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Interim Report #3- Ana lysis of Fish and Clam Samples 

1.0 SUMMARY 

MP1 Study No.: 0137.0219 
MPI Project No.: P0003267 

MPI Research, Inc. successfully extracted and analyzed fish and clam samples for the 

determination of perfluorooctanoic acid (PFOA) according to 3M Environmental 

Laboratory Method ETS-8-049.2 (V0003970) detailed in MPI Protocol P0003267 

Amendments #3 through #8 (Appendix A, pgs. 124·151). 

The limits of quantitation (LOQ) for the analyte in the fish fillet samples are listed in 

Table I. The target LOQ for the method for fish fillet samples was 0.20 ng/g. The limits 

of quantitation (LOQ) for the analyte in the whole body fish samples are listed in Table 

Ill. The target LOQ for the method for whole body fish samples was 0.20 ng/g. The 

limits of quantitation (LOQ) for the analyte in the clam samples are listed in Tables V. 

The target LOQ for the method for clam samples was 0.20 ng/g. After evaluation of the 

reagent blanks (method blanks) used for the analysis, the LOQ was determined. There 

were no instances where a raised LOQ was required. A discussion of the process used to 

evaluate the reagent blanks can be found in section 6.3 of the report. The LOQ for the 

analyte in there-extracted whole body fish sample is listed in Table IV. The target LOQ 

for the method for there-extracted whole body fish sample was 0.20 ng/g. 

Analytical results and assessed accuracies for the analysis ofPFOA found in the fish fillet 

samples are summarized in Table I. Fortification recoveries for PFOA in the fish fillet 

samples are detailed in Table VI. The average percent recovery± standard deviation for 

PFOA in the fish fillet samples was 105 ± 23%. The results for one fish fillet sample 

were not reported (NR) due to low spike recovery outside of the acceptance criteria range. 

The sample was re-extracted and reanalyzed (Table ll), but matrix spike recovery of the 

re-extracted sample (Table VII) was also outside of the acceptance criteria range. 

Analytical results and assessed accuracies for the analysis of PFOA found in the whole 

body fish samples are summarized in Table Ill. Fortification recoveries for PFOA in the 

whole body fish samples are detailed in Table VIII. The average percent recovery ± 
standard deviation for PFOA in the whole body fish samples was 99 ± 20%. The results 

for one fish fillet sample were not reported (NR) due to low spike recovery outside of the 

acceptance criteria range. The sample was re-extracted and reanalyzed, and the analytical 

results and assessed accuracies for the analysis of PFOA found in there-extracted whole 

body fish sample are summarized in Table IV. The fortification recovery for PFOA in 

the re-extracted whole body fish sample is detailed in Table Vill. The percent recovery 

for PFOA in there-extracted whole body flsh sample was 89%. Analytical results and 

assessed accuracies for the analysis of PFOA found in the clam samples are summarized 

in Table V. Fortification recoveries for PFOA in the clam samples are detailed in Table 

X. The average percent recovery ± standard deviation for PFOA in the clam samples was 

lll ± 190/o. 

The assessed accuracy for the majority of the samples reported is +/- 30%. The 

accuracies were assessed for each sample by reviewing the matrix spike whose spiking 

level most closely matches the endogenous concentration found in the sample. 
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Interim Report #3 - Analysis of Fish and Clam Samples 

2.0 OBJECTIVE 

MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

The objective of the analytical part of this study was to determine levels of perfluorooctanoic acid (PFOA) in fish and clam samples according to Protocol P0003267 and Amendments #3 through #8 (Appendix A). 

3.0 INTRODUCTION 

This report details the results of the analysis for the detennination of PFOA in fish and clams using the 3M Environmental Laboratory analytical method ETS-8-049.2 (V0003970) entitled, ••Determination of Fluorochemicals via Solid-Phase Extraction of Fish Tissues (Fillet or Whole Body) by High Performance Liquid Chromatography with Tandem Mass Spectrometry" detailed in MPI Protocol P0003267 Amendments #3 through #8. 

The study was initiated on June 14~ 2007, when the study director signed protocol number P0003267. The analytical start date for this interim report was December 27, 2007, and the analytical termination date for this interim report was May 12, 2008. 

4.0 ANALYTICAL TEST SAMPLES 

A total of one hundred and eighteen samples (ExyLIMS ID C0227544, C0227546 -C0227656, and C0227658 - C0227663 from login ID L00010436), one hundred and twelve fish and six clams, were received on dry ice on December 20. 2006 from Charles Young at Weston Solutions, Inc. The one hundred and twelve fish samples represented six sample sites: DLl, DL2, DL3, DOU, DMC, and DBC. Each site consisted of twenty samples, with the exception of site DL2 which consisted of twelve samples. The twenty samples represented ten catfish samples (five catfish fillets and five whole body catfish samples) and ten bass samples (five bass fillets and five whole body bass samples). For the DL2 site, the twelve samples represented ten catfish samples (five catfish fillets and five whole body catfish samples) and two bass samples (two whole body bass samples). All samples were logged in by MPI personnel and placed in frozen storage. 
The sample IDs assigned by the client follow this formula: Dxx-x02-xxxxxx-x(x)-0612xx. 

The first string begins with D for Decatur, Alabama and the xx defines the sampling area where: 
DL3 =Up river Letter of Intent (LOI) sampling location LOC-3 DL2 ==Cross river LOI sampling location LOC-2 
DL 1 = Down river Fox Creek mouth LOI sampling location LOC-1 

MPI Research 
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Interim Report #3- Analysis ofFish and Clam Samples 

DBC = Bakers Creek mouth 
DOU =Cove at 3M WWTP outfall 
DMC = Downstream Mallard Creek mouth 

MPIStudyNo.: 0137.0219 
MPI Project No.: P0003267 

The second string defines the general category of the biota sample and the sampling 
round where: 
F02 =Fish sample second round 
102 = Invertebrate sample second round 

The third string defines the species (first two characters), the sample type (third character) 
and the sample number (last three characters) within that sampling area and type of 
sample where: 

IP =channel catfish (lctalurus punctatus) 
MS = largemouth bass (Micropterus salmoides) 
CF =Asiatic clam (Corbiculajluminea) 

F = Fillet tissue sample 
W = Whole body sample 

001 through 005 =sample number within the sampling area and sample type 

The fourth string additionally defines the sample type where: 
0 = Primary field sample 
1 = Field duplicate sample 
RB = Equipment rinseate blank sample 

The fifth string defines the sample preparation date in YYMMDD format. 

Sample log-in and chain of custody information is located in the raw data package 
associated with this interim report. Storage records wiB be kept at MPI Research, Inc. 
(State College). 

5.0 REFERENCE MATERIAL 

The requisition information, lot, purity, and expiration date for the reference material 
used in this study is listed below. The reference material was stored refrigerated. 

Compound 
ExyLIMS 

Supplier Lot# 
Purity ExJliration Received 

Inventon: No. (%) Date Date 

Oakwood 
No 

PFOA SP0008065 YI6G 98 Definitive 09/08/06 
Products, Inc. 

Expiration 
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MPJ Project No.: P0003267 

The molecular structure of the standard is given below: 

PFOA 
Chemical Name: Perfluorooctanoic acid 
Molecular Weight: 414 
Transitions Monitored: 413 ----+ 369 

413-219 
Structure: 

F 

F F 

OH 
F 

6.0 DESCRIPTION OF ANALYTICAL METHOD 

The 3M Environmental Laboratory analytical method ETS-8-049.2 (V0003970) entitled, "Determination of Fluorochemicals via Solid-Phase Extraction of Fish Tissues (Fillet or Whole Body) by High Performance Liquid Chromatography with Tandem Mass Spectrometry" and details in Amendments #3 through #8 (Appendix A, pgs. 124-151) were used for the sample analysis in this study. 

6.1 Extraction Procedure for Fish and Clams 

6.1.1 Sample Preparation 
Before the samples could be weighed for the extraction, they had to be processed. To process, the frozen samples were placed into a food processor and homogenized with dry ice. The samples were transferred to one-gallon Ziploc bags and placed in frozen storage with bag left open to allow the dry ice to sublime. After sublimation, the sample bags were sealed and remained in frozen storage until time of analysis. Sample processing records are located in the Sample Information section of the raw data package except for those that were processed and supplied by the study sponsor as outlined in the protocol deviation found in the raw data package. 

6.1.2 Sample Extraction 

MPI Research 

A 3-gram portion of each sample was weighed into a graduated cylinder, and the samples were brought up to 30 mL with acetonitrile. Each sample 
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MPI Project No.: P0003267 

was then homogenized for -2 minutes. 5-mL aliquots of each sample 
were transferred to 15-mL centrifuge tubes, fortified as appropriate, and 
vortex mixed. The samples were placed into a freezer for -1 hour, and 
then centrifuged for -20 minutes at -3000 rpm at ~5°C. The supernatant 
was decanted into 100 mL of 2% H3P04 (aq) and vortexed. Next, the 
samples (catfish fillets, bass fillets, catfish whole bodies and clams) were 
loaded onto preconditioned HLB SPE cartridges (conditioned with 2 mL 
of methanol followed by 2 mL of water) and drawn through under 
vacuum, discarding the eluent. The whole body bass samples were loaded 
onto preconditioned tCl8 SPE cartridges (conditioned with 5 mL of 
methanol followed by 5 mL of water) and drawn through under vacuum, 
discarding the eluent. After the samples were drawn through the 
cartridges, the cartridges were washed with 2 mL of 5% ll)ethanol (aq) (for 
the fillet samples) followed by 2 rilL of 2% formic acid (aq) and suctioned 
dry. The HLB SPE cartridges were then eluted with 2 mL of 5% NH40H 
in methanol> and the tC18 SPE cartridges were eluted with 5 mL of 5% 
NH40H in methanol. The samples were then transferred to HPLC 
autosamplcr vials and diluted as necessary in 5% NH40H in methanoL 
Each sample was analyzed by LC/MS/MS electrospray. 

6.2 Preparation of Standards and Fortification Solutions 

A stock standard solution was prepared as specified in the method. The stock standard 
solution was prepared at a concentration of 1000 ~-tg/mL by dissolving 0.1 g of the 
standard (corrected for purity and salt content, if necessary) in acetonitrile. From that 
solution, a 100 ~-Lg/rnL fortification standard sol uti on was prepared by taking 1 0 mL of the 
stock and.bringing the volume up to 100 mL with acetonitrile. By taking 10 mL of the 
100 J..lg/mL fortification standard and bringing the volume up to 100 rnL with acetonitrile, 
a 1 0 J..lglmL fortification standard was prepared. By taking 10 mL of the 10 J..lg!mL 
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 1.0 
J..lg/mL fortification standard was prepared. By taking I 0 mL of the 1.0 ~-tg/mL 
fortification standard and bringing the volume up lo 100 mL with acetonitrile, a 0.1 
J..lg/mL fortification standard was prepared. By taking 10 mL of the 0.1 flg/mL 
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.01 
IJ.g/rnL fortification standard was prepared. By taking 10 mL of the 0.01 J.lg/mL 
fortification standard and bringing the volume up to l 00 mL with acetonitrile, a 0.001 
IJ.g/mL fortification standard was prepared. 

A set of extracted calibration standards was prepared for each type of matrix (catfish 
fillet, whole body catfish, bass fillet> whole body bass, and clams). The extracted 
calibration standards were processed through the same extraction procedure as outlined 
above. 
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The following concentrations were prepared for the catfish fillet, bass fillet, whole body catfish, and clam samples: 

Cone. of Fort. Aliquot Final Volume Final Cone. of Final Cone. of Solution Volume of Standard Calibration Std. Calibration Std. (ng/mL) (ml} \mL} {neimLJ {ng/g2 1.0 50 2.0 0.025 0.10 1.0 100 2.0 0.050 0.20 10 25 2.0 0.125 0.50 10 50 2.0 0.25 1.0 10 too 2.0 0.50 2.0 10 125 2.0 0.625 2.5 100 25 2.0 1.25 5.0 100 50 2.0 2.5 10 100 IOO 2.0 5.0 20 

The following concentrations were prepared for the whole body bass samples: 

Cone. of Fort. 
Solution 
(ng/mL) 

1.0 
l.O 
IO 
10 
10 

JOO 
100 
100 

1000 

Aliquot 
Volume 

(mL) 
50 
100 
25 
50 
100 
25 
50 
100 
25 

Final Volume 
of Standard 

(mL) 
5.0 
5.0 
s.o 
s.o 
5.0 
5.0 
5.0 
5.0 
5.0 

Final Cone. of 
Calibration Std. 

