNI i09-9~-3 
ug/l 1.0 02/17/04 20:56 PNI 10061-01-5 
ug/l 1.0 02/17/04 20:56 PNI 79-00-5 
ug/l 1.0 02/17/04 20:56 PNI 127-18-4 
ug/l 1.0 02/17/04 20:56 PNI 124-48-I 
ug/l 1.0 02/17/04 20:56 PNI 108-90-7 
ug/l 1.0 02/17/04 20:56 PNI 100-41-4 
ug/l 3.0 02/17/04 20:56 PNI 1330-20-7 
ug/l 1.0 02/17/04 20:56 PNI 75-25-2 
ug/l 1.0 02/17/04 20:56 PNI 79-34-5 
ug/l 1.0 02/17/04 20:56 PNI 541-73-I 
ug/l 1.0 02/17/04 20:56 PNI 106-46-7 
ug/l 1.0 02/17/04 20:56 PNI 95-50-1 
ug/l 5.0 02/17/04 20:56 PNI 110-75-8 
% 02/17/04 20:56 PNI 1868-53-7 
% 02/17/04 20:56 PNI 2037-26-5 
% 02/17/04 20:56 PNI 460-00-4 
% 02/17/04 20:56 PNI 17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333173 
Client Sample ID: E04-0120-67435 

Project Sample Number: 1084665-005 
Matrix: Water 

Date Collected: 02/12/04 ii:I0 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 43 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ND ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

i0. 02/18/04 19:44 KSK 108-95-2 
i0. 02/18/04 19:44 KSK ii1-44-4 
]0. 02/18/04 19:44 K~E 95-57-8 
i0. 02/18/04 19:44 KSK 541-73-1 
i0. 02/18/04 19:44 KSK 106-46-7 
i0. 02/18/04 19:44 KSK 95-50-1 
i0. 02/18/04 19:44 KSK 39638-32-9 
i0. 02/18/04 19:44 KSK 621-64-7 
i0. 02/18/04 19:44 KSK 98-95-3 
i0. 02/18/04 19:44 KSK 78-59-1 
10. 02/18/04 19:44 KSK 88-75-5 
10. 02/18/04 19:44 KSK 105-67-9 
10. 02/18/04 19:44 KSK 111-91-1 
10. 02/18/04 19:44 KSK 120-83-2 
10. 02/18/04 19:44 KSK 120-82-1 
10. 02/18/04 19:44 KSK 91-20-3 
i0. 02/18/04 19:44 KSK 87-68-3 
i0. 02/18/04 19:44 KSK 59-50-7 
i0. 02/18/04 19:44 KSK 88-06-2 
i0. 02/18/04 19:44 KSK 91-58-7 
i0. 02/18/04 19:44 KSK 131-11-3 
i0. 02/18/04 19:44 KSK 208-96-8 
i0. 02/18/04 19:44 KSK 606-20-2 
10. 02/18/04 19:44 KSK 83-32-9 
52. 02/18/04 19:44 KSK 51-28-5 
52. 02/18/04 19:44 KSK 100-02-7 
i0. 02/18/04 19:44 KSK 121-14-2 
i0. 02/18/04 19:44 KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333173 
Client Sample ID: E04-0120-67435 

Project Sample Number: 1084665-005 
Matrix: Water 

Date Collected: 02/12/04 ii:I0 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By 
4 Chlorophenyiphenyl other ND ug/l i0. 02/18/04 19:44 KSK 
Fluorene ND ug/l i0. 02/18/04 19:44 KSK 
4,6-Dinitro-2-methylphenol ND ug/l 52. 02/18/04 19~44 KSK 
4-Bromophenylphenyl ether ND ug/l i0. 02/18/04 19:44 KSK 
Hexachlorobenzene ND ug/l i0. 02/18/04 19:44 KSK 
Pentachlorophenol ND ug/l 24. 02/18/04 19:44 KSK 
Phenanthrene ND ug/l i0. 02/18/04 19:44 KSK 
Anthracene ND ug/l i0. 02/18/04 19:44 KSK 
Di-n-butylphthalate ND ug/l i0. 02/18/04 19:44 KSK 
Fluoranthene ND ug/l i0. 02/18/04 19:44 KSK 
Pyrene ND ug/l i0. 02/18/04 19:44 KSK 
Butylbenzylphthalate ND ug/l i0. 02/18/04 19:44 KSK 
3,3’-Dichlorobenzidine ND ug/l 21. 02/18/04 19:44 KSK 
Benzo(a)anthraeene ND ug/l ]0. 02/]8/04 19:44 KgE 

Chrysene ND ug/l i0. 02/18/04 19:44 KSK 
hls(2-Ethylhexyl)phthalate ND ug/l i0. 02/18/04 19:44 KSK 
Di-n-octylphthalate ~D ug/l i0. 02/18/04 19:44 KSK 
Benzo(b)fluoranthene ND ug/l i0. 02/18/04 19:44 KSK 
Benzo(k)fluoranthene ~D ug/l i0. 02/18/04 19:44 KSK 
Benzo(a)pyrene ND ug/l i0. 02/18/04 19:44 KSK 
Indeno(l,2,3-cd)pyrene ND ug/l i0. 02/18/04 19:44 KSK 
Dibenz(a,h)anthracene ~D ug/l 10. 02/18/04 19:44 KSK 
Benzo(g,h,i)perylene ~D ug/l 10. 02/18/04 19:44 KSK 
Hexachloroethane ~D ug/l 10. 02/18/04 19:44 KSK 
Nitrobenzene-d5 (S) 78 % 02/18/04 19:44 KSK 
2-Fluorobiphenyl (S) 83 % 02/18/04 19:44 KSK 
Terphenyl-dl4 (s) 81 % 02/18/04 19:44 KSK 
Phenol-d6 (S) 1 % 02/18/04 19:44 KSK 
2-Fluorophenol (S) 12 % 02/18/04 19:44 KSK 
2,4,6-Tribromophenol (S) 54 % 02/18/04 19:44 KSK 
Date Extracted 02/16/04 02/16/04 

CAS No. Qual 
7005 72 3 
86 73 7 
534-52-1 
101-55-3 
118-74-1 
87-86-5 
8~-01-8 
120-12-7 
84-74-2 
206-44-0 
129-00-0 
85-68-7 
91-94-1 
56-55-3 
218-01-9 
117-81-7 
117-84-0 
205-99-2 
207-08-9 
50-32-8 
193-39-5 
53-70-3 
191-24-2 
67-72-1 
4165-60-0 
321-60-8 
1718-51-0 
13127-88-3 3,4 
367-12-4 3,4 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ~D ug/l 1.0 02/17/04 21:23 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 21:23 PN1 75-01-4 
Bromomethane 3.2 ug/l 1.0 02/17/04 21:23 PNI 74-83-9 
Chloroethane ND ug/l 1.0 02/17/04 21:23 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 21~23 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333173 
Client Sample ID: E04-0120-67435 

Project Sample Number: 1084665-005 
Matrix: Water 

Date Collected: 02/12/04 ii:I0 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride 4.6 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ND 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ~D 
Trichloroethene ND 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene 4.0 
cls-l,3-Diehloropropene ND 
1,1,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorohenzene ~D 
EthylSenzene ND 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ~D 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ND 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) i00 
Toluene-d8 (S) 90 
4-Bromofluorobenzene (S) 95 
1,2-Dichloroethane-d4 (S! 93 

Units Report Limit Analyzed    By CAS No. 
ug/l 1.0 02/17/04 21:23 PNI 75 09 2 
ug/l 1.0 02/17/04 21:23 PNI 75 35 4 
ug/l 1.0 02/17/04 21:23 PNI 156-60-5 
ug/l 1.0 02/17/04 21:23 PNI 75-34-3 
ug/l 1.0 02/17/04 21:23 PNI 67-66-3 
ug/l 1.0 02/17/04 21:23 PNI 71-55-6 
ug/l 1.0 02/17/04 21:23 PNI 56-23-5 
ug/l 1.0 02/17/04 21:23 PNI 71-43-2 
ug/l 1.0 02/17/04 21:23 PNI 107-06-2 
ug/l 1.0 02/17/04 21:23 PNI 79-01-6 
ug/l 1.0 02/17/04 21:23 PNI 78-87-5 
ug/l 1.0 02/17/04 21:23 PNI 75-27-4 
ug/l 1.0 02/17/04 21:23 PNI 10061-02-6 
ug/l 1.0 02/17/04 21:23 PNI 
ug/l 1.0 02/17/04 21:23 PNI 10061-01-5 
ug/l 1.0 02/17/04 21:23 PNI 79-00-5 
ug/l 1.0 02/17/04 21:23 PNI 127-18-4 
ug/l 1.0 02/17/04 21:23 PNI 124-48-I 
ug/l 1.0 02/17/04 21:23 PNI 108-90-7 
ug/l 1.0 02/17/04 21:23 PNI 100-41-4 
ug/l 3.0 02/17/04 21:23 PNI 1330-20-7 
ug/l 1.0 02/17/04 21:23 PNI 75-25-2 
ug/l 1.0 02/17/04 21:23 PNI 79-34-5 
ug/l 1.0 02/17/04 21:23 PNI 541-73-I 
ug/l 1.0 02/17/04 21:23 PNI 106-46-7 
ug/l 1.0 02/17/04 21:23 PNI 95-50-1 
ug/l 5.0 02/17/04 21:23 PNI 110-75-8 
% 02/17/04 21:23 RNI 1868-53-7 
% 02/17/04 21:23 PNI 2037-26-5 
% 02/17/04 21:23 PNI 460-00-4 
% 02/17/04 21:23 PNI 17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612,507.6444 

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

Lab Sample No:     105333181 
Client Sample ID: E04-0120-67442 

Project Sample Number: 1084665-006 
Matrix: Water 

Date Collected: 02/12/04 12:00 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BOD, 5 day 24 mg/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1,2 
02/13/04 13:30 

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

GC/MS Semivolatiles 
625 wastewater GC/MS SVOA Prep/Method: EPA 625 / EPA 625 
Phenol ND ug/l 
bis(2-Chloroethyl) ether ~D ug/l 
2-Chlorophenol ND ug/l 
1,3-Diehlorohenzene ND ug/l 
1,4-Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ND ug/l 
bls(2-Chloroisopropyl) ether ~D ug/l 
N-Nitroso-di-n-propylamine ~D ug/l 
Nitrobenzene ND ug/l 
Isophorone ND ug/l 
2-Nitrophenol ND ug/l 
2,4-Dimethylphenol ND ug/l 
bis(2-Chloroethoxy)methane ~D ug/l 
2,4-Dichlorophenol ND ug/l 
1,2,4-Trichlorobenzene ND ug/l 
Naphthalene NB ug/l 
Hexachloro-l,3-butadiene NB ug/l 
4-Chloro-3-methylphenol ND ug/l 
2,4,6-Trichlorophenol ND ug/l 
2-Chloronaphthalene ~D ug/l 
Dimethylphthalate ~D ug/l 
Acenaphthylene ~D ug/l 
2,6-Dinitrotoluene ~D ug/l 
Acenaphthene ND ug/l 
2,4-Dinitrophenol ND ug/l 
4-Nitrophenol ~D ug/l 
2,4-Dinitrotoluene ~D ug/l 
Diethylphthalate ~D ug/l 

i0. 02/18/04 20:37 KSK 108-95-2 
i0. 02/18/04 20:37 KSK ii1-44-4 
]0. 02/IS/04 20:37 KSK 95-57-~ 
i0. 02/IS/04 20:37 KSK 541-73-1 
i0. 02/IS/04 20:37 KSK 106-46-7 
i0. 02/18/04 20:37 KSK 95-50-1 
i0. 02/18/04 20:37 KSK 39638-32-9 
i0. 02/18/04 20:37 KSK 621-64-7 
i0. 02/18/04 20:37 KSK 98-95-3 
i0. 02/18/04 20:37 KSK 78-59-1 
10. 02/18/04 20:37 KSK 88-75-5 
10. 02/18/04 20:37 KSK 105-67-9 
10. 02/18/04 20:37 KSK 111-91-1 
10. 02/18/04 20:37 KSK 120-83-2 
10. 02/18/04 20:37 KSK 120-82-1 
10. 02/18/04 20:37 KSK 91-20-3 
i0. 02/18/04 20:37 KSK 87-68-3 
i0. 02/18/04 20:37 KSK 59-50-7 
i0. 02/18/04 20:37 KSK 88-06-2 
i0. 02/18/04 20:37 KSK 91-58-7 
i0. 02/18/04 20:37 KSK 131-11-3 
i0. 02/18/04 20:37 KSK 208-96-8 
i0. 02/18/04 20:37 KSK 606-20-2 
10. 02/18/04 20:37 KSK 83-32-9 
51. 02/18/04 20:37 KSK 51-28-5 
51. 02/18/04 20:37 KSK 100-02-7 
i0. 02/18/04 20:37 KSK 121-14-2 
i0. 02/18/04 20:37 KSK 84-66-2 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612,507.6444 

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

Lab Sample No:     105333181 
Client Sample ID: E04-0120-67442 

Project Sample Number: 1084665-006 
Matrix: Water 

Date Collected: 02/12/04 12:00 
Date Received: 02/13/04 12:10 

Parameters Results Units Report Limit Analyzed    By CAS No. Qual 
4 Chlorophenyiphenyl ether ND ug/l i0. 02/18/04 20:37 KSK 7005 72 3 
Fluorene ND ug/l i0. 02/18/04 20:37 KSK 86 73 7 
4,6-Dinitro-2-methylphenol ~D ug/l 51. 02/18/04 20:37 KSK 534-52-1 
4-Bromophenylphenyl ether ~D ug/l i0. 02/18/04 20:37 KSK 101-55-3 
Hexachlorobenzene ~D ug/l i0. 02/18/04 20:37 KSK 118-74-1 
Pentachlorophenol ND ug/l 23. 02/18/04 20:37 KSK 87-86-5 
Phenanthrene ~D ug/l i0. 02/18/04 20:37 KSK 85-01-8 
Anthracene ND ug/l i0. 02/18/04 20:37 KSK 120-12-7 
Di-n-butylphthalate ~D ug/l i0. 02/18/04 20:37 KSK 84-74-2 
Fluoranthene ~D ug/l i0. 02/18/04 20:37 KSK 206-44-0 
Pyrene ~D ug/l i0. 02/18/04 20:37 KSK 129-00-0 
Butylbenzylphthalate rD ug/l i0. 02/18/04 20:37 KSK 85-68-7 
3,3’-Dichlorobenzidine ND ug/l 20. 02/18/04 20:37 KSK 91-94-1 
Benzo(a)anthraeene ND ug/l 10. 02/18/04 20:37 K~K 56-55-3 
Chrysene ND ug/l i0. 02/18/04 20:37 KSK 218-01-9 
bis(2-Ethylhexyl)phthalate ND ug/l i0. 02/18/04 20:37 KSK 117-81-7 
Di-n-octylphthalate ~D ug/l i0. 02/18/04 20:37 KSK 117-84-0 
Benzo(h)fluoranthene ND ug/l i0. 02/18/04 20:37 KSK 205-99-2 
Benzo(k)fluoranthene ~D ug/l i0. 02/18/04 20:37 KSK 207-08-9 
Benzo(a)pyrene ND ug/l i0. 02/18/04 20:37 KSK 50-32-8 
Indeno(l,2,3-cd)pyrene ~D ug/l i0. 02/18/04 20:37 KSK 193-39-5 
Dibenz(a,h)anthracene ~D ug/l 10. 02/18/04 20:37 KSK 53-70-3 
Benzo(g,h,i)perylene ~D ug/l 10. 02/18/04 20:37 KSK 191-24-2 
Hexachloroethane ~D ug/l 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 (S) 76 % 02/18/04 20:37 KSK 321-60-8 
~erphenyl-dl4 (s) 82 % 02/18/04 20:37 KSK 1718-51-0 
Phenol-d6 (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 

RegLmt 

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ND ug/l 1.0 02/17/04 21:51 PNI 74-87-3 
Vinyl chloride ~D ug/l 1.0 02/17/04 21:51 PNI 75-01-4 
Bromomethane ~D ug/l 1.0 02/17/04 21:51 PNI 74-83-9 
Chloroethane ~D ug/l 1.0 02/17/04 21:51 PNI 75-00-3 
Trichlorofluoromethane ~D ug/l 1.0 02/17/04 21~51 PNI 75-69-4 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333181 
Client Sample ID: E04-0120-67442 

Project Sample Number: 1084665-006 
Matrix: Water 

Date Collected: 02/12/04 12:00 
Date Received: 02/13/04 12:10 

Parameters Results 
Methylene chloride ND 
I,i Dichloroethene ND 
trans-l,2-Dichloroethene ~D 
l,l-Dichloroethane ~D 
Chloroform ~D 
l,l,l-Trichloroethane ND 
Carbon tetrachloride ~D 
Benzene ND 
1,2-Diehloroethane ND 
Trichloroethene ~D 
1,2-Dichloropropane ~D 
Bromodichloromethane ~D 
trans-l,3-Dichloropropene ~D 
Toluene ND 
cls-l,3-Diehloropropene ND 
l,l,2-Trlchloroethane ND 
Tetrachloroethene ~D 
Dibromochloromethane ~D 
Chlorobenzene ~D 
Ethylbenzene ND 
Xylene (Total) ~D 
Bromoform ~D 
l,l,2,2-Tetrachloroethane ~D 
1,3-Dichlorobenzene ND 
1,4-Dichlorobenzene ~D 
1,2-Dichlorobenzene ND 
2-chloroethylvinyl ether ~D 
Dibromofluoromethane (S) 95 
Toluene-d8 (S) 81 
4-Bromofluorobenzene (S) 85 
1,2-Dichloroethane-d4 (S! 92 

Units Report Limit Analyzed 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
us/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l ~.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 3.0 82/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 1.0 02/17/04 21:51 
ug/l 5.0 02/17/04 21:51 

02/17/04 21:51 
02/17/04 21:51 
02/17/04 21:51 
02/17/04 21:51 

By CAS No. 
PNI 75 09 2 
PNI 75 35 4 
PNI 156-60-5 
PNI 75-34-3 
PNI 67-66-3 
PNI 71-55-6 
DNI 56-23-5 
PNI 71-43-2 
PNI 107-06-2 
PNI 79-01-6 
PNI 78-87-5 
PNI 75-27-4 
PNI 10061-02-6 
PNI i09-9~-3 
PNI 10061-01-5 
PN1 79-00-5 
PN1 127-18-4 
PNI 124-48-I 
PNI 108-90-7 
PNI 100-41-4 
PNI 1330-20-7 
PNI 75-25-2 
PNI 79-34-5 
PNI 541-73-1 
PNI 106-46-7 
PNI 95-50-1 
PNI 110-75-8 
PNI 1868-53-7 
PN1 2037-26-5 
PNI 460-00-4 
PNI 17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333199 
Client Sample ID: E04-0120-67487 Field Blank 

Project Sample Number: 1084665-007 
Matrix: Water 

Date Collected: 02/12/04 00:00 
Date Received: 02/13/04 12:10 

Parameters Results Units 
Microbiology 
Biochemical Oxygen Demand, 5 d Prep/Method: / SM 5210B 
BeD, 5 day 7 m9/l 
Date Prepared 02/13/04 13:30 

__ Report Limit Analyzed By     CAS No.     Qual RegLmt 

6 02/18/04 JPHI 1 
02/13/04 13:30 

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

GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ND ug/l 
Vinyl chloride ~D ug/l 
Bromomethane ND ug/l 
Chloroethane ND ug/l 
Trichlerofluoromethane ND ug/l 
Methylene chloride ND ug/l 
l,l-Dichloroethene ND ug/l 
trans-l,2-Dichloroethene ND ug/l 
l,l-Dichloroethane ND ug/l 
Chloroform ND ug/l 

l,l,l-Trichloroethane ND ug/l 
Carbon tetrachloride ND ug/l 
Benzene ND ug/l 

1,2-Dichloroethane ND ug/l 
Trichloroethene ND ug/l 
1,2-Dichloropropane ND ug/l 

Bromodichloromethane ~D ug/l 
trans-l,3-Dichloropropene ND ug/l 
Toluene ND ug/l 
cis-l,3-Dichloropropene ND ug/l 

l,l,2-Trichloroethane ND ug/l 
Tetraehloroethene ND ug/l 
Dibromochloromethane ND ug/l 
Chlorobenzene ND ug/l 
Ethylbenzene ND ug/l 
Xylene (Total) ND ug/l 
Bromoform ~D ug/l 
l,l,2,2-Tetrachloroethane ~D ug/l 

1.0 02/17/04 17:56 PNI 74-87-3 
1.0 02/17/04 17:56 PNI 75-01-4 
1.0 02/17/04 17:56 PNI 74-~3-9 
1.0 02/17/04 17:56 PN1 75-00-3 
1.0 02/17/04 17:56 PN1 75-69-4 
1.0 02/17/04 17:56 PNI 75-09-2 
1.0 02/17/04 17:56 PNI 75-35-4 
1.0 02/17/04 17:56 PNI 156-60-5 
1.0 02/17/04 17:56 PNI 75-34-3 
1.0 02/17/04 17:56 PNI 67-66-3 
1.0 02/17/04 17:56 PNI 71-55-6 
1.0 02/17/04 17:56 PNI 56-23-5 
1.0 02/17/04 17:56 PNI 71-43-2 
1.0 02/17/04 17:56 PNI 107-06-2 
1.0 02/17/04 17:56 PNI 79-01-6 
1.0 02/17/04 17:56 PNI 78-87-5 
1.0 02/17/04 17:56 PNI 75-27-4 
1.0 02/17/04 17:56 PN1 10061-02-6 
1.0 02/17/04 17:56 PNI 108-88-3 
1.0 02/17/04 17:56 PNI 10061-01-5 
1.0 02/17/04 17:56 PNI 79-00-5 
1.0 02/17/04 17:56 PNI 127-18-4 
1.0 02/17/04 17:56 PNI 124-48-1 
1.0 02/17/04 17:56 PNI 108-90-7 
1.0 02/17/04 17:56 PN1 100-41-4 
3.0 02/17/04 17:56 PNI 1330-20-7 
1.0 02/17/04 17:56 PNI 75-25-2 
1.0 02/17/04 17~56 PNI 79-34-5 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333199 
Client Sample ID: E04-0120-67487 Field Blank 

Project Sample Number: 1084665-007 
Matrix: Water 

Date Collected: 02/12/04 00:00 
Date Received: 02/13/04 12:10 

Parameters Results Units 
1,3 Dichlorobenzene ND ug/l 
1,4 Dichlorobenzene ND ug/l 
1,2-Dichlorobenzene ~D ug/l 
2-Chloroethylvinyl ether ~D ug/l 
Dibromofluoromethane (S) 94 % 
Toluene-d8 (S) 77 % 
4-Bromofluorobenzene (S) 81 
1,2-Diehloroethane-d4 (Si 90 

__ Report Limit 
1.0 
1.0 
1.0 
5.0 

Analyzed    By 
02/17/04 17:56 
02/17/04 17:56 
02/17/04 17:56 
02/17/04 17:56 PNI 
02/17/04 17:56 
02/17/04 17:56 
02/17/04 17:56 PNI 
02/17/04 17:56 PNI 

CAS No. 
541 73 1 
106 46 7 
95-50-1 
110-75-8 
1868-53-7 
2037-26-5 
460-00-4 
17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

Lab Sample No:     105333421 
Client Sample ID: E04-0120-67489 Travel Blank 

Project Sample Number: 1084665-008 
Matrix: Water 

Date Collected: 02/12/04 00:00 
Date Received: 02/13/04 12:10 

Parameters Results Units 
GC/MS Volatiles 
Volatile GC/MS by 624 Method: EPA 624 
Chloromethane ND ug/l 
Vinyl chloride ND ug/l 
Bromomethane ~D ug/l 
Chloroethane ND ug/l 
Trichlorofluoromethane ND ug/l 
Methylene chloride ~D ug/l 
l,l-Diehloroethene ~D ug/l 
trans-l,2-Dichloroethene ~D ug/l 
l,l-Dichloroethane ~D ug/l 
Chloroform ND ug/l 

l,l,l-Trichloroethane ~D ug/l 
Carbon tetrachlor~de ND ug/l 
Benzene ND ug/l 
1,2-Diehloroethane ND ug/l 
Trichloroethene ND ug/l 
1,2-Dichloropropane ~D ug/l 
Bromodichloromethane ~D ug/l 
trans-l,3-Dichloropropene ~D ug/l 
Toluene ~D ug/l 
cis-l,3-Dichloropropene ~D ug/l 

l,l,2-Trichloroethane ND ug/l 
Tetrachloroethene ~D ug/l 
Dibromochloromethane ~D ug/l 
Chlorobenzene ~D ug/l 
Ethylbenzene ~D ug/l 
Xylene (Total) ND ug/l 
Bromoform ~D ug/l 
l,l,2,2-Tetrachloroethane ~D ug/l 

1,3-Dichlorobenzene ~D ug/l 

1,4-Dichlorobenzene ~D ug/l 
1,2-Dichlorobenzene ND ug/l 
2-Chloroethylvinyl ether ND ug/l 
Dibromofluoromethane (S) 96 
Toluene-d8 (S) 77 % 
4-Bromofluorobenzene (S) 82 
1,2-Dichloroethane-d4 (Si 89 

__ Report Limit Analyzed    By CAS No. 

1.0 02/17/04 17:28 PNI 74-87-3 
1.0 02/17/04 17:28 PNI 75-01-4 
1.0 02/17/04 17:28 PNI 74-83-9 
1.0 02/17/04 17:28 PNI 75-00-3 
1.0 02/17/04 17:28 PNI 75-69-4 
1.0 02/17/04 17:28 PNI 75-09-2 
1.0 02/17/04 17:28 PNI 75-35-4 
1.0 02/17/04 17:28 PNI 156-60-5 
1.0 02/17/04 17:28 PNI 75-34-3 
1.0 02/17/04 17:28 PNI 67-66-3 
1.0 02/17/04 17:28 PNI 71-55-6 
1.0 02/17/04 17:28 PNI ~6-23-5 
1.0 02/17/04 17:28 PN1 71-43-2 
1.0 02/17/04 17:28 PNI 107-06-2 
1.0 02/17/04 17:28 PN1 79-01-6 
1.0 02/17/04 17:28 PNI 78-87-5 
1.0 02/17/04 17:28 PNI 75-27-4 
1.0 02/17/04 17:28 PNI 10061-02-6 
1.0 02/17/04 17:28 PNI 108-88-3 
1.0 02/17/04 17:28 PNI 10061-01-5 
1.0 02/17/04 17:28 PNI 79-00-5 
1.0 02/17/04 17:28 PNI 127-18-4 
1.0 02/17/04 17:28 PNI 124-48-1 
1.0 02/17/04 17:28 PNI 108-90-7 
1.0 02/17/04 17:28 PNI 100-41-4 
3.0 02/17/04 17:28 PNI 1330-20-7 
1.0 02/17/04 17:28 PNI 75-25-2 
1.0 02/17/04 17:28 PNI 79-34-5 
1.0 02/17/04 17:28 PNI 541-73-1 
1.0 02/17/04 17:28 PNI 106-46-7 
1.0 02/17/04 17:28 PNI 95-50-1 
5.0 02/17/04 17:28 PNI 110-75-8 

02/17/04 17:28 PNI 1868-53-7 
02/17/04 17:28 PN1 2037-26-5 
02/17/04 17:28 PNI 460-00-4 
02/17/04 17:28 PNI 17060-07-0 

Qual RegLmt 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

PARAMETER FOOTNOTES 

ND 
NC 
J 
MDL 

Ill 

[2] 

[4] 

Not detected at or above adjusted reporting limit 
Not Calculable 
Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit 
Adjusted Method Detection Limit 
Surrogate 
The BOD dilution blank QC criterion was not met. Acceptable method performance is based upon the remaining 
batch QC. 
The analysis was initiated more than 24 hours but less than 48 hours after collection. 
Confirmed by second analysis and/or re-extraction. 
The surrogate recovery was outside QC acceptance limits due to matrix interference. 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

QC Batch: 104174 
QC Batch Method: EPA 625 
Associated Lab Samples: 

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

105333132 
105333181 

Analysis Method: EPA 625 
Analysis Description: 625 Wastewater GC/MS SVOA 
105333140     105333157     105333165     105333173 

METHOD BLANK: 105336473 
Associated Lab Samples: 105333132     105333140     105333157     105333165     105333173     105333181 

Blank Reporting 
Parameter Units Result Limit Footnotes 
Phenol us/l ND i0. 
bis(2-Chloroethyl) ether us/l ND 10. 
2-Chlorophenol ug/l ND i0. 
1,3-Dichlorobenzene ug/l ND i0. 
1,4-Dichlorobenzene ug/l ND 10. 
1,2-Dichlorohenzene us/l ND i0. 
bis(2-Chloroisopropyl) ether us/l ND 10. 
N-Nitroso-di-n-propylamine ug/l ND i0. 
Nitrobenzene ug/l ND i0. 
Isophorone ug/l ND i0. 
2-Nitrophenol ug/l ND i0. 
2,4-Dimethylphenol ug/l ND 10. 
bis(2-Chloroethoxy)methane ug/l ND i0. 
2,4-Dichlorophenol ug/l ND i0. 
1,2,4-Trichlorobenzene ug/l ND i0. 
Naphthalene ug/l ND i0. 
Nexachloro-l,3-butadiene ug/l ND i0. 
4-Chloro-3-methylphenol ug/l ND i0. 
2,4,6-Trichlorophenol ug/l ND i0. 
2-Chloronaphthalene ug/l ND i0. 
Dimethylphthalate ug/l ND i0. 
Acenaphthylene ug/l ND i0. 
2,6-Dinitrotoluene ug/l ND i0. 
Acenaphthene ug/l ND i0. 
2,4-Dinitrophenol ug/l ND 50. 
4-Nitrophenol ug/l ND 50. 
2,4-Dinitrotoluene ug/l ND i0. 
Diethyiphthalate us/l ND i0. 
4-Chlorophenylphenyl ether us/l ND i0. 
Fluorene us/l ND i0. 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.60Z 1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

METHOD BLANK: 105336473 
Associated Lab Samples: 

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

105333132     105333140     105333157     105333165     105333173     105333181 

Parameter                           Units 
4,6-Dinitro-2-methylphenol ug/l 
4-Bromophenylphenyl ether ug/l 
Hexachlorobenzene ug/l 
Pentachlorophenol us/l 
Phsnanthrene us/l 
Anthracene us/l 
Di-n-butylphthalate us/l 
Fluoranthene us/l 
Pyrene ug/l 
Butylbenzylphthalate ug/l 
3,3’-Dichlorobenzid~ne ug/l 
Benzo(a)anthracene ug/l 
Chrysene ug/l 
bls(2-Ethylhexyl)phthalate ug/l 
Di-n-octylphthalate ug/l 
Benzo(b)fluoranthene ug/l 
Benzo(k)fluoranthene ug/l 
Benzo(a)pyrene ug/l 
Indeno(l,2,3-¢d)pyrene ug/l 

Dibenz(a,h)anthracene ug/l 
Benzo(g,h,i)perylene ug/l 
Hexachloroethane ug/l 
Nitrobenzene-d5 (S) % 
2-Fluorobiphenyl (S) % 
Terphenyl-dl4 (S) % 
Phenol-d6 (S) % 
2-Fluorophenol (S) % 
2,4,6-Tribromophenol (S) % 

Blank Reporting 
Result Limit Footnotes 
HD 50. 
HD 10. 
ND i0. 
ND 23. 
ND 10. 
ND 10, 
ND 10, 
HD 10. 
ND 
ND 
ND 20. 
ND 10. 
ND 10. 
ND 10. 
ND 10. 
ND 10. 
ND i0. 
ND i0. 
ND 
ND i0. 
HD 10. 
ND 10. 

7O 

7O 

82 

74 

68 

76 

LABORATORY CONTROL SAMPLE a LCSD: 105336481 105336499 

Spike LCS 
Parameter Units Cone. Result 
Phenol us/l 50.00 44.51 
bis(2-Chloroethyl) ether us/l 50.00 42.92 

LCSD LCS LCSD 
Result % Rec % Rec RPD Footnotes 
43.62 89 87 2 
41.50 86 83 3 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

LABORATORY CONTROL SAMPLE & LCSD: 105336481 105336499 

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

Spike LCS LCSD 
Parameter Units Cone. Result Result 
2-Chlorophenol us/l 50.00 43.30 
1,3-Dichlorobenzene ug/l 50.00 41.85 
1,4-Dichlorobenzene ug/l 50.00 41.72 
1,2-Dichlorobenzene ug/l 50.00 42.26 
bis(2-Chloroisopropyl) ether us/l 50.00 44.73 
N-Nitroso-di-n-propylamine us/l 50.00 46.61 
Nitrobenzene us/l 50.00 46.55 
Isophorone us/l 50.00 48.73 
2-Nitrophenol us/l 50.00 43.40 
2,4-Dimethylphenol ug/l 50.00 18.67 
bis(2-Chloroethoxy)methane ug/l 50.00 45.03 
2,4-Diehlorophenol ug/l 50.00 43.42 
1,2,4-Triehlorobenzene ug/l 50.00 41.80 
Naphthalene us/l 50.00 43.36 
Nexachloro-l,3-butadlene ug/l 50.00 42.96 
4-Chloro-3-meth¥1phenol us/l 50.00 46.79 
2,4,6-Trichlorophenol ug/l 50.00 46.49 
2-Chloronaphthalene ug/l 50.00 45.85 
Dimethylphthalate ug/l 50.00 47.65 
Acenaphthylene ug/l 50.00 47.25 
2,6-Dinitrotoluene ug/l 50.00 48.24 
Acenaphthene ug/l 50.00 47.86 
2,4-Dinitrophenol ug/l 50.00 39.41 
4-Nitrophenol ug/l 50.00 49.84 
2,4-Dinitrotoluene ug/l 50.00 45.78 
Diethylphthalate ug/l 50.00 47.00 
4-Chlorophenylphenyl ether ug/l 50.00 48.08 
Fluorene ug/l 50.00 48.55 
4,6-Dinitro-2-methylphenol ug/l 50.00 41.56 
4-Bromophenylphenyl ether ug/l 50.00 49.14 
Hexachlorobenzene us/l 50.00 50.68 
Pentachlorophenol ug/l 50.00 44.50 
Phenanthrene ug/l 50.00 47.10 
Anthracene ug/l 50.00 46.95 
Di-n-butylphthalate us/l 50.00 50.27 
Flucranthene us/l 50.00 49.15 
Pyrene us/l 50.00 46.16 

LCS     LCSD 
% Rec % Rec RPD Footnotes 

42.40 87 85 2 
41.17 84 82 2 
41.70 83 83 0 
42.22 84 84 0 
43.50 90 87 3 
46.27 93 92 1 
45.49 93 91 2 
48.99 98 98 1 
43.28 87 87 0 
18.16 37 36 3 I,i 
44.97 90 90 0 
43.86 87 8~ ~ 
41.65 84 83 0 
42.73 87 86 I 
42.99 86 86 0 
47.76 94 96 2 
47.47 93 95 2 
47.41 92 95 3 
49.11 95 98 3 
48.15 94 96 2 
50.00 96 100 4 
49.82 96 100 4 
42.95 79 86 9 
53.46 I00 107 7 
48.47 92 97 6 
49.60 94 99 5 
49.60 96 99 3 
49.28 97 99 1 
44.83 83 90 8 
50.69 98 I01 3 
51.77 I01 104 2 
47.08 89 94 6 
48.77 94 98 3 
47.99 94 96 2 
52.64 I01 105 5 
50.52 98 I01 3 
48.33 92 97 5 
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Pace Analvtical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MIV 55414 

Phone: 612.607~ 1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

LABORATORY CONTROL SAMPLE & LCSD: 105336481 105336499 

Spike LCS 
Parameter Units Cone. Result 

LCSD LCS     LCSD 
Result % Rec % Rec RPD Footnotes 

Butylbenzylphthalate us/l 50.00 
3,3’-Diehlorobenzidine ug/l 50.00 
Benzo(a)anthracene ug/l 50.00 
Chrysene ug/l 50.00 
bis(2-Ethylhexyl)phthalata us/l 50.00 
Di-n-octylphthalate us/l 50.00 
Benzo(b)fluoranthene u~/l 50.00 
Benzo(k) fluoranthene us/l 50.00 
Benzo(a)pyrene us/l 50.00 
Indeno(l,2,3-cd)pyrene ug/l 50.00 
Dibenz(a,h)anthracene ug/l 50.00 
Ben~o(g,h,~)perylene u~/l 50.00 
Hexachloroethane us/l 50.00 
Nitrobenzene-d5 (S) 
2-Fluorohiphenyl (S) 
Terphenyl-dl4 
Phenol-d6 (S) 
2-Fluorophenol (S) 
2,4,6-Tribromophenol (S) 

46.97 49.55 
28.52 27.96 
46.75 48.79 
46.74 48.59 
48.30 ~0.60 
46.77 48.56 
46.65 47.97 
46.69 48.58 
44.97 46.46 
47.06 49.14 
47.28 49.54 
47.30 49.29 
42.66 42.40 

94 99 5 
57 56 2 
94 98 4 
94 97 4 
97 I01 ~ 
94 97 4 
93 96 3 
93 97 4 
90 93 3 
94 98 4 
95 99 5 
95 99 4 
8G 8~ 1 

83 83 
82 84 
82 79 
76 75 
87 88 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

QC Batch: 104292 
QC Batch Method: EPA 624 
Associated Lab Samples: 

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

105333132 
105333181 

Analysis Method: EPA 624 
Analysis Description: Volatile GC/MS by 624 
105333140 105333157     105333165     105333173 
105333199 105333421 

METBOD BLANK: 105340681 
Associated Lab Samples: 105333132 

105333421 
105333140     105333157     105333165     105333173     105333181     1053331S9 

Blank Reporting 
Parameter Units Result Limit 
Chloromethane u~/l ND 
Vinyl chloride ug/l ND 1.0 
Bromomethane ug/l ND 1.0 
Ch]oroethane ug/l ND 1.0 

Trichlorofluoromethane ug/l ND 1.0 
Methylene chloride ug/l ND 1.0 
l,l-Dichloroethene ug/l ND 1.0 
trans-l,2-Dichloroethene ug/l ND 1.0 
l,l-Dichloroethane ug/l ND 1.0 
Chloroform ug/l ND 1.0 
l,l,l-Trichloroethane ug/l ND 1.0 
Carbon tetrachloride ug/l ND 1.0 
Benzene ug/l ND 1.0 
1,2-Dichloroethane ug/l ND 1.0 
Trichloroethene ug/l ND 1.0 
1,2-Dichloropropane ug/l ND 1.0 
Bromodichloromethane ug/l ND 1.0 
trans-l,3-Dichloropropene ug/l ND 1.0 
Toluene ug/l ND 1.0 
cis-l,3-Dichloropropene ug/l ND 1.0 
l,l,2-Trichloroethane ug/l ND 1.0 
Tetrachloroethene ug/l ND 1.0 
Dibromochloromethane u~/l ND 1.0 
Chlorobenzene ug/l ND 1.0 
Ethylbenzene ug/l ND 1.0 
Xylene (Total) ug/l ND 3.0 
Bromoform us/l ND 
l,l,2,2-Tetrachloroethane us/l ND 1.0 
1,3-Dichlorobenzene us/l ND 1.0 

Footnotes 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

METHOD BLANK: 105340681 
Associated La5 Samples: 105333132 

105333421 

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

i05333140     i05333157     105333165     105333173     105333181     i05333199 

Blank 
Parameter Units Result 
1,4-Dichlorobenzene ug/l ND 
1,2-Dichlorobenzene ug/l ND 
2-Chloroethylvinyl ether ug/l ND 
Dibromofluoromethane (S) % 94 
Toluene-d8 (S) % 78 
4-Bromofluorobenzene (S) % 83 
1,2-Dichloroethane-d4 (S) % 91 

Reporting 
Limit 

1.0 
1.0 
5.0 

Footnotes 

LABORATORY CONTROL SAMPLE: 105340699 

Spike LCS LCS 
Parameter Units Cone. Result % Rec 
Chloromethane ug/l 20.00 14.23 71 
Vinyl chloride ug/l 20.00 18.06 90 
Bromomethane ug/l 20.00 16.43 82 
Chloroethane ug/l 20.00 20.33 102 
Trichlorofluoromethane ug/l 20.00 20.40 102 
Methylene chloride ug/l 20.00 20.34 102 
l,l-Dichloroethene ug/l 20.00 20.76 104 
trans-l,2-Dichloroethene ug/l 20.00 20.98 105 
l,l-Dichloroethane ug/l 20.00 20.84 104 
Chloroform ug/l 20.00 21.65 108 
l,l,l-TrichloroeChane ug/l 20.00 19.72 99 
Carbon tetrachloride ug/l 20.00 20.25 i01 
Benzene ug/l 20.00 19.53 98 
1,2-Dichloroethane ug/l 20.00 22.46 112 
Trichloroethene ug/l 20.00 19.03 95 
1,2-Dichloropropane ug/l 20.00 20.07 i00 
Bromodichloromethane ug/l 20.00 19.78 99 
trans-l,3-Dichloropropene ug/l 20.00 18.56 93 
Toluene ug/l 20.00 17.96 90 
cis-l,3-Dichloropropene us/l 20.00 20.33 102 
l,l,2-Trichloroethane us/l 20.00 19.43 97 
Tetrachloroethene us/l 20.00 18.93 95 

Footnotes 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

LABORATORY CONTROL SAMPLE: 105340699 

Spike LCS LCS 
Parameter Units Cons. Result % Rec 
Dibromochloromethane us/l 20.00 18.93 95 
Chlorobenzene ug/l 20.00 19.79 99 
Ethylbenzene ug/l 20.00 18.54 93 
Xylene (Total) ug/l 60.00 57.90 96 
Bromoform us/l 20.00 20.50 102 
l,l,2,2-Tetrachloroethane us/l 20.00 18.74 94 
1,3-Dichlorobenzene us/l 20.00 18.54 93 
1,4-Dichlorobenzene us/l 20.00 18.02 90 
1,2-Dichlorobenzene u~/l 20.00 17.92 90 
2-Chloroethylvinyl ether ug/l 20.00 22.81 114 
Dibromofluoromethane (S) 105 
To]uene-d~ (S) 90 
4-Bromofluorohenzsne (S) 90 
1,2-Dichloroethane-d4 (S) 104 

Footnotes 

MATRIX SPIKE: 105348122 

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

Footnotes 

Date: 02/26/04 Page: 29 of 34 

REPORT OF LABORATORY ANALYSIS 
’This r’epn~ shall n~t I~ r~pro~ucs~, e×¢ept i. f~ll, 

without the written consent of Pace Analytical Services, Inc. 

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

3M MN01538446 

1937.0060 



Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

MATRIX SPIKE: 105348122 

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

105333140 Spike MS MS 
Parameter Units Result Cone. Result % Rec 
trans-l,3-Dichloropropene us/l 0 20.00 18.78 94 
Toluene ug/l 0 20.00 19.54 98 
cis-l,3-Dichloropropene ug/l 0 20.00 21.20 106 
l,l,2-Trichloroethane ug/l 0 20.00 19.12 96 
Tetrachloroethene us/l 0 20.00 19.93 100 
Dibromoehloromethane us/l 0 20.00 19.36 97 
Chlorobenzene us/l 0 20.00 20.48 102 
Ethylbenzene u~/l 0 20.00 19.72 99 
Xylene (Total) u~/l 0 60.00 59.42 99 
Bromoform ug/l 0 20.00 21.56 108 
l,l,2,2-Tetrachloroethane ug/l 0 20.00 18.80 94 
],3-Dichlorobenzene ug/l 0 20.00 ]~.23 91 
1,4-Dichlorobenzene us/l 0 20.00 18.19 91 
1,2-Dichlorobenzene us/l 0 20.00 18.53 93 
2-Chloroethylvlnyl ether ug/l 0 20.00 0 0 
Dibromofluoromethane (S) 90 
Toluene-d8 (S) 81 
4-Bromofluorobenzene (S) 93 
1,2-Dichloroethane-d4 (S) 85 

Footnotes 

SAMPLE DUPLICATE: 105348114 

105333132 DUP 
Parameter Units Result Result RPD Footnotes 
Chloromethane ug/l 5.400 1.800 i01 2 
Vinyl chloride ug/l ND ND ttC 
Bromomethane ug/l 19.00 13.00 36 2 
Chloroethane ug/l ND ND NC 
Trichlorofluoromethane ug/l ND ND NC 
Methylene chloride u~/l ND ND NC 
l,l-Dichloroethene ug/l ND ND NC 
trans-l,2-Dichloroethene ug/l ND ND ttC 
l,l-Dichloroethane ug/l ND ND NC 
Chloroform us/l ND ND ttC 
l,l,l-Trichloroethane us/l ND ND NC 
Carbon tetrachloride us/l ND ND NC 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

SAMPLE DUPLICATE: 105348114 

105333132 DUP 
Parameter Units Result Result RPD 
Benzene us/l ND ND NC 
1,2-Dichloroethane ug/l ND ND NC 
Trichloroethene ug/l ND ND ttC 
1,2-Dichloropropane ug/l ND ND NC 
Bromodiehloromethane us/l ND ND ttC 
trans-l,3-Diehloropropene us/l ND ND ttC 
Toluene us/l 20.00 18.00 8 
cis-l,3-Dichloropropene us/l ND ND ttC 
l,l,2-Trichloroethane us/l ND ND ttC 
Tetrachloroethene ug/l ND ND ttC 
Dibromochloromethane ug/l ND ND ttC 
Chlor~benzene u~/l ND ND ~C 
Ethylbenzene us/l ND ND NC 
Xylene (Total) ug/l 3.600 3.700 2 
Bromoform ug/l ND ND NC 
1,1,2,2-Tetrachloroethane ug/l ND ND NC 
1,3-Dichlorobenzene ug/l ND ND NC 
1,4-Dichlorobenzene ug/l ND ND NC 
1,2-Dichlorobenzene ug/l ND ND NC 
2-Chloroethylvinyl ether ug/l ND ND NC 
Dibromofluoromethane (S) % 96 94 
Toluene-d8 (S) % 89 85 
4-Bromofluorobenzene (S) % 97 93 
1,2-Dichloroethane-d4 (S) % 92 91 

Footnotes 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

QC Batch: 104133 
QC Batch Method: 
Associated Lab Samples: 

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

105333132 
105333181 

Analysis Method: SM 5210B 
Analysis Description: Biochemical Oxygen Demand, 
105333140     105333157     105333165     105333173 
105333199 

METHOD BLANK: 105331664 
Associated Lab Samples: 105333132 105333140 105333157     105333165 

Blank Reporting 
Parameter Units Result Limit Footnotes 
BOD, 5 day ms/l ND 6 3 

105333173 105333181 I053331S9 

LABORATORY CONTROL SAMPLE: 105331672 

Spike LCS LCS 
Parameter Units Cone. Result % Rec Footnotes 
BOD, 5 day mg/l 198.00 193.0 97 3 

SAMPLE DUPLICATE: 105331847 

105330583 DUP 
Parameter Units Result Result RPD 
BOD, 5 day mg/l 467.0 579.0 21 

Footnotes 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

QUALITY CONTROL DATA 

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

QC Batch: 104181 
QC Batch Method: EPA 420.4 
Associated Lab Samples: 105333132 

105333181 

Analysis Method: EPA 420.4 
Analysis Description: Phenollcs Total. in Water 
105333140     105333157     105333165     105333173 
105333199 

METBOD BLANK: 105336622 
Associated Lab Samples: 

Parameter 
Phenol 

105333132 105333140 105333157     105333165 

Blank Reporting 
Units Result Limit Footnotes 

us/l ND 25.0 

105333173 105333181 105333199 

LABORATORY CONTROL SAMPLE: 105336630 

Spike LCS LCS 
Parameter Units Cone. Result % Rec Footnotes 
Phenol ug/l i000.00 1178 118 

MATRIX SPIKE: 105336648 

105319651 Spike MS MS 
Parameter Units Result Cone. Result % Rec Footnotes 
Phenol ug/l 0 1000.00 1055 106 

SAMPLE DUPLICATE: 105336655 

105327324 DUP 
Parameter Units Result Result RPD 
Phenol ug/l ND ND NC 

Footnotes 
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Pace Analytical Services, Inc. 
1700 Elm Slreet, Sm’te 200 

Minneapolis, MN 55414 

Phone: 612.607,1700 
Fax: 612.507.6444 

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

QUALITY CONTROL DATA PARAMETER FOOTNOTES 

Consistent with EPA guidelines, unfounded concentrations are displayed and have been used to calculate % Rec and RPD values. 

