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1.0 SUMMARY

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
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
analyte in the re-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
samples are detailed in Table V1. 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 III. 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 t 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 the re-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 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.
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Interim Report #3 Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: PO003267

2.0 OBJECTIVE

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

(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

six sample sites: DL1, 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 L.OC-3

DL2 = Cross river LOI sampling location LOC-2

DL1 = Down river Fox Creek mouth LOI sampling location LOC-1

MPI Research Page 13 of 151
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DBC = Bakers Creek mouth
DOU = Cove at 3M WWTP outfal]
DMC = Downstream Mallard Creek mouth

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 (Jcrahwrus punciatus)
MS = largemouth bass (Micropterus salmoides)
CF = Asiatic clam (Corbicula fluminea)

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 will be kept at MP1 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.

ExyLIMS

: Purity ~[Expiration Received
Compound Inventory No. Supplier Lots# (%) Date Date
No
PFOA  SP000806s _ O%Wood  yi6s 98 Definitive  09/08/06
Products, Inc. .
Expiration
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
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The molecular structure of the standard is given below:

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

413 — 219

Structure;

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. 124-15])
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

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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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% H;PO4 (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 tC18 SPE cartridges (conditioned with 5 mL of
methano] 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% methanol (aq) (for
the fillet samples) followed by 2 mL of 2% formic acid (aq) and suctioned
dry. The HLB SPE cartridges were then eluted with 2 mL of 5% NH4OH
in methanol, and the tC18 SPE cartridges were eluted with 5 mL of 5%
NH4sOH in methanol. The samples were then transferred to HPLC
autosampler vials and diluted as nccessary in 5% NH;OH 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 pg/ml. by dissolving 0.1 g of the
standard (corrected for purity and salt content, if necessary) in acetonitrile. From that
solution, a 100 pug/mL fortification standard solution was prepared by taking 10 mL of the
stock and bringing the volume up to 100 mL with acetonitrile. By taking 10 ml of the
100 pg/mL fortification standard and bringing the volume up to 100 mL with acetonitrile,
a 10 pg/mL fortification standard was prepared. By taking 10 mL of the 10 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 1.0
ug/mL fortification standard was prepared. By taking 10 mL of the 1.0 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.1
ug/mL fortification standard was prepared. By taking 10 mL of the 0.1 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.01
pg/mL fortification standard was prepared. By taking 10 mL of the 0.01 pg/mL
fortification standard and bringing the volume up to 100 mL with acetonitrile, a 0.001
pg/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:

Conc, of Fort, Aliquot Final Volume Final Conc. of Final Conc. of

Solution Volume of Standard Calibration Std. Calibration Std.

{(ng/mL) {mL) (mL) {ng/mL) (ng/g)
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
10 100 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
100 100 2.0 5.0 20

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

Conc. of Fort, Aliquot Final Volume Final Cong, of Final Conc. of

Solution Volume of Standard Calibration Std. Calibration Std.
(ng/mL) (mL) (mL) (ng/mL) (ng/g)
1.0 50 5.0 0.01 0.10
1.0 100 5.0 0.02 0.20
10 25 5.0 0.05 0.50
10 50 5.0 0.10 1.0
10 100 5.0 0.20 2.0
100 25 5.0 0.50 5.0
100 50 5.0 1.0 10
100 100 5.0 2.0 20
1000 25 5.0 5.0 50

The stock standard solution was stored in a freezer (-20° + 5°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 Jocated 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
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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 ng/mL 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: SCIEX Turbo lon Spray Liquid Introduction Interface
Computer: DELL Precision 360
DELL OptiPlex GX400
Software: PE SCIEX Analyst 1.4.1
HPLC: Hewlett Packard (HP) Series 1200
‘ Hewlett Packard (HP) Series 1100 -
HP Quat Pump - HP Vacuum Degasser .
HP Autosampler HP Column Oven

HPLC Column: Thermo Electron Betasil C18, 100 mm x 2.1 mm, Sum
Column Temp.: ~30°C

Injection Vol.: 10 pL

Mobile Phase (A): 2 mM Ammonium Acetate in water

Mobile Phase (B): Acetonitrile {é
Gradient: )
Time (min) % A %B Flow Rate
(ul/mL)
0.0 S0 10 400
1.0 90 10 400
8.5 25 75 300
13.5 25 75 300
14.0 90 10 300
17.0 90 10 400
25.0 %0 10 400
Total run time: ~25 min -
[ons monitored:
Analyte Mode Transition Retention Time
Monitored {min)
PFOA negative 413 — 369 ~9.55 min.
PFOA
Confirmation negative 413 - 219 ~9.55 min.
lon
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6.6 Quantitation and Example Calculation

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) = (¥ (B* + 4AY — 4AC))-B) x Dilution Factor
: 2A
Where: A =X variable |
B =X variable 2
C = intercept
Y = peak area

Equation 2 was used to convert the amount of analyte found in ng/mL to ng/g (ppb).

Equation 2:
Analyte found (ppb) = [analvte found ( ng/ml) x final volume” x aliguot factor(6)*]

sample weight (3 g)

” Final volume of 2mL for catfish fillet, bass fillet, whole body catfish, and clams.
Final 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 (ng/g) - average analvte in sample (ng/g)) x100%
analyte added (ng/g) ‘
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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
ng/g with PFOA where: ‘

Y (peak area) = 73943
A (X variable 1) = -10600
B (X variable 2) = 147000
C (intercept) = 1250
dilution factor = 1
ng/g PFOA added (fort level) = 2.0 ng/g
average amt in corresponding sample = 0.370
From cquation 1:
Analyte found (ng/mL) =
(( (147000 + 4(-10600)(73943) — 4(-10600)(1250)))-147000) x 1
2(-10600)
= 0.514 ng/mL
From equation 2:
Analyte found, wet weight (ng/g) = (0.514ng/mL x2mL x6)
3g
= 2.06 ng/g

From equation 3:

|

% Recovery (2.06ng/g —0.370 ng/p) 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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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, cach 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 of the
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 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
IIL. 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 the re-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 II1. 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 the re-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 VII. 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 by 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 data, as
well as a signed copy of the final 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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Tablel.  Summary of PFOA in Fish Fillet Samples
C8 Acid PFOA
Perflucrooctancic Acid
Analyte Accaptable Asseseed
Client Found LoQ Accuracy

ExyLIMS 1D Sampie ID {ppb, naig) {ng/g) {+1- %)
CQ0227544 DL3-F02-MSF(001-0-061207 0434 020 30
C0227544 Rep  DL3-FO2-MSF001-0-061207" 0.503 0.20 30
C0227546 DL3-F02-MSFQ02-0-061207 ND 020 30
C0227546 Rep  DL3-F02-MSF002-0-081207* ND 020 30
C0227547 DL3-FO2-MSFQ03-0-061207 0.359 0.20 30
C0227547 Rep  DL3-F02-MSF003-0-061207* 0.381 0.20 30
C0227548 DL3-F02-MSF004-0-061207 0319 0.20 30
C0227548 Rep  DL3-F02-MSF004-0-061207* 0270 0.20 30
€0227549 DL3-FD2-MSFQO05-0-061207 ND 0.20 30
C0227549 Rep OL3-F02-MSF005-0-061207~ ND 0.20 30
C0227550 DL3-F02-PF001-0-061211 ND 020 0
0227550 Rep BL3-FO2-IPFO01-0-061211* ND 020 30
C0227551 DL3-F02-IPF002-0-061212 ND 0.20 30
€0227551 Rep DL3-F02-1IPFQ02-0-061212* ND 020 30
C0227552 DL3-FO2-PF003-0-061212 ND 020 30
C0227552 Rep DL3-F02-1PFD03-D-081212% ND 0.20 0
C0227553 DL3-F02-IPF004-0-061212 ND 0.20 40
C0227553 Rep DL3-F02-IPF004-0-081212* ND 0.20 40
C0227554 DL3-FO2-iPFO05-0-061212 ND .20 0
CD227554 Rep DL3-F02-IPFO05-0-061212 ND 0.20 30
C0227555 DL.2-F{2-|PF001-0-061208 ND 620 30
C0227555 Rep DL2-FO2-PF001-0-061209" ND 0.20 30
€0227556 DL2-F02-PFO02-0-061209 ND 0.20 30
C0227558 Rep DL2-FQ2-{PF002-0-061209* ND 0.20 30
C0227557 DL2-FO2-IPFO03-0-061209 ND 0.20 30
£0227557 Rep DL2-FOR-IPF0Q3-0-081209* ND 0.20 ki)
C0227558 DL2-FQ2-IPF004-0-061209 ND 0.20 50
C02275548 Rep DL2-F02-IPFOC4-0-061209" ND 0.20 50
C0227558 DL2-FQ2-IPF005-0-081209 ND 0.20 50
C0227559 Rep DL2-F02-1PF005-0-061209" ND 0.20 50
C0227560 DBC-F02-MSF001-0-081207 1.05% 0.20 30
C0227560 Rep  DBC-F02-MSF001-0-061207~ 0.787* 0.20 30
C0227561 DBC-F02-MSF002-0-061207 0327 0.20 30
C0227561 Rep  DBC-F02-MSF002-0-081207* 0.381 020 30
C0227562 DBC-F02-MSF003-0-061207 ND? 0.20 30
C0227562 Rep  DBC-F02-MSFQ03-0-061207" 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
C0227564 DBC-FD2-MSF005-0-061207 0.3474 0.20 30
C0227564 Rep  DBC-F02-MSF005-0-061207* 0.256* 0.20 30
€0227585 DBC-FO2-1PFG01-0-061211 1.42 0.20 30
C0227565 Rep DBC-F02-IPF001-0-081211* 1.42 0.20 30
C0227566 DBC-FO24PF002-0-081211 0.429 020 30
C0227566 Rep DBC-F02-IPF002-Q0-081211* 0511 0.20 30
C0227567 DBC-F02-IPF003-0-061211 0.367 0.20 30
C0227567 Rep  DBC-F02-PF003-0-081211* 0.436 0.20 30