(nglmL) 
0.01 
0.02 
0.05 
0.10 
0.20 
0.50 
1.0 
2.0 
5.0 

Final Cone. of 
Calibration Std. 

(ng/g) 
0.10 
0.20 
0.50 
1.0 
2.0 
5.0 
10 
20 
50 

The stock standard solution was stored in a freezer (~20· ± s·c) when not in use. All other fortification and calibration standard solutions were stored in a refrigerator (4° ± 2°C) when not in use. Documentation of standard preparation is located in the raw data package associated with this interim report. 

6.3 Chromatography 

Quantification of the analyte was accomplished by LC/MS/MS electrospray. The retention time of PFOA ranged from 9.3 to 9.8 minutes. A method blank prepared for each data set was used to determine the LOQ. In instances where there were no peaks in the method blank, the LOQ was determined by the concentration of the lowest standard injected in the analytical run that met the 70-130% recovery range of its known value. In instances where there was a peak detected in the method blank, the blank was evaluated. If the response of the method blank was less than 50 % of the response of the lowest standard meeting the recovery criteria, then the LOQ was determined by the lowest standard. If the response of the method blank was greater than 50 % of the response of 

MPI Research 
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the lowest standard meeting the recovery criteria, then the LOQ was raised to the standard 
that met the less than 50 % criteria. 

6.4 Instrument Sensitivity 

The smallest standard amount injected during the chromatographic run had a 
concentration of 0.025 nglmL for the catfish fillet, bass fillet, whole body catfish and 
clam samples, and a concentration of 0.010 ng/mL for the whole body bass samples. 

6.5 Description of LC/MS/MS Instruments and Operating Conditions 

Instruments: API 5000 Biomolecular Mass Analyzer 
Interface: 
Computer: 

SCIEX Turbo Ion Spray Liquid Introduction Interface 
DELL Precision 360 

Software: 
HPLC: 

DELL OptiPlex GX400 
PE SCIEX Analyst 1.4.1 
Hewlett Packard (HP) Series 1200 
Hewlett Packard (HP) Series 11 00 

HP Quat Pump HP Vacuum Degasser 
HP Autosampler HP Colwnn Oven 

HPLC Column: Thenno Electron Betasil Cl8, 100 nun x 2.1 mm, 5!-lm 

Column Temp.: -30° C 
Injection Vol.: 10 IlL 
Mobile Phase (A): 2 mM Ammonium Acetate in water 
Mobile Phase (B): Acetonitrile 
Gradient: 

Time (min) 

0.0 
1.0 
8.5 
13.5 
14.0 
17.0 
25.0 

Total run time: -25 min 
Ions monitored: 

Analyte Mode 

PFOA negative 
PFOA 

Confirmation negative 
Ion 

MPI Research 

%A %B 

90 
90 
25 
25 
90 
90 
90 

Transition 
Monitored 
413-) 369 

413-+219 

10 
10 
75 
75 
10 
10 
10 

Flow Rate 
(!,.!1/mL} 

400 
400 
300 
300 
300 
400 
400 

Retention Time 
(min) 

-9.55 min. 

-9.55 min. 
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Interim Report #3 -Analysis of Fish and Clam Samples 

6.6 Quantitation and ExampJe Calculation 

MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Ten microliters of sample or calibration standard was injected into the LC/MS/MS. The peak area was measured and the standard curve was generated (using 1/x fit weighted quadratic regression) by Analyst software using eight or nine concentrations of standards. The concentration was determined from the following equations. 

Equation 1 calculated the amount of analyte found (in ng/mL, based on peak area) using the standard curve (quadratic regression parameters) generated by the Analyst software program. 

Equation 1: 

Analyte found (ng/mL) = ((>/ (82 + 4A Y- 4AC))·B) x Dilution Factor 
2A 

Where: A = X variable 1 
B = X variable 2 
C = intercept 
Y= peak area 

Equation 2 was used to convert the amount ofanalyte found in nglmL to nglg (ppb). 

Equation 2: 

Analyte found (ppb) = {analyte found (ng/mL) x fmal volume" x aliquot factor(6)"'1 
sample weight (3 g) 

1\ Final volume of2mL for catfish fillet, bass fillet, whole body catfish, and clams. FinaJ volume of SmL for whole body bass. 
*Aliquot factor calculated by the following equation: 
[initial volume of sample (30mL)]/[extraction aliquot volume (5mL)] = 6 

For samples fortified with known amounts of analyte prior to extraction, Equation 3 was used to calculate the percent recovery. 

Equation 3: 

Recovery(%)== 
(total analyte found (nglg) -average analyte in sample (ng/g)) xI 00% 

analyte added (ng/g) 

MPI Research 
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An example of a calculation using an actual sample follows: 

Bass fillet sample ExyLIMS ID: C0227547 Spike H (Set: 122707B), fortified at 2.0 
nglg with PFOA where: 

Y (peak area) 
A (X variable 1) 
B (X variable 2) 
C (intercept) 
dilution factor 
ng/g PFOA added (fort level) 
average amt in corresponding sample 

From equation 1: 
Analyte found (ng/mL) = 

= 

= 

= 
= 
= 

73943 
-10600 
147000 
1250 
1 
2.0 ng/g 
0.370 

({-J (1470002 + 4(-10600)(73943)- 4(-10600)(1250)))-147000) X 1 
2(~10600) 

From equation 2: 
Analyte found, wet weight (ng/g) 

From equation 3: 

%Recovery 

0.514 ng/mL 

(0.514 ng/mL X 2 mL X 6) 
3g 

2.06 ng/g 

= (2.06ng/g- 0.370 ng/g) x 100% 
2.0 ng/g 

85% 

NOTE: Numbers may differ slightly from raw data due to rounding. 

7.0 EXPERIMENTAL DESIGN 

For all fish and clam samples designated as laboratory matrix spikes, PFOA was added at 
a known concentration to the samples in the laboratory after the samples were weighed, 
homogenized and aliquoted for the extraction. 

The fish samples were extracted in twenty seven sets. Each set included one reagent 
blank (method blank), two matrix controls, three matrix controls fortified at a lower level, 
three matrix controls fortified at a mid level, and three matrix controls fortified at a higher 
level of known concentrations. The catfish fillet samples were extracted in six sets. All 
six sets contained five catfish fillet samples, each from the same sample site. The bass 
fillet fish samples were extracted in five sets. All five sets contained five bass fillet fish 
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MPI Project No.: P0003267 

samples, each from the same sample site. The whole body catfish samples were extracted in six sets. All six sets contained five whole body catfish samples, each from the same sample site. The whole body bass samples were initially partially extracted in four sets. The initial analysis was not reported due to quality control failures. The samples were then extracted using a modified version of the method (outlined in protocol amendment #6). The whole body bass samples were then extracted in six sets. Five of the sets contained five whole body bass samples, each from the same sample site and one of the sets contained two samples, each from the same sample site. 

The clam samples were extracted in one set. The set included one reagent blank (method blank), two matrix controls, three matrix controls fortified at a lower level, three matrix controls fortified at a mid level, and three matrix controls fortified at a higher level of known concentrations. The set contained six clam samples, one sample from each ofthe six sample sites. 

One catfish fillet sample was re-extracted in one set. The set included one reagent blank (method blank), two matrix controls, three matrix controls fortified at a lower level, three matrix controls fortified at a mid level, and three matrix controls fortified at a higher level of known concentrations and the one catfish fillet sample. 

One whole body bass sample was re-extracted in one set. The set included one reagent blank (method blank), two matrix controls, three matrix controls fortified at a lower level, three matrix controls fortified at a mid level, and three matrix controls fortified at a higher .level of known concentrations and the one whole body bass sample. 

Accuracies were assessed for each sample by reviewing the individual QC results obtained for each sample. 

8.0 RESULTS 

The limits of quantitation (LOQ) for the analyte in the fish fillet samples are Jisted in Table I. The target LOQ for the method for fish fillet samples was 0.20 ng/g. The limits of quantitation (LOQ) for the analyte in the whole body fish samples are listed in Table III. The target LOQ for the method for whole body fish samples was 0.20 ng/g. The limits of quantitation (LOQ) for the analyte in the clam samples are listed in Tables V. The target LOQ for the method for clam samples was 0.20 ng/g. After evaluation of the reagent blanks (method blanks) used for the analysis, the LOQ was determined. There were no instances where a raised LOQ was required. A discussion of the process used to evaluate the reagent blanks can be found in section 6.3 of the report. The LOQ for the ana1yte in there-extracted whole body fish sample is listed in Table IV. The target LOQ for the method for the re-extracted whole body fish sample was 0.20 ng!g. 

Analytical results and assessed accuracies for the analysis of PFOA found in the fish fillet samples are summarized in Table I. Fortification recoveries for PFOA in the fish fillet 
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samples are detailed in Table VI. The average percent recovery ± standard deviation for 

PFOA in the fish fillet samples was 105 ± 23%. The results for one fish fillet sample 
were not reported (NR) due to low spike recovery outside of the acceptance criteria range. 

The sample was re-extracted and reanalyzed (Table II), but matrix spike recovery of the 

re-extracted sample (Table VII) was also outside of the acceptance criteria range. 
Analytical results and assessed accuracies for the analysis of PFOA found in the whole 
body fish samples are summarized in Table m. Fortification recoveries for PFOA in the 

whole body fish samples are detailed in Table Vill. The average percent recovery ± 
standard deviation for PFOA in the whole body fish samples was 99 ± 20%. The results 
for one fish fillet sample were not reported (NR) due to low spike recovery outside of the 
a~eptance criteria range. The sample was re-extracted and reanalyzed, and the analytical 
results and assessed accuracies for the analysis of PFOA found in the re-extracted whole 
body fish sample are summarized in Table IV. The fortification recovery for PFOA in 

there-extracted whole body fish sample is detailed in Table VIII. The percent recovery 
for PFOA in the re-extracted whole body fish sample was 89%. Analytical results and 
assessed accuracies for the analysis of PFOA found in the clam samples are summarized 
in Table V. Fortification recoveries for PFOA in the clam samples are detailed in Table 

X. The average percent recovery± standard deviation for PFOA in the clam samples was 

111 ± 19%. 

The assessed accuracy for the majority of the samples reported is +/- 30%. The 
accuracies were assessed for each sample by reviewing the matrix spike whose spiking 
level most closely matches the endogenous concentration found in the sample. 

9.0 CONCLUSION 

Except as noted above, the fish and clam samples were successfully extracted and 
analyzed for PFOA according 3M Environmental Laboratory analytical method ETS-8-
049 .2 (V0003970). 

10.0 RETENTION OF DATA AND SAMPLES 

All original paper data generated hy MPI Research, Inc. (State College) that pertains to 
this interim report will be shipped to the study director. This does not include facility­
specific raw data such as instrument or temperature logs. Exact copies of all raw da~ as 
well as a signed copy of the fmal analytical report and all original facility-specific raw 
data, will be retained in the MPI Research. Inc. (State College) archives for the period of 
time specified in EPA TSCA Good Laboratory Practice Standards 40 CFR 792. 
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Table I. Summary ofPFOA in Fish Fillet Samples 
r 
! 

C3Ackl PFOA ! 
P•rfluorO<Idanolc Acid ). . 

Analyte Acceptable Ass&Ssed 

CUent LOQ f ~ 
E LIMS ID Sam ID ! : 

I: 
C0227544 DL3-F02·MSF001-0-0S1207 0.434 020 30 tJ 

C0227544 Rep DL3-F02 -MSFOO 1-0-08120r 0.503 0.20 30 

C0227546 DL3-F02-MSF0024-061207 ND 0.20 30 [l C0227546 Rep DL3-F02~SF0024-061207• ND 020 30 l 
C02:Z7547 DL3-F02·MSF003-0-061207 0.359 020 30 ~'<! 

