APPENDIX D: DATA VALIDATION REPORTS

Fish/crab Data Addendum

Lower Djwamish l/,/’:\terway Group Appendices

Port of Seattle / City of Seattle / King County / The Boeing Company



3ORATORY DATA CONSULTANTS, INC.

7750 El Camino Real, Suite 2L Carlsbad, CA 92009 Phone: 7680/834-0437 Fax: 760/834-043%

LDC #13502/13517/13576
Windward Environmental, LLC June 20, 2005
200 West Mercer Street, Suite 401
Seattle, WA 98119
ATTN: Ms. Susie McGroddy

SUBJECT: Lower Duwamish Waterway Group Tissue Sample Data Validation
Dear Ms. McGroddy,

Enclosed is our EPA Level |l data validation of analytical chemistry results
generated in support of the Lower Duwamish Waterway Group project. The
analyses were performed by Axys Analytical Services, Ltd. Samples were
analyzed for HRGC/HRMS Polychlorinated Biphenyl Congeners by modified EPA
Method 1668A. Samples are referenced under the following Sample Delivery
Groups: DPWG15710, DPWG15741, DPWQ15924, and DPWG15926. See the
Sample Analysis Table (Attachment 1) for the number of samples reviewed.

Please feel free to contact us if you have any questions.
Sincerely,

St g,

Stella S. Cuenco
Project Manager/Senior Chemist

VALOGINWindward\Duwamish\13502C0OV wpd
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CHEMICAL DATA QUALITY REVIEW FOR FISH AND CRAB TISSUE SAMPLES

Lower Duwamish Waterway Group
LDC# 13502, 13517 & 13576

This report details the findings of an EPA Level IV data validation review of Analytical
chemistry resuits generated in support of the Lower Duwamish Waterway Group project.
The analyses were performed by Axys Analytical Services, Ltd. Samples were analyzed
for HRGC/HRMS Polychlorinated Biphenyl Congeners by modified EPA Method 1668A.
Samples are referenced under the following Sample Delivery Groups: DPWG15710,
DPWG15741, DPWQ15924, and DPWG15926. See the Sample Analysis Table
(Attachment 1) for the number of samples reviewed and the Sample Validation Table
(Attachment 2) for the sample identifications and analyses.

The QC guidelines used for data qualification arc those specified in the EPA Region 10
SOP for the Validation of 1668 Toxic, Dioxin-like PCB Data (Revision 1.0, December 8,
1995). Specific QC criteria used follows the Fish and Crab Collection and Chemical
Analyses Quality Assurance Project Plan (August 27, 2004). Where specific guidance is
not available, the data has been evaluated in a conservative manner consistent with
industry standards using professional experience.

The following items were evaluated during the review:
e Holding Times
e Sample Preservation
e Cooler Temperatures
e Instrument Calibration
® Blanks
e Matrix Spike/Matrix Spike Duplicates
e Internal Standards
e L aboratory Control Samples
e Target Compound Identifications
® Compound Quantitation and CRQLs
e System Performance
e Field Duplicates

VALOGINWindward\Duwanish\13502. TiS 1
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Only issues which require comment or action are discussed in this report. Data
deficiencies are arranged by method. Potential effects of data anomalies have been
described where possibie.

The following are definitions of the data qualifiers:

U

Iindicates the compound or analyte was analyzed for but not detected at or above
the stated limit.

Indicates an estimated value.

J1
J2
J3
J4

J5

J6

Blank Contamination: Indicates possible high bias and/or false positives.
Calibration Range exceeded: Indicates possible low bias.

Holding times not met: Indicates low bias for most analytes.

Other QC parameters outside control limits: bias not readily determined.
Other QC parameters outside control limits. The reported results appear
to be biased high. The actual value of target compound in the sample may
be lower than the value reported by the laboratory.

Other QC parameters outside control limits. The reported results appear

to be biased low. The actual value of target compound in the sample may
be higher than the value reported by the laboratory.

Quality control indicates the data is not usable.

Presumptive evidence of presence of the constituent.

Indicates the compound or analyte was analyzed for but not detected. The sample
detection limit is an estimated value.

Indicates the finding is based upon technical validation criteria.

Indicates the finding is related to a protocol/contractual deviation.

VAL OGINWindward\DuwamishV13602.TIS 2



Overall Data Assessment

I. Method Compliance

PCB-1 was not reported for sample LDW-T1-M-ES-FL-comp-1in SDG DPWG15926 due
to internal standard quantification problems.

Ii. Usability

Method blank contamination have warranted the qualification of several compounds as
non-detected (U).

Internal standard recovery exceedances have warranted the qualification of detected
results as estimated (J) and non-detected results as estimated (UJ) in two samples for
SDGs DPWG 15924 and DPWG15926.

The frequency of matrix spike (MS) and matrix spike duplicate (MSD) was not met as
required by the QAPP. MS/MSD analyses are not required for EPA Method 1668A. The
laboratory consulted with the client on this discrepancy and was instructed to proceed
with the extraction and analysis despite the absence of MS/MSDs.

The required frequency of SRM was not met in SDGs DPWG15710 and DPWG15741.
Field duplicates were not collected for this sampling event.

The quality control criteria reviewed, other than those discussed above, were met and are
considered acceptable. Sample results that were found to be estimated (J) are usable for

limited purposes only. Based upon the data validation all other results are considered valid
and usable for all purposes.

VALOGINWIindward\DuwamishV13502. TIS 3



HRGC/HRMS Polychlorinated Biphenyl Congeners by modified EPA Method 1668A

I. Technical Holding Times
All technical holding time requirements were met.

The chain-of-custodies were reviewed for documentation of cooler temperatures. All
cooler temperatures met validation criteria.

ll. HRGC/HRMS Instrument Performance Check

Instrument performance was checked at the required daily frequency.

Retention time windows were established for all congeners. The chromatographic
resolution was less than or equal o 40% for congeners PCB-23 and PCB-34 and
congeners PCB-182 and PCB-187.

The static resolving power was at least 10,000 (10% valley definition).

lll. Initial Calibration

A five point initial calibration was performed as required by the method.

The percent relative standard deviations (%RSD) were less than or equal to 20.0% for
all compounds.

The minimum S/N ratio for each target compound was greater than or equal to 2.5 and
greater than or equal to 10 for each recovery and internal standard compound.

IV. Routine Calibration (Continuing)

Routine calibration was performed at the required frequencies.

All of the routine calibration percent differences (%D) between the initial calibration RRF
and the routine calibration RRF were less than or equal v 25.0% for unlabeled
compounds and less than or equal to 35.0% for labeled compounds.

V. Blanks

Method blanks were reviewed for each matrix as applicable. No polychlorinated biphenyl
contaminants were found in the method blanks with the following exceptions:

VALOGINWindward\Duwarmish\13502.TIS 4
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Associated Extraction
SDG Method Blank ID Date Compound Congcentration Associated Samples

DPWG15710 WC16208 101 3/2/05 PCB-1 0.082 ng/Kg LDW.-T1-A-8RWR-camp-1
PCB-2 0.095 ng/Kg LDW-T4-B-88-WB-comp-1
PCB-3 0.136 ng/Kg LDW-T1-D-PS-WB-comp-1
PCB-4 0.134 ng/Kg LDW-T1-F-PS-WB-comp-1
PCB-7 0.114 ng/Kg LDW-T2-F-PS-WB-comp-1
PCB-8 0.181 ng/Kg LDW-T3-M-ES-FL-comp-1
PCB-11 0.598 ng/Kg LDW-T4-M-ES-FL-comp-1
PCB-12 0.082 ng/Kg
PCB-15 0.181 ng/Kg
PCB-16 0.133 ng/Kg
PCB-17 0.161 ng/Kg
PCB-18 0.317 ng/Kg
PCB-19 0.067 ng/Kg
PCB-20 0.485 ng/Kg
PCB-21 0.197 ng/Kg
PCB-22 0.139 ng/Kg
PCB-26 0.089 ng/Kg
PCB-31 0.356 ng/Kg
PCB-32 0.101 ng/Kg
PCB 37 0.140 ng/Kg
PCB-40 0.186 ng/Kg
PCB-42 0.078 ng/Kg
PCB-44 0.412 ng/Kg
PCB-45 0.113 ng/Kg
PCB-48 0.095 ng/Kg
PCB-49 0.229 ng/Kg
PCB-50 0.084 ng/Kg
PCB-52 0.576 ng/Kg
PCB-56 0.130 ng/Kg
PCB-59 0.071 ng/Kg
PCB-60 0.107 ng/Kg
PCB-61 0.553 ng/Kg
PCB-64 0.149 ng/Kg
PCB-66 0.304 ng/Kg
PCB-77 0.062 ng/Kg
PCB-82 0.077 ng/Kg
PCB-83 0.286 ng/Kg
PCB-84 0.117 ng/Kg
PCB-85 0.139 ng/Kg
PCB-86 0.358 ng/Kg
PCB-88 0.070 ng/Kg
PCB-90 0.474 ng/Kg
PCB-92 0.091 ng/Kg
PCB-93 0.082 ng/Kg
PCB-105 0.416 ng/Kg
PCB-107 0.067 ng/Kg
PCB-109 0.065 ng/Kg
PCB-110 0.435 ng/Kg
PCB-114 0.081 ng/Kg
PCB-118 0.694 ng/Kg
PCB-123 0.063 ng/Kg
PCB-126 0.062 ng/Kg
PCB-128 0.263 ng/Kg
PCB-129 1.18 ng/Kg
PCB-130 0.083 ng/Kg
PCB-132 0.166 ng/Kg
PCB-135 0.199 ng/Kg
PCB.138 0 NA3 ng/Kg
PCB-137 0.086 ng/Kg
PCB-141 0.183 ng/Kg
PCB-146 0.166 ng/Kg
PCB-147 0.417 ng/Kg
PCB-153 0.012 ng/Kg
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Associated Extraction
SDG Method Blank ID Date Compound Concentration Associated Samples

DPWG15710 WE15208-101 Y205 PCR-157A 0 378 ng/Kg LDW-T1-A-SS-WB-comp-1
PCB-158 0.157 ng/Kg LDW-T4-B-SS-WB-comp-1
PCB-164 0.062 ng/Kg LDW-T1-D-PS-WB-comp-1
PCB-167 0.1156 ng/Kg LDW-T1-F-PS-WB-comp-1
PCB-170 0.327 ng/Kg LDW-T2-F-PS-WB-comp-1
PCB-171 0.115 ng/Kg L.DW-T3-M-ES-FL-comp-1
PCB-172 0.055 ng/Kg LDW-T4-M-ES-FL-comp-~1
PCB-174 0.141 ng/Kg
PCB-177 0.142 ng/Kg
PCB-179 0.058 ng/Kg
PUB-18U 0.561 NGg/KY
PCB-183 0.161 ng/Kg
PCB-187 0.231 ng/Kg
PCB-189 0.058 ng/Kg
PCB-190 0.079 ng/Kg
PCB-194 0.089 ng/Kg
PCB-198 0.141 ng/Kg
PCB-202 0.053 ng/Kg
PCB-203 0.083 ng/Kg
PCR-206 0077 ng/Kg
PCB-208 0.067 ng/Kg
PCB-209 0.090 ng/Kg
Total Monochloro Biphenyls 0.313 ng/Kg
Total Dichloro Biphenyls 1.29 ng/Kg
Total Trichloro Biphenyls 2.03 ng/Kg
Total Tetrachloro Biphenylis 2.67 ng/Kg
Total Pentachloro Biphenyis 3.38 ng/Kg
Total Hexachloro Biphenyls 3.54 ng/Kg
Total Heptachloro Biphenyls 1.93 ng/Kg
Total Octachloro Biphenyls 0.089 ng/Kg
Total Nonachloro Biphenyls 0.144 ng/Kg
Decachloro Biphenyls 0.090 ng/Kg
Total PCBs 15.6 ng/Kg