“Laboratory Duplicate

*Relative Percent Differance > 20%
1Relative Percent Diference was not calculated due to the pressnces of a nondetect and resudting uncertainty,
ND = Not detected at or above the acceptable LOQ,

MPI Research

Page 24 of 151

b

N
N




o —"

Femy

M

'y
£
L

oo e all

i
i

3
i

Interim Report #3 — Analysis of Fish and Clam Samples

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

Table 1. Summary of PFOA in Fish Fillet Sam ples (continued)
CB8 Acid PFOA
Perflusrsoctenale Acid
Analyte Acceptable Assessed
Client Founa LoQ Accuracy
ExyLIMS 1D Sampla ID {ppb, ng/g) {ng/g) (+- %)
C0227568 DBC-F02-1PF004-0-061211 0.441 020 30
C0227568 Rep  DBC-FO2-IPF004-0-081211" £.423 0.20 30
C0227569 DBC-FO2-{PF005-0-061211 0.726 0.20 50
C0227569 Rep OBC-F02-IPFO05-0-061214* 0.760 0.20 50
C0227570 DOU-FO2-MSF001-0-081209 0.898~ 0.20 30
C0227570 Rep  DOU-FO2-MSF001-0-061208" 1.128 0.20 30
€022715714 DOU-FOR-MSF002-0-061212 G.748" 0.20 30
C0227571 Rep  DOU-FO2-MSF002-0-061212" 0.329 0.20 kD]
C0227572 OCU-FO2-MSF003-0-061212 0617~ 0.20 30
C0227572 Rep  DOU-FO2-MSF003-0-081212* 0.502* Q.20 30
C0227573 DOU-FO2-MSF004-0-061212 0.501 0.20 .30
C022757T3 Rep  DOU-FO2-MSF004-0-061212 0.584 0.20 30
C0227574 DOU-F02-MSF005-0-061212 0.4227 0.20 30
C0227574 Rep  DOU-FO2-MSF005-0-061212 0.343* 0.20 30
€0227575 DOU-FO2-IPFD01-0-061212 0.319 0.20 30
CO227575 Rep  DOU-FORHPFO01-0-081212" 0.295 0.20 30
€0227576 DCU-FO24PF(002-0-061212 0.540 0.20 30
C0227576 Rep  DOU-FO2-IPF002-0-061212* 0.526 0.20 30
C0227577 DOU-FO24PF003-0-061212 0.452 0.20 30
C0227577 Rep  DOU-FO24PF003-0-061212* 0.530 0.20 30
C0227578 DOU-FO2-1PF004-0-061212 0.696% 0.20 50
C022778 Rep OOU-FD2-IPFOD4-0-081212* 1.05% 0.20 50
C0227579 DOU-FO2-IPFO05-0-061211 NR" - -
C0227579 Rep  DOU-FO24PFD05-0-061211* NR* - -
C0227580 DUFO2-MSFO01-0-061209 ND 0.20 30
C0227580 Rep DUI-FD2-MSF001-0-061208* ND 0.20 30
C0227581 DLI-FO2-MSF002-0-061209 ND 0.20 30
C02275581 Rep DUI-F02-MSF002-0-061205* ND 0.20 30
C0227582 DLI-F02-MSF003-0-061209 ND 0.20 40
C02275582 Rep  DUI-FO2-MSF003-0-061209* ND 0.2¢ 40
C0227583 DLI-F02-MSF004-0-06 1209 0.201* 0.20 30
C0227583 Rep DLI-FO2-MSF004-0-061209* ND* 0.20 30
C0227584 DLI-F02-MSF005-0-06 1209 ND 0.20 30
C0227584 Rep DU-F02-MSFQ05-0-061209* ND 0.20 30
C0227585 DLI-FO2-IPFOR1-0-061212 ND 0.20 30
C0227585 Rep DLI-FO2-IPFO01-0-061212" ND 0.20 30
C0227586 DLELFO2-IPF002-0-061212 ND 020 30
C0227586 Rep DLI-FO2-IPF002-0-061212* ND 0.20 30
C0227587 DUI-F02-IPF003-0-061212 ND 0.20 30
£0227587 Rep DLI-FO2-PFO03-0-061212* ND 0.20 30
C0227588 DU-F02-IPF004-0-061212 ND 0.20 30
C€0227588 Rep DLI-FD2-HPFD04-0-061212 ND 020 30
C0227588 DUI-F02-1PFQ05-0-061212 ND 0.20 30
C0227589 Rep DLI-F02-PF005-0-06 1212 NO 0.20 30
€0227590 DMC-FO2-MSF001-0-061209 ND 0.20 30
C0227550 Rep DMC-FO2-MSF001-0-061209* ND 0.20 30
“Laboratory Duplicats

*Relative Percent Difference > 20%

‘Relative Parcent Difference was not caiculatad dus to the

ND = Not detected at or sbove the acceptabia LOQ,
NR* = Not reported due to quality contro! failures; see Table If for re-exiracied sample resuils.
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Table L. Summary of PFOA in Fish Fillet Samples (continued)
C8 Acid PFOA
Perflugrooctanoic Ackd
Analyte Acceptable Assessed
Ciient Found LOQ Accuracy
ExylIMS ID Sample ID (ppb, ng/g) {ng/a) (+i- %}
0227591 DMC-F(2-MSF002-0-061209 0.250% D20 30
C0227591 Rep  DMC-F02-MSF002-0-061209* 0.218* 0.20 30
C0227592 DMC-F02-MS3F003-0-061209 0.221° 0.20 30
C0227592 Rep  DMC-F02-MSF(003-0-061209" ND* 0.20 30
C0227593 DMC-FO2-MSFD04-0-061212 ND 0.20 30
C0227593 Rep  DMC-F02-MSF004-0-081212* ND 0.20 30
C0227594 DMC-F02-MSF005-0-081212 ND .20 30
C0227584 Rep  DMC-F02-MSFC05-0-061212" ND 0.20 30
C0227585 DMC-F02-IPF001-0-061212 ND .20 40
C0227585 Rep DMC-F02-IPFOD1-0-061212* ND 0.20 40
C02275%6 DMC-F02-\PFO02-0-081212 0.284 0.20 20
C0227596 Rep DMC-F02-IPF002-0-061212* 0.245 0.20 30
C€0227597 DMC-F02-IPF003-0-061212 0.226" 0.20 30
C0227587 Rep DMC-F02-1PF003-0-061212" 0.381~ .20 30
C0227598 DMC-F02-1PF004-0-081212 ND 0.20 40
C0227598 Rep DMC-F02-1IPF004-0-081212" ND 0.20 40
C0227508 DMC-FO02-1PF005-0-061212 ND 0.20 30
C0227599 Rep DMC-F0z2-IPF005-0-061212* ND 0.20 30
*Laboratory Duplicate

*Relative Percent Difference » 20%
*Relative Percant Difference was not calcuiated due to the presence of a nondetect and resulting uncertainty.
ND = Not detected at or abave the accapiable LOQ.

MPI Research

Page 26 of 151

S

o 4

T

S
Lpu—"

FYS—— & i

£ o




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

Table II.  Summary of PFOA in Re-extracted Fish Fillet Samples

{.
; C8 Acid PFOA
¢ Perfluorooctanoic Acld
B Analyte Acceptable Assessed
f ; Client Found LOQ Accuracy
EJ ExyLIMS iD Sample ID {ppb, ng/g) (ng/g) {(+- %)
C0227579 LOU-FO2-IPF005-0-061211 NR - -
3 C0227579 Rep DOU-FO2-IPFO05-0-061211* NR - -
&9
E : *Laboratory Duplicate
NR = Not reported due to quality control failures.
§