C0227547 Rep Dl3-F02-MSF003-0-061207" 0.381 0.20 30 

C0227548 Dl3-F02-MSF0044-061207 0.319 0.20 30 I! C0227548 Rep DL3-F02-MSF004-0-061207• 0.270 0.20 :ro l _t 
C0227549 DL3-F02-MSF005-0-061207 ND 0.20 30 

C0227549 Rep DL3-F02-MSF005-0-061207" ND 020 30 

C0227550 DL3-F02-IPF001-0-061211 NO 0.20 30 [l C0227550 Rep OL3-F02-IPF001-0-061211* ND 0.20 30 

C0227551 DL3-F02-IPF002-0-061212 NO 020 30 
C0227551 Rep DL3-F02-IPF002-0-061212* ND 020 30 

C0227552 DL3-F02-IPF003-0-061212 ND 020 30 f! C0227552 Rep DL3-F02-IPF003-0-061212• NO 0.20 30 .. 
C0227553 DL3-F02-IPF004-0-061212 ND 0.20 40 

C0227553 Rep Dl3-F02-IPF004-0-061212* ND 0.20 40 

I C0227554 DL3-F02-iPF005-0-061212 NO 0.20 30 
C0227554 Rep Dl3-F02-IPF005-0-061212" NO 0.20 :ro 

C0227555 Dl2-F02-JPF001..().00 1209 ND 020 30 
C0227555 Rep Dl2-F02-IPF001-0-Q61209" ND 0.20 30 rl C0227556 Dl2-F02-lPF002-0-061209 ND 020 30 
C0227556 Rep Dl2-F02-IPFOOZ-0-061209" NO 0.20 30 

cJj 

C0227557 Dl2-F02-IPF003-0-061209 ND 0.20 30 
C0227557 Rep DL2-F02 -IPFOOJ-0-061209* ND 0.20 30 r C0227558 Dl2-F02-IPF004-0-061209 NO 0.20 50 

: i 
C02275548 Rep Dl2-F02-IPF004-0-061209* NO 0.20 50 

u 
C0227559 Dl2-F02-IPF005-0-061209 NO 0.20 50 

C0227559 Rep DL2-F02-IPF005-0-061209• NO 0.20 50 p ' C0227~0 DBC-F02-MSF001-0-061207 1.05" 0.20 30 t 
C0227560 Rep OBC-F02-MSF001-0-061207" 0.787" 0.20 30 

C0227561 DBC-F02-MSF002-0-061207 0.327 0.20 30 

~ C0227561 Rep DBC-F02-MSF002-0-061207* 0.381 0.20 30 

C0227562 DBC-F02-MSF003-0-061207 ND' 0.20 30 
C0227562 Rep DBC-F02-MSF003-0-061207• 0.207' 0.20 30 

C0227563 DBC-F02-MSF004-0-061207 ND 0.20 30 [' C0227563 Rep DBC-F02-MSF004-0-061207" ND 0.20 30 l 
- ~ 

C0227564 DBC-F02-MSF005-0-061207 0.347" 0.20 30 .. 
C0227564 Rep D~02~SF00~1207* 0.266" 0.20 30 

C0227565 DBC-F02-IPF001-0-061211 1.42 0.20 30 r ~ 
C0227565 Rep DBC-F02-lPF001-0-061211" 1.42 0.20 30 

C0227566 DBC-F02-lPF002-0-061211 0.429 0.20 30 
C0227566 Rep DBC-F02-IPF002-0-06t211• 0.511 020 30 

C0227567 DBC-F02-IPF003-0-061211 0.367 0.20 30 r i 

C0227557 Rep DBC-F02-IPF003-0-061211* 0.436 0.20 30 
' 

•Laboratory Duplicate 

'Relative Percent DiffererlCe > 20'lb [ 'Relative Peorcent Difference was not calculated due to the pre5ence of a nondelect and resulting uncenair\ty. 

ND " Not dett>eted at or abQve the acce~ble LOO. 
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Table I. Summary ofPFOA in Fish Fillet Samples (continued) 

L C8 Acid PFOA 
Po r11uorooct....,lo A< I <I 

Analyte A<:ceptal>te Assessed 
CNent Found LOQ Accuri!Cy Ex UMS 10 Sam le 10 .. /.%) 

C0227568 OBC-F02-IPF004-Q-061211 0.441 0.20 30 C0227568 Rep DBC·F02·1PF004-Q-061211" 0.423 0.20 30 r I C0227569 DBC-F02-IPF005-0-061211 0.726 0.20 50 i<' l 
l.! C0227569 Rep DBC-F02·1 PF005.()..06 1211• 0.760 0.20 50 

C0227570 DO U·F02-MSF001·0·061209 0.898" 0.20 30 C0227570 Rep DOU-F02-MSF001-fJ-061209" 1. 12~ 0.20 30 r C0227571 . ! DOU-F02-MSF002-0-o61212 0.748" 0.20 30 t...; 
C0227571 Rep OOU-F02·MSF002-0-QS1212" 0.329-' 0.20 30 

.l 

C0227572 OOU-F02·MSF003-Q·061212 0.617" 0.20 30 C0227572 Rep 00U-F02-MSFOOJ..()..()61212" 0.502" 0.20 30 

~ C0227573 DOU-F02·MSF004-0-061212 0.501 0.20 30 C0227573 Rep DOU-F02-MSF004-0-0S 1212" 0584 0.20 30 
C0227574 DOU-F02-MSFOQ5.0-Q61212 0.422h 0.20 30 C0227574 Rep DOU-F02·MSF005-0-061212" 0.34311 0.20 30 ~ C0227575 OOU-F02-IPFOO 1-Q-061212 0319 0.20 30 C0227575 Rep OOU-F02-lPf001-0·061212* 0.295 0.20 30 
C0227576 OOU-F02-IPF002-(J..{l61212 0.540 0.20 30 

I 
C0227576 Rep OOU-F02·1PF002-Q-061212" 0.526 0.20 30 

C0227577 DOU-F02-IPF003-0-061212 0.452 0.20 30 . C0227sn Rep DOU-F02-IPF003-o-o61212" 0.530 0.20 30 
C0227578 DOU-F02-IPF004-0-061212 0.696' 0.20 50 

f} 
C022778 Rep OOU-F02-J Pf004-0-00 1212• 1.Q5A 0.20 50 

C0227579 OOU-F02-IPF005-0-061211 NR• 
C0227579 Rep DOU-F02-I PFOOS..0-()61211• NR* 

C0227580 DU·F02·MSf001-o-06 1209 ND 0.20 30 r:-J C0227580 Rep DU-F02-MSF001-0·061209" NO 0.20 30 ~ l C0227581 OU-F02-MSF002-o-06 1209 NO 0.20 30 
1 . 
t;u.J 

C02275581 Rep DU-F02-MSF002-0-061209" NO 0.20 30 
C0227582 OU·F02-MSF003-0·00 1209 NO 0.20 40 

~ 
C02275582 Rep DU-F02-MSF003-0-061209• NO 020 40 t 

C0227583 DLl-F02-MSF004-0-061209 0.201' 0.20 30 
l 

C0227583 Rep DU-F02-MSF004-0-061209• ND' 020 30 
C0227584 DU-F02·MSF005-0-061209 NO 0.20 30 

m 
C0227584 Rep DU-F02-MSF005-0-061209" NO 0.20 30 

C0227585 DU-F02-IPF001-0-061212 NO 0.20 30 C0227585 Rep Dli-F02-IPF001-Q-061212" NO 0.20 30 
r,:--, C0227586 DLI-F02-IPF002 -0-()6 1212 NO 0.20 30 ' j C0227586 Rep DLI-F02-IPF002-0-061212" NO 0.20 30 1· 

C0227587 DU-F02-JPF003-Q-001212 NO 0.20 30 
u 

C0227587 Rep OU-F02-IPF003-Q.001212• ND 020 30 t, C0227588 DLI-F02-lPF004-Q.061212 NO 0.20 30 t l C0227588 Rep DLI-F02-IPF004-Q-Q61212" NO 020 30 ~ i 

C0227569 OU.f02-IPF005-0-Q61212 NO 0.20 30 
"' 

C0227589 Rep DU·F02-PF005-1).061212• NO 0.20 30 
r' C0227590 DMC-F02-MSF001-0-061209 NO 0.20 30 ;.! C0227590 Rep DMC-F02-MSF001-0-o61209• NO 020 30 

"laboialcrt Oupl\ca\& 
'Relative Percent Dllferer~ee " 20% 
'Relatl\18 Percent Difference was not calculated due to the presence Of a noncrottect and resutt1ng uncertainty ,~ t 

NO = Not detecte~ 81 or llbove the acceptable L 00. 
NR' =Not reported due to quaJity <:0ntro1 failures;- T1ble II for re-extraaed aample te5uits. 

'' .. , 
;- ~ 
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Table I. Summary ofPFOA in Fish Fillet Samples (continued) 

C8Acid PFOA 
Perfluorooctanolc Acid 

Analyte Acceptable Assessed 
Client Found LOQ Accuracy 

E IMSID Sam le 10 b, (+/-% 

C0227591 OM C-F02-MSF002-0-061209 0.29011 30 
C0227591 Rep DMC-F02-MSF002-0-061209* 0.218" 30 

C0227592 OMC-F02-MSF003-0-061209 0.221' 0.20 30 
C0227592 Rep DMC-F02 -MSFOOS-0-061209* NO' 0.20 30 

C0227593 DMC-F02-MSF004-0-061212 NO 0.20 30 
C0227593 Rep DMC-F02 -MSF004-0-061212* NO 0.20 30 

C0227594 DMC-F02-M SFOOS-0-061212 ND 0.20 30 
C0227594 Rep OMC-F02-MSF005-0-061212* ND 020 30 

C0227595 DMC-F02-IPF001-0-061212 ND 0.20 40 
C0227595 Rep OMC-F02-IPF001-0-061212* NO 0.20 40 

C0227596 DMC-F02-IPF002-0-Cl6'\212 0.284 0.20 30 
C0227596 Rep DMC-F02-IPF002-0-061212* 0.245 0.20 30 

C0227597 DMC-F02-IPF003-0-061212 0.226" 0.20 30 
C0227597 Rep OMC-F02-IPF003-0-061212• 0.381" 0.20 30 

C0227598 OMC-F02-IPF004-0-061212 NO 0.20 40 
C0227598 Rep DMC-F02-IPF004-0-061212* NO 0.20 40 

C0227599 DMC-F02-IPF005-0-061212 NO 0.20 30 
C0227599 Rep DMC-F02-IPF005-0-0S1212* NO 0.20 30 

*Laboratory Duplicate 
"Relative Percent Difference > 20% 
'Relative Percent Difference was not calculated due to the presence of a non detect and resulllng uncertainty. 
NO"' Not detected at or above the acceptable LOQ. 
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Table II. Summary of PFOA in Re-extracted Fish Fillet Samples 

Ex LIMS ID 
Client 

Sam Ia 10 

C0227579 DOU-F02-IPF005-0-061211 
C0227579 Rep DOU-F02-IPF005-0-061211" 

•Laboratory Duplicate 
NR = Not reported due to quality control failures. 

MPI Research 

Analyte 

NR 
NR 

C8Acld PFOA 
PerfiiJorooctanoic Acid 

Acceptable 
LOQ 

Assessed 
Accuracy 
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Table III. Summary of PFOA in Whole Body Fish Samples 
i . 

C8Acld PFOA ! 

Perfluorooctanolc Acid l 
Analyta Acceptabla l'.neued 

cr~ent Found LOQ r ; 
IMSID sam re 10 b. ~ 

\ 
C0227600 DL3-F02·MSW001-0-061207 NO 0.20 30 \ 

CD227600 Rep DL3-F02·MSWD01-0-061207 NO 0.20 30 

C0227601 DL3-F02-MSW002-0.06 1207 NO' 0.20 40 r C0227601 Rep DL3-F02 -MSW002..0-061207 0.366' 020 40 j 

~' $ 
l l 

C0227602 DL3-F02-MSW003-0-061207 NO 0.20 30 
C0227602 Rep DL3-F02-MSW003-0-061207 NO 0.20 30 

C0227603 DL3-F02-MSW004-0-061207 NO 0.20 30 u C0227603 Rep DL3-F02-MSW004-0-061207 NO 0.20 30 

C0227604 Dl3-F02-MSW005-0-061207 NO 0.20 30 
C0227604 Rep Dl3-F02-MSW005-0-061207 NO 0.20 30 

C0227605 DL3-F02-IPW001-0-061212 NO 0.20 30 [' C0227605 Rep DL3-F02-IPW001-0-061212 NO 0.20 30 l . 
C0227606 DL3-F02-IPW002-0-001212 ND 0.20 30 

C0227606 Rep DL3..f02-IPW002-0-061212 ND 020 30 

n C0227607 DL3..f02-IPW003·0-061212 NO 0.20 30 
C0227607 Rep DL3-F02·1PW003-0-061212 NO 0.20 30 

C0227608 OL3-F02-lPW004-0-061212 NO 0.20 30 
C0227606 Rep DL3·F02-IPW004-0-061212 NO 0.20 30 

' C0227609 DL3-F02-IPW005-0-061212 ND 0.20 30 
C0227609 Rep OL3-F02-IPW005-0-061212 ND 020 30 

C0227610 DL2..f02-MSW001-0-Q61Z11 0.522h 0.20 30 
C0227610 Rep Dl2-F02-MSW001-0-061211 0.231" 0.20 30 ["1 