VALOGINWindward\Duwamish\13502.TIS
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Associated Extraction
SDG Method Blank ID Date Compound Concentration Associated Samples

DPWG15741 WG15204-101 3/2/05 PCB-1 0.168 ng/Kg LDW-T4-D-8S-WB-comp-1
PCB-8 0.305 ng/Kg LDW-M-M-PP-FL-comp-1
PCB-11 0.709 ng/Kg LDW-M-M-SP-FL-comp-1
PCB-15 0.385 ng/Kg LDW-T2-C-PS-WB-comp-1
PCB-16 0.239 ng/Kg LDW-T4-C-PS-WB-comp-1
PCB-17 0.261 ng/Kg LDW-T4-D-PS-WB-comp-2
PCB-18 0.536 ng/Kg LDW-T4-M-SF-WB-comp-1
PCB-20 1.41 ng/Kg LDW-T4-M-SF-FL-comp-1
PCB-21 0.351 ng/Kg LDW-T1-M-SC-EB-comp-2
pPCB-22 0.340 ng/Kg LDW-T2-M-SC-EM-comp-5
PCD-20 0.294 ng/Kg LDW-T2-M-SC-EM-comp-6
PCB-31 0.905 ng/Kg LDW-T3-M-SC-EM-comp-2
PCB-32 0.214 ng/Kg LDW-T1-M-DC-EM-comp-2
PCB-37 0.439 ng/Kg LDW-T3-M-DC-EM-comp-1
PCB-40 0.380 ng/Kg LDW-T4-M-DC-EM-comp-1
PCB-42 0.204 ng/Kg
PCB-44 1.07 ng/Kg
PCB-48 0.136 ng/Kg
PCB-49 0.790 ng/Kg
PCB-50 0.122 ng/Kg
PCB-52 1.70 ng/Kg
PCB-56 0.353 ng/Kg
PCB-60 0.422 ng/Kg
PCB-61 2.09 ng/Kg
PCR-84 0 430 ng/Kg
PCB-66 1.35 ng/Kg
PCB-83 1.56 ng/Kg
PCB-84 0.245 ng/Kg
PCB-85 0.281 ng/Kg
PCB-86 1.13 ng/Kg
PCB-88 0.274 ng/Kg
PCB-90 2.25 ng/Kg
PCB-92 0.510 ng/Kg
PCB-93 1.19 ng/Kg
PCB-105 1.15 ng/Kg
PCB-110 1.49 ng/Kg
PCB-118 3.39 ng/Kg
PCB-128 0.538 ng/Kg
PCB-129 3.67 ng/Kg
PCB-132 0.468 ng/Kg
PCB-135 0.949 ng/Kg
PCB-136 0.180 ng/Kg
PCB-141 0.491 ng/Kg
PCR-144 0.618 ng/Kg
PCB-147 1.32 ng/Kg
PCB-153 3.30 ng/Kg
PCB-156 0.883 ng/Kg
PCB-158 0.389 ng/Kg
PCB-167 0.282 ng/Kg
PCB-170 0.735 ng/Kg
PCB-171 0.174 ng/Kg
PCB-174 0.186 ng/Kg
PCB-177 0.377 ng/Kg
PCB-178 0.202 ng/Kg
PCB-179 0.188 ng/Kg
PCB-180 1.68 ng/Kg
PCB-183 0.478 ng/Kg
PCB-187 0.859 ng/Kg
PCB-190 0.213 ng/Kg
PCB-194 0.274 ng/Kg
PCB-195 0.072 ng/Kg
PCB-196 0.141 ng/g
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Associated Extraction
sDG Method Blank ID Date Compound Concentration Associated Samples

DPWR15741 WE15204-101 3/2i05 PCB-197 0.083 na/Ka LDW-T4-D-88-WB-comp-1
PCB-198 0.305 ng/Kg LDW-M-M-PP-FL-comp-1
PCB-201 0.0566 ng/Kg LDW-M-M-SP-FL-comp-1
PCB-202 0.089 ng/Kg LDW-T2-C-PS-WB-comp-1
PCB-203 0.185 ng/Kg LDW-T4-C-PS-WB-comp-1
PCB-204 0.015 ng/Kg LDW-T4-D-PS-WB-comp-2
PCB-205 0.089 ng/Kg LDW-T4-M-SF-WB-comp-1
PCB-208 0.240 ng/Kg LDW-T4-M-SF-FL-comp-1
PCB-209 0.127 ng/Kg LDW-T1-M-8C-EB-comp-2
Total Monochioro Biphenyls 0.158 ng/Kg LDW-T2-M-SC-EM-comp-5
Total Dichiuro Biphenyls 1.40 ng/Ky LDW-T2-M-5C-LM-comp-G
Total Trichioro Biphenyls 4.75 ng/Kg LDW-T3-M-SC-EM-comp-2
Total Tetrachloro Biphenyls 7.84 ng/Kg LDW-T1-M-DC-EM-comp-2
Total Pentachloro Biphenyls 13.2 ng/Kg LDW-T3-M-DC-EM-comp-1
Total Hexachloro Biphenyls 10.9 ng/Kg L.DW-T4-M-DC-EM-comp-1
Total Heptachloro Biphenyls 3.62 ng/Kg
Total Octachloro Biphenyls 0.515 ng/Kg
Total PCBs 42.4 ng/Kg
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Associated Extraction
SDG Method Blank ID Date Compound Concentration Associated Samples

DPWGE15024 WG15449-101 4181058 PCR-1 5 43 ng/Kg LDW-T2-E-88-WB-comp-1
PCB-3 8.04 ng/Kg LDW-T3-E-8S-WB-comp-1
PCB-4 11.4 ng/Kg LDW-T3-F-88-WB-comp-1
PCB-8 10.8 ng/Kg LDW-T3-D-PS-WB-comp-1
PCB-11 6.82 ng/Kg LDW-T1-M-ES-WB-comp-2
PCB-12 8.41 ng/Kg LDW-T1-M-ES-WB-comp-4
PCB-15 22.3 ng/Kg LDW-T2-M-E8-WB-comp-3
PCB-17 4.31 ng/Kg LDW-T2-M-ES-WB-comp-5
PCB-18 4.22 ng/Kg LDW-T3-M-ES-WB-comp-3
PCB-20 6.56 ng/Kg L DW-T3-M-DC-HP-comp-1
PCB-26 7.69 ng/kg LDOW-T4-M-DC-HP-comp- 1
PCB-27 2.26 ng/Kg
PCB-31 16.9 ng/Kg
PCB-32 4.07 ng/Kg
PCB-37 5.09 ng/Kg
PCB-40 4.82 ng/Kg
PCB-44 13.2 ng/Kg
PCB-49 13.5 ng/Kg
PCB-50 2.97 ng/Kg
PCR-52 16 7 ng/Kg
PCB-61 14.1 ng/Kg
PCB-64 2.85 ng/Kg
PCB-66 10.7 ng/Kg
PCB-83 10.9 ng/Kg
PCD-86 5.44 ng/Kg
PCB-90 15.9 ng/Kg
PCB-92 4.88 ng/Kg
PCB-93 9.79 ng/Kg
PCB-105 5.61 ng/Kg
PCB-110 12.2 ng/Kg
PCB-118 16.8 ng/Kg
PCB-129 15.9 ng/Kg
PCB-136 3.11 ng/Kg
PCB-147 9.53 ng/Kg
PCB-153 20.2 ng/Kg
PCB-156 5.35 ng/Kg
PCB-170 6.46 ng/Kg
PCB-171 2.67 ng/Kg
PCB-172 0.319 ng/Kg
PCB-174 1.85 ng/Kg
PCB-175 0.748 ng/Kg
PCB-176 0.797 ng/Kg
PCB-177 2.15 ng/Kg
PCB-179 1.00 ng/Kg
PCB-181 0.378 ng/Kg
PCB-182 1.43 ng/Kg
PCB-183 3.98 ng/Kg
PCB-184 0.689 ng/Kg
PCB-186 0.287 ng/Kg
PCB-187 10.1 ng/Kg
PCB-188 0.396 ng/Kg
PCB-189 0.364 ng/Kg
PCB-190 1.23 ng/Kg
PCB-191 1.48 ng/Kg
PCB-192 0.500 ng/Kg
PCB-194 2.79 ng/Kg
PCB-195 1.95 ng/Kg
PCR-198 0.718 ng/Kg
PCB-201 0.431 ng/Kg
PCB-203 2.28 ng/Kg
PCB-204 0.197 ng/Kg
PCB-205 0.568 ng/Kg
PCB-209 0.630 ng/ig
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Associated Extraction
SDG Method Blank ID Date Compound Concentration Associated Samples
DPWG15924 WG15449-107 4/8/06 Total Monochloro Biphenyls 8.04 ng/Kg | DW-T2-F-88-WR-comp-1
Total Dichloro Biphenyis 51.0 ng/Kg LDW-T3-E-8S-WB-comp-1
Total Trichloro Biphenyls 30.3 ng/Kg LDW-T3-F-88-WB-comp-1
Total Tetrachioro Biphenyis 51.7 ng/Kg LDW-T3-D-PS-WB-comp-1
Total Pentachloro Biphenyls 75.9 ng/Kg LDW-T1-M-ES-WB-comp-2
Total Heptachioro Biphenyis 180 ng/Kg LDW-T1-M-ES-WB-comp-4
Totai Octachloro Biphenyls 2.28 ng/Kg LDW-T2-M-ES-WB-comp-3
Total PCBs 221 ng/Kg LDW-T2-M-ES-WB-comp-5

LDW-T3-M-ES-WB-comp-3
LDW-T3-M-DC-HP-comp-1
LDW- 1 4-M-DC-HP-comp-
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Associated Extraction
SDG Method Blank iD Date Compound Concentration Associated Samples

DPWISTbY26 WG 15450-101 4/14/05 PCD-1 2.57 ng/Kg LDW.T1-F-88-WR-comp-1
PCB-2 2.75 ng/Kg LDW-T2-B-8S8-WB-comp-1
PCB-3 5.70 ng/Kg LDW-T3-C-8S-WB-comp-1
PCB-17 2.79 ng/Kg LDW-T3-E-PS-WB-comp-1
PCB-18 2.58 nglKg LDW-T1-M-ES-FL-comp-1
PCB-20 4.92 ng/Kg L DW-T1-M-ES-FL-comp-2
PCB-21 2.00 ng/Kg LDW-T2-M-ES-FL-comp-1
PCB-22 1.62 ng/Kg LDW-T2-M-ES-FL-comp-2
PCB-23 2.45 ng/Kg LDW-T3-M-ES-FL-comp-2
PCB-26 1.29 ng/Kg LDW-T3-M-ES-WB-comp-2
PCB-31 2.87 nglKg LDW-T4-M-ES-WB-comp-1
PCB-32 0.870 ng/Kg LDW-T1-M-SC-HP-comp-1
PCB-36 0.767 ng/Kg LDW-T2-M-SC-HP-comp-2
PCB-37 4.17 ngl/Kg
PCB-44 7.50 ng/Kg
PCB-52 5.89 ng/Kg
PCB-61 9.59 ng/Kg
PCB-83 6.13 ng/Kg
PCB-85 2.76 ng/Kg
PCD-00 7.80 ng/Kg
PCB-90 10.2 ng/Kg
PCB-92 2.55 ng/Kg
PCB-96 0.326 ng/Kg
PCB-104 1.00 ng/Kg
PCB-1U5 5.51 1iy/Kg
PCB-107 3.59 ng/Kg
PCB-110 7.89 ng/Kg
PCB-114 3.69 ng/Kg
PCB-118 9.84 ng/Kg
PCB-128 3.84 ng/Kg
PCB-129 12.6 ng/Kg
PCB-135 2.31 ng/Kg
PCB-145 0.356 ng/Kg
PCR-146 2.24 na/Ka
PCB-147 8.02 ng/Kg
PCB-153 11.4 ng/Kg
PCB-156 8.30 ng/Kg
PCB-158 1.82 ng/Kg
PCB-167 4.22 ng/Kg
PCB-170 3.89 ng/Kg
PCB-171 1.06 ng/Kg
PCB-172 2.05 ng/Kg
PCB-177 2.36 ng/Kg
FCB-178 0.824 ng/Kg
PCB-179 1.33 ng/Kg
PCB-180 10.1 ng/Kg
PCB-182 1.80 ng/Kg
PCB-184 0.930 ng/Kg
PCB-186 0.491 ng/Kg
PCB-187 5.88 ng/Kg
PCB-188 2.04 ng/Kg
PCB-189 4.44 ng/Kg
PCR-190 2.22 na/Ka
PCB-191 1.46 ng/Kg
PCB-192 0.704 ng/Kg
PCB-196 0.940 ng/Kg
PCB-197 0.563 ng/Kg
PCB-108 0.979 ng/Kg
PCB-201 1.08 ng/Kg
PCB-205 1.52 ng/Kg
PCB-209 3.60 ng/Kg
PCB-77 0.580 ng/Kg
PUB~123 0.294 1y/Kg
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Associated Extraction