1
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Table III. Summary of PFOA in Whole Body Fish Samples
C8 Acld PFOA
Perfluorooctanolc Ackd
Analyta Acceptabls Assessed
Chent Found LOQ Accuracy
ExyLIMS ID Sampig 1D {ppb. ng/g) {ng/a} {4+~ %)
C0227600 DL3-F02-MSW001-0-061207 ND 0.20 30
C0227600 Rep  DL3-F02-MSW001-0-061207 ND 0.20 30
Co2276801 DL3-FO2-MSW002-0-081207 ND* 0.20 40
0227601 Rep DL3-FO2-MSW002-0-061207 0.366° 0.20 40
c0227602 DL3-F02-MSW003-0-061207 ND 0.20 30
C0227602 Rep  DL3-F02-MSW003-0-061207 ND 0.20 30
C0227603 DL3-F02-MSWG04-0-061207 ND 0.20 30
C0227603 Rep  DL3-FO2-MSW004-0-051207 ND 0.20 30
Co27604 DL3-FO2-MSWO0D5-0-061207 ND 0.20 30
£0227604 Rep DL3-FO2-MSWO05-0-081207 ND 0.20 30
C0227605 DL3-F02-IPW001-0-0681212 ND 0.20 a0
C0227605 Rep DL3-F02-1PW001-0-061212 ND 0.2¢ 30
C0227806 DL3-F02-IPW002-0-D61212 ND 0.20 30
€0227606 Rep DL3-F02-IPW002-0-061212 ND 0.20 30
C0227607 DL3-F02-IPW003-0-051212 NO 0.20 30
C0227607 Rep OL3-F02-1PWG03-0-061212 ND 0.20 30
0227608 DL3-FO24PWO04-0-061212 ND 0.20 30
C0227608 Rep DL3-F02-IPWD04-0-081212 ND .20 30
C0227608 DL3-F02-IPW005-0-061212 ND 0.20 30
C0227609 Rep DL3-FO2APWO005-0-061212 ND 0.20 30
C02276810 DLZ-FQ2-MSW001-0-061211 0.522* 0.20 0
C0227610 Rep  DL2-FO2-MSW001-0-0681211 0231 0.20 30
co227611 DL2-F02-MSW002-0-061211 0.591 0.20 30
C0227611 Rep  DL2-F02-MSW002-0-061211 0.509 0.20 30
C0227612 DL2-F02-IPWD01-0-061209 ND 0.20 30
C0227612 Rep DL2-F02-IPW001-0-081208 NO 0.20 30
C0227613 DL 2-F02-IPW002-0-081209 ND 0.20 30
C0227813 Rep DL2-F02-PW002-0-081209 WD 020 30
C0227614 DL2-F02-IPW003-0-081209 ND 0.2¢ 30
C0227814 Rep DL2-FO2-IPWO003-0-061209 ND 0.2¢ 30
C0227615 OL2-FD2-IPW004-0-061209 NO 0.20 30
C0227815 Rep OL2-F02-PW004-0-061209 ND 0.20 30
C0227616 DL2-F 02-FPW008-0-061209 ND 0.20 30
C0227616 Rep DL2-F02-PWO005-0-061209 ND 0.20 30
C0227617 DBC-FO2-MSW001-0-061207 295 0.20 30
C0227617 Rep  DBC-F0OZ-MSW001-0-061207 253 0.20 30
C0227618 DBC-F02-MSWD02-0-061207 2.72 0.20 30
C0227618 Rep  DBC-F02-MSW002-0-061207 2.67 0.20 30
C0227618 DBG-FQ2-MSW003-0-061207 1.30 0.20 30
C0227618 Rep  DBCFO2-MSWD03-0-081207 130 0.20 30
C0227620 DBC-F02-MSW004-0-061207 1.52 0.20 30
C0227620 Rep  DBC-FD2-MSW004-0-061207 1.60 0.20 30
C0227621 DBC-FO2-MSW005-0-061207 176 0.20 30
C0227621 Rep  DBC-FO2-MSWO05-0-061207 1.72 0.20 30
C0227622 DBC-FO2-PWO01-0-061211 1.19 ¢20 30
€0227622 Rep DBC-F02-IPW0Q1-0-061211 1.09 0.20 30

“Laboratory Duplicate

*Retative Percent Difference > 20%

‘Relative Percent Differance was not calculated due 10 the prasencs of & nondetect and resulting uncertainty.
ND = Not detecied at or abova 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 IIl.  Summary of PFOA in Whole Body Fish Samples

(continued)
C8 Acid PFOA
Perfluorooctanoic Acid
Anelyte Acceptable Assessed
Client Found LoQ Accuracy
ExyLIMS ID Sample ID {ppb, ngfg} (ngrgz (+- %}
Cp227623 DBC-F02-IPW002-0-061211 0694 020 30
C0227623 Rep DBC-F02-IPW002-0-061211 0.586 0.20 30
C0227624 DBC-F02-IPW003-0-061211 208 0.20 30
C0227624 Rep DBC-F02-IPW003-0-061214 1.94 020 30
Coz22782s DBC-F02-1PW004-0-061211 ND 0.20 30
C0227625 Rep DBC-F02-(PYW004-0-061211 ND 0.20 30
CD227628 OBC-FO2-HPW00S-0-081214 1.47 0.20 30
C0227626 Rep OBC-FO2-(PW00S-0-061211 1.49 0.20 g
co227627 DOU-F02-MSW001-0-061209 1.23 0.20 30
C0227827 Rep DOU-F02-MSW001-0-081209 1.05 0.20 30
Co227628 DOU-F02-MSWE02-0-051212 2980 0.20 30
C0227628 Rep DOU-F02-MS5W002-0-061212 320 0.20 30
C0227829 DOU-F02-MSW003-0-084212 NR* - -
0227623 Rap DOU-FO2-MSWO003-0-061212 NR* - -
C0227830 DOU-F02-MSWU04-0-061212 1.04 .20 30
€0227830 Rep DOU-FOZ-MSW004-0-061212 1.10 Q.20 30
C0227831 DOU-FU2-MSW005-0-081212 375 0.20 30
C0227531 Rep DOU-FO2-MSW005-0-061212 4.00 0.20 30
C0227832 DOU-FO2-1PW001-0-081212 0634 0.20 30
C0227832 Rep DOU-F02~IPW001-0-061212 0619 0.20 30
Co227633 DOU-FO2-IPW002-0-061212 0.878 0.20 30
C0227633 Rep DOU-F02-1PW002-0-061212 0.874 0.20 30
C0227634 OOU-FO2-IPW003-0-061212 1.72 0.20 30
C0227634 Rep BOU-F02-IPWOD3-0-061212 1.79 .20 30
C0227635 DOU-FO24PW(04-0-D81212 ND 0.20 30
C0227635 Rep DOU-FO2-IPWO04-0-08 1212 NC 0.20 30
C02276838 DOU-F021PW005-0-06 1212 1.1 0.20 3C
C0227636 Rep DOU-FOZAPW005-0-06 1212 1.10 0.20 30
cozzr637 DUL1-FO2-MSW001-0-061209 0.2g914 D.20 30
CD227837 Rep DL -FO2-MSWO0D1-0-081208 0.387+ 0.20 30
Co227638 DLI-Fu2-MSwW002-0-061208 0.333~ 0.20 30
C0227638 Rep  DL1 -FO2-MSW002-0-081209 0.485% 0.20 30
Co227e38 DL1-FO2-MSWO003-0-06 1208 0.342+ 0.20 30
C0227639 Rep DL1-FO2-MSW003-0-061209 0.4884 0.20 30
C0227640 DL1-FO2-MSWO004-0-068 1200 0.351 0.20 30
C0227640 Rep DL1-FO2-MSWO004-0-081209 0310 0.20 30
C0227841 DL1-F02-MSW005-0-081208 0.497 0.20 30
C02276441 Rep DUL1-FO2-MSWO005-0-06 1208 0.482 0.20 30
C0227642 DL1-FO24PWO001-0-061212 0.2624 0.20 30
C0227642 Rep DL1-FO24PW001-0-061212 0.3504 0.20 30
C0227843 DL1-FO2-1PW002-0-081212 0.371» 0.20 30
C0227643 Rep DL1-FO2-IPW002-0-061212 0.301» .20 30
C0227644 DL1-F02-IPW003-0-061212 0.285 0.20 40
C0227644 Rep DL1-F02-{PW0D3-0-061212 034 0.20 40
C0227845 DL1-F02-PW004-0-081215 0.252 Q.20 30
0227645 Rep DL1-FO2-IPW004-0-061215 0278 020 30

“Laboratory Duplicate

"Relative Parcent Difference > 20%
ND = Not detectad at or above the acceptable LOQ.
NR™ = Not reported due to Quality control fallures; see Yabls (V for re-exiractsd sample regults.
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Interim Report #3 — Analysis of Fish and Clam Samples

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

Table ITI, Summary of PFOA in Whole Body Fish Samples

(continued)
C8 Acid PFOA
Perfluorcoctanoic Acld
Analyte Acceptable Assessed
Cliant Found LoQ Accuracy
ExyLIMS 1D Sample ID {ppb. ng/g} {ng/g) (+{- %)
C0227646 DL1-FO2-1PW005-0-061215 0.557 0.20 40
C0227648 Rep DL 1-F02-IPWO005-0-061215 0.492 0.20 40
C0227647 DMC-F02-MSW001-0-061209 ND 0.20 30
C0227647 Rep  DMC-F02-MSWO001-0-061209 ND 0.20 30
C0227648 DMC-F02-MSWO002-0-061209 0.536 0.20 30
C0227648 Rep  DMC-F02-MSWQ02-0-061208 0.603 0.20 30
C0227649 DMC-F02-MSWO003-0-061209 0334~ 0.20 30
C0227648 Rep  DMC-F02-MSWO003-0-061209 05124 0.20 30
C0227650 DMC-FO2-MSWO004-0-061212 1.48* 0.20 40
C022765C Rep  DMC-F02-MSWO04-0-061212 0.202~ 0.20 40
C0227651 DMC-F02-MSW005-0-061212 0.502* 0.20 30
C0227651 Rep  DMC-F02-MSW(C05-0-061212 ND? 0.20 30
C0227652 DMC-F02-IPW001-0-0681212 ND 020 30
CD227652 Rep  DMC-F02-IPWO01-0-061212 ND 0.20 30
C0227653 DMC-F02-IPW002-0-061212 ND 0.20 30
C0227653 Rep  DMC-FOD2-IPW002-0-081212 ND 0.20 30
C0227654 DMC-F02-IPW003-0-061212 ND 0.20 30
C0227654 Rep  DMC.F02-IPW003-0-061212 ND 0.20 30
Co227665 DMC-FO2-IPW004-0-061212 ND 0.20 30
C0227655 Rep  DMC-FO2-IPW004-0-061212 ND Q.20 30
C0227656 DMC-FO2-IPW005-0-061212 ND 0.2¢ 30
C0227656 Rep  DMC-F02-IPW005-0-061212 ND 0.20 30