C0227611 DL2-F02~02-0~1211 0.591 0.20 30 r~ 
C0227611 Rep DL2-F02-MSW002-0-061211 0.509 0.20 30 ~ i 

C0227612 Dl2·F02-IPW001-0-00 1209 NO 0.20 30 
C0227612 Rep DL2-F02-IPW001-0-061209 NO 020 30 fi 

C0227613 DL2-F02·PW002-0-061209 NO 020 30 t1 
C0227613 Rep DL2-F02-PW002 -0-061209 NO 0.20 30 

C0227614 DL2-F02-IPW003-Q-061209 NO 020 30 

~ C0227614 Rep DL2-F02 -IPW003-0-061209 NO 0.20 30 

C0227615 DL2-F02-IPW004-0-061209 NO 020 30 
C0227615 Rep DL2-F02-IPW004-0-061209 NO 0.20 30 

C0227616 DL2-F02-IPW005-0-061209 NO 0.20 30 

~ C0227616 Rep DL2-F02-IPW005-0-061209 NO 0.20 30 

C0227617 DBC-F02-MSWOO 1-0--061207 2.95 0.20 30 
C0227617 Rep DBC-F02-MSW001-0-061207 2.83 0.20 30 

C0227618 DBC-F02·MSW002-0-061207 2.72 0.20 30 r C0227618 Rep D~02~SVV002~1207 2.67 020 30 l 
} 

C0227619 DBC-F02-MSW003-0-061207 1.30 0.20 30 • 
C0227619 Rep D8C-F02-MSW003-0-061207 1.30 0.20 30 

C0227620 DBC-F02-MSW004-0-061207 1.52 0.20 30 [' ~ C0227620 Rep DBC-F02·MSW004-0-061207 1.60 0.20 30 .,; 
C0227621 DBC-F02-MSW005-0-061207 1.76 0.20 30 

C0227621 Rep OBC-F02-MSVV005-0-061207 1.72 0.20 30 

C0227622 DBC-F02-IPW001-0-061211 1.19 Q20 30 r: C0227622 Rep DBC·F02-lPW001-0-061211 1.09 0.20 30 

'l.aboratOI}' Duplicute 

'Relatve PercMI Difference> 20% r 'Relative Percent Dilforence wa• not calculated due 1o the prennce or a nondelect ana resulting uncertainty. 
NO =Not detected at 01 above the acceptable lOQ. 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table III. Summary of PFOA in Whole Body Fish Samples 
(continued) 

C8Acid PFOA 
Pe.rtuoroD(:(onolc Acid L Anal'j1e A~ebie AsseS$ed Client Four1d LOQ Accuracy Ex IMSID Sam leiD 

C0227623 DBC·F02-IPW002·0·061211 0.694 020 30 
('l 

CQ227623 Rep DBC-F02·1PW002·0-061211 0586 0,20 30 
r ' tj C0227624 DBC·F02-IPW003-0-061211 2.06 0.20 30 C0227S24 Rep DBC-F02-IPW003·0·061211 1.94 020 30 

C0227S25 DBC·F02-IPW004-0·061211 ND 0.20 30 r~ C0227625 Rep OBC·F 02-l?W004·0·061211 NO 0.20 30 '! 
C0227626 OBC-F02-lPW005-0·061211 1.47 0.20 30 

,-__!.. 

C0227626 Rep DSC·F02-tPW005-0·061211 1.49 0.20 30 

u C0227627 DOU..F02-MSW001-0-061209 1.23 0.20 30 C0227627 Rep DOU-F02-MSW001-0-061209 1.05 0-20 30 . 
C022762& DOU-F02-MSW002-0-061212 2.90 0.20 30 C0227628 Rap DOU·F02-MSW002-0.061212 3.20 0.20 30 

fl C0227629 OOU·F02-MSWOOJ..0.061212 NR• 
C0227629 Rep OOU·F02-MSWIJ03-0.0612 1 2 NR' 

C0227630 00u-F02-MSW004·0-061212 1.04 0.20 30 C0227630 Rep DOU-F02-MSW004.0-06121 2 1.10 0.20 30 

i C0227631 DOU-F02-MSWOOS-0-061212 3.75 0.20 30 C0227631 Rep DOlJ..F02-MSW005-0-061212 4.00 0.20 30 
C0227532 DOU-F02-IPW001-0-061212 0.634 0.20 30 C0227632 Rep DOU·F02-IPWOO 1.0-061212 0.619 0.20 30 r C0227633 DOU-F02-IPW002.(}.()61212 0.876 0.20 30 

' J 
C0227633 Rep DOU·F02-IPW002-0-061212 0.874 0.20 30 

C0227634 DOU-F02-IPW003-0-()6 1212 1.72 0.20 30 C0227634 Rep DOU-F02-IPW003·0-<l61212 1.79 0.20 30 ('l C0227635 OOU-F02-tPW004-<l-061212 NO 0.20 30 
¥7 ) 

C0227635 Rep OOU-F02-IPW004-0-061212 NO 0.20 30 u 
C0227638 DOU-F02-IPW005.0-061212 1.11 0.20 30 C0227636 Rep OOU-F02-IPWOOS-0-061212 1.10 0.20 30 ~l C0227637 OL 1·F02·MSW001-<l-061209 Q.291A 0.20 30 iJ C0227637 Rep DL 1-F02-MSW001-<l·061209 0.3a7• 0.20 30 
C0227636 DL 1·F02-MSW002·0-061209 0.333" 0.20 3{) C0227638 Rep Dl1-F02·MSW002-o-oe 120SI 0.4as• 0.20 30 

m 
C0227639 Dl 1-F02·MSW003-<l.()61209 0 342· 0.20 30 C0227639 Rep DL 1 -F02-MSW003-<l-Q61209 OAt>a• 0.20 30 
C0227S40 DL 1·F02-MSW004-0-061209 0.351 0.20 30 C0227640 Rep DL 1-F02-MSW004..Q.Q61209 0.310 0.20 30 n C0227641 Ol1·F02·MSWOOS-0-061209 OA97 0.20 30 ?·. 

t ~ C02276441 Rep Dl1-F02-MSWOOS-O-o51209 0.482 0.20 30 
C0227642 Dl1-F02-IPW001·0-001212 0.262" 0.20 30 C0227642 Rep OL 1-F02-IPW001..Q..061212 0.~ 0.20 30 

P'"l 

t l C0227643 Dl1-F02-IPW002-0-081212 0.371• 0.20 30 
,, 
~· C0227643 Rep Dl 1-F02-IPW002-0-<l61 212 0.301· 0.20 30 C0227644 OL 1·F02-IPW003·0-0612:12 0.285 0.20 40 C0227644 Rep DL 1·F02-I PW003-0-061212 0334 0.20 40 
,-";, 

' C0227645 DL1-F02-I PWo04·0-00 1215 0.252 0.20 30 
. I 

C0227645 Rep DL 1-F02-IPW004-0-06121 5 0.275 0.20 30 

"Laboratory Ouplicak 
"Relative Percerrt Difference > 20% 
NO " Not deteclt!d at or above !he acceptable LOQ. 
NR' =Not reported due to quality control failurea·, see Tabl<o tV for re-extracted sample reaulls. 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table Ill. Summary of PFOA in Whole Body Fish Samples 
(continued) 

C8Acid PFOA 
Perfluorooetanolc Acid 

Analyte Acceptable Assessed 

Client Found LOQ Accuracy 

E IMSID Sam le ID I +1- %) 

C0227646 DL 1-F02-IPW005-0-061215 0.557 0.20 40 

C0227646 Rep DL 1-F02-IPW005-0-061215 0.492 0.20 40 

C0227647 DMC-F02.MSW001-0-Q61209 ND 0,20 30 
C0227647 Rep DMC-F02-MSW001-0--001209 NO 0.20 30 

C0227648 DMC-F02-MSW002-0-Q61209 0.536 0.20 30 
C0227648 Rep DMC.F02-MSW002-0-061209 0.603 0.20 30 

C0227649 DMC-F02-MSW003-0-061209 0.334" 0.20 30 
C0227649 Rep DMC-F02-MSW003-0-061209 0.512" 0.20 30 

C0227650 DMC-F02-MSW004-0-061212 1.48" 0.20 40 

C0227650 Rep DMC-F02-MSW004..0·061212 0.202" 0.20 40 

C0227651 DMC-F02-MSW005-Q-061212 0.502' 0,20 30 
C0227651 Rep DMC-F02-MSW005-Q-061212 NO' 0.20 30 

C0227652 OMC-F02-IPW001-Q-061212 ND 0.20 30 
C0227652 Rep DMC..f02-IPW001-0-061212 ND 0.20 30 

C0227653 DMC-F02-IPW002-0-061212 ND 0.20 30 
C0227653 Rep DMC-f02-IPW002-Q-061212 ND 0.20 30 

C0227654 DMC-F02-IPW003-0-061212 ND 0.20 30 
C0227654 Rep DMC-F02-IPW003-0-061212 NO 0.20 30 

C0227655 OMC-F02-IPWQ04.0-061212 NO 0.20 30 

C0227655 Rep OMC-F02-IPW004-0-061212 NO 0.20 30 

C0227656 OMC-F02-IPW005-0-061212 NO 0.20 30 
C0227656 Rep DMC-F02-IPW005-0-061212 ND 0.20 30 

"Laboratory Duplicate 
"Relative Percent Difference> 20% 

'Relative Percent Difference was not calculated due to the presence of a nondetect and resulting uncertainty. 

ND = Not detected at or above the acceptable LOQ. 
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Interim Report #3- Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table IV. Summary of PFOA in Re-extracted Whole Body Fish 
Samples 

Ex LIMS ID 

C0227629 
C0227629 Rep 

*LaboratOI)' DupNcate 

MPI Research 

Client 
Sam le ID 

DOU-F02-MSW003-0-061212 
DOU-F02-MSW003-0-061212 

Analyte 

127 
1.20 

C8Acid PFOA 
PerllutH"ooctanoie Acid 

Acceptable Assessed 
LOQ Accuracy 

+/-%) 

0.20 30 
0.20 30 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table V. Summary of PFOA in Clam Samples 

C8Acid PFOA 
Perfluoroocta.nolc Acid 

Acceptable 
Client LOQ 

E LIMS ID Sam 10 

C0227658 DL3"102-CFW001-0-061219 0.220 0.20 
C0227658 Rep DL3-102-CFWOO 1-0-061219" 0.218 0.20 

C0227659 DL2-102-CFW001-0-061219 0.424" 0.20 
C0227659 Rep DL2-102-CFW001-0-061219* 0.295" 0.20 

C0227660 DBC-102-CFW001-0-061219 0.796" 0.20 
C0227650 Rep DBC-102-CFW001-0-061219• 1.00" 0.20 

C0227661 DOU-102-CFW001-0-061219 0.832 0.20 
C0227661 Rep DOU-102-CFW001-0-061219• 0.857 0.20 

C0227662 Dli-102-CFWOO 1-0-061219 ND1 0.20 
C0227662 Rep DLI-I02-CFW001-0-061219' 0.221 1 0.20 

C0227663 DMC-102-CFW001-0-061219 ND 0.20 
C0227663 Rep DMC-102-CFW001-0-061219* NO 0.20 

•L,.bol1ltory Duplic..te 

'Relative Percent Dlflerence > 20% 
'Relative Percent Difference was not calCulated due to the presence of a nondatact and resulting uncertainty. 

NO= Not detected at or above the acceptable LOQ. 