LCS (D) 
MS (D) 
DUP 
ND 
NC 
J 
MDL 
RPD 

[i] 
[2] 
[3] 

Laboratory Control Sample (Duplicate) 
Matrix Spike (Duplicate) 
Sample Duplicate 
Not detected at or above adjusted reporting limit 
Not Calculable 
Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit 
Adjusted Method Detection Limit 
Relative Percent Difference 
Surrogate 
The spike recovery was outside of acceptance limits. 
The calculated RPD was outside QC acceptance limits. 
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 r’epn~ shall rio’( I~e r~pro~uce~, e×¢ept i. f~ll, 

without the written consent of Pace Analytical Services, Inc. 

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

3M MN01538451 

1937.0065 



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

1937.0066 

3M MN01538452 



Pace Analb%icai Services, Inc¯ 

TENTATIVELY IDENTIFIED C©MPOUND~ 

Clien[ Name: 3H EbF~ Client SDG: C21804 
Lab Sm~p Td: 105333132 Client Smp i~: ~04-0120-67432 
Operator : KSK Sample Date: 
Sample Location: Sample Point: 
Sample Matrix: WATER Date ReceJve@: 13-FEB-2004 00:00 
Analysis Type: SV Level: LOW 

Humber TIC~ found: 14 
CONCENTRATION blqITS : 
(ugiL o~           ug/L 

CAS ~-MBER COMPO~D N~ME RT EST.    CONC. 

1 115 -22 -0 
2 
3 625-25 -2 

s 34314-83-5 
6 111-96-6 
7 iii -90-0 
8 110-98-5 
9 592-76 -7 

I@ 56?65-79-8 
II 1526~17-6 
12 107-58-4 
13 
14 2315-61-S 

3-Hydrcxy-8-m~thyl-2-butano 
Unknown 
2-Heptanol, 2-methyl 
Unknown 
Furan, 9~3-dihydro-A-methyl 
Ethane~ ~I -ozyb~s[2-metho 
Ethanol, 2-{2-ethoxyethoxy) 
2-Propanol, I~] ~-oxybl~- 
l-Heptene 
1,2-Benzenedisarbonitrile, 
2-Fiuoro-6-n±t~o~heno] 
2-Propenamide, N-(l~l-dimet 
l~3-Dioxolane, 2-(4-methoxy 
Ethanol, 2 [2-[4-(1,1,3,3-8 

1 

3 

4 

4 

5 

5 

6 

7 

7 

13 

15 

~ 711 
¯ 526 

788 
976 
224 
731 
084 
886 
027 
i~7 
°265 
. 074 
.207 

_ .29 

3-30 

_~80 

27 8 

2 

1.76 

6 17 

2°57 

-84 

L7,8 

304 

8O5 

NJ I 
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Fi!e: ivarichemi10~ssl i/021804.b;~4913 d 
H~por[ t3ate: ~23 F~:-~b 20@4 12:21 

Pace Anai’ynical Services, !no. 

Cli~nz Name: 3H E~{~ 
Lab Smp id: IOS333181 
Operazor : KSK 

Location 
Matrix: WAIER 

~alysis Type- SV 

Nu~er TICs found. 8 

Client SDC: 021804 
Client Smp ID: E04 01~0-67442 
sample Date: 12-FEB-20@4 
Sample Point: 
Date Received: 
L@vel: LOW 

CONCBNT~hTION UNITS: 
[u~iL o~ ug/KG) 

~S NUMBER 

I 
2 
3 
4 
5 
6 
7 
8 

922-64-5 

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

S’OMPO~D HAHE 

Unknown 

Propanedinitrile, 

Unknown 

[uran, 2,3-dihydro-3-methyl 

2 Butanol, l-methoxy- 

Eecane. 3,3,4-trimethyi~ 

l-Butene0 2-methyl- 

RT 

4 
4.490 
4 ,784 
4 .985 
5 ~197 

~o279 

~_515 
6.882 

EST. CONC- 

1 59 
I 48 
9 21 
2 03 
3 19 
37°3 

HJ 

J 
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Repo~"t Date: 2 ~-~e~-2004 ~2:2 

Pace A~alvt~ca] 9ervices~ Inco 

Data file 
Lab SKip Id: 

Operat©r : 
S~p Info : 
M~sc Info 
Comment 
Method 
Moth Date 
Col Date 
Als bottle: 
Dil Factor: 
~nte~rator: 
Warges 

RASE, HBUT~hL, ACID @UI~{T AND ~TIO REPORT 
ivarichem/IOmssl~ii02]804 si04913~d 
105333181 Client Smp ID: E04-0120-6744~ 
18-FE8-2004 2@:37 
KSK [nst ID: 10mssl.i 

105333181 

RCRA 8270C    S~MIVO~hTILES 
ivarichemi10mssloii021804~biSVOT-0~3~m 
23-Feb-2004 II:]4 @uant Type: ISTD 
i2-FE~-200~ 29:4~ Col File: 04307~d 
13 

HP RTE Compound Sublist: 
Version: 3 50 

625 sub 

Concentration Formula: Amt * DF ~ Uf * vti(Vo * Vi} * 

Name Value Descr±p[~on 

DF Io0000~ Dilution Factor 
Uf Io00000 ng unit correctLon factor 
Vt 10O0o000O0 Volume of final extract {uL) 
Vo i000o00000 Volume of sample extracted {mL) 
Vi I 00~00 Volume injected (uL) 

Cpnd Variable Local Compound Variable 

I S TD RT AREA 

* 9 1,4-Dichlorohenzene-d4 5_998 1215021 3.000 

~    28 ~578 1710811 
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Data File: ivaricnemiiOmsgl.i!021804 b/04913 d 

Report_ Date. 23 Feb 

QC Nlag 

L    Operator selected an alternate library search match. 
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0.25 

~o~ 
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922-~4-5 
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1708-27-6 NBS75K.I 577 

/42 
4±\ / 
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Data 
Report bate ~ :-Feb-2004 12:20 

TENTA%[VELY    IDENTIFIED    COMPOt~DS 

Client Name~ 3H E}~ 
Lab Smp ld: 105333140 
Operazor ; KSK 

Loca<±o~: 
Sample Matrix: WATER 
A~alzsls T~pe: SV 

Client SDG: 021804 
Client Smp ID: E04-0120-67434 
Sample Date: !2-FE~-2004 

Point= 
Date Received: 13 FEB-2004 0~@0 
Level: LOW 

Nu~er TICs found: 5 
CONCENTRATION [~TZTS : 
(ug/L or ugiKG] ugiL 

GAS NI~BER COMPOU-N~D N~IE RT EST. CONC~ Q 

io I15-22~0 3-Hydr©xy-3-methyl-2-butano 1 710 1.20 
2. 110-87-2 2H-pvran, 3,4-d~hydro- 4 987 I~28 
3. ~3778-79 7 2-Butanol, l-methox~- 5 187 4°92 
4. 2050-01-3 Propanoic acid, 2-methyl-~ 5 282 I_97 
5~ 112-36-7 Ethane~ l,l’-oxybis[2-ethox 5.730 1.98 
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Repcr~ ~:a~e ~ ~Feb-2004 12:20 

Pace Analytfcal Services, [nc 

Data file 
Lab Smp Id: L05333140 
Inj Date : 18 FEB-2004 17:04 
Operator : KSK Inst ID: 1081ssi 
Smp info : ~C5333140 
Hisc Zmfo 
Comment : RC~h 8270C SEMIVOLATILES 
Method : !varichem/10mssl.i!021804.biSVO7-043.m 
Heth Date : 23-Feb-2004 II:14 kking Quant Type: ISTD 
Cal Date : 12 FEB-2004 20:45 Ca] File: 04307.d 
Als bottle: 9 
Dil Factor: 
Integrator: HP RTE Compound Subl~st: 625~sub 
Tarqet Version: 3~50 

BASE. NEUT--, ACID QUANT AND RATIO REPORT 
!variche~i10mssl,i,i021804~biO4909od 

Cl~en< Smp ID~ 

Concentration Formula: Amt ~ DP ¯ Uf * Vt!(Vo ÷ Vi) * 

Name Value Description 

DF ] o@0000 Dilution Factor 

Vt I00{~00000 Volume of final extract (uL) 
Vo 10@O,00000 Volume of sample extracted (mL~) 
v~ 1.0@000 Volume injected (uL} 

Cpnd Variable Local Compound Variable 

~ 9 i, 4 -Dichlorobenzene-d4 6o001 1301323 3.000 
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Data File: /va~ichem/10mssl.ii02iS04.bi04909od 
Report Date: 23-Feb~2004 

1910 
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~4 68     7~     76     8~     84     88 
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Data }~iIe: ivar/che[tiiO~ssl. 
Report Date 

Pace Analytical Services, Inc~ 

BASE, NEt RAL ACID QU~iqT AND ~TIO REPORT 
Data file 0 !var/chemi10mssi i/021804 b/04908od 
Lab Stop Id~ 10S333~32 Client Stop ID~ E06-0120-67432 
Inj Date : i@-FEB-2004 16:10 

: KSK In~t ID: i0mssloi 
Smp info : i0S333~32 
Hisc Info : 
Cor~T.ent : RCP~h 8270C - SEMiVO~TILES 
Method : /var/chem/lOmssl ~ i/@21804 bisv07-043 .m 
Moth Date : 23-Feb-2004 11:14 kkin~ Quant T~e: ISTD 
Cal Date : i2oFEB-2O04 20~45 Cal File: 04307~d 
Als bottle: 8 
D±! Factor: l~0O000 
Integrator: HP RTE Compound Sublist: 625.sub 
Target Version: 3~50 

Concentration Fo~ula~ Amt * DF * Uf * vti{Vo ÷ Vi) * CpndVariab]e 

Name Value 

DF i.000O0 Dilution Factor 
Uf 1.00O00 ng unit correction ~actor 
Vt I000.00000 Volume of f£na£ extract [uL) 
Vo lO00.O0000 Volume of sample extracted {mL) 
Vi ~.O00OO Volu~e (uL) 

Cpnd Variable Local Compound Variable 

* 9 l~a-Dichlorobenzene-d4 

* 45 Acenaphthene-dl0 

~ 62 Phenanthrene-dl0 

R.’~ AREA AHOi~T 

6 902 1301682 3~000 

I0~245 2152915 40°000 

12o768 1769383 40°0@0 
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Data File: !varichemi 
Repot5 Date: 2S-Feb-2004 

12061593 2? 7984718 

Ethan~io 2~[2~|4~<i,~o3,S[e[ramethy]bu: 
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o% 

59~ 
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S~mple ~o~ 

~-Pen,te~al. (E)- 1576-87~    NBS75K.I 62733 ~ ~HSO 8~ 

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

3M MN01538480 

1937.0094 



CA£ N~ber 

i~-7 

12859 

~z 
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~P~o~i ~ ~ ( ~-me~hoxl~l~h~l e~b~) 
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Pace Analytic~.! Serv~ces~ ?r~c 

T~NTATIVELY IDENTIFIED COHPOUNDS 

Cl~en~ Name~ 3H ENV 

Lab SK~ Id~ 105333173 

Operazor ~ KSK 

Sample Locatio~: 

Matrix: WATER 

Ana]ys~ Type: SV 

Client SDG: 021804 
Client Ss~p ID: E04-0120 67435 
Sample Date: 12-FEB-2004 
Sample Point. 
Date Received: 13-FEB-2004 00:00 
Level: LOW 

Number TICs found: 16 

CONCEHT~’flON UNITS : 
[u~/L or uqiKG) ugiL 

CAS NUMBER 

1 i15-22-0 

6 

8 
9 

L0 
ii 
12 
13 
i4 
15 
16 

637-92 

170~-3 
Iii 96 
31797- 

111-90 
592-76 

1526-1 
102-82 
C--OO-oO 
776 35 

713-66 
54669- 

3 

1-2 
6 

64-5 
L4-4 

0 
-7 

7-6 
-9 

2 
-2 
89-7 

COMPOUHD HAHE RT EST CONCo Q 

3~Hydroxy-3-methyl-2-hutano 
Propane~ 2-ethoxy-2-methyl- 
Unknown 
Furan~ 2,5-d~hydro-3-methyl 
Ethane~ 
Cyclohexane, (l,l-dimethylp 
Bentane~ 2~2-dichloro 
Ethanol. 2-(2-ethoxy÷thoxy} 
t-Hepuene 

Unknown 
9-Fluor©-6-n~troph÷nol 

Tribu<ylamine 

Phenol, 2-fluoro-4-nitro- 
Phenanthrene, 9~i0-dihydro- 
Ethanol, 2- [4-(i,l-dimethyl 
Pyrro!o[l,2-a]- [,3,S-triazi 

1o7tl 

4-269 

4./8"/ 

~.988 

5.223 

5,282 

5.506 

5.730 

6.885 

7.027 
7_L57 

7.357 

8.606 

13.962 
15o125 

1.84 
5.42 
1.96 
io86 
27.2 
I ~61 
2 ~06 
2.28 
8o81 
2 .48 
i .43 
9 o 8"7 
16.0 
32 .5 
180 

37.8 

NJ 
HJ 
J 

NJ 
NJ 
N~ 

NJ 

NJ 
NJ 
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Data F~ie 
Remort 

BASE, NEUT~h~ ACi~ @ A~] HATI© REPORT 
Data file ~ /va~i~hemilOmss$~i/O2{804~b/O4912od 
Lab Smp Id: i05333172 Glient Smp I~: E@4-012@-674B5 
~ Date ~ 18-[E~-2004 Z9:44 
Operator : KSZ Im~t !D: 1Omssl.m 
Sop Info ~ i0533317~ 
Mi~c Info ~ 
Co~ment : ~C~ ~270C - SEMIVO~ATIL~S 
Method ~ /vari~hemi10mssl.i/02!804.biSV07-043om 
Moth Date : 23-~eb-2004 ~9:~4 kkin9 Quant T~e: ISTD 
Cal Date : 12-~EB-2004 20:~5 ~a@ File: 04307~d 
Als botgle~ 12 
Dil Factor: lo000@i 
Integrator~ ZP RTE 
Target Version: 9.50 

Compound Smbl$s%: 625,sub 

C@ncentSation Form~la~ Am[ ~ OF~ Uf * ~ti(Vo * Vf) * Cpndvariable 

Hame Val~e Desmr~ption 

DF l. O000~ ~ilution Factor 
Uf l~0O000 n~ u~it c~rmectien factor 
Vt !000o00000 Vo~ume of final extract (uL) 
vo ]0Oo.00O0@ Volume of sample emtracted 
Vi l.O000O Volume inj÷~t÷d (uL} 

Cpnd Variable hocal Compound Variable 

tSTD 

* 9 ~, 4-Dichlor~benzene-d4 

* 45 Acenaphthene~ dl0 

~ 62 Phenant hrene- dl 0 

RT ~EA AHO’~NT 

t0.2~5 202~526 
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G 9 

{~c~o~exane~ {l.{-dimethylpro~yl - 
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NB~7~<.I iO0 45 CM~3 59 
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~K.I ~ 

,~75K~1 337~ 

~0 3O 
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Sa~l~ ~o~ ~0~333173 

0 0 

0~0 
/ \ / 

z74 84% ~ 
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16326~98-0 N’BS75t<.I 17O~ ~o      c~o0~ 
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~o 

/ 

50 60 70 80 ~ i~ i~O I20 130 
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/ 

42o, 
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M~rf~ol 
~75-~8 0 N~S75K~I 56~ 38      C~HI~2     131 

2~ 

.43 ~9 
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£th~ol, 2~<2-ethoxl~et~ox~>~ 
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9~ 
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2O 4O 220 
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Repor~ Date~ i { ::~eb HO04 IS ~l 

TEHTATiVELY IDBNTIFIED COHZObT[DS 

Lab 8mp Id, 1053H. 316% 
Opergtor : KSK 
Sample hocaElon ; 
Sample Mat fix : WATER 
Analysis Type : SV 

Client SDG; 021804 
Client Sm@ ID: E04-0120-67438 
Sample Date: 12-FE8-2004 
Sample Point; 
Date ~ceived~ 
Level: LOW 

~u~ber TICs found: 14 
CONCENTRATION t~iTS: 
{ugiL or 

CAS ~TJMB ER COMPOUND 

115-22-0 
584-03-2 
565-75-3 
922-64 5 

6 
7 

1o 
ii 
12 
13 
14 

107-86 8 
111-96-6 
]1] -90-0 
110-98 -5 
629-06-I 
1526-17-6 
1730-37-6 
~ 00-0 
2315-61-9 

3 - Hyd roxy- 3 - me < ny i - 2 - but ~no 
i, 2-Butanedioi 
Pentane~ 2,3,4 <rimethyl- 
Pro~anedin±trile ~ 
Unknown 
2 -But enal 3 -methyl - 
Ethane~ i~ l~-oxybis[2-metho 
Ethanol° 2- (2-enhoxyethoxy) 
2-Propanol, i, l 
Heptane~ l-ch]ore 
2 - F I uoro - 6 - nit rophenol 

l,l-D±oxolane, 2- (4-methoxy 
Ethanol, ? [2- [4 (1, ] ,3,3-t 

EST. COHC~ 

711 1o66 

4 
5 

5 

6 

6 
7 

12 

13 

538 
292 
516 
787 
988 
22~ 
73O 

897 
156 
331 
962 
125 

2 
4 °48 
3 o12 

2 o 71 

2 
] 
14 
io92 
31_6 
156 

51o8 

Q 

NJ 
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Repo~:t [}~te~ 23 Feb-2~ ~ 

Services~ inco 

BASE~ NEUTraL, ACID @U~T AN[) ~ATiO REPORT 
Data ffl~    / var! chemi 
Lab Smp Id: I@5~33165 Client Smp ID: E04-0120~67438 
in3 Date : 18-FEB-2004 
Operator : KSK Inst ID~ 10m~sl~i 
S~p In[o : I@5333&65 
Mism lnfo : 

Cow, men< : RC~ 827@C    SEHIVO~hT!LES 

Method 

Heth Oate : 2B-Feb-2004 []:t4 kking Quan: Type: ISTD 

Cal Date : 12-FEB-2004 20:45 C~] Fi~e: 06307~d 
Als bottle: II 
Dil Factor: I~00000 
InteDrator: HP RTE Compound Sublist: 625.sub 
Target Varsion : 

Concentration Formula: Amt ~ DF * Uf * Vt/(Vo * Vi) ~ 

Value 

DF 1,3C00O Dilution Factor 
Uf I 00000 ng unit correction factor 
Vt ~00Co00900 Volume of final extract (uL) 
V~ ]@0C~0O~@@ Volume of sample extracted (mL) 

vi i ~c0o0 volume injected (~L) 

Variable Local Compound Vamiable 

ISTD 

~    9 1,4-Diehlorobenzene-d4 

62 Phenanthrene-dl0 

RT ~ AMOL~T 

6. O01 1427557 3o000 

12.767 187~283 ~0~000 
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Data File: !var/chemlJthnss] .~ /021804.b/04911o@ 

6067 
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Colu~ ~ia~eter= 0.25 

\ 

\ 
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922-G~-5     NB975~oI        ~2~5 7~ 

78 
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Cilew~t ~D~ 
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I07-8~8 NBS75K.~ ~2726 38 C~HSO 84 

NBS75K~ ~7 22 C~HSO 84 

\ I             84~ 
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O~er~to~; KSK 
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~a~e ~ iS-FE~-2OO~ t8~50 

Clie~t ID~ E04-0120-~7438 

S~ple ~o: I053331~5 

IIi-~--5 N~$75K~I 608~ ~8 C6M1403 

~59 
/ 

\ 

/z7 s~x 
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I 
I 
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£~utene~ Z-methsl~ 

14~7-79 4    ~S7~ ~ 205 ~     C~-~42 70 

/93 
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2-Fluo~o-4-nltr~l 

&~7~ 
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223 

/ 

/435 

2~04 

OoOJ - 

77\ 
\ 
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iCeport ~ace: 23oFeb-2004 22:20 

Pace A~a]yKical Services, Eric. 

tENTATIVELY IDENTIFIED COMPO~:DS 

Client Name: 
Lab Smp Id: 105333197 
Operator : KSK 

Matrix: WATER 
Analysis Ty~,e; 

Client SDG: 021804 
Client Smp ZD: E36-0120-6743~ 
Sample Date: 12-FEB-2004 
Sample 
Date Received: 13-FEB-2004 0O:00 
Level; LOW 

Humber TICs found ~ 8 

CAS ~s~BER 

2 
3 

6 
? 
8 

7795-80-4 
565-75-3 
922-64-~ 

615-29-2 
ilI-90-0 
592-76-7 

COHPO~D N~ME RT EST. CONC~ 

3-Hydroxy-3-methyl-2-butano 
2-Methyl-2,3 pentanediol 
Pent~neo 2,3.4-trimethyl- 
~ropaned~.nitrJle~ methylene 
Unknown 

3-Hexanol, 4-methyt 
Ethanol, 2- (2-ethoxyethoxy] 
2-Hepten~ 

1 o710 
3 o 
4.292 
4 °492 
4 o 786 
~o199 
5°729 
6°873 

1 58 

] 60 

I 41 
9 93 
2 36 
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l_~£{ta Pile: /var.lchem/lt)@ssl_i/02iS04 b,’ %Q910.c 

Rep~rr~ bate 23 -Feb-2£04 12 : 2@ 

Pace Anatytice:L Services, 

BASE NEUTRAl,, ~C~D Q[~NT AND RiTIO REPORT 
Data file : ivar/chem!]0mssl_n/O21804.b/049!0.d 
Lab Smp Id: 105333157 Clffent Smp ID: E04-0120 67439 
IN] Date : 18-FEB-2004 17:57 
Ooerator : KSK Inst ID: 
5m~ Info : I05333!57 
Misc Info 
Comment : RC~ ~270C    SEMIVOLATILES 
Method : /var/chem/~Omssloi[O21804.b/SVO7-O43.m 
Moth Date : 23-Feb-2004 ]~1.:14 kk~ng Quant Type: ISTD 
Cal Date : 12-F~B-2004 20:45 Cal File: 94307.d 
AIs bottle: i0 
Dil Pactor~ loOO000 
integrator: HP RTE Compsund Sublist: 625osub 

Target Version: 3 50 

Concentratmon Formula: Amt 

~ame Value Description 

DP loO0000 Diluniom Factor 
Uf ] _00000 ng uniz correction factor 
Vt !000.00000 Volume of final extract (uL) 
Vo i000,00000 Volume of samp%e extracted (mS] 
Vi _.OOOOO Vo]~mle ~t]3ected (uL) 

Variable Local Conpound Variable 

* S I ~-Dichlor0ben~ene-d4 6 000 1320782 

7.580 1789377 40.000 
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N~S7~K~I ~477 78 CSHE~O~ EO~ 

N~ST~.I ~ ~ 04H9~ ~7 

~3 
/ 

/ 

~ ~ 35 ~ 45 bO ~ &O ~5 70 75 ~ 8~ ~ ~ 
~z 

l~ ~      ~ ~ 35 40 45 
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NBST~K~I ~E~ 

NBS75Kol ~477 

8~O 

/       84-, 

7~ 75 ~0 85 9~ 9~ i~ 
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HinneS@ta 

~NTATIVELY IDENTIFIED COHPO~DS 

C~ient Smp ID: E04-0120-6~434 
Sample Date: 12-FE~-2OO4 

Leve ! : LO~ 
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~ ~"~     .b/04812 D Daua File: /chem/!Omsv4._!v~704a 
Report Date: !5-~ar-2004 i.2:26 

P-~= Axal < .... I Services Inc     Minnesota 

20:}0 

ID: E04-0120-67434 

ID: 

8260B VO~ATILE REPORT 
/chemi!Omsv4.i/C21704a.b/Ve404040.m 
15-Mar-2004 12:!7 rmchnobr Quans Type: ISTD 
10-FEB-2004 02:45 Ca! Fi!e: 04007oD 
~2 
~,OOOOO 
HP ET~ Co~ou~d Sublis~: 

3 ~0 

Concentras!on Formula: Amt ~ DZ ~ Uf ~ I!Vo ~ 

Value 

D? _ 0OO00 D~Ut~ 

U£ ~.00000 ng u~lis correction factor 

.:.; .ODOD0 Samole Volume purged (mL) 

Local ComFound Variable 

~ 43 Fiuorobenzene 4+905 701598 20.000 

6957% 43 

CAS = 
~B 
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Data Pile; ichemi10msv4o~,’021704aob/04812-E 
Report Daze: 15-Mar-2004 12;26 

.... ~to~ ~-e!.~,<:~ree an ~lterr~ate library search @atch. 
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Sa~ele l~o= 105333i81 

~oZume I~je~te~ (I~L)= 

70 

70 
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Data File: /varichem/lOmsv4.i!O21704a.b/O481O.D 
Report Date: 23~Feb-2004 21:08 

Pace Analytical Services, Inc.    Minnesota 

TENTATIVELY    IDZNTIFIED COMPOI~°DS 

Client Name: 3M Eb-g 
Lab Smp Id: 105333132 
Operator : PNI 
Sample LocatioN: 
Sample Matrix: WATER 
Analysis Type: VOA 

Clien< SDG: 021704a 
Clien< Smp £D: E04-0120-67432 
Sa~pie Da%e: k2-FEB-2C04 

Point: 
Date Received: 13-FEB-2©04 00:00 
Level: LOW 

Number TICs four,d: 2 
CONCENTRATION L~¢tTS : 
(ug/L or           ug/L 

CAS NUMBER 

96-22-0 
590-50-1 
629-5G ob 

COMPOUN~    N}%J~[E BT EST~ CONC. Q 

3-Pentanone 5.604 4z0 ~gJ 
2-Pentanone, @,4 dimethyl- 7o180 5.4 NJ 
Tridecane 14o559 2~8 HJ 
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~ata File= ichem/1Omsv4.ii0217@41.b!04810~D 
Renorn Dat~ : 27 F~h-2004 ] [] : ± ~ 

Pace Analytical Services, Znco    Minnesota 

Dasa file : 
Lab Smp ld: 
Ini Date 
Operazor 
Smp Info 
Mlsc Info 
Comment 
Method 
Meth Date 
Cal Date 
A]s bottle= 
D~I Factor: 
Integrator: 
Target Version: 

8260B VOW%TILE REPORT 
!chem!10msv4 i!021704a_b!04810~D 
105333132 Client Smp ID: E04-0120 
1"!-FEB-2004 i9;04 
PNI In~t ID: 10msv4_i 

8260B VOLATILE REPORT 
!var/chem/10msv4_i/O21704a.b!V0404040.m 
23-Feb-2004 20:47 p~l~uyen Quant T}~e: ISTD 
10-FEB-2@06 92:45 Cal File: 
i0 
i 000OC 
HP RTE Co~pound Sublist; 

3.50 

67432 

all.sub 

Concentration     - ~ * { * ~ CpndVariabie Fo[mu:a: Amt    DF    UE 

Name Value 

DF I~00000 D=iJtion Factor 
Uf 5,00000 n@ uniu correctinn factor 
Vo 5_00600 SaKple Volume pur~ed 

Cpnd Variable Local Compound Variable 

iSTD ~ AREA 

* 43 Fluorobenzen~ 4.904 026803 

* 63 Chlorobenzene-d5 8.250 908867 

× 87 1,4-Dichlorobenzene-d4 ii~365 1000673 

AMOUNT 

20.000 

20.000 

20.000 
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13ata b’ile: ichemiiOmsv4.i/O21 ]04a.b/( 4810.D 
Date: 27-Feb-2004 I0 

QC Flag Legend 

IJ    O~erator selected ~]1 a]t~_r}~te library search ma~ch~ 
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Pace ServAces, tat     Minnesota 

TENTATIVELY IDENTIFIED COMPO~D~ 

Cl~ent Name: 3M ~NV 
Lab Smp £d: 105333165 
Operator : PNI 
Sample Location: 
~ample Matrix: 

~ype; VOA 

Client SDG: 021704a 
Client S~D ID: E04-012@-674Ss 
Sample Date: 12-FEB-2004 

Point : 
Date Received: 13-~EB-2004 00:00 
Level~ LOW 

Nut,her ’rlcs found: 2 
CONCEHTRATTOH NN[TS~ 
<ugiL or ugiKG) 

CAS NUMBER 

1o 96-22-0 

2. 629-50-5 

RT 

5 o 592 I NJ 

EST, CONCo    Q 

100 
I~2 NJ~ 
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Data File: /chem/’IOmsv4.J/O21704a.b/04914 ~ 

Pace Services, Inc=    Minnesota 

82605 VOLATILE REPORT 
Data file r ichemi10msv4_ii021°704a.bi04814.D 
Lab 8mp Id= 105333165 Client Smp ID: E04-0120-67438 
±nj Date : 17-FEB-2004 20:56 
Operator 
Smp Info : 105333165 
Hisc !nfo 
Co~ment 
Method 
Meth Datm 
Cal Date 
Als bot~:le 
~il ~actort     O0000 
Integrators HR RTE 

Version: 3~5@ 

82605 VO~hTILE REPORT 
/varichemilOmsv4=iiO2lTO4a_biVO404040,m 
23-Feb-2004 20:47 pnguyen     Quanz Types ISTD 
i0-FEB-2O04 02:45 Cal File: 04007oE 
]4 

Compound Snhlists all.sub 

Concentration Formula: Amt ~ ©F * Uf * I!Vo * 

Name Value Descr~mt~on 

OF 10~OOO Dilution ~actor 
Uf b_09006 n~ unit correc<~n factor 
%o b~OD0OO Volume purged (mL) 

Cpnd Var=abie Local Compound Variable 

ISTD ~T AREA 

* 4 { ~luos-obenzene 

* 87 i 4-Dichl<~£0benzene-d4 

4.9@4 718806 20.000 

]1 .~6q 10_,~,_4 20 000 
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Report Date: 27 Feb-2004 

Pace Analftical Services, inc,    Minnesota 

TENTATIVELY IDENTIFIED C©MPOUNDS 

Client Name: 3H 
Lab Smp Id~ ]05333173 
Operator 
Sample Location: 
Samp=e Matrix: WATER 
Analysis Type~ VOA 

Cllenn SDG: 021704a 

Sample Date: 12-FEB-2004 
Sample Point: 
Date Received: 13-FE~-2004 
Level: LOW 

Number TICs found: 4 
CONCENTBTION D~ITS: 
(ugiL or ug/KG) 

CAS NUMBER I COHPO~ NAME 

96-22-0 3-Pentanone 
590-5C-I 2-Pentanone, 4o4~dimethyl- 
i12-40-~ Dodecane 
629-50-5 !Trid~cane 

R7 EST. CONCo 

5°598 22C 
~.!80 2_1 

13 . 573 .6 

i~ , 565 2 . C 
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Data FJl. e: ichem/lOmsv4.i/02].704a.b/G4815oD 
Report Date: 2?-FeD 2004 10:13 

Pace Amalyt±cal Services, Inco     H£nnesoca 

826@B VOlaTILE REPORT 
Data file ~ /chem/l@msv4.±/O21704a.b/O481B~D 
Lab Smp Id: 105333173 Client Smp 
Inj Date : 1?-FEB-2004 21:23 
Operazor : PNI Inst ID= 10msv4oi 
Smp !nfo : 105333173 
Misc info 
Comment : 8269B VOLATILB REPORT 
Method : /var!chemi10msv4.ii021704aob!V040~040.m 
Herb Date : 23-~eb-2004 20:47 pnguyem Quan~ 
Ca~ Date : 10=FEB=2004 92:45 Cal File: 04007oD 
Als bottle~ 
Dil ~actor: 
Integrator: HP RTE Sublist: all,sub 
Target Version: 

Concentration Formula: Amt * DE * ~f * I!Vo * CpndVariable 

DF .O0000 Dilution Fac%or 
of _ 90000 n~ uni= correc:~on facnor 
~o _.0000O Sample Volu~e purged (mL) 

Cppd Varisb]e Variable 

* 43 Ftuorobenzen~ 

* 63 Chlersbenzen~-d5 

~ 87 i,4-Dichlorobenzene-d4 

RT AREA 

4.904 663116        20,000 

8.250 919445 20.000 

II~371 ]016348 
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~    7 Data File: ichemi10msv4.i/021 04a.biO4SlS.D 
Repcr~ Date: 27-Feb-20C4 

69019             ~’L 

QC Flaw 

_    Operator se!eczed an alternate library search match. 
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Data File: ichemiZ£msv4.i/021V0@aobi06S}6 

Fepo~t ~,ate; 27-FED-2004 10.-3.3 

Client Hamer 3H E~ 
Lab Smp ld: 105333181 
Operator : PN! 

Location: 
Sample Hatr±x~ WATER 

Analysis Type~ VOA 

Nu~er TICs found: 

Services, Knco    Minnesota 

~ENT ~ m " : A~IV~£,~ IDENTIFIED COMPOI]~S 

client SDG: 0R1704a 
Client Smp ID: E04-0120-67442 
Sa~ple Date: 12-FEB-20e4 
Sample Point: 
Date Received: 13-FEB-2004 00:@O 
Level: LOW 

CONCENTRATION L~NITS : 
(ugiL or            ugiL 
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PaGe Ana]ytzcat Services, Inc~    Minnesota 

8260B V0~TILE REPORT 
Data file : !chem/10msv4.i/021704a.bi04816~O 
Lab Smp Id: 105333181 Client Sm~ ID: E04-0120-6744~ 
Inl Date : 17 FEB 2004 21:5i 
Operator : RNI inst 
Smp Info : I01333181 
Misc Info 
Comment : 8260B ~OL~TI~E REPORT 
Method ~ /varichem/lOmsv4o~/O21704aobiVO4@4046~m 

Heth Date : 23-Feh~2004 20:47 pnguyen Quan~ Type: ISTD 
Cal Date : 10-FEB-2004 @Z:4~ Cal File: 0~00~D 
Als bottle: [6 
Dil Factor: 
Inte@rator: HP RTE Sublist: all~sub 
Target Version: 3.50 

NO TENTATIVELY IDENTIFIED COMPOUNDS 
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Data Fie ~ Ichemi~ ~ ~ . ~m~4.ii021704a bi04816.D 
Report Date: 27-Feb-200~ i0:13 

Pace Analytical Ser~sices, Inc. - Minnesota 

8260B VO~TILE REPORT 
Data file : /chemi10msv4.i/021704aob/O481~.D 
Lab Smp id~ I053S3181                            Client Smp ED: E04-0i20-67442 

Date ~ 17-FEB-2004 2!:~I 
Opera,or : PNt lnst ID: 10msv4_i 

Smo Info ~ 105333181 
Misc Info 
Comment : 8260B VO[.~.TI%R REPORT 
Method : /var/chem/lOmsv4~i/O21704a~biVO40404G~m 
Meth Date : 2S-Feb-2004 20:47 pnguyen Quanz Type: ISTE 
ral Date : I0 FEB-2004 0~:45 Cal File: 04007.D 
AIs bottle: 16 
Dil Factor~ 
Integrator: HP RTE Suhlist: all sub 
Target Version: 3.50 
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Data F~_le: icheff:/i~sv4= /021704a,b/@~813oD 
Report DaTe: lS-Mar-~u0-~ ~ 28 

Pare ~na±.~._]cal Services, Inc. Minnesota 

TICs found: ~ 

Client SDG: 02!704a 
Client Smp ID: E04-0120-67439 

Date : 12 

DaLe Received; 13 F~%B 2004 00~00 
Level : LOW 

CONCENTBAT1ON UNITS : 
(ug/L or 

CAS NUmbER | COMP©I~]D NAME RT 

4 6 -~ - <18 - I Unknown i, 619 

2 75 ~- 0 <]nknown 2. 964 

: -{ Unknown 3. @ 31 

CONCo 

96 

2°4 

NJ~ __ 
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Data Film !chem/10m~v4 i/021704a bI04813 D 
Report D>s.L~: 15-Mar-20@4 12:28 

Pace ~talynscal Servzces, Znco Hinnesoca 

VC K,ATTLE REPORT 

,1/021704aobiV0404040 .m 
12 : 17 r.qchnobr Quant T~ype ISTD 
02:45 Cal File: 04007~D 

Compound Sublist : all.sub 

Eoncentra:~on Formula: Am: * DF ~ Uf * ilVo ~ 

Name Value 

DP i ooo00 
uf 5.03000 
To ~.09oo0 

Descr:pnlon 

Dilution Factor 

mg unln correction factor 

Sample Volume           (mL) 

Local Compound Variable 

,12 Ftuorobemzer:e 

AMO UN T 

6.905 677764 20 O00 

4~ 
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[% ta F]e:          10msv4~ii02i704aobiO48130D 
RoR2~rt ~te: IS-Mar-200 1 ~8 

1<9 L, gend 

sel{cted at alternate search match. 

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

3M MN01538568 

1937.0182 



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

3M MN01538569 

1937.0183 



Data F~le: /chemi10msv4.ii021704aob/04816~D 
Report Date: 27-Fmb-2004 i0:13 

Pace Analytical Services, inc0 - Minnesota 

TENTATIVELY IDENT! FIED COMPOUNDS 

Client Name: 3H E}rV 
Lab Smp Id: i053331@I 
Operator : PNI 
Sample Location: 
Sample Hatrix: WATER 
Analysis Type: VOA 

Nu~er TICs found: 0 

Client SDG: 021704a 
Client Smp ID~ E04-0120-67442 
Sample Date: 12~FEB-2O04 
Sample Point: 
Date Received: I~-FEB-2004 00:O0 
Level: LOW 

CONCENT~T!ON U~{!TS: 
(usiL or ugiKG) ug/L 

CAS ~ER 
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Fluorochemicals 
FINAL REPORT 

EVENT 1 

E04-0120 
February 12, 2004 

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

1937.0186 

3M MN01538572 



~search. 

Proven Results. 

Analytical Report 

Fiuorochemical Characterization of Aqueous Samples 

Cottage Grove Activated Carbon System FC Monitoring (E04-0120) 

Exygen Research Laboratory Report No. L0001874 

Testing Laboratory 

Exygen Research 
3058 Research Drive 

"State College, PA 16801 

Project Lead 

Jess Eldridge 
3M Environmental Technology and Safety Services 

935 Bush Avenue 
Building 0002-03-E-09 

PO Box 33331 
St. Paul, MN 55.!33-3331 

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

p~e058 Research Drive College, PA 16801, USA 

: 8~1.281.3219 
F: 814.272.1019 
exygen.com 

3M MN01538573 

1937.0187 



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 fluorechemicals: 

¯ Table 1: Target Analysis 

Compound Name 

Perfluorobutanesulfonate 
Peffluorohexanesulfonate 
Perfluorooctanesulfonate 
Perfluorohexanoic Acid 
Perfluorooctanoic Acid 

Acronvm 
C4 Sulfonate (PFBS) 
C6 Sulfonate (PFHS) 
C8 Sulfonate (PFOS) 
C6 Acid (PFHA) 
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 until 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. 

PAGE 2 OF 5 
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4 Methods - Analytical and Preparatory 

4.1 LC/MS/MS 
4.1.1 Sample Preparation for LC/M,~I8 Analysis 

Water samples were initially treated with 200 uL of 250 mg/L sodium thiosulfate solution to 
remove residual chlorine. Solid phase extraction (SPEI was used to prepare the samples for 
LC/MS/MS analysis. A portion of sample was diluted to forty-milliliters with Type I 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 to a C18 
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. 

4.1.2 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. Ions 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 extracts. 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 (rz) were determined. 
A calibration curve is acceptable if r >0.985 (r~ _> 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. 

PAGE 3 OF 5 
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5.2 

5.3 

5.4 

5.5 

5.6 

5.7 

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- 
level 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. 

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

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 cohtainers 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 to assess enalyte 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. 

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

Laboratory Control Samples 
For LC/MS/MS analyses, Milliq water was spiked with all compounds of interest at 1 IX) 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. 

Statement of Accuracy 
Based on results of field spikes, laboratory fortified tield 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 see 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 one month after the report is issued unless otherwise specified. All 
electronic data is archived on retrievable media and hard copy reports are stored in data 
folders maintained by Exygen. 

8 Attachments 

8.1 

8.2 

8.3 

8.4 

Attachment A: Results 

Attachment B: Matdx Spike Recoveries 

Attachment C: Chain of Custody 

Attachment D: Raw Analytical Data 

9 Signatures 

Paul Connolly, Team Leader - LCflIS 

/John M. Flaherty, Vice/ President 

Date 

Date 

Other Lab Members Contributing to Data 

Karen Smith 
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~Pre~cise Research. 

Proven Results. 

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

Sample ID 

Influent 3 
Influent 3*     .., 

Influent 3 Dup 

Comb Effluent 

Comb Effluent* 

Comb Effluent Dup 

Port 4A 

Port 4A* 
Port 4A Dup 

Effluent 4 
Effluent 4* 

Effluent 4 Dup 

Influent 1/2 

Influent 1/2" 
Influent 1/2 Dup 

Trip Blank 

Analyte Found (nglmL) 

C6 Acid PFHA 
Perfluorohexanolc Acid 

53.0 
47.1 

45.2 

0.0871 

0.0828 

0.0746 

25.5 

26.4 

’.. 28.2 
. ND 

ND 
8.S0 
8.24-, 

8.39 ".. 
ND 

C8 Acid PFOA 
Perfluorooctanoic Acid 

278 
281 
269 
ND 
ND 
ND 

7.38 
6.81 
8.41 
ND 
ND 
ND 
13.5 
11.5 
12.2 
ND 

Sample ID 

Influent 3 86.6 

Influent 3* 75.2 
Influent 3 Dup 67.1 
Comb Effluent 0.0544 

Comb Effluent* 0.0600 

Comb Effluent Dup NQ 

Port 4A 70.0 

Port 4A* 68.3 
Port 4A Dup 72.4 

Effluent 4 ND 

Effluent 4* ND 

Effluent 4 Dup ND 

Influent 1/2 145 

Influent 1/2" 127 

Influent 1/2 Dup 132 

Trip Blank ND 

., Analyte Found (nglmL) 

C4 Sulfonate PFBS ,¯ C6 Sulfonate PFHS 
Perfluorobutanesulfonate ", Perf]uorohexanesulfonate 

6.90 

6.90 
7.28 

, ND 

"ND 

2.53 

ND 
ND 
ND 

4.54 

4.23 
4.49 
ND 

C8 Sulfonate PFOS 
Perfluorooctanesulfonate 

59.8 

56.3 
45.4 
ND 
ND 

ND 
3.10 

2.85 
3.52 

ND 
ND 

ND 

6.60 
5.94 

6.41 
ND 

ND : Not detected : Response between 0 and 0.025 ng/mL. 

NQ = Not quantifiable = Response between 0.025 n~/mL and LOQ (0,050 ng/rnL) 
*Laboratory Duplicate 
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13": 814.272.1039 
~F: 814.231.1580 

exygen.com 

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

3M MN01538579 

1937.0193 



STANDARD TERMS AND CONDITIONS 
Service~ provided by E×ygen Research are limited to the terms 

and conditions stated herein, unless otherwise agreed to in a 

formal contract. 

CONFIDENFtALITY-£xygen Research d’Exygen,~’ "u_~,’’ or "we") 

maintains the strictest confidentiality in all of our client interactions. If a 

signed confidentiality a~reement is required, we will provide one ~[ a 

re~ula[ory or lesaf body subpoenas in,equation, the cl~en~ wil~ be notified 

promptly. The client agrees nol to use Exy~e~ s name and/o~ da~a ~n ~ny 

manner that might cause harm to Exygen’s reputation or business. 
Approval mus~ be ob[ained, h~ wd~ng, before Exygen’s name can be 

pub,}shed in any way 

CONTRACT.~-AII contracts are subject to review and approval by 

Exygen’s le.~al-council and must be si~ned by a corporate officer. 

PAYMENT TER/14~--Unless otherwise set ~orth in lhi~ ~ulchase OTter, 

{emm of payment are "Net 30 Days." The time allowabk, for payment sh~ll 

be~in after both: (a) client’s receipt of Exysen’s invoice; and (b) the 

satisfactory performance o1 the services contemplated hereunder A 1 

monthly service charge shall be added to all past due balances. 