*Laboratory Duplicate

ARelative Percent Difference > 20%
‘Relative Percent Difference was not calculated due to the presence of a nondetect and resulting uncersinty,
ND = Not detected at or above the accaptable 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
C8 Acid PFOA
Perflucrooctancic Acid
Analyte Acceptable Assessed
Client Found LOQ Accuracy
ExyLIMS 1D Sample ID {ppb, ng/g) (ng/g) {+- %)
C0z27629 DOU-F02-MSW003-0-061212 1.27 0.20 30
C0227629 Rep DOU-F02-MSW003-0-081212 1.20 0.20 a0
“Laboratory Duplicate
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Interim Report #3 — Analysis of Fish and Clam Samples

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

Table V. Summary of PFOA in Clam Samples

C8 Acid PFOA

Perfluorooctanale Acld

Analyte Acceptable Assessed
Client Found LOQ Accuracy
ExyLIMS ID Sample 1D {ppb, na/g) {ngio) (+4- 9}

CD227658 DL3-102-CFW001-0-061219 0220 a.20 40
C0227658 Rep DL3-102-CFW001-0-061219* 0.218 0.20 40
C0227659 DL2-102-CFW001-0-061219 0.424* 0.20 30
C0227659 Rep DL2-102.CFW001-0-061219* 0.295% 0.20 30
C0227660Q DBC-102-CFW001-0-061219 0.796* 0.20 30
C02276580 Rep DBC-102-CFW001-0-061219* 1.00 0.20 30
CD227661 DOU-102-CFW001-0-081219 0.832 0.20 30
C0227661 Rep DOU-102-CFW001-0-061219* 0.857 020 30
0227662 DLIHI02-CFW001-0-061219 ND? 0.20 30
0227662 Rep OLI-102-CFW001-0-061219" 02211 0.20 30
C0227663 OMC-102-CFW001-0-061219 ND 0.20 30
C0227663 Rep DMC-102-CFW001-0-061218* ND 0.20 30

*Laboratory Duglicate

*Relative Percent Difference > 20%

'Relativae Percent Differance was not calculated dus to the presence of 3 nondatact and resulting uncertainty.

ND = Not detected at or abovs 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 V1. Matrix Spike Recovery Summary of PFOA in Fish Fillet
P Samples

oty

C8 Acid PFOA
Parfluomoctencic Acid
e Amount Avg Amt Found Amount )
i Sampty Spiked I Sample Recovered Recovery
Dascrigtion {ngig) inglg) g )
DL3-FU2-MS5F001-0-081207
{COIZTE SPU D, 2.0 ppb splie) 20 0.489 1.95 74
DL3-FO2-MEFOG1-0-061207
[OB227544 Spk K, 108 pph xpike) 00 0.469 NA NA
DL3-FO2-MSFUN2-0-064207
{CO27 548 Spk F, 2.0 ppb spike} 24 ND 213 107
DLI-FU2-MSF002-0-081207
{C0227546 3pk O, 100 ppb spika} 100 NO NA NA
DL3-FO2-MSF003-0-0681207
* KCOIZTRAT Spk H, 2.0 ppb spike) 20 p.aroe 205 34
DL3-F02-MSF003-0-081207
(CO227547 SphL, 100 apb wpike} 100 0370
DL3-F02-MSFODM-0-06 1207
C8227540 Bpk J, 1.0 pppb spike) 20 0285 1.97 a4
DL3-F02-MSF004-8-061207
{CE227843 Spk K. 100 ppb apia} 400 0.208 NA
DL3-FD2-MSFO05-0-081207
(COZETEA8 Spk L, 2.0 ppb spine) 20 ND 230 118
DL3-FO2-M8FO05-0-D81207
o (CO227549 Spk M, 150 ppb apike} 100 ND MNA NA
j TH.3-FOZ-PFO01-0-D61711
(CUZZTSE Spk 0, 2.0 ppb spikn) 20 ND 2.53 130
DL3-FO24PFD01-0-0681211
1C0227650 Spk E. 100 ppb spio) 160 ND NA NA
DL3-F02-IPFO02-0-061212
(COATEB Spk F, 2.9 ppd apike) 2.0 NO 2234 147
DLI-FO2-PFe02-0-061212
{CORTEY Spk O, W99 ppbd spiiey 100 ND HA NA
D4 3-FD2-1PFDO3-0-081212
(COZTTS52 Bptk M, 1.8 ppb apike) 20 ND 254 127
DL3-FO24PFR03.0-061212
[CO2ZTE52 Spk L, 108 ppb splien) 100 NG NA NA
DL3-FO2-IPFOR4-0-061212
(CO22TE$I Spk J, 2.0 ppb piko) 2.0 ND 2.80 140
DL3-FO2-PFO04-0-061212
(CO2ITS83 Spk K, 18€ pph wpikey 100 ND NA MA
3 DLI-FO2-IPFO0S-0-081212
] ICO2TRS4 Spk ¢, 2.0 ppk spikej 20 ND 234 & 17
DLI-FO2-IPFO0S-0-061212
(CO22TESE Spk M, 154 opb spihn 100 ND NA NA
DL2-F02-1PFO01-0-061209
(COZXTE68 3pk D, 2.9 pot spio) 20 ND 2.58 129
DLZ-FG2-IPFO0 1-0-061208
(COXLTEEE Spk E., 190 ppb apika) 100 ND NA NA
- DL2-F02-1PFD02-0-061209
} (CORITER6 Spk F, 2.0 ppb spikey 20 NO 2.8 126
. DL2-F02-1PFO02-0-061 209 ’
~ (CO22T656 Spk O, 109 ppbs spike) 160 ND NA NA
DL2-F02-IPFO03-0-081209
'1‘ (COZZTSST Spk H, 2.0 ppb spina) 20 ND 2.48 124
o DL2-F02-1PFOQ3-0-061208
: {CO22755T 3ph, 160 ppb epiko} 100 ND NA NA

ND = Not detactad ol or sbove the acceptabis LOQ reported in Table 1,
NA = Not applicatrie. This matrix spece concantratrion was notussd to as3ess the accuracy for tik anslyle.
Note: 8lnce this summary tabie shows rounded results, rosovary valuse may vary slightly from the values in the aw data,
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Interim Report #3 — Analysis of Fish and Clam Samples

Table VI

MPI Study No.: 4137.0219
MPI Project No.: PO003267

Samples (continued)

Matrix Spike Recovery Summary of PFOA in Fish Fillet

C8 Acid PFOA
Perfluoropotaeic Agid
Amount Avg Amt Found Amount
Sampie Spiked in Bample Recovaerad Recovary
Description {ng/g) {ngig) {oglg) (%)