MPI Research 

Assessed 
Accuracy 

+!-%) 

40 
40 

30 
30 

30 
30 

30 
30 

30 
30 

30 
30 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet 
f Samples 

C8Acld PFOA 
PwiiUOI"'O~.Adc( 

Amourll A•g Amt Foun~ Amount S•mpl<l Gpikod In Sample Re-covered ReO<lvory Descninlon (nolO) tnolal trlO!a\ 1%1 
c 

DL3·FCI2-MSF001·0-0e1207 
ICOJ%7544 Spl< 0, U ,p~o oplko) 2.0 0_469 1.95 74 r DL3-F02·MSF001·1>-061207 
fOOU71<4 Sptl!, 101 pplo ...... ) 100 0.469 Nil NA L: 
DL3-F02·MSF0024{)61201 
(CIJ22154C Sp.k P:, 2.8 ,.pb spibl 2.0 ND 213 107 rJ OLJ..FCI2·MSF002.0.001207 

(COIDWC Spk G, 100 ~>~>• 1-) 100 NO N" NA ' ' t~ \ 
DL3-F02·MSF~1207 

· ICGUTW sok ~. 2.0 pp1o tpll:t) 2.0 0.~70 2.00 84 r 0L3-F02·MSF~.otl1~07 

~-l (CO.ZZ7J.47 5f'll L 1f0 1'111> 1pll:ej 100 0.370 lolA NA 
J DL3-FCI2· M$F004-0-()61 ~07 

1<'8227$41 ...... u .... lpllooj 2.0 0295 U7 84 
OL3-FCI2·MSF~1207 

~ (CU27UI s,o K.- .... -· 100 0.295 NA NA . 
DL3-F02-MSF0()5.0.()81201 
j()0217 ... ,.,. L. u P$>b ~ 2.0 NO 23Q 115 
Dl3·F02.a.ISFOOS-0-061207 

j (Ct.2%7UIIpl< lol, Ito pplo q>H!ol 100 NO NA NA 
lll3-F02-lPF001 .().Mf ~11 

IC02l!7HO Spk 0. U Wb ·- 2.0 NO 2.59 13Q 
Ol.S·FONPF0014061211 
!CIWIIO $ .. 1!. fGO Pl'b ,,..., 100 NO NA N!>. t1 DL3-F02-tPF002·o-o61212 ) (COU75St lpt F, U ,,if>lto) 2.() NO 2.34 117 
DL3·F02-IP~00240e1212 
IC92l!7m~o.m,o~ 100 ND WI WI f:') 

' 1 DL3-F02-1PFD03-0-os1212 t 1 (CC227511.1ptll.l.l ........ ..., 2.0 ND 2S4 127 
DU·F02~PF003.Q.Qtl1212 
!(:OU7m ~ L tct ppb..,.., 100 NO NA HA 

fJ OL3-F02-1PFOO'I..Q.Q61212 
~zrm ..... J, z.o H>l> •plliol ~.() NO 2.BO 140 
DL~02-IPF00440e1212 
ICG2l!1~ ""' ... , .............. 100 ND NA NA 

[] DL~02·1PFOOli.Q-o81212 
jCenl'l54 $pkl., ZJ!pp~- 2.0 ND 234 117 
DL3-F02·11'F00.5-0.001212 

(COU715Upi<M, fotpplo~ 100 NO NA NA 
DL2-F02·1PF001.0.CI61209 !COW'" ~pi< D. 1.1 ppl> qlU) 2.0 NO 2.58 129 
OU..f02·1PFD01.().061209 ~-

ICOWIU Spl E. 100 ppto •oMbl 100 ND NA NA 
,<.,, 

DU-F02-IPF002~1~ 
IC0%271K SPI '· 2.1 ppb .... ., 2.0 ND 2.$1 121l 
DL2-F02·1Pfll024Q61 ~Oi , 

jetWU. "'* 0. m pt>l> opiioj 100 ND NA NA 
OU-F02-IPFD03.0.001 :lOi 

(COW 557 Spt H. U pplo op~Ul 2.0 NO 2.46 12<1 
DL2-F02·lPFDOJ.0.001 m 
{<:t22TR1 Sp~ L 180 ppb o,il<oj 100 NO NA NA 

NO • Not detected «1 or llblrle tho ocupblblo LOQ rwportad 111 Tobie I. 
NA • Not Oj)plio:etlle. Thla mow opoi<o ~»....Wattion waa ""t •m 10 UIHO tho oceurocy for t1>1s ""alyte. llloto: am.. tNt oummol)' "'""' ol>4wt roo lOde- rnuba, ,._...,. ""'"'" moy WI I)' ollghlly IJI>m !he"'""' it> d!t row dolO. 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPl Project No.: P0003267 

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet 
Samples (continued) [' ' ' L 

C8AddPFOA 
PutluorltDDt:ltla&lc ~ ~ 

AJl\ll1Jrrt Avg Ami F wnd Amount If ' 
Sa-n pie ~:~~ in SMnpkl R~~:ad Recovery I; 

' 1 Oewcriotimt tnaJol 1%\ u 
Dl2.f02-IPF004.0.061209 
(CG127iH lpl J, %.1 ppil 5piUJ 2,0 NO 2.64 142 

DL2·F02-IPF004<:1.0S1209 u (CO:I21lY Rpk K. '1110 ppb opjlcO) 100 NO HA NA 

Ol2-F02-IPFOOS.O.OO 1209 
(C82.27Ut Spk l, 2.1 ~~~ :apit.,. 2,0 00 2.94 1<17 

Ol2-F02-IPFOOfMI·061209 [l cc=rut st>t M, 1110 pp» lf'lllo) 100 NO NA NA 1 
j 

DBC-F02-MSFOOI-0-001207 
ICGWiiiO 8pl D. Ul P$>11 •l"'lol 2.0 0920 2.38 73 

OBC-F02-MSF00~-0-061207 

~] IC')IDSQ Splo £. '100 ppb •l'lb) 100 0.920 NA NA 

OBC-F02-MSF002-0-061207 
(Ce:t27A1 &pl F, :1.0 ...... plk•) 20 0.:>54 2.23 94 

08C-FOO-MSF002-0-061207 

ro (C0127M11,pt; o, 10111 ppb aplb) 100 0.354 NA NA 

DBC-F02-MSF0034061207 

. 

. 
(Cl!W'IIQ apt K, 2A PP' oplbj 2.0 0.204 2.26 104 

08C-F02-MSf003-0-001207 

I tcftil.IU :Spl. t. 100 ppllspil~ 100 0.2~ NA NA 

DBC-Fo2-MSFOO+o-061207 
(C!IlVKlSp>.J, UJOPboph) 2.0 NO 177 69 

DBC-F02-MSF004.o-06 1 207 
!OO.U150S • .,..., 100-- 100 NO NA NA r·~ r J 
OBC·F02-MSF005-0-061207 ,) 
!CU27U4 '-' l, U ppl> •1>1<01 2.0 0306 227 98 

OBC-F02-MSFOOIH>-061207 (C0%27_..,.. .. _...,_ 
100 0.306 NA HA p 

DSC--F02-tf'FOO Hl-<!61211 
(COU7M6 &pi D. z.t ppb -~ 2.0 1.42: 3.85 122 

DBC-F02-IPFOOt-lUl6121 t 
(CI:tJJKISp> ~.100- oplkoj 100 1.42 NA NA 

~ OBC-F02-tPF002-0-<l61211 
!COW- Spl f, U pJ>'- 2.0 O.PO 3.0& 130 ' 

Oec.F02 ~PF002-0-061211 
1¢Ul7A4 tpl< 0. '100 "'b oplM) 100 0.470 NA NA 

OBC--F02-IPF003-().{)61211 fi (CIU7M7 apl H, 1.1-- 2.0 0402 2.9$ 127 

DBC-F02-IPF003400121 1 
IC')2%l'H11 ... l_...,_, 100 0102 NA NA r OBC-F0:1-1Pf004-0-<l6121 1 J CCfllfiUSpl< J, U PFt oplbt 2.0 0.432 2.78 116 

DBC-F02-IPF004-Q.001 211 
(C.UTMf lpk K, 1~ ppl< ol>iMI 100 0.432 NA NA 

[' OBC-F02·1PF~121 t i 
(COU75HSft 1.,2.0 pJ>' ''lkoj 2.0 0.7-4.'! 3.60 143 

OBC ·F02-1PFQ05.0.061211 

(C02Z7"' .... II, 1111 .... "'"""' 100 0.743 NA NA 

DOU.f02-MSF001.().(!61209 f' CCOU11'10 Spt II. J .I 1'1'1> •pll<ol 2.0 101 301 100 

OOU-F02-MSF00t -().{161109 
(COll71ft""" e.-""' o,ll<o\ 100 101 NA NA 

NO > No! dti10CIM a! 0< obol/8 1ha acu~ LOQ repaned ill T- I. [' NA ;:; Not app.liclble. 1'ht. maviz &pb t;Oncaot;ratrioo \WI- not uaod to OiiSC.HI the aetutaey fOf" thil •na¥e-
Nota: lllocalhloounm•uytobM ohow•rovndacl !'Dult&,~volun ,.,., voryoiJglnlyfromU.. .. Iue•ln11la r.wal&. 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet 
Samples (continued) 

Sam pi& 
Descrtotioo 

DOU-1'0:2-MS F002-0-<Ie 1212 
IC0221'f11•p• f, u pp~ •1011<•1 

OOU-F02-MSF002.0.001 Z12 
(COUIG71 Spt G, 100 p ... •lOll< of 

DOU-F02-MSFQ03..0.ll6121 2 
~ZZTSTZ Spll H, J.U pp. 1 .... ) 

DOU-F02-MSF0034-061212 
IC02Zrm ~ ~ 1t0,.. opltol 

DOU-F02-MSF0044001212 
ICaUTGr~ apt J. UJ """., •• , 

COU-1'02-MSFOCl<I.O.OO 1 212 
(CClU1171apk 1\, 1118 ppb op&ol 

COU-F02-M SFOOS-0-061212 
~l74 .... L.UJJ>Pbtplo0l 

DOU-F02-MSF005..().()61212 
j(:IIUlSU Spl<ll. 1110 ppb -~ 

DOU-F02-IPI'0014-061212 
fCOUl'l71 SpO D, >.0 ppb ...... 

OOU-F02-IPF001.0-0Ei 1212 
CCOUI171 ... E. 1t0 p .. lf'il<ol 

DOlJ.Rl2-iPF002..().()61212 
1=111 .,. F.UJ ~ oplk#) 

CIO\H'<IZ-li'F002·0~lM212 
(COIZ1"'1 llpk G. Ill* PF~ _ _, 

OOU-F02-IPFIJ03-0..Q61212 
JOO:Vm Spk H, u pp~> """'"' 
DOU-F02-IPF~1212 
~·71 ~~teo i'f'lo •J04111 

DOU·F02·1PF004-0.Q61212 
tceurm s,. J.u "'*.,.a..; 
DOU.f'02-IPF004-<I-0Ei1212 
ICCWITI S,k K, IDO P1>1> OfllkOl 

DOlJ-.F02~PFOO$-O-OEi1211 
!CDUT67t .... l, u ...... opllcol 

DOU-F02-FF005-0-061 21 1 
(CIIl21G71 Sp~ M, - ..... 'f'll<o! 

OU.f02-MSF001 ~1209 
tc•nnu ,.,. D. 2.1 """apil<o) 
OL1-F02·MSFD0\..().()61209 
(C~..,_ Spk I. 11>0 _ _.. 

DU-f02-MSFD02-C-a!1209 
~%271&1 5 .... 1.0 ..... -oj 
Dli-F02-MSF002~12~ 
JCQW'AI s,k G.- pplo oplb) 

Dli-F02-MSf003-0-0Ei1209 
iC0%11 A~ lpl 1i. ZJ1 ppb opll<4) 

DL1-F02-MSF~1209 
(Canr5nllpk I. loa ""b~ 

OLI.f02-MSF0Cl44-0612<$ 
ICOUl'A31pl J.LO w> o.plloo) 

DL f-1'02 -MSf004.0..oo 1209 
tce=ln $f'l< K. >oct ..... l!'ibl 

2.0 

100 

20 

100 

20 

100 

2.0 

2.0 

100 

2.0 

100 

2.0 

100 

20 

100 

2.0 

2.0 

100 

2.0 

100 

2.0 

100 

2.0 

100 

Avg Ami Found 
;, Sl!l!nple 

(rafal 

0.535 

0.538 

0.55~ 

0.559 

0543 

0.543 

0.383 

0.383 

0.307 

0.307 

0.833 

0.533 

0.491 

0.491 

0.871 

0.871 

NR' 

NO 

NO 

NO 

NO 

ND 

NO 

0.201 

0.201 

hD: Not deloct.O at or _...\he acoopl8b~ LOO r*l'O'Iod ln T- I. 

Cll Acid PFOA 
~i'f'luorooeu:r.-ol<: k.l4 

233 

NA 

2.05 

NA 

1.94 

NA 

1.54 

2.63 

NA 

1.99 

NA 

2.01 

NA 

1.90 

NR• 

2.25 

NA 

2.3e 

2.71 

219 

NA 

NA 1!11. Not &ppf!Cat:H. nu rn.trix &pike OOiiCentra&non WII 1\01 Ulil-d to ••uu tM aoc:uracy mr this .,~~~y~a NR'• Nol~dueto~oorlrol~o;-TobleVIl!or~ ...,.,Poru"lts. 