SDG Method Blank ID Date Compound Concentration Associated Samples

DPWGE15028 WIE16450-101 4714105 PCR-128 0.276 na/Kg LDW-T1-F-8S-WB-comp-1
Total Monochloro Biphenyis 5.31 ng/Kg LDW-T2-B-SS-WB-comp-1
Total Trichloro Biphenyls 20.2 ng/Kg LDW-T3-C-8S-WB-comp-1
Total Tetrachloro Biphenyis 10.2 ng/Kg LDW-T3-E-PS-WB-comp-1
Total Pentachioro Biphenyls 60.8 ng/Kg LDW-T1-M-ES-FL-comp-1
Total Hexachioro Biphenyis 41.4 ng/Kg LDW-T1-M-ES-FL-comp-2
Total Heptachloro Biphenyls 33.1 ng/Kg LDW-T2-M-ES-FL-comp-1
Decachloro Biphenyis 3.60 ng/Kg LDW-T2-M-ES-FL-comp-2
Total PCBs 174 ng/Kg LDW-T3-M-ES-FL-comp-2

LDW-T3-M-ES-WB-comp-2
LDW-T4-M-ES-WB-cunp-1
LDW-T1-M-SC-HP-comp-1
LDW-T2-M-SC-HP-comp-2

Sample concentrations were compared to concentrations detected in the method blanks.

The sample concentrations were either not detected or were significantly greater ( >5X
blank contaminants) than the concentrations found in the associated method blanks with

the following exceptions:

Associated Reported Modified Final
SDG Sample Compound Concentration Concentration
DPWG15710 LDW-T1-D-PS-WB-comp-1 PCB-2 0.457 ng/Kg 0.457U ng/Kg
DPWG15710 LDW-T1-F-PS-WB-comp-1 PCB-2 0.334 ng/Kg 0.334U ng/Kg
PCR-11 1.95 ng/Kg 1.95U na/Ka
DPWG15710 LDOW-T2-F-PS-WB-comp-1 PCB-2 0.243 ng/Kg 0.243U ng/Kg
PCB-11 1.79 ng/Kg 1.79U ng/Kg
PCB-3 0.460 ng/Kg 0.460U ng/Kg
DPWG15710 LDW-T3-M-ES-FL-comp-1 PCB-2 0.338 ng/Kg 0.338U ng/Kg
PCB 11 2.00 ng/Kg 2 00U ng/Kg
PCB-3 0.580 ng/Kg 0.580U ng/Kg
DPWG15710 LDW-T4-M-ES-FL-comp-1 PCB-2 0.269 ng/Kg 0.269U ng/Kg
PCB-11 2.05 ng/Kg 2.05U ng/Kg
PCB-3 0.466 ng/Kg 0.466U ng/Kg
DPWQI5T41 LDW-M-M-PP-FL-cump-1 PCD-11 2.15 ng/iKg 3.16U ng/Kg
DPWQ15741 LDW-T2-C-PS-WB-comp-1 PCB-11 2.15 ng/Kg 2.15U ng/Kg
DPWQ15741 LDW-T4-C-PS-WB-comp-1 PCB-11 1.28 ng/Kg 1.28U ng/Kg
DPWQ15741 LDW-T4-D-PS-WB-comp-2 PCB-11 3.38 ng/Kg 3.38U ng/Kg
DPWQ15741 LDW-T1-M-SC-EB-comp-2 PCB-11 2.48 ng/Kg 2.48U ng/Kg
PCB-1 0.686 ng/Kg 0.686U ng/Kg
DPWQ15741 LDW-T2-M-SC-EM-comp-5 PCB-11 2.55 ng/Kg 2.55U ng/Kg
PCB-1 0.780 ng/Kg 0.780U ng/Kg
Total Monochloro Biphenyls 0.357 ng/Kg 0.357U ng/Kg
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Associated Reported Modified Final
SDG Sample Compound Concentration Concentration
DPWQ15741 LDW T2 M €C EM comp 6 PCB-11 2.07 ng/kg 2 071 ng/Kg
DPWQ15741 LDW-T3-M-SC-EM-comp-2 PCB-11 3.43 ng/Kg 3.43U ng/Kg
PCB-1 0.695 ng/Kg 0.695U ng/Kg
Total Monochioro Biphenyis 0.695 ngfKg 0.895U ng/Kg
DPWG15924 LDW-T2-E-SS-WB-comp-1 PCB-1 23.7 ng/Kg 23.7U ng/Kg
PCB-11 21.7 ng/Kg 31.7U ng/Kg
Total Monochloro Biphenyls 23.7 ng/Kg 23.7U ng/Kg
DPWG15924 L.DW-T3-E-SS-WB-comp-1 PCB-1 6.58 ng/Kg 6.58U ng/Kg
PCB-11 8.27 ng/Kg 8.27U ng/Kg
Total Monochloro Biphenyls 12.8 ng/Kg 12.8U ng/Kg
PCB-3 6.18 ng/Kg 6.18U ng/Kg
PCB-12 12.4 ng/Kg 12.4U ng/Kg
DPWG15924 LDW-T3-F-8S-WB-comp-1 PCB-1 7.55 ng/Kg 7.55U ng/Kg
Total Monochloro Biphenyls 12.7 ng/Kg 12.7U ng/Kg
PCB-3 5.15 ng/Kg 5.15U ng/Kg
DPWG15924 L.DW-T3-D-PS-WB-comp-1 PCB-1 3.90 ng/Kg 3.90U ng/Kg
Total Monochloro Biphenyls 7.42 ng/Kg 7.42U ng/Kg
PCB-3 3.52 ng/Kg 3.52U ng/Kg
PCB-15 25.7 ng/Kg 25.7U ng/Kg
DPWG15924 | DW-T1-M-ES-WB-comp-2 PCB-1 12.5 ng/Kg 12.5U ng/Kg
PCB-11 7.38 ng/Kg 7.38U ng/Kg
Total Monochloro Biphenyls 12.5 ng/Kg 12.5U ng/Kg
PCB-12 14.9 ng/Kg 14.9U ng/Kg
PCB-15 88.5 ng/Kg 88.5U ng/Kg
DPWG15924 LDW-T1-M-ES-WB-comp-4 PCB-1 22.5 ng/Kg 22.5U ng/Kg
Total Monochlore Biphenyls 22.5 ng/Kg 22.5U ng/Kg
PCB-12 28.8 ng/Kg 28.8U ng/Kg
DPWG15924 LDW-T2-M-ES-WB-comp-3 PCB-1 15.5 ng/Kg 15.5U ng/Kg
Total Monochloro Biphenyis 15.5 ng/iKg 15.5U ng/Kg
PCB-12 14.0 ng/Kg 14.0U ng/Kg
DPWG15924 L.LDW-T2-M-ES-WB-comp-5 PCB-1 23.1 ng/Kg 23.1U ng/Kg
Total Monochloro Biphenyls 29.1 ng/Kg 29.1U ng/Kg
PCB-3 3.64 ng/Kg 3.64U ng/Kg
PCB-12 26.2 ng/Kg 26.2U ng/Kg
DPW{15824 LW~ 3-M-ES-WB-cOmp-3 PCB-1 9.00 ng/iKg 9.65U ng/ig
Total Monochioro Biphenyls 13.4 ng/Kg 13.4U ng/Kg
PCB-3 3.73 ng/Kg 3.73U ng/Kg
PCB-12 14.4 ng/Kg 14.4U ng/Kg
PCB-15 96.2 ng/Kg 96.2U ng/Kg
DPWG15924 LDW-T3-M-DC-HP-comp-1 PCB-1 8.44 ng/Kg 8.44U ng/Kg
PCB-11 34.0 ng/Kg 34.0U ng/Kg
Total Moncchloro Biphenyls 14.6 ng/Kg 14.8U ng/Kg
PCB-3 8.51 ng/Kg 6.51U ng/Kg
DPW (15924 LDW-T4-M-DC-HP-comp-1 PCB-1 8.21 ng/Kg 8.21U ng/Kg
Totatl Monochioro Biphenyls 23.1 ng/Kg 23.1U ng/Kg
PCB-3 10.5 ng/Kg 10.8U ng/Kg

VALOGINWindward\Duwamish\13502.T18




Associated Reporied Modified Final
SDG Sample Compound Concentration Concentration

DPWG15926 LDW-T3-E-PS-WB-comp-| PCB-1 7.38 ng/Ky 7.98U ng/Kg
PCB-2 3.33 ng/Kg 3.33U ng/Kg
PCB-3 7.31 ng/Kg 7.31U ng/Kg
Total Monochloro 18.0 ng/Kg 18.0U ng/Kg
Biphenyis

DPWG15926 LDW-T1-M-ES-FL-comp-1 PCB-2 8.43 ng/Kg 8.43U ng/Kg
PCB-3 20.5 ny/Ky 20.5U ny/Ky
PCB-23 10.7 ng/Kg 10.7U ng/Kg

DPWG15826 LDW-T1-M-ES-FL-comp-2 PCB-1 8.80 ng/Kg 8.80U ng/Kg
pPCB-2 2.76 ng/Kg 2.76U ng/Kg
PCB-3 5.03 ng/Kg 5.03U ng/Kg
PCB-23 10.1 ng/Kg 10.1U ng/Kg
1 otal Monochioro 16.6 hg/Kg 16.6U ng/Kg
Biphenyls

DPWG15926 LDW-T2-M-ES-FL-comp-1 PCB-1 9.38 ng/Kg 9.38U ng/Kg
PCB-2 2.74 ng/Kg 2.74U ng/Kg
PCB-3 4.07 ng/Kg 4.07U ng/Kg
PCB-23 9.58 ng/Kg 9.58U ng/Kg
Total Monochloro 16.2 ng/Kg 16.2U ng/Kg
Biphenyls

DPWG15926 LDW-T2-M-ES-FL-comp-2 PCB-2 3.70 ng/Kg 3.70U ng/Kg
PCB-3 6.73 ng/Kg 6.73U ng/Kg
Total Monochloro 24.0 ng/Kg 24.0U ng/Kg
Biphenyls