Notwithstanding any payment t~rms to H~e cor~hary set forth in this 

Purchase Order, Exygen~ in ~ts sole discretion, r~serves th~ right to r~qucst 

payment in advance ~rom client. In th~ event o~ default ~n payment for 

sexy}cos rendered, Exygen sha~ 9e enlit~d to reasonable costs o~ collection, 

includieg, but nol limited to, attorneys’ fees. 

BILLINg-All fees and charges are billed d~rectly to the client requesting 

serv}ces. Exy~en will no~ bill a third part/wi[hou~ prior notification in 

wdt;ng, via a signed s~atemen~ acknowledging and accepting responsibility 
for payment. ExyBen will assume that tke paperwork submitted with a 

sample describes the desired testing protocol Any changes to the protocol 

must be submitted }n writing. Please fax changes to Exygen marked, 

"URGENT" to your assigned represenb~five !f changes are made ~er the 

origina!Jy requested testing has been initiated or completed, the client 

accepB responsibility for payment. Exygen will not be responsib[e for hold 

times that are missed due to such chan@es 

RUSH SERVI~E--Exygen routinely offers expedited turnaround times on 
critical analyses Rush analysis services are contin[4ent upon availabiiity and 

prearrangement with an authorized Exy#en representative. A surcharge s 

usually added to the list fee if rush analysis is requested. 

MINIMUA/I FEE--The minimum fee for commercial serv!ces is one hundred 

dollars ($100). 

SAMPLE COLLECTION/SUBA.41.CSlOtV--Client shall be responsible for 

proper collection, preservation, packin~ and packa~ing, ant! shipment of 
the sample(s) in accordance with applicable law and good commercial 

practice. Title and risk of loss with respect to submitted samples strol! at all 

times remain with client prior to acceptance by an fxygen sample 

custodian. Exygen wilt initiate a chain-of-custody upon sample receipt 

unless the client includes one with the s~mp!e(s). By request, Exy~en will 

provide chain-of-custody forms for client’s use. 

All sample~ submit[ed must be accompanied by: purchase order, or signed 

quotation; sample description, including ~mple type~ source, time and 

date of collection: specific analyses requested; estimated concentration 

levels; requested report date; current biling address; and other relevant 

information. 

Upon request, Exygen wiil provide and ship appropriate sample containers 

to clients. These containers wil! include *.he appropriate preservative if 

particular analyses require one. It is the responsibility of the client to hand!e 

these preserved containers safely, and using all appropriate safety 

precautions. Clients requesting overnight delivery of sample containers will 

be invoiced for freight. E×ygen reserves the right tu charge a fee for sample 

containers. 

.f;AMPLEDISPOSAL--Exygen retains samples for one month after 

reporting results, then disposes of or returns the sample. Unless the client 

requests that the sample(s) be returned, or prior arrangements have been 

m~de for Ion..,~-term storage, Exygen sh~,tt dispose of the sample(s). Exygen 

shall charge a monthly fee for I~ny,-term storage. SaiT~ples found or 

suspected [o contain hazardous waste, a(~:ording ~o definitions in state and 

/or £ederal £uide~ines, wil! be returned to the client upon completion of the 

analysis. The cost of retumMg the sample(s) will be invoiced to ~he 

[xygen 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 

fi~e nature and character of fl~e sample didakes otherwise, store all samples 

under locked, temperature-controlled conditions. An intern!! chain-of- 

custody is maintained for each tot of samoles received. 

HAZARD CO~MU/VICATION--The client has the responsibilib! to inform 

the laboratory of any known or suspected hazardous characteristics of the 

sample, and to provide information on hazard prevention and personal 
protection a~ necessary or otherwise required by applicable law. 

QUALtTYAS.CURANCE Exygcn will perform services consistent with its 

Quality Assurance Standard Operating Procedures (SOPs), the terms of 

which are expressly incorporated herein by reference; provided, however, it 

shah be the exclusive responsibility of the client to confirm that Exygen’s 

standard prackices wil~ meet the client’s needs prio~ to placin~ a~ order for 

work, In ~he event client desires an alternative to these SOPs, such requests 

must be made ~n wr tin~ prior to sample submission and acceptance by 

~ygen. 

ETHIC~ POLICY---Exygen Research strives to provide it~ dienis with the 

highest quality data in the fastest realistic turnaround time. We balance 

the high standards of this goa[ by insisting that each employee also 

perform w}thin the guidelines of the highest passible professiona{ ethics 

Each Exygen employee is required to sign a statement of personal and 
preterit)hal infesrify 

¯ ~EClA£ ~POR~.--.Add~t~ona~ charges may be necessary for custom 

report forma 

LITIGATIOn-All costs associated with compliance to any subpoena for 

documents, f~r testimony in a court of law or for any other purpose 

~elating to work performed by Exygen Research shall be mvoiced by 

Exygen and paid by client. These costs shall include, but are not limited 
hourly charges for the perfons involved, ~raveL mileage, and accommoda- 

tions, and for any and all other expenses associated with said tit!sat!on. 

INDEMNIFICATION, LIABILITY~ AND INSURANCE.--Exygen agrees to 

indemnify, defend, and save the client, its officer~, directors, employees, 

a~ents, and representative~ harmless from a~l ~osses, expenses, demands, 

and claims made a~ainst the client, its oflicer~, directors, employees, asents 

and ~epresentatives because of any personal injuries, death, or property 

darna~e to the extent caused by the ne~l~sence or willful misconducl of 

Exygen, ~ts employees~ agents, or representatives ~n connection with the 

performance of services under this agreement, except to the extent such 

losses, expenses, demands, or claims, occur as a result of the negligent or 

willful ads or omissions of the client, its officers, directors, employees, 

agent~, and representatives; however, such indemnification and damage~ 

shall, in the aggregate, be limited to the amoun~ equal to the lesser of (a) 

damages suffered by !he clien~ as the direct result thereof, or (b) the to!el 

amount paid to Fxygen for the work herein covered. Exygen wilt, ~f 

~equested by the client, furnish ce~ificates of insurance flora its carrier 

evidencing appropriate insurance coverage. 

WARRANTY AND LIMITS OF LIABILITY--In accepting 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. 

E×ygen wil! not accept any purchase order or any ot~er order for work that 

includes conditions that vary ~rom t~ese Standard Cond tions. 

ACCEPTANCE OF PURGHASE ORDER-This Purchase Order becomes 

binding agreement, subject to the specific terms and conditions stated 

herein, upon Exygen’s commencement ot work. 
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E en 
Proven Results. 

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

Sample ". 

Description 

Influent 3 Low Spk . 
10 ppb Spike 

Influent 3 High Spk 

100 ppb Spike 

Influent 3 Spk C 

Laboratory Spike 

Comb Effluent Low Spk 

10 ppb Spike 

Comb Effluent High Spk 

100 ppb Spike 

Comb Effluent SpR D 

Laboratory Spike 

Port 4A Low Spk 

10 ppb Spike 

Port 4A High Spk 

t0o ppb Spike 

Port 4 A Spk E 

Laboratory Spike 

Effluent 4 Low Spk 

10 ppb Splice 

Effluent 4 High Spk 

100 ppb Spike 

Effluent 4 Spk F 

Laboratory Spike 

Influent 112 Low Spk 

10 ppb Spike 

Influent 1/2 High Spk 

100 ppb Spike 

Influent 112 Spk G 

Laboratory Spike 

Trip Blank Low Spk 

10 ppb Spike 

Trip Blank High Spk 

10o ppb 

Amount 
Spiked 

(n~l/mL) 

10 

100 

10 

190 

10 

10 

100 

10 

10 

100 

10 

10 

t00 

10 

10 

100 

C6 Acid PFHA C8 Acid PFOA 

Amt Found Amount Recovery Amt Found Amount 

in Sample Recovered in Sample Recovered Recovery 

(ng/mL) (n~l/mL) (%)    (ng/mL~ (n~llmL)    (%) 

53.0 54.0 

53.0 156 103 

53.0 35.7 

0.0871 11.2 111 

3.0871 87.6 88 

o.6871 15.o 155 

25.5 " 38.5 130 

25.5 4~6 151 

ND 12.0 . 120 

ND 124 

ND 15.8 

8.59 19.6 110 

8.59 118 109 

8.59 25.7 171 

ND 10.1 101 

ND 99.1 99 

278 276 

278 369 91 

278 189 

ND 9.38 94 

ND 71.9 72 

ND 11.5 115 

7.38 16.8 94 

7.38 90.5 83 

7.38 18.3 109 

ND 9.95 100 

ND 

ND 

13.5 

13.5 

ND 

ND 

105 105 

11.8 118 

21.9 84 

94.1 81 

26.5 130 

. 7.82 

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

78 

82 

celculav 
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Precise Research 
Proven Results. 

Sample 

Description 

Influent 3 Low Spk, 

10 ppb Spike . 10 

Influent 3 High Spk 

10o ppb Spike 

Influent 3 Spk C 

Laboratory Spike 

Comb Effluent Low Spk 

10 ppb Spike 

Comb Effluent High Spk 

100 ppb Spike 

Comb Effluent Spk D 

Laboratory Spike 

Port 4A Low 8pk 

10 ppb epike 

Port 4A High Spk 

100 ppb Spike 

Port 4 A 8pk E 

Laboratory eplke 

Effluent 4 Low Spk 

10 ppb Spike 

Effluent 4 High Spk 

t00 ppb Spike 

Effluent 4 Spk F 

Laboratory Spike 

Influent 1/2 Low Spk 

10 ppb Spike 

Influent 1/2 High Spk 

10o ppb Spike 

Influent 1/2 Spk G 

Laboratory Spike 

Trip Blank Low Spk 

t0 ppb Spike 

Trip Blank High Spk 

10o ppb 

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 Recovery Amt Found Amount          t Amt Found Amount 

Spiked in Sample Recovered in Sample Recovered Recoveq/ in Sample Recovered Recovery 

(ng/mL) (n~llmL) (n~l/mL) I%) (n~llmL) (n~l/mL)    (%) (n~llmL) (ng/mL)    (%) 

10o 

lO 

lO 

86.6 99.2 126 

86.6 281 194 

86.6       39.3 

0.0544 12.9 128 

6.90 17.2 103 

6.90 115 108 

100 

59.8 46.1 

59.8 146 86 

59.8 46.3 

ND 10.2 102 

6.90 11.3 44 

10 

ND 10,5 105 

10 

lOO 

10 

10 

100 

10 

10 

100 

,,.0.0544 

0.~544 

70.0 " 

70.0 

111 111 

15.2 151 

92.2 

274 204 

70.0 84’;7 ^ 

ND 20.8 208 

ND 154 154 

145 135 

145 263 118 

145 160 

ND 8.22 82 

ND 75.6 76 

ND 80.7 81 

ND 9.22 92 

2.19 13.9 117 

2.19 116 114 

2,19 10.5 83 

N D 10.4 104 

ND 122 122 

ND 8.05 81 

¯ 4.54 14.7 102 

4~54 101 96 

ND ".. 9.36 94 

ND = Not detected = Response between 0 and 0025 ng/mL. 
NQ = Not quantifiable = Response between 0.025 ng/mL and LOQ (0.050 nglmL) 
^Sample residue exceeded the spiking level significantly; therefore an accurate recovery cannot be calcula 

ND ~i04 104 

ND 87.4 87 

ND 7.89 79 

3.10 11.4 83 

3.10 86.3 83 

3.10 11.7 86 

ND 9.00 90 

ND 92,2 92 

ND 7.80 78 

6.60 15.3 87 

6.60 100 99 

6.60 17.2 106 

ND 11.3 113 

ND 109 109 
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3058 Research Drive 
State College, PA 16801 

Phone: 814-272-1039 
Fax: 814-231-1580 

Pr~ect: P0000644 

Company Name: 3M 
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: 

Conform COC: 
Conform Sample: 
Conform Request: 

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 I Condition Sl~ipper I_ID Temp. Control/Temp. 

PK0002470 2/13/2004 11:45:28PM FEDEX Wet Ice 
Package & Contents Uncompromised 3168014411000001792570 0.1 

728697201 

Container # Gross Weight pH Container Type Preservative 

C0027262 613.8 g 500 ml Clear Plastic NONE 
Narrow 

C0027263 603.6 g 500 ml Clear Plastic NONE 
Narrow 

C0027264 255.5 g 500 ml Clear Plastic NONE 
Narrow 

C0027265 254.1 g 500 rnl Clear Plastic NONE 
Narrow 

C0027266 600.9 g 500 ml Clear Plastic NONE 
Narrow 

C0027267 603.4 g 500 ml Clear Plastic NONE 
Narrow 

C0027268 254.5 g 500 ml Clear Plastic NONE 
Narrow 

C0027269 250.1 g 500 ml Clear Plaslic NONE 
Narrow 

C0027270 596.2 g 500 ml Clear Plastic NONE 

Narrow 
C0027271 591.3 g 500 ml Clear Plastic NONE 

Narrow 

C0027272 252.6 g 500 ml Clear Plastic NONE 

Narrow 

C0027273 257.8 g 500 ml Clear Plastic NONE 
Narrow 

C0027274 598,7 g 500 ml Clear Plastic NONE 
Narrow 

C0027275 599,2 g 500 ml Clear Plastic NONE 

Narrow 

C0027276 266.2 g 500 ml Clear Plastic NONE 

Narrow 
C0027277 267.2 g 500 ml Clear Plastic NONE 

Narrow 

Mfg._Lot 

rue 
True 
True 
True 

Dira~ionlHandled By 

RECEIVED 

AMMERMAN, MARK 

Mfg. ID 

2/1712004 

Login.rpt 

Report Version: Feb 9 2004 11:07AM 
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Project: 

Company Name: 
Submitted By: 
Login Type: 
Started: 
Date Start: 
Due Date: 
Received Date: 
Received By: 
Spread Sample: 
Label: 
Project Title/Type: 
Exygen SD/Ph 
Login Notes: 
Conform Notes: 

P0000644 

3M 
KENT LINDSTROM 
Immediate Receipt of Samples 
T 
02/16/2004 
03/01/2004 
02113/2004 
AMMERMAN, MARK 

Conform COC: 
Conform Sample: 
Conform Request: 

Cottage Grove Activated Carbon System Fluorochemical Monitoring / ROUTINE 
RISHA, KAREN 

Packages / Containers 
Package    Carton           Mail Date I CondJtion Shipper I_ID Temp. Control/Temp. 

PK0002470 2/13/2004 11:45:28PM FEDEX Wet Ice 
Package & Contents Uncomprornised 3168014411000001792570 0.1 

728697201 

Container # Gross Weight pH Container Type Preservative Mfg._Lot 

C0027278 591.3 g 500 ml Clear Plastic NONE 
Narrow 

C0027279 600.7 g 500 ml Clear Plastic NONE 
Narrow 

C0027280 258.2 g 500 ml Clear Plastic NONE 
Narrow 

C0027281 265.1 g 500 ml Clear Plastic NONE 
Narrow 

C0027282 251.3 g 500 ml Clear Plastic NONE 
Narrow 

C0027283 253.3 g 500 ml Clear Plastic NONE 
Narrow 

C0027284 252.8 g 500 ml Clear Plastic NONE 
Narrow 

rue 
True 
True 
True 

Dire~ion/HandledB¥ 

RECEIVED 
AMMERMAN, MARK 

Mfg. ID 

2/17/2004 Report Version: Feb 9 2004 11:07AM Instance: R0086666 
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SamplelD 

L0001874-0001 

L0001874-0002 

L0001874-0003 

L0001874-0004 

L0001874-0005 

L0001874-0006 

L0001874-0007 

L0001874-0008 

L0001874-0009 

L0001874-0010 

L0001874-0011 

L0001874-0012 

L0001874-0013 

L0001874-0014 

L0001874-0015 

L0001874-0016 

L0001874-0017 

L000t874-00t8 

L0001874-0019 

L0001874-0020 

L0001874-0021 

L0001874-0022 

L000t874-0023 

Matrix 
LIQUID 

LIQUID 

LIQUID 

LIQUID 

LIe UID 

LIC UID 

LIe UID 

LI~ UID 

LIC UID 

LICUID 

LIe UID 

LIG UID 

LIGUID 

LIQUID 

LIQUID 

LIG UID 

LIQUID 

LIQUID 

LIQUID 

LIQUID 

LIQUID 

LIQUID 

LIQUID 

Samples 
Fraction Sample 

Water Influent 3 

Water Influent 3 Dup 

Water Influent 3 Low Spike 

Water Influent 3 High Spike 

Water Comb Effluent 

Water Comb Effluent Dup 

Water Comb Effluent Low Spike 

Water Comb Effluent High Spike 

Water Port 4A 

Water Port 4A Dup 

Water Port 4A Low Spike 

Water Port 4A High Spike 

Water Effluent 4 

Water Effluent 4 Dup 

Water Effluent 4 Low Spike 

Water Effluent 4 High Spike 

Water Influent 1/2 

Water Irtfluent 1/2 Dup 

Water Influent 1/2 Low Spike 

Water Influent 112 High Spike 

Water Trip Blank 

Water Trip Blank Low Spike 

Water Trip Blank High Spike 

Date Sampled Date Received Date Due 

02/12/2004 02/13/2004 03/01/2004 

02/1 2/2004 02/1 3/2004 03/01/2004 

02/12/2004 02/13/2004 0310112004 

02/12/2004 02/13/2004 03/01!2004 

02/12/2004 02/13/2004 g3/01/2004 

02/12/2004 02/13/2004 03/01!2004 

02/12/2004 02/13/2004 03/01/2004 

02!12/2004 02/13/2004 03/0112004 

02!12/2004 02/13/2004 03!01/2004 

0211212004 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 0310112004 

02/12/2004 02/13/2004 03/0112004 

02/t 212004 02/13/2004 03/0112004 

02/12/2004 02/1312004 03/01!2004 

02/13/2004 0310112004 

02/13/2004 03101/2004 

02/13/2004 (]3/01/2004 

2/17/2004 
Login.rpt 

Report Version: Feb 9 2004 1 "i :07AM 

Page 3 of 5 
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L0001874-0001 

Container 
C0027262 1 500 ml Clear Plastic Narrow / NONE 

L0001874-0002 

Container 
C0027263 ! 500 ml C~ear Plastic Narrow / NONE 

L0001874-0003 

Container 
COD27264 ! 500 ml Clear Plastic Narrow/NONE 

L0001874-0004 

Container 
C0027265 f 500 ml Clear Plastic Narrow/NONE 

L0001874-0005 

Container 
C0027266 f 500 ml Clear Plastic Narrow/NONE 

L0001874-0006 

Centainer 
C0027267 ! 500 ml Clear Plastic Narrow / NONE 

L0001874-0007 

Container 
C0027268 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0008 

Container 
C0027269 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0009 

Container 
C0027270 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0010 

Container 
C0027271 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0011 

Container 
C0027272 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0012 

Container 
C0027273 / 500 ml Clear Plastic Narrow / NONE 

Bottles 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

2/17/2004 

Login.rpt 

Report Version: Feb 9 2004 11:07AM 

Page 4 of 5 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Instance: R0086666 

III It111 
3M MN01538588 

1937.0202 



L0001874-0013 

Container 
C0027274 t 500 rnl Clear Plastic Narrow / NONE 

L0001874-0014 

Container 
C0027275 t 500 rnl Clear Plastic Narrow / NONE[ 

L0001874-0015 

Container 
C0027276 ,~ 500 ml Clear Plastic Narrow / NONE 

L0001874-0016 

Container 
C0027277 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0017 

Container 
C0027278 / 500 ml Clear Plastic Narrow / NONE 

L0001874-0018 

Container 
C0027279 1 500 ml Clear Plastic Narrow ! NONE 

L0001874-0019 

Container 
C0027280 / 500 ml Clear Plastic Narrow ! NONE 

L0001874-0020 

Container 
C0027281 /500 ml Clear Plastic Narrow/NONE 

L0001874-0021 

Container 
C0027282 J 500 ml Clear Plastic Narrow ! NONE 

L0001874-0022 

Container 
C0027283 t 500 ml Clear Plastic Narrow / NONE 

L0001874-0023 

Container 
C0027284 t 500 ml Clear Plastic Narrow/NONE 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

Method 

2/17/2004 

Login.rpt 
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E en ~RESEARCH CHAIN OF CUSTODY/ANALYSIS REQUEST FORM 
Exygen Research Sample Receiving ¯ 3117 Research Orive ¯ State College, PA 16801, USA 

T: 814.231.8032 ¯ F: 814.231.1580 ¯ exygenresearch.com Page. of __ 

C|ient (name & address): 

Phone: 
Fax: i~- 

Project Manager (Name & E-mail Address): 
.- 

Project Name: 

Quotation #: 

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

SAMPLE ANALYSIS          ~~.-~ °= 
Ex)’UMS# Client Sample Identification                    ~ u ~’U Speci~ Matrix 

~8 USE ONLY 

c~llectionI Collection 
Date      13me 

I 

Comments 

CHAIN OF CUSTODY 
Reliiqqulshed ~ ~- Date Time 

Cooler ID # L"/~,’,’;-’P~ Cooler Temp. (°C) ~ ,/ 

Received by Date Time 

LAB USE ONLY 

OTHER INFORMATION 

Results Deadline: 

Laboratory Report Options: 

[] Sample results only 

F-iAdd case narrative 

I~]Acld quality control summary 

~.~ Add calibration summary 

[] Add raw data 

[] Othe~ 

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

3M_MN01538590 

1937.0204 



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 __ 

Client (name & address): 

Phone: 
Fax: ~¢~(--q,~;~-2.~?_~I 
Sam pler:~ 

Project Manager (Name & E-mail Address): 

Project Name: 

RO. #: ~-~" ~ 
Quotation #: 

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

LAll USE ONLY 

SAMPLE ANALYSIS 
Collection Collection 

Ex~ILIM$# Client S~ple Identification     Date    Time specify Matrix 

I 

( 
I 

Comments 

CHAIN OF CUSTODY 
Re inquishe b Date Time Received t~ 

Cooler Temp. (°C) d, 

Date Time 

OTHER INFORN~ATION 

LAB USE ONLY 

I 

Results Deadline: 

Laboratory Report Options: 

[] Sample results only 

[] Add case narrative 

[] Add quality control summary 

[] Add calibration summary 

[] Add raw data 

[] Other 

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

3M_MN01538591 

1937.0205 



CHAIN OF CUSTODY/ANALYSIS REQUEST FORM 
Exygen Research Sample Receiving ¯ 3117 Research Drive o State College, PA 16801, USA 

1"." 814.231,8032 ¯ F: 814.231.1580 ¯ exygenresearch.com Page of__ 

Client (name & address): 

I~,q~- 

Phone: ~-~ ~ 
Fax: 
Sampler: ~,o~ 

Project Manager (Name & E-mail Address): 

Project Name: 

RO. #: E~o~- 

Quotation #: 

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

SAMPLE ANALYSIS 
Ex~tLIMS# 

Collection Collection "~= ~o           =o~- = 
Client Sample Identification Date Time ~ U Z~ Specif7 Matrix Comments 

,LAB USE ONL~ 

CHAIN OF CUSTODY 
Relinguished b~, . Date Time 

- 

Cooler ID # ~7,~.’~-~" Cooler Temp. (°C) ~ ( 

Received b~/ Date Time 

, OTHER INFORMATION 

LAB USE ONLY 

COI:’4FIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 
DISTRICT COURT, NO. 27-CV-10-28862 

Results Deadline: 

Laboratory Report Options: 

[] Sample results only 

[]Add case narrative 

[] Add quality control summary 

[] Add calibration summary 

r~Add raw data 

[] Other 

3M_MN01538592 

1937.0206 



2/12/2004 
Page 1 of 18 

5M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 

Requester: Galloway, Tina M. (145-01, COTTA(3 
Department: 112583 Site Source: 016Z8120 
Project Number: 
Date Received: 2/11/2004 
Project Description: Cottage Grove Carbon System Testing 
Copy List: Mader, Brian (2-3E-09) 

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

Comments: 

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). 

3M Sample Number 

E04-0120-67432 

Sampled Date 

2/12/2004 

LAB Analytical Method 

PACE Total Organic Carbon 

PACE BOD (5-day) 

PACE EPA 420.4 

PACE EPA 624 

Sample Description 

lnfluent Phase 1/2 

Comnonents 

Filtered Total Organic Carbon 

Biochemical Oxygen Demand 

Phenol (AAP) 

l, 1,1-Trichloroethane 

l, 1,2,2-Telrachloroethane 

1,1,2-Trichloroethane 

1,l-Dichloroethane 

1,1-Dichloroethene 

1,2-Dichlorobenzene 

1,2-Dichloroethane 

1,2-Dichloropropane 

1,3-Dichlorobenzene 

1,4-Dichlorobenzene 

2-Chloroethyl Vinyl Ether 

Benzene 

Bromodichlommethane 

Bromoform 

Bromomethanc 

Carbon tetrachloride 

Chlorobenzene 

Chloroethane 

Chloroform 

Chloromethane 

cis-l,3-Dichloropropene 

Dibromochloromethane 

Ethylbenzene 

Methylene chloride 

Tetraehloroethene 

Toluene 

trans-l,2-Dichloroethene 

trans-l,3-Dichloropropene 

Trichloroethene 

Result RL Qualifier 

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

3M MN01538593 

1937.0207 



2/12/2004 
Page 2 of 18 

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

E04-0120-67432 (cont.) 

LAB 
PACE 

PACE EPA 625 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical Method 
EPA 624 (cont.) 

Sample Description 

Influent Phase 1/2 

Components 
Trichlorofluoromethane 

Vinyl chloride 

1,2-Dichloroethane-d4 (surf) 

4-Bromofluorobenzene (surf) 

Dibromofluoromethane (surf) 

Toluene-d8 (surr) 

Phenol 

bis(2-Chloroethyl)ether 

2-Chlorophenol 

1,3-Diehlorobenzene 

1,4-Diehlorobenzene 

1,2-Dichlorobenzene 

bis(2-Chloroisopropyl)ether 

N-Nitroso-di-n-propylamine 

N itrobenzene 

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-Chlomnaphthalene 

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 

Hexachlorobcnzene 

Pentachlorophenol 

Phenanthrene 

Anthracene 

Di-n-butylphthalate 

Fluoranthene 

Pyrene 

Butylbenzylphthalate 

Result R.~_L Qualifier 

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

3M MN01538594 

1937.0208 



2/12/2004 
Page 3 of 18 

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

E04-0120-67432 (cont.) 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

LAB Analytical Method Components 

PACE EPA 625 (cont.) 3,Y-Dichlorobenzidine 

Benzo(a)anthraecnc 

Chrysenc 

bis(2-Ethylhexyl)phthalate 

Di-n-oet~lphthalate 

Benzo(b)fluoranthene 

Benzo(k)fluoranthene 

Benzo(a)pyrene 

Indeno(1,2,3-od)pyrene 

Dibanz(a,h)anthracen¢ 

Benzo(g,h,i)perylene 

Hexachloroethane 

Nitrobenzene-d5 (surf) 

2-Fluorobiphenyl (star) 

Terphenyl-dl4 (sun) 

Phenol-d6 (surf) 

2-Fluorophcnol (surf) 

2,4,6-Tribromophenol (surf) 

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 APE0 

APE1 

APE2 

APE3 

APE4 

APE5 

APEI4 

APE15 

APE16 

EXYGEN LCMS PFOS 

PFHS 

PFBS 

PFOA 

PFHA 

E04-0120-67433 2/12/2004 Influent Phase 3 

LAB Analytical Method Components 

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) 

Sample Description 

lnfluent Phase 1/2 

Result 

Result 

Qualifier 

Qualifier 

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

3M MN01538595 

1937.0209 



2/12/2004                                                                                       Page 4 of 1 g 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date Sample Description 

E04-0120-67433 (cont.) 2/12/2004 lnfluent Phase 3 

LAB Analytical Method Components 
ERA pH pH 

ERA Conductivity Conductivity 

ERA Dissolved Oxygen Dissolved Oxygen (Field) 

ERA Temperature Temperature 

EXYGEN LCMS PFOS 

PFHS 

PFBS 

PFOA 

PFHA 

E04-0120-67434 2/12/2004 Effluent Carbon 4 

LAB Analytical Method Components 

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, l-Trichloroethane 

1,1,2,2-Telrachloroethane 

I, 1,2-Trichloroethane 

1, l-Dichloroethane 

1,1-Diehloroethene 

1,2-Diehlorobenzene 

1,2-Dichloroethane 

1,2-Diehloropropane 

1,3-Dichlorobenzene 

1,4-Diehlorobenzene 

2-Chloroethyl Vinyl Ether 

Benzene 

Bromodiehloromethane 

Bromoform 

Bromomethane 

Carbon tetrachloride 

Chlorobenzene 

Chloroethane 

Chloroform 

Chloromethane 

eis- 1,3-Dichloropropene 

Dibromoehloromethane 

Ethylbenzene 

Methylene chloride 

Tetrachloroethene 

Toluene 

trans-l,2-Dichloroethene 

trans-1,3-Diehloropropene 

Trichloroethene 

Trichloro fluoromethane 

Vinyl chloride 

1,2-Dichloroethane-d4 (surf) 

Result 

Result a_b.~ 

Oualifier 

Oualifier 

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

3M MN01538596 

1937.0210 



211212004 

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

E04-0120-67434 (cont.) 

LAB 

PACE 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Aoal~’tieal Method 
EPA 624 (cont.) 

PACE EPA 625 

Sample Description 

Effluent Carbon 4 

Components 
4-Bromofluorobenzene (surr) 

Dihromofluoromethane (surf) 

Toluene-d8 (surf) 

Phenol 

bis(2-Chloroethyl)ether 

2-Chlorophenol 

1,3-Dichlorobenzen¢ 

1,4-Diehlorobenzene 

1,2-Dichlorobenzene 

bis(2-Chloroisopropyl)ether 

N-Nitrosa-di-n-propylamine 

Nitrobenzene 

Isophorone 

2-Nitrophcnol 

2,4.Dimethylphenol 

bis(2-Chloroethoxy)methane 

2,4-Dichlerophcnol 

1,2,4-Trichlorobenzene 

Naphthalene 

Hexachlorobutadiene 

4-Chioro-3-methylphcnol 

2,4,6-Triehlorophenol 

2-Chloronaphthalene 

Dimethylphthalate 

Acenaphthylcne 

2~6-Dinitrotoluene 

Aeenaphthene 

2,4-Dinitrophenol 

4-Nitrophenol 

2,4-Dinitrotoluene 

Diethylphthalate 

4-Chlorophenyl-pheny1¢ther 

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 

Result             RL 

Page 5 of 18 

Qualifier 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 
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2/12/2004                                                                                       Page 6 of I 8 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

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 

E04-0120-67435 2/12/2004 

Analytical Method 
Total Organic Carbon 

LAB 

PACE 

PACE BOD (5-day) 

PACE EPA 420.4 

PACE EPA 624 

Sample Description 

Effluent Carbon 4 

Components 
bis(2-Ethylhexyl)phthalate 

Di-n-oetylphthalate 

Benzo(b) fluoranthcne 

Benzo(k)fluoranthene 

Benzo(a)pyrene 

Indeno(l,2,3-cd)pyrene 

Dibenz(a,h)anthracene 

Benzo(g,h,i)perylene 

Hexachloroethane 

Nitrobenzene-d5 (surr) 

2-Fluorobiphenyl (surr) 

Terphenyl-dl 4 (surr) 

Phenol-d6 (surr) 

2-Fluorophenol (surr) 

2,4,6-Tribmmophenol (sur0 

Fish Acute Test - 96 hour 

Total Residual Chlorine 

Ammonia (as NH3) 

pH 

Conductivity 

Dissolved Oxygen (Field) 

Temperalure 

APE0 

APE 1 

APE2 

APE3 

APE4 

APE5 

APEI4 

APEI5 

APEI6 

PFOS 

PFHS 

PFBS 

PFOA 

PFHA 

Effluent Carbon 1 

Components 
Filtered Total Organic Carbon 

Biochemical Oxygen Demand 

Phenol (AAP) 

1,1,1 -Triehloroethane 

1,1,2,2-Tetrachlorocthane 

1,1,2-Triehloroethane 

1,1-Dichloroethane 

1,1-Dichloroethane 

Result 

Result 

Oualifier 

Qualifier 

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

3M MN01538598 
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2/12/2004 

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

E04-0120-67435 (cont.) 

LAB 
PACE 

PACE EPA 625 

3M ENVIRONMENTAL LABORATORY 
Prelimina ry~Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical Method 

EPA 624 (cont.) 

Sample Description 

Effluent Carbon 1 

Components 
1,2-Dichlorobenzene 

1,2-Dichloroethane 

1,2-Dichloropropanc 

1,3-Dichlorobenzene 

1,4-Dichlorobenzcne 

2-Chloroethyl Vinyl Ether 

Benzene 

Bromodichioromethane 

Bromoform 

Bromomethane 

Carbon tetrachloride 

Chlorobenzene 

Chloroeth~me 

Chloroform 

Chloromethane 

cis- 1,3-Dichloropropene 

Dibromoehloromethane 

Ethylbenzene 

Methylene chloride 

Tetrachloroethene 

Toluene 

trans- 1,2-Dichloroethene 

trans- 1,3-Diehloropropene 

Triehloroethene 

Trichlorofluoromethane 

Vinyl chloride 

1,2-Diehloroethane-d4 (surf) 

4-Bromofluorobenzene (surr) 

Dibromofluoromethane (sun) 

Toluene-rig (surf) 

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 

Result R._~..L 

Page 7 of 18 

Qualifier 

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

3M MN01538599 

1937.0213 



2/12/2004 

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

E04-0120-67435 (cont.) 

LAB 

PACE 

ERA Fish Acute Test - 96 

ERA Total Res Chlorine 

ERA Ammonia Nitrogen 

ERA pH 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical Method 

EPA 625 (cont.) 

Sample Description 

Effluent Carbon 1 

Components 
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-butylphthalatc 

Fluoranthene 

Pyrene 

Bulylbenzylphthalate 

3,3’-Dichlorobenzidlne 

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(~,h)anthracene 

Benzo(g,h,i)perylene 

Hexachloroethane 

Nitrobenzenc-d5 (surr) 

2-Fluorobiphenyl (surf) 

Terphenyl-dl4 (surr) 

Phenol-d6 (surr) 

2-Fluorophenol (surr) 

2,4,6-Tribromophenol (surr) 

Fish Acute lest - 96 hour 

Total Residual Chlorine 

Ammonia (as NH3) 

pn 

Result R._~.L 

Page 8 of 18 

Qualifier 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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2/12/2004 

LAB 
ERA 

ERA 

ERA 

3M_ENVLAB 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

E04-0120-67435 (cont.) 2/12/2004 

Analytical Method 
Conductivity 

Dissolved Oxygen 

Temperature 

ETS-8-148.0 

Sample Description 

Effluent Carbon 1 

Components 
Conductivity 

Dissolved Oxygen (Field) 

Temperature 

APE0 

APEI 

APE2 

APE3 

APE4 

APE5 

APEI4 

APEI5 

APEI6 

Effluent Carbon 11 E04-0120-67436 2/12/2004 

LAB Analytical Method Components 
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 Ca rbon 13 

LAB Analytical Method Components 

PACE Total Organic Carbon Filtered Total Organic Carbon 

NSA Mercury (EPA 1631 ) Mercury 

ERA Fish Acute Test - 96 Fish Acute Test - 96 hoar 

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 

Result RL 
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2/12/2004 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

E04-0120-67438 (cont.) 2/12/2004 

LAB Analytical Method 

PACE Total Organic Carbon 

PACE BOD (5-day) 

PACE EPA 420.4 

PACE EPA 624 

PACE EPA 625 

Sample Description 

Carbon 4, Port A 

Components 
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, l-Diehloroethene 

1,2-Dichlorobenzene 

1,2-Dichloroethane 

1,2-Diehloropropane 

1,3-Dichlorobe~zene 

1,4-Diehlorobenzene 

2-Chloroethyl Vinyl Ether 

Benzene 

Bromodichloromethane 

Bromoform 

Bromomethane 

Carbon tetrachloride 

Chlornbenzene 

Chloroethane 

Chloroform 

Chloromethane 

cis- 1,3-Dichloropropene 

Dibromochloromethane 

Ethylbenzcne 

Methylene chloride 

Tetrachloroethene 

Toluene 

trans- 1,2-Dichloroethene 

trans- 1,3-Dichloropropcne 

Trichloreethene 

Trichlorofluoromethan¢ 

Vinyl chloride 

1,2-Dichloroethane-d4 (surr) 

4-Bromofluorobenzene (star) 

Dibromoflaoromethane (surr) 

Toluene-d8 (surr) 

Phenol 

bis(2-Chloroethyl)ether 

2-Chlorophenol 

1,3-Dichlorobenzen¢ 

1,4-Dichlorobenzene 

1,2-Dichloroben2ene 

bis(2-Chloroisopropyl)ether 

N-Nitroso-di-n-propylamine 

Result RL 

Page 10 of 18 

Qualifier 
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2/12/2004                                                                                       Page 11 of 18 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

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

E04-0120-67438 (cont.) 

Sampled Date 

2/12/2004 

LAB Analytical Method 
PACE EPA 625 (~om.) 

Sample Description 

Carbon 4, Port A 

Components 
Nitrobenzcne 

Isophoronc 

2-Nitropheaol 

2,4-Dimethylphenol 

bis(2-Chloroethoxy)melhane 

2,4-Dichlorophenol 

1,2,4-Trichlorobenzene 

Naphthalene 

Hcxachlorobutadiene 

4-Chloro-3-methylphenol 

2,4,6-Trichlorophenol 

2-Chloronaphtlmlene 

Dimelhylphthalate 

Acenaphthylene 

2,6-Dinitrotoluene 

Aeenaphthene 

2,4-Dinitrophenol 

4-Nitrophenol 

2,4-Dinitrotoluene 

Diethylphthalate 

4-Chlorophcnyl-phenylether 

Fluorene 

4,6-Dinitro-2-methylphenol 

4-Bromophenyl-phenylether 

Hexachlorobenzene 

Pentachlorophenol 

Phenanthrene 

Anthracene 

Di-n-butylphthalate 

Fluoranthene 

Pyrene 

Butylbenzylphthalate 

3,Y-Dichiorobenzidine 

Benzo(u)anthracene 

Chrysene 

bis(2-Eth~lhexyl)phthalate 

Di-n-oetylphthalate 

Benzo(b) fluoranthene 

Benzo(k) fluoranthene 

Benzo(a)pyrene 

Indeno(1,2,3-cd)pyrene 

Dibenz(a,h) anthracene 

Benzo(g,h,i)~rylene 

I-Iexaehloroethane 

Nitrobenzene-d5 (surf) 

2-Fluorobiphenyl (sun) 

Result RL Qualifier 

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

3M MN01538603 
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2/12/2004 

Project: E04-0120 (cont.) 

3M Sample Number 

E04-0120-67438 (cont.) 

LAB 

PACE 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical 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 

EXYGEN LCMS 

E04-0120-67439 2!12/2004 

Analytical Method 
Total Organic Carbon 

Sample Description 

Carbon 4, Port A 

Components 
Terphenyl-dl 4 (sun) 

Phenol-d6 (surf) 

2-Fluorophenol (surf) 

2,4,6-Tribtomophenol (surf) 

Fish Acute Test - 96 hour 

Result 

Total Residual Chlorine 

Ammonia (as NH3) 

pH 

Conductivity 

Dissolved Oxygen (Field) 

Temperature 

PFOS 

PFHS 

PFBS 

PFOA 

PFHA 

LAB 

PACE 

PACE BOD (5-day) 

PACE EPA 420.4 

PACE EPA 624 

Carbon I, Port A 

Components 
Filtered Total Organic Carbon 

Biochemical Oxygen Demand 

Phenol (AAP) 

1,1,1 -Trichloroethane 

i, 1,2,2-Tetrachloroethane 

1,1,2-Trichloroethane 

1,1-Dichleroethane 

I, 1-Dichloroethene 

1,2-Dichlorobenzene 

1,2-Dichloroethane 

1,2-Dichloropropane 

1,3-Dichlorobonzene 

1,4-Dichlcrobenzene 

2-Chloroethyl Vinyl Ether 

Benzene 

Bromodiehloromethane 

Bromoform 

Bromomethane 

Carbon tetrachloride 

Chlorobenzene 

Chloroelhane 

Chloroform 

Chloromethane 

¢is-l,3-Diehloropropene 

Dibromochloromethane 

Ethylbenzene 

Methylene chloride 

Result 

a...b.L 

R._L_L 

Page 12 of lg 

Qualifier 

Qualifier 
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2/12/2004 

Project: E04-0120 (cont.) 

3M Sample Number 

E04-0120-67439 (cont.) 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

LAB Analytical Method 

PACE EPA 624 (cont.) 

PACE EPA 625 

Sample Description 

Carbon 1, Port A 

Componeats 
Tetrachloroethene 

Toluene 

trans- 1,2-Dichloroethene 

trans- 1,3-Dichloropropene 

Trichloroethen¢ 

Trichiorofluoromethane 

Vinyl chloride 

1,2-Diehloroethane-d4 (surf) 

4-Bromoflaorobenzen¢ (~urr) 

Dibromofl~oromethane (surf) 

Toluene-rig (surf) 

Phenol 

bis(2-Chloroethyl)ether 

2-Chlorophenol 

1,3-Diehlorobenzene 

1,4-Dichlorobenzene 

1,2-Dichlorobenzene 

bis(2-Chloroisopropyl)gther 

N-Nitroso-di-n-propylamin¢ 

Nitrobenzene 

Isophoron¢ 

2-Nitrophenol 

2,4-Dimethylphenol 

bis(2-Chloroethoxy)methane 

2,4-Dichlorophenol 

1,2,4-Yriehlorobenzene 

Naphthalene 

Hexachlorobutadien¢ 

4-Chloro-3-methylphenol 

2,4,6-Trichloroph~nol 

2.Chloronaphthalene 

Dimethylphthalate 

Accnaphthyl~n¢ 

2,6-Dinilrotoluene 

Acenaphthene 

2,4-Dinitrophenol 

4-Nitrophcnol 

2,4-Dinitrotolucn¢ 

Diethylphthalate 

4-Chlorephenyl-phenylether 

Fluorcne 

4,6-Dinitro-2-methylphenol 

4.Bromophenyl-phenylether 

Hcxachlorobcnzene 

Pentachlorophenol 

Phenanthrene 

Result RL 
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Qualifier 
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2/12/2004 

Project: E04-0120 (cont.) 

3M Sample Number 

E04-0120-67439 (cont.) 

LAB 

PACE 

Result R.~_L 

ERA Fish Acute Test - 96 

ERA Total Res Chlorine 

ERA Ammonia Nitrogen 

ERA pH 

ERA Conductivity 

ERA Dissolved Oxygen 

ERA Temperature 

3M_ENVLAB ETS-g-14g.0 

3M ENVIRONMENTAL LABORATORY 
Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical Method 

EPA 625 (cont.) 

Sample Description 

Carbon 1, Port A 

Components 
Anthracene 

Di-n-butylphthalate 

Fluoranthenc 

Pyrene 

Bntylbenzylphthalate 

3,3’-Dichlorobcnzidine 

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-d 14 (surr) 

Phenol-d6 (surr) 

2-Fluorophenol (surr) 

2,4,6.Tribromophenot (surr) 

Fish Acute Test - 96 hour 

Total Residual Chlorine 

Ammonia (as NH3) 

pH 

Conductivity 

Dissolved Oxygen (Field) 

Temperature 

APE0 

APEI 

APE2 

APE3 

APE4 

APE5 

APE14 

APE15 

APEI6 

E04-0120-67440 2/12/2004 Carbon 11, Port D 

LAB Analytical Method Components 

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) 

Result R_b_L 
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Qualifier 

Oualifier 
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2/12/2004 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

E04-0120-67440 (cont.) 2/12/2004 

LAB Analytical Method 
ERA pH 

ERA Conductivity 

ERA Dissolved Oxygen 

ERA Temperature 

EXYGEN LCMS 

E04-0120-67441 2/12/2004 

LAB Analytical Method 

PACE Total Organic Carbon 

NSA Mercury (EPA 163 I) 

ERA Fish Acute Test - 96 

ERA °lotal Res Chlorine 

ERA Ammonia Nitrogen 

ERA pH 

ERA Conductivity 

ERA Dissolved Oxygen 

ERA Temperature 

EXYGEN LCMS 

E04-0120-67442 2/12/2004 

LAB Analytical Method 
PACE Total Organic Carbon 

PACE BOD (5-day) 

PACE EPA 420.4 

PACE EPA 624 

Sample Description 

Carbon 11, Port D 

Components 

Conductivity 

Dissolvod Oxygen (Field) 

Temperature 

PFOS 

PFHS 

PFBS 

PFOA 

PFHA 

Carbon 13, Port D 

Components 
Filtered Total Organic Carbon 

Mercury 

Fish Acute Test - 96 hour 

Total Residual Chlorine 

Ammonia (as NH3) 

pH 

Conductivity 

Dissolved Oxygen (Field) 

Temperature 

PFOS 

PFHS 

PFBS 

PFOA 

PFI-LA 

Combined Effluent 

Components 
Filtered Total Organic Carbon 

Biochemical Oxygen Demand 

Phenol (AAP) 

I, 1,1 -Triehloroethane 

1,1,2,2-Tetrachloroethane 

1,1,2-Triehloroethane 

1,l-Dichloroethane 

1, l-Dichloroethene 

1,2-Dichlorobenzen¢ 

1,2-Dichloroethane 

1,2-Dichloropropane 

1,3-Dichlorobenzene 

1,4-Dichlorobenzene 

2-Chloroelhyl Vinyl Ether 

Benzene 

Bromodichloromethane 

Bromoform 

Bromomethane 

Result 

Result 

Result 
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2/12/2004 

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

E04-0120-67442 (cont.) 

LAB 

PACE 

PACE EPA 625 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Sampled Date 

2/12/2004 

Analytical Method 

EPA 624 (cont.) 