90 

NA 

75 

70 

73 

11~ 

NA 

?3 

78 

NA 

51 

NA 

NR' 

NR" 

113 

NA 

1 1!1 

NA 

136 

NA 

99 

NA 

rtoa: Iii no. IIIia •••mna.uyt.blo •~ow. TVIInded ,...u~~a, ntCOI/WY V<Jiuu ma~ ...-y sligl>fl~trorn lho wluu In ,.,. raw '•ta. 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 l 

Table VI. Matrix Spike Recovery Summary ofPFOA in Fish Fillet 
i 

Samples (continued) r 
f 
L.i 

C8Aeld!'FOA 
PortN.,eoct:oncle: Acid 

Amount AY{I Arnt Found Amount f \ 
Sampl9 Spil\ed in Sampt& Re<O-ed Reoovery I I 

O..scrtPuon (f,glg) (ng!q) (nQ/Q) (%) u 
0Ll-FQ2-MSF00S406 12W 

(COUJ'U' Spit., U ,p~o OJril<•l 2.0 NO u~s 98 

DLI-F02-MSf'~1209 
f l 

~2276« Spll M, 1110 p,.. "1""ol 100 NO NA NA n 
~! 

Dli-F02-IPF001~1212 

(<;0227611..,. D,t.Oppb tplkol 2.0 NO 1.9~ 100 

OU-f02-IPFOOI4-06121Z F1 
!<»mM ap~~ e.. t<>o ~ •l'flool 100 NO NA NA l tj 
OL!-FU2-IPF0024-061212 

fCUtl'U6 t,- F, U pplo •PIIol 2.0 NO 2.18 109 

01.l~-IPF002~1212 

ID (<:OZUIII ap>; ... \Colt ..... - 100 NO NA NA 

DLI-F02-IPF003-0-061 212 

. 

(I»Z%1117 apl! K. lJI ppb Ofll<oj 2.0 NO 1.92 !lS 

DLI-F02-1Pf003-0-(l6 1212 n (CQW117 .... ~ ... ppb ..... , 100 NO NA NA 

Oli--Fil2-IPF004-0-061:Z12 
ICG2Z71U lpll ~. 1.11 ppt. sj>ll<o) 2.0 NO 2.07 104 

OU-F02-IPF004-0-061212 
fC02211H I !>II It, .. , ""' ...... , 100 NO •lA NA -

' Oli-F02-JPF005.().(161212 
I(:G221'1tt ,.,.. ... 2.1 ~ ~ 2.0 NO :z.oa 104 

DLI-F02-J>FIXY.>-O-OB 1212 

(COlZ7 ... ...,. "'- 100 """·- 100 NO NA NA r OMC-FC2-MSF001--0-061209 J 
(C02VDO Sfb D. U ppb • .... 1 2.0 NO U1 61 

DMC.f'02-l-A5!'001 ~1209 
(I».WIIO apl! E., too ppt> aplhl 100 NO NA NA r OMC-f02-MSF002-0-00t209 

! 

fCG2Z7st1 Spll F, z.e ~ OI'I<Dl 2.0 0.254 1.84 79 j 

OMC-F02~F0024061209 

(COU1tt1 &!>II a. teo,.,...- 100 0.2.54 NA NA 

OMC-F02--MSF003-0--081209 ~ l(:IIU!'OU 8pl H.l.O liP>·- 2.0 0.211 2.21 100 

. 

DMC-f02--MSf003--0-«i1209 

(C0:27Jtl ... '· 101 ppb ·~ 100 0.211 NA NA 

OMC-!'O<-MSf004~1 212 ~ (C81Z1Hl ... J, lJI PP" ~ 2.0 NO 1.81 91 

DMC-F02-NSF004-Q-06 1 212 

(I»ZZ70H ~ 1(, * """·- 100 NO NA NA 

OMC-F02-I.IS!'0054061212 p I"#WIM ~ L, u PP" ~ 20 NO 1.'10 70 r 
' 

DMC-F02--MSF005--0-001212 
i 

(COWIH $Jlt M, too ppl> .plej 100 NO NA NA 

OMC-F02-IPF0014<l61212 f' ICOU7al 5o1o o. u ""'- 2.0 r-ID 2.61 131 
, 

OMC-fQ2-lPf001-0~1212 

f(»%271tf .. k ~ 'liD ..... •pig) 100 NO NA NA 

DMC-f02.1f'F002-0-06 1212 {"-! 

ICOZ27Jtl .. F. U ...... •l'flool 2.0 0.264 2.36 105 • 
DMC-F02--PFD024<l61212 L 
(CilWHG 1!>1< G, 101 ppbaplloo\ 100 0.254 NA NA 

NO, trot d-.0 of"' .t>ove tne .:oop\olllll LOQ rOVQ!"_.., in T-1. c NA • i'tCt III'Jllical>lo, Tills- apiJ<o ~- 11<11•...,10 oueull>o ~lor 111!1 onolyl4. 
Nata: Sin .. llllo avmrnory tablf, lllowo rounchod tuufto, ._.....ay valueo mor..,., afightly fn>nl- ,...,.. In tho raw data. 
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Interim Report #3- Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet 
Samples (continued) 

C8Acld PFOA 
Pertluorooo;tanolc Acid 

Amount Avg Amt Found Amount Sample Spiked in Sample Recovered Recovery Description (.1Qfg) (ngtg) (ng/g) (%) 

DMC-F02-IPF003-0-061212 
(C0:275&T Spk H, :t.o ppb splh) 2.0 0.304 2.17 93 
DMC-F02·1PF003-0-061212 
(C022768T Spk I, 100 ppb spike) 100 0.304 NA NA 

OMC-F02·1PF00+0-061212 
(C0%275~& Spk J, 2.0 ppb spike) 2.0 NO 2.70 135 
DMC-F02-IPF004-0..061212 
(C02275U Spk K, 100 ppb spike) 100 NO NA NA 
DMC-F02-IPF005-0-061212 
[C02275&8 Spk L. 2.0 ppb spike) 2.0 NO 2.53 127 
DMC·F02·1PF005-0-061212 
(C0227599 Spk M, 100 ppb spiu) 100 ND NA NA 

Average: 105 
Standard Deviation: 23 

NO: Not detect80 Bt Of sbove the acceptable LOQ repolilld in Table I. 
NA w Not applicable. This matrix spike conoemretrion was not usod to assess the accuracy fer lh1s analyte. Note: Since this aummary t.able shoW$ rounded result$, recovety values mey vary ~>lightly from the velun In the raw data. 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VII. Matrix Spike Recovery Summary of PFOA in Re-extracted 
Fish Fillet Samples 

C8Acid PFOA 
Perfluor<><><tanolt Acld 

Amount Avg Amt Found Amount 
Sample Spiked in Sample Recovered Recovery 

Description Jrlg/g) (nQ/Q) {ng/g} (%) 

DOU-F02-IPF005·G-061211 
(C0227579 Spk f, 2.0 ppb spike) 2.0 NR NR NR 

NR = Not repotled oue to quality control failures. 
Note: Since this summary table soows rounded l'e$Uits, r~overy values may vary 51ightly from the ~ralues In the raw data. 

MPI Research Page 38 of 15l 

l 
L ' 

n . 

' 

fl 
1;,; 

[ 



Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body 
l 

Fish Samples t 
C8AddPF0A 

Perftu-oroo.;:taoo~ At ld ' Amount AvB Amt Found Amount l Sample Spike<i In Slimp!& Recovere<i Recovery \ Description (nw9l (ng/g} (11{11~) (%) 

DL3-F02-MSW001..().061207 
t tcounoo $p- o. u p~b •l'ih) 2.0 NO 2.09 105 (' I . ' 

DL3-f02-MSW001-0.061207 Ll 1C 0221'6CO lpk E, ~00 p"" ap!b) 400 NO NA NA 
DL3-FC2-MSWOC24061207 

{f (COU7.., op• f, U ppb •-I 2.0 0.293 1.62 66 
OL3-F02-MSW002·0-061207 

Ll fCOU7W1 S~ II, ... ppl> oplkot 400 0.293 tiA NA 

Ol~C2-MSW003-[).Q61207 
renrnoz""'" ~. u ppb •p!UI 2.0 NO 2.45 123 [I OL~02-MSW003-(}.001207 
{C02271C1 Spill, 400 pp1> opike) 400 ND NA NA J 

DL3-F0241!SW004-1).0S1207 
1(:0227603 Spll J, t.O )lpl> ... lk«l 2.0 NO 2.26 113 

~ D~02-MSW004-C>-061207 
I (COZ2710.J SpO 1<, ... Pl'b ........ 400 ND NA NA ,._._' 

DL3-F0241!SWlJ05-0.061 '1JJ7 
{CIW&04 &p~ L, t.0""" o)OIU) 2.0 ND 2.-42 121 - Dl3-f'02-M~1'1JJ7 

(C022750f lpk M. ~ pp~ op/ko) 400 NO NA NA 
Dl3-F02-IPW001-0-061212 
ICOU71068J* D, J.A P11b 5pil•) 2.0 ND 2.13 107 

f _- ~ DI.3-F02·1PW001..Q-(lft1212 
'I ICDU1fo06 Spill, 50 ppl> opb) so NO NA NA ,.; 

DL3-F02..JPW00:!-0-061212 
(COl%7- 6pt F, U ppb oplke) 2.0 NO 186 98 ¥,.:, 
DL3-F02..JPW002..().061212 

""'' {C022HIII Spll C:., iO Pill> •l'IMI so NO NA NA l 
Dl3-F02·1PW003.Q.061212 
1Cf227107 ·~ ... t.o- op}Uj 2.0 NO 2.23 112 

~'.' ~A 
DL3-F02-IF>\MXI3-(H)61212 
(Cl1Ul' .. 7 ...... ~ •• - -·1 so NO NA NA 

Ol3-F02..JPW0!144081212 
ICDU7f01 ~~ J.l.O "'" •""*' 2.0 NO 1.81 91 f•1'1 Dl3- F02-lPW004-0-06 1 212 i1 fCD2:U&al a~ K, JCII>Pt> opllwl 50 00 NA NA 

Ol3-F02-IPWOOS-0-061212 
tce~uut Spill.. z.a PJtl> ap!bJ 2.0 NO 1.69 as !if; DL3-F02-if'WCXl5..o.o61212 
(C02Z710t $I* M, H p,a. op1<o) 50 NO NA NA 

Dl2-F02-MSV.001-0-06121 1 
(COUTfiO ~k D, U 1'1'11 opik•J 2.0 ozn 2.70 tHI .~ 

Dl2-F02-MSW001-0-061211 
{COUH11~~ E. <1H PPb -o) ~ 0Zl7 NA NA 

Dt2-F02-MSW002-0-061211 
(C02:UI11 apo F, t.D )lpl> opil<ej 2.0 0.550 2.04 75 
D~-F02..JIISW002-0-061211 
(COU7t11 $pi< G.- ppl> ~oj <100 0.5SO NA NA 

NO s Not dolaciiOCI 01 Qf above 1M~ LOO repol1od in Taole Ill. 
NA • Hot opplic.ror.. Thi& matrix opb concoi'MalriOn wu not ~tte<!l!> aneu the aeeur&V lor l\ls anolyla. Note: Since thia aumm.ai"Y tabt. sh~• munded r.sutta. recovery value& .,.V yary -sliGhtly ftom.,.,. vaN.• in 1M raw data. 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body 
Fish Samples (continued) 

CIAcld PFOA 
Pcrfhloroocunolc Ad4 

Amount A•g Ami Folltld Amount 

~ Spil<.e<l 
\n(=l<l R=ad Recovery 

D&ocrilllion !ncl~l (%) 