DPWG15926 LDW-T3-M-ES-FlL-comp-2 PCB-1 9.45 ng/Kg 9.45U ng/Kg
PCB-2 2.46 ng/Kg 2.46U ng/Kg
PCB-3 4.53 ng/Kg 4.53U ng/Kg
PCB-23 6.84 ng/Kg 6.84U ng/Kg
Total Monochloro 16.4 ng/Kg 16.4U ng/Kg
Biphenyls

DPWG15926 LDW-T3-M-ES-WB-comp-2 PCB-1 10.5 ng/Kg 10.5U ng/Kg
PCB-2 2.96 ng/Kg 2.96U ng/Kg
PCB-3 5.63 ng/Kg 5.63U ng/Kg
Total Monochloro 19.0 ng/Kg 18.0U ng/Kg
Biphenyls

DPWG15926 LDW-T4-M-ES-WB-comp-1 PCB-1 10.2 ng/Kg 10.2U ng/Kg
PCB-2 2.42 ng/Kg 2.42U ng/Kg
PCB-3 4.39 na/Ka 4.39U ng/Ka
Total Monochioro 17.0 ng/Kg 17.0U ng/Kg
Biphenyis

DPWG15926 LDW-T1-M-8C-HP-comp-1 PCB-1 4.38 ng/Kg 4.58U ng/Kg
PCB-2 3.24 ng/Kg 3.24U ng/Kg
PCB-3 7.36 ng/Kg 7.36U ng/Kg
Total Monochioro 15.2 ng/Kg 18.2U ng/Kg
Biphenyls
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Associated Reported Modified Final
SDG Sample Compound Concentration Concentration
DPWG15026 LDW-T2-M-SC-HP-rcomp-2 POR-1 5.76 ng/Kg 5.76U na/Kg
PCB-2 4.29 ng/Kg 4.29U ng/Kg
PCB-3 7.38 ng/Kg 7.38U ng/Kg
Total Monochioro Biphenyis 17.4 ng/Kg 17.4U ng/Kg
PCB-104 3.88 ng/Kg 3.88U ng/Kg

No field blanks were identified in this SDG.

VI. Matrix Spike/Matrix Spike Duplicates

Matrix spike (MS) and matrix spike duplicate (MSD) analyses were not required by the

method.

Duplicate (DUP) sample analyses were reviewed for each matrix as applicable. Results
were within QC limits.

VII. Laboratory Control Samples (LCS)

Laboratory control samples were reviewed for each matrix as applicable. The percent
recoveries (%R) were within the QC limits.

No standard reference material analysis data were associated with SDGs DPWG15710
and DPWG15741.

VIIl. Regional Quality Assurance and Quality Control

Not applicable.

IX. Iinternal Standards

All internal standard recoveries were reported for all sample extracts and blanks as

required with the following exceptions:

response was t0o low

Associated
SDG Sample Internal Finding
Standards
DPWG15926 LDW-T1-M-ES-FL-comp-1 *C-PCB-1 internal standard recovery was not reported. The

for quantification.

All internal standard recoveries were within QC limits with the following exceptions:

Associated
SDG Sample Internal Standards %R (Limits) Compound Fiag AorP
DPWG15924 | LDW-T2-E-SS-WB-comp-1 | “C-PCB-126 156 (25-150) | PCB-126 J (all detects) P

UJ (all non-detects)
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Associated
SDG Sample internal Standards %R {Limits) Compound Flag AorP

UPWGE15928 LOW-T 1-M-ES-FL-uuinp-1 PC-PCD-3 10.0 (25 160) | PCB 2 J {all detects) =
BC-PCB-4 13.6 (256-150) | PCB-3 UJ (all non-detects)
PCB-4
PCB-5
PCB-8
PCB-7
PCB-8
PCB-9
PCB-10
PCB-11
PCB-12
PCB-13
PCB-14

X. Target Compound Identifications
All target compound identifications were within validation criteria.
Xi. Compound Quantitation and CRQLs

All compound quantitation and CRQLs were within validation criteria with the following
exceptions:

Associated
SDG Sample Compound Finding
DPWG15926 LDW-T1-M-ES-FL-comp-1 PCB-1 Sample result was not reported for this

compound. The laboratory was unable to
quantify this compound due to internal standard

L problems.

Xll. System Performance

The system performance was acceptable.

XIil. Overall Assessment of Data

The overall assessment of data was acceptable.
XW. Field Duplicates

No field duplicates were identified in this SDG.
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LDC #__13502A3 VALIDATION COMPLETENESS WORKSHEET Daie:% éf@g’“

SDG #:___DPWG15710 Level IV Page: //of/
Laboratory: AXYS Analytical Services, Lid. Reviewer.
2nd Reviewer:_j_~

METHOD: HRGC/HRMS Polychlorinated Biphenyl Congeners (EPA Method 1668A)

The samples listed below were reviewed for each of the following validation areas. Validation findings are noted in atlached
validation findings worksheets.

Validafion Area Commenis.

Sampling dates: é’/‘;z - ‘;// 2%

L Technical holding times

i GC/MS Instrument performance check

1ll.__| Initial calibration B EsT = =0

Iv. | Routine calibration Ve = 25 /35E

A
4
A
+ =
V. Blanks »@\]
vI. | Matrix spike/Matrix spike duplicates /@ l/‘qD VAl ==t W\t F :/(
VIl. | Laboratory control samples ’ '4 A0 U
VIIl. | Regional quality assurance and quality control N
IX. | Internal standards wé’\
X. | Target compound identifications %A—*
Xl. | Compound quantitation and CRQLs ‘A‘
Xli. | System performance <6\
XIll. | Overall assessment of data 4}*
XIV. | Field duplicates N
XV. | Field blanks A /
Note: A = Acceptable ND = No compounds detected D = Duplicate
N = Not provided/applicable R = Rinsate TB = Trip blank
SW = See worksheet FB = Field blank EB = Equipment blank
Validated Samples:
TR
1 | LOW-T1-ASSWB-comp-1 |11 | Ws /520 0 /|21 31
2 LDW-T4-B-SS-WB-comp-1 12 / 22 32
<] LDW-T1-D-PS-WB comp 1 13 23 33
4 LDW-T1-F-P8-WB-comp-1 14 24 34
5 LDW-T2-F-PS-WB-comp-1 15 25 35
6 - | LDW-T3-M-ES-FL-comp-1 16 26 36
7 7 | LDW-T4-M-ES-FL-comp-1 17 27 37
8 LDW-T3-M-ES-FL-comp-1DUP]| 18 28 38
9 19 29 39
10 20 3U 40

13502A3W.wpd



LDC# /Bce2d 3 VALIDATION FINDINGS CHECKLIST Pags:ﬁj&? =
OPN< /< 7/0 Reviswer, <
2nd Reviewer;,

Method: HRGC/HRMS Polychlorinated Biphenyls (EPA Method 1668)

Validation Area Yes | No | NA Findings/Comments

All technical holding times were met.

Cooler temperature criteria was met

Was PFK exact mass 380.9760 verified?

Were the retention time windows established for all homologues?

Is the static resolving power at least 10,000 (10% valley definition)?

Was the mass resolution adequately check with PFK?

Was the initial calibration performed at 5 concentration levels?

>0
Were ailpercent relative standard deviations (%RSD) < 28% for unlabeled standards
and < 30% for labeled standards?

Did all calibration standards meet the lon Abundance Ratio criteria?

Was the signal to noise ratio for each target compound > 2.5 and for each recovery and
internal standard > 10?

Was a routine calibration performed at the beginning of each 12 hour period?
1=
Were all percent differences (%D) < for unlabeled and labeled standards?

=
7
-
e
/
77
sl
/
P
=
yd

Did

Was a method blank associated with every sample in this SDG?

Was a method blank performed for each matrix and concentration?

Was there contamination in the method blanks? If yes, please see the Blanks validation
completeness worksheet

N

Were a matrix spike (MS) and matrix spike duplicate (MSD) analyzed for each matrix in
this SDG? If no, indicate which matrix does not have an associated MS/MSD. Soil /
Water. -

Weie the MB/M3D percent recoveries (%R) and the relative percent differences (RPD)
within the QC limits? -

Was an LCS analyzed for this SDG?

Was an LCS analyzed per exiraction baich?

NAYA!

Were the LCS percent recuveries (%R} and refalive pervent difference (RPD} within the /f
~ limifa?

PCR-1868.1V version 1.0



LDC# /3 % ? 43 VALIDATION FINDINGS CHECKLIST Page:_—of =
SDG# PN G /& 7/0 Reviewer: S
/7 2nd Reviewer_p_

Validation Area Yes | No | NA Findings/Comiments

Were performance evaluation (PE) samples performed?

Were the performance evaluation (PE) samples within the acceptance limits?

o

Were internal standard recoveries within the 25-150% crileria?

Was the minimum S/N ratio of all internal standard peaks > 107

For polychlorinated biphenyl congeners with associated labeled standards, were the
retention times of the two quantitation peaks within -1 to 3 sec. of the RT of the labeled

standard?

//
For polychlorinated bipheny! congeners without associated labeled standards, were the
relative retention times of the two quantitation peaks within 0.005 time units of the RRT //
measured in the routine calibration?

For other polychiorinated biphenyl congeners, were the retention times of the two
quantitation peaks within RT established in the performance check solution?

Did compound spectra contain all characteristic ions listed in the table attached?

Was the lon Abundance Ratio for the two quantitation ions within criteria?

Was the signal to noise ratio for each target compound and labeled standard > 2.5?

&

/

//
Does the maximum intensity of each specified characteristic ion coincide within + 2 /
seconds (includes labeled standards)?

Was an acceptable lock mass recorded and monitored?

Were the correct internal standard (IS), quantitation ion and relative response factor -
(RRF) used W yuantitate the compound?

Were compound quantitation and CRQLs adjusted to reflect ali sample dilutions and dry /
weight factors applicable to level |V validation?

System performance was found to be acceptable.

Overall assessment of data was found to be acceptable.

Field duplicate pairs were identified in this SDG. -

Target compounds were detected in the fieid duplicates.

Field blanks were identified in this SDG.

Target compounds were detected in the field blanks.

PCB-1668.1V version 1.0
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AXYS METHOD MLA-010 Rev 05
1668A-S1_209
Page 10f 8

Form 1A
PCB CONGENER ANALYSIS REPORT

Bample Collection:

Lab Name: AXYS ANALYTICAL SERVICES Project No.:
Contract No.: 4033 L.ab Sample ID:
Matrix: TISSUE Sample Size:
Sample Receipt Date: NIA Initial Calibration Date:
Extraction Date: 02-Mar-2005 Instrument ID:
Analysis Date: 13-Mar-2005 Time: 23:45:23 GC Column ID:
Extract Volume (ul.): 20 Sample Data Filename:
Injection Volume (ul.): 1.0 Blank Data Fliename:
Dilution Factor: N/A Cal. Ver. Data Filename:
Concentration Units : ng/kg
COMPOUND IUPAC CO-ELUTIONS LAB CONC. DETECTION
NO. FLAG! FOUND LIMIT
&X
1 .41 B 0.082 0.0500
2 0.4TS B 0.095 0.0500
3 6. 6% 0.130 0.0501
4 0.7 B 0.134 0.129
5 U 0.0852
6 U 0.0796
7 o.s] B 0.114 0.0761
8 o Qo < B 0.181 0.0696
9 9] 0.0791
10 u n 0820
1 eq JB 0.598 0.0833
12 12+13 v 4_ cJB 0.082 0.0817
13 12+ 13 c12
14 0.0786
15 6905 0.181 0.0969
223- 16 0.665 8 0.133 0.0500
2204 . THOR 17 2 FPS B 0.161 0.0500
2,25 -TeiCB 18 18+ 30 i g” cJB 0.317 0.0500
2,26 - TeiCB 18 [-R ? KJB 0.067 0.0500
2,33 - T4 20 20+ 28 2.428cm 0.485 0.0500
15208AD1_1.xls, 82 Approved by: QA/QC Chemist

o

ey

Pl AXYS ANALYTICAL SERVICES LT3 #0.8002219,2

CLIENT ID:

LAB BLANK

NIA

N/A

WG15208-101

10.0

01-Mar-2005

HR GC/MS

SPB-OCTYL

PB5C_134 S:5

PB5C_134 S:5

PB5C_134 8:1

ION ABUND.