DL2-FO2-WPFOD4-0-061209

|COYI74K8 Xpk J, 2.8 ppb s pike) 2.0 ND 284 142
DL2-FO2-PFO04-0-051209

[CO227458 Spk K, 100 ppb epike} 100 ND NA NA
DL2-FO2-IPFO05-0-061209

(CD227TE58 Spi L, 2.9 pph 2pike} 2.0 ND 94 147
DL2-FQ2-IPFOO5-0-061209

{CUZ275K3 Bph M, 100 ppd Kpike) 100 ND NA NA
DBC-FO2-MSFO01.0-061207

100227580 Spk D, 2.0 pph spike) 20 0.920 238 73
OBCF02-MSFO04-0-061207

00227560 Spk E, 100 ppt: sphke} 100 0820 NA
DBC-F02-M3F002-0-061207

{€O2IT8&1 Bpk F, 1.0 apbs spike)} 20 0.354 223 4
08C-FO2-MSF002-0-061207

{CO127664 Epk G, 100 ppb spiks) 100 0354 NA
DBC-FC2-MSF003-0-081207

(CI227B62 Spk H, 2.0 ppb spiko) 20 0.204 228 104
DBC-FO2-MSFO03-0-061207

ICOXIT N2 Spk 1, 100 pph spike 100 0.204 Na NA
DBC-FO2H4EFO04-0-081207

{CDI27 861 Spk J, 2.8 ppb spike) 20 ND 1.77 89
DBC-FO2-MSFO04-0-0681207

(CO2E7ERS B K, 100 pps cpis) 100 KD NA NA
0OBC-FO-MSFOOS-0-061207

(0227544 Spk L, 2.0 ppd spikey 20 ¢.208 227 98
DBC-FO2-MSFO0B-0-061207

[COXRT IS4 Bpk M, 108 ppb spita} 104 0.308 NA
DBC-FOR-HPFO01-0-061211

(CO227688 Sph D, 2.4 ppb spike) 20 142 k¥::3 122
OBC-FOZAPFO01-0-081211

{CHZITSES Spk E, 100 ppd spike) 100 1.42 NA NA
DBCFR-IPFOCZ-0-061211

160222584 Spk F, 2.0 ppb spike) 20 0470 308 130
OBC-FRAPFOO2-0-061211

1CA2TTE44 Spk O, 100 pyb spika} 100 0.470 NA NA
DBL-FOZAPFO03-0-061211

{C0227 64T 35k H, 2.8 ppb apiva) 20 0402 295 127
DBC-F02-PFO03-0-061211

FCO2XT 58T Spk L, 108 pprb spdka) 100 C. 402 NA
DBC-FO2-PFD04-0-061211

{CH22T 8B Spk J, 2.0 ppb spike) 20 0.432 276 116
DBC-FO2-1PF004-0-061211

{CR2TEEN SpK K, 180 pph xpike} 100 £.422 NA NA
DEC-FX2-IPFODS-0-081211

{CD2ITESS Spk L, 2.0 pph spheel 20 0.743 3.60 143
D8C-FO2-IPFOC5-0-061211

{COIZTH6Y Bpt M, 109 ppb spike} 100 0743 NA NA
DOU-FO2-MSFO01-0061209

(CO227ST0 Epk D, 1.0 ppb spike) 20 1.01 301 100
DOL-FO2-MSFOQ1-0-061209

(COITTETE Sok £, 100 ppb spha) 100 11 HA NA

ND = Not deteciad st or sbove the acceptabis LOG reported in Tabis |
NA = Nol sppiicable. This mawix spike concanirstion wie nol used (o asssis the accuracy Tor this snaivte.
Nota: 8incs this summary table shows rounded rasults, recovery valuss may very siightly from the vetues in the rew 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)

{
i
L

C8 Acid PFOA
Puifluorooetanole Acld
Afnount Avg Aml Found Amount
Sampls Spiked in Sample Recovered Recovery
Description {oo'g) o) oge) 0 _
DOU-FO2-MSF002-0-081212
.. [COZTET1 3ph ¥, 1.8 ppb spika} 20 0.538 233 90
& DOU-FO2-MSF002-0-061212
* I {C0227671 Spk @, 100 pph apite) 100 0.538
DOU-FO2-MSFO03-0-061212
{C0227612 Spk H, 2.0 ppb xpika) 20 0.559 2.05 75
DOU-FO2MSFO03-0-061212
KCOZ2T572 Sp I, 190 ppb xphe} 100 0558 NA NA
DOU-FO2-MSFO04-0-061212
{CO2ITETI Spk 4, 2.0 ppb apkka) 20 0543 1.94 70
DOU-FOZ-MBFD04-0-061212
(COZZIST Sph K, 100 peb apiket 100 0.543 NA NA
COU-FO2-MSFODS-0-061212
(CRZ2TETA Bpk L, 20 pph spia} 29 0.383 1.84 73
DOU-FO2-MSFOD5-0-061212
C027I578 Spk W, 158 ppb apine) 100 0.383 NA NA
DOU-FO2-IPFO01-0-081212
{COIZT 878 Spk D, 2.0 ppts spika) 20 0,307 2.83 118
s DOU-FO2-1PFO01-0-061212
) COLITETE Bpk £, 180 ppb vpikn} 100 0.307 NA NA
a DOU-FOZ-PF002-0-081242
{CO2TR7U Spk F, 2.0 ppb spihe) 20 0.533 199 73
DOVU-FO2IPFON2-0-064212
g’} (COZTETN Bpk O, 106 ppb spike) 100 0.533 NA NA
i f DOU-FOZ-APFO03-0-061212
08227577 Spk H, 2.0 ppb spike} 20 0.481 2.01 76
DOU-FO2-#PF003-0-081212
[i) (CCITTRTT Sph L, 100 ppb 5 pika} 100 0.481 NA NA
i
% ! DOU-F02-IPF004-0-061212
= CO22 678 Bpk J, 2.0 ppk sphary 20 0.871 1.90 51
DOU-FO2-PFO4-0-061242
00227578 Spk K, 108 ppb spike) 100 0.871 NA NA
DOU-FO2-IPFO0S-0-061211
[(COZITETS Sph L, 28 ppb apike 20 NR™ NR* NR*
DOUFO2-WFD05.0.061211
{CRIZTHTY Spy M, 108 ppe spiket 100 NR* NR* NR*
DU-FO2-MSFO01 00681208
[CURTEAD 3pk D, 2.8 ppb spike) 20 N3 225 113
DLI-F02-MSFOO1.0-081209
(CO22788% Spk E, 19 ppb spine} 100 ND NA NA
DLI-F02-MBF002-0-061209
(TOZI7881 3px P, 1.0 pph spiuny 2.0 ND 238 118
DLI-FO2-MSF002-0-081209
COZITENY Spk G, 100 pol 2pikw) 100 ND NA NA
£ DULFO2-MSFO03-0-061200
b (CO227 K02 3ph M, 2.0 ppb apike) 20 - ND 27 136
’ DLI-FO2-MSF003-0-061209
(CVI275I2 Sk ), 100 ppb wpike) 100 NO A NA
B DLIFO2-MSF004-0-068120%
. ‘ [CORZI 43 Rpk J, 2.0 ppb splhe} 20 0,201 218 9
B OLIF02-MSF004-0-081209
{COI2r583 Spk K, $00 ppb wpike} 100 0.201 NA NA

M)XNotdﬂcteﬁda’lbunthl‘mWhLOQ repcried (n Table ),

NA = Not appiicabie. mmwhmmwlmmuwummwmqwmnm
m‘-Ndwmmmﬁwwmuth:mTaﬂawwstmun&

Note: Since this summary tabis shows rounded results, rocovery valuas may vary slightly from the values in the raw data,
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Interim Report #3 — Analysis of Fish and Clam Samples

Table V1.

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

Samples (continued)

Matrix Spike Recovery Summary of PFOA in Fish Fillet

C38 Acld PFOA
Perfusrsoctancic Acid
Amount Ayp Amt Fourd Amount
Sample Spitked in Sample Racovared Recovery
Deseription {ng/m (ng/a) weie) (%)
OLI-FOZ-MSFO05-0-061209
{CULZYEA4 Spk L, 2.0 ppb spike) 20 ND 156 98
DLIF02-MSFO0S-0-061208
{CU227534 Spk W, (00 ppb spike} 100 ND NA
DLFFO2-IPF001.0-061212
{COZI7488 Spk B, 1.0 ppb spikej 2.0 ND 1.99 100
OLIFO2-IPFON-0-081212
(CO22TESS Spk E, 100 ppb spike) 100 ND NA NA
OL-FU2-PFO02-0-061212
{COZZTEN6 3pk F, 2.8 ppb spike) 20 ND 218 109
OLI-FO2-IPFOD2-0-061212
(COZZTHS Bpk @, 100 ppb epikm) 100 NO NA NA
DLI-FO2-IPFD03-0-061212
[CO2TWT Bpk K, 2.0 ppb spike} 20 ND 1.92 96
DLILFO2-1PFO03-0-061212
{CO2Z7 807 Spk i, 100 ppb spike} 100 ND
DLIFOZ-\PFO04-0-061212
1C0227684 Spk J, 2.0 prh spko) 20 ND 207 104
DLLFOZ-iPFO04-0-061212
(CB2271E8 Spk K. 100 pid spike) 100 ND BA NA
OLI-FQ2.1PFO05-0-081212
(CO227ENS 3pk L, 2.0 ppd wpiber) 20 N 2.08 104
DLI-$02-PF005-0-081212
(COZTI8% Spik M, 100 pph spike) 100 ND NA NA
OMC-F02-M5F001-0-061209
(CUZZTEG Sk D, 2.0 pyrb spika) 20 ND 161 81
DMC-FO2-MSF01-0-081209
{COZ2TE40 Spk £, 190 ppb sphko} 100 ND NA NA
DMC-F02-MSF002-0-061209
{£A27601 Sph F, 28 ppb spdke) 20 0254 1.84 79
OMC-FI2-MSFC02-0-061209
{COR2TENY S1K G, 100 pob epikol 100 0264 NA NA
DMC-FO2-MSFOC3-0-061200
{COTTTSAT Ipk N, 2.0 ppb spike) 20 0.211 2 100
DMC-FO2-MSFO03-0-061209
{COZIT R Bpk 3, 108 ppb spi) 100 0.2 NA NA
DMC-FOZ2-MSFO04-0-061212
(CO127 833 Bpk J, 1.0 pob Kpikr) 20 ND 1.81 1
DMC-FO2-MSF004-0-081212
(CAIZTENI Spk K, 189 pph upike) 100 ND NA NA
DMC-F02-MSFD0S-0-061292
(CORATEM Sp L, 29 ppb sl 20 HO 1.40 70
DMC-F02-MEF005-0-061212
(COZITENS Spk M, 100 ppb spike) 100 ND A,
OMC-FO2-PFOO1-0-061212
(CO2Z7 888 Epk D, 2.6 pph wpite} 20 ND 261 13
DOMC-FO2-PF001-0-061212
{CO227644 Sph E, WO pph wplke) 100 ND NA NA
DMC-FO2-PF002-5-061212
{CD22T998 36k F, 1.0 ppb cpina) 20 0.264 2.36 105
DMC F02-PFD02-0-061212
(CO2ITEN6 Spk G, 108 ppb epike} 100 0264 NA