DL2-F02-IPW0014001209 
(~22HI2 81* D, 2.0 ppl> ,~ ... ) 2.0 NO Ul5 93 

DL2-F02-IPW0014001209 
fCI227CU lpo. E. 200 Pf'O ,.,...., 200 NO NA NA 

DL2-F02-l~-O-De1209 

(COU1611 Sl* F, 2.0 PP' JpllwoJ 2-0 NO 2.07 104 

DL2-F02-IPW:I02·0-061209 
(CilUTft3 ..... 0, ~ pp11 opll<o) 200 NO Nil NA 

DL2·F02-IPWOOJ..0.0012~ 
(I;OU7514 Spl< II. U ppll op!koj 2.0 ND 1.« 72 

Dl2-F02-IPW003-0-061209 
(c:onnu 5I* t, zoo ""' opikt) 200 NO NA NA 

DL2-F02-IPW004-0-061209 
(CVW6U Bpi< J,l.t ppb op!U) 2.0 NO 1.7G 00 

DL2-F02-IPW004-0-061209 
IC822TO'II Spit 1t. zoe...,.. opUoo) 200 ND NA NA 

DL2-F02-IPW.:l05-0-061209 
(C6Ul'OII .... \., 1.1 pP11 .,..., 2.0 NO 1.68 84 

Dl2-F02-1~209 

(CC22Tito SpiO M,- PI* -·1 200 NO NA NA 

OBC-F02-MS\W01-0-061207 
(cv227l17 apt< D, JJI ppll- 20 2.89 5.13 112: 

osc. F02-'-ASW001-0-061207 
(CCUTfiT ..... E, 1-ppb opllooj 10000 2.89 NA NA 

DBC-F02-MSW0024001207 
(C6U711Upk ~. U ppb opll<oj z.o 2.69 4.83 107 

DBC-F02-IASW002-0-0e1 207 
ICOU7518 Spit G. I toOt ppl> optl!o) 10000 2.69 NA NA 

DBC-F02-MSW003-0-061207 
(COU71\IIIpl H, U ppl•J>Iko) 2.0 1.30 3.21 96 

DBC-F02-MSW003-0-061207 
(COZZ111t Sl* i. 1000. ppa oplko) 10000 1.30 NA NA 

OBC-F02-MSW004-!Hl61207 
(CHVUO""" ~ Z.Oppb-) 2.0 1.51l 4.07 125 

DBC-F02-MSW004-0-061207 
(Ct227UO lplc K. 111008 ppb oplUII 10000 1.51l NA NA 

DBC-F02-MSWOQ&.G-OS1 207 
(CO.Z27UI lp>: L, U n• t ..... ) 2.0 1.74 3.9S ,,, 

DBC-F01-l.ISWC05-0-061207 
fC0227n1 S"" M.1- p~ opiU) 10000 1.74 NA NA 

DBC-F02·1PW001-0-0&12f1 
fC0127fZZ a pit P, U- oPIMII 2.0 1.14 3.25 106 

OBC-F02-IPW001-0-Q61211 
ICDZ111U '""E. QOO.,., OJ>Iql 5000 1.14 NA NA 

DBC-F02-IPW002-0-06121 1 
(C0227UI II* ~. :U - & ..... ) 2.0 0.640 2.67 102 

OOC·F02-IPWOOZ-0-061211 
ICI>IDtU apt G,-ppl- .!lOOO 0.640 NA NA 

NO • NolO.I.cted ~ ot lbo.•IM IICUJ)lAblo LOQ r~d ~ Tlb. Ul. 
NA • NO! appicobto. Thia matrl.< spike eoncenntrion WII not IIMd to •- tho accuroey for thia anaitt•. 
Not•: 5mo.lhJ5 s.umJnilfYta.ble •t-.ow• roundt<l tu:ults, recovery ~atun may vary tifigh11yfrom ttt. ~•tue• in the raw dat1. 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 

l MPI Project No.: P0003267 

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body 

[" Fish Samples (continued) 

C8Acid PFOA 
P•rffuoro6CI.anol~ Acid {"') 

Arr1.cunt A~Amtfound /lroount t i Sample Sptl<.ed il1 Sample Recovered RIICO""'Y 
OascrlptJoo tnwol (natal (fl!IIQ) (%) 

OBC-Rl2-IPW0~061211 

f 
(ccmnu Spl< K, u ~~ ~'"'l 2.0 2.01 4.~3 1\1 
D8C-F02-IPW003-0-00121 1 
1~2Z701A 6!>- ~ -""" ..... , 5000 2.01 NA tiA 

DBC-F02-IPW004-0-001211 
ICI>tl7015 II>'< J, u PI" •plhl 2.0 ND 2.43 12.2 
DBC- F02-IPW004-0-00 1211 
ICOZ27fl5 Spk ~ 15000 1>t>b splbJ 5000 ND NA NA 

DBC-F02·1PW00!-1).081211 
~121 Bpkl.. U pp~ ... lko) 2.0 1.~e 2.&3 13 

E DBC-F02-IPW005-0.061211 
(C02276M 51'1< !I, MOO,., ""'kol 5000 1.4a NA NA 

DOU.f02-MSW001~1l61209 
JCCn7U71pk 0, U ppb II'IUJ 2.0 1.14 3.17 102 

E DOU..fOi-MSWOOt..0-<16 1 209 
1<'02~71>7 Spk E. - """..,. .. , 25000 1.14 NA NA 

DOU-f02-MSW002-0-0e 1212 
(C<IWUI Bpk F, U ppb 'f>l .. ) 2.0 3.05 4.95 95 

I DOIJ.FOM4SW002·0-061212 
(COmm 5rl< o. -.l't>l> •pin) 25000 3.0~ NA NA 

DCU-F02,MSVJ003-0-081212 
fC022112IIpk H. U,., oplb) 2.0 NR' NR" NR• 

fJ DOU-FOi!-MSW003-0-0ii 1212 

~J (WUTI-n&plt~ ZJIOOippO ·- 25000 NR• NR" NR" 

OOU-F02:-MSW<l04-0-061212 
fCDUTI:ID 81'1< J, U ppl> <pll:o) 2.0 1.07 3.62 128 

~""' DOU-f02-MSWIJ04.0-0612 I 2 
~-{ jC82:21UO Spit K,- ppb lplb) 25000 1.07 NA NA 
tJ 

DOU-!'02-MSW005-0-0e1 Z1 Z 
fCOZ211Sl 8plt &.. U pl'ia oplbj 2.0 3.87 5.41 71 

~ 
DOU.f02-MSW005-0-Q6 1212 
!COW" I Bpk 1!,-HI> •plko) 25000 367 NA NA 

OOU-F02-IPW001.()..1)61212 
JCCnf'U lpk D, U ~ •Plh) 2.0 0.6Z6 2.85 111 

Q 
OOLJ..F02.JPWOO 14-06121 2 
(CIU7JU Spk ~ 5000 Pl>l ,,...., 5000 0Jj2& NA NA 

DOU-F02-I?W002-1}-()61212 
(CIWUl Bpk F. 2.J pPb aplko) 2.0 0.875 2.30 71 

q DOU-F02-IPW0024-061212 

~~ ICIU76S3 &1'1< co, MOQ pp1> OJ>IQ) 5000 0.875 NA NA 

lt DOU-F02·1PW0034061212 
JCtum•apk H, 2.0 """OJ>Iu! 2.0 1.76 4.22 123 

~' 
DOU- F02·1f'W003-.0..06121 2 

~ J 
tcell7134 Spk t, 1800 pp1> opil!o) 5000 1.16 NA NA 

'l DOU-F02·tPW004-0-061212 
(C01111M &pi< J, U ppto fpiM) 2.0 ND 2.21 111 

DOU-F02-IPW004-0.001 212 
fCIZlTW I pit K. 51100 ppb •IIIWI 5000 ND NA NA 

[l 
l.; NO~ Not deleeled otoraboWt the 110<eploblo LOO ~rtBd In Tlb"' In 

NA ~ Hot appli<:.able. Thi.1 malo!x apik* ooncen- was no1 Ul<ld 10 assess Jho ~Y 10( thio ~. 
NR" • Hot 19ported duo to q.J.rtly ccntroJ flllluru; ... Tobie IX for r~rsded &ample resufts. 

J--0} No!e: Sinco tllit •"""""'Y table showa ........oed tnulto, nocowry valuos lillY .. ry slightly from 1M vtlueo irllhe 11iW dati. 'l 
! 

.. 1 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body 
Fish Samples (continued) 

C8 Acid PFOA 
Perfho orot;>CU 1'\~l:e: Aeid 

Am®nt Avg Ami Found Amount 
Sample Spiked In Sample R~vered Recovery 

Oescripti()n (ng/g) (fl!I/Q) (nglg) (%) 

DO\J.-F02-IPWOOS-0-051212 
(COZU':Ii Spl< l., U ppb o~lo) 2.0 1.10 ~.62 76 

D0U-F02-tPWOOS-0-061212 
(C022TU& Spk M, liOIXI ppb opft<o) 5000 1.10 NA NA 

Dl1-F02-MSW001-0--0612011 
(C~117i-17 &pk P, U ppb apll<e) 2.0 0.338 2.37 102 

DL 1-F02-MSW001--0-061209 
(C02271l7 &pk 1!, t•oo ppb apllle) 1000 0.339 NA NA 

Dl1-F02-MSW002-0-06120G 
(COUT,It Spl< ~. 2.U ppb aplo) 2.0 0.399 2.99 130 

Dl1-F02-MSW002--0-06\ 2011 
(C0227UJSpk G,1000 'pbtpli!t) 1000 0.3~ NA NA 

DL 1·F02-MSW0034001209 
(COU7- S,k H, :t.o ppb Ofl""l 2.0 0.405 M1 130 

DL 1..f02-MSW003-0--061209 
tc0U7t315pt< I, 1000 ppb apli!e) 1000 0.405 NA NA 

Dl1..f02-MSW004-0-051209 
(C0227UO Spk .J, 2.0 ppb opjk-J 2.0 0.330 2.75 121 

Dl1-Rl2-MSW004-0-051209 
tc=TMO Spk K. tcH10 ppb aplko) 1000 0.330 NA NA 

Dl H02-MSW005-0-061209 
fCC117&41 15!>1< L.l.O ppk aplko) 2.0 0.490 3.05 128 

DL 1..f02-MSW005--0-06 1 l!OO 
(C:02ln(1 Spl< M. ~ J'PI> •plkel 1000 0.490 NA NA 

Olt..f'02-IPW001-0-061212 
(COUTMZ Spk D, 1.0 pp~ op!lla) 2.0 0.300 1.74 72 

Dl1..f02-IPW001-0-061212 
IC0117NJ S~ 1!, 2te PFk opiUI 200 0.306 ~ NA 

Dl1·F02-IPW002-0-061212 
(COU1N.t &pi< F, :U ppb apll<e) 2.0 0.336 2.29 98 

Ol1-F02-IPW002-0-061212 
ICIU7N3 Spk D, 208 ppb op11ot1 200 o.m ~ NA 

DL 1..f02-IPW003-0-061212 
lCOIU7M4 Splo. I\ 1.0 ppll »ttlel 2.0 {1.2>09 1.56 f>3 

DL 1-F02-lPW003-0-061212 
(COl!Z75U Spk ~ 200 'P~ apli!o) 200 0.309 NA NA 

DL 1-F02-IPW004-0--0131215 
(COtt7145 llpk .J, 1.0 PFII apft<o) 2.0 O.Z63 2.30 102 

DL1-F02-IPW~1215 
(CiiZ2lW5 .It, lllll ppb apll<oj 200 0.263 NA NA 

Dl.t-F02-IPWOOS-0--061215 
(COZZJio4& Spk 1.. U ~pb •pUo:e) 2.0 0.524 1.7S 63 

DI.1-F02-IPWOOS-0--061215 
(c.Z%'11 .. &pk M, J.00 J'l>b OplkO) 200 0.524 NA NA 

DMC·F02-MSW001-0-061209 
(C0221N7 s,k P, z.e p,J> o.plluo) 2.0 NO 239 120 

OMC..f02-MSW0014061209 
ICC2mn &pi< 1!, 1000 ppb opllcaj 1000 NO NA NA 

NOr »<1t detedatlll ot abo>.9 the acceptah!8 LOQ reporled In Table II. 
NA" Not "1'~- Till• matri>l spike concenlr.!tlion was not uaed tG aueso the accuracy lor lh11 analyte, 
Nota·. 81.- UU. .ummaty tal>hl •-• I'QIUided ruutto., "'""'WIY V&lufl ~nay •~HY allglltly f~Wt~ 1M - In 1M raw <l&ta. 
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Interim Report #3- Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
i MPI Project No.: P0003267 t 

Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body 
I Fish Samples (continued) f 

C8A<:id PFOA ," 
F'&rfluorooctanok: Acid l· Amount Avg Amt Found Amount 

Sample Spiked in Sample Recovered Recovery 
Description (OQI!l) <nolo\ {ng/g)_ (%) 

OMC-F02-MSW002-0-061209 
(C0227644 Spk F, 2.0 ppb tpiP) 2.0 0.570 2.29 86 

DMC-F02-MSW002..Q..061209 
{C022T648 Spk G, 1000 ppb spik•J 1000 0.570 NA NA p DMC-F02-MSW003-0--061209 ' ' J 
(C022Te.tt Spk H, 2.0 ppb opike) 2.0 0.423 2.47 102 

DMC-F02-MSW003-0-061209 

I' (C0227e<f9 Spl< I, 1000 ppb •pll<e) 1000 0.423 NA NA J ' 

Of..AC-F02-MSW004-0--061212 
(C0227650 Spk J, 2.0 ppb apih) 2.0 0.842 2.23 69 

fi DMC-F02-MSW004-0-061212 
(C0227650 Spl< K, 1000 ppb spike) 1000 0.842 NA NA 

DMC-F02-MSW005-0--061212 - (C02276S1 Spit L. 2.0 pPb spike) 2.0 0.351 2.58 110 I DMC-F02-MSW005-0-061212 
(C0227661 Spk M, 1t00 ppt> splkv) 1000 0.351 NA NA 

rl DMC-F02-IFW001-0-o61212 ,, 
{C0227&52 Spk D, 2.0 ppb &ptko) 2.0 NO 1.72 86 ~· 

DMC-F02-IPW001-0--061212 
{C02276~Z Spk E, 200 ppb &pfkal 200 NO NA NA 

~-~f 

l DMC-F02-IFW002-0-061212 
~ii.J (COZ27653 Spk F, 2.0 ppb IIPikal 2.0 NO 1.83 92 

DMC-F02-IPVI/002-0--061212 

u {C0227653 Spk G, 200 ppb 1pil<e) 200 ND NA NA 

OMC-F02-lf'VII003-0-061212 
(C0227654 Spl< H, 2.0 ppb splko) 2.0 NO 1.50 75 

DMC-F02-IPVI/003-0--061212 

~ (C0227654 Spk I, m! ppb Spjke) 200 ND NA NA 

DMC-F02-IPW004-0-0S1212 
{0{)227655 Spk J, 2.0 ppb •pll<e) 2.0 NO 2.42 121 

fi DMC-F02-IPW004-0-061212 

u (C0227655 Spk K, 200 ppb •pike) 200 NO NA NA 

DMC-F02-IPVI/005-0-Q61212 
r'f (COZZ765f Spk L, 2.0 ppb &pike) 2.0 NO 1.42 71 I DMC-F02-IPV./005-Q-061212 ; ' ,.) 