Sample Description 

Combined Effluent 

Componeats 
Carbon tetrachloride 

Chlorobenzene 

Chlorocthane 

Chloroform 

Chloromethane 

cis. 1,3-Dichloropropene 

Dibromochloromethane 

Ethylbenzene 

Methylene chloride 

Tetrachloroethene 

Toluene 

trans-l,2-Dichloroethene 

trans-l,3-Dichloropropene 

Trichlorocthcnc 

Trichlorofluoromethane 

Vinyl chloride 

1,2-Dichlorocthane-d4 (sun) 

4-Bromofluorobenzene (surf) 

Dibromofluoromethane (surr) 

Toluenc-d8 (surf) 

Phenol 

bis(2-Chloroethyl)ether 

2-Chlorophenol 

1,3-Dichlorobenzene 

1,4-Dichlorobcnzeno 

1,2.Dichlorobenzene 

bis(2-Chloroisopropyl)ether 

N-Nitroso-di-n-propylamine 

Nitrobenzene 

Isophorone 

2-Nitrophenol 

2,4-Dirn¢lhylphenol 

bis(2-Chloroethoxy)methan¢ 

2,4-Dichlorophenol 

1,2,4-Trichlorobenzene 

Naphthalene 

Hexachlorobutadien¢ 

4-Chloro-3-methylphenol 

2,4,6-Trichlorophenol 

2-Chloronaphthalene 

Dimcthylphthalat¢ 

Aeenaphthylene 

2,6-Dinit~otoluene 

Acenaphthene 

2,4-Dinitrophenol 

4-Nitrophenol 

Result RL 

Page 16 of18 

Qualifier 

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

3M MN01538608 

1937.0222 



2/12(2004 
Page 17 of 1 g 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

E04-0120-67442 (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 Cenduetivity 

ERA Dissolved Oxygen 

ERA Temperature 

3M_ENVLAB ETS-8-148.0 

Sample Description 

Combined Effluent 

Comlmnents 

2,4-Dinitrotoluene 

Diethylphthalat¢ 

4-Chlorophenyl-phenylether 

Fluorene 

4,6-Dinitro-2-methylphenol 

4-Bromophenyl-phenylether 

Hexachlorobcnzene 

Pentachlorophenol 

Phenanthrcn¢ 

Anthracene 

Di-n-butylphthalate 

Fluoranthene 

Pyrene 

Butylbenzylphthalate 

3,3’-Dichlorobenzidine 

Benzo(a)anthracene 

Chtysene 

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 (surf) 

Terphenyl-dl4 (surf) 

Phenol-dr (surf) 

2-Fluorophenol (surr) 

2,4,6-Tribromophcnol (sun) 

Fish Acute Test - 96 hour 

Total Residual Chlorine 

Ammonia (as NH3) 

pH 

Conductivity 

Dissolved Oxygen (Field) 

Temperature 

APE0 

APEI 

APE2 

APE3 

APE4 

APE5 

APEI4 

Result R._~_L Qualifier 

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

3M MN01538609 

1937.0223 



2/12/2004 

3M ENVIRONMENTAL LABORATORY 

Preliminary/Unauthorized Report 

Project: E04-0120 (cont.) 

3M Sample Number      Sampled Date 

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

LAB Analytical Method 

3M_ENVLAB ETS-8-148.0 (cont.) 

EXYGEN LCMS 

Sample Description 

Combined Effluent 

Components 

APEI5 

APEI6 

PFOS 
PFHS 

PFBS 

PFOA 

PFHA 

Result 
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E   ,gen RESEARCH 

Precise Research. 
Proven Results 

Sample "Condition Upon Receipt" Form 

Protocol 

Exygen Study 

Date & Time Received 

Condition of Samples 

Temporary Storage Location 

Initials & Date 

Waybill # 

.,’vla>’ 24, 2002’3 

Q: \VI)RD proccss-login,SamplcConditiononReceipt.doc ~lr ()58 Rcseamh Drive 

ate College, PA 164()1, USA 

:800.281.3219 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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1937.0225 
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FedEx I Ship Manager I l.abel 7925 7072 8697 
Page 1 of 1 

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

State College, PA, 16801 
Ref: 

REVENUE BARE;ODE 

SHIP D~TE: 12FEB04 
WEIGHT: 55 LB3 

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

3M_MN01538612 
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SECTION D 
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REJECTED RLrN 
REASON 

[] Poor Chromatography 
[] Drifting Baseline 
~.Dri ft~g Retention T’mae 

~Unst~ble Response 
[] Power Interruption 
~ Unacceptable Recoveries 
[] Apparent Colltamjnation 
[] Other:. 

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

3M MN01538614 
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Exygen Research Page i of 2 
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Project; D:~Analyst Data\Projects\Ruoroche~\~903_04_29 Batch:0~ Tab:Sam    - T AcqMethod:NPDES dam 

InstrLtlnenZ NO.: LC/MS/MS # 8 

-- 021904444    161 - 021~04D\L1874 ~’~ 

~[~’~ 02~9~4-~45 v ~ 
_ 021~04D%L1874 

L1874-19 DF = 100 

~ ~-6 ....................................................................... ~2"~’~Z~" ’~--~ ~ ..... ~0219~DkL1874 Methanol Wash 

..................... ~ ’~ .......... 0219~D~L1874 L187~Z1 

~age 2 of 2 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 
DISTRICT COURT, NO. 27-CV-10-28862 
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3058 Research Drive Phone: 814-272-1039 

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

PREPARATION OF EXTRACTED CALIBRATION STANDARDS 

Sponsor 

Sample 

ID 

NA 

NA 

NA 

NA 

NA 

NA 

NA 

Protocol:No.: None 

Method No.: .~ 

Exygen 

Sample Sample 

ID Description 

0106020 Type I Water^ 

0106020 Type I Water^ 

0106020 T)q~ I Watera 

0106020 Type I Water" 

0106020 Type I Water~ 

0106020 Type I Water~ 

0106020 Type I Water^ 

Exygea Stud)’ No.: N~A 

Ana!ytes: C4.C5.C6.C7 and Cg Acids: 

C4 C6 & C8 Sulfonate~ 

Fort. Fort. Fort. Micropipet 

Solution Soln. Conc. Volume used 

Fort. 

Level 

t:012004-10      10 100 200 25 

F012004-10 10 200 200 50 

F012004-10 ! 10 400 200 100 

F012004-9 100 100 200 250 

F012004-9 100 200 200 500 

F012004-9 100 400 200 1000 

Vertical arrows in aif.olumn indicate identical values. 

**This must be a unique number. Use this system: Extracted Calibration Soln 1D #: XCMMDDI~Y-O,1,2,3. etc. 

removed fro~/freezer # ~ ~    Time: i65"0 Samples 

40 mL of each sample~measured using a ~.~ 0 mL graduated cylinder. 

After measuring, samples returned to~ / freezer # S~- Time; 

Samples fortified: Initials/Date: 

SPEclean=up (omitting 40% Wash): . Initials/Date:t~ta 
, ,, ~ 

Final voltm,e adjusted t0 5 mL: Initials/Date: 

L) -- -- 

Matrix:      Type I Water~ 

Sample Vol: 40mL 

Final 

Solution Reagents/ 
ID # ** ’. i Materials 

XC021004-0 Methanol 

XC021004-1 C18 SPE 

XC021004-2 Type I Water 

XC021004-3 

XC021004-4 

XC0210IM-5- 

XC021004-6 

Initials/Date: 

Initials/Date: 

Lot # 

NA 

STANDARD EXP]2~ATION DATE: 2/24/04 

Comments: ^This type I water has been filtered through a hypercarb filter 

$$ Method of Analysis for the Determination of Perfluorooctane sulfoaate (PFOS), Perflaorooctane sulfonylamide (PFOSA), and Perfluoreoctanoate (POAA) in Water 

July 10, 200110 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN HENNEPIN COUNTY 
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~ rinting Date: Monday, March 01, 2004 Set Number: 021904D ACSFM Page I of 1 

Exygen Study Number: L1874 

i~" 021904D ACSFM.rdb (C6 acid): "Linear" Regression ("1 / x" weighting): y = 597.073 x + 54748.5 (r = 0.9674530) 

7.0e5- 

i~    6.Se5- 
6.6e5- 

6.4e5- 

6.2e5- 

6.0e5- 

5.8e5- 

5.6e5 - 

5.4e5- 

5.2e5- 

5.0e5 - 

4.8e5 - 

4.6e5 - 

4.4e5 - 

4.2e5 - 

3.8e5 - 

3.6e5 - 

3.4e5 - 

3.2e5 - 

3.0e5 ~ 

2.8e5 - 

2.6e5 - 

2.4e5 - 

2.2e5 - 

2.oe5~ 

1.8e5 ~ 

,     1.6e5 ~ 

1.4e5 - 

1.2e5 - 

1.0e5 - 

8.0e4 - 

6.0e4 - 

4.0e4 - 

2.0e4 - 

o.o 
I (~0     2~)0     ~)0     4~0     560     600     7(~0     8~)0      900 

Concentration, ng/mL 
1000 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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~rinting Date: Monday, March 01, 2004 
Printing Time: 02:17:16 PM 
Exygen Study Nun~ber: L1874 

Set Number: 021904D ACSFM Page 1 of 1 
LC/MS/MS #8 

¯ 021904D ACSFM.rdb (C8 acid): "Linear" Regression ("1 / x" weighting): y = 1241.09 x + 17250.5 (r = 0.9983752) 

1.2Oe6: 

1.15e6 

1.10e6 

1.05e5 
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RAW DATA REPORT 

ili 

XC922494-1 

XC022404-2 

XC022494-3 

X~622464-5 

L1874-1SpEC 

L1874-9 Spk E 

11874-18 Spk F 

L1874-17 SpkG 

XC022404-1 

L1874-1 Re9 

L1874.2 

L1874-2 

L1874-2 
L1074-3 
L1574-5 

Influmt 3 High S~k 

p~ct 4A 

Pert 4A 

port 4A I~p 

Port 8A Dup 

Code 

CS 

c$ 

CS 

cs 

cs 

cs 921804Ag-206 

CS 821804AR-207 

C 821804AR-208 

C 021804&R-209 

LCS 021804AR-210 

[a~al~te fom~d (ppt)-amalyte found in conffoI (~0pt)] x 100 

Rm 

NO. 
(pOpl) 

Fa~r 

021804AR-201 

021804A~-202 25 

021804AK-203 80 

021804AR-204 100 

021804AR-205 256 

606 

1000 

(pp0 (ppt/ (%) 
1444 

9138 

15958 

30609 

77022 

140756 

262457 

4987 

7288 

19747 

11653 

95428 

43462 

107992 

44006 

69630 

9490 

16777 

14822 

140040 

124693 

119813 

1014366 

1042865 

16653 

144063 

43625 

17096 

25723 

24623 

22505 

32O42 

25847 

27633 

69053 

71291 

76099 

651496 

IOOO 

1oo 

lOO 

100 

1oo 

100 

25        - 

1o00 

1ooo 

1oo 

1oo 

1oo 

I00o 

I00 

1000 

100 

1000 

ioo 

Ioo 

Ioo 

1ooo 

100 

1oo 

1ooo 

200 

100 

100 

100 

1000 

100 

IOOO 

ND 

63.9        50 128 

504 500 rio 

10600 

33700 10000 -173 

15600 10000 155 

40600 10000 151 

15000 1oooo 158 

25700 10000 171 

53000 

47100 

45200 

¯ 100O0 

156000 100000 103 

57.1 

74.6 

11200 10000 

1~ 87600 100000 

25500 

26400 

28200 

142000 100000 117 

ND 

ND 

ND 

12000 10600 120 

124O00 1 o00o0 124 

Recova3,(%) = 

8590 

8240 

0390 

19600 100~3 

[ 18000 100000 109 

ND 

10100 1000~ 101 

99100 1600O0 99 

Ii 

,| 

CK = Che¢l~ Sma~ml 
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i RAW DATA REPORT 

,ill 

Influml 3 

Influe~t 3 High Spk 

Code 

Cg 0~1R04AR.701 

C~ 021804AR-202 

CS 021504AR-203 

CS 021804AR-204 

CS 821804AR-205 

Remw-y (%) = [aaalyte found (ppt)-ana~te bund in coalrol (ppt)] x 100 

arflmmt added (ppl) 

(,~pt) Fag~r Area (ppt) ~ppl) (’,b) 

o 

1oo 

250 

500 

1ooo 

1ooo 

IOO 

ioo 

I0o 

1o0o 

1ooo 

looo 

lOO 

ioo 

IOO 

1oo 

IOO 

IOOO 

IOO 

250    - 

200 

200 

200 

100 

|00 

100 

100 

1000 

6237 

14980 

27297 

36696 

71629 

158954 

279485 

3396 

3784 

19267 

1oo 

lOOO 

ND 

44,8          50 90 

530 5~0 106 

278000 

25L000 

269000 

278000 

869000 100000 

ND 

ND 

ND 

9380 100O0 

71900 1OO000 

7380 

8410 

16800 10000 

90800 IOOOOO 

ND 

ND 

9950 10090 

105O00 100000 

13500 

11500 

ND 

7820 1O0~0 

8160O 1 ~O000 

-20 

IOO 

io5 

StaadaxdC~v© : Lin~ (l/x wdghted) 

Intffcep! = 7136.88 

Slope = 271.0O8 

Coef OfDet = 0,992051 

CK = Check 
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SpomoI Study NO: NA 

Exy~m St~ly No: L]874 

Atmlyte: Per4ltto rob uta~J alfonale 

Ions Mmtitor¢~ 299 -> 99 

Site: NA 

RAW DATA REPORT 

MM:tim Volta�e: 
15 ~L Analyst: 

Ka~en R~slm 

,i 

J 

,j 

ii 

i 

XC022404-0 CS 

XC022404 t CS 

XC022404-2 CS 

XC022404-3 CS 

XC022404-4 CS 

XC022404.5 CS 

XC022404-0 CS 

Methanol Wash C 

0106020 Control ira C 

L1874-1 Spk C hafluent 3 LF 

L1874. I Spk C [nflaent 3 LF 

L1874-5 Spk D Comb Efflumt LF 

L1874 9 gpk E Port 4A LF 

L 1874-13 Spk F EI~lUent 4 LF 

L1474-17 Spk G Influent I/2 LF 

XC022404.1 - CS 

L1874.3 Inilu~mt 3 Low Sl~k FF 

L 1874-7 Comb Efl]umt Low Spk FF 

Ll874-12 Port 4A High Spk FF 

L 1874-23 Trip BlankHigh Spk FF 

O21804AR-201 
021804AR-202 
021804AR-203 
021804AR-204 
021804AR÷205 
021804AR-206 

021804AR-207 

021804AJ~-208 

021804AR-209 

Conc. 

(ppt) 
0 

25 

50 
100 
250 
500 
I00o 

1oo 

100 

250 

1000 

Dilution 

Factor 

1000 

IO0 

100 

!00 

100 

1O0 

1000 

1000 

1O00 

100 

100 

100 

10 

1000 

t00 

1000 

1oo 
1o00 

1oo 

1oo 

1oo 

100o 

1ooo 

20o 

200 

I0o 

I0o 

10 

10o 

1000 

100 

10O0 

Peak 

328 

230 

697 

3162 

5454 

10926 

0 

0 

440 

6182 

460 

4106 

1543 

8923 

1499 

16874 

283 

725 

9129 

7920 

77736 

76627 

75336 

9092 

2914 

512 

267 

1309 

1034 

7364 

85094 

77315 

92640 

9721 

2844 

0 

0 

0 

2141 

1572 

3104 

7639 

6671 

6940 
12330 

11626 

11477 

132001 

139671 

14307 

2721 

4992 

O 

0 

737 

ND 

589 5oo 118 

* 10000 

3930o 10000 -473 

15200 100o0 151 

84700 10o00 147 

14700 1oo00 147 

160000 10000 15o 

86600 

75200 

67100 

99200 10CO0 126 

2~1000 10O0O0 194 

54.4 

600 

NQ 

12900 10000 128 

7000O 

72400 

92200 10000 222 

274000 1000O0 204 

ND 

ND 

20~100 10ooo 208 

154000 1O0O00 1~4 

145000 

127000 

132000 

135000 10o0o -100 

263000 100000 118 

C = ConW31 sample FF : Fi¢ldfor~fiedsampl© 
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RAW DATA REPORT 

XC0224~4-2 

CS 0218~4AR-202 25 

CS 0218~4AR-203 50 

C~ 0218C4AR-204 I00 

1228 

2472 

4951 

11956 

24645 

47959 

0 

l 3 41.0 50 82 

CorrlD Effiumt Low Spk FF 0218~4AR-235 - 1~O 4854 105~ 1~ 105 

~ Effi~t Hi~ Spk F~ 0218~-236 - 1000 3747 807~ 100~00 81 

CS 0218~AR-237 I00 4091 

S 0218~4AR-240 

S 021804AR-241 

S 021804AR-242 

$ 021804AR-243 

FF 021804/LR-244 

FF 0218~4AR-245 

$    021804A~-248 

100 

10 9993     219~ 

10 9880     2170 

10 11513 

100 6352 13900    100~0     117 

100~ 5347 116000 100~00 114 

5403 

1 0 ND 

I 0 ND 

S 021804AR-249 - I 0 

FF 0~18~1AR.250 100 4813 

FF 021804AR-251 - 1000 5605 

CS 0218~4AR-252 25O     - 12511 

200 1155 

200 1083 

200 1061 

100 1994 

100 1629 

|oo 1756 

ND 

10400 I0000 104 

122O00 1~o~oo 122 

102 

96 

S 0218~4AR-253 

S 021804AR-256 

10 19143 4230 

10 2O368 449fl 

100 6734 14700    10000 
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RAW DATA REPORT 

XCO224O4-0 

Xco224o4 i 

XCO224O4-2 

XCO224O4 3 

XC022404-6 

I~flmmt 3 Dup 

laflue=t 3 Low Spk 

ldlumt 3 High Spk 

E~uen14 ~ 

E~.emt 4 Low Spk 

CS 021804AR-201 

CS 021804AR-202 

CS 021804AR÷203 

CS 021804AR-204 

CS 021804AR-205 

CS 0218(MAR-206 

CS 0218(MAR-207 

C 021804&R-208 

C 0218~4AR=209 

LCS 0218U4AR-210 

LF 021804AR-212 

LF 0218(MAR-213 

LF 021504AR-214 

LF 021804&R-216 

LF 0218OIAR-217 

S 021804AR 219 

S 0218(MAR-220 

S 021804AR-221 

S 021804AR-222 

S 021004AR-223 

S 021804AR 224 

S 021804AR-225 

S 021804AR-226 

S 021804AR-227 

FF 021804AR-228 

PF 021804AR-229 

FF 021804AR-230 

C~ 021804AR-231 
S 021804AR-232 

S 021804AR-233 

F 

021804AR-234 

021804~R-235 

FF 021B04.a.R-236 

CS 021804AR-237 

o 

25 

50 

250 

500 

1000 

I00O 

IOO 

IOO 

100 

t00 

1ooo 

lOOO 

too 

1oo 

1ooo 

100 

1ooo 

ioo 

IOOO 

lOO 

Alea 

o 

748 

1742 

3512 

7487 

17100 

33473 

o 

o 

1468 

14546 

1637 

14840 

2555 
3775 
2526 

1676 

~93 

1000 

56300 

45400 

* 1oooo 

46100 1oooo 

146000 100000 

ND 

ND 

ND 

10200 10000 102 

87400 1000~o 87 

3100 

3520 

1140O 10040 

ND 

ND 

ND 

9000 100(30 

92200 1o¢ooo 

66OO 

5940 

6410 

15300 

106000 100~0 

Recover (%) = Ianatyte found (lVt)-anal~IC foun4 i~ �on¢oI (ppt)] x 1 00 

an~tm! a~dcd (PP0 

ND 

11300 100~0     113 

109000 100000     109 

CK = Chick Standmd 
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3058 Research Drive 

State College, PA 16801 

Phone:814-272-1039 

Fax:814-231-1580 

Exygen Study Number: 

Sponsor Study/Protocol No: NA 
The samples listed below were removed from refrigerator No. 

Time ~)~ 0                            Date 

CLIENT SAMPLE ID 

na 

na 

lnfluent 3 

Comb Effluent 

Port 4A 

Effluent 4 

Influent 1/2 

Influent 3 

Influent 3 

lnfluent 3 Dup 

lnfluent 3 Low Spk 

Influent 3 High Spk 

Comb Effluent 

Comb Effluent 

Comb Effluent Dup 

Comb Efflueot Low Spk 

Comb Effluent High Spk 

Port 4A 

Port 4A 
Port 4A Dup 

Port 4A Low Spk 

Port 4A High Spk 

Internal Chain of Custody/Fortification Sheet 
L1874                                   Matrix: Water 

I VOLUblE (mL) 
40.0 

40.0 

40.0 

40.0 
40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 
40.0 

40.0 

40.0 

400 

40,0 

40.0 

40,0 

EXYGEN ID NUMBER 

0106020 Control 

0106020 Spk A 

0106020 Spk B 

1.1874-1 Spk C 

L1874-5 Spk D 

L1874-9 Spk E 

L1874-13 Spk F 

L1874-17 Spk G 

L1874-1 

L1874-1 Rep 

L1874-2 

L1874-3 

L 1874-4 

L1874-5 

L1874-5 Rep 

L 1874-6 

L1874-7 

L1874-8 

L1874-9 

L1874-9 Rep 

L1874-10 

L1874-11 

L1874-12 

Initials ~/ 

I FORTIFICATION (ng) 

2.0 

20.0 

400.0 

400.0 

400.0 

400.0 

400.0 

0106020 Spk A 

0106020 Spk B 

L1874-1 Spk C 

L1874-5 Spk D 

L1874-9 Spk E 

LlE7d-13 Spk F 

L1874-17 Spk O 

Spiking Solution Used 

F01200~- 10 (10 n~/mL) 

[:012004-9 (100 n~/mL) 

F012004-8 (1000 n~,/mL) 

F012004-8 (1000 n~mL) 

F012004-8 (1O00 ng/mL) 

F012004-8 (1000 ng/mL) 

F012004-8 (1O00 ng/mL) 

Volume Used for Spildng 

200 laL (200 vL trficropipet) 

200 pL (200 pL micropipct) 

400 FtL (200 i.tL micropipet) 

400 ~L (200 ~tL micropipet) 

400 ~L (200 pL micropipet) 

400 pL (200 i.tL micropipet) 

400 pL (200 btL micropipet) 

All samples were measured: ~L//~/,/(L/ 
Time t 000 Date    . Initials ~-7--/ 

After measuring samples were returned to~e~igel’ator No. 
Time I~(~             Date //~,,/~’[            Initials ~- 2-/ 

Colnlllents; 200 pL of 250 mg/mL sodium thiosulfale was added to all samples before spiking. Initials/Date: 

Analysis Summary: Data Set: {~?,]t~ (]~I ~2~ Initials/Date: 

Data Set: 0 2~ ~t3~t~ Initials/Date: 

Data Set: ~ Initials/Date: 

Set extraction/analysis data verified by:    ~1~/...- Date: ~ ]~/~d q 

(~uly 26, 2001/6 
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3058 Research Drive 

State Collese, PA 16801 

Phone: 814-272-1039 
Fax: 814-231-1580 

Exygen Study Number: 
Sponsor Stady/Protocol No: N.__A 

T~iimeeSam~t~ed below were removed from refrlgera~No~)._,~ 

CLIENT SAMPLE ID 

Effluent 4 

Effluent 4 

Effluent 4 Dup 

Effluent 4 Low Spk 

Efflueat 4 Hi[;h Spk 

Influent 1/2 

Influent 1/2 

Influent 1/2 Dup 

Influent 1/2 Low Sl~k 

Influent 1/2 High Spk 

Trip Blank 

Trip Blank Low Spike 

Trip Blank High Spike 

Internal Chain of Custody/Fortification Sheet 
L1874                                      Matrix: Water 

I VOLUME (mL) 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

40.0 

4.0.0 

40.0 

40.0 

40.0 

EXYGEN ID NUMBER 

L1874-13 

L1874-13 Rep 

L1874-14 

L1874-15 

L1874-16 

L1874-17 

L1874-17 Rep 

L1874-18 

L1874-19 

L1874-20 

L1874-21 

L1874-22 

L1874-23 

Spiking Solution Used Volume Used for Spiking Initial/Date 

Time 7(~6~                Date 

After meastu’ing samples were retttrned t~.~/~r~ No. 

Time [~ GO                Date                           Initials 

Collamellts." 2~aL~f25~mg/mLs~d~umthi~sulfatewasaddedt~aIIsamp~esb~f~espiking.~nitia~s/Date~ ~I~L~’- 

Anal sis Sunnna     Data Set 02"~0t4 ~        Initials/Date 

Set extraction/analysis data verified by: ~                        Date: 

~luly 26, 200116 
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3058 Research Drive 

State College, PA 16801 

Phone:814-272-1039 

Fax:814-231-!580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
EXYGEN STUDY NUMBER: L1874 METHOD: $_* PROTOCOL NUMBER: NA 

MATRIX: Water ANALYTES: C~, C~ C7 & C8 Acids C¢, C6 &Cg sulfonatcs 

Client ID Exygen ID STEP STEP Dilutions STEP Dilutions STEP 

1 2 (mL/raL) 3 (mL/mL) 4 

na 0106020 Control ~ - | -- 

na 0106020 Spk A 

/ 
! 

-- 
na 011~5020 Spk B 

Influent 3 L1874-1 Spk C 

Comb Effluent L1874-5 Spk D a’t/io 

Port 4A L1874-9 Spk E o. 

Effluent 4 L1874-13 Spk F t~. |/~ 
- 

Influent 1/2 L1874-17 Spk 

lnfluent 3 L1874-1 

lnfluent 3 Dup L 1874-2 

lnfluent 3 Low Spk L 1874-3 ~ o.~.O 

Influent 3 High Spk L18744 -- 

Comb Effluent L 1874 5 

Comb Effluent L1874-5 Rep 

Comb Effluent Dup L1874-6 

Comb Effluent Low Spk L1874-7 

Comb Effluent High SI" L 1874-8 

Port 4A L1874-9 

Port 4A L1874 9 Rep 

Port 4A Dup L 1874-10 

Port 4A Low Sp,k L1874-11 

Port 4A High Spk L1874-12 

*Initials/Date 

STEP 1: SPE column clean-up (omitting 40% wash) 
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 u dcr each step indicates the personnel that performed this step. 

Reagents/ 

Materials Lot # 

Type ] Wamr NA 

HPLt 

Initial#Date 

,~, -~ 

55 Method of Analysis for the Detelmination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sullbnylamide (PFOSA), and Perfluorooctanoate (POAA) in Water 

COMMENTS: 

Final extractsstor~i, mfiigcratm ~- Ialdals: ~ Date: 

July 19, 200114 
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3058 Research Drive 

State College, PA 16801 

Phone: 814-272-1039 

Fax: 814-231-1580 

SAMPLE EXTRACTION AND ANALYSIS TRACKING SHEET 
EXYGEN STUDY NUMBER: L1874 METHOD: ~ PROTOCOL NUMBER: N-~A 

MATRIX: Water ANALYTES: C4, C6. C7 & C8 Acids C4. C6 & cg sulfonates 

Client ID Exygen ID STEP STEP Dilutions STEP Dilutions STEP Reagents./ 

1 2 (mL/mL) 3 (mL/mL) 4 Materials 

Effluent 4 L 1874 - 13 - ~ Methanol 

Effluent 4 L1874 13 Rep -- C~S SeE 

Effluent 4 Dup L 1874-14 -- Type I Water 

Effluent 4 Low Spk L1874-15 

Effluent 4 High Spk LISV4-16 ~*’~O’~/t,~ - 

lnflueut 112 L1874-17 

lnfluent 112 L1874-17 Rep ~)~.O~.~O~. Initials/Date 

Tnfluent 1/2 Low ~pk L 1874-10 - 

Influen~ 1/2 High Spk L1874-20 

Trip Blank L L 874-21 

Trip Blank Low Spike L1874-22 

Trip Blank Hi~;h Spike L1874-23 

Lot # 

TEP 1: SPE column clean-up (omitting 40% wash) 

STEP 2: Final voltm~e to 5 mL collected in 15 mL polypt opolene tubes 
STEP 3: LC/MSIMS analysis 
STEP 4: LC/MS/MS reanalysis. 

HPLt 

Type I water NA 

to, I~0 o~a- 200 

*Initials and date under each step indicates the personnel that performed this step. 

$$ Method of Analysis for the Determination of Perfluorooctane sulfonate (PFOS), Perfluorooctane sulfonylamide (PFOSA), and Perfluorooctanoate (POAA) in Water 

COMMENTS: 

July 19, 200114 

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

3M_MN01538696 

1937.0310 



3058 Research Drive 

State College, PA 16801 

Phone:814-272-1039 

Fax:814-231-1580 

PREPARATION OF EXTRACTED CALIBRATION STANDARDS 

Protocol No.: None 

Method No.: $$ 

Sponsor Exygen 

Sample Sample 

ID ID 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

NA 0106020 

Sample 

Description 

Type I Water~ 

Type I Water~ 

Type 1 Water~ 

Type I Water" 

Type I Water~ 

Type I Water~ 

Type I Water~ 

Exygen Study No.: N~A 

Analytea: CA,C5,C6,C7 and C8 Acids; 

C4~ C6 &C8 Sulfonates 

Fort. Fort. Fort. Micropipct 

Solution Soln. Cone. Volume used 

IO tng/mL) /~tL} /~tL/ 

Fort. 

Level 

/PPt} 

F012004-10 10 100 200 25 

F012004-10 10 200 200 50 

F012004-10 10 400 200 100 

F012004-9 100 100 200 250 

F012004-9 100 200 200 500 

F0120~--9 100 400 200 1000 

Matrix: Type I Water~ 

Sample Vol: 40 mL 

Final 

Solution Reagentst 

ID # ** Materials 

XC022404-0 Methanol 

XC022404-1 Clg SPE 

XC022404-2 Type I Water 

XC022404-3 

XC022404-4 

XC022404-5 

XC022404-6 

Initia]sfl’)ate: 

Vertical arrows in a column indicate identical values. 

**This m~z~t be a unique numbar~ Use this system: Extracted Calibration Soln ID #: XCMMDDYY-O, 1,2. 3 etc. 

Samples removed from ~ freezer# ~ Time: ~ lnitialsfDate:~fi~Z,q~[ 

40 mL of each sample measured using a ~.~.~__~mL graduated cylinder, lnitials/Date:_._~/ ff2j~0~ 

A fter measuring, samples returned to,L~ freezer #~ Time: £~=~ Initials/Date: 

Samples fortified: lnitials~Date: _j~/_.~2~ ,/~, 
SPE clean-up (omitting 40% Wash): Initials/Date: .~/~._~.~ 113~ 

Final volume adjusted to 5 mL: Initials/Date: 

Extracts placed in refi’igerator # .~7,--- 
Initiatsh3ate:_~ /)~]Lq’!0~[ 

STANDARD EXPIRATION DATE: 

Comments:             ^This type I water has been filtered through a hypercarb filter 

$$ Method of Analysis for the Determination of Perfluorooetane sulfonate (PFOS), Perfluorooetane sulfonylanaide (PFOSA), and Pexfluorooctanoate (POAA) in Water 

Lot # 

NA 

3t9/04 

July 10, 2001/0 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX\FIuorochem.i~IIs.PRO\SarnpleDB\021804AR CG ACSFM.SPL 

Exygen STUDY NO. ~ Page 1 

Page Position: {1, 1) 

Vial File Name     LIMS ID ClientlD 

1 11 021804AR-201 ..... 
2 12 021804AR-202 ..... 
3 13 021804AR-203 ..... 
4 14 021804AR-204 ...... 
5 15 021804AR-205 ...... 
6 16 021804AR-206 
7 17 021804AR-207 .... 
8 92 021804AR-208 --- -- 
g 21 021804AR-20g -- 

10 22 021804AR-210 ...... 
11 23 021804AR-211 ...... 
12 24 021804AR-212 ...... 
13 25 021804AR-213 .... 
14 26 021804AR-214 --      -- 
15 27 021804AR-215 -- -- 
16 28 021804AR-216 -- 
17 29 021804AR-217 .... 
18 12 021804AR-218 ...... 
19 30 021804AR-219 .... 
20 31 021804AR-220 -- -- 
2t 32 021804AR-221 -- -- 
22 33 021804AR-222 -- -- 
23 34 021804AR-223 .... 
24 35 021804AR-224 .... 
25 36 021604AR-225 .... 
26 37 021804AR-226 .... 
27 38 021804AR-227 .... 
28 39 021804AR-228 .... 
29 40 021804AR-229 ..... 
30 41 021804AR-230 .... 
31 13 021804AR-231 .... 
32 42 021804AR-232 .... 
33 43 021804AR-233 -- -- 
34 44 021804AR-234 .... 
35 45 021804AR-235 --       -- 
36 46 021804AR-236 -- -- 
37 14 021804AR-237 .... 
38 47 021804AR-238 .... 
39 48 021804AR-239 .... 

40 49 021804AR-240 -- -- 
41 50 021804AR-241 -- -- 
42 51 021804AR-242 -- -- 

43 52 021804AR-243 -- -- 
44 53 021804AR-244 .... 

SampleDescdption Matdx SampleType Conc (nglL) Conc B ConcC TestlD DF 

XC022404-0, 0 ngJL Standard --- Standard 0 .... 0 1 
XC022404-1,25 ng/L Standard -- Standard 25 ..... 0 1 
XC022404-2, 50 ng/L Standard --- Standard 50 ..... 0 1 
XC022404-3, 100 ng/L Standard --- Standard 100 ..... 0 1 
XC022404-4, 250 ng/L Standard -- Standard 250 ..... 0 1 
XC022404-5, 500 ng/L Standard --- Standard 500 ..... 0 1 
XC07.2404-6, 1000 ng/L Standard --- Standard 1000 ...... 0 1 
Methanol Wash -- Blank ......... 0 1 
0106020 Control --- Blank ....... 0 1 
0106020 Spk A, 50 ng/L --- QC 50 ..... 0 1 
0106020 Spk B, 500 ng[L --- QC 500 ..... 0 1 
L1874-1 Spk C, 10000 ng/L, DF=1000 --- QC 10000 ..... 0 1000 
L1874--1 8pk C, 10000 ng/L, DF=100 --- QC 10000 ..... 0 100 
L1874-5 8pk D, 10000 ng/L, DF=100 --- QC 10000 ..... 0 100 
L1874-9 Spk E, 10000 ng/L, DF=100 -- QC 10000 ..... 0 100 
L1874-13Spk F, 10000 ng/L, DF=100 -- QC 10000 ..... 0 100 
L1874-17 Spk G, 10000 ng/L, DF=100 -- QC 10000 ..... 0 100 
XC022404-1,25 ng/L Standard --- Standard 25 .... 0 1 
L1874-1, DF=1000 --- Analyte ....... 0 1000 
L1874-1 Rap, DF=1000 --- Analyte ...... 0 1000 
L1874-2, DF=1000 --- Analyte ....... 0 1000 
L1874-1, DF=100 --- Analyte ...... 0 100 
L1874--1 Rap, DF=100 --- Analyte ...... 0 100 
L1874-2, DF=100 --- Analyte ...... 0 100 
L! 874-1, DF=10 -- Analy’ta ...... 0 10 
L1874-1 Rap, DF=10 -- Analyte ....... 0 10 
L1874-2, DF=10 -- Analyte ....... 0 10 
L1874-3, DF=1000 --- QC 10000 ..... 0 1000 
L1874-3, DF=100 --- QC 10000 ..... 0 100 
L1874-4, DF=1000 --- QC 100000 ..... 0 1000 
XC022404-2, 50 ng/L Standard --- Standard 50 ..... 0 1 
L1874-5 --- Anaiyte ........ 0 1 
L1874-5 Rep -- Analyte ........ 0 1 
L1874-6 --- Analyte --- ..... 0 1 
L1874-7, DF=100 --- QC 10000 ..... 0 100 
L1874-8, DF=1000 --- QC 100000 ..... 0 1000 
XC022404-3, 100 ng/L Standard --- Standard 100 ..... 0 1 
L1874-9, DF=100 --- Analyte ........ 0 100 
L1874-9 Rep, DF=100 --- Analyte ........ 0 100 
L1874-10, DF=100 -- Analyte ........ 0 100 
L1874-9, DF=10 -- Analyte ........ 0 10 
L1874-9 Rep, DF=10 -- Analyte ....... 0 l0 
L1874-10, DF=10 -- Analyte ........ 0 10 
L1874-11, DF=100 -- QC 10000 ..... 0 100 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX\Fluorochen~icals.PRO\SampleDB\021804AR CG ACSFM.SPL 

Pdnted: Men Mar 01 10:37:35 2004 ~.~ID,IO~ 

Page 2 

Exygen STUDY NO. 

MS Method PIPLC Method 

1 C6 8 ACIDS CA 6 8 SULF 
2 C6 8 ACIDS C4 6 8 SULF 
3 C6 8 ACIDS CA 6 8 SULF 
4 C6 8 ACIDS CA 6 8 SULF 
5 C6 8 ACIDS CA 6 8 SULF 
6 C6 8 ACIDS CA 6 8 SULF 
7 C6 8 ACIDS C4 6 8 SULF 
8 G6 8 ACIDS C4 6 8 SULF 
9 C6 8 ACIDS C4 6 8 SULF 
10 C6 8 ACIDS C4 6 8 SULF 
11 C6 8 ACIDS C4 6 8 SULF 
"12 C6 8 ACIDS C4 6 8 SULF 
13 C6 8 ACIDS C4 6 8 SULF 
"14 C6 8 ACIDS C4 6 8 SULF 
t5 C6 8 ACIDS CA 6 8 SULF 
16 C6 8 ACIDS C4 6 8 SULF 
17 C6 8 ACIDS C4 6 8 SULF 
18 C6 8 ACIDS C4 6 8 SULF 
19 C6 8 ACIDS CA 6 8 SULF 
20 C6 8 ACIDS C4 6 8 SULF 
21 C6 8 ACIDS C4 6 8 SULF 
22 C6 8 ACIDS C4 6 8 SULF 
23 C6 8 ACIDS C4 6 8 SULF 
24 C6 8 ACIDS C4 6 8 SULF 
25 C6 8 ACIDS C4 6 8 SULF 
26 C6 8 ACIDS CA 6 8 SULF 
27 C6 8 ACIDS CA 6 8 SULF 
28 C6 8 ACIDS C4 6 8 SULF 
29 C6 8 ACIDS C4 6 8 SULF 
30 C6 8 ACIDS C4 6 8 SULF 
31 C6 8 ACIDS C4 6 8 SULF 
32 C6 8 ACIDS CA O 8 SULF 
33 C6 8 ACIDS C4 6 8 SULF 
34 C6 8 ACIDS C4 6 8 SULF 
35 C6 ~ ACIDS C4 6 8 SULF 
36 C6 8 ACIDS C4 6 8 SULF 
37 C6 8 ACIDS C4 6 8 SULF 
38 C6 8 ACIDS C4 6 8 SULF 
39 C6 8 ACIDS C4 6 8 SULF 
40 C6 8 ACIDS C4 6 8 SULF 
41 C6 8 ACIDS C4 6 8 SULF 
42 C6 8 ACIDS C4 6 8 SULF 
43 C6 8 ACIDS CA 6 8 SULF 
44 C6 8 ACIDS CZl 6 8 SULF 

MS TuneFile Inj.Volume 

~fbswater Fluomchems 15 

~fbswater Fluorochems 15 

~fbs water Fluorochems 15 
~fbs water Fluorochems 15 

~fbs water Fluorochems 15 

:fibs water Fluorochems 15 
:fibs water Fluorochems 15 

3T~S water Fluorochems 15 
:fibs water Fluorochems 15 
.fbs water Fluorochems 15 
~fbs water Fluorochems 15 

)fbs water Fluorochems 15 
~lbs water Fluorochema 15 

)fbs water Fluorochems 15 
~fbs water Fluorochems 15 
3fbs water Fluorochems 15 
3fbswater Fluorochems 15 

~fbs water Fluorochems t 5 

3fbs water Fluorochems 15 
~fbswater Fluorochems t5 
~fbs water Fluorochems 15 

~s water Fluorochems 15 
~fbs water Fluorochems 15 
fibs water Fluorochems 15 
fibs water Fluorochems 15 
fibs water Fluorocheme t5 

fibs water Fluorochems 15 
~fbswater Fluorochems 15 
fibs water Fluorochems 15 
fibs water Fluorochems 15 
~fbs water Fluorochems 15 
~fbs water Fluorochems 15 
~fbs water Fluorochems 15 
fibswater Fluorochems 15 

fibs water Fluorochems 15 
pfi0s water Fluorochems 15 
pfbswater Fluorochems 15 
pfbswater Fluorochems 15 
pfbswater Fluerochems 15 
pf’os water Fluorochems 15 
pt~s water Fluorochems 15 
pt~swater Fluorochems 15 
pt~s water Fluorochems 15 
pfbs water Fluorochems 15 
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Mas$1ynx - Sample List 

Sample List: C:~MASSLYNX\Fluorochemicals.PRQ\SampleDB\021804AR CG ACSFM.SPL 

Printed: Mort Mar0t 10:37:352004    ~ ~!{~1~ 

Exygen STUDY NO. ~ 
Page 3 

Page Position: (1, 2) 

Vial File Name LIMS ID ClientlD Sample Description                Matrix Sample Type 

45 54 021804AR-245 .... L1874-12, DF=1000 --- QC 
46 14 021804AR-246 ...... XC022404-3, 100 ng/L Standard --- Standard 

47 55 021804AR-247 ..... L1874-13 --- Analyte 
48 56 021804AR-248 ..... L1874-13 Rep -- Analyte 

49 57 021804AR-249 .... L1874-14 --- Analyte 

50 58 021804AR-250 .... L1874-15, DF=100 --- QC 

51 59 021804AR-251 -- =- L1874-16, DF=I000 -- QC 

52 15 021804AR-252 .... XC022404-4, 250 ng/L Standard --- Standard 
53 60 021804AR-253 .... L1874-17, DF=200 --- Analyte 

54 61 021804AR-254 .... L1874-17 Rep, DF=200 Analyte 

55 62 021804AR-255 ..... L1874-18, DF=200 -- Analyte 
56 63 021804AR-256 ...... L1874-17, DF=100 -- Analyte 

57 64 021804AR-257 ...... L1874-17 Rep, DF=100 --- Analyte 

58 65 021804AR-258 ...... L1874-18, DF=100 --- Analyte 
59 66 021804AR-259 ...... L1874-17, DF=10 -- Analyte 
60 67 021804AR-260 ..... L1874-17 Rep, DF=10 --- Analyte 

61 68 021804AR-261 ..... L1874-18, DF=10 -- Analyte 

62 69 021804AR-262 ...... L1874-19, DF=100 --- QC 
6:3 70 021804AR-263 ..... L1874-20, DF=1000 --- QC 
64 16 021804AR-264 ...... XC022404-5, 500 ng/L Standard --- Standard 

65 92 021804AR-265 ..... Methanol Wash --- Blank 

66 71 021804AR-266 ..... L1874-21 --- Analyte 
67 72 021804AR-267 ..... L1874-22, DF=I00 --- QC 

68 73 021804AR-268 ..... L1874-23, DF=1000 --- QC 
69 17 021804AR-269 ..... XC022404-5, 1000 ng/L Standard --- Standard 

Conc(nglL) Conc B ConcC TestlD DF 

100000 ..... 0 1000 
100 ..... 0 1 
....... 0 1 
....... 0 1 
....... 0 1 
10000 ..... 0 100 
100000 ..... 0 1000 
250 ..... 0 1 
....... 0 200 
...... 0 200 
....... 0 200 
....... 0 100 
......... 0 100 
....... 0 100 
....... 0 10 
........ 0 10 
....... 0 10 
100 O0 ..... 0 100 
100000 ..... 0 1000 
500 ..... 0 1 
....... 0 1 
........ 0 1 
10000 ..... 0 100 
100000 ..... 0 1000 
1000 ..... 0 1 
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Masslynx - Sample List 

Sample List: C:\MASSLYNX\Fluorochamicals.PRO\SampleDB\021804AR CG ACSFIk, I.SPL 

Printed: Mon Mar 01 10:37:35 2004 ~!~)’ II~ 
ExyRen STUDY NO, ~ 

Page 4 

Page Position: (2, 2) 

MS Method HPLC Method 

45 C6 8 ACIDS C4 6 8 SULF 
46 C6 8, ACIDS CA 6 8 SULF 
47 C6 8, ACIDS C4 6 8 SULF 
411 C6 8 ACIDS C4 6 8 SULF 
49 C6 8 ACIDS C4 6 8 SULF 
50 C6 8 ACIDS C4 6 8 SULF 
51 C6 8 ACIDS C4 6 8 SULF 
52 C6 8 ACIDS CA 6 8 SULF 
53 C6 8 ACIDS C4 6 8 SULF 
54 C6 8 ACIDS (34 6 8 SULF 
55 C6 8 ACIDS C4 6 8 SULF 
56 C6 8 ACIDS CA 6 8 SULF 
57 C6 8 ACIDS C4 6 8 SULF 
5B C6 8 ACIDS C4 6 8 SULF 
5g C6 8 ACIDS C4 6 8 SULF 
60 C6 8 ACIDS CA 6 8 SULF 
61 C6 8 ACIDS CA 6 8 SULF 
62 C6 8 ACIDS (34 6 8 SULF 
63 C6 8 ACIDS C4 6 8 SULF 
64 C6 8 ACIDS C4 6 8 SULF 
65 C6 8 ACIDS CA 6 8 SULF 
66 C6 8 ACIDS C4 6 8 SULF 
67 C6 8 ACIDS CA 6 8 SULF 
68 C6 8 ACIDS C4 6 8 SULF 
69 C6 I] ACIDS C4 6 8 SULF 

MS TuneFile Inj.Volume 

~fbswater Fluorochems 15 

:)fbs water Fluorochems 15 

~fbs water Fluorochems 15 
~fbs water Fluorochems 15 

3fbs water Ftuorocheme 15 

3~s water Fluorochems 15 

3fbs water Fluorochems t5 

:~fbs water Fluorochems 15 
3fbs water Fluorochems 15 
:)f~s water Fluorochems !5 

fis water Fluorochems 15 
=f’os water Fluorochems 15 
fiswater Fluorochems 15 
fis water Fluorochems 15 
fis water Fluorochems 15 

~fbswater Fluorochems 15 

fis water Fluorochems 15 
fibs water Fluorochems 15 
fie water Fluorochems 15 
fis water Fluorochems 15 

pf’os water Fluorochems 15 
pfbs water Fluorochems 15 
pfbswater Fluorochems 15 
pfbs water Fluorochems 15 
pfbs water Fluorochems 15 
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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 
I-IP Bin Pump I-IP Vacuum Degasser 
HP Autosampler HP Column Oven 

HPLC Column: Genesis C-8, 5 cm x 2.1 mm i.d. x 4 ~t (Exygen ID: 74A) 
(JONESCHROMATOGRAPHY: Part No. FK5962E) 

Mobile Phase (A) : 
Mobile Phase (B) : 

2 mM Ammonium Acetate in Type I Water 
Methanol 

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: 
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Scanning Method Report 

Method: C:\MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\C6 8 ACIDS C4 6 8 SULF 
Last Modified: Mon Jan 20 15:32:38 2003 

Printed: Mon Mar 01 10:37:40 2004 

~I~’’~D’~ " ~’Ot~ 
0.00 Solvent Delay ( mins ) : 

Analog Channel 4 : Unused 
Function : 1      MRM of 5 Mass Pairs ( ESP- ) 

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 ) 

1 
2 
3 
4 
5 

299.00 99.00 0.20 40 
313.00 269.00 0.20 i0 
399.00 80.00 0.20 35 
413.00 369.00 0.20 I0 
499.00 99.00 0.20 40 

49 
2O 
5O 
I0 
3O 

Page 1 
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Method Report 

Method File: 
Last Modified: 

Printed: 

HPII00 LC Pump Initial Conditions 

Solvents 
A% 
B% 
C% 
D% 

Page 1 

C:\MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\pfbs water 
Monday, March 01, 2004 10:19:00 

Monday, March 01, 2004 i0:37:48 ~ ~) ~1~ 

90.0 
i0.0 
0.0 
0.0 

Flow (ml/min) 
Stop Time (mins) 
Min Pressure (bar) 
Max Pressure (bar) 
Oven Temperature Left(°C) 
Oven Temperature Right(°C) 

0.300 
20.0 
0 

400 
35.0 
35.0 

HPII00 LC Pump Gradient Timetable 

The gradient Timetable contains 8 entries which are : 

Time A% B% C% D% Flow Pressure 
0.00 90.0 i0.0 0.0 0.0 0.300 400 
2.00 90.0 i0.0 0.0 0.0 0.300 400 
5.00 10.0 90.0 0.0 0.0 0.300 400 
9.00 i0.0 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 
14.50 90.0 i0.0 0.0 0.0 0.300 400 
20.00 90.0 i0.0 0.0 0.0 0.300 400 

HPII00 LC Pump External Event Timetable 

The Timetable contains 6 entries which are : 

Time Column Switch Contactl Contact2 
Initial Off Off Off 

0.00 Off On Off 
0.05 Off Off Off 
0.i0 Off Off On 

11.90 Off Off Off 
12.00 Off Off Off 

Contact3 
Off 
Off 
Off 
Off 
On 
Off 

Contact4 
Off 
Off 
Off 
Off 
Off 
Off 

HPII00 Autosampler Initial Conditions 

Draw Speed 200.0 
Eject S~e~d (~I/min) 200 
Draw Position (mm) 0.00 
Stop Time (mins) 20.00 
Injection Volume(#l) 15.0 
Vial Number 99 

,I 
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Tuning Method Report 

Method: C:\MASSLYNX\FLUOROCHEMICALS.PRO\ACQUDB\ELUOROCHEMS 

Printed: Mon Mar 01 10:37:59 2004 

Page 1 

Dau 499.00 

SOURCE ( ESP- ) Set    Rdbk Analyser 

Capillary 3.00 -2.93 LM Res 1 
Cone 20 -20 HM Res 1 
Hexapole 1 0.0 IEnergy 1 
Aperture 1 0.0 Entrance 
Hexapole 2 0.0 Collision 
Source Block Temp. I00 i00 Exit 
Desolvation Temp. 300 299 LM Res 2 

HM Res 2 
IEnergy 2 
Multiplier 

Pressures Rdbk Gas Flows 

Analyser Vacuum OFF Cone Gas 
Gas Cell 3.0e-3 Desolvation 

Set 

14.0 
14.0 
1.0 
-2 
15 
2 
14.0 
14.0 
2.0 
65O 

Rdbk 

129.9 
749.8 

Rdbk 

12 
14 
16 

-648 

,Ibll 

~,i~ 

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

3M MN01538705 

1937.0319 



,| 

Quantify Calibration Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 1 

Calibration: 
Last modified: Tue Mar O~ 12:21:48 2004 
Printed: Tue Mar 02 14:05:18 2004 

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: I/x, Axis trans: None 

P : \Data\LCMSMS6\Masslynx\Fluorochemicals. PRO\CurveDB\021804AR CG ACSFM 

2.62e5- 

Response- 

0 
0.0 200.0 400.0 600.0 800.0 1000.0 

E~gen 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 MN01538706 

1937.0320 



Quantify Calibration Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 2 

Calibration=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\CurveDS\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:21:48 2004 
Printed: Tue Mar 02 14:05:18 2004 

,,| 

Ii 

Compound 2 name: C8 Acid PFOA 
Coefficient of Determination: 0.992051 
Calibration curve: 271.048 * x + 7136.83 
Response type: External Std, Area 
Curve type: Linear, Origin: Exclude, Weighting: l/x, Axis trans: None 

2.79e5- 

Response 

0 
0.0 

× 

200.0 400.0 600.0 800.0 1000.0 

Exygen Research, 3058 Research Drive, Stake College, PA 16801 

,m 

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

3M MN01538707 

1937.0321 



Quantify Calibration Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 3 

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 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: l/x, Axis trans: None 

1.09e4- 

Response- 

-65.5 
0.0 
.................................... , .... , ng/L 

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 

3M MN01538708 

1937.0322 



Quantify Calibration Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 4 

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 

,Iii 

I,| 

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: l/x, Axis trans: None 

4.80e4- 

Response- 

0 
0.0 

X 

n /L 
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 

3M MN01538709 

1937.0323 



Quantify Calibration Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, AnalyBt:K.Risha 

Page 5 

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 5 name: C8 Sulfonate PFOS 
Coefficient of Determination: 0.994708 
3alibration curve: 32.0022 * x + 31.5152 
Response type: External Std, Area 
Curve type: Linear, Origin: Exclude, Weighting: l/x, Axis trans: None 

3.35e4- X 

Response- 

0 
0.0 200.0 400.0 600.0 800.0 1000.0 

Ex~rgen 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 MN01538710 . 