ND 2 Not delociad af o7 above the accopiabls LOQ repored in Table 1.
NA = Not applizable, This mairix splks CONCaniration Was nol ussd 10 assets the accuracy Kr this snaiyte,
Note: Sines this summary table shows roundad res ults, recovery valuet may vary slightly from five values 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 VI. Matrix Spike Recovery Summary of PFOA in Fish Fillet
- Samples (continued)
C8 Acld PFOA
f o Perfluorocctancic Acid
i Amount Avg Amt Found Amount
! Sample Spiked in Sample Recovered Recavery
Description _{ng/q) (ng/g) (ng/g) (%)
[ 03
|
{1 DMC-F02-IPF003-0-061212
L {C0227587 pk H, 2.0 ppb spike) 2.0 0.304 217 93
OMC-F02-IPF003-0-061212
E: N {C0227587 Spk ), 106 ppb spike) 100 0.304 NA NA
- )
o DMC-F02-IPF004-0-061212
{C0227598 Spk J, 2.0 ppb spike) 2.0 ND 270 135
OMC-F02-IPF0O04-0-051212
(C0227598 Spk K, 100 ppb spike} 160 ND ] NA
DMC-FO2-IPF005-0-0681212
(C0227599 Spk L, 2.0 ppb spike) 2.0 ND 2.53 127
DMC-F02-IPFO05-0-061212
{C0227599 Spk M, 100 ppb spike) 100 ND NA NA
a Average: 195
g Standard Deviation: 23

ND = Not detected at of above ihe acceptable LOQ reporied In Table !,
NA = Not applicable. This matrix spike concentratrion was not usod 1o assess the accuracy for this analyte.
Note: Since this summary table shows rounded results, recovery values may vary slightly from the values 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
C8 Acid PFOA
Perfluorooctancit Ackd
Amount Avg Amt Found Amount
Sample Spiked in Sample Recovered Recovery
Description {ng/a) {ng/q) no/g) %)

BOU-FO2-IPF005-0-061211
{C0227579 Spk F, 2.0 ppb spike} 20 NR NR NR

NR = Not reportad due to quality control fallures.

Note: Since this summary table shows rounded results, recovery values may vary slightly from the values in the raw data.

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

amry

E: - . Rl
Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body
Fish Samples
C8 Acid PFOA
Pnrﬁuowocjiggic Acid
. Amount Avg Amt Found Amount
e Sample Spiked In Sample Recovered Recovery
S Descriplion {ng/g) Anglg) {nglo) (%)
DA3-FO2-MSWO01.0-081207
o 10237600 Spk D, 2.6 ppb epike} 20 NO 2.08 108
i DL3-FOZ-MSW004-0-061207
<..5 ICO22T600 Spk €, 400 ppt apita) 400 ND NA NA
DL3-F02-MSW002-0-061207
gy {COTIIGUY Ipk F, 1.0 ppb apike) 20 0.293 1.62 66
E i DL3-FOZ-MSWD02-0-061207
i j {CORLTE01 Spk &, 469 ppb spikef 400 0.292 - NA NA
DL3-FOZ2-MSWO03-5-061207
16021782 Sph H, 2.0 pab spike) 20 ND 245 123
DL3-F02-MSWOD3-0-061207
{COZZI8Q2 Bpk 1, 400 ppb spike) 400 ND NA NA
DL3-FO2-MSW004-0-081207
(€0227603 $pk J, 2.0 ppb splkej 2.0 ND 228 113
DL3-FO2-MSWD04-0-061207
{CO227803 Bpi K, 490 pph apike) 400 ND NA NA
DL3-FO2-MSWO05-0-081207
- (CO227504 Spk L, 2.0 ppw spike) 20 ND 242 121
OL3-FU2-MSWOUS-0-061207
{E0227604 Spk M, 400 ppb apike) 400 ND NA NA
DL3-FUZ-IPWDO1-0-061212
ICOXZTE0E Sph D, 1.8 ppb spike) 20 KD 213 107
DL3-FO2.IPWOD1.0-081212
(COZITROS 3pk &, 60 ppb spike) S0 ND NA NA
DL3-FO21PW002-0-061212
(COIZTR06 Bph F, 2.9 ppb spike) 20 ND 1.86 98
DL3-FO2-IPW002-0-061212
(C0227408 3pk G, 5O ppb xpike) $0 ND NA NA
DL3-F02-IPW003.0-061212
CATITNOT Epk H, 2.8 ppb spike) 20 KD 2.23 112
DL3-FO2-iPW003-0-061212
{CD2ITE0T Spkl, 50 ppb spiks| 50 ND MNA NA
DL3-FOZ-IPW004-0-081212
(CUI2T404 Spk J, 2.0 ppb xpike) 20 RD 1.8 91
e DL3-FOZ-IPWO04-0-061212
%; {CO227688 Bpk K, ¥0 ppb spike) 50 ND NA NA
DL3-FO2IPWO00S-0-061212
1CB227608 Spk L, 2.0 ppb spike) 20 ND 1,63 a5
DA3-FOZ-IPW005-0-061212
{CU22760% $pk M, §8 ppb spike) 50 ND N& NA
' D4.2-F02-MSW001-0-081211
{CCZ2TH10 Bpk D, 2.6 ppb wpike| 2.0 0377 . 270 18
- ) DL2-F02-MSW001-0-061211
(C02ZT810 Epk €, 48 ppb spike) 400 0377 NA NA
1.2-FO2-MSW002-0-061211
(CO2Z7€11 Bpk F, 2.0 ppb spike) 0 0.550 204 75
DLZ-FO2-MSW002-0-081211
{CORITE11 30K G, 40D ppbd wpiks) 400 0.550 NA NA

ND = Not deteciad at or abave the acceplabie LOQ reported in Table .
NA = Mot applicable. This matrix spike conceniratrion was not used W A5E0SE tha sccuracy lor s andtyte.
Nota: Since this summary table shows ravndsd recuits. recovary valuas may vary sightly from the valuas in tha raw data.
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Interim Report #3 — Analysis of Fish and Clam Samples

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

Fish Samples (continued)

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

CH8 Acid PFOA
Perflucrooctancic Acld
Amount - Avg Amt Found Amount
Sample Spiked in Sample Recoverod Betovery
Description {ng/my (o) {ng’g) -]
DL2-FB2-IPWO01-0-061209
(C0227612 8pk D, 2.0 ppb apike) 20 NO 185 €a
DL2-F02-IPWO01-0-061209
(CO22TH12 Bph E, 200 ppd spike) 200 ND NA
DL2-FO2-IPWO02-0-0612039
{C0227619 Spk £, 2.0 ppb spike) 20 ND 207 104
DL2-F02-1PW002-0-061208
{CO22T513 Bpk O, 208 ppb spike} 200 ND NA NA
OL2-FO2-1PWO03-0-08120%
{COZT61A Spk W, 2.6 ppb spike] 20 ND 1.44 72
DL2-FO2-1PWO03-D-081209
{COT2TA14 Spk i, 200 ppb wpike) 200 ND NA
DL2-F02-1PWO04-0-061208
(COZITES Spk I, 1.8 pob spiie) 20 KD 179 80
DL2-F0O2-1PWO04-0-061208
{C0227618 Spk K, 208 ppb spike) 200 KO NA NA
DL2-FO2-1PWO05-0-081209
{COIZY648 Spk 1, 2.0 ppht wpike) 2.0 ND 1.68 84
DAL 2-F02-IPWODS-0-061209
{CUZ2T5 18 Spk M, 200 pp spike) 200 ND NA
DBC-FO2-MSW001-0-081207
{CO22TE1T Bpk D, 1.9 ppd spike) 20 2.69 5.3 112
DEC-FO2-MSW001-0-081207
{CRZTH1T Spk E, 10000 ppb spika) 10000 289 NA NA
DBC-F02-MEWO002-0-081207
[CORITEIR SpU K, 1.8 ppb spiic) 20 284 483 107
DBC-FO2-MSW02-0-081207
{CO227618 Spk G, 19008 ppb spiks) 10000 259 NA
DBC-FO2-MSWO03-0-081207
[CO2ZT84E Spk H, 2.8 pob spike} 290 1.30 32 %
DBC-FO2-MSW003.0-081207
{CO227811 Spk i, 10000 pph spike) 10000 1.20 NA
DBC-F02-M3W004-0-0681207
{C0227420 Epk 4, 1.0 pph spiks} 20 1.58 407 128
DBC-F02-MSWO004-0-061207
(C6227620 Spk K, 10500 pph apika} 10000 1.66 NA NA
DBC-FO2-MSWO05-0-06 207
{CO2Z2TRTE Spx L, 20 ppD apika) 2.0 1.74 395 111
DBC-FO2-MSWONE-0-061207
(COXITEZE Spk M, 19000 ppb apixed 10000 1.74 NA NA
DBC-FO2-IPW001-0-081211
{CU227622 Aph D, 7.8 ppb SPikN} 20 1.14 325 108
DBC-FD2-IPWOU1-0-C81211
(CDZI7622 Epk E, 5900 ppb wpike} 5000 114 NA
DBC-FOZ-IPWD02-0-061211
(CO227828 Spk K, 1.0 ppb spia) 20 0.640 267 102
DBC-FO2-IPWO02-0-061211
{COZZTRLI Bpk G, K380 ppb spike) 5000 0.840 KA NA