(C0227~U SpM M, 200 ppb spike) 200 NO NA NA 

r ~ 
Average: 99 i 

') Standard Deviation: 20 

NO,. Not detected at or above !06 acceptable LOO reported In Tab!& Ill. 
NA = Not applicable. This matrix spike coooentratlion W8ll not usee~ to ane:~s the ..ccuraey fw this analyte. 
Note: Sirn:o this IILII'IIf1\Vy table allow& round11d rnult&, recovery values may vary slightly from the values; in the raw data. 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.02\9 
MPI Project No.: POOQ3267 

Table IX. Matrix Spike Recovery Summary ofPFOA in Re-extracted 
Whole Body Fish Samples 

C8 AcidPFOA 
Perfluorooe1anote Ju:. ~ 

Amount Avg Ami Found Amount 
Sample Spiked in Sample Recovered Recovery 

Description (nglg) _(nglg) (nglg) (%) 

DOU·F02·MSW003-0-061212 
jCD227&21 Spl< ~. 1.0 ppb oplko) 2.0 1.23 3.01 99 

Avorago: 119 
Stlmdard Ooviatlan: NA 

Not&: Since this summary table shows R>Undltd results, recov&ry vatuu may vary slightly from the values In the raw dat .. 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Table X. Matrix Spike Recovery Summary of PFOA in Clam 
Samples 

C8Acld PFOA 
Pomluorooclmol<: Acid 

Amount Avg Ami Found Amount 
Sample Spiked in Sample Recovered Recovery Description C~o:Jial {nQ/g\ {na/Q) (%) 

DL3-102-C FW001--<l-06 f 219 
~0127658 Sp\ D, 2.0 ppb Spike) 2.0 0.219 2.95 137 
DL3-102-CFW001-0--061219 
!C022765a Spk E, 20 ppbSplk&) 20 0.219 NA NA 
DL2-102-CFW001-0-061219 
(C01276$9 Spk F, 2.0 ppb Spike) 20 0.360 2.78 121 
DL2-102-CFW001-0-061219 
(C022T659 Spit G, 20 ppb Spllte) 20 0.360 NA NA 
DBC-102-CFWOO 1-0-061219 
(C0%27660 SpK H, 2.0 ppb Spil<e) 2.0 0.899 3.26 118 
DBC-102-CFWOOt-0-061219 
(C022T660 Spk ~ 2.0 ppb S~lke) 20 0.899 NA NA 

DOU-102 -CFW001-0-061219 
(COU7&81 Spk J, 2.0 ppb Splk&) 2..0 0.845 3.04 110 
DOU-102-CFW001-0-061219 
(C0227ef1 Spk K, 20 ppb Spike) 20 0.845 NA NA 
DU-102-CFW001-0-061219 
(C0227662 Spk L, 2.0 ppb Spike) 2.0 0.211 2.08 93 
DLI-102-CFW001-0-061219 
(C022.76G2 Spk M, 2.0 ppb 59illtl 20 0.211 NA NA 

DMC-102-CFW001-{)-061219 
(C02%7H3 Spk N. 2.0 ppb Spike) 2.0 NO 1.73 67 
DMC-102-CFW001-{)·061219 
(COl%7663 Spl< 0, 20 ppb Spik&) 20 NO NA NA 

Averag11: 111 
Standard Deviation: 19 

NO " Not d"'ect~ at or alxM! fle ~ptable LOQ report~ in Table V. 
NA • Not appli¢able. This matrix $pike concentratrion wu not used 1o unn the accuracy tor lhi• analyte. Not&: Slnc;eltlie aumma.-y t<oble ahowa rounded reautta, n~covery valuea may va.-y a lightly from the valuea Jn the raw dab!. 
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FIGURES 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPJ Project No.: P0003267 

Figure l. Typical Extracted Calibration Curve for PFOA in Catfish 
Fillet Matrix 
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Interim Report #3- Analysis ofFish and Clam Samples MPl Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 2. Extracted Standards of PFOA in Catfish Fillet Matrix, 
0.025 ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 ng/g), 

Respectively 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 3. PFOA in a Control Catfish Fillet, a 0.075 ng/mL (0.30 ng/g) 
Fortified Catfish Fillet Spike A, a 0.50 ng/mL (2.0 ng/g) 
Fortified Catfish Fillet Spike B, and a 4.0 nglmL (16 ng/g) 
Fortified Catfish Fillet Spike C, Respectively 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 4. Chromatogram Representing a Catfish Fillet Sample 
Analyzed for PFOA (ExyLIMS ID: C0227553, Data Set: 
011108C) 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 5. 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 6. Extracted Standards of PFOA in Bass Fillet Matrix, 0.025 
ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 ng/g), 
Respectively 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPJ Project No.: P0003267 

Figure 7. PFOA in a Control Bass Fillet, a 0.075 ng!mL (0.30 ng/g) 
Fortified Bass Fillet Spike A, a 0.50 ng/mL (2.0 ng/g) 
Fortified Bass Fillet Spike B, and a 4.0 ng/mL (16 ng/g) 
Fortified Bass Fillet Spike C, Respectively 
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Figure 8. Chromatogram Representing a Bass Fillet Sample 
Analyzed for PFOA (ExyLIMS ID: C0227581, Data Set: 
Ol0308Q 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 9. Typical Extracted Calibration Curve for PFOA in Whole 
Body Catfish Matrix 
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MPl Project No.: P0003267 

Figure 10. Extracted Standards of PFOA in Whole Body Catfish 
Matrix, 0.025 ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 
ng/g), Respectively 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 11. PFOA in a Control Whole Body Catfish, a 0.075 ng/mL 
(0.30 ng/g) Fortified Whole Body Catfish Spike A, a 0.50 
ng/mL (2.0 ng/g) Fortified Whole Body Catfish Spike B, 
and a 4.0 ng/mL (16 ng/g) Fortified Whole Body Catfish 
Spike C, Respectively 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 12. Chromatogram Representing a Whole Body Catfish Sample 

Analyzed for PFOA (ExyLIMS ID: C0227606, Data Set: 

032108A) 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 13. Typical Extracted Calibration Curve for PFOA in Whole 
Body Bass Matrix 
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Interim Report #3- Analysis ofFish and Clam Samples MPI Study No.: 0137.0219 
MPl Project No.: P0003267 

Figure 14. Extracted Standards of PFOA in Whole Body Bass Matrix, 
0.01 ng/mL (0.10 nglg) and 0.02 nglmL (0.20 ng/g), 
Respectively 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 15. PFOA in a Control Whole Body Bass, a 0.03 nglmL (0.30 
ng/g) Fortified Whole Body Bass Spike A, a 0.2 ng/mL (2.0 
ng/g) Fortified Whole Body Bass Spike B, and a 4.0 ng/mL 
(40 nglg) Fortified Whole Body Bass Spike C, Respectively 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 16. Chromatogram Representing a Whole Body Bass Sample 
Analyzed for PFOA (ExyLIMS ID: C0227637, Data Set: 
042408B) 
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Interim Report #3 -Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 17. Typical Extracted Calibration Curve for PFOA in Clam 
Matrix 
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Interim Report #3- Analysis of Fish and Clam Samples MPI Study No.: Ol37.0219 

MPI Project No.: P0003267 

Figure 18. Extracted Standards of PFOA in Clam Matrix, 0.025 
ng/mL (0.10 ng/g) and 0.050 ng/mL (0.20 ng/g), 
Respectively 
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Interim Report #3 -Analysis of Fish and Clam Samples MPIStudyNo.: 0137.0219 
MPI Project No.: P0003267 

Figure 19. PFOA in a Control Clam, a 0.075 ng/mL (0.30 ng/g) 
Fortified Clam Spike A, a 0.50 ng/mL (2.0 ng/g) Fortified 
Clam Spike B, and a 4.0 ng/mL (16 ng/g) Fortified Clam 
Spike C, Respectively 
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Interim Report #3 - Analysis of Fish and Clam Samples MPI Study No.: 0137.0219 
MPI Project No.: P0003267 

Figure 20. Chromatogram Representing a Clam Sample Analyzed for 
PFOA (ExyLIMS ID: C0227658, Data Set: 050508A) 
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GROUNDWATER SAMPLING 
TECHNICAL PROGRESS REPORT 

3M AND DYNEON DECATUR, ALABAMA 

As part of the groundwater assessment associated with the former sludge incorporation area, 17 
monitoring wells were constructed from November 2005 through April 2006 to evaluate 
groundwater conditions associated with the perimeter of the property. The locations include two 
well clusters located west of the former sludge incorporation area (monitoring wells 
601R/601S/601L and 602R/602S/602L), two well clusters south of the former sludge 
incorporation area (monitoring wells 603R/603S/603L and 601R/601S/601L), one well cluster at 
the east side ofthe former sludge incorporation area (monitoring wells 138R/138S/138L in Field 
11), and one well cluster on the east side of Bakers Creek (monitoring wells 605R/605L). 

Initial sampling and analysis of groundwater for PFOA was performed in April 2006 and 
reported in the October 25, 2006 Quarterly Status Report and the 2008 Data Assessment Report. 
A second round of groundwater sampling of the off-site monitoring well clusters 601 through 
605 was performed in September 2006 prior to the abandonment of the 601 R/60 1 S/60 1 L wells 
before commencement of construction activities at that location. In addition, groundwater 
samples were collected from the 605R and 605L wells in April 2008. Analytical results for the 
September 2007 and April 2008 sampling rounds are tabulated in Table 1 and shown in Figure 1. 
The groundwater laboratory data packages for PFOA (Interim Reports 4 and 5) are provided in 
an appendix to this attachment. 

J IJM-DECAT\FC Work Pl~rn'JJ80B Status Report\Text\xQ08 Futtae Status Report- dreft.doc 
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Table 1 Off-Site Groundwater PFOA Concentrations 
September 2007/April 2008 

Sample ID Well Sample Average PFOA 
Date (nglmL, ppb) 

DAL-GW-601R-0-070920 601R 20-Sep-07 0.179 
DAL-GW-601S-0-070920 601S 20-Sep-07 0.221 
DAL-GW -60 1L-0-070920 601L 20-Sep-07 11.0 
DAL-GW -602S-0-070920 602S 20-Sep-07 0.363 
DAL-GW -602L-0-070920 602L 20-Sep-07 2.75 
DAL-GW -603S-0-070920 603S 20-Sep-07 1.29 
DAL-GW -603L-0-070920 603L 20-Sep-07 0.346 
DAL-GW 604S-0-070920 604S 20-Sep-07 1.11 
DAL-GW -604L-0-070920 604L 20-Sep-07 1.30 
DAL-GW -605R-0-070920 

605R 
20-Sep-07 0.0532 

DAL-GW -605R-0-08040 1 01-Apr-08 0.105 
DAL-GW-605L-0-070920 

605L 
20-Sep-07 31.6 

DAL-GW -605L-0-08040 1 01-Apr-08 4.65 

J:\3M-DECAT\FC Work Plan\0808 Status Report\Tables\Table 1- Off-site GWxls 
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