1937.0324 



Quantify Saunple Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst~K.Risha 

Page 1 

Sample List=    p=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Las~ 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 

ii 

,i 

,ii 

i 

i| 

Name= 021804AR-201 
Text= 

I: C6 Acid PFHA 

XC022404-0, 0 ng/L Standard 01-Mar-2004 10:54:17 
LClMS/MS #6 

021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.50 313 > 269 

1 
(oi~~ 

1444-~ 1.40e4 

~ ~ Area 

............ , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 
XC022404-0, 0 ng/L Standard 

021804AR-201 Sm (Mn, 2x3) 

1( 

2.00 4.00 6.00 

01 -Mar-2004 10: 54:17 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.96                   413 > 369 
6237-~                  4.23e4 

_.~_~~ Area 

Time 
8.00 10.00 12.00 

: C4 Sulfonate PFBS 
XC022404-0, 0 nglh Standard 01-Mar-2004 10:54:17 

LCIMSIMS 
021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.239.48 299 > 99 
100 7.34 11.60 

1 
0.74 1"622 

3.7~4         4.51~ ~4.82~ 5/7.6 6.~3 
~ \7/67, 

8. 
1.62e3 

........ , .... ~ .... ~ .... , .... ~ ~ .... ~ ,, , ~ .... ~ , , , i .... ~Time 
2.00 4.00 8.00 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 

3M MN01538711 

1937.0325 



Quantify sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 2 

Sample List:    P:\Data\LCMSMS6\Messlynx\Fluorochemicals. PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07=00 2004 
Me~hod=          P=\Data\LCMSMS6\Mas£1ynx\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 

,Ii! 

Name= 021804AR-201 
Text= 

4:C6 Sulfonate PFHS 

XC022404-0, 0 nglh Standard 01 -M ar-2004 10:54:17 
LC/MS/MS #6 

021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES- 

.................... ~ .... , .... ~ .... , .... , .... , .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5: C8 Sulfonate PFOS 

XC022404-0, 0 ng/h Standard 01-Mar-2004 10:54:17 
LClMSIMS #6 

021804AR-201 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1(i/~. 

,42~ 9~ 7~ 11.10499>991.49e3 
0.12 3.59 

2 ,5.155 6.55 7. .1.59.. 110;42. 

..... , , , , ,, , ,    ,    , , , , .... , , , , , , .... , .... , , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

,j 
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 MN01538712 

1937.0326 



li 

Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext. Date:02/18/04, Analyst:K.Risha 

Page 3 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method:          P:\Data\LC~ISMS6\Massly~x\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 

I| 

Name= 021804AR-202 
Text: 

i: C6 Acid PFHA 

XC022404-1, 25 nglL Standard 01-Mar-2004 11:15:57 
LC/MS/MS #6 

021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

1001 

9138~ 5.14e4 

J 
Area 

........ , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 
XC022404-1, 25 ng/h Standard 01-Mar-2004 11:15:5~ 

LC/MS/MS #~ 
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES-/ 

8.98 413 > 369/ 
8.99e4] 

~Time i 

....... ’’’ " ’1’oio ’"’"’12.oo 
3:C4 Sulfonate PFBS 
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- 
8.13 299 > 99 

1001 

328- 2.02e3 

~W~,~ Area 

................ , .... , .... , .... , ........ , .... ,-.... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

i¢ 
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 

3M MN01538713 

1937.0327 



|I 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 4 

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= Mort Feb 02 07:04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

,il 

11 

Name= 021804AR-202 
Text= 

4:C6 Sulfonate PFHS 
XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:57 

LCIMS/MS #6 
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.77 399 > 80 

~ 
7.77e3 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-1, 25 ng/L Standard 01-Mar-2004 11:15:5~ 

LCIMS/MS #~ 
021804AR-202 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.15                 499 > 99 

1t0                                                       4.88e3A~a 

................... ~ .... , .... , .... , .... , .... , .... , .... ,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 

3M MN01538714 

1937.0328 



Quantify Sample Report 
Study No.=LI874, Set No.=O21804AR, Ext. Date:02/18/04, Analyst:K.Risha 

Page 5 

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 

,ii 

iii 

,,I| 

Name: 021804AR-203 
Text= 

: C6 Acid PFHA 

XC022404-2, 50 ng/h Standard 01-Mar-2004 11:37:36 
LC/MS/MS #6 

021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES- 
I 8.48 313 > 269 

00~% 15] 

8.05e4Area 

0"~, "---~’,’ , , , , .... , .... , .... , .... , .... , , ,     , , ,,,, .... , .... Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
XC022404-2, 50 ng/h Standard 

021804AR-203 Sm (Mn, 2x3) 

0r’~’=’ ’ ~ .... I .... I .... ~ .... I .... 

2.00 4.00 6.00 

01-Mar-2004 11:37:36 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.96 413 > 369 

~ 
1.52e5 

Area 

, .... , .... , .... , .... i .... ,Time 
8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
IXC022404-2, 50 nglL Standard 

021804AR-203 Sm (Mn, 2x3) 
8.13 

01-Mar-2004 11:37:36 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2.16e3 
Area 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

,|1 
Rxygen 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 MN01538715 

1937.0329 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 6 

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 

,HI 

il 

Namez 021804AR-203 
Text= 

4: C6 Sulfonate PF[4S 
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- 

11o/~ 

8.771 
399 > 80 

2472~ 1.42e4 
Area 

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 11:37:36 

LC/MS/MS #6 
021804AR-203 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.15 499 > 99 

1 (i/~ 

1742~ 
9.49e3Area 

01,-T~,    , .... ,, , , , .... , ,, , , , .... , .... , .... , .... , ime 
2.00 4.00 6.00 8.00 10.00 12.00 

tl 

,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 

3M MN01538716 

1937.0330 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 7 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR C~ 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 

,i 

Name= 0~1804AR-204 
Text= 

i: C6 Acid PF~IA 
XC022404-3, 100 ng/L Standard 

021804AR-204 Sm (Mn, 2x3) 

2.00 4.00 

01-Mar-2004 11:59:17i 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
8.48 313 > 26£ 

3060L 1.51e5Area 

,, .... , .... , .... , .... ~ .... , .... , , , , ,~,Time 
6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
XC022404-3, 100 ng/L Standard 01-Mar.2004 11:59:17 

LClMS/MS #6 
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.98 413 > 369 

3669~ 

2.03e5Area 

., ,~ .... ~ .... ~ .... , .... , .... , .... , .... , .... , .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3: C4 Sulfonate PFBS 
XC022404-3, 100 ng/h Standard 01-Mar-2004 11:59:17 

LCIMSIMS #6 
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.15 299 > 99 
100~ 697~ 4.35e3 

~ I 
Area 

0~,, ~ ,,,, i, ,, i, ,,, ~,, ,, r-,, ,, ~ .... , .... ~ .... , .... , .... ~ .... ,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 

3M MN01538717 

1937.0331 



Quantify Saz~ple Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 8 

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\Fluoroche~icals.PRO\MethDB\CotGrove NPDES 012104 
LaSt modified= Mon Feb 02 07:04=42 2004 
Job Code: 

Printed: Tue Mar 02 14=05:22 2004 

iii 

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- 

1 
1~ 

495~ 

2.75e4 
00 

8.77 399 > 80 

Area 

% 

Or;,,, ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~, ~" ~Tim~ 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-3, 100 nglL Standard 01 -Mar.2004 11:59:171 

LClMS/MS #6 
021804AR-204 Sm (Mn, 2x3) MRM of 5 Channels ES- ’ 

9.17 499 > 99 
1.91e4 

Area 

, .... , .... , .... , .... , .... , .... , .... , ......... , .... , .... ~Time 
2.00 4.00 8.00 8.00 10.00 12.00 

il 

,,|1 
Exygen Research, 3058 Research Drive, State College, 

,~11 

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

PA 16801 

3M MN01538718 

1937.0332 



Quantify Sample Report 
Study No.:LI874, Set No.:O21804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 9 

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 

,hll 

Name= 021804AR-205 
Text= 

: c6 Acid PFHA 
XC022404-4, 250 ng/L Standard 

021804AR-205 Sm(Mn, 2x3) 

1 8.48 

01 -Mar-2004 12:21:04 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.30e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:04 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

71629-~ 4.02e5 
Area 

, .... , .... , .... ,.. ., .... , .... , .... , .... , .... , .... , .... h T{me 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-205 Sm(Mn, 2x3) 

3: C4 Sulfonate PFBS 
XC022404-4, 250 ng/L Standard 01-Mar-2004 12:21:04 

LCIMSlMS #6 
MRM of 5 Channels ES- 

8.14 299 > 99 

311 

1.66e4 
Area 

, .... , .... , .... -, .... , .... ~- .... , .... , ,,-~,, .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-205 Sm (Mn, 2x3) 

Exygen Research, 3058 Research Drive, State College, PA 16801 

i 

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

3M MN01538719 , 

1937.0333 



II 

Quant~£y Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page I0 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.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:C6 Sulfonate PFHS 

XC022404-4, 250 ng/L Standard 

021804AR-205 Sm (Mn, 2x3) 
8.77 

0~,,,,, .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... 
2.00 4.00 6.00 8.00 10.00 

01-Mar-2004 12:21:04 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

6.81e4 
Area 

,Time 
12.00 

5:C8 Sulfonate PFOS 
XC022404-4, 250 nglh Standard 

021804AR-205 Sm (Mn, 2x3) 

’°°1 

01-Mar-2004 12:21:04 
LCIMSlMS #6 

MRM of 5 Channels ES- 
9.16 499 > 99 
7487| 4.0 le4 

Area 

, .... , .... , .... , .... , .... , ........ ~ .... ,, ,, ,--TT, , ,, .... ;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 

3M MN01538720 

1937.0334 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Pave ii 

Sample List=    P=\Data\LCMSMS6\Ma£slynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07=0~ 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals. PRO\MetllDB\CotGrove ~-PDES 012104 
Last modified= Mon Feb 02 07:04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

Name= 021804AR-206 
Text= 

I: C6 Acid PFHA 
XC022404-5, 500 ng/L Standard 

8.48 
021804AR-206 Sm(Mn, 2x3) 

01-Mar-2004 12:42:50 
LCIMSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

140756~                    
7.46e5Area 

2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
XC022404-5, 500 ng/L Standard 

021804AR-206 Sm (Mn, 2x3) 
8.98 

1 
O01                                          158954~ 

01-Mar.2004 12:42:50 
LCiMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

8.83e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

3: C4 Sulfonate PFBS 
XC022404-5, 500 ng/L Standard 

021804AR-206 Sm (Mn, 2x3) 
8.13 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 12:42:50 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2,29e4 
Area 

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 MN01538721 

1937.0335 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst~K.Risha 

Page 

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= MOrt Feb 02 07:04:42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

,i 

,| 

II 

Name= 021804AR-206 
Text= 

4:C6 Sulfonate PFHS 
XC022404-5, 500 ng/L Standard 

021804AR-206 Sm (Mn, 2x3) 
8.79 

01-Mar-2004 12:42:501 
LC/MS/MS 

MRM of 5 Channels ES-, 
399 > 80 

24645~ 

1.33e5Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-5, 500 ng/L Standard 

021804AR-206 Sm (Mn, 2x3) 
9.17 

01-Mar-2004 12:42:50 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

17160] 8.98e4 
Area 

’’ ’ ’ ~.b~’ ’ ’ ’’ "4.~)(~" ’ ’’ ’ ’6.~)0 ’’ ’’ ’ 8.~)0’ ’ ’’ ’1’0100 -~’12.00Time 

,¸ill 

Ill 
Exygen Research, 3058 Research Dr~ve, State College, PA 16801 

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

3M MN01538722 

1937.0336 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 13 

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= Mort Feb 02 07:04:42 2004 
Job Code= 

Printed: Tue Mar 02 14:05:22 2004 

,i 
Name= 021804AR-207 
Text= 

: C6 Acid PFHA 
XC022404-6, 1000 ng/L Standard 

021804AR-207 Sm (Mn, 2x3) 

1 O0I% 

0" .... 

8.50 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 13:04:43 
LCIMSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

1.46e6 
Area 

2: C8 Acid PFOA 
XC022404-6, 1000 ng/h Standard 

021804AR-207 Sm (Mn, 2x3) 

1 O01 

2.00 

01 .Mar.2004 13:04:43 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

279485~ 

1.53e6Area 

.... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... ,Time 
4.00 6.00 8.00 10.00 12.00 

8.13 
10926 

3: C4 Sulfonate PFBS 

Ixc0224044, 1000 ng/L Standard 

021804AR-207 Sm (Mn, 2x3) 

I O01 

2.00 4.00 6.00 8.00 

01-Mar-2004 13:04:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

5.56e4 
Area 

,Time 
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 

3M MN01538723 

1937.0337 



Quantify Sample Report 
Study No.:LI874, Set No.:09-1804AR, Ext.Date:09-/18/04, Analyst:K.Risha 

Page 14 

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-207 
Text= 

4:C6 Sulfonate PFHS 
XC022404-6, 1000 ng/L Standard 

021804AR-207 Sm (Mn, 2x3) 
8.79 

1 O01                                         479591 

2.00 4.00 6.00 8.00 

01-Mar-2004 13:04:43 
LCIMSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

2.64e5 
Area 

.... , .... , .... ,Time 
10.00         12.00 

: C8 Sulfonate PFOS 
XC022404-6, 1000 ng/L Standard 

9.17 
021804AR-207 Sm (Mn, 2x3) 

01-Mar-2004 13:04:43 
LClMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

33473~ 

1.78e5Area 

, .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

iiii 
Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538724 

1937.0338 



Quantify S~unple Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 15 

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 I~PDES 012104 
Last mcdified~ Mon Feb 02 07~04:42 2004 
Job Code: 

Printed= Tue Mar 02 14=05=22 2004 

Name= 021804AR-208 
Text= 

i: C6 Acid PFHA 

Methanol Wash 01-Mar-2004 13:26:30 
LCIMS/MS #6 

021804AR-208 Sm (Mn, 2x3) MRMof5 Channels ES- 
8.49 313 > 269 

1001 
4987~ 2.89e4 

°/°~ ~    ~ Area 
0~ .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... ,Time 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

Methanol Wash 01-Mar-2004 13:26:30 

021804AR-208 Sm (Mn, 2x3) 

2.00 

8.97 

4.00 6.00 8.00 10.00 12.00 

LCIMS/MS #6 
MRM of 5 Channels ES- 

413 > 369 
2.55e4 

Area 

3:C4 Su]fonate PFBS 
Methanol Wash 

021804AR-208 Sm (Mn, 2x3) 

1, 

0.99 1.66 2.51 2.82 3.67 4.13 
5.73 16 

2.00 4.00 6.00 8.00 10.00 

01 -Mar-2004 13:26:301 
LC/MS/MS #~ 

MRM of 5 Channels ES- / 
10.66 299 > 99 

11.65 1.30e3 

Time! 
12.oo 

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 MN01538725 

1937.0339 



,,il 

Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 16 

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 

iJ 

,i 

Name: 021804AR-208 
Text: 

4: C6 Sulfonate PF~S 

Methanol Wash 01 -Mar-2004 13:26:30 
LC/MSIMS #6 

021804AR-208 Sm (Mn, 2x3) MRM of 5 Channels ES- 
11.76-..399 > 80 

10.00      12.00 
5: C8 Sulfonate PFOS 
Methanol Wash 01 -Mar.2004 13:26:3(~ 

LCIMS/MS 
MRM of 5 Channels ES- 

10.68      499 > 99 
021804AR-208 Sm (Mn, 2x3) 

^^^ 1039 ~ 108e3 
891u.zu ¯ "-~ /\ ~ ¯ 

0.62,_ 1.26 2.15 2.76 2.973.65 _ 548. 6.10        7.27        8.~04 ’~-~ /~ 9~68 z,.,//’~ ~ \ 

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 

3M MN01538726 

1937.0340 



Quantify sample Report 
Study No.=LI874, 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 
Method=           P=\Data\LCMSMS6\Masslynx\~luorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04~42 2004 
Job Code= 

Printed= Tue Mar 02 14=05:22 2004 

dill 

i,li 

Name: 021804AR-209 
Text: 

I: C6 Acid PFHA 

0106020 Control 01 -Mar-2004 13:48:10 
LC/MS/MS #6 

021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

0106020 Control 01-Mar-2004 13:48:10 
LC/MS/MS #6 

021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.96 413 > 369 

1001 t 
31 

2.44e4Area 

, .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
0106020 Control 

021804AR-209 Sm (Mn, 2x3) 

0.68 1.66 5.73 

01 -M ar-2004 13:48:1~ 
LCIMS/MS #~ 

MRM of 5 Channels ES- 

6610:99. 299 > 99 9.31 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538727 

1937.0341 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date;02/18/04, Analyst;K.Risha 

Page 18 

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 

0106020 Control 01 -Mar-2004 13:48:10 
LC/MS/MS #6 

021804AR-209 Sm (Mn, 2x3) MRM of 5 Channels ES- 
11.35 399 > 80 

1001 
11.~~ 3.68e3 

,.,, .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

0106020 Control 

021804AR-209 Sm (Mn, 2x3) 

1 
.120.62 

8.04 8.48 
6.52 7.04 

9.12 

01 -Mar-2004 13:48:10 
LC/MSIMS #6 

MRM of 5 Channels ES- 
10.6811.33 499 > 99 

1.07e3 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

,,1il 
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 MN01538728 

1937.0342 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 19 

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 

ii 

Ii 

Name= 021804AR-210 
Text= 

i: C6 Acid PFHA 
0106020 Spk A, 50 nglL 

021804AR-210 Sm (Mn, 2x3) 

1001 

2.00 

8.48 

4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 14:09:55 
LC/MSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

1.14e5 
Area 

2: C8 Acid PFOA 
0106020 Spk A, 50 ng/h 

021804AR-210 Sm (Mn, 2x3) 
8.98 

01-Mar-2004 14:09:55 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.09e5 
Area 

Time 
2,00 4,00 6.00 8,00 10,00 12.00 

3:C4 Sulfonate PFBS 
0106020 Spk A, 50 nglL 01-Mar-2004 14:09:55 

LC/MS/MS #6 

021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.13 299 > 99 

100~ 459~ 3.15e3 

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 

3M MN01538729 

1937.0343 



Quantify sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 20 

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 
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- 

8.77                   399 > 80 

1 
(o/l 

19631 1.20e4Area 

2.00 4.00 6.00 8.00 10.00 12.00 

5: C8 Sulfonate PFOS 

0106020 Spk A, 50 ng/L 01-Mar-2004 14:09:55 
LC/MSIMS #6 

021804AR-210 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9,15 499 > 99 

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 

3M MN01538730 

1937.0344 



Quantify Sample Report 
Study No.=LI874, Set No. z021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 21 

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 

,| 

iii 

Name= 021804AR-211 
Text= 

I: C6 Acid PFHA 
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- 

8.50 313 > 269 

1001~ 156560~ 

8.65e5Area 

%1 0/,, . . . , .... , .... , .... , . . ., .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Acid PFOA 
0106020 Spk B, 500 ng/L 

8.98 
021804AR-211 Sm (Mn, 2x3) 

11o/1 
2,00 4,00 

3:C4 Sulfonate PFBS 
0106020 Spk B, 500 ng/L 

01-Mar-2004 14:31:43 
LCIMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

150798~ 

8.39e5Ama 

,, .... , .... , .... , .... , .... , .... , .... ,Time 
6.00 8.00 10.00 12.00 

021804AR-211 Sm (Mn, 2x3) 

2.00 4.00 

8.13 

01-Mar-2004 14:31:43 
LCIMSIMS #6 

MRM of 5 Channels ES- 
299 > 99 

3.35e4 
Area 

6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538731 

1937.0345 



Ii 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext. Date=02/18/04, Analyst~K.Risha 

Page 22 

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-211 
Text= 

01 -Mar-2004 14:31:43 
LCIMSIMS #6 

MRM of 5 Channels ES- 
8.79 399 > 80 

21785~ 

1.17e5Area 

, .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

4:C6 Sulfonate PFHS 
0106020 Spk B, 500 ng/L 

021804AR-211 Sm (Mn, 2x3) 

5:C8 Sulfonate PFOS 
0106020 Spk B, 500 ng/L 

021804AR-211 Sm (Mn, 2x3) 

01-Mar-2004 14:31:43 
LC/MS/MS #1~ 

MRM of 5 Channels ES- 
9.17 499 . 99 

14546~ 

7.75e4’Area 

, .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

,11 

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 MN01538732 

1937.0346 



,j 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 23 

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-212 
Text= 

i: C6 Acid PFHA 

h1874-1 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- 
8.48 313 > 269 

........ ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... , Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Acid PFOA 
L1874-1 Spk C, 10000 nglL, DF=1000 01 -Mar-2004 14:53:29 

LC/MSIMS #6 
MRM of 5 Channels ES- 

8.96 413 > 369 

1 [i/I~ 

58403~ 

3.05e5Area 

021804AR-212 Sm (Mn, 2x3) 

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-2004LC/MS/MS14:53:291#6/ 
021804AR-212 Sm (Mn, 2x3) MRM of 5 Channels ES- / 

100n 
8.13 

2.60e3 
/ t 

4601 

Cancel[3 

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 

3M MN01538733 

1937.0347 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 24 

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-212 
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- 

1 8.77 

’ ’ ....... II ) .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-1 Spk C, 10000 ng/L, DF=IO00 

021804AR-212 Sm (Mn, 2x3) 

1001 

2.00 

9.15 
1637 

01-Mar.2004 14:53:29 
LClMSIMS #6I 

MRM of 5 Channels ES- ] 
499 > 99[ 

8.01e3 
Area 

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 

3M MN01538734 

1937.0348 



Quantify sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 25 

Sample List:    P:\Data\LC~SMS6\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 3004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

i| 

Name, 021804AR-213 
Text= 

i: C6 Acid PF}IA 
L1874-1 Spk C, 10000 ng/h, DF=100 

8.48 
021804AR-213 Sm (Mn, 2x3) 

95428~ 

01-Mar-2004 15:15:10 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.27e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Acid PFOA 
L1874-1 Spk C, 10000 nglL, DF=100 01-Mar-2004 15:15:11~ 

LC/MS/MS #t~ 
MRM of 5 Channels ES- 

8.96 413 > 369 
2.50e6 

Area 

021804AR-213 Sm (Mn, 2x3) 

2.00 

3: C4 Sulfonate PFBS 
L1874-1 Spk C, 10000 ng/L, DF=100 

4.00 6.00 8.00 10.00 12.00 

021804AR-213 Sm (Mn, 2x3) 
8.13 

01-Mar-2004 15:15:10 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

1.77e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

,ill 
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 MN01538735 

1937.0349 



Quantify Sample Report 
Study No.=L1874, Set No.=021804AR, Ext.Date=02/18/04, Analyst~K.Risha 

Page 26 

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 B-PDES 012104 
Last modified: Mon Feb 02 07=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14:05:22 2004 

i! 

,! 

,,me 

Name= 021804AR-213 
Text: 

4: C6 Sulfonate PFHS 

L1874-1 Spk C, 10000 ng/L, DF=100 

021804AR-213 Sm (Mn, 2x3) 

01-Mar-2004 15:15:1(~ 
LC/MS/MS #1~ 

MRM of 5 Channels 
8.77 399 . 80 

521~ 

2.69e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , ,-, , , , .... ,,,,, ,,~, ,\,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

51874-1 Spk C, 10000 ng/L, DF=100 01-Mar-2004 15:15:10 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.15 499 . 99 

14840-~ 7.54e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... ,, ,’,, ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-213 Sm (Mn, 2x3) 

,| 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538736 

1937.0350 



Quantify sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 

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 

,,ii 

i,li 

, I 

Name= 021804AR-214 
Text= 

i: C6 Acid PF~IA 
L1874-5 Spk D, 10000 ng/L, DF=100 

021804AR-214 Sm (Mn, 2x3) 

01-Mar-2004 15:36:48 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.48 313 > 269 

434~_ 

2.04e5Area 

~, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,?~, ,~ Time 
2.00 4.00 6.00 8.00 I0.00 12.00 

2:C8 Acid PFOA 
L1874-5 Spk D, 10000 ng/L, DF=100 

021804AR-214 Sm (Mn, 2x3) 
8.98 

01-Mar-2004 15:36:48 
LClMS/MS #~ 

MRM of 5 Channels ES- 
413 > 36£ 

38268~ 

2.20e5Area 

, , .... , .... , .... , .... , .... , .... , ,,, .... ,-:-~,, ,-, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
L1874-5 Spk D, 10000 ng/h, DF=100 0t-Mar-2004 t 5:36:48 

LClMS/MS #6 
021804AR-214 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.13 299 > 99 100t 1 43|  .ale  

0 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 

3M MN01538737 

1937.0351 



Quantify sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 28 

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\MethDS\CotGrove NPDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05=22 2004 

,,ii 

Name= 021804AR-214 
Text= 

4:C6 Sulfonate PFHS 

L1874-5 Spk D, 10000 ng/L, DF=100 

021804AR-214 Sm (Mn, 2x3) 

01-Mar-2004 15:36:48 
LC/MS/MS #1~ 

MRM of 5 Channels ES- 
8.7s 3£9 > 80 
4268~ 2.30e4 

Area 

, .... , .... , .... , .... , .... , .... , .... , : ; , , , .... ~ .... , .... ,llme 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-5 Spk D, 10000 ng/L, DF=100 

021804AR-214 Sm (Mn, 2x3) 

11/1 
.... 

01 -Mar-2004 15:36:48 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

251 

1.44e4 
Area 

. : ....... r . ~ Time 
2.00 4.00 6.00 8.00 10.00 12.00 

EA-ygen 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 MN01538738 

1937.0352 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 29 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\SampleDB\021804AR CG ACSFM 
Lest modified= Tue Mar 02 12:07:00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: MOrt Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

,m 

Name: 021804AR-215 
Text: 

: C6 Acid PFHA 

L1874-9 Spk E, 10000 ng/L, DF=100 01-Mar-2004 15:58:33 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.48 313 > 269 

107992~ 

4.90e5Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ’, Time 
2.00 4.00 6.00 8.00 I0.00 12.00 

021804AR-215 Sm(Mn, 2x3) 

2:C8 Acid PFOA 
51874-9 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- 

1 8.96 413 > 369 

00~~o 

566511 3.01e5Area 

0 .~’-~...~q" .... , .... , .... , .... ~ .... , .... , .... , .... , .... T.... ,;’ ..~,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
L1874-9 Spk E, 10000 ng/h, DF=100 

021804AR-215 Sm(Mn, 2x3) 

1°°l 
8.13 

01-Mar-2004 15:58:33 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

.48e4 
Area 

0~ "    ,- , , , , , , , , , , , , Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 

,4 

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

3M MN01538739 

1937.0353 



Quantify sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 30 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021808AR CG ACSFM 
Last modified: Tue Mar 02 12=07=00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mort Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

ii 

Name= 021804AR-215 
Text= 

4:C6 Sulfonate PFHS 
L1874-9 Spk E, 10000 ng/L, DF=100 

021804AR-215 Sm (Mn, 2x3) 
8.77 

48411 

, .... , .... ~ .... ~ .... , .... , .... , .... ~ .... , ............ ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 15:58:33 
LC/MS/MS #1~ 

MRM of 5 Channels ES- 
399 > 80 

2.51e4 
Area 

5:C8 Sulfonate PFOS 
L1874-9 Spk E, 10000 ng/L, DF=100 

021804AR-215 Sm (Mn, 2x3) 

01 -Mar-2004 15:58:33 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.15 499 > 99 

3775~ 

2.04e4Area 

, .... , .... , .... , .... , .... , .... , .... ,., .,, .... ~ .... , .... ,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 

3M MN01538740 

1937.0354 



Quantify sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 31 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\02180~AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove B-PDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

I! 

,,| 

,i,| 

Name= 021804AR-216 
Text: 

i: C6 Acid PFHA 
L1874-13 Spk F, 10000 ng/L, DF=100 01-Mar-2004 16:20:19 

LC/MS/MS 
MRM of 5 Channels ES- 

8.48 313 > 269 
44006~ 2.15e5 

Area 

.... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-216 Sm (Mn, 2x3) 

2:C8 Acid PFOA 
L1874-13 Spk F, 10000 ng/L, DF=100 

021804AR-216 Sm (Mn, 2x3) 

01.Mar-2004 16:20:19 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

390~u | 2.1 le5 
Area 

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 

021804AR-216 Sm (Mn, 2x3) 
8.14 

01-Mar-2004 16:20:191 
LC/MS/MS #~ 

MRM of 5 Channels ES- / 
299 > 99/ 

7.01e3! 
Area! 

2.00 4.00 
Time 

S.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 

3M MN01538741 

1937.0355 



Quantify Sample Report 
Study No.=L1874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 32 

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\Fluorochamicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mon Feb 02 07:04=42 2004 
Job Code= 

Printed: Tue Mar 02 14:05:22 2004 

~ame= 021804AR-216 
Text= 

4:C6 Sulfonate PFHS 
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- 

8.77 399 > 80 

0 ,~>--~-, ,, .... , .... , .... , .... , .... , .... , .... , .... , .... ,,, ,-;~-~, ~ ,-, ,~, ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-13 Spk F, 10000 ng/L, DF=100 

021804AR-216 Sm (Mn, 2x3) 

01-Mar-2004 16:20:19 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.18 499 > 99 

2526~ 

1.33e4Area 

, .... , .... , .... ~ .... , .... , .... , .... , .... ,... ~, .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

E~ygen 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 MN01538742 

1937.0356 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 33 

Sample List=    P=\Data\LCMSMSB\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= T~e Mar 02 12=07=00 2004 
Method=          P=\Data\LCMSMSB\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 

,j 

Name= 021804AR-217 
Text= 

I: C6 Acid PFHA 
L1874-17 Spk G, 10000 nglh, DF=100 

021804AR-217 Sm (Mn, 2x3) 
Ii 8.48 

01-Mar-2004 16:42:13 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
313 > 269 

3.31e5 
Area 

2.00 4.00 6.00 8.00 

2: C8 Acid PFOA 
L1874-17 Spk G, 10000 ng/h, DF=100 

, .... ,, , ~-’. ,Time 
10.00 12.00 

021804AR-217 Sm (Mn, 2x3) 
8.98 

01-Mar-2004 16:42:13 
LCIMS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

4.21e5 
Area 

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;131 

LClMS/MS #6 
021804AR-217 Sm (Mn, 2x3) MRM of 5 Channels ES- / 

100 
8.13 299 > 99/ 

~ 

5.91 e4 
Area 

°/°~ 0                                                                   --          Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538743 

1937.0357 



Quantify Sample Report 
Study No.;LI874, Set No.;021804AR, Ext. Date=02/18/04, Analyst=K.Risha 

Page 34 

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-217 
Text= 

4:C6 Sulfonate PFHS 

L1874-17 Spk G, 10000 nglL, DF=100 

021804AR-217 Sm (Mn, 2x3) 

01 -Mar-2004 16:42:13 
LC/MS/MS #6; 

MRM of 5 Channels ES- 
8.77 399 . 80 

6475~ 

3.54e4Area 

.... i .... ~ .... i .... i .... ~ .... ~ .... ~ .... i .... ~,, ,~~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-17 Spk G, 10000 ng/L, DF=100 01-Mar-2004 16:42:13 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17                  499 . 99 

5539~                
2.93e4Area 

, .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AP,-217 Sm (Mn, 2x3) 

,a 

,,1111 

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 MN01538744 

1937.0358 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext. Date=02/18/04, Analyst=K.Risha 

Page 35 

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-218 
Text= 

i: C6 Acid PFHA 
XC022404-1, 25 ng/L Standard Ol-Mar-2004 17:03:59 

LC/MS/MS #6 
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.48 313 > 269 00 
9490--~ 4.90e4 

Area 

% 

0’ ,-T~, ,, .... , .... , .... , .... , .... , .... ,,, ,-~~ ~~-"’-’~"~, Time 

2:C8 Acid PFOA 

XC022404-1, 25 ngih Standard 01-Mar-2004 17:03:50 
LClMS/MS #~ 

021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1 
8.98 413 > 369 

Area 

% 

0~T. ~., .-...-:~-~,, ~ .... , .... , .... , .... , .... , .... , .... , .... ~Time 
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 17:03:5g 

LCIMS/MS #6 
021804AR-218 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100q 
8.17 299 > 99 
283- 1.56e3 

~ 
Area 

........................ ~ .... ~ .... ~ .... ~-,,, , ~ .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

E~ygen Research, 3058 Research Dr~ve, State College, PA 16801 

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

3M MN01538745 

1937.0359 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 36 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\02180~AR 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-218 
Text : 

4:C6 Sulfonate PFHS 

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- 
8.77 3£9 > 80 

1 i/~ 

9501 

5.82e3 
Area 

0’ .... ~ .... , .... , .... , .... , .... , .... , .... , ............ , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-1, 2,5 ng/L Standard 

021804AR-218 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 17:03:5g 
LC/MS/MS 

MRM of 5 Channels ES- 
9.16                    499 > 99 

783--~                  4.75e3 

~_~ 
Area 

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 MN01538746 

1937.0360 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst~K. Risha 

Page 37 

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 

,,i Name: 021804AR-219 
Text= 

I: C6 Acid PFHA 

L1874-1, DF=1000 01-Mar-2004 17:25:38 
LC/MSlMS #6 

021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

11/1~ 
16~ 

7.91e4Ama 

0r, ,~,,, .... , .... , .... , .... ~ .... , .... ,... , ~ ,Time 
2.00          4.00 6.00 8.00 10.00 12.00 

01-Mar.2004 17:25:38 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

2:C8 Acid PFOA 

L1874-1, DF=1000 

021804AR-219 Sm(Mn, 2x3) 

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 
LClMS/MS #6 

021804AR-219 Sm (Mn, 2x3)                                                MRM of 5 Channels ES- 
1 i(~~~      8.13~2992"78e3Area > 99 

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 

3M MN01538747 

1937.0361 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 38 

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 

ii 

Name= 021804AR-219 
Text= 

4: C6 Su~ifonate PFHS 

L1874-1, DF=I000 01-Mar-2004 17:25:38 
LCiMS/MS #6 

021804AR-219 Sm (Mn, 2x3) MRM of 5 Channels ES- 

11/~(~ 

~ ~ )9>80 

8.77 /~ 3.83e3 
Area 

0! .... , .... ~ .... , .... ~ .... , .... ~ ........ ~ .... , .... , .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-1, DF=1000 

021804AR-219 Sm (Mn, 2x3) 

100l 

%01 .... 

01-Mar-2004 17:25:38 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17                     499 > 99 
1676~                9.54e3 

~ 
Area 

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 

3M MN01538748 

1937.0362 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 39 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0218D4AR 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-220 
Text= 

i: C6 Acid PFHA 

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- 
8.48 313 > 269 

1 i/l...._- 
14822~ 7.09e4 

Area 

0r.~l .... ~ .... ~ .... ~ .... ~ .... ~ .... i .... ~ .... ~ .... i .... ~/Ime 
2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 17:47:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

1001 
83304~ 

4.45e5Area 

0~...q .... ~ .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... ,Time 

2: C8 Acid PFOA 
L1874-1 Rep, DF=1000 

021804AR-220 Sm(Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate DFBS 
L1874-1 Rep, DF=1000 01 -Mar-2004 17:47:24 

LClMS/MS #6 
021804AR-220 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’’ 
8.15 299 > 99 

3.25e3 
Area 

0 ........ ~ .................... , .... ~ .... , .... [ .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

¸1| 
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 MN01538749 

1937.0363 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 40 

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\Fluorochamicals.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-220 
Text~ 

4:C6 Sulfonate PFHS 
L1874.1 Rep, DF=1000 

021804AR-220 Sm(Mn, 2x3) 

1 8.79 
343 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1874-1 Rep, DF=1000 

01 -Mar-2004 17:47:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
> 80 

2.97e3 
Area 

Time 
12.00 

021804AR-220 Sm (Mn, 2x3) 
9.17 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 17:47:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

8.54e3 
Area 

E~ygen 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 MN01538750 

1937.0364 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 41 

Sample List:    P=\Data\LCMSMS6\Masslynx\F1uorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12:07:00 2004 
Msthod:          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 

I| 

i,i| 

Name= 021804AR-221 
Text= 

i: C6 Acid PFHA 

h1874-2, DF=1000 01 -Mar-2004 18:09:04 
LC/MS/MS #6 

021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

11/1.~_ 

144221 7.06e4Area 

0r, ’ "7-JT-~’ ~ .... i .... i .... ~ .... ~ .... ~ .... i .... ~ .... ~ .... ~ .... i .... ~/Ime 
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 
LClMS/MS #6 

021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

1001 
79997~ 

4.25e5A~a 

0I~’,, ,~ .... , .... ~ .... ~ .... , .... , .... ~ .... ~ .... , .... , .... , .... ,Time 
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 
LClMS/MS #6 

021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1~ 8.13 299 > 99 

uu-~ 828~ 4.19e3 

t I 
Area 

0 ,~,, ,,~-,~, ,,,, ,, ,,,,,,, ,, .... , .... , .... , .... , .... , .... , .... ,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 

3M MN01538751 

1937.0365 



|! 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 42 

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 IqPDES 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 

L1874-2, DF=1000 01-Mar-2004 18:09:04~ 
LC/MS/MS #8 

021804AR-221 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’o/0~ 

8.79 
282 

0’ .... , .... , .... , .... , .... , .... , ........ , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-2, DF=1000 

021804AR-221 Sm (Mn, 2x3) 

01-Mar-2004 18:09:04 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 
1715~ 9.34e3 

~ 
Area 

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 

3M MN01538752 

1937.0366 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 43 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12=07=00 2004 
Method:          P=\Data\LCMSMSe\Masslynx\Fluoroche~licals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04=42 2004 
Job Code= 

Printed: Tue Mar 02 14:05:22 2004 

,i 

i 

Name= 021804AR-222 
Text: 

i: C6 Acid PFHA 

L1874-I, DF=I00 01-Mar-2004 18:30:41 
LC/MS/MS #6 

021804AR-222 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 2691 

100~ 140040~ 6.54e5 

~ I 
Area 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-1, DF=100 

021804AR-222 Sm (Mn, 2x3) 

01-Mar-2004 18:30:41 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

861773~ 

4.60e6Area 

.... , .... , .... , .... , .... ~ .... , .... , .... , .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-1, DF=100 

021804AR-222 Sm (Mn, 2x3) 
8.15 

2.0{3 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 18:30:41 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.17e4 
Area 

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 MN01538753 

1937.0367 



Quantify Sample Report 
Study No..’L1874, Set No. =021804AR, Ext.Date=09./18/04, Analyst:K.Risha 

Page 44 

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: Mun Feb 02 07=04:42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

II 

ii 

Name, 021804AR-222 
Text= 

4:C6 Su]fonate PFHS 

L1874-1, DF=I00 

021804AR-222 Sm (Mn, 2x3) 

1, 8.79 

01-Mar-2004 18:30:41 
LCIMSlMS #6 

MRM of 5 Channels ES- 
399 > 80 

2.25e4 
Area 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 
L1874-1, DF=100 

Time 
12.00 

01-Mar-2004 18:30:41 
LC/MS/MS #61 

MRM of 5 Channels ES- 
9.17                      499 > 99 

19182~                  9.90e4Area 

.... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-222 Sm (Mn, 2x3) 

1001 

°/°01 

i| 

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 

3M MN01538754 

1937.0368 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 45 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluoroohemicals.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-223 
Text= 

i: C6 Acid PFHA 
51874-1 Rep, DF=100 01-Mar-2004 18:52:24 

LC/MS/MS #6 
021804AR-223 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.48 313 > 269 

100-~%~.~ 
1246£3~ 

5.53e5Area 

0 .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~,, .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 18:52:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

795457~ 

4,Area14e6 

,’-r .... , .... , .... ~ .... , .... , .... , .... , .... , .... r .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
L1874-1 Rep, DF=100 

021804AR-223 Sm (Mn, 2x3) 

3: C4 Sulfonate PFBS 
L1874-1 Rep, DF=I00 

021804AR-223 Sm (Mn, 2x3) 

01 -Mar-2004 18:52:24 
LC/MS/MS #6 

MRM of 5 Channels E$- 
8.15 299 > 99 

3.02e4 
Area 

., .... , .... , .... , .... , .... , .... , .... ,Time 
6.00 800 10.00 12.00 2.00 4.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538755 

1937.0369 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 46 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\02180~AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Men Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

Name= 021804AR-223 
Text= 

4:C6 Sulfonate PFHS 
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- 

8.79 399 > 80 

11/1 

3426 

1.90e4Area 

__ J 
0~.’.. ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~Time 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 18:52:24 
LClMS/MS #t~ 

MRM of 5 Channels ES- 
9.17 499 > 99 

18063~ 

9,26e4Area 

, .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-1 Rep, DF=100 

021804AR-223 Sm (Mn, 2x3) 

100l 

%0t .... 