RATIO

3.16
3.17
3.50

1.46

1.38
1.35

1.38
1.43

1.71
1.10
0.92
0.98

0.65
1.14

RRT

1.000
0.988
1.000
1.000

1.158
1.206

0.869
0.984

1.001
1.165
1.138
1.113
1.001
0.848

22-04-2005
dd-mmg: -z
J wd w

45 MILLS RD. WEST, SIDNEY. B.(., CARADA V8L 358 TEL (250 £55-5800 FAX (250) 6553811




AXYS METHOD MLA-010 Rev 05 CLIENT ID: LAB BLANK

Form 1A
o Page 20t Project No.. MN/A
Lab Sample ID: WwG15208-101 Sample Data Filename: PBEC_134 88
COMPOUND  IUPAC CO-ELUTIONS LAB CONC. DETECTION  ION ABUND, RRT
‘wa NO. £ X  FLAG' FOUND LIMIT RATIO
pCZ
- 2,3,4- TriCB 21 21+33 @ A%s cuB 0.197 0.0500 1.14 0.857
234 -TrCB 22 2.69% 0.139 0.0500 1.08 0.872
= 2,3,5-TriCB 23 U 0.0500
2,3,6 - TriCB 24 U 0.0500
- 2,34 - TriCB 25 0.0500
- 2,3',5 - riCB Z6 26+ 29 o.44 Lo 0.089 0.0500 1.3 1.301
2,36 - TriCB 27 U 0.0500
. 2,4,4' - TriCB 28 20+28 c20
2,4,5 - TriCB 29 26 + 29 c26
- 2,4,6 - TriCB 30 18+ 30 c18
2,4,5- TriCB 31 1.7 3 JB 0.356 0.0500 0.94 0.837
- 2,46 - ThiCB 32 2,525 0.101 0.0500 1.04 1.197
2,3,4 - TriCE 33 21+ 33 C21
= 23,5 - THiCB 34 U 0.0500
3,3'4 - THCB 35 u 0.0500
7 3,3'5-THCB 36 U 0.0500
o 3,4,4' - THCB 37 I/ JB 0.140 0.0500 114 1.001
3,4,5- TCB 38 ] 0.0500
~ 3.4',5- THCB 39 u 0.0500
2,2/3,3' - TeCB 40 40+41+71 0 ‘[ > cus 0.186 0.0500 0.76 1.336
= 2,2,3,4 - TECB 41— 40+ 41 + 71 c40
2,2'3,4'-TeCB 42 8.3 ﬂ JB 0.078 0.0500 0.70 1.312
— 2,2,3,5- T6CB 43 u 0.0500
2,2,3,5° -TeCB 44 44+ 47 + 65 - ‘aé cJB 0.412 0.0500 0.74 1 286
e 2,2,3,6 - TeCB 45 45 + 51 9.565CB 0.113 0.0500 0.87 1.147
2,2,3,6'- TéCB 46 U 0.0500
- 2,2'4,4' - TeCB 47 44 + 47 + 65 c44
2245-T¢CB 48 0.475 kB 0.095 0.0500 0.89 1.274
= 2,2'4,5' - T4CB 49 49 + 69 j.[4&cue 0.229 0.0500 0.81 1.260
- 2,2,4,6 - TCB 50 50 + 53 & 4-24: KJB 0.084 0.0500 0.63 1.112
' 2,2',4,6' - TSCR 51 45 + 51 . C45
= 2,2'5,5' - TeCB 52 2 .33 JB 0.576 0.0500 0.86 1.236
2,2,5,6'- T4CB 53 50 + 53 50
_ 2,2',6,6'- TeCB 54 U 0.0500
2,3,3'4 - TdCB 55 U 0.0500
= 2,3,3'4' - TeCB 56 0.65 ki 0.130 0.0500 1.04 0.905
2,3,3,5 - TeCB 57 U 0.0500
- 2,3.3.5' - TeCB 58 u 0.0500
2,3,3,6 - TeCB 59 s9+62+75  0.%5% cuB 0.071 0.0500 074 1.303
= 2,3,4,4' - TeCB 60 o .S2E KB 0.107 0.0500 0.98 0.911
2,3,4,5-TeCB 61 61+70+74+76 = [6S CUB 0.553 0.0500 0.82 0.875
) 2,3,4,6 - TebB 2 50+ 62+ 75 cs50
- 2,34.5-TelB 63 ] 0.0500
fee =]
22-04-2005
o= 5208AD1_1.xis, 82 Approved by: QA/QC Chemist dd-mm-yyyy
N

# P AXYS AMNALYTICAL SERNICES LTI #0304 2219, 2045 MILLS R0 WEST, SIDHEY, 5.C., CANADA VL 358 TEL (250} 655-5800 FAX (7501 6555811
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AXYS METHOD MLA-010 Rev 05 CLIENT iD: LAB BLANK

Form 1A
wor Page 30of 6 Project Mo.. R/A
Lab Sample ID: WG15208-101 Sample Data Filename: PB5C_134 S5
- COMPOUND  IUPAC CO-ELUTIONS X LAB COMNC. DETECTION  {ON ABUND. RRT
? NO. f; FLAG FOUND LIMIT RATIO
2,3,4',6{- TeCB 64 63.?‘4‘§ JB 0.148 0.0500 0.71 1.349
= 2,3,5,61- TeCB 65 44 + 47 + 65 c44
. 2,344 TeCB 66 [ E<—B 0.304 0.0500 0.81 0.885
' 2,3',4,5/- TeCB 67 u 0.0500
@; 2,34,5 TeCB 68 U 0.0500
2,3'4,61- TeCB 69 49+ 69 c49
. 2,3'4"5]- TeCB 70 61+70+74+76 ce1
2,34',6-TeCB 71 40 + 41 + 71 c40
=i 2,3'5,5'- TeCB 72 ] 0.0500
2,356 TeCB 73 u 0.0500
2,445} TeCB 74 61+70+74+76 cé1
2,4,4',6F TeCB 75 60 + 62+ 76 C59
= 2'3,4,5+ TeCB 76 61+70+74+76 ce1
3,344k TeCB 77 0.3\ ks 0.062 0.0500 3.36 1.001
j 3,3'4,51 TeCB 78 0] 0.0500
. 3,3'4,5' L TeCB 79 U U.0500
' 3,355+ TeCB 80 U 0.0500
3,4,4'5 4 TeCB 81 U 0.0500
’ 2,2'3,3'4 1 PeCB 82 ' 0.33% ke 0.077 0.0500 211 0.933
- 2,2'3,3,51PeCB 83 83 +99 | 42 cu 0.286 0.0500 1.57 0.886
2,2'3,3,6 1PeCB 84 0.5 KJB 0117 0.0500 1.93 1.162
. 2,2,3,4,4' { PeCB 85 85+116+117 0.69E cuB 0.139 0.0500 1.49 0.919
: 2,2',3,4,5 1PeCB 86 86 +87 +97 + 108 + 119 + 128 !. cJB 0.358 0.0500 1.68 0.901
et 2,2,3,4,5' {PeCB 87 86+ 87 +97 + 108 + 119 + 125 c86
i 2,2'3,4,6 {PeCB 88 88 + 91 035 ckB 0.070 0.0500 1.21 1.154
a 2,2,3,4,6' 1PeCB 89 u 0.0500
| 2,2',3,4',5-PeCB 90 90+101+113 <2 .37 cJB 0.474 0.0500 1.34 0.870
2,2,3,4',6 1PeCB 91 88 + 91 css
2,2'3,5,5' {PeCB 92 0 4-5TkuB 0.091 0.0500 2.15 0.853
2,2,3,5,6 |PoCB 03 a3+95+98+100+102 |. 4 | cuB 0.382 0.0500 143 1123
2,2',3,5,6' -{PeCB 94 u 0.0500
2,2,3,5',6 -PeCB 95 93 + 95 + 98 + 100 + 102 co3
i 2,2'3,6,6' -iPeCB 9% U 0.0500
" 2,2'3',4,5 -[PeCB 97 86 + 87 + 97 + 108 + 119 + 125 c86
= 2,2',3',4,6 -PeCB 98 93+ 95+ 98 + 100 + 102 co3
2,2'4,4'5 -[PeCB 99 83 + 99 cs3
- 2,2'4.4'6 -PeCB 100 93 + 95 + 98 + 100 + 102 c93
2,2',4,5,5' -PeCB 101 90 + 101 + 113 €90
¥ 2,2,4,5,6' -PeCB 102 93 + 95 + 98 + 100 + 102 c93
. 2,2',4,5',6 - PeCB 103 U 0.0500
2,2:4,6,68' - PeCB 104 U 0.0500
; 2,3,3'4,4' - PeCB 105 2.2% B 0.416 0.0500 1.63 1.001
) 2,3,3',4,5 - PeCB 106 8] 0.0500
I
k|
1
22-04-2008
i 15208AD1_1.xis, 82 Approved by: QA/QC Chemist dd-mm-yyyy
<7z
— o)
: ADA VEL 358 TEL {2501 555800 FAX (250) 655581
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_ AXYS METHOD MLA-010 Rev 05 CLIENT ID: LAR BLANK
Form 1A
- Page 4 of 6 Project No.. N/A
Lab Sample iD: WGE15208-101 Sample Data Filename: PB5C_1348:5
el COMPOUND UPAC CO-ELUTIONS % X LAB CONG. DETECTION ION ABURND, RRT
NO. FLAG FOUND LIMIT RATIO
2,3,3?,4‘,5 -PeCB 107 107 + 124 0335 0.067 0.0500 1.51 0.991
= 2,3,9,4,5 - PeCB 108 86+ 87 + 97 + 108 + 119 + 125 c86
2,3,8',4,6 - PeCB 109 0.5, 0.065 0.0500 1.75 0.997
1 2,3,3,4',6 - PeCB 110 110 + 115 PRIEY: 0.435 0.0500 1.52 0.925
- 2,3,3,5,5 - PeCB i U 0.0500
2,3,8,5,6 - PeCB 112 U 0.0500
. 2,3,3',5',6 - PeCB 113 90 + 101 + 113 c90
. 2,34,4',5 - PeCB 114 s_»‘{-éi KJB 0.081 0.0500 1.28 1.001
- 2,3,4,4',6 - PeCB 115 110 + 115 c110
2,3}4,5,6 - PeCB 116 85 + 116 + 117 c8s
- 2,3,4',5,6 - PeCB 117 85+ 116 + 117 c8s
. 2,3',4,4',5 - PeCB 118 ;47' JB 0.694 0.0500 1.53 1.001
= 2,3',4,4',6 - PeCB 119 86+ 87 + 97 + 108 + 119 + 125 c8e
2,3',4,5,5'- PeCB 120 U 0.0500
3 2,3,4,5,6 - PeCB 121 u 0.0500
| 2',3,8',4,5 - PeCB 122 _u 0.0500
2',3,4,4.5 - PeCB 123 0.31S kB 0.063 0.0500 4.92 1.001
2',3,4,5,5 - PeCB 124 107 + 124 c107
2',3,4,5,6' - PeCB 125 86+ 87 + 97 + 108 + 119 + 125 C86
3,3',4,4',5 - PeCB 126 031 . 0.062 0.0500 1.34 1.000
3,34,55' - PeCB 127 ] 0.0500
- 2,2',3,314,4' - HXCB 128 128 + 166 1315 ckiB 0.263 0.0500 1.43 0.958
i 2,2',3,3,4,3 - HxCB 129 120 + 138 + 160 + 163 gﬁ' cJB 1.18 0.0500 1.38 0.929
e 2,2',3,314,5' - HXCB 130 0.415 KB 0.083 0.0500 1.54 0.913
2,2,3,3,4,6 - HXxCB 131 u 0.0500
2,2',3,314,6' - HxCB 132 9,33 JB 0.166 0.0500 1.36 1.174
2,2',3,315,5' - HxCB 133 U 0.0500
2,2,3,3.,5,6 - HXxCB 134 134 + 143 cu 0.0500
2,2',3,3'|5,6' - HXCB 135 135 + 151 + 154 &ﬁq;c KJB 0.199 0.0500 1.05 1.104
iR 2,2,3,3'6,6' - HXCR 138 2316 B 0.063 0.0500 1.06 1.023
*, 2,2',3,414',5 - HXCB 137 ¢ ,4-5 JB 0.086 0.0500 1.23 0.918
2,2',3,4,8,5' - HxCB 138 129 + 138 + 160 + 163 c129
., 2,2',3,4,4',6 - HXCB 139 139 + 140 cu 0.0500
2,2'3,44',6' - HXCB 140 139 + 140 C139
2,2',3,45,5' - HXCB 141 0. ﬁ 1S kB 0.183 0.0500 0.98 0.903
2,2,3,415,6 - HXCB 142 u 0.0500
2.2'3.4,5,6' - HxCB 143 134 + 143 C134
2,2',3,4,5',6 - HxCB 144 U 0.0500
2,2',3,4,6,6' - HXCB 145 U 0.0500
2,2',3,4'5,5 - HXCB 146 2.%% B 0.166 0.0500 1.21 0.884
2,2,3,4'5,6 - 11xCB 147 147 + 149 2 P¥ScuB 0.417 0.0500 1.38 1.133
2,2',3,4'5,6' - HXCB 148 U 0.0500
2,2',3,4',5,6 - HXCB 149 147 + 149 c147
i
1 2 2 7
/) % 22-04-2005
15208AD1_1.xls. 82 Approved by: / QA/QC Chemist dd-mm-yyyy
S/ A
f’ﬂ. o A
J o
e AxvysS ANALYTICAL SERVICES LTI 203012219, 2045 HLS RD. WEST. SIDNEY. 5.C.. CARADA VBL 358 TEL (250 455-5800 FAY (250) 655581