MPI Research

ND = Nol dolectsd a1 or above the accaptabla LOQ reportied n Tadle LIl
NA = Not apphicatts, This matrix splke concentratrion was not used 10 stsess the scouracy for this analgte.
Note: Sirvce thiis summary table ahows rounded results, recovery values may vary sfightly from the vatues 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.: POU03267

Fish Samples (continued)

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

C8 Acid PFOA
Perfiusrosctancic acid
Amount Avg Amt Found Amount
Sample Spiked in Sample Recovered Recavery
Oascription {nglg) g/ (ng/g) (%)
DBC-FOZ-PW003-0-061211
{COZ27624 Spk M, 2.8 ppb apike) 20 201 423 11
DBC-F02-[PWG03-0-061211
(CO227624 Spk 1, 5008 ppb spike) 5000 2Mm NA NA
DBC-FIZ-IPWO004-0-061211
1COTTIHIE Mpk ), 1.8 ppb sptka) 20 ND 243 122
DAC-FO2-PW004-0-081211
{CO227425 5pk K, 3000 ppb spike) $000 ND NA NA
DAC-FO2-IPWD0S. 0081211
KC0227328 Bph L, 2.0 ppb spike) 20 1.48 183 73
OBC-FO2-IPWD05-0-061211
(CO22762¢ Spk W, 5000 pabk spike) 5000 148 NA&, NA
DOU-FO2-MSW001-0-D61200
{CA227627 $pk D, 2.0 ppb xpika) 20 1.4 347 102
DOU-F02-MSWD01.0-0651209
{C0227627 Spk E, 26088 ppb spike} 25000 1.14 NA, NA
DOU-FO2-MSW002-0-06 1212
(COZ2ZT428 Bpk F, 7.9 ppb spike) 20 3.05 485 a5
DOU-FOZ-MSWO02.0-06 1212
(C0227628 Spk O, 25000 ppb spike) 25000 3.05 NA
DOU-F02-MSWO003-0-081212
00227829 SpUH, 2.0 ppb spite} 20 NR* NR* NR*
DOU-F02-MSW003-0-061212
(CO22TEZ8 Bpk |, 25008 ppb spia) 25000 NR* NR* NR*
DOU-FO2-MSWO04-0-061212
(C0227€30 Bpd 4, 2.0 ppb tpike) 20 107 382 128
DOU-F 02-M5W004-0-061212
1C9227830 Spk K, 25080 ppb spis) 25000 107 NA NA
DOU-F(2-MSW005-0-081212
(00227534 Kpk L, 2.0 ppb spike) 20 387 541 7
DOU-FO2-MEWO005-0-061212
{COIZT631 Bpk M, 25008 ppb splke) 25000 387 NA NA
DOU-FR2-PWO01-0-081212
{C0Z21432 Bpk D, 1.0 ppb splks} 20 0.626 285 1
POU-FO24FW001-0-061212
(CA22T7832 BpXk E, 5000 ppb spike) 5000 0.626 NA MNA
DOU-FOZ-APWD0Z-0-069212
{CB2TRII Spk F. 2.0 ppb tpike) 20 0.875 230 k)
DOU-FO24PWO02-0-061212
(C0227633 Spk G, 5400 pob spike) 5000 04875 NA NA
DOU-FOZIPWODI--081212
ICR22T634 Sk H, 2.0 paly spike) 20 1.76 422 123
DOU-FO2-IPW003-0-D61212
(C0127634 3pk 1, 5600 ppb spike) 5000 1.76 NA NA
DOU-FOZ-IPW004-0-061212
(CO2ZTEIS Spk J, 1.8 ppb spike) 20 NO 221 m
DOU-FO2- IPWOD4-0-061212
{CIZZTIS $pk K. SD06 ppb spika) 5000 ND NA NA

MPI Research

ND = Not detected at or sbove the scceptable LOQ reportad in Table in.
NA = Not sppiicable. Thia maWix apiks concentravicn was nol used 1o assess the accuracy for this analyte.
NR* = Not reported dus it quality controf Isfiures; see Table IX for re-exiracted Mpe results.

Note: Since this summary table shows rounded results, recovery vatues may vary sightly from the valuas 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

Fish Samples (continued)

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

C§ Acid PFOA
PerfluorocEnelt Acid
Amount Avg Amt Found Amount
Sample Spiked In Sample Recovered Recovery
Cescription {og/g) {ngig) {ng'g) (%)

DOU-FO2-1PWO05-0-081212

(0227634 Spk L, 2.0 ppb splics) 20 110 2.62 76
DOU-FO2-APWO05-0-081212
{CB227636 Spk M, 5000 ppb ¥pike} 5000 1.1¢ NA NA
BLA-FOZMEWH01 0-081208

{C0227637 Spk D, 2.0 ppb spike) 2.0 0.338 2.37 102
DL1-F02-MSW001-0-061208

{COZ27G3T Bpk 2, 1800 ppb spike) 1000 0.239 NA NA
DLA-FCMMEW002.0-061200

{CO227638 Spk F, 2,0 ppb spike] 20 0,398 2.99 130
DLA-FO2-MSWO02-0-061208

(C0227838 Spk G, 1000 ppb 9 pike) 1000 0399 NA NA
DL1-FO2-MSW003-0-081209

{CO7274¥6 Spk H, 2.0 ppb epira) 20 0.405 3.01 130
DL1-F02-MSWO0D3-0-081209

TGOS 5pk L, 1000 ppb spike) 1000 0.408 NA NA
DL1-FO2-M5W004-0-061200

{CO227640 Spk J, 2.0 ppb xpike) 20 0.330 275 121
DL1-FO2-MEWO004-0-081209

100227640 Bk K, 000 pph sphie} 1000 0.330 NA NA
DL1-FO2-MEWO00S-0-061209

(50227441 Spk L, 2.0 ppd spike) 20 0.490 3.06 128
DL1-FO2-MSWO05-0-061209
{CO2IT549 SpX M, 1000 ppb spike) 1600 0.490 NA NA
[A1-FO2-PWOQ1-0-061212

{CD2ZT842 Spk D, 0 ppd apihe} 20 0.308 1.74 72
DLI-FO2-IPW001-0-0681212

{C0227642 Spk B, 208 ppi spilic) 200 0.306 NA NA
DLA-FOR-IPWO02-0-061212

{CO217443 8pK £, 2.0 ppb apike) 2.0 0336 2.2¢ 98
L 1-FO2-IPW002-0-061212

[CO227843 Spk O, 280 ppb spikn) 200 0.338 NA NA
DLA-FO2-IPWO02.0-061212

{CB2ITRAS Spk 1%, 2.0 B spihe) 20 0.309 1.58 83
DUL1-FO2-IPW003-0-061212

{CU2Z7644 Spk |, 200 ppb spike} 200 0.309 NA
OL1-FO2-IPWO04-0-081215

{CO227445 Bpk J, 2.0 ppb spike} 20 0.263 220 102
DL1-FO-PWO04-D-081215

(COIATHAS Bpk K, 209 ppb apieny 200 0.263 HA NA
DL1-FO2-IPWO05-0-061215

(COZITT46 Spi L, 2.9 ppb epike} 20 0524 1.78 63
DI 1-FO2-1PW05.0-061245

{CHZZVE4E Spk M, 200 ppb apike) 200 0.524 NA NA
DMC-F02-MSWO01-0-061209

{COZIT64Y 8pk D, 2.0 ppb sptie) 20 ND 229 120
DMC-FO2-MEWO001-0-061209

{C0227647 Zpk B, 1000 ppb splia) 1000 ND NA NA

MPI Research

ND = Not detected st or sbove the acceptable LOG raponted in Table il
NA = Not appticable. This malrix prke conceniratrion was not used to assess the accuracy for tis anaiyts,
Hote: Since this summary table shows rounded results, recovery values may vary sightiy from the vatues In the raw dats.
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Interim Report #3 — Analysis of Fish and Clam Samples . MPI Study No.: 0137.0219

{ MPI Project No.: PO0D3267
Table VIII. Matrix Spike Recovery Summary of PFOA in Whole Body
- Fish Samples (continued)
C8 Acid PFOA
Perfluarooctanoic Acid
f ; Amount Avg Amt Found Amount
£ Sample Spiked in Sample Recovered Recovery
Description (ngfg) ) {ngfa} (%) _
DMC-FO2-MSW002-0-061209
(C0227848 Spk F, 2.0 ppb spike) 20 0.570 229 86
DMC-F02-MSWO002-0-061208
{C0227648 Spk G, 1000 ppb spike) 1000 9.570 NA NA
DMC-FO2-MSW003-0-061200 '
{C0227849 Spk H, 2.0 ppb spike} 2.0 0.423 247 102
DMC-F02-MSW003-0-061209
{Co227849 Spk 1, 1000 ppb spike) 1000 0.423 NA NA
DMC-F02-MSWO0D4-0-061212
{€0227650 Spk J, 2.0 ppb spike) 20 0.842 223 69
DMC-FO2-MSW004-0-061212
{CO227850 Spk K, 1000 ppb spike) 1000 0.842 NA NA