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 MN01538756 

1937.0370 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext. Date:02/18/04, Analyst=K.Risha 

Page 47 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\02180~AR 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 

,Iii 

Name: 021804AR-224 
Text: 

i: C6 Acid PFHA 

L1874-2, DF=100 

8.48 
021804AR-224 Sm (Mn, 2x3) 

1198131 

01-Mar-2004 19:14:11 
LC/MS/MS #~ 

MRM of 5 Channels ES- 
313 > 269 

5.13e5 
A~a 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-2, DF=100 01 -Mar-2004 19:14:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98                     413 > 369 

723536 A                  3.71 e6 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-224 Sm (Mn, 2x3) 

8.15 

3:C4 Sulfonate PFBS 

L1874-2, DF--100 

021804AR-224 Sm (Mn, 2x3) 

01-Mar-2004 19:14:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

~ 
2.69e4 

Area 

......... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,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 

3M MN01538757 

1937.0371 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 48 

Sample List:    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method:           P:\Data\LCMSMS6\Masslynx\Fluorochem~cals.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-224 
Text= 

4:C6 Sulfonate PFHS 

L1874-2, DF=100 

021804AR-224 Sm (Mn, 2x3) 

1( 8.79 

01-Mar-2004 19:14:11 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

1.71e4 
Area 

2.00 4.00 6.00 8.00 10.00 

5:C8 Sulfonate PFOS 

L1874-2, DF=100 

Time 
12.00 

01-Mar-2004 19:14:11 
LClMS/MS #6: 

MRM of 5 Channels ES- 
9.17 499 . 99 

14576~ 

7.37e4Area 

, .... , .... , .... , .... i .... ~ .... , .... ~ .... , .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-224 Sm (Mn, 2x3) 

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 MN01538758 

1937.0372 



Quantify Sample Report 
Study No.:LI874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 49 

Sample List=    P=\Data\LCMSMS6\Masslynx\P1uorochemicals.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-225 
Text~ 

i: C6 Acid PFHA 

L1874-1, DF=10 

021804AR-225 Sm (Mn, 2x3) 
8.48 

1001%t 
1033206~ ot 

01-Mar-2004 19:35:56 
LC/MS/MS #6 

MRM of 5 Channels 
313 > 269 

5.00e6 
A~a 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 19:35:56 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

6495789~ 

3.46e7Area 

.... , .... , .... , .... ~ .... ~ .... i .... , .... ~ .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-1, DF=10 

021804AR-225 Sm (Mn, 2x3) 

3:C4 Sulfonate PFBS 

L1874-1, DF=10 

021804AR-225 Sm (Mn, 2x3) 

1, 
8.15 

01-Mar-2004 19:35:5~ 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2.83e5 
A~a 

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 

3M MN01538759 

1937.0373 



Quantify Sample Report 
Study No.=LIS?4, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 50 

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\Pluorochemicals.PRO\Me~hDB\CotGrove NPDES 012104 
Last modifi~d~ Mon Feb 02 07=04~42 2004 
Job Code: 

Printed: Tue Mar 02 14=05:22 2004 

Name= 021804AR-225 
Text= 

4:C6 Sulfonate PFHS 

L1874-1, DF=10 

021804AR-225 Sm (Mn, 2x3) 

01-Mar-2004 19:35:51] 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.79                    399 > 80 

31174~    
1"71e5;/Areai 

’"’ i.~6’’’’’’ ’~,.~d’’’’’’’ ~.bd’’’’’’’ ~.~’’’’’’ ’1’oi0o’ ’ ’ ’ ’ ’ ’1’2:o~me 
5:C8 Sulfonate PFOS 

L1874-1, DF=10 

021804AR-225 Sm (Mn, 2x3) 
9.17 

0! .... 

01-Mar-2004 19:35:56 
LC/MSIMS #6 

MRM of 5 Channels ES- 
499 > 99 

7.64e5 
A~a 

2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Dr~ve, State College, PA 16801 

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

3M MN01538760 

1937.0374 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 51 

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-226 
Text: 

1: C6 Acid PF~IA 

L1874-1 Rep, DF=10 01-Mar-2004 19:57:43 
LCIMS/MS #~ 

MRM of 5 Channels ES- 
8.48 313 > 269 

1014366~ 

4.94e6Area 

, .... , .... , .... ~ .... , .... ~ .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-226 Sm(Mn, 2x3) 

2:C8 Acid PFOA 
L1874-1 Rep, DF=10 

021804AR-226 Sm (Mn, 2x3) 

01 -Mar-2004 19:57:43 
LClMS/MS #e 

MRM of 5 Channels ES- 
8.98 413 > 369 

6209222~ 

3.28e7Area 

, .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

8.13 

3:C4 Sulfonate PFBS 
L1874-1 Rep, DF--10 

021804AR-226 Sm (Mn, 2x3) 

01-Mar-2004 19:57:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

76627~11~ 

2.95e5Area 

, .... , .... ~ .... , .... , .... , .... , .... , .... , .... , .... ~ .... ,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 

3M MN01538761 

1937.0375 



,J 

Quantify sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 52 

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 I~PDES 012104 
Last modified: Mon Feb 02 0?=04=42 2004 
Job Code= 

Printed: Tue Mar 02 14=05:22 2004 

,,4 

Name~ 021804AR-226 
Text~ 

4:C6 Sulfonate PFHS 
L1874-1 Rep, DF=10 

021804AR-226 Sm (Mn, 2x3) 

01-Mar-2004 19:57:43 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.79 3£9 > 80 

31180-~ 1.69e5 

1 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... ~ .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-1 Rep, DF=10 01-Mar-2004 19:57:43 
LClMS/MS 

021804AR-226 Sm (Mn, 2×3) MRM of 5 Channels ES- 
9.17 499 > 99 

11! 

150296~ 

7.48e5Area 

0~ .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538762 

1937.0376 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 53 

Sample List=    P:\Data\LCMSMS6\Masslynx\F1uorochemicals.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: Mort Feb 02 07=04=42 2004 
Job Code: 

Printed: Tue Mar 02 14=05=22 2004 

,ii! 

Name= 021804AR-227 
Text~ 

i: C6 Acid PFKA 

L1874-2, DF=10 01-Mar-2004 20:19:24 
LC/MS/MS#6 

MRM of 5 Channels ES- 
8.50 313 > 269 

1042865~ 

5.02e6Area 

.... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ,Time 
4.00 6.00 8.00 10.00 12.00 

021804AR-227 Sm(Mn, 2x3) 

2.00 

01-Mar-2004 20:19:24 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

6243043~ 

3.30e7Area 

.... i .... i .... i .... i .... ~ .... , .... i .... i .... ~ .... i .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Acid PFOA 

L1874-2, DF=10 

021804AR-227 Sm (Mn, 2x3) 

: C4 Sulfonate PFBS 

L1874-2, DF=10 

021804AR-227 Sm (Mn, 2x3) 

1 8.15 

01-Mar-2004 20:19:24 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

2.91e5 
Area 

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 

3M MN01538763 

1937.0377 



i 

,ii 

Quantify sample Report 
Study No. aLl874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 54 

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 mod±fied= Mon Feb 02 07104:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05=22 2004 

if,! 
Name: 021804AR-227 
Text: 

4:C6 Su~fonate PFHS 

L1874-2, DF=10 

021804AR-227 Sm (Mn, 2x3) ’ o% 8. 9 
~ 

32887 

0r , , ,, .... , .... ~ .... ~ .... ~ .... , .... , .... ~ .... , .... , .... ~ .... -,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

01 -Mar-2004 20:19:24 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

1.77e5 
Area 

5:C8 Sulfonate PFOS 

L1874-2, DF=10 

021804AR-227 Sm (Mn, 2x3) 

01-Mar-2004 20:19:24 
LCIMS/MS #1~ 

MRM of 5 Channels ES- 
9.17 499 > 99 

126270~ 

6.23e5Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

~t 

,,1| 

I,iltli 
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 MN01538764 

1937.0378 



,ii 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 55 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0218D4AR 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 

,i! 
~ame~ 021804AR-228 
Text= 

i: C6 Acid PFHA 

L1874-3, DF=I000 01-Mar-2004 20:41:16 
LCIMS/MS #6 

021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

0 r,’--~’-:,,i,-~---,= .... i .... i .... i .... i .... ,’’ "i i ............ Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-3, DF=1000 

021804AR-228 Sm (Mn, 2x3) 

1 O01 

°/°~ 
2.00 4.00 

8.98 

01 -Mar-2004 20:41:1t~ 
LCIMS/MS #~ 

MRM of 5 Channels ES- 
413 > 369 

4.32e5 
Area 

Time 
6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-3, DF=1000 01-Mar-2004 20:41:16 
LC/MS/MS #6 

021804AR-228 Srn (Mn, 2x3) MRM of 5 Channels ES- 
8.15 299 > 99 

100~ 987 4.28e3 
Area 

.................... i .... i .... i .... i .... i .... , .... i .... i, 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 

3M MN01538765 

1937.0379 



Quantify Sample Report 
Study No.=LI874, Set No.,021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page ~6 

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\Fluoroch~nicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=~2 2004 

,i 

Name= 021804AR-228 
Text= 

4:C6 Sulfonate PFHS 

L1874-3, DF=1000 01-Mar-2004 20:41:16 
LC/MS/MS #6 

021804AR-228 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1 
8.79 399 > 80 

~rea 

% 

0~, , .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-3, DF=1000 

021804AR-228 Sm (Mn, 2x3) 

01-Mar-2004 20:41:16 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17                 499 > 99 
1869~                 1.02e4 

~ ,~ Area 

2.00 4.00 6.00 8.00 10.00 12.00 

EA-ygen 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 MN01538766 

1937.0380 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 57 

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 

i 

Name= 021804AR-229 
Text: 

: c6 Acid PFHA 

L1874-3, DF=100 

8.48 
021804AR-229 Sm (Mn, 2x3) 

00 

% 

01-Mar-2004 21:03:02 
LCIMSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

144063~                   
6.57e5Area 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-3, DF=100 

021804ARo229 Sm (Mn, 2x3) 

11 8.98 

709181~ 

01 -Mar-2004 21:03:02 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

3.76e6 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

8.15 

3:C4 Sulfonate PFBS 

L1874-3, DF=I00 

021804AR-229 Sm (Mn, 2x3) 

01-Mar-2004 2t:03:02 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

3.59e4 
Area 

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 

3M MN01538767 

1937.0381 



Quantify sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 58 

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 

,ii 

Name: 021804AR-2~9 
Text= 

01-Mar-2004 21:03:02 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.70                           399 > 80: 

7851~                
4.43e4~rea 

, .... , .... , .... , .... , .... , .... , .... , .... , .... ,.. ~, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

4:C6 Sulfonate PFHS 

L1874-3, DF=100 

021804AR-229 Sm (Mn, 2x3) 

01-Mar-2004 21:03:02 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

14776~ 

7.55e4Area 

2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-3, DF=100 

021804AR-229 Sm (Mn, 2x3) 

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 MN01538768 

1937.0382 



Quantify Sample Report 
Study No. :L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 59 

Sample List=    P=\Data\LCMSMS6\Masslynx\Pluorochemicals.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 
Lest modified= Mon Feb 02 07=04=42 2004 
Job Code= 

Printed: Tue Mar 02 14=05=22 2004 

Name= 021804AR-230 
Text= 

01-Mar-2004 21:24:51 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8,50 313 > 269 

4361 

1.94e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

i: C6 Acid PFHA 

h1874-4, DF=1000 

021804AR-230 Sm (Mn, 2x3) 

8.98 

107195~ 

: C8 Acid PFOA 

L1874-4, DF=1000 

021804AR-230 Sm (Mn, 2x3) 

1 O0! 

0L ~ , , ,--]" .... 

2.00 

01-Mar-2004 21:24:51 
LC/MSIMS #6 

MRM of 5 Channels ES- 
413 > 369 

5.60e5 
Area 

4.00 6.00 8.00 10.00 12.00 

: C4 Sulfonate PFBS 

L1874-4, DF=1000 

021804AR-230 Sm (Mn, 2x3) 
8.17 

01-Mar-2004 21:24:51 
LC/MSlMS #6 

MRM of 5 Channels ES- 
299 > 99 

1,15e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

ii 
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 MN01538769 

1937.0383 



,J 

,# 

Quantify Sample Report 
Study No.:L1874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 60 

Saunple List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Ma~ 02 12=07=00 2004 
Method:          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mon Fe~ 02 07:04:42 2004 
Job Code: 

Printed= Tue Mar 02 14:05:22 2004 

,| 

Name: 021804AR-230 
Text: 

4:C6 Sulfonate PFHS 

L1874-4, DF=1000 

021804AR-230 Sm (Mn, 2x3) 

1’o/! 

01-Mar-2004 21:24:51 
LClMS/MS #6 

MRM of 5 Channels ES- 
8.79 399 > 80 

5292L 
.~,2.95e4Area 

2.00 4.00 6.00 8.00 10.00 12.00 

9.17 

5:C8 Sulfonate PFOS 

L1874-4, DF=1000 

021804AR-230 Sm (Mn, 2x3) 

0/ .... 

01-Mar-2004 21:24:51 
LCIM$1MS #6 

MRM of 5 Channels ES- 
499 > 99 

4695~ 

2.50e4Area 

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 

3M MN01538770 

1937.0384 



Quantify Sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date.’02/18/04, Analyst:K.Risha 

Page 61 

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\Fluorochenticals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

li 

,ii 

Name= 021804AR-231 
Text~ 

i: C6 Acid PFHA 

XC022404-2, 50 ng/h Standard 01-Mar-2004 21:46:40 
LClMS/MS 

021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels 
8.48 313 > 269 

1�I/! 

1 7096~ 7.97e4 
Area 

0~~,, .... , .... , .... , .... , .... ,,,, 7, .... , .... , .... , .... , ime 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 
XC022404-2, 50 ng/L Standard 01-Mar-2004 21:46:40 

LCIMSIMS #6 
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.98 413 > 369 

1001%~ 
239~L 

1.30e5Area 

0~, ’ I .... I .... I .... I .... I .... I .... I- - ~ ,, .... ,,,, ,"-, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
XC022404-2, 50 ng/L Standard 

021804AR-231 Sm (Mn, 2x3) 
8.13 II                                                            295 

01 -Mar-2004 21:46:41~ 
LCIMS/MS 

MRM of 5 Channels ES- 
299 > 99 

1.89e3 
Area 

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 

3M MN01538771 

1937.0385 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 

S~mple List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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-231 
Text= 

4: C6 Sulfonate PFHS 
XC022404-2, 50 nglL Standard 

021804AR-231 Sm (Mn, 2x3) 

2.00 4.00 6.00 

01-Mar-2004 21:46:40 
LC/MSIMS #6 

MRM of 5 Channels E8- 
8.77 399 > 80 

.... ~ .... ~ .... ~ .... ~ .... ,Time 
8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-2, 50 ng/h Standard 01-Mar-2004 21:46:40 

LC/MS/MS #6 
021804AR-231 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1 ~ 
1l 9.00e3 

00 
9.15 499 > 99 

Area 

% 

0, ,r~7~, ,, ,-,, , ,,,, .... -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 

3M MN01538772 

1937.0386 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 63 

Saunple 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.PR0\MethDB\CotGrove NPDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05=22 2004 

,m Name: 021804AR-232 
Text= 

i: C6 Acid PFHA 

L1874-5 

021804AR-232 Sm (Mn, 2x3) 

11o/! 
2.00 4.00 6.00 

01-Mar-2004 22:08:21 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.50 313 > 269 

25723~ 

1.45e5Area 

.... , .... , .... , .... , .... "" Time 
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- 

100 413 > 369 

8.98 Area 

%!/’. / 

1970 

0-r, ,’?", , .... , .... , .... , .... , .... , ........................ Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C4 Sulfonate PFBS 

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 

Area 
8.13 

u’ .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... ,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 

3M MN01538773 

1937.0387 



,| 

Quantify Sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 64 

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\~luorochemicals.PRO\Me~hD~\CotGrove N~DES 012104 
Last modified: Mon Feb 02 0?=04=42 2004 
Job Code: 

Printed: Tue Mar 02 14=05=22 2004 

,J 

Name= 021804AR-232 
Text= 

: C6 Sulfonate PFHS 
L1874-5 

021804AR-232 Sm (Mn, 2x3) 

100~ 0.14 

3.84 6,94 7.82 

01-Mar-2004 22:08:21 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

11.15    2.64e3 

9.61 
9.13 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-5 01 -Mar-2004 22:08:21 
LC/MS/MS #6 

021804AR-232 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 0.77-.~’04 
499 > 99 

2.92e3 

7.07 8.03 11. ,7 1.75 
0’1,    , ,, .... , .... , .... , .... , .... ~ .... , .... , .... , ..... , .... ,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 

3M MN01538774 

1937.0388 



,| 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 65 

Sample List:    P:\Data\LCMSMS6\Masslynx\F1uorochemlcals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method:           P:\Data\LCMSMS6\Masslynx\Pluorochemicals.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: 

01-Mar-2004 22:30:05 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.48 313 > 269 

24623L__ 1.38e5Area 

.... = .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~....~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

i: C6 Acid PFHA 
L1874-5 Rep 

021804AR-233 Sm (Mn, 2x3) 

1 O01 

2: C8 Acid PFOA 
L1874-5 Rep 01-Mar-2004 22:30:05 

LClMS/MS #6 
021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 413 > 369 

8.98 Area 

%1.~ / 
22!2, ~- 

0I, .’:~.., .... ~ .... , .... , .... , .... ~ .... , .... , ........ , .... , .... \, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-5 Rep 

021804AR-233 Sm (Mn, 2x3) 

8.13 
571 

01-Mar-2004 22:30:05 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

7.38e3 
Area 

Time 
2.00 4.00 8.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538775 

1937.0389 



ii 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 66 

Sample List=    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12=07:00 2004 
Method:          P=\Data\LCMSMS6\Masslynx\Pluorochemicals.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= 

~: C6 Sulfonate PFHS 
!L1874-5 Rep 

021804AR-233 Sm (Mn, 2×3) 

1( 

0.12 

1.53 2.18 
3.49 3.88 7.21 

/~ ~5.15 6.19 

01-Mar-2004 22:30:05 
LC/MS/MS #6 

MRM of 5 Channels ES- 
11.02 11.45399 > 80 

9.64       \       1.52e3 

8.75 9.21 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-5 Rep 01 -Mar-2004 22:30:05 
LC/MS/MS #6 

021804AR-233 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1~ 
0.76 499 > 99 

0.93 3.41e3 

9.15 

4.90 7.30 

2.00 4.00 6.00 8.00 10.00 
Time 

12.00 

i| 

E~ygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538776 

1937.0390 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext. Date=02/18/04, Analyst~K.Risha 

Page 67 

sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modi£ied= Tue Mar 02 12=07=00 2004 
Method=           P=\Da~a\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 0?=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

,,| 

Name= 021804AR-234 
Text= 

i: C6 Acid PFHA 
L1874-6 01 -Mar-2004 22:51:57 

LC/MS/MS #1] 
021804AR-234 Sm (Mn, 2x3} MRM of 5 Channels ES- 

8.50 313 > 269 

11! 221 1.21e5Area 

0-~~ .... , .... I ’ ’’ ’ I’ ’              ’ ’     ,     ’ ’ ’ ’        ,’ ’’ ;                 I ....... ~ ~              I ’ ’ ’ ’ , ’ ’ ’                "1 Time 
2.00 4.00 8.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-6 01 -Mar-2004 22:51:571 
LC/MS/MS #6[ 

021804AR-234 Sm (Mn, 2x3) MRM of 5 Channels ES- / 
413 > 369! 

1(i/~ 
I 

3.74~ 

9.00 Area 

2524 

,1, 
0I, ,’~,, ~ .... ~ .... , .... , .... , .... ~ .... , .... , ........ ~ .... ~ .... ,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 

Area 

%1 
/I, 8.13 

267 

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 

3M MN01538777 

1937.0391 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 68 

Samiple 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\Fluoroch~nicals.PRO\MethDB\CotGrove NPDES 012104 
Last modiEied; Mon Feb 02 07:04;42 2004 
Job Code; 

Printed= Tue Mar 02 14:05:22 2004 

illl 

,| 

Name= 021804AR-234 
Text= 

4:C6 Sulfonate PFHS 

L1874-6 01-Mar-2004 22:51:57 
LC/MS/MS #t~ 

021804AR-234 Sm (Mn, 2×3) MRM of 5 Channels ES- 

100~ 9.56 11 11.43399 > 80 
1.54e3 

9. ! 10.46~ 
0.14                                                                                         ~            r 

%                2 45 3 09      3 92           6 01                8.42 /       r 

.... , .... , .... , .... , .... , .... , .... , .... r ~, , r,, , ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 
L1874-6 

021804AR-234 Sm (Mn, 2x3) 
1.03 

q 

9.17 

01-Mar-2004 22:51:57 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

2.18e3 

10.44 10.87 11.71 

4.34 6.11 8.58 ~/~ 

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 

3M MN01538778 

1937.0392 



Quantify Sample Report 
Study No.:LI874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 69 

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 0?:04=42 2004 
Job Code= 

Printed: Tue Mar 02 14=05:22 2004 

,i 

Name= 021804AR-235 
Text= 

i: C6 Acid PFHA 

L1874-7, DF=100 

021804AR-235 Sm (Mn, 2x3) 

2.00 4.00 6.00 

8.48 
32042 

01-Mar-2004 23:13:45 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.37e5 
Area 

2:C8 Acid PFOA 

L1874-7, DF=100 01-Mar-2004 23:13:45 
LC/MS/MS #6 

021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

1 i~ 

32558~ 

1.77e5Area 

, , , , ,    , , , ~ , , , ,    , , ,~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Su~fonate PFBS 

L1874-7, DF=I00 01-Mar-2004 23:13:41 
LCIMS/MS #6 

021804AR-235 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.13 299 > 99 

1 
~i/! 

1309-~ 7.44e3 

~ 
Area 

0~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

.,ill 
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 MN01538779 

1937.0393 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 70 

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\Fluorochemlcals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 0?=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

Name= 021804AR-235 
Text= 

4:C6 Sulfonate PFHS 

L1874-7, DF=100 

021804AR-235 Sm (Mn, 2x3) 

1(o/l 

8.77 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 23:13:45 
LC/MS/MS #6 

MRMof5 Channels ES- 
399 > 80 

2.41e4 
Ama 

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- 

i/1 9.1~,~     
499 > 99 

10 
329 1.80e4 

Area 

0-~’-,, ,, .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... ~, ~ ,~-7~, ,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 
HENNEPIN COUNTY DISTRICT COURT, NO. 27-CV-10-28862 

3M MN01538780 

1937.0394 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 71 

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\Fluorochamicals.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 
Text= 

I: C6 Acid PFHA 

51874-8, DF=1000 

021804AR-236 Sm (Mn, 2x3) 

1001 

2.00 4.00 6.00 

01-Mar-2004 23:35:30 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.48 313 > 269 

2~L~ 

1.08e5 
Area 

.... ~ .... ~ .... ~ .... , .... ,Time 
8.00 10.00 12.00 

01-Mar-2004 23:35:30 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

2: C8 Acid PFOA 

L1874-8, DF=1000 

021804AR-236 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

Lt874-8, DF=I000 

021804AR-236 Sm(Mn, 2x3) 
8.15 

1.                                                                            1 

01-Mar-2004 23:35:31~ 
LCIMS/MS 

MRM of 5 Channels ES- 
299 > 99 

6.26e3 
Area 

2.00 4.00 6.00 8.00 10.00 
Time 

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 

3M MN01538781 

1937.0395 



,4 
Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 72 

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 k-PDES 012104 
Last modified; Mon Feb 02 0?=04:42 2004 
Job Code: 

Printed= Tue Mar 02 14:05:22 2004 

Name= 021804AR-236 
Text: 

4:C6 Sulfonate PFHS 

L1874-8, DF=1000 01-Mar-2004 23:35:30 
LC/MS/MS #6 

021804AR-236 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.79 399 > 80 
3747 1.99e4 

Area 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 23:35:30 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

2827~ 

1.49e4Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... ,,     ,, .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-8, DF=1000 

021804AR-236 Sm (Mn, 2x3) 

11/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 

3M MN01538782 

1937.0396 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 73 

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 0?:04:42 2004 
Job Code= 

Printed: Tue Mar 02 14=05:22 2004 

Name= 021804AR-237 
Text= 

i: C6 Acid PFHA 
XC022404-3, 100 ng/L Standard 

021804AR-237 Sm (Mn, 2x3) 
8.48 

2.00 4.00 6.00 8.00 10.00 12.00 

01-Mar-2004 23:57:17 
LC/MSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

1.38e5 
Area 

2: C8 Acid PFOA 
XC022404-3, 100 ng/L Standard 01 -Mar-2004 23:57:17 

LC/MSIMS #6 
MRM of 5 Channels ES- 

8.98 413 > 369 
29987| 1.71e5 

L 
Area 

, .... , .... , .... , .... r .... , .... T’-’’’, .... , .... , .... ~ Time 
4.00 6.00 8.00 10.00 12.00 

021804AR-237 Sm (Mn, 2x3) 

2.00 

3:C4 Sulfonate PFBS 

XC022404-3, 100 ng/L Standard 

021804AR-237 Sm (Mn, 2x3) 

1, 8.15 

01-Mar-2004 23:57:17 
LCIMS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

4.24e3 
Area 

2.00 4.00 6.00 8.00 
Time 

10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538783 

1937.0397 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 74 

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\Pluorochamicals.PRO\MethDB\CotGrove NPD~S 012104 
Last modified= Mon Feb 02 07=04=42 2004 
Job Code~ 

Printed= Tue Mar 02 14=05=22 2004 

Name~ 021804AR-237 
Text~ 

4:C6 Sulfonate PFHS 
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- 

8.79 399 > 80 
409~ 2.27e4 

o/ol 

Area 

0 ,--~--~-, ,, .... , .... , .... , .... , .... , .... , .... , ~~ ...... , ,,~, ~,, ,~-~,, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
XC022404-3, 100 ng/L Standard 

021804AR-237 Sm (Mn, 2x3) 

01 -Mar-2004 23:57:17 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

~ 
1.76e4 

Area 

.... , .... , .... , .... r .... , ,,, ,-~ ":,,,, .... , .... , .... , .... , .... "~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 

3M MN01538784 

1937.0398 



,,Ii 

Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07=00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Pluorochemicals.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-238 
Text: 

i: C6 Acid PFHA 

51874-9, DF=100 

021804AR-238 Sm (Mn, 2x3) 
8.48 

60053~ 

02-Mar-2004 00:19:00 
LC/MSlMS #6 

MRM of 5 Channels ES- 
313 > 269 

3.00e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-9, DF=100 02-Mar-2004 00:19:00 
LC/MS/MS #6 

021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

10~ 21378~ 1.19e5 
Area 

% 

.... , .... , .... , .... , .... , .... ~ .... , , ,, .... ,,,, ,~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 00:19:01: 
LC/MS/MS #e 

MRM of 5 Channels ES- 
8.15 299 > 99 

2.81e4 
Area 

.... ~ .... , .... ~ .... , .... , .... , .... , .... ~ .... , .... , .... ~ Time , 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-9, DF=100 

021804AR-238 Sm (Mn, 2x3) 

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 

3M MN01538785 

1937.0399 



Quantify Sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 76 

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-238 
Text= 

4:C6 Sulfonate PFHS 

L1874-9, DF=100 02-Mar-2004 00:19:00 
LC/MS/MS #6 

021804AR-238 Sm (Mn, 2x3) MRM of 5 Channels ES- 

10 
809-~ 5.51e3 

_~ 

.Area 

0 ’ .... ] ~ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ’ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-9, DF=100 

021804AR-238 Sm (Mn, 2x3) 
9.17 

02-Mar-2004 00:19:00 
LCIMS/MS#6 

MRM of 5 Channels ES- 
499 > 99 

5.98e3 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538786 

1937.0400 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 77 

Sample List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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 

,m 

Name: 021804AR-239 
Text: 

i: C6 Acid PFHA 

L1874-9 Rep, DF=100 

021804AR-239 Sm (Mn, 2x3) 

1’o/! 
2.00 4.00 

8.50 
712! 

02-Mar-2004 00:40:5C 
LCIMSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

3.08e5 
Area 

Time 
6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

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/1 
9.00 413 > 369 10 

21361-~ 1.21e5 
Area 

0 ’ ,--~’~-’~-, ,, , , , ,’~ , , ~ , , , , , , , , , , Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Su~[fonate PFBS 
L1874-9 Rep, DF=t00 

021804AR-239 Sm (Mn, 2x3) 

1’o/l 

02-Mar-2004 00:40:51~ 
LCIMS/MS 

MRM of 5 Channels ES- 
8.15 299 > 99 

2.55e4 
Area 

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 

3M MN01538787 

1937.0401 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 78 

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 0?=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14:05=22 2004 

,| 

,j 

Name= 021804AR-239 
Text= 

4:C6 Sulfonate PFHS 

L1874-9 Rep, DF=100 02-Mar-2004 00:40:50 
LCIMSIMS #6 

021804AR-239 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.79 399 > 80 

11%~    
_           799~~..~~~5"02e3Area 0-~,, , , .... ~ .... , .... , .... , .... , .... , .... , ~ ~, , , .... , .... i .... ,Time 

2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-9 Rep, DF=100 02-Mar-2004 00:40:50 
LC/MSIMS #6 

021804AR-239 Sm (Mr], 2x3) MRM of 5 Channels ES- 

i/~ 
9.17 499 > 99 10 
961 ~ 5.55e3 

Area 

O" .... , .... ,    ,,,, .... , .... , .... ~ .... , .... , .... , .... , .... , .... ,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 

3M MN01538788 

1937.0402 



,M 

Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

S~mple List:    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\0218O4AR 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 

,i 

,i 

Name= 021804AR-240 
Text= 

i: C6 Acid PFHA 

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 
8.50 313 > 269 

3.32e5 

11o/1 
760991 Area;i~ 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-10, DF=100 02-Mar-2004 01:02:41 
LC/MSIMS #6 

021804AR-240 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

Area 

., .... ~ .... , .... , .... , .... , .... , .... , .... , .... , .... h Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-10, DF=100                                               02-Mar-2004 01:02:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.17 299 . 99 

3.32e4 
A~a 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-240 Sm (Mn, 2x3) 

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 MN01538789 

1937.0403 



Quantify Sample Report 
Study No.:LIS?4, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 80 

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\Pluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: T~e Mar 02 14:05:22 2004 

Namez 021804AR-240 
Text~ 

~.: C6 Sulfonate PFHS 

L1874-10, DF=100 02-Mar-2004 01:02:41 
LC/MS/MS #6 

021804AR-240 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.79 399 > 80 

1001 

990-~ 8.04e3 

0’ .... , .... , . .~, .... , .... , .... , ........ ~ ? ~.. , .... ~ .... , .... ,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- 
9.17 499 > 99 

100~ 
~ 

5.11e3 
Area 

% 

0I .... , ,,,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,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 

3M MN01538790 

937.0404 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 81 

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-241 
Text= 

i: C6 Acid PFHA 
L1874-9, DF=10 02-Mar-2004 01:24:21 

LC/MS/MS #1~ 
MRM of 5 Channels ES- 

8.50 313 > 269 

651496~ 

3.11e6Area 

, .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-241 Sm (Mn, 2x3) 

02-Mar-2004 01:24:25 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

207218| 1.10e6 
Area 

,,, ~,,, ~ .... ~ .... ~ ........ ~ .... ~ .... , .... , .... , .... , .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: c8 Acid PFOA 
L1874-9, DF=10 

021804AR-241 Sm (Mn, 2x3) 

0~ 

: C4 Sulfonate PFBS 
L1874-9, DF--10 02-Mar-2004 01:24:25 

LC/MS/MS #6 
021804AR-241 Sm (Mn, 2x3) MRM of 5 Channels ES- 
1~ 8.15 299 > 99 

uv~ 
85094-~ 3.01e5 

~ I 
Area 

0 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 

3M MN01538791 

1937.0405 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 82 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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-241 
Text= 

02-Mar-2004 01:24:25 
LC/MSlMS #6 

MRM of 5 Channels ES- 
8.80                  399 . 80 

9993~                 
5.32e4Area 

.... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... = .... ~, ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

4:C6 Sulfonate PFHS 

L1874-9, DF=10 

021804AR-241 Sm (Mn, 2x3) 

5:C8 Sulfonate PFOS 

L1874-9, DF=10 

021804AR-241 Sm (Mn, 2x3) 

02-Mar-2004 01:24:25 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.19                    499 . 99 

9945~                 
5.29e4Area 

, , , , , , , .......... ~    , , 7 Time 
2.00 4.00 6.00 8.00 10.00 12.00 

E~ygen 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 MN01538792 

1937.0406 



Quantify Sample Report 
Study No.:LI874, Set No. t021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 83 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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= Mort Feb 02 0?=04=42 2004 
Job Code: 

Printed= Tue Mar 02 14=05=22 2004 

li 

Name: 021804AR-242 
Text: 

I: C6 Acid PFHA 

L1874-9 Rep, DF=10 

021804AR-242 Sm (Mn, 2x3) 

1( 8.48 

02-Mar-2004 01:46:18 
LClMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

2.73e6 
Area 

2.00 4.00 6.00 8.00 10.00 

2: C8 Acid PFOA 
L1874-9 Rep, DF=10 

Time 
12.00 

02-Mar-2004 01:46:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

1 
i/! 

191837~ 

1.02e6Area 

01, ,, ~ .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 

021804AR-242 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Su]fonate PFBS 
hi 874-9 Rep, DF=I 0                                             02-Mar-2004 01:46:11] 

LClMS/MS 
MRM of 5 Channels ES- 

8.13 299 > 99 
2.74e5 

Area 

021804AR-242 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

Er!gen 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 MN01538793 

1937.0407 



Quantify Sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 84 

Sample List=    P=\Data\LCMSMS6\Masslynx\P1uorochemicals.PRO\Samp1eDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12:07:00 2004 
Method=           P=\Data\LCMSMS6\Masslynx\Fluorochamicals.PRO\Metb_DB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07:04=42 2004 
Job Code= 

Printed: 

,ill 
N~me= 021804AR-242 
Tmxt: 

4:C6 Sulfonate PFHS 

L1874-9 Rep, DF=10 

021804AR-242 Sm (Mn, 2x3) 

2.00 4.00 6.00 

8.79 

02-Mar-2004 01:46:18 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

5.21e4 
Area 

8.00 10.00 12.00 

02-Mar-2004 01:46:18 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.17                     409 > 99 

9165~                 
4.85e4Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,-, ;,-,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-9 Rep, DF=10 

021804AR-242 Sm (Mn, 2x3) 

EA-ygen 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 MN01538794 

1937.0408 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 85 

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\Pluorochemicals.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 
Text= 

i: C6 Acid PFHA 

L1874-10, DF=10 

021804AR-243 Sm (Mn, 2x3) 

1( 8,50 

02-Mar-2004 02:08:01 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

3.26e6 
Area 

2.00 4.00 6.00 8.00 10.00 

2:C8 Acid PFOA 

L1874-10, DF=10 

Time 
12.00 

02-Mar-2004 02:08:01 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

001% 
235144~ 

1.24e6Area 

01,,, ,’r-b .... , .... , .... , .... , .... , .... ~ .... , .... , .... , .... ~ .... ,Time 

021804ARo243 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-10, DF=10                                                  02-Mar-2004 02:08:01 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.13 299 > 99 

3.33e5 
Area 

021804AR-243 Sm (Mn, 2x3) 

1 

2.00 4.00 6.00 8.00 10.00 
Time 

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 

3M MN01538795 

1937.0409 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 86 

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\Metb-D~\CotGrove NPDES 012104 
Last modified= Mon F~b 02 07=04=42 2004 
Job Code= 

Printed= Tue Mar 02 14=05=22 2004 

Name= 021804AR-243 
Text= 

~: C6 Sulfonate PFHS 

L1874-10, DF=10 

021804AR-243 Sm (Mn, 2x3) 
8.79 

100!%t~ 
11513~L 

02-Mar-2004 02:08:01 
LC/MSlMS #6 

MRM of 5 Channels ES- 
399 > 80 

8.23e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-10, DF=10 02-Mar-2004 02:08:01 
LC/MS/MS #6 

021804AR-243 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.17 499 > 99 

100~ 11291-~ 5.86e4 

%1 ~ Area 
~ Time 

2.00          4.00          6.00          8.00          10.00         12.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 

li 

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

3M MN01538796 

1937.0410 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 87 

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-244 
Text= 

i: C6 Acid PFHA 

L1874-11, DF=I00 

021804AR-244 Sm (Mn, 2x3) 

1(o/l 
2.00 4.00 6.00 

8.50 

8.00 

2: C8 Acid PFOA 

L1874-11, DF=100 

02-Mar-2004 02:29:4(] 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.78e5 
Area 

, .... , .... ", Time 
10.00 12.00 

021804AR-244 Sm (Mn, 2x3) 

00 

% 

02-Mar-2004 02:29:46 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

52595~ 

2.88e5Area 

.... , .... ,,, ~ . , .... , .... , .... , .... , .... , .... , .... ~-,,, ,-,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 02:29:41~ 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.15 299 > 99 

3.77e4 
Area 

3:C4 Su~fonate PFBS 

L1874-11, DF=100 

021804AR-244 Sm (Mn, 2x3) 

0~ 
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 

3M MN01538797 

1937.0411 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 88 

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-244 
Text= 

02-Mar-2004 02:29:46 
LC/MSlMS #6 

MRM of 5 Channels ES- 
8.80                         399 > 80 

6352~                   3.28e4Area 

4:C6 Sulfonate PFHS 

L1874-11, DF=100 

021804AR-244 Sm (Mn, 2x3) 

0~ 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 02:29:46 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 

111 

366~L~ 1.99e4Area 

0~,,,,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 

5:C8 Sulfonate PFOS 

L1874-11, DF=100 

021804AR-244 Sm (Mn, 2x3) 

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 

3M MN01538798 

1937.0412 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 89 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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-24S 
Text= 

02-Mar-2004 02:51:34 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.50 313 > 269 

3981 1.83e5Area 

.... I .... I .... I .... I, ’-’’ I .... I .... ~ .... I .... I .... I .... ~,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

i: C6 Acid PFHA 

L1874-12, DF=IO00 

021804AR-245 Sm (Mn, 2x3) 

: C8 Acid PFOA 

L1874-12, DF=1000 02-Mar-2004 02:51:34 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9,00 413 > 369 

31661-~ 1.76e5 
Area 

.... , .... , .... , .... , ,., , ,., .... ,, , , ~-~V~-77,, .... , 7,, ,~-~-, ,~,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-245 Sm (Mn, 2x3) 

o0 

% 

3:C4 Sulfonate PFBS 

L1874-12, DF--IO00 

021804AR-245 Sm (Mn, 2x3) 
8.17 

02-Mar-2004 02:51:3~1 
LCIMS/MS #1~ 

MRM of 5 Channels ES- 
299 > 99 

1.13e4 
Area 

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 

3M MN01538799 

1937.0413 



,,4 

Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 90 

Sample Lis~=    P=\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07=00 2004 
Method=          P=\Data\LCMSMS6\Masslyllx\Fluorochemicals.PRO\MetllDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04=42 2004 
Job Code: 

Printed= Tue Mar 02 14=05=22 2004 

,,Ii 

Name= 021804AR-245 
Texts 

~: C6 Sulfonate PFHS 

L1874-12, DF=1000 

021804AR-245 Sm (Mn, 2x3) 

02-Mar-2004 02:51:34 
LC/MSlMS #6 

MRM of 5 Channels ES- 
8.79 399 > 80 

5347~ 

2.76e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

5: C8 Sulfonate PFOS 

L1874-12, DF=1000 

021804AR-245 Sm (Mn, 2x3) 

02-Mar-2004 02:51:34 
LClMS/MS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 

2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538800 

1937.0414 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 91 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\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-246 
Text= 

I: C6 Acid PFHA 

XC022404-3, 100 ng/h Standard 

021804AR-246 Sm (Mn, 2x3) 

02-Mar-2004 03:13:25 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.50 313 > 269 

3134~ 

1.54eSArea 

.... , .... , .... i .... ~ , , , ~,Time 
8.00 10.00 12.00 2.00 4.00 6.00 

2:C8 Acid PFOA 

XC022404-3, 100 ng/L Standard 

021804AR-246 Sm (Mn, 2x3) 

2.00 

02-Mar-2004 03:13:25 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

32~ 

1.89e5 
Area 

, .... , .... , .... , .... ~ .... , .... , .... , .... , .... , .... ,Time 
4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 
XC022404-3, 100 ng/L Standard 02-Mar-2004 03:13:22 

LClMS/MS #6 
021804AR-246 Sm (Mn, 2x3) MRM of 5 Channels ES- 
1,,~ 8.17 299 > 99 

838- 4.40e3 
Area 

0" ........ , .... , .... , .... , ........ , .... , .... , .... ,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 

3M MN01538801 

1937.0415 



Quantify Sample Report 
Study No.=LIS?4, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 92 

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 

,i 

Name= 021804AR-246 
Text= 

4:C6 Sulfonate PFHS 

XC022404-3, 100 nglt Standard 02-Mar-2004 03:13:25 
LC/MS/MS #6 

021804AR-246 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.81 399 > 80 

11o/! 
5403~ 

2.93e4Area 

0 ,~-,, , , .... , .... , .... , .... , .... , .... , .... , .... , ,~,, ~,~,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

XC022404-3, 100 ng/L Standard 

021804AR-246 Sm (Mn, 2x3) 

11/I 
.... 