AXYS METHOD MLA-010 Rev 05 CLIENTID: LAE BLANK

Form 1A
. Page5of 8 "Projest No.. N/A
j.ab Sample ID: WG15208-101 Sample Data Filename: PB5C_134 35
COMPOUND  IUPAC CO-ELUTIONS LAB CONC. DETECTION  ION ABUND. RRT
- NO. g, A ELAG! FOUND LimiT RATIO
- 2,2',3,4,6,61- HxCB 150 U 0.0500
2,2,3,5,5',6 - HxCB 151 135 + 151 + 154 c135
B 2,2',3,5,6,61- HxCB 152 U 0.0500
2,2'4,4',5,51- HxCB 153 153 + 168 4, 8L cuB 0.812 0.0500 1.28 0.899
2,2',4,4'5,6% - HXCB 154 135 + 151 + 154 C135
s 2,2',4,4",6,61- HXCB 155 U 0.0500
. 2,3,3,4,4',5 - HXCB 156 156 + 157 ] ,3‘7 cJs 0.378 0.0500 1.29 1.000
- 2,3,3',4,4',57- HXCB 157 156 + 157 C156
\ 2,3,3,4,4,6 - HXCB 158 o f?g—JB 0.157 0.0500 1.30 0.938
— 2,3,3",4,5,5]- HxCB 159 U 0.0500
2,3,3',4,5,6 - HXCB 160 129 + 138 + 160 + 163 c129
2,3,3',4,5,6/- HXxCB 161 u 0.0500
2,3,3',4',5,5)- HxCB 162 il 0.0500
ki 2,3,3',4',5,6 - HXCB 163 129 + 138 + 160 + 163 c129
2,3,3'4',5',6 - HxCB 164 a. ‘ KJB 0.062 0.0500 1.94 0.921
N 2,3,3'5,5',6 - HXCB 165 U 0.0500
. 2,3,4,4',5,6 - HXCB 166 128 + 166 cl28
= 234455 -HCB 167 0.5/ % 0.115 0.0500 100 1.001
i 2,3',4,4',5',6 - HXCB 168 153 + 168 c153
3,3',4,4',5,5)- HxCB 169 : U 0.0500
= 2,2',3,3',4,4,5/- HpCB 170 | ,53’gJB 0.327 0.0500 0.90 0.936
2,2'3,3',4,4',6/- HpCB 171 171+ 173 p.5TScuB 0.115 0.0500 1.16 1.163
- 2,2',3,3',4,5,5- HpCB 172 0276 B 0.055 0.0500 0.89 0.897
2,2',3,3',4,5,6,- HpCB 173 171 +173 ’_C171
“net 2,2'3,3',4,5,64- HpCB 174 p.Tl> 48 0.141 0.0500 0.98 1.133
2,2',3,3'4,5,6/- HpCB 175 u 0.0500
-3 2,2',3,3'4,6,6"-HpCB 176 u 0.0500
2,2'3,3',4',5,6- HpCB 177 0. T | 0.142 0.0500 1.20 1.145
= 2,2',3,3',5,5',6/- HpCB 178 u 0.0500
2,2',3,3',5,6,64- HpCB 179 2" B 0.058 0.0500 1.07 1.010
* 2,2',3,4,4',5,5" HpCRB 180 180 + 193 ?.?'9 cJB 0.561 0.0500 0.95 0.910
- 2,2',3,4,4',5,6,- HpCB 181 ] 0.0500
2,2',3,4,4,5,6"- HpCB 182 U 0.0500
_ 2,2',3,4,4',5',3- HpCB 183 183 + 185 0.%05% cus 0.161 0.0500 0.90 1.127
! 2,2',3,4,4',6,6%- HpCB 184 ] 0.0500
= 2,2',3,4,5,5',6 - HpCB 185 183 + 185 c183
2,2',3,4,5,5,6%- HpCB 186 u 0.0500
- 2.2.3.4'5.5.6- HPCB 187 | 156 B 0.231 0.0500 113 1.110
2,2',3,4',5,6,67- HpCB 188 U 0.0500
= 2,3,3',4,4',5,51- HpCB 189 0 .zﬁ JB 0.058 0.0500 1.04 1.001
o 2,3,3',4,4',5,6 - HpCB 190 o ? JB 0.079 0.0500 1.01 0.947
2,3,3,4,4",3",0 - HpCD 101 U 0.0500
- 2,3,3',4,5,5',‘i},vacs 192 U 0.0500
; e 7
;’ ( 5«%///{ , 22.04-2005
- 15208AD1_1.xls, S2 Approved by: {:“2/ 41% 5" QA/QC Chemist dd-mm-yyyy
Uosio

’S’X\iﬁ ASKYS ANALYTHCAL SERNICES LTI R0 R0X 2219, 2045 KILLS RD. WEST, SIDREY, B.C, CANADA VgL 358 TEL (250) £55-5800 FAX (250) 655-5811
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AXYS METHOD MLA-010 Rev 05 LIENT ID: LAR BLANK

Form 1A

Page 6 of © Project No.. MIA
t.ab Sample 1D WEE15208-101 Sample Data Filename: PB3C 13485
COMPOUND  JUPAC CO-ELUTIONS gx LAB CONC. DETECTION  ION ABUND. RRT
F C& NO. rLAG! FOUND LIMIT RATIO
2,3,3',4',5,5,6 - HpCB 193 180 + 193 C180
2,2',3,3*,4,4',515' -0cCB 194 g -‘443 J8 0.089 0.0500 0.81 0.991
2,2’,3,3‘,4,4‘%& -0cCB 195 U 0.0500
2,2,3,3'4,4,556" - OcCB 196 U 0.0500
2,2',3,3,4,4',6,6' - OcCB 197 197 + 200 cu 0.0500
2,2',3,3'4,5,516 - OcCB 198 198+199 o _’?95— CKJB 0.141 0.0500 0.75 1.115
2,2',3,3'4,5,5,5' - OcCB 199 198 + 199 c198
2,2,3,3',4,5,6,6' - OcCB 200 197 + 200 c197
2,2',3,3'4,5,6,6' - OcCB 201 U 0.0500
2,2',3,3',5,5',6,§' - OcCB 202 0. 265 B 0.053 0.0500 0.69 1.000
2,2',3,4,4',5,5'6 - OcCB 203 /] 4 15 kB 0.083 0.0500 1.05 0.920
2,2',3,4,4,5,6,6' - OcCB 204 U 0.0500
2,3,3'4,4',5,5'6 - OcCB 205 U 0.0500
2,2,3,3,4,4',5,5' 6 - NoCB 206 0, 3% Js 0.077 0.0559 0.67 1,000
2,2'3,3'4.4'5,6,6' - NoCB 207 U 0.0500
2,2',3,3'4,5,5,6,§ - NoCB 208 0.37%5 B 0.06/ 0.0500 0.67 1.001
2,2',3,3',4,4',5,5,6,6' - DeCB 209 0. JB 0.090 0.0500 0.66 1.000
\

(1) C = co-eluting congener; U = not detected; K = peak detected, but did not meet quantification criteria, result reported represents the estimated
maximum possible concentration; E = exceeds calibrated linear range, see dilution data; D = dilution data; Z = compound not requested; J = concentration
less than LMCL; B = analyte found in sample and the associated blank; X = results reported separately

These pages are part of a larger report that may contain information necessary for full data evaluation.

ol 7 22.04-2005
15208BAD1_1.X1s, 52 Approved by: ' > QAJQC Chemist Gy
e (= YYYY ,

¢
il
{\ ~

e AXYS ANALYTICAL SERNICES LT 20 50Y 2219, 2045 MILLS RD. WEST SIDNEY. B.L.. CANADA V8L 358 TEL <2501 £55-5800 FAX (250) 655-5811
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AXYS METHOD MLA-010 Rev 05
pCB-TOTAL_208

Page 1 of 1
Form 1A

HOMOLOGUE TOTAL POLYCHLORINATED BIPHENYLS (PCB) ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.: 4033

Matrix: TISSUE

Sample Receipt Date: N/A

Extraction Date: 02-Mar-2005

Analysis Date: 13-Mar-2005 Time: 23:45:23
Extract Volume {pl): 20

Injection Volume (ulL): 1.0

Dilution Factor: N/A

Concentration Units : ng/kg

PGB HOMOLOGUE GROUP I AR

FLAG'
Total Monochioro Biphenyis
Total Dichloro Biphenyis
Total Trichloro Biphenyls
Total Tetrachloro Biphenyls
Total Pentachioro Biphenyls
Total Hexachloro Biphenyls

Total Heptachlore Biphenyls

Total Octachiore Biphenyls
Total Nonachloro Biphenyls
Decachloro Biphenyl!