DMC-FO2-MSW005-0-061212

. (C0227651 Spk L, 2.0 ppb spike) 20 0.351 258 110
5 DMC-FO2-MSWO05-0-061212
- (C0227861 Spk M, 1809 ppb spiko) 1000 0.351 NA NA

DMC-FO2-PWO001-0-061212

f? {C0227652 Spk D, 2.0 ppb splke} 2.0 ND 172 86
L DMC-F02-1PWD01-0-061212
(C0227652 Spk E, 200 ppb spike) 200 ND NA
DMC-F02-( PW002-0-061212 :
& ; (COZ227653 Spk F, 2.0 pph spike) 2.0 ND 1.83 92
DMC-F02-1IPW002-0-061242
i {C0227653 Spk G, 200 ppb spike) 200 ND NA, NA
%J DMC-FQ2-HPW003-0-061212
(CO227654 Spk H, 2.0 ppb spiks) 20 ND 1.50 75
DMC-F02-IPW003-0-061212
{C0227653 Spk |, 200 ppb spike} 200 ND NA NA

DMC-FQ2-1IPW004-0-061212

(CD227658 Spk J, 2.0 ppb spike) 20 ND 242 121
DMC-F02-IPW004-0-061212
3 {C0227655 Spk K, 200 ppb spike} 200 ND NA NA
DMC-FO2-1PW005-0-061212
£ (CO22T656 Spk L, 2.0 ppb spiks) 20 ND 1.42 71
{ DMC-FD2-IPW005-0-061212
= {COZ27658 Spk M, 200 ppb spike) 200 ND NA NA
; Average: 89
Standard Deviation: 20

ND = Not detected at or above the acceptable LOG reporied in Table IIl.
NA = Not applicable. This matrix spike concentratrion was not used to assess the accuracy for this analyte,
Noto: Since this summary table shows rounded results, recovery values may vary stightly from the values in the raw data.
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Interim Report #3 — Analysis of Fish and Clam Samples MP1 Study No.: 0137.0219

MPI Project No.: P0003267 (.
. . . [
Table IX. Matrix Spike Recovery Summary of PFOA in Re-extracted
Whole Body Fish Samples .
CB Acid PFOA
Perfluorooctanoic Acld
Amount Avg Amt Found Amount A
Sample Spiked in Sample Recovered Recavery . f
Dascription {ngig) {ng/g) {ng/g) (%) =
DOU-FO2-MSW003-0-081212
{CP227529 Spk E, 2.0 ppb splks} 2.0 123 3.01 BY 2
g
Average: 89 =]
Standard Daviation: NA
Note: Since this summary {able shows rounded resuits, recovery values may vary slightly from the valuss in the raw data, 5
& J

b
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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
% .
€8 Acid PFOA
P Perfluorcocnoic Acid
I ) Amount Avg Amt Found Amount
: Sample Spiked in Sample Recovered Recovery
Description (ng/g} {ng/g) {ng/g) (%)
- DL3-102-CFWD01-0-061219
P (CO227658 Spk D, 2.0 ppb Spike) 2.0 0.219 2.85 137
Lo DL3-102-CFW001-0-061219
{C0227653 Spk E, 20 ppd Spike) 20 0219 NA NA
DL2-162-CFW001-0-061219
(C0227659 Spk F, 2.0 ppb Spike) 20 0.360 2,78 121
DL2-102-CFW001-0-061210
(C0227659 Spk G, 20 ppb Splke) 20 0.360 NA NA
DBC-102-CFW001-0-061219
(C0227660 SpK H, 2.0 ppb Spike) 2.0 0.899 3.28 118
BBC-102-CFW001-0-061219
? {C0227880 Spk §, 20 pph Splke) 20 0.899 NA NA,
- | DOU-102-CFW001-0-061219
{C0227681 Spk J, 2.0 ppb Spike) 20 0.845 304 111G
Gt DOU-I02-CFW001-0-061219
E {C5227681 Spk K, 20 ppb Spike) 20 0.845 NA NA
' DLI-02-CFW001-0-061219
. {C0227662 Spk L, 2.0 ppb Spike} 2.0 0.211 2.08 93
{ § DLHO2-CFW001-0-061219
(C0227662 Spk M, 20 ppb Spike} 20 0211 NA NA
) DMC-i02-CFW001-0-081219
E | {C0227883 Spk N, 2.0 pph Spike) 2.0 ND 1.73 87
- DMC-102-CFW001-0-061219
(C0227683 Spk O, 20 ppb Spike) 20 ND NA NA
[ Average: 111
Bl Standard Deviation: 19
)
b ND = Not detected at or above the acceplable LOQ reported in Table V.
NA = Not appficable. This matrix spike concentratrion was not used 10 astess the accuracy for this anslyte,
g;zf; Note: Since this summary table shows rounded regults, recovery vaiues may vary slightly from the valuea in the raw data,
e
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219
MPI Project No.: P0003267

FIGURES
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Interim Report #3 — Analysis of Fish and Clam Samples

Figure 1.

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

Typical Extracted Calibration Curve for PFOA in Catfish

Fillet Matrix
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Interim Report #3 ~ Analysis of Fish and Clam Samples

Figure 2.

MPI Study No.: 0137.0219
MPI Project No.: PO003267

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
MP1 Project No.: P0003267

Figure3. 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 ng/mL (16 ng/g)
Fortified Catfish Fillet Spike C, Respectively

. CO292603 Control ¥ . PFOA finkaawn) 413.0369,0 grru ~sample 92 of 55 froms 0391080 wilk
Arew: 4152 counts Haights T.06e+002¢pe RT: S.44 min

1472

intenglly, cps
]

§
o Time, min
l CO202003 Spk AY - PFOA (QT) $13,06309.0 amy - sample 13 of 58 uom 011108C.wits
Area: 9410 counts Halght 1.924+003 opt RT: 0.42 min

ntensty, cps
g

e
g
&
.r§
-’g
L
ﬁ_’

- l Ce2192603 Spk B3 - PFOA (QC) 411.0363.0 smar ~Sampie 28 of 55 from 013T08C.wWIT
Ares: 32140 counts Height: S 7504083 cp8 AT \ITmin

SO0
4000 4
3000 4

2000

Intansily, cps

1498

820, 1408,
1000 4 8.2
208, 1387 18.10

4

1 2 3 a & s 7 2 0 D IRY) 12 13 % 18 )
e Time, min
i I CO202603 Giph C1 - PFDA (QC) 413.5560.0 amu - sampls 21 of 85 from 01103C sty

. Anx 32075 counts Relfght: B.49¢+003 cps RT:2.42 min

Intensity, cps
{

MPI Research Page 49 of 151



Interim Report #3 — Analysis of Fish and Clam Samples

Figure 4.

MPI Study No.: 0137.0219
MPI Project No.; PO003267

Chromatogram Representing a Catfish Fillet Sample
Analyzed for PFOA (ExyLIMS ID: C0227553, Data Set:

011108C)
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" Figure 5.  Typical Extracted Calibration Curve for PFOA in Bass
Fillet Matrix
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MP1 Project No.: P0003267

Figure 6. _ Extracted Standards of PFOA in Bass Fillet Matrix, 0.025
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Interim Report #3 — Analysis of Fish and Clam Samples MPI Study No.: 0137.0219

MP] Project No.: P0003267

Figure 7. PFOQOA 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:
010308C)
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Figure 9. Typical Extracted Calibration Curve for PFOA in Whole
Body Catfish Matrix
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prreE

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
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ng/g), Respectively
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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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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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Figure 14. Extracted Standards of PFOA in Whole Body Bass Matrix,
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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 ng/mL (0.30
= ng/g) Fortified Whole Body Bass Spike A, a 0.2 ng/mL (2.0
a ng/g) Fortified Whole Body Bass Spike B, and a 4.0 ng/mL
(40 ng/g) Fortified Whole Body Bass Spike C, Respectively
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Figure 16. Chromatogram Representing a Whole Body Bass Sample
Analyzed for PFOA (ExyLIMS ID: C0227637, Data Set:
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JEN—.

Figure 17. Typical Extracted Calibration Curve for PFOA in Clam
P Matrix
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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),
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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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. . i
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/6028/602L), two well clusters south of the former sludge
incorporation area (monitoring wells 603R/603S/6031 and 601R/601S/601L), one well cluster at
the east side of the former sludge incorporation area (monitoring wells 138R/1385/138L 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 601R/601S/6011L 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.
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Table 1 Off-Site Groundwater PFOA Concentrations

September 2007/April 2008 ;
Sample Average PFOA

Sample ID Well . i _gij, ppb) 5
DAL-GW-601R-0-070920 601R 20-Sep-07 0.179 :
DAL-GW-6018-0-070920 601S 20-Sep-07 0.221
DAL-GW-601L-0-070920 601L 20-Sep-07 11.0
DAL-GW-6025-0-070920 6028 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 E
DAL-GW604S-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-0-080401 01-Apr-08 0.105
DAL-GW-605L-0-070920 605L 20-Sep-07 31.6
DAL-GW-605L-0-080401 01-Apr-08 4.65 F
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20-Sep-07 _ 0.0532
01-Apr-08  0.105
20-Sep-07 316
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