2.00 4.00 6.00 

02-Mar-2004 03:13:25 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 
3304~ 1.78~4 

8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, PA I~801 

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

3M MN01538802 

1937.0416 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 93 

S~mple List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07=00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluoroche~icals.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 
Text= 

i: C6 Acid PFHA 

L1874-13 02-Mar-2004 03:35:09 
LC/MS/MS #6 

021804AR-247 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.50 313 > 269 

4.58e4 

04,,~, ~, ,~-,,, .... , .... , .... , .... , .... , , , , 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-13 02-Mar-2004 03:35:09 
LC/MS/MS #6 

MRM of 5 Channels ES- 021804AR-247 Sm (Mn, 2x3) 

100 413 > 369 

9.00 Area 

2.00 4.00 6.00 8.00 10.00 12.00 

: 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 0,66 299 > 99 

t 1.33 2.32 2~3 9.96 11.52 

0 r .... , .... , .... ~ .... , .... I .... , .... , .... , .... , .... , .... ] .... ,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 

3M MN01538803 

1937.0417 



,,| 

Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 94 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PR0\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove ~-PDES 012104 
Last modified= Men Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

Name: 021804AR-247 
Text= 

4:C6 Sulfonate PFHS 

L1874-13 

021804AR-247 Sm (Mn, 2x3) 

0.14 

2.97 5.15 7.11 
7.88 8.27 

11.04 

9.13 

02-Mar-2004 03:35:09 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.58 11.62 399 . 80 

2.02e3 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
!h1874-13 02-Mar-2004 03:35:09 

LC/MS/MS #6 
021804AR-247 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 499 . 99 

l ~ 

9.19 2.64e3 

~ 
Area 

0I,    ,,, .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... ~ .... ,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 

3M MN01538804 

1937.0418 



ii 

Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 95 

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 F~b 02 07=04:42 2004 
Job Code: 

Printed: Tue Mar 02 14=05:22 2004 

,,i 

Name= 021804AR-248 
Text= 

i: C6 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- 

8.50 313 > 269 

1001 

5841-~ 3.83e4 

0’, T’, ~,7~,, , JT, , , , .... , .... , .... , .... , , , , " 
2.00 4.00 6.00 8.00 10.00 12.00 

: c8 Acid PFOA 
L1874-13 Rep 

021804AR-248 Sm (Mn, 2x3) 

2.00 4.00 6.00 

02-Mar-2004 03:56:54 
LCIMSlMS #6 

MRM of 5 Channels ES- 
413 > 369 

3.91e4 

9.00                   Area 
15Ol 

.... ~~ Time 

8.00          10.00         12.00 

: 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 0.66 299 > 99 

%1 ~ 

9.45e3 

10.37 
-~ I / 1.30 2~1 7.11 8.90 .... 10"91 11.85 

0I""-~ ~""-~ ~~ , .......... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~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 

3M MN01538805 

1937.0419 



Quanti£y Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 96 

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=41 2004 
Job Code= 

Printed: Tue Mar 02 14:05:22 2004 

,II| 

Name= 021804AR-248 
Text= 

4:C6 Sulfonate PFHS 

L1874-13 Rep 02-Mar-2004 03:56:54 
LC/MS/MS #6 

021804AR-248 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100~ 9.56 
111-1"8-1~,u~ ’9>80 

~ /~ I0.7xi ,y~X-/~’ 1.74e3 
q 0.12 9.17/ I ~.,,~ v 

% 070~ 4.59 4.996.52 7.21 8.11 
~’~ 

0I .... , .... ~ .... , .... ~ , ,,, , ,,, ....... ~ ............ , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-13 Rep 

021804AR-248 Sm(Mn, 2x3) 

1 

9.19 
210 

02-Mar-2004 03:56:54 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

3.24e3 
Area 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

li 

ill 
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 MN01538806 

1937.0420 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 97 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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-249 
Text= 

I: C6 Acid PFHA 
L1874-14 02-Mar-2004 04:18:43 

LC/MS/MS #6 
021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.50 313 > 269 

1001 

4446~ 3.35e4 

~ 
Area 

%~/~ A 0.]. ,’~,, ,~’~r .’.--7". ; ,. ,--’--T,, , .... , .... , .... , .... , .... , .... , .... , .... , .... , Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Acid PFOA 
L1874-14 02-Mar-2004 04:18:43 

LClMS/MS #6 
021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES- 

10’~ ^ 413 > 369 
3.85e4 

9.00                    Area 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

h1874-~ 4 02-Mar-2004 04:18:4~ 
LCIMS/MS #~ 

021804AR-249 Sm (Mn, 2x3) MRM of 5 Channels ES- 
10^ 0.64 299 > 99 

i 
/1 /I 

8.53e3 

n~~ ~ 
8.73 9~8 10.70 11~5 

u-,,, ,, .... , .... , ..... , ,I .... ~ .... , .... , .... ,,, ,,, ~,~, ,~-~mime 
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 

3M MN01538807 

1937.0421 



Quantify S~unple Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Sample List=    P=\Data\LCMSMS6\Masslynx\~luorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07=00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PEO\MethDB\CotGrove NPDES 012104 
LaSt modified= Mon Feb 02 07:04=42 2004 
Job Code: 

Printed= Tue Ma~ 02 14~05=22 2004 

,i 

,I 

N~me= 021804AR-249 
Text: 

4:C6 Sulfonate PFHS 

L1874-14 

021804AR-249 Sm (Mn, 2x3) 

1001 
%~ 07140 87 

,~~ 5..0~5 M ~ ’ ’ ’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ I ’ ’ ’ ’ 

2.00 4.00 6.00 

02-Mar-2004 04:18:43 
LC/MSIMS #~ 

MRM of 5 Channels ES- 
11.54~ 399 > 80 

/\ 2.37e3 

8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-14 

021804AR-249 Sm (Mn, 2x3) 

9.17 
228 

02-Mar-2004 04:18:43 
LCIMS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

3.02e3 

2.00 4.00 6.00 8.00 10.00 
Time 

12.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 

i 

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

3M MN01538808 

1937.0422 



i 

Quantify Sample Report 
Study No.:LIS?4, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 99 

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\Fluoroche~icals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04:42 2004 
Job Code= 

Printed= Tue Mar 02 14:05=22 2004 

i 

Name: 021804AR-250 
Text= 

i: C6 Acid PFHA 

L1874-15, DF=100 

021804AR-250 Sm (Mn, 2x3) 

2.00 4.00 6.00 

02-Mar-2004 04:40:26 
LC/MSIMS #6I 

MRM of 5 Channels ES- [ 
8.50 313 > 269 

1.64e 

341~L 

Area 

.... i .... ~ .... i .... ~,,, Time 
8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-15, DF=100 

021804AR-250 Sm (Mn, 2x3) 

02-Mar-2004 04:40:26 
LC/MSlMS #6 

MRM of 5 Channels ES- 
9.00                413 > 369 

3409~,            
1.90e5Area 

........ ~ ; ~ ........ ,, ,-T--~,,, Time 
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 

l 8.89e3 
Area 

2.00 4.00 8.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538809 

1937.0423 



,a 

Quantify Sample Report 
Study No.=LIS?4, Set No.=021804AR, Ext.Date=02/18/04, Analyst~K.Risha 

Page i00 

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 ~-PDES 012104 
LaSt modified: Men 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, D F= 100 

021804AR-250 Sm (Mn, 2x3) 
8.81 

0.-± .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ~~, Time 

02-Mar-2004 04:40:26 
LCIMS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.68e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

h1874-15, DF=100 

02-Mar-2004LC/MS/MS04:40:26#6 
021804AR-250 Sm (Mn, 2x3) MRM of 5 Channels ES- 

9.19 499 > 99 

0 t ? T’; T ~-7 T T 7 ~: 7"T 7 I .... I .... ~ .... I .... ~ .... I ’ ’ T T ............. 

2.00 4.00 6.00 8.00 10.00 12,00 

,m 

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 MN01538810 

1937.0424 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page I01 

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 

,J 

,i 

Name= 021804AR-251 
Text~ 

I: C6 Acid PFHA 

L1874-16, DF=1000 

021804AR-251 Sm (Mn, 2x3) 

11o/o0~ 

8.50 

0, ,~-~,, .... , .... , .... ~ .... , .... , .... , .... , .... , .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 05:02:2(] 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.55e5 
Area 

8.98 

35496~ 

: c8 Acid PFOA 

L1874-16, DF=1000 

021804AR-251 Sm (Mn, 2x3) 

02-Mar-2004 05:02:20 
LC/MS/MS #6 

MRM of 5 Channels ES- 
413 > 369 

1.88e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-16, DF=1000 02-Mar-2004 05:02:2(~ 
LC/MS/MS #4 

021804AR-251 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1~¢~ 8.15 299 > 99 
7.95e3 

Area 

0-", ,,, .... , .... ,, ,~ ,, ~ .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

E~ygen 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 MN01538811 

1937.0425 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 102 

Sample List:    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07=00 2004 
Method:          P=\Data\LCMSMS6\Masslynx\~luorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mon F~b 02 07=04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

,| 

,i 

Name= 021804AR-251 
Text= 

~: C6 Sulfonate PFHS 

L1874-16, DF=1000 

021804AR-251 Sm (Mn, 2x3) 

2.00 4.00 6.00 

02-Mar-2004 05:02:20 
LCIMSIMS #6 

MRM of 5 Channels ES- 
8.79 399 > 80 

5605~ 

2.91Area e4 

.... , .... , .... ,~ ,~’~’~’,, Time 
8.00          10.00         12.00 

02-Mar-2004 05:02:20 
LCIMSIMS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

2982~ 

1.62e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... ~, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-16, DF=1000 

021804AR-251 Sm (Mn, 2x3) 

,| 

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 MN01538812 

1937.0426 



Quantify Sample Report 
Study No.:LI8?4, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 103 

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 

,i 

,i 

,,| 

Name~ 021804AR-252 
Text~ 

i: C6 Acid PFHA 
XC022404-4, 250 nglL Standard 

021804AR-252 Sm (Mn, 2x3) 

2.00 4.00 

8.50 

02-Mar-2004 05:24:08 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

4.38e5 
Area 

Time 
12,00 6.00 8.00 10.00 

2: C8 Acid PFOA 
XC022404-4, 250 ng/h Standard 02-Mar-2004 05:24:08 

LClMS/MS #6 
021804AR-252 Sm (Mn, 2x3) MRM of 5 Channels ES- ; 

9.00 413 > 369 

111 

70306~ 

3.91e5Area 

0’~, , ~ .... ~ .... ~ .... ] .... ~ .... ~ .... = .... ~ .... ~ .... , .... ~ .... ~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 
MRM of 5 Channels ES- 

8.15 299 > 99 

31 

1.67e4 
Area 

.... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 8.00 8.00 10.00 12.00 

021804AR-252 Sm (Mn, 2x3) 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538813 

1937.0427 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 104 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07=00 2004 
Method:          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last m~difi~d= Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

,i 

Name: 021804AR-252 
Text: 

4:C6 Sulfonate PFHS 
iXC022404-4, 250 nglL Standard 

021804AR-252 Sm (Mn, 2x3) 

02-Mar-2004 05:24:08 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.79 399 > 80 

1251 
’~ 6.93e4Area 

, .... , .... , .... , .... , .... , .... , .... , ...... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

XC022404-4, 250 ng/L Standard 

021804AR-252 Sm (Mn, 2x3) 

’°°l 

02-Mar-2004 05:24:08 
LC/MSIM$ #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

7652~ 

4.01Area e4 

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 

3M MN01538814 

1937.0428 



,i 

Quantify Sample Report 
Study No. :L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 105 

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\~luorochemicals.PRO\MethDB\CotGrove I~PDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code~ 

Printed= Tue Mar 02 14:05:22 2004 

,m 

,J 

Name~ 021804AR-253 
Text~ 

i: C6 Acid PFHA 

L1874-17, DF=2O0 

021804AR-253 Sm (Mn, 2x3) 
8.48 

.... , , , ~ ,, , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 05:45:50 
LC/MS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

7.16e4 
Area 

2: C8 Acid PFOA 

L1874-17, DF=200 

021804AR-253 Sm (Mn, 2x3) 
8.98 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 05:45:50 
LClMS/MS #~ 

MRM of 5 Channels ES- 
413 > 369 

1.40e5 
Area 

02-Mar-2004 05:45:50 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.13 299 > 99 

2.63e4 
Area 

3: C4 Sulfonate PFBS 

L1874-17, DF=200 

021804AR-253 Sm (Mn, 2x3) 

0-~ 

2.00 4.00 6.00 8.00 10.00 12.00 

EA-ygen 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 MN01538815 

1937.0429 



iiii 

Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 106 

Sample Lis~=    P:\Data\LCMSMS6\Masslynx\~luorochemicals.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-253 
Text= 

: C6 Sulfonate PFHS 

L1874-17, DF=200 02-Mar-2004 05:45:50 
LC/MS/MS #6 

(321804AR-253 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100~ 
8.79 399 > 

%~.~~ ~~~._.~ Area 0-~ .... , .... ~ , , , .... , .... ~- .... -~-, , , , .... , .... , .... , .... iTime 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-17, DF=20O 02-Mar-2004 05:45:50 
LC/MS/MS #6 

021804AR-253 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.17 499 > 99 

1001 

1326~ 7.38e3 

~ ,~ Area 

0~ .... , .... , .... , .... , .... , .... ~ .... , .... , .... , .... ~ .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

i,II 

E~ygen 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 MN01538816 

1937.0430 



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\F1uorochemicals.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 

i 

,J 

Name~ 021804AR-254 
Text= 

i: C6 Acid PFHA 

L1874-17 Rep, DF=200 02-Mar-2004 06:07:38 
LC/MSlMS #6 

021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

7.07e4 
Area 

v .... ; .... ~ .... I .... , .... , .... I .... , .... , .... , .... I .... , .... ;lime 
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 

LClMS/MS #6 
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.98 413 > 369 
23361 1.23e5 

Area 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar.2004 06:07:38 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.15 299 > 99 

2.52e4 
Area 

3:C4 Sulfonate PFBS 
L1874-17 Rep, DF=200 

021804AR-254 Sm (Mn, 2x3) 

0~ 
2.00             4.00             8.00             8.00             10.00            12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538817 

1937.0431 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 108 

S~mple 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\Fluoroche~icals.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 
L1874-17 Rep, DF=200 02-Mar-2004 06:07:38 

LClMSlMS #6 
021804AR-254 Sm (Mn, 2x3) MRM of 5 Channels ES- 

8.79                   399 > 80 

1001                                           1083~                 8.56e3 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-17 Rep, DF=200 

021804AR-254 Sm (Mn, 2x3) 

02-Mar-2004 06:07:38 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.15 409 > 99 
1131~ 6.30e3 

~ 
Area 

.... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygan 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 MN01538818 

1937.0432 



,,| 

Quantify Sample Report 
Study No.:LI874, Set No. :021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 109 

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= 

i: C6 Acid PFHA 

L1874-18, DF=200 02-Mar-2004 06:29:2(~ 
LCIMS/MS #6 

021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 
8.48 313 > 269 

"/i~ 

15967 7.16e4 
Area 

........ IT,,, r .... I .... I .... I .... I .... , .... I .... I .... I .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 

h1874-18, DF=200 02-Mar-2004 06:29:20 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.98 413 > 369 

1001%~ 
2194~ 

1.17e5Area 

0- , ,~"--~-~----~, i ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... , .... ~ .... , .... ~ .... r,,, >’, Time 

021804AR-255 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate DFBS 
L1874-18, DF=200                                                 02-Mar-2004 06:29:20 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.13 299 > 99 
2.31e4 

Area 

021804AR-255 Sm (Mn, 2x3) 

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 

3M MN01538819 

1937.0433 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page ii0 

Sample List=    P=\Data\LCMSMS6\Masslynx\P1uorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12=07:00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethD~\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 

!L1874-18, DF=200 02-Mar-2004 06:29:20 
LC/MS/MS #6 

021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES- 

111/~ 

8,791 
399 > 80 

1061-~ 6.27e3 
Area 

T 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-18, DF=200 02-Mar-2004 06:29:20 
LC/MS/MS #6 

021804AR-255 Sm (Mn, 2x3) MRM of 5 Channels ES- 
00 9.16 499 > 99 

1 ~ 
1175~ 6.16e3 

~ 
Area 

% 

0/’C-,C-, .... , .... ~ .... , .... r, ,, ,-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 

3M MN01538820 

1937.0434 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page iii 

Sample List:    P=\Data\LCMSMS6\Masslynx\~l~orochemicals.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 

, 

il 

Name= 021804AR-256 
Text= 

I: C6 Acid PFHA 

L1874-17, DF=100 02-Mar-2004 06:51:06 
LC/MSlMS #6 

021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.48 313 > 269 

1.0905 

100)%~ 
2~ 

Area 

°- ’w~’ ’ ’ ’ .... ’ .... ’ ’ ’ ’ ’~-’ ’~--~-~’ ’ ........ I’2:0~ 2.00 ’ 6.50 ’ .... lO.OO’ .... ’"    me 
2:C8 Acid PFOA 

L1874-17, DF=10O O2-Mar-2004 06:51:06 
LC/MSIMS #6 

021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

1(i/l 
43730~ 

2.27e5Area 

0 ,~--~~-~,,, ~ .... i .... ~ .... i .... i .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C4 Sulfonate PFBS 

L1874-17, DF=10O 02-Mar-2004 06:51:06 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.15 299 > 99 

~ 
4.25e4 

Area 

.... , ,, -,~, .... ~ .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-256 Sm (Mn, 2x3) 

EAqrgen Research, 3058 Research Dr~ve, State College, PA 16801 

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

3M MN01538821 

1937.0435 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 112 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12:07:00 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MetllDB\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 
Text= 

4:C6 Sulfonate PFHS 

L1874-17, DF=IO0 02-Mar-2004 06:51:06 
LCIMS/MS #6 

021804AR-256 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.79 399 > 80 

11o/l 
1994~L 

Areal .06e4: 

0r,"~. , ,, ,, ,, .... .... .... .... .... .... .... , --~’- -- ~ ~Time 
2.00          4.00          6.00          8.00          10.00          12.00 

5:C8 Sulfonate PFOS 

L1874-17, DF=100 

021804AR-256 Sm (Mn, 2x3) 

1 O01 

2.00 4.00 6.00 

02-Mar-2004 06:51:06 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.17                      499 > 99 
225 1 A 1.17e4 

~~itea 

.... ~ .... ~ .... ~ .... ~ .... ~/Ime 
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 

3M MN01538822 

1937.0436 



,m 

Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 113 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fl~orochemicals.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 

.i,m 

Name= 021804AR-257 
Text= 

i: C6 Acid PFHA 
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- 
1,~ 8.50 313 > 269 

~ 
1.07e5 

Area 

0- ’~’ ’ ’, .... , .... r .... , .... , .... , .... , .... , .... ~ .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
L1874-17 Rep, DF=100                                               02-Mar-2004 07:12:51 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.98 413 > 369 

38a1 

2.08e5 

021804AR-257 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 07:12:51 
LCIMS/MS #6 

MRM of 5 Channels ES- 
8.15 259 > 99 

4.49e4 
Area 

: C4 Sulfonate PFBS 
L1874-17 Rep, DF=100 

021804AR-257 Sm (Mn, 2x3) 
00 

% 

o~ 
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 

3M MN01538823 

1937.0437 



,J 

Quantify Sample Report 
Study No..’LI874, Set No. :021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 114 

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 

,i 

Name= 021804AR-257 
Text= 

: C6 Sulfonate PFHS 
L~874-17 Rep, DF=IO0 

021804AR-257 Sm (Mn, 2x3) 

1 O0I 

O ol 

8.79 

02-Mar-2004 07:12:51 
LC/MSIMS #6 

MRM of 5 Channels ES- 
399 > 80 

9.62e3 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
L1874-17 Rep, DF=100 

021804AR-257 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 07:12:51 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.17                     499 > 99 
1977-~                 1,08e4 

~ 
Area 

Exygen Research, 3058 Research Drive, Sta~-e College, PA 16801 

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

3M MN01538824 

1937.0438 



Quantify gample Report 
Study No. :L1874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 115 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Las~ modified= Tue Mar 02 12=07=00 2004 
Method:          P=\Data\LCMSMS6\Massly~x\Pluorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified~ Mon Feb 02 07:04:42 2004 
Job Code= 

Printed~ Tue Mar 02 14=05=22 2004 

’,’U 

Name: 021804AR-258 
Text : 

I: C6 Acid PFHA 

L1874-18, DF=100 

021804AR-258 Sm (Mn, 2x3) 

1(°/~"~~ 

2.00 4.00 6.00 

02-Mar-2004 07:34:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.48 313 > 269 

23821 

1.08e5 
Area 

,x’-I 

.... , .... , .... , .... ,,,, Time 
8.00 10.00 12.00 

2: C8 Acid PFOA 

L1874-18, DF=100 02-Mar-2004 07:34:40 
LC/MSIMS #6 

021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

10oi~ 
40249~ 

2.Areal 8e5 

..... ,, ,         , , ~ , , , ,, , , , ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-18, DF=100 02-Mar-2004 07:34:4(~ 
LCIMS/MS #~ 

021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’’ 
8.13 299 > 99 

4.10e4 
Area 

0 ~ .... , .... ~ .... , .... , .... ~ .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, Sta~ College, PA 16801 

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

3M MN01538825 

1937.0439 



Quantify Sample Report 
Study No.=L1874, Set No.=021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 116 

Sample List:    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07:00 2004 
Method:           P=\Data\LCMSMS6\Masslynx\P1uorochemicals.PRO\MethDB\CotGrove ITPDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05=22 2004 

i 

ii 

,ii 

Name= 0~1804AR-258 
Text, 

4:C6 Sulfonate PFHS 

L1874-18, DF=100 02-Mar-2004 07:34:40 
LC/MS/MS #6 

~021804AR-258 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.79 399 > 80 

100lo/o~. 17i 

~1.00e4Area 
0’~, ,, .... ~ ,~---~,. ~ .... , .... , ......... , .... ~ .... , ........ ,Time 

2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-18, DF=100 

021804AR-258 Sm (Mn, 2x3) 

2.00 

9.17 

02-Mar-2004 07:34:40 
LC/MS/MS #6 

MRM of 5 Channels ES- 
499 > 99 

1.14e4 
Area 

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 

3M MN01538826 

1937.0440 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 117 

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-259 
Text= 

I: C6 Acid PFHA 

L1874-17, DF=10 

021804AR-259 Sm (Mn, 2x3) 

O" .... 

02-Mar-2004 07:56:20 
LC/MS/MS #6 

MRM ef 5 Channels ES- 
8.50 313 > 2691 

224986~ 

Area 
1.05e61 

2,00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-17, DF=I 0 02-Mar-2004 07:56:2(] 
LClMSIMS #6 

021804AR-259 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.00 413 > 369 

1001 
395759~ 

2.09e6 
Area 

01,, ,~ .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,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- 
8.15                              299 > 

11! 132001~ 

4"69e959Area 

0~ .... , .... , .... , .... , .... , .... r ........ , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12 

Exygen Research, 3058 Research Drive, Stake College, 

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

PA 16801 

3M MN01538827 

1937.0441 



Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 118 

Sample List=    P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: T~e Mar 02 12=07:00 2004 
Method:          P=\Data\LCMSMST\Masslynx\P1uorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mort Feb 02 07=04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

Name: 021804AR-259 
Text ; 

4:C6 Sulfonate PFHS 

L1874-17, DF=10 

021804AR-259 Sm (Mn, 2x3) 

O" .... 

02-Mar-2004 07:56:20 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.81 399 > 80 

20569~ 

1.07e5Area 

, .... , .... , .... , .... ~ .... , .... , .... ~ .... ~ .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

51874-17, DF=10 02-Mar-2004 07:56:20 
LC/MS/MS #6 

021804AR-259 Sm (Mn, 2x3) MRM of 5 Channels ES- 

00 
9.17 499 > 99 

Area 

% 

0I .... ; .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ~, , ,’, ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, PA 16801 

,j 

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

3M MN01538828 

1937.0442 



Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 119 

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\Metb-DB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07=04:42 2004 
Job Code= 

Printed= Tue Mar 02 14:05=22 2004 

Name= 021804AR-260 
Text= 

i: C6 Acid PFHA 
L1874-17 Rep, DF=10 

021804AR-260 Sm (Mn, 2x3) 
8.50 

215831~ 

02-Mar-2004 08:18:09 
LC/MSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

1.07e6 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 08:18:09 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

380382~ 

1.93e6Area 

2: C8 Acid PFOA 

L1874-17 Rep, DF=10 

021804AR-260 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-17 Rep, DF=I0 

021804AR-260 Sm (Mn, 2x3) 
8.15 

02-Mar-2004 08:18:0~ 
LCIMS/MS #1~ 

MRM of 5 Channels ES- 
299 > 99 

4.67e5 
Area 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Erygen 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 MN01538829 

1937.0443 



II I     I 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 120 

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 17PDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

Name~ 021804AR-260 
Text= 

4:C6 Sulfonate PFHS 

L1874-17 Rep, DF=10 02-Mar-2004 08:18:0g 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.81 399 > 80 

19143~ 1.04e5 
Area 

021804AR-260 Sm(Mn, 2x3) 

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 
MRM of 5 Channels ES- 

9.17                  499 > 99 

19044~                
9.81e4Area 

.... I .... I .... I .... I .... I .... I .... ~ .... , .... , .... , .... i Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-260 Sm(Mn, 2x3) 

1 
O01% 

ii 
Emygen Research, 3058 Research Dr~ve, State College, PA 16801 

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

3M MN01538830 

1937.0444 



II    I 

i 

,i 

Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 121 

Sample List=    P:\Data\LCMSMS6\Masslynx\Pluorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modi[ied: 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 

,i 

Name: 021804AR-261 
Text: 

I: C6 Acid PFHA 

L1874-18, DF=10 

021804AR-261 Sm (Mn, 2x3) 

1( 8.50 

02-Mar-2004 08:39:55 
LCIMS/MS #6 

MRM of 5 Channels ES- 
313 > 269 

1.08e6 
Area 

2.00 4.00 6.00 8.00 

2:C8 Acid PFOA 

h1874-18, DF=10 

, .... , , , ~, ,Time 
10.00 12.00 

02-Mar-2004 08:39:55 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

383645~ 

2.06e6 
Area 

021804AR-261 Sm (Mn, 2x3) 

00 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-18, DF=10 

021804AR-261Sm (Mn, 2x3) 

1( 
8.15 

02-Mar-2004 08:39:51 
LC/MS/MS #1~ 

MRM of 5 Channels ES- 
299 > 99 

4.86e5 
Area 

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 

3M MN01538831 

1937.0445 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 122 

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-~61 
Text= 

4:C6 Sulfonate PFHS 

L1874-18, DF=10 

021804AR-261 Sm (Mn, 2x3) 

02-Mar-2004 08:39:55 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.80 399 > 80 

20348~ 

1.09e5 
Area 

.... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~ ; ,-, , ~ .... ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 08:39:55 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.19 499 > 99 

20537~ 

1.05e5 
Area 

,,, ~ .... ~ .... ~ .... ~ .... ~ .... . .... , .... , .... , .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
ILl 874-18, DF=10 

!021804AR-261 Sm (Mn, 2x3) 

100) 

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 MN01538832 

1937.0446 



Quant~£y Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 123 

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\Me~hDB\CotGrove NPDES 012104 
Last modified= Men Feb 02 07:04:42 2004 
Job Code: 

Printed= 

,| 

Name= 021804AR-262 
Text= 

I: C6 Acid PFHA 

L1874-19, DF=100 

021804AR-262 Sm (Mn, 2x3) 

02-Mar-2004 09:01:47 
LC/MSIMS #6! 

MRM of 5 Channels ES- / 
8.50 313 > 269 

2.32e5 

53794~ 

Areal 

,, ,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 09:01:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.98                      413 > 369 

111 

66438~ 

3.47e5Area 

0-~,,,--~ .... , .... , .... ~ ......... , ........ , .... , .... , .... , .... ,Time 

2: C8 Acid PFOA 

L1874-19, DF=100 

021804AR-262 Sm (Mn, 2x3) 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate ~FBS 
!h1874-19, DF=IO0                                                 02-Mar-2004 09:01:47 

LC/MS/MS #6 
MRM of 5 Channels ES- 

8.17 299 > 99 

1~ 

5.24e4 
Area 

021804AR-262 Sm (Mn, 2x3) 

0~ 
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 

3M MN01538833 

1937.0447 



Quantify Sample Report 
Study No.,LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 124 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\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 

,| 

,,i 

Name~ 021804AR-262 
Textz 

4:C6 Sulfonate PFHS 

h1874-19, DF=100 

021804AR-262 Sm (Mn, 2x3) 
8.79 
6734 

02-Mar-2004 09:01:47 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

3.32e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

02-Mar-2004 09:01:47 
LCIMSIMS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

493~iL~ 

2.72e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8,00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-19, DF=100 

021804AR-262 Sm (Mn, 2x3) 

r~ 

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 MN01538834 

1937.0448 



II 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 125 

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\¥1uorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modifiad= Mon Feb 02 07=04:42 2004 
Job Code= 

Printed= Tue Mar 02 14:05=22 2004 

Name= 021804AR-263 
Text= 

i: C6 Acid PFHA 

L1874-20, DF=I000 

021804AR-263 Sm (Mn, 2x3) 

1001 

O/o 
’~’ ’ ~ I-’ ’ ’ ’ I-’ ’ ’’ I ’ ’ ’ ’ I .... I ’ ’ ’ ’ ]" ’ ’ ’ ’ I ’ ’ ’ 

2.00 4.00 6.00 

8.49 

02-Mar-2004 09:23:41 
LCIMS/MS 

MRM of 5 Channels ES- 
313 > 269 

1.58e5 
Area 

8.00 10.00 12.00 

02-Mar-2004 09:23:41 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.99 413 > 369 

321 

1.85e5 
Area 

, .... , .... , , ~ .... , .... -~ .... , .... , .... T .... , .... ~ Time 
4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-20, DF=1000 

021804AR-263 Sm (Mn, 2x3) 

2.00 

02-Mar-2004 09:23:41 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.16 299 > 99 

1.34e4 
Area 

~ .... , .... , .... , .... , .... , .... , .... , .... ~ .... , . Time 
2.00 4.00 6.00 8.00 10.00 12.00 

: C4 Sulfonate PFBS 

L1874-20, DF=1000 

021804AR-263 Sm (Mn, 2x3) 

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 MN01538835 

1937.0449 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst=K.Risha 

Page 126 

Sample List:    P:\Data\LCMSMS6\Masslynx\P1uorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07=00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\~Zuorochemicals.PRO\MethDB\CotGrove NPDES 012104 
Last modified: Mon Feb 02 07:04=42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

,i 

,I 

Name= 021804AR-263 
Text= 

~: C6 Sulfonate PFHS 

!L1874-20, DF=1000 

021804AR-263 Sm (Mn, 2x3) 
8.80 

1001                                           
4644~ 

0r .... , .... , .... , .... , .... , .... , .... . .... , .... , ,~, ,~’~ Time 

02-Mar-2004 09:23:41 
LC/MS/MS #6 

MRM of 5 Channels ES- 
399 > 80 

2.49e4 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

: C8 Sulfonate PFOS 

L1874-20, DF=1000 02-Mar-2004 09:23:411 
LC/MSIMS #6! 

021804AR-263 Sm (Mn, 2x3) MRM of 5 Channels ES- t 
9.18 499 > 99/ 

1(i/l 
3429j~~                1.81e4/Area/ 

0~:7: ;T~ ~ ; ;7~ ;~ , .... , .... , .... , .... , .... ,,, :, ~ ,--?-’7~-, ~ .... , , , ,~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

ill 
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 MN01538836 

1937.0450 



Quanti£y Sample Report 
Study No.:LI874, Set No. :021804AR, Ext.Date=02/18/04, Analyst:K.Risha 

Page 19-7 

Sample List=    P=\Data\LCMSMS6\Masslynx\F1uorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07:00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Metb-DB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07:04:42 2004 
Job Code: 

Printed= Tue Mar 02 14:05:22 2004 

,i 

,,i 

Name= 021804AR-264 
Text= 

i: C6 Acid PFHA 
~XC022404-5, 500 ng/L Standard 

021804AR-264 Sm (Mn, 2x3) 

2.00 4.00 

8.50 

02-Mar-2004 09:45:33 
LCIMSIMS #6 

MRM of 5 Channels ES- 
313 > 269 

6.66e5 
Area 

Time 
6.00 8.00 10.00 12.00 

2: C8 Acid PFOA 
XC022404-5, 500 ng/L Standard                                   02-Mar-2004 09:45:33 

LC/MS/MS #6 
MRM of 5 Channels ES- 

9.00 413 > 369 
128762] 7.19e5 

Area 

.... ~ .... ~ .... ~ .... ~ .... ~ .... , .... ~ .... ~ .... ~ .... ~, ~ ,~, ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-264 Sm (Mn, 2x3) 

00 

% 

3:C4 Sulfonate PFBS 

XC022404-5, 500 ng/L Standard 02-Mar-2004 09:45:33 
LCIMSlMS #6 

021804AR-264 Sm (Mn, 2x3) MRM of 5 Channels ES- 

1’" 
8.15 299 > 99 

~ 
2.18e4 

Area 

0-’ .... , .... , .... r .... ~ .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

ii 
E~ygen Research, 3058 Research Drlve, State College, PA 16801 

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

3M MN01538837 

1937.0451 



Quantify Sample Report 
Study No.:LIS?4, Set No.:021804AR, Ext.Date=02/18/04, Analyet=K.Risha 

Page 128 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method:          P:\Da~a\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 

i| 

Name: 021804AR-264 
Text: 

4:C6 Sulfonate PFHS 
XC022404-5, 500 nglh Standard 02-Mar-2004 09:45:33 

LC/MSIMS #6 
MRM of 5 Channels ES- 

8.79 399 > 80 
20124-I 1.07e5 

Area 

,,,, .... , .... , .... , .... , .... , .... , .... , .... , .... ~ .... ~ .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-264 Sm (Mn, 2x3) 

5:C8 Sulfonate PFOS 

XC022404-5, 500 ng/L Standard 02-Mar-2004 09:45:33 
LCIMS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

15894-I 8.59e4 
Area 

, .... , .... , .... , .... , .... , .... , .... , .... ~ .... , , ,--, , , , , ,-",Time 
2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-264 Sm (Mn, 2x3) 

’°°l 

,1i 

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 MN01538838 

1937.0452 



Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 129 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\Samp1eDB\021804AR CG ACSFM 
Last modiEied: Tue Mar 02 12:07:00 2004 
Method:          P:\Data\LCMSMS6\Massllrnx\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 
Text= 

I: C6 Acid PFHA 

Methanol Wash 02-Mar-2004 10:07:14 
LC/MS/MS #6 

021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.50 313 > 269 

1001 
5128i 2.57e4 

%t/~r - ~ Area 
0-~,,,, = .... ~ .... ~ .... ~ .... ~ , , , ~ .... ~ .... ~ .... ~ .... ~ .... ~ .... ~Time 

2.00 4.00 6.00 8.00 10.00 12,00 

2:C8 Acid PFOA 

Methanol Wash 02-Mar-2004 10:07:14 
LC/MS/MS #6 

021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

1001 

2111-~ 1.74e4 

2.00 4.00 6.00 8.00 10.00 12.00 

: C4 Sulfonate PFBS 

Methanol Wash 02-Mar-2004 10:07:14 
LCIMSlMS #6 

021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES- 
11 68~ 299 > 99 100 9.38            " 

1 32                                           8.40            10.83     1.23e3 

%~_/x~ ~ .... 
4.76 o.o, "~’~ ~J ~ v - ~ v \ 

0~ .... , .... , .... , .... , .... ~ .... , .... ~ .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

EA~gen 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 MN01538839 

1937.0453 



Quantify Sample Report 
Study No.:LIS?4, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 130 

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: Men Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14:05:22 2004 

Name: 021804AR-265 
Text: 

4:C6 Sulfonate PFHS 

Methanol Wash 02-Mar-2004 10:07:14~ 
LCIMSIMS #6 

021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES~ 
11.68.~399 > 80 

100! 
10-92~A /~ 2.47e3 

~o.~/~,J ~./ 
%~ 0/12 

0-1... , .... , .... , .... , .... , .... , .... , .... ~ .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

Methanol Wash 02-Mar-2004 10:07:14 
LC/MSIMS #6 

021804AR-265 Sm (Mn, 2x3) MRM of 5 Channels ES- 

100 499 > 99 

9.11 10.1,5           2.01e3 

1.95 2.82 .9,2 

0I .... , .... , .... , .... , .... ~ .... , .... , .... , .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

,| 

| 
Exygen Research, 3058 Research Drive, State College, PA 16801 

,e 

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

3M MN01538840 

1937.0454 



Quantify Sample Report 
Study No.:LIS?4, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 131 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12:07:00 2004 
Method=          P=\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MetllD~\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07:04=42 2004 
Job Code= 

Printed= Tue Mar 02 14:05:22 2004 

,m 

Name= 021804AR-266 
Text= 

I: C6 Acid PFHA 

L1874-21 02-Mar-2004 10:28:52 
LC/MS/MS #6 

021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8,50 313 > 269 

1001 

7884-~ 4.38e4 

0, ,~, , ,~--, , ~-,,,,, .... i .... i .... ~ .... i .... i .... i .... i .... i .... i/Ime 
2.00 4.00 6.00 8.00 10.00 12,00 

2: C8 Acid PFOA 

L1874-21 

021804AR-266 Sm (Mn, 2x3) 

1( 
9.00 

02-Mar-2004 10:28:52 
LCIMSIMS #6 

MRM of 5 Channels ES- 
413 > 369 

1.87e4 
Area 

2.00 4.00 6.00 8.00 10.00 

: C4 Sulfonate PFBS 
L1874-21 

Time 
12.00 

021804AR-266 Sm (Mn, 2x3) 

1( 

7.55 
’6 4.40 4.    5,78    6.80 

02-Mar-2004 10:28:52 
LC/MS/MS #6I 

MRM of 5 Channels ES- I 
9.67          299 > 99 

10.02 11.21 1.33e3 

~/~11.75 

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 

3M MN01538841 

1937.0455 



,m 

,W 

Quantify Sample Report 
Study No.=LI874, Set No.=021804AR, Ext.Date:02/18/04, Analyst=E.Risha 

Page 132 

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 

,i 

Name= 021804AR-266 
Text= 

4:C6 Sulfonate PFHS 

L1874-21 

021804AR-266 Sm (Mn, 2x3) 

0.14 

02-Mar-2004 10:28:52 
LC/MS/MS #6 

MRM of 5 Channels ES- 
11.77. 

10.62 

9.17 9.71 

Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 
t1874-21 02-Mar-2004 10:28:52 

LC/MS/MS #6 
021804AR-266 Sm (Mn, 2x3) MRM of 5 Channe s ES- 

11~~ 

9.09j 

222 

............ , .... , .... , .... , .... , .... , ..... ~ .... , .... ,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 

3M MN01538842 

1937.0456 



Quantify Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 133 

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\Fluorochemlcals.PRO\MethDB\CotGrove NPDES 012104 
Last modified= Mon Feb 02 07:04:42 2004 
Job Code= 

Prin~ed= Tue Mar 02 14=05:22 2004 

Name~ 021804AR-267 
Text~ 

I: C6 Acid PFHA 

L1874-22, DF=100 

021804AR-267 Sm (Mn, 2x3) 

0~ 

02-Mar-2004 10:50:28 
LC/MSIMS #6 

MRM of 5 Channels ES- 
8.50 313 > 2691 

1.41e5! 

29404i 

Area, 

2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-22, DF=100 

021804AR-267 Sm (Mn, 2x3) 

02-Mar-2004 10:50:28 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

28344-~ 1.60e5 
Area 

~ .... ~ .... ~ .... ~ .... ~ .... ~ .... , .... ~ : ;: . ~, ,,, ,’,,, , ~, ,~"~,, ~Time 
2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Sulfonate PFBS 

L1874-22, DF--I O0 02-Mar-2004 10:50:281 
LCIMSlMS #6I 

021804AR-267 Sm (Mn, 2x3) MRM of 5 Channels ES- ( 
8.17 299 > 99/ 

100~ 807~ 4.12e3/ 

J 1 
Area! 

2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538843 

1937.0457 



III         I 

,i 

Quantify Sample Report 
Study No. :L1874, Set No. :021804AR, Ext.Date,02/18/04, Analyst=K.Risha 

Page 134 

Sample List.    P:\Data\LCMSMS6\Masslynx\~luorochemicals.PRO\SampleDB\021804AR CG ACSFM 
Last modified: Tue Mar 02 12,07,00 2004 
Method:          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethD~\CotGrove I~PDES 012104 
Last modified: M~n Feb 02 07:04:42 2004 
Job Code: 

Printed= Tue Mar 02 14:05:22 2004 

Name= 0~1804AR-267 
Text: 

4:C6 Sulfonate PFHS 

L1874-22, DF=100 

021804AR-267 Sm (Mn, 2x3) 

02-Mar-2004 10:50:28 
LCIMSIMS #6 

MRM of 5 Channels ES- 
8.79                        399 > 80 

432811         ___ ~ 

2.43e4 
Area 

, .... , .... , .... , .... , .... , .... , .... ,,, ~,-~, ,, ,~,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

L1874-22, DF=100 

021804AR-267 Sm (Mn, 2x3) 

2.00 4.00 

02-Mar-2004 10:50:28 
LC/MSIMS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

3652~ 

~ .95e4 

~ Area -r~-,, ~-, ~ ,-~-~ , , ;~ ~ ,--T’T~,, ~ .... ~ , , , "~Time 
6.00 8.00 10.00 12.00 

Ill 

,il 

iii 

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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Quantify Sample Report 
Study No.=LIS?4, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 135 

Sample List=    P=\Data\LCMSMS6\Masslynx\F1uorochemicals.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-268 
Text= 

i: C6 Acid PFHA 

L1874-23, DF=1000 

021804AR-268 Sm (Mn, 2x3) 

02-Mar-2004 11:12:10 
LC/MSlMS #6 

MRM of 5 Channels ES- 
8.50 313 > 269 

28825| 1.31e5 
Area 

-~ ,~, Time 
2.00 4.00 6.00 8.00 10.00 12.00 

2:C8 Acid PFOA 

L1874-23, DF=1000 02-Mar-2004 11:12:10 
LC/MS/MS #6 

021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES- 
8.98 413 > 369 

i/l 29241~ 

1.55e5 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

3:C4 Su]fonate PFBS 

51874-23, DF=1000 

021804AR-268 Sm 

02-Mar-2004 11:12:1(3 
LCIMS/MS #6 

(Mn, 2x3) MRM of 5 Channets ES- 
8.15 299 > 99 
737 

~ 
3.65e3 

2.00 4.00 6.00 8.00 10.00 12.D0 

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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Quanti£y Sample Report 
Study No.:LI874, Set No.:021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 136 

Sample List=    P:\Data\LCMSMS6\Masslynx\Fluorochemlcals.PR0\SampleDB\021804AR CG ACSFM 
Last modified= Tue Mar 02 12=07:00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGro~e NPDES 012104 
Last modified= Mon Feb 02 07:04:42 2004 
Job Code: 

Printed= Tue Mar 02 14=05=22 2004 

,| 
Name= 021804AR-268 
Text= 

4:C6 Sulfonate PF~S 

L1874-23, DF=1000 

021804AR-268 Sm (Mn, 2x3) 

1’o/l 

02-Mar-2004 11:12:10 
LCIMS/MS #6 

MRM (~f 5 Channels ES- 
8.79 399 > 80! 
4776~ 2.54e4 

Area 

,,,, ~,--~, Time ’"’  o.oo I 
5:C8 Sulfonate PFOS 

h1874-23, DF=1000 02-Mar-2004 11:12:10 
LClMS/MS #6 

021804AR-268 Sm (Mn, 2x3) MRM of 5 Channels ES- 
9.17 499 > 99 

-~ 1.84e4 
Area 

.... , .... ,, ,~,, ,~~,, .... , .... ---T,,,, .... , .... ",Time 
2.00 4.00 6.00 8.00 10.00 12.00 

Exygen Research, 3058 Research Drive, State College, 

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

PA 16801 

3M MN01538846 

1937.0460 



,m 

Quantify Sample Report 
Study No.:LI874, Set No.=021804AR, Ext.Date=02/18/04, Analyst=K.Risha 

Page 137 

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-269 
Text= 

i: C6 Acid PFHA 

XC022404-6, 1000 ng/L Standard 02-Mar-2004 11:33:54 
LC/MS/MS #6 

MRM of 5 Channels E8- 
8.51 313 > 269 

233605~ 

1.27e6 
Area 

~ ,,,, .... , .... , .... , .... , .... , .... , .... , .... , .... , .... , .... ,Time 
2.00           4.00 6.00 8.00 10.00 12.00 

021804AR-269 Sm (Mn, 2x3) 

: C8 Acid PFOA 

XC022404-6, 1000 nglL Standard 02-Mar-2004 11:33:54 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.00 413 > 369 

223900~ 

1.22e6 
Area 

2.00 4.00 6.00 8.00 10.00 12.00 

021804AR-269 Sm (Mn, 2x3) 

00 

% 

3:C4 Sulfonate PFBS 
XC022404-6, 1000 nglL Standard 

021804AR-269 Sm (Mn, 2x3) 
8.15 

10~ 9735~ 

U/il’~ 
’"’ I .... I .... I .... -[ .... l .... I     ’     ’     ’     ’     I     ’--’     ’     ’ =’     ’     ’     I     ’     ’     ’     ’     I     ’     ’ 

’ ’ I 

I 
2.00 4.00 6.00 8.00 10.00 

02-Mar-2004 11:33:5~1 
LC/MS/MS #6 

MRM of 5 Channels ES- 
299 > 99 

5.06e4 
Area 

.... i Time 
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 
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Quantify Sample Report 
Study No.=LI874, Set No.:021804AR, Ext.Date:02/18/04, Analyst:K.Risha 

Page 138 

Sample List:    P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\SampleDB\O21804AR CG ACSFM 
Last modified= Tue Mar 02 12=07:00 2004 
Method=          P:\Data\LCMSMS6\Masslynx\Fluorochemicals.PRO\MethDB\CotGrove ITPDES 012104 
Last modified: Mon Feb 02 07:04:42 2004 
Job Code: 

Printed: Tue Mar 02 14=05:22 2004 

Name= 021804AR-269 
Text= 

4:C6 Sulfonate PFHS 

XC022404-6, 1000 ng/L Standard 

021804AR-269 Sm (Mn, 2x3) 

02-Mar-2004 11:33:54 
LC/MS/MS #6 

MRM of 5 Channels ES- 
8.80                         399 > 80 

40720~                  
2.20e5~rea 

.... I .... r .... , .... i .... i .... , .... , .... =... ’., .... , .... ,Time 
2.00 4.00 6.00 8.00 10.00 12.00 

5:C8 Sulfonate PFOS 

XC022404-6, 1000 nglL Standard 

021804AR-269 Sm (Mn, 2x3) 

02-Mar-2004 11:33:54 
LC/MS/MS #6 

MRM of 5 Channels ES- 
9.17 499 > 99 

30045~ 

1.57e5Area 

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 

3M MN01538848 

1937.0462 



Metals 
FINAL REPORT 

EVENT 1 

E04-0120 
February 12, 2004 
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Date Repo~ed: 2/24/04 

Fax: 651-458-2596 

Laborato~- Mercury MDL 

If yo~ ~ave ar~y ques~iors r lag {his repo~ please eai! {2 ] g~ 729~465g 

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

1937.0464 

3M MN01538850 



Colt~e Grr~veo MN 5~016 

~×:~51458-259g 

~ "MG 

Sincerely. 