TOTAL PCBs

(1) U = Not detected

Sample Collection:

Project No.:
Lab Sampie ID:

Sampile Size:

Initial Calibration Date:

Instrument ID:

GC Column ID:

Blank Data Filename:

Cal. Ver. Data Filename:

Samplo Datafilo{e):

CONC.
FOUND

0.313

1.29

2.03

2.67

3.38

3.54

1.93

0.089

0.144

0.090

(2} All header information pertains to the initial instrumental analysis of the sample extract.

Additional sample datafiles listed refer to secondary analysis of the sample extract.

These pages are part of a larger report thal miay contain information necessary for full data evaluation.

15208PCBTOTALS 1.xs, 53 Approved by:

DETECTION

LIMIT
0.0501

0.129
0.0500
0.0500
0.0500
0.0500
0.0500
0.0500
0.0559

0.0500

QA/QC Chemist

CLIENT ID:
LAB BLANK

NIA

N/A
WG15208-101
16.0
01-Mar-2005
HR GC/MS
SPB-OCTYL
PBSC_134 8:5
PBSC_134 S:1

PR5C_134 S:5

26-04-2005
dd-mm-yyyy

e 7
i £
T

(¢S]

Sz A srmre A n s ATNTIOT AT SERNICTES [T 80 804 2219, 2045 MILLS RD. WEST, SIDNEY B.C., CANADA V8L 358 TEL {250) 455-5800 FAX (250) 455-5811
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%’;j\i N/A

HOD: HRGC/HRMS Polychiorinated Biphenyls (EPA Method 1668)
N N/A

YALIDATION FINDINGS WORKSHEET
Sample Calculation Verification

Page: / of/

Reviewer: <
2nd reviewer: B

Were all reporied results recalculated and verified for all level [V samples?
Were all recalculated results for detected target compounds agree within 10.0% of the reported resulis?

Concentration =  (AJ(1L.)DFH Example:
(A)RRF)(V,)(%S)

A, = Area of the characteristic ion {(EICP) for the Sample 1.D. / , ;@5 7 7

compound to be measured !
Ay = Area of the characteristic ion (EICP) for the specific

internal standard ? ,
I =  Amount of internal standard added in nanograms Cone. = ( 7. 3 (S 3) ( adP2C 4 ’ )

(ng)

v-72e185 @2. 77\ 10 P4 )

RRF = Relative response factor of the calibration standard.
A = Volume or welight of sarmple pruged in milliliters (ml) - //’}é’ . & s -

or grams (g). / ,5:5/
Df = Dilution factor.
%S - Percent solide, applicabie to soils and solid

matrices only.

Reported Calculated
Concentration Concentration
# Sample ID Compound ( ) { ) Qualification

RECALC.18



LDC #__13517A3 VALIDATION COMPLETENESS WORKSHEET Date‘?xiﬁ/;? ¢

SDG #__DPWG15741 Level IV Page:_/zof /_
Laboratory: AXYS Analytical Services, Lid. Reviewer:_Cp—
2nd Reviewer:

METHOD: HRGC/HRMS Polychlorinated Biphenyl Congeners (EPA Method 1668A)

T'he samples listed below were reviewed for each of the following vaiidation areas. Validation findings are noted in attached
validation findings worksheets.

Validation Area l Comments
Sampling dates: gé - 730 é’&Z

{8 Technical holding times

il GC/MS Instrument performance check

G Een <= =0
D D= 2.?5?//:}/3“

il. | Initial calibration

IV. ] Routine calibration

V. Blanks

VI. | Matrix spike/Matrix spike duplicates CDV(F

|

$$$&mz&;§#&&b

VIil. | Laboratory control samples_ £

Vill. | Regional quality assurance and quality control

IX. | Internal standards

X. Target compound identifications

XI. | Compound quantitation and CRQLs

Xil. | System performance

XIll. | Overall assessment of data

XIV. | Field duplicates

XV. | Field blanks

Note: A = Acceptable ND = No compounds detected D = Duplicate
N = Not provided/applicable R = Rinsate TB = Trip blank
SW = See wnrksheet FB = Field blank EB = Equipment blank
Validated Sgmples:

1 LDW-T4—§"S-WB~comp-1 11 |LDW-T2-M-SC-EM-comp-6 21 1é;’i"$'o?:%/ ~/2 L 31
2 LDW-M—I?II\-PP~FL—comp-1 12 |LDW-T3-M-SC-EM-comp-2 22 / 32
3 L DW-M-M-GP-["L-comp-1 13 |LDW T1 M DC EM comp-2 23 33
4 LDW-T2-C-PS-WB-comp-1 14 |LDW-T3-M-DC-EM-comp-1 24 34
5 LDW-T4-C-PS-WB-comp-1 15 |LDW-T4-M-DC-EM-comp-1 25 35
8 LDW-T4-D-PS-WB-comp-2 18 |LDW-M-M-PP-FL-comp-1DUP | 26 38
7 LDW-T4-M-SF-WB-comp-1 17 27 37
8 L DW-T4-M-SF-FL-comp-1 18 28 38
9 LDW-T1-M-SC-EB-comp-2 19 29 39
10 | LDW-T2-M-SC-EM-comp-5 20 30 40

13517A3W.wpd



LDC #./347 742 VALIDATION FINDINGS CHECKLIST Page:_ fof =2

SDG # DPKG (& T/ Reviewer:_ p—
; / 2nd Reviewer:_ JA_

Method: HRGC/HRMS Polychiorinated Biphenyls (EPA Method 1668)

Validation Area Yes | No | NA Findings/Comments

Ali technical holding times were met.

iteri f

C i

Was PFK exact mass 380.9760 verified?

Were the retention time windows established for all homologues?

Is the static resolving power at least 10,000 (10% valley definition)?

Was the mass resolution adequately check with PFK?

\Was the initial calibration performed at § concentration |

evels?
70
Were all percent relative standard deviations (%RSD) < for unlabeled standards
and < 30% for labeled standards?

Did all calibration standards meet the lon Abundance Ratio criteria?

Was the signal to noise ratio for each target compound > 2.5 and for each recovery and
internal standard > 10?

Was a routine calibration performed at the, beginning of each 12 hour period?
A %/%

//’
Were all percent differences (%D) < for unlabeled and labeled standards? i

Did all routine calibration standards meet the lon Abundance Ratio criteria?

Was a method blank associated with every sample in this SDG?

Was a method blank performed for each matrix and concentration?

Was there contamination in the method blanks? If yes, please see the Blanks validation
ksheet

Were a matrix spike (MS) and matrix spike duplicate (MSD) analyzed for each matrix in

this SDG? If no, indicate which matrix does not have an associated MS/MSD. Soil / / :D u

Water. L }
T

Were the MS/MSD percent recoveries (%R) and the relative percent dirferences (RFD) %

within the QC limits? rd

Was an LCS analyzed for this SDG?

Was an LCS analyzed per exiraction baich?

Were the LCS percent recoveries (%R) and relative percent difference (RPD) within the Ve
Q0 imits?

PCB-1668.1V version 1.0



VALIDATION FINDINGS CHECKLIST

Page. Sof =

Reviewer:_Ch——
2nd Reviewer._ JA_

Validation Area

Yes

No

NA

FindingsiComments

Were performance evaluation (PE) samples performed?

Were the performance evaluation (PE) samples within the acceptance limits?

Were internal standard recoveries within the ig\b('ﬁ'tsl‘)%‘crlterlar.?

Was the minimum S/N ratio of ail internal standard peaks > 107

For polychlorinated biphenyl congeners with associated labeled standards, were the
retention times of the two quantitation peaks within -1 to 3 sec. of the RT of the labeled

standard?

For polychlorinated bipheny! congeners without associated labeled standards, were the
relative retention times of the two quantitation peaks within 0.005 time units of the RRT
measured in the routine calibration?

For other polychlorinated biphenyl congeners, were the retention times of the two
quantitation peaks within RT established in the performance check solution?

Did compound spectra contain all characteristic ions listed in the table attached?

Was the lon Abundance Ratio for the two quantitation ions within criteria?

Was the signal to noise ratio for each target compound and labeled standard > 2.57

Does the maximum intensity of each specified characteristic ion coincide within + 2
seconds (includes labeled standards)?

Was an acceptable lock mass recorded and monitored?

Were the correct internal standard (IS), quantitation ion and relative response factor
(RRF) used to quantitate the curmpuund?

Were compound quantitation and CRQLs adjusted to reflect all sample dilutions and dry
weight factors applicable to level 1V validation?

System performance was found to be acceptable.

Overall assessment of data was found to be acceptable.

Field duplicate pairs were identified in this SDG.

Target compounds were detecied in the field dupiicates.

Field blanks were identified in this 8DG.

Target compouinds were detected in the field blanks.

PCB-1668.1V version 1.0
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FETHGD MLA-010 Rev 05

46

t No.:

Factor:

COMPOUND

2-MoCB
3-MoCB
4-MoCB
2,2' -DiCB
2,3-DiCB
2,3'-DiCB
2,4 -DIiCB
2,4' - DICB
2,5-DiCB
2,6 - DICB
3,3'-DiCB
3,4 -DiCB
3,4'-DICB
3,5-DiCB
4,4' - DICB
2,23 -TriCB
2,2'4 - TriCB
2,25 -TriCB
2,26 - TriCB
2,3,3' - TriCB

Form 1A
PCB CONGENER ANALYSIS REPORT

e: AXYS ANALY TICAL SERVICLES

Project No.:
4033 Lab Sample iD:
TISSUE Sampile Size:
N/A initial Calibration Date:
02-Mar-2005 Instrument ID:
14-Mar-2005 Time: 13:51:07 GC Column ID:
50 Sample Data Filename:
1.0 Blank Data Filename:
N/A Cal. Ver. Data Filename:
ng/kg
IUPAC CO-ELUTIONS ; K LAB CONC. DETECTION
NO. FLAG' FOUND LIMIT
1 o .'Tﬁ JB 0.158 0.110
2 U 0.118
3 U 0.131
4 §] 0.315
5 U 0.254
6 U 0.221
7 _u 0.217
8 ].525 4B 0.305 0.194
9 U 0.231
10 §] 0.232
1 =, §4§ N} 0.700 0.262
12 12+13 cu 0.237
13 12+13 C12
14 - 0.238
15 1925 B 0.385 0.314
16 ].195kB 0.239 0.102
17 (.35 9B 0.261 0.103
T 18 + 20 2L e 0.536 0.0843
19 - U 0.120
20 20+28 g'{,f’ﬁ'c JB 1.41 0.115
Approved by: QA/QC Chernist

Sample Collection:

CLIENT I
LAB BLANK

WGE15204-101

01-Mar-2005
HR GC/MS
SPB-OCTYL
PBSC_135S:7
PB5C_1358:7

PB5C_135 S:1

ION ABUND.
RATIO

2.74

1.35
1.25
0.96
1.00

1.1

RRT

1.001

1.207

0.969

1.000
1.166
1.139
1.113

0.848

25-04-2005
dd-mm-yyyy

g3

AXYS ANALYTICAL SERVICES LTLD ko 2219, 2045 MILLS RD. WEST. SIDNEY, B.C.. CANADA V8L 358 TEL (750) 455-5800 FAX (250) 655-5811