Li~da Christe~n 

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

1937.0465 
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DISTRICT COURT, NO. 27-CV-10-28862 

1937.0466 



Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 1 E04-0120 

Calib 

4k 

em 

(cps) 

3M 

em 

(cps) 

~).00 conc(mg/L) 
Calib Eq’n: Li~, Ca~¢ lnt 
Corr Coeff: 0o999369 

l).00           conc(mg/L) 
Calib Eq’n: Li~% ¢~lc 
Corr Coeff: ~o99871 ~ 

3 

52k 

em 

(cps) 

As 188.979 

4k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc lnt 
Corr Coeff: 0o99£258 

o.oo 
Calib Eq’n: Li~l, CaIc 
Corr Coeff: 

conc(mg/L) 1.0~ 

51k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~nt 
Corr Coeff: 0o~9870~ 

66k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: L#~, Calc 
Corr Coeff: 

1.0( 

1.0( 

1.0( 

Page 1 WinLab32 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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3M MN01538853 
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Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 1 E04-0120 

Calib 

40k 

em 

(cps) 

~).00 conc(mg/L) 
Calib Eq’n: Li~, Calc lr~t 
Corr Coeff: 0o~98680 

1.01~ 

Pb 220.353 

12k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Lin, Catc 
Corr Coeff: 0°998821 

6 
Zn 213.857 

1.0( 

3k 

em 

(cps) 

I).00           conc(mg/L) 
Calib Eq’n: Li~% Caic 
Corr Coeff: 0.999543 

1.01~ 

89k 

em 

(cps) 

10 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~nt 
Corr Coeff: 0.998650 

1.0( 

Page 2 WinLab32 

CONFIDENTIAL - SUBJECT TO A PROTECTIVE ORDER ENTERED IN 
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Sample ID Sample Name    Date 

0.4ppm 

212012004 9:42:23 AM 

2/20/2004 9:42:23 AM 

2/20/2004 9:42:23 AM 

2/20/2";004 9:42:23 AM 

2/20/2004 9:42:23 AM 

2/20/’~004 9:42:23 AM 

2/20/2004 9:42:23 AM 

2/20/~004 9:42:23 AM 

2/20/2~004 9:42:23 AM 

2/20/2004 9:42:23 AM 

Reported Reported 

Conc Calib Conc Samp 

MDL Analyte Name (Calib] Units (Samp) Units 

Sb 206 838 0 382 mg(L 0 382 mg/L 

As 188.979 0375 mg/L 0.375 mg/L 

Be 313.107 0369 mg/L 0.369 mg/L 

Co 228.616 0.35 mgtL 035 mg/L 

Cd 228.802 0356 mg/L 0.356 mg/L 

Cr267.716 0361 mgtL 0.361 mg/L 

Ni 231604 0385 mg/L 0.385 mg/L 

Pb 220.353 0.33 mgtL 033 mg/L 

Se 196.028 0357 mgtL 0.357 mg/L 

Zn 213.857 0342 rn~tL 0.342 ms/L 

Initial 

Sample 

Time Wt 

QC 
Recovery 

95 56 
93.77 
82.14 
87.51 
89.00 

90.35 
96.35 
82.52 
89.30 
85.5 

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

1937.0469 
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Sample ID Sample Name 

VlP-04-163 Field Blank 

VlP 04 164 Field BlankDup 

V~P 04 165 Influent 1/2 

V]P-04-166 Influent 1 / 2 Dup 

rIP-04-166 MS Influent 1 / 2 Dup 

V1P-04-177 Lab Blank 

VlP-04-167 Port 1A 

V1P 04 168 Port 1ADup 

V1P-04-169 Port 4A 

Initial 
Sample 

Date Time Wt 

2/20/~004 9:46:22 AM 
2/20/2004 9:46:22AM 1.0041iiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiAs 188.£79 
2/20/2004 9:46:22 AM 1.004 i!!!i!i!i!i!!i!i!i!i!!i!i!i!iii!i!i!ii!ii!i!ii!i!!i!i! Be 313.107 
2/20/’;004 9:46:22AM 1.0041iiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiiCo 228.616 

2/20/:004 9:46:22AM .004i:::i:i:i:i::i:i:i:i::i:i:i:iii:i:i:ii:!i:i:i!:i::i:i:Cr261.716 
2/20/2004 9:46:22AM 
2/20/~004 9:46:22AM 1.004~Pb220.353 
2/20/~004 9:46:22AM 1.004~Se 196.026 
2/20/~004 9:46:22 AM 1.004 Zn 213.~57 
2/20/2004 9:50:14 AM 1.034 ~ Sb 206.836 
212013004 9:50:14AM 1.034;~As 188.£79 
2/20/2004 9:50:14AM 1.034~Be313.107 
2/20/~004 9:50:14AM 1 034~Co ~28 616 

2/20/2004 9:50:14AM 1.034~Ni2316,34 
2/20/2004 9:50:14AM 

2/2~/~00d 9:5d:08 AM ].0] S ~ Co 228.616 

2/2~/200~ 9:5~:08A~ .0~Cr267.7~6 

2/20/~004 9:54:08AM 1.016~Pb220.353 
2/20/2004 9:54:08AM 1.016~Se 196.026 

2/20/~004 9:58:01 AM 1 034 :~:~:~:~:~:~:~:~:~i:~:~:~:~:::~:~:~::~i:~:~:i~:~:~:~ As 188 979 

2/20/2004 9:58:01 AM 1 034~Co228 616 

2/20/2004 9:58:01 AM 034~Cr267716 
2/20/2004 9:58:01 AM 1.034~Ni2316,~4 
2/20/~004 9:58:01 AM 1 034~]~]~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~]~]~ Pb220 353 
2~0/2004 9:58:01 AM 1.034~8e 196.026 
2/20/3004 9:58:01 AM 1 034 ~ Zn 213 S57 
2/20/2004 10:01:55 AM 1.034 Sb 206.830 
2/20/~004 10:01:55AM 1 034 As 188 979 
2/20/2004 10:01:55 AM 1.034 Be 313.107 
2/20/2004 10:01:55 AM 1 034 Co228 616 
2/20/2004 10:01:55 AM      1 034            Cd228 802 

1.93 
2/20/2004 10:01:55 AM 1 034 Cr 267 716 
2/20/2004 10:01:55 AM 1.034 Ni231604 
2/20/3004 10:01:55 AM 1 034 Pb220 353 
2/20/2004 10:01:55 AM 1.034 8e 196.026 
2/20/~004 10:01:55AM 1 034 Zn213 857 
2/20/2004 10:05:54AM 1.32~Sb206.836 

2/20/~004 10:05:54AM 1.32~Be313.107 
2/20/2004 10:05:54AM 1 32~Co 228 616 
2/20/2004 10:05:54 AM 
2/20/~004 10:05:54 AM 
2/20/2004 10:05:54AM 1.32~ Ni 231604 
2/20/~004 10:05:54 AM 1 32 :~:~:~:~:~:~:~:~:~i:~:~:~:~:::~:~:~::~i:~:~:i~:~:~:~ Pb 220 353 
2/20/2004 10:05:54AM 1.32~]~]~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~]~]~Se 196.026 
2/20/2004 10:05:54 AM 1.32 ~ Zn 213.857 
2/20/~004 10:09:51 AM 1.08~86206.836 

2/20/~004 10:09:51 AM 1.08~ ~Cr267.716 
2/20/2004 10:09:51 AM 1.06~]~]~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~]~]~ Ni 231604 
2/20/2004 10:09:51 AM 1.08~Pb220.353 
2/20/2004 10:09:51 AM 1.08~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~Se 196.02¢ 
2/20/2004 10:09:51 AM 1.08 ~ Zn 213.857 
2/20/2004 10:13:47AM 1 02~]~]~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~]~]~Sb206 836 
2/20/2004 10:13:47 AM 
2/20/2004 10:13:47AM 1.02~Be313.107 
2/20/~004 10:13:47 AM 1.02 ] ~ ~ ~ Co 228.616 

2/20/~004 10:13:47 AM 1 02 ~:::~:~:~:~::~:~:~:~::~:~:~:~:~:~:~:~:~:~:~::~:~: Cr26/716 
2/20/2004 10:13:47AM 1.02~]~]~]~]~]~]~]~]~]~]~]~]~]~]]]~]~]~]]~]~]~]~]~]~]~]~]~ Ni 231604 
2/20/2004 10:13:47AM 1.02~ Pb220.353 
2/20/~004 10:13:47AM 1.02~Se 196.02~ 
2/20/2004 10:13:47 AM 1.02 ~:::~:~:~:~::~:~:~:~:i~:~:~:~:~:~:~:~:i~:~:~i:~::~:~:Zn 213.857 
2/20/2004 10:17:43AM 1.113~Sb206.83~ 
2/20/2004 10:17:43 AM 1.113 ~:::~:~:~:~::~:~:~:~:i~:~:~:~:~:~:~:~:i~:~:~i:~::~:~:As 188.979 

2/2~/~00d ]0:] ~:d3 AM ]. ~ ] 3 ~ CO 228.616 

212~1200~ ]0:]~:dg AM . ] 3 ::::::::::::::::::::::::::::::::::::::::::::::::::::::::::: Cr26LM6 

212Q1~004 10:17:43AM 1 113]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]]8e 196 026 
2/20/2004 10:17:43 AM 1.113 ~;~ Zn 213.857 

Reported Reported 
Conc Calib Conc Samp 

MDL Analyte Name (Calib} Units (Samp) Units 
1 004 Sb 206 836     -O 034 mg(L ND mg/kg 

-0019 mg/L ND mg/kg 
-0.02 mg(L ND mg/kg 

-0018 mgtL ND mg/kg 
-0018 mg/L ND mg/kg 
-0017 mgtL ND mg/kg 

0.01 mg/L ND mg/kg 
-0013 mgtL ND mg/kg 
-0011 mgtL ND mg/kg 

-0.02 m~tL ND m~/k~ 
-0039 mg(L ND mg/kg 
0023 mgtL ND mg/kg 
-0.02 mgfL ND mg/kg 

-0 018 mgtL ND mg/kg 
-0019 mg/L ND mg/kg 
-0017 mgtL ND mg/kg 
-0009 mgtL ND mg/kg 
-0014 mgtL ND mg/kg 
-0015 mg/L ND mg/kg 

-0021 m~tL ND m~/k~ 
-0045 mg(L ND mg/kg 
-0019 mgtL ND mg/kg 
-0.02 mg/L ND mg/kg 

-0018 mgtL ND mg/kg 
0019 mg/L ND mg/kg 

-0017 mgtL ND mg/kg 
-0 009 mglL ND mg/kg 
-0013 mgtL ND mg/kg 
-0011 mg/L ND mg/kg 

-0018 m~tL ND m~/k~ 
-0058 mg/L ND mg/kg 

-0 02 mg(L ND mg/kg 
-0.02 mgtL ND mg/kg 

-O 017 mgtL ND mg/kg 
-0019 mgtL ND mg/kg 
-0 017 mglL ND mg/kg 
-0008 mg/L ND mg/kg 
0 013 mgtL ND mg/kg 

-0018 mg(L ND mg/kg 
-0 02 m~tL ND m~/kg 
0918 mg/L 4437 mg/kg 
0 889 mgtL 42 98 mg/kg 
0821 mgtL 39.7 mg/kg 
0 738 mglL 35 68 mg/kg 
0747 mg~L 36 13 mg/kg 
0 828 mg/L 40 Q5 mg/kg 
0972 mgtL 47 mg/kg 
1 199 mgtL 58 mg/kg 
0585 mg/L 2831 mg/kg 

1 357 mg([ 65 62 mg/kg 
0.06 mgtL ND mg/kg 

-0 021 mglL ND mg/kg 
-0.02 mgtL ND mg/kg 

-0 017 mglL ND mg/kg 
-0019 mg/L ND mg/kg 
0018 mgtL ND mg/kg 

-0008 mg/L ND mg(kg 
-0 012 mgtL ND mg/kg 
-0021 mg/L ND mg/kg 

-0021 mgtL ND mg/kg 
-0076 mgtL ND mg/kg 
-0.02 mg/L ND mg/kg 
-0.02 mg/L ND mg/kg 

-0018 mgtL ND mg/kg 
-0018 mg(L ND mg/kg 
-0018 mgtL ND mg/kg 
-0009 mg/L ND mg/kg 
-0013 mgtL ND mg/kg 
0011 mg/L ND mg/kg 

-0.02 mg/L ND mg/kg 
-0 066 mg/L ND mg/kg 
-0022 mg/L ND mg/kg 
-0.02 mg(L ND mg/kg 

-0018 mgtL ND mg/kg 
-0017 mg/L ND mg/kg 
-0 017 mgtL ND mg/kg 
-0013 mg/L ND mg/kg 
-0013 mgtL ND mg/kg 
-0011 mgtL ND mg/kg 

-0019 mg/L ND mg/k~ 
-0074 mgtL ND mg/kg 
0019 mgtL ND mg/kg 
-0.02 mg(L ND mg/kg 

-0018 mgtL ND mg/kg 
-0018 mgtL ND mg/kg 
-0017 mgtL ND mg/kg 
-0011 mgtL ND mg/kg 
-0015 mg/L ND mg/kg 
0 016 mgtL ND mg/kg 

-0017 mg/L ND mg/kg 

QC 
Recovery 

92% 
Se low 89% 
recovery; 82% 
100 ppm std 74% 
ok, appears 75% 
to be 83% 
sample 97% 
matrix 120% 
problem 59% 

136% 
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Sample ID Sample Name 

Initial Reported 

Sample Conc 

Date        Time         Wt           MDL Analyte Name (Calib) 

2/20/~004 10:21:39 AM                       Sb 206 836         0342 

2/20/,;004 10:21:39 AM As 188.979 
2/20/2004 10:21:39 AM Be 313.107 
2/20/’;004 10:21:39 AM Co 228.616 
2/20/2004 10:21:39 AM Cd 228.802 

3.4ppm 
2/20/,;004 10:21:39 AM Cr 267.716 
2/20/,;004 10:21:39 AM Ni231694 
2/20/‘;004 10:21:39 AM Pb 220.353 
2/20/’;004 10:21:39 AM Se 196.026 
2/20/,;004 10:21:39 AM Zn 213.857 
2/20/2004 10:25:37 AM 1.182 Sb 206.836 
2/20/‘;004 10:25:37 AM 1.182 A9188.979 
2/20/2004 10:25:37 AM 1.182 Be 313.107 
2/20/~004 10:25:37 AM 1 182 Co228616 

V1P 04 170 Port 4A Dup 2/20/2004 10:25:37 AM 82 Cd 228 802 
2/20/‘;004 10:25:37 AM . 82 Cr26/.716 
2/20/,;004 10:25:37 AM 1.182 Ni 231 6,34 
2/20/,;004 10:25:37 AM 1.182 Pb 220.353 
2/20/2004 10:25:37 AM 1.182 Se 196.026 
2/20/‘;004 10:25:37 AM 1.182 Zn 213.857 
2/20/2004 10:29:35 AM 1.064 8b206.636 
2/20/‘;004 10:29:35 AM 1.084 As 188.979 
2/20/2004 10:29:35 AM 1.064 Be 313.107 
2/20/,;004 10:29:35 AM 1.084 Co228.616 

V]P 04 171 Effluent 1 2/20/,;004 10:29:35 AM 084 Cd 228 802 
2/20/‘;004 10:29:35 AM .064 Cr267.716 
2/20/S004 10:29:35 AM 1 084 Ni 231 6,34 
2/20/,;004 10:29:35 AM 1.084 Pb220.353 
2/20/2004 10:29:35AM 1.064 Se 196.026 
2/20/‘;004 10:29:35 AM 1.084 Zn213.857 
2/20/2004 10:33:34 AM 1.07 8b206.636 
2/26/2004 10:33:34 AM 1 07 As 188 979 
2/20/2004 10:33:34 AM 1.07 Be 313.107 
2/20/2004 10:33:34 AM 1 07 Co228 616 

V1P-04-172 Effluent 1 :up 2/20/,;004 10:33:34 AM 1.07 ::::::::::::::::::::: ::::: ::::: :::::::: Cd 228.802 
2/20/2004 10:33:34 AM 1 07 Cr 267 716 
2/20/2004 10:33:34 AM 1.07 Ni 231 6,34 
2/20/g004 10:33:34 AM 1 07 Pb 220 353 
2/20/2004 10:33:34 AM 1.07 Se 196.026 
2/20/2004 10:33:34 AM 1 07 Zn 213:57 
2/20/2004 10:37:33 AM 1.055 Sb206.:39 
2/26/2004 10:37:33AM 1 055 As 188 979 
2/20/,;004 10:37:33 AM 1.055 Be 313.107 
2/20/2004 10:37:33 AM 1055 Co228616 

VlP-04-173 Effluent 4 2/20/2004 10:37:33 AM 1 055: :::::::~: ~: :::::: Cd 228 802 
2/20/2004 10:37:33 AM 055 Cr 267 716 
2/20/2004 10:37:33 AM 1.055 Ni 231 6,34 
2/20/2004 10:37:33 AM 1 055 Pb 220 353 
2/20/2004 10:37:33 AM 1.055 8e 196.026 
2/26/2004 10:37:33 AM 1 055 Zn 213 857 
2/20/,;004 10:41:33 AM 1.09 Sb 206.836 
2/20/2004 10:41:33 AM 1 09 As 188 £79 
2/20/,;004 10:41:33 AM 1.09 Be313.107 
2/20/2004 10:41:33 AM 1 09 Co 228 616 
2/20/2004 10:41:33 AM V1P-04-174 Effluent 4 Dup 
2/20/,;004 10:41:33 AM 
2/20/,;004 10:41:33 AM 1.09 Ni231694 
2/26/2004 10:41:33 AM 1 09 Pb 220 353 
2/20/2004 10:41:33 AM 1.09 ,Se 196.02: 

2/20/2004 10:41:33 AM 1.09 Zn213.:57 
2/20/,;004 10:45:33 AM 1.09 Sb 206.836 
2/20/2004 10:45:33AM 1.09 As 188.:79 
2/20/2004 10:45:33 AM 1.09 Be 313.107 
2/20/2004 10:45:33 AM 1.09 Co 228.616 
2/20/2004 10:45:33 AM 1.09 Cd 228.802 VlP-04-174 MS Effluent 4 Dup 
2/20/,;004 10:45:33 AM 1.09 

1.83 
Cr 267.716 

2/20/2004 10:45:33 AM 1.09 Ni 231 6,34 
2/20/2004 10:45:33 Ak4 1.09 Pb 220.353 
2/20/,;004 10:45:33 AM 1.09 Se 196.028 
2/20/2004 10:45:33 AM 1.09 Zn 213.:57 
2/20/2004 10:49:31 AM 1 098 Sb 206 838 
2/20/2004 10:49:31 AM ::::6:::::::::::::::::::::::::::::::::::: 
2/20/2004 10:49:31 AM 1.096 Be 313.107 
2/20/:004 10:49:31 AM 1.096 Co228.616 

V1P 04 178 Lab Blan k Dup 2/20/2004 10:49:31 AM 096 Cd 228_ 802 
2/26/2004 10:49:31 AM 1 ::::::::::::::::::::::::::::::::::: 716 
2/20/2004 10:49:31 AM 1.098 Ni 231 6,34 
2/20/2004 10:49:31 AM 1.096 Pb220.353 
2/20/‘;004 10:49:31 AM 1.098 Se 196.028 
2/20/2004 10:49:31 AM :::::::::::::::::::::::::::::::::::::::::::: 

Reported 
Calib Conc Samp QC 
Units (Samp) Units Recovery 
mg(L 0 342 mg/L 85 62 

0353 mg/L 0.353 mg/L 88.35 
0359 mg/L 0.359 mg/L 88.73 
0324 mgtL 0.324 mg/L 80.88 

0.33 mg/L 033 mg/L 82.62 
0352 mgtL 0.352 mg/L 87.95 
0373 mg/L 0.373 mg/L 93.20 
0316 mgtL 0.316 mg/L 79.06 
0332 mgtL 0.332 mg/L 83.04 

0328 rn~tL 0.328 m~/L 81.90 
-0153 mg/L ND mg/kg 

0.03 mgtL ND mg/kg 
-0.02 mgfL ND mgfkg 

-0 018 mgtL ND mg/kg 
-0017 mg/L ND mg/kg 
-0017 mgtL ND mg/kg 
-0018 rngtL ND mg/kg 
-0021 rngtL ND mg/kg 
-0012 mg/L ND mg/kg 

-0021 rn~tL ND m~/k~ 
-0069 mg/L ND mg/kg 
-0.02 mgtL ND mg/kg 
-0.02 rng/L ND mg/kg 

-0016 mgtL ND mg/kg 
0014 rng/L ND mg/kg 

-0018 mgtL ND mg/kg 
-0 025 rng(L ND mg/kg 
-0021 mgtL ND mg/kg 
-0012 mg/L ND mg/kg 

-0016 rn~tL ND m~/k~ 
-0059 mg/L ND mg/kg 
-0 015 mg(L ND mg/kg 
-0.02 rngtL ND mg/kg 

-0 015 mgtL ND mg/kg 
-0012 rngtL ND mg/kg 
-0 018 rnglL ND mg/kg 
-0028 mg/L ND mg/kg 
0 023 mgtL ND mg/kg 

-0011 mg/L ND mg/kg 

-0 013 rn~tL ND m~/k~ 
-0072 rng/L ND mg/kg 
-0 013 mgtL ND mg/kg 
-0.02 rngtL ND mg/kg 

-0011 mg(L ND mg/kg 
-0 01 rngtL ND mg/kg 
-0 02 rng/L ND mg/kg 

-0029 mgtL ND mg/kg 
-D 031 mgtL ND mg/kg 
-0003 rng/L ND mg/kg 

-0 012 mg![ ND mg/kg 
0057 rngtL ND mg/kg 

-0 012 mg(L ND mg/kg 
-0.02 mgtL ND mg/kg 

-0 009 rngtL ND mg/kg 
-0009 mg/L ND mg/kg 
0022 mgtL ND mg/kg 

-0026 mg/L ND mg/kg 
-0 04 mgtL ND mg/kg 
0012 mg(L ND mg/kg 

-0012 mgtL ND mg/kg 
0.54 mgtL 2477 mg/kg 54.00% 

0533 mg/L 2446 mg/kg low 53.30% 
0618 mg/L 2833 mg/kg recovery; 61.80% 
0734 mgtL 3366 mg/kg 100 ppm std 73.40% 
0761 mg/L 34.9 mg/kg ok= appears /6.10% 
0725 mgtL 3324 mg/kg to be 72.50% 
0684 mg/L 31 36 mg/kg ~ample 68.40% 
0802 mgtL 36.8 mg/kg matrix 80.20% 
0675 mg/L 3096 mg/kg problem 67.50% 

0958 mg/[ 4396 mg/kg 95.80% 
-0 048 rnglL ND mg/kg 
-0005 mg/L ND mg/kg 
-0022 mg(L ND mg/kg 
-0004 mgtL ND mg/kg 
-0007 mg/L ND mg/kg 
-0 026 mgtL ND mg/kg 
-0008 mg/L ND mg/kg 
-0067 mgtL ND mg/kg 
0025 mgtL ND mg/kg 

-0011 m~/L ND m~/k~ 
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Sample ID 

VlP-04-175 

3 4ppm 

V~P 04 176 

V1P-04-177 

rIP-04-180 

3.4ppm 

Initial 
Sample 

Sample Name    Date Time Wt 

2/20/~004 10:57:27 AM 
2/20/2004 10:57:27 AM 1.178 As 188.979 
2/20/2004 10257227 Aft1 1.178 Be 313.107 
2/20/’;004 10:57:27 AM 1.178 Co 228.616 

Comb Effluent 2/20/2004 10257227 AM 76 Cd 228_ 602 
2/20/2004 10:57:27 AM . :::::::::::::::::::::::::::::::::::::: 
2/20/2004 10257227 AM 1.178 Ni 231 6,34 
2/20/‘;004 10:57:27 AM 1.178 Pb 220.353 
2/20/’;004 10:57:27 AM 1.178 Se196.026 
2/20/’;004 10:57:27 AM 1.178 Zn 213.657 
2/20/2004 11:26:32 AM Sb 206.836 
2/20/‘;004 11:26:32 AM A£ 188.979 
2/20/2004 11226232 AM Be 313.107 
2/20/~,004 11:26:32 AM Co 228 616 
2/20/2004 11:26:32 AM Cd 228.802 
2/20/‘;004 11:26:32 AM Cr 267.716 
2/20/’;004 11:26:32 AM Ni 231 6,34 
2/20/’;004 11:26:32 AM Pb 220.353 
2/20/2004 11226232AM Se 196.026 
2/20/‘;004 11:26:32 AM Zn 213.857 
2/20/2004 11230242 AM 1.274 Sb 206.836 
2/20/‘;004 11:30:42 AM 1.274 A£ 188.979 
2/20/2004 11:30:42 AM 1.274 Be 313.107 
2/20/2004 11:30:42 AM 1.274 Co 228.616 

Comb Effluent Du~ 2/20/’;004 11:30:42 AM 274 Cd 228 802 
2/20/‘;004 11:30:42 AM .274 Cr 267.716 
2/20/2004 11:30:42 AM 1 274 Ni 231 6,34 
2/20/’;004 11:30:42 AM 1.274 Pb220.353 
2/20/2004 11230242 AM 1.274 Se 196.026 
2/20/‘;004 11:30:42 AM 1.274 Zn 213.857 
2/20/2004 11234237 AM 1.32 8b206.636 
2/20/~004 11234237 AM 1 32 As 188 979 
2/20/’;004 11:34:37 AM 1.32 Be 313.107 
2/20/’;004 11234237 AM 1 32 Co 228 616 

Lab Blank 2/20/’;004 11:34:37 AM 1.32 ::::::::::::::::::::: :::: ::::: :::::::: Cd 228.802 
2/20/2004 11:34:37 AM 1 32 Cr 267 716 
2/20/2004 11:34:37 AM 1.32 Ni 231 6,34 
2/20/~,004 11:34:37 AM 1 32 Pb 220 353 
2/20/2004 11234237 AM 1.32 8e 196.026 
2/20/~,004 11:34:37 AM 1 32 Zn 213 857 
2/20/2004 11:38:34 AM 0.622 8b 206.836 
2/20/~004 11238234 AM 0 622 As 188 979 
2/20/’;004 11:38:34 AM 0.622 Be 313.107 
2/20/2004 11:38:34 AM 0 622 Co 228 616 
2/20/2004 11:38:34 AM 0 622 Cd 228 802 

100 ppm Check 
2/20/2004 11:38:34 AM 0 622 

3.22 
Cr 267 716 

2/20/2004 11:38:34 AM 0.622 Ni 231 6,34 
2/20/~,004 11:38:34 AM 0 622 Pb 220 353 
2/20/2004 11:38:34 AM 0.622 86 196.026 
2/20/~004 11238234 AM 0 622 Zn 213 857 
2/20/’;004 11:42:37 AM Sb 206.836 
2/20/’;004 11242237 AM As 188 £79 
2/20/’;004 11:42:37 AM Be 313.107 
2/20/2004 11:42:37 AM Co 228 616 
2/20/2004 11:42:37 AM Cd 228.802 
2/20/2004 11:42:37 AM Cr 267.716 
2/20/2004 11:42:37 AM Ni 231 6,34 
2/20/~004 11242237 AM Pb 220 353 
2/20/2004 11:42:37 AM Se 196.026 

2/20/2004 11:42:37 AM Zn 213.857 

Reported Reported 
Conc Calib Conc Samp 

MDL Analyte Name (Calib] Units (Samp) Units 
1 178 Sb 206 836     -O 051 mg(L ND mg/kg 

-0.01 mg/L ND mg/kg 
-0022 mg(L ND mg/kg 
-0003 mgtL ND mg/kg 
-0008 mg/L ND mg/kg 
-0026 mgtL ND mg/kg 
0001 mg/L ND mg/kg 

-0075 mgtL ND mg/kg 
0028 mgtL ND mg/kg 

-0012 m~tL ND ms/k~ 
0436 mg/L 0.436 mg/L 
0415 mgtL 0.415 mg/L 
0433 mgfL 0.433 mg/L 
0 456 mgtL 0 456 mg/L 
0458 mg(L 0.458 mg/L 
0434 mgtL 0.434 mg/L 
0398 mgtL 0.398 mg/L 
0412 mgtL 0.412 mg/L 
0464 mg/L 0.464 mg/L 

0452 m~tL 0.452 m~/L 
-0031 mg/L ND mg/kg 
-0014 mgtL ND mg/kg 
-0.02 mg/L ND mg/kg 

-0012 mgtL ND mg/kg 
0011 mg/L ND mg/kg 

-0019 mgtL ND mg/kg 
-0 029 mglL ND mg/kg 
-0027 mgtL ND mg/kg 
-0009 mg/L ND mg/kg 

-0011 m~tL ND m~/k~ 
-0038 mg(L ND mg/kg 
-0 013 mgtL ND mg/kg 
-0.02 mgtL ND mg/kg 

-0 014 mgtL ND mg/kg 
-0012 mgtL ND mg/kg 
-0 018 mgIL ND mg/kg 
-0028 mg/L ND mg/kg 
0 024 mg(L ND mg/kg 

-0002 mg/L ND mg/kg 
-0 012 m~tL ND m~/kg 

1 003 i-ng/L 8059 mg/kg 
1 26 mgtL 101 3 mg/kg 

1 279 mgtL 102.8 mg/kg 
1 304 mgIL 104 8 mg/kg 
1 277 mgIL 102 7 mg/kg 
1 302 mgIL 104 6 mg/kg 
1 285 mgtL 103.3 mg/kg 
1 334 mgtL 107 2 mg/kg 
1312 mg/L 105.5 mg/kg 

1 399 mg([ 112 5 mg/kg 
0336 mgtL 0.336 mg/L 
O 427 mgIL 0 427 mg/L 
0441 mgtL 0.441 mg/L 
D 443 mg~L 0 443 mg/L 
0442 mg/L 0.442 mg/L 
0437 mgtL 0.437 mg/L 
0408 mg/L 0.408 mg/L 
0 424 mg(L 0 424 mg/L 
0448 mg/L 0.448 mg/L 

0451 mgtL 0.451 mg/L 

QC 
Recovery 

108.98 
103.87 
108.19 
11412 
114.51 
108.54 
99.50 

103.06 
115.97 
113.03 

81% 
101% 
103% 
105% 
103% 
105% 
103% 
107% 
106% 
113% 
84.06 

106 86 
110.15 
11080 
110.46 
109.22 
101.84 
105 96 
112.00 
112.64 
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Calib 
Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 1 E04-0120 no digest 

3k 

em 

(cps) 

3M 

em 

(cps) 

3 

50k 

em 

(cps) 

f 
D.O0 

D.oo 

1.00 conc(mg/L) 
Calib Eq’n: Li~, Ca~c 
Corr Coeff: 0°999471 

conc(mg/L) 
Calib Eq’n: Li~% C~lc 
Corr Coeff: 0o998716 

conc(mg/L) 1.0~ 

As 188.979 

4k 

em 

(cps) 

228.61~ 

50k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc 
Corr Coeff: 0°999280 

0.00           conc(mg/L) 
Calib Eq’n: Lio, Calc ~Rt 
Corr Coeff: 0o~98~87 

63k 

em 

(cps) 

0.00 conc(mg/L) 
Calib Eq’n: L#~, Calc h~ 
Corr Coeff: 0o998~2G 

1.0( 

1.0C 

1.0C 
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Calib 
Method: WWTP Scan 
Result: CG WWTP Carbon Study Event 1 E04-0120 no digest 

40k 

em 

(cps) 

~).00 conc(mg/L) 
Calib Eq’n: Li~, Ca~c lnt 
Corr Coeff: 0°998682 

1.01~ 

Pb 220.353 

11k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~, Catc 
Corr Coeff: 0o~987~ 1 

8 
Zn 213.857 

1.0( 

3k 

em 

(cps) 

I).00           conc(mg/L) 
Calib Eq’n: Li~% Caic 
Corr Coeff: 0.999376 

1.01~ 

10 

83k 

em 

(cps) 

0.00           conc(mg/L) 
Calib Eq’n: Li~% Calc ~nt 
Corr Coeff: 0.~98611 

1.0( 
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Initial 
Sample 

Sample ID Dete Time Wt 
2/23/2004 10:59:35 AM 
2/23/2004 10:59:35 AM 

2/23!2004 10:59:35 AM 
2/23/2004 10:59:35 AM 

2/23/2004 10:59:35 AM 
0.4ppm 

2/23/2004 10:59:35 AM 

2/23/2004 10:59:35 AM 
2/23/2004 10:59:35 AM 

2/23!2004 10:59:35 AM 
2/23/2004 10:59:35 AM 
2/23/2004 11:03:33 AM 
2/23!2004 11:03:33 AM 
2/23/2004 11:03:33 AM 

2/23/2004 11:03:33 AM 
2/23/2004 11:03:33 AM 

I nf 112                                    100% 
2/23/2004 11:03:33 AM 
2/23/2004 11:03:33 AM 

2/23!2004 11:03:33 AM 
2/23/2004 11:03:33 AM 
2/23/2004 11:03:33 AM 

2/23!2004 11:07:27 AM 
2/23/2004 11:07:27 AM 

2/23/2004 11:07:27 AM 
2/23/2004 11:07:27 AM 

2/23/2004 11:07:27 AM 
Field Blank                                        100% 

2/23/2004 11:07:27 AM 
2/23!2004 11:07:27 AM 
2/23!2004 11:07:27 AM 

2/23/2004 11:07:27 AM 
2/23/2004 11:07:27 AM 
2/23/2004 11:11:22 AM 

2/23/2004 11.11.22 AM 
2/23/2004 11:11:22 AM 

2/23/2004 11:11:22 AM 
2/23/2004 11:11:22 AM 

Comb 1 / 2                                         100% 
2/23/2004 11:11:22 AM 

2/23!2004 11:11:22 AM 
2/23/2004 11:11:22 AM 
2/23/2004 11:11:22 AM 
2/23/2004 11:11:22 AM 

2/23/2004 11.15.17 AM 
2/23/2004 11:15:17 AM 

2/23/2004 11:15:17 AM 
2/23/2004 11:15:17 AM 

2/23!2004 11:15:17 AM 
Port 4A                                            100% 

2/23!2004 11:15:17 AM 
2/23/2004 11:15:17 AM 

2/23/2004 11:15:17 AM 
2/23/2004 11:15:17 AM 

2/23/2004 11:10:17 AM 
2/23/2004 11:19:12 AM 

2/23/2004 11:19:12 AM 
2/23/2004 11:19:12 AM 
2/23/2004 11:19:12 AM 
2/23/2004 11:19:12 AM 

Port 4A MS                                        100% 
2/23/2004 11:19:12 AM 
2/23/2004 11:19:12 AM 
2/23/2004 11:19:12 AM 

2/23/2004 11:19:12 AM 

2/23/2004 11:19:12 AM 
2/23/2004 11:23:15 AM 
2/23!2004 11:23:15 AM 
2/23/2004 11:23:15 AM 

2/23/2004 11:23:15 AM 
2/23/2004 11:23:15 AM 

Lab Blank                                 100% 
2/23/2004 11:23:15 AM 
71730004 11 7315 AM 

2/23/2004 11:23:16 AM 
2/23/2004 11:23:15 AM 
2/23/2004 11:23:15 AM 

Reported Reported 

Analyte Conc Calib Conc Samp QC 

Name (Calib) Units ($amp) Units Recover 

Sb 206.836 0365 mgtL 0.365 mg/L 91.19 
As 188 979 0 357 mgtL 0 357 mglL 89 29 

Be 313.107 0363 molL 0.363 mglL g0.69 

Co 228 616 0 359 mgtL 0 359 mg/L 89 78 

Cd 228802 0358 molL 0.358 mg/L 89.54 
Cr 267716 0.36 mgJL C.36 mglL 89.89 

Ni 231.604 0358 mg/L 0.358 mg/L 89.57 
Pb 22a 353 0 354 mgJL 0 354 mglL 88 38 

Se 196.026 0367 molL 0.367 mglL gl.67 

Zn 213.857 0361 mgtL 0.361 mg/L 90.27 
Sb 206.836 ~),055 mgtL mg/kg 

As 188.979 ND molL mglkg 

Be 313.107 ND mgtL mglkg 

Co 228616 ND molL mg/kg 
Cd 228802 ND mg~L mglkg 

Cr 267716 0,048 molL mg/kg 

Ni 231 604 ND mgJL mglkg 

Pb 220.353 ND mgtL mglkg 

Se 196.026 ND mgtL mg/kg 

Zn 213.857 ND mgtL mg/kg 

8b 208.836 ND molL mglkg 
As 188.979 ND mgJL mg/kg 

Be 313.107 ND molL mg/kg 
Co 228 616 ND mgtL mg/kg 

Cd 228802 ND molL mg/kg 

Cr 267716 ND mgtL mg/kg 

Ni 231.604 ND mgtL mg/kg 

Pb 220.353 ND mgtL mg/kg 

Se 196.026 ND mgJL mg/kg 

Zn 213.857 ND molL mglk.,g 
Sb 206 836 0,e54 mgtL mg/kg 

As 188.979 ND rrlylL mg/k8 

Be 313 107 ND mgtL mg/kg 

Co 228616 ND molL mg/kg 

Cd 228802 ND mgtL mg/kg 

Cr 267716 ND molL mg/kg 

Ni 231.604 ND mgJL mglkg 

Pb 220.353 ND mgtL mg/kg 

Se 196.026 ND molL mg/kg 
Zn 213 857 ND mgtL mg/kg 

8b 206.836 0,048 rrlglL mg/k8 
As 188 979 ND mgtL mglkg 

Be 313.107 ND molL mg/kg 

Co 228616 ND mgtL mg/kg 

Cd 228802 ND mgJL mglkg 

Cr 267716 ND mgtL mglkg 

Ni 231.604 ND mgtL mg/kg 

Pb 220.353 ND molL mg/kg 
Se 196 026 ND mgtL mg/kg 

Zn 213.857 ND mglL mg/k.g 

Sb 206.836 1 243 mgJL mglkg 124% 

As 188.979 1.23 molL MS mg/kg 123% 
Be 313.107 1196 mgtL recovery mg/kg 120% 
Co228616 1134 mgtL high forzinc, mglkg 113% 
Cd 228802 1173 molL 100ppm std mg/kg 117% 

Cr 267716 1 176 mgtL check ok, mg/kg 118% 
Ni 231.604 1 292 mgJL possible mg/kg 129% 
Pb 220 353 1 451 mgtL mafri~ mg/kg 145% 

8e 196.026 1.01 molL intefferen~,e mg/kg 101% 

Zn 213.857 3013 mg/L mglk,g 301% 
Sb 206.836 ND molL mg/kg 

As 188.979 ND mgtL mglkg 

Be 313.107 ND molL mg/kg 

Co 228616 ND molL mg/kg 

Cd 228802 ND mgJL mglkg 

Cr 267716 ND molL mg/kg 
Ni 731 604 Nr3 m0tl mg/kg 

Pb 220.353 ND mglL mg/kg 

Se 196.026 ND mgtL mglkg 

Zn 213.857 ND molL mg/kg 
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Initial Reported Reported 

Sample Analyte Conc Calib 

Sample ID Date Time Wt Name (Calib) Units 
2/23/2004 11:27:12 AM Sb 206.836 0.[~ mg/L 
2/23!2004 11:27:12 AM As 188 979 ND mgtL 

2/23!2004 11:27:12 AM Be 313.107 ND mglL 
2/23/2004 11:27:12 AM Co 228 616 ND mgtL 

2/23/2004 11:27:12 AM         Cd 228802 ND      mg/L 
1 Eff                                              100% 

2/23/_9004 11:27:12 AM Cr 267716 ND mgJL 

2/23/2004 11:27:12 AM Ni 231.604 ND mg/L 
2/23/2004 11:27:12 AM Pb 22Q 353 ND mgJL 

2/23!2004 11:27:12 AM 8e 196.026 ND mglL 

2/23/2004 11:27:12 AM Zn 213.857 ND mgtL 

2/23/2004 11:31:09 AM Sb 206.836 f},~9 mgtL 

2/23!2004 11:31:09 AM As 188.979 ND mglL 
2/23/2004 11:31:09 AM Be 313.107 ND mgJL 

2/23/2004 11:31:09 AM Co 228616 ND mg/L 
2/23/2004 11:31:09 AM Cd 228802 ND mg/L 

Elf 4 100% 
2/23/2004 11:31:09 AM Cr 267716 ND mg/L 

2/23/2004 11:31:09 AM Ni 231 604 ND mgtL 

2/23!2004 11:31:09 AM Pb 220.353 ND mgtL 

2/23/2004 11:31:09 AM Se 196.026 ND mgJL 

2/23/2004 11:31:09 AM Zn 213.857 ND mgtL 

2/23!2004 11:35:06 AM 8b 206.836 0~ mglL 
2/23/2004 11:35:06 AM As 188.979 ND mgtL 

2/23/2004 11:35:06 AM Be 313.107 ND mg/L 
2/23/2004 11:35:06 AM Co 228 616 ND mgtL 

2/23/2004 11:35:06 AM         Cd 228802 ND      mg/L 
Port 1A                                            100% 

2/23/2004 11:35:06 AM Cr 267716 ND mgtL 

2/23!2004 11:35:06 AM Ni 231.604 ND mgJL 

2/23!2004 11:35:06 AM Pb 220.353 ND mgtL 

2/23/2004 11:35:06 AM Se 196.026 ND mgtL 

2/23/2004 11:35:06 AM Zn 213.857 ND mg/L 
2/23/2004 11:39:04 AM Sb 206 836 0 336 mgtL 

2/23/2004 11.39.04 AM As 188.979 0327 rrlylL 

2/23/2004 11:39:04 AM Be 313 107 0 336 mgJL 

2/23/2004 11:39:04 AM Co 228616 0332 mg/L 

0 4ppm 
2/23/2004 11:39:04 AM Cd 228802 0334 mgtL 

2/23/2004 11:39:04 AM Cr 267716 0332 mg/L 

2/23!2004 11:39:04 AM Ni 231.604 0332 mgtL 

2/23/2004 11:39:04 AM Pb 220.353 0325 mgtL 

2/23/2004 11:39:04 AM 8e 196.026 0336 mg/L 
2/23/2004 11:39:04 AM Zn 213 857 0 335 mgJL 

2/23/2004 11.43.02 AM 8b 206.836 1 124 m#lL 
2/23/2004 11:43:02 AM As 188 979 1 097 mgtL 

2/23/2004 11:43:02 AM Be 313.107 1 074 mg/L 

2/23/2004 11:43:02 AM Co 228616 1 008 mgtL 

2/23!2004 11:43:02 AM         Cd 228802     1 047 mgtL 
Port 1A MS                                        100% 

2/23!2004 11:43:02 AM Cr 267716 1.03 mgJL 

2/23/2004 11:43:02 AM Ni 231.604 1 093 mgtL 

2/23/2004 11:43:02 AM Pb 220.353 1 042 mg/L 
2/23/2004 11:43:02 AM Se 196 026 1 024 mgtL 

2/23/2004 11:43:02 AM Zn 213.857 1 567 mglL 

2/23/2004 11:47:07 AM Sb 206.836 ND mgtL 

2/23/2004 11:47:07 AM As 188.979 ND mg/L 

2/23/2004 11:47:07 AM Be 313.107 ND mgJL 

2/23!2004 11:47:07 AM Co 228616 ND mgtL 
2/23/2004 11:47:07 AM         Cd 228802 ND      mg/L 

Field Blank                                        100% 
2/23/2004 11:47:07 AM Cr 267716 ND mgtL 

2/23/2004 11:47:07 AM Ni 231.604 ND mg/L 
2/23/2004 11:47:07 AM Pb 220 353 ND mgtL 

2/23/2004 11:47:07 AM 8e 196.026 ND mgJL 

2/23/2004 11:47:07 AM Zn 213.857 ND mg/L 
2/23/2004 11:51:07 AM 8b 206.836 ND mg/L 

2/23/2004 11:51:07 AM As 188.979 ND mgtL 

2/23/2004 11:51:07 AM Be 313.107 ND mg/L 

2/23/2004 11:51:07 AM Co 228616 ND mg/L 

2/23/2004 11:51:07 AM Cd 228802 ND mgtL 
Lab Blank 1.096 

2/23/2004 11:51:07 AM Cr 267716 ND mglL 
?/73!2004 115107 AM Ni ?.31 604 Nr3 mgtl 

2/23/2004 11:51:07 AM Pb 220.353 ND mgJL 

2/23/2004 11:51:07 AM Se 196.026 ND mgtL 

2/23/2004 11:51:07 AM Zn 213.857 ND mg/L 

Conc 

($amp) 

0 336 

0.327 
0 336 

0.332 
0.334 
0.332 

0.332 
0.325 
0.336 
0 335 

MS 
recovery 
high for zinc, 

100 ppm std 

check ok, 
possible 

matrix 
interf~rense 

-0.197 
-0.755 

0.175 

-0.079 
-0.016 
-0.083 
-0 183 

-0.091 
-0.163 
-0.199 

Samp 

Units 
mg/kg 
mglkg 

mg/kg 
mg/kg 

mglk.g 
mg/kg 

mg/k.g 
mg/kg 

mg/k.g 
mg/k.g 
mg/k.g 

mg/k.g 
mg/kg 

mg/k.g 
mg/kg 

mg/k.g 
mg/kg 

mg/k.g 
mg/k.g 
mg/k.g 

mg/kg 
mg/kg 

mglkg 
mg/kg 

mglkg 
mg/kg 

mg/kg 
mg/kg 
mg/kg 

m g/k.,g 
mg/L 

illy/L 
mg/L 

mg/L 
mg/L 

mg/L 

mg/L 
mg/L 

mg/L 
mg/L 

mglkg 

mglkg 
mg/kg 

mg/kg 
mg/kg 
mg/kg 

mglkg 
mg/kg 

mglk.g 
mg/kg 

mglkg 
mg/kg 

mg/kg 
mglkg 
mg/kg 

mglkg 
mg/kg 

mg/kg 

mg/k,g 
mglkg 
mg/kg 
mg/kg 

mglkg 
mg/kg 

mg/kg 
mg/kg 

mg/kg 
mg/kg 

mglkg 

QC 

Recover 

84 03 

81.75 
84 08 

83.04 
83.68 
83.07 

82.97 
81.15 
84.07 
83 63 

112% 
118% 

107% 
101% 

105% 
103% 
109% 

104% 
102% 

157% 
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8ample ID Date Time 

2/23/2004 11:55:00 AM 
2/23/2004 11:55:00 AM 

2/23/2004 11:55:00 AM 
2/23/2004 11:55:00 AM 

2/23/2004 11:55:00 AM 
2/23/2004 11:55:00 AM 

2/23/2004 11:55:00 AM 
2/23/2004 11:55:00 AM 

2/23/2004 11:55:00 AM 
2/23/2004 11:55:00 AM 

0.4ppm 
2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 

2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 

2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 

2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 
2/23/2004 11:57:23 AM 

Initial 
Sample 

Wt 

Reported Reported 

Analyte Conc Calib Conc Samp QC 

Name (Calib) Units (Samp) Units Recover 

Sb 206.836 0329 mgtL 0.329 mg/L 82.16 
As 188 979 0 321 mgtL 0 321 mglL 80 26 

Be 313.107 0.33 mglL C.33 mglL 82.42 
Co 228 616 0 332 mgtL 0 332 mg/L 82 93 

Cd 228802 0335 mg/L 0.335 mg/L 83.67 
Cr 267716 0333 mgJL 0.333 mg/L 83.25 

Ni 231.604 0332 mg/L 0.332 mg/L 82.88 
Pb 220 353 0 318 mgJL 0 318 mglL 79 46 

Se 196.026 0331 mglL 0.331 mglL 82.63 
Zn 213.857 0336 mgtL 0.336 mg/L 83.97 
Sb 206.836 0337 mgtL 0.337 mg/L 84.17 
As 188.979 0325 mglL 0.325 mglL 81.33 
Be 313.107 0336 mgJL 0.336 mg/L 83.96 

Co 228616 0335 mg/L 0.335 mg/L 83.82 
Cd 228802 0336 mg)L 0.336 mg/L 84.00 

Cr 267716 0336 mg/L 0.336 mg/L 83.88 
Ni 231 604 0 335 mgtL 0 335 mglL 83 73 

Pb 220.353 0326 mgtL 0.326 mglL 81.45 
Se 196.026 0338 mgtL 0.338 mg/L 84.48 
Zn 213.857 0338 mgJL 0.338 mg/L 84.55 
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