£THOD MLA-010 Rev 05

ple 1D

COMPOUND

2,34 - TriCB
2,3,4" - TriCB
2,3,5 - THCB
2,3,6 - TriCB
2,34 - TriCB
2,%,5 - TriCh
2,36 - TriCB
2,4,4' - TriCB
2,4,5 - TriCB
2,4,6 - TriCB
2,4',5 - TriCB
2,46 - TriCB
2',2,4 - TriCB
2',3,5 - TriCB
3,344 - TriCB
3,35 - TriCB
3,4,4' - 1riCB
3,4,5 - TriCB
3,4'5 - TriCB
2,2',3,3' - TeCB
2,2,3,4 - TeCB
2,2',3,4' - TeCB
2,2'3,5-TeCB
2,2',3,5' - ToCB
2,2'3,6 - TeCB
2,2',3,6' - TeCB
2,2',4,4' - TeCB
2,2'4,5-TeCB
2,2',4,5' - TeCB
2,2',4,6 - TeCB
2.2'4.6'- TeCB
2,2'5,5' - TeCB
2,2'5,6'- TeCB
2,2',6,6'- TeCB
2,3,3',4-TeCB
2,3,3'4' - TeCB
2,3,3',5 - TeCB
2,3,3'5 - TeCB
2,3,3',6 - TeCB
2,3,4,4' - TeCB
2,3,4,5 - TeCB
2,3,4,6 - TeCR
2,345 - TeCB

WGE18204-107

iUPAC
MO,

22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63

Approved by:

CLIENT ID:

Project No..
Sample Data Filename:

CO-ELUTIONS & X LaB CONC. DETECTION
FLAG' FOUND LIMIT
2+33 1. (%5cum 0.351 0.107
{.7 B 0.340 0.121
U 0.116
U 0.0713
U 0.0045
26 + 29 1. 47T cus 0.294 0.114
U 0.0726
20 +28 c20
26 +29 c26
18+ 30 c18
4525, 0.905 0.107
197 . 0.214 0.115
21+33 c21
u 0.122
U 0.133
U 0.120
2 ([])f JB 0.439 0.128
U 0.118
u 0.119
40 + 41+ 71 ] c? CKJB 0.380 0.117
40+ 41+71 C40
].0% kB 0.204 0.108
~u 0.116
44+ 47+ 65 S35cm 1.07 0.107
45 + 51 cu 0.118
U 0.132
44+ 47 + 65 c44
047 ks 0.136 0112
49+69 74 cum 0.790 0.0998
50 + 53 s-6 | ck 0.122 0.116
45 +51 c45
. B 1.70 0.117
50 + 53 c50
U 0.102
U 0.216
} TéS KJB 0.353 0.219
U 0.211
U 0.211
59 +82+ 70 cu 0.0902
200 B 0.422 0212
sre70+74+76 |0 F5cus 2.09 0.201
59 +62+75 c59
U 0.208
QA/QC Chemist
e £

LAB BLANK

PBSC_135 817

ION ABUND,

RATIC

1.00
0.98

0.94

0.94
1.19

1.07

0.65

0.75

1.15
0.82
0.97

0.85

0.82
0.84

RRT

0.857
0.872

1.302

0.836
1.196

1.001

1.338

1.313

1.287

1.275
1.261
1.111

1.236

0.905

0.911
0.875

25-04-2005
dd-mm-yyyy

N

s
W b

AXYS ANALYTICAL SERNVICES LITT» 0 BOX 2219, 2045 MILLS RD. WEST, SIDNEY, B.C., CANADA VBL 358 TEL (250) 655-5800 FAX (250} 655-5811



s METHOD MLA-D10 Rev 05

COMPGUND

2,3,4,6 - TeCB
2,3,5,6 - TeCB
2,3' 4,4 - TeCB
2,3',4,5 - TeCB
2.3'4,5 - TeCB
2,3,4,6 - TeCB
2,3'4",5 - TeCB
2,346 - TeCB
2,3'5,5 - TeCB
2,356 - TeCB
2,4,4'5 - TeCB
2,4,4',6 - TeCB
2,3,4,5 - TeCB
3,3'4,4 - TeCB
3,3'4,5 - TeCB
3,345 -TeCB
3,3.5,5' - TeCB
3,4,4',5 - TeCB
2,2,3,3'.4 - PeCB
2,2,3,35 - PeCB
2,2,3,3',6 - PeCB
2,2,3,4,4' - PeCB
2,2,3,4,5 - PeCB
2,2,3,4,5' - PeCB
2,2,3,4,6 - PeCB
2,2,3,4,6' - PeCB
2,2,3,4',5 - PeCB
2,2,3,4',6 - PeCB
2,2,3,55' - PeCB
2,2,3,5,6 - PeCB
2,2,3,5,6'- PeCB
2,2'3,5'.6 - PeCB
2,2,3,6,6' - PeCB
2,2,3,4,5 - PeCB
2,2,3'4,6 - PeCB
2,2',4,4'5 - PeCB
2,2,4,4'6 - PeCB
2,2',4,5,5" - PeCB
2,2,4,5,6 - PeCB
2,2',4,5,6 - PeCB
2,2,4,6,6' - PeCB
2,3,3,4,4' - PeCB
2,3,3'4,5 - PeCB

15204AD1_1.x1s. $2

WG15204-101

IUPAC
NO.

84
65
66
67
68
69
70
71
72
73
74
75
76
7
78
79
80
81
82
83
84
85
86
87
88
89
90
91
92
93
94
95
96
97
98
99
100
101
102
103
104
105
108

Approved by:

CO-EITIONS ,;f{ LAB

= FLAG'

>1% B

44+ 47 + 65 .. C44
7> B

U

U

49 + 69 C49
61+70+74+78 cs1
40+ 41+ 71 c40
U

U

61+70+74+76 c61
59+62+75 c59
61+70+74+76 cé1
u

U

u

u

u

U

83 +99 7.8 cum
22T 8

gs+116+117  [445cuB

86+ 87 +97 + 108 + 119+ 125¢.65C uB

86 + 87 + 97 + 108 + 119 + 125 c86
88 + 91 ('§7CKJB

—u

w+101+113 (=% cus

88 + 91 c8s

25¢ B

93+95+98+100+102 £4 S cuB

U

93 +95 + 98 + 100 + 102 co3

U

86 + 87 + 97 + 108 + 119 + 125 c86
03 +95+98 + 100 + 102 co3
83+99 c83

93+ 95 +98 + 100 + 102 co3
920 1+ 101 + 113 Co0

93+ 95 +98 + 100 + 102 co3

u

_u

¢S

U

CLIENT 1D:

Project No.

Sampte Data Filename:

CONC. DETECTION

FOUND LIMIT
0.430 0.0849
1.38 0.210
0.184

0.196

0.198
0.0935

0.244

0.223

0.178

0.204

0.229

0.238

1.56 0.223
0.245 0.239
0.281 0.188
1.13 0.180
0.274 0.210
0.240

225 0.195
0.510 0.228
1.19 0.208
0.222

0.119

0.197

9,122

1.15 0.306
0.276

QA/QC Chemist

LAB BLANK
N/A

PB5C_135 S:7

ION ABUND.
RATIO

0.88

0.87

1.64
1.55
1.58
1.52

1.29

1.78

1.61
1.54

1.7/

RRT

1.350

0.885

0.886
1.163
0.919
0.901

1.165

0.870

0.853
1.120

T.U0U

26-04-2005
dd-mm-yyyy

7
e AXYS AMNALYTICAL SERNICES LTI r0. 80X 2219, 2045 HILLS RD. WEST, SIBNEY, B.C., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 4555811



vs METHOD MLA-010 Rev 05

COMPOUND

2,3,3'4',5 - PeCB
2,3,3'4,5 - PeCB
2,3,3,4,6 - PeCB
2,3,3'4',6 - PeCB
2,3,3 .55 . PeCB
2,3,3',5,6 - PeCB
2,3,3',5',6 - PeCB
2,3,4,4,5 - PeCB
2,3,4,4'6 - PeCB
2,3,4,5,6 - PeCB
2,3,4'5,6 - PeCB
2,3,4,4'5 - PeCB
2,3',4,4',6 - PeCB
2,3',4,5,5' - PeCB
2,3'4,5',6 - PeCB
2',3,3',4,5 - PeCB
2'3,4,4'5 - PeCB
2'3,4,5,5' - PeCB
2,3,4,5,6'- PeCB
3,3',4,4',5 - PeCB
3,3'4,5,5' - PeCB
2,2',3,3',4,4' - HXCB
2,2,3,3.4,5 - HxCB
2,2,3,3'4,5' - HxCB
2,2',3,3',4,6 - HXCB
2,2'3,3,4,6'-HxCB
2,2,3,3'5,5 - HXCB
2,2,3,3'5,6 - HXCB
2,2'3,3',5,6' - HxCB
2,2',3,3,6,6' - HXCB
2,2'3,4,4'5 - HXCB
2,2,3,4,4',5 - HxCB
2,2',3,4,4',6 - HXCB
2,2'3,4,46 - HxCB
2,2,3,4,5,5 - HXCB
2,23,4,5,6 - HxCB
2,2,3,4,5,6' - HxCB
2,2'3,4,56 - HxCB
2,2'3,4,6,6 - HxCB
2,2,3,4,5,5 - HXCB
2.2'3.4'5.6 - HxCB
2,2'3,4'5,6' - HXxCB
2,2,3,4',5,6 - HxCB

204AD1_1 xis, S2

WG15204-101

UPAC CO ELUTIONS Q LAR CONG NETECTION
NO. FLAG' FOUND LIMIT
107 107 + 124 cu 0.290
108 86 + 87 + 97 + 108 + 119 + 125 or:1]

109 U 0.277
110 110 + 115 ‘(_4?-§ cJB 1.49 0.161
111 U 0.170
112 U 0.164
113 90 + 101 + 113 €90

114 u 0.287
115 110 + 115 c110

116 85+ 116 + 117 85

117 85+ 116 + 117 c85

118 | 6558 3.39 0.286
119 86 + 87 + 97 + 108 + 119 + 125 c86

120 u 0.165
121 U 0.166
122 u 0.303
123 u 0.305
124 107 + 124 c107

125 86+ 87 + 97 + 108+ 119 + 125 c86

126 X

127 U 0.304
128 128 + 166 2.6“ cxs 0.538 0.296
129 129+ 138 + 160+ 163 [ 3% cUB 367 0.297
130 u 0.391
131 U 0.344
132 2 ‘34‘ KJB 0.468 0.355
133 U 0.340
134 134 + 143 cu 0.347
135 135 + 151 + 154 4T‘f’gc JB 0.949 0.157
136 o, JB 0.180 0.125
137 U 0366
138 129 + 138 + 160 + 163 c129

139 139 + 140 cu 0.317
140 139 + 140 c139

141 ..?,4%’ Skis 0.491 0.342
142 U 0.346
143 134 + 143 c134

144 u 0.182
145 U 0.126
146 207 B 0.618 0.306
147 147+149 4£.& CuB 1.32 0.312
148 U 0.166
149 147 + 149 c147

Approved by: f ;% // QA/QC Chemist

CLIENT ID:

Project No.:
Sample Data Filename:

FiTv

LAB BLANK

PB5C_135 S:7

HON ABUND.
RATIO

1.68

1.78
1.20

0.97

118
1.18

1.11
1.13

RRT

0.925

1.000

0.958
0.928

1.174

1.104
1.024

0.903

0.884
1.133

25-04-2005
dd-mm-yyyy

O

TL

W A

AXYS ANALYTICAL SERNICES LT 20.30X2219, 2045 MILLS RD. WEST, SIDNEY, 8.0, CANADA V8L 358 TEL (2501 655-5800 FAX (250) 455-5811



COMPOUND

2,2',3,4'6,68' - HXCB
2,2',3,5,5',6 - HXCB
2,2,3,5,6,6' - HxCB
2,2',4,4',5,5 - HXCB
2,2',4,4°,5,6° - HxCRB
2,2,4,4",6,6' - HXCB
2,3,3,4,4",5 - HXCB
2,3,3,4,4',5 - HxCB
2,3,3',4,4"6 - HxCB
2,3,3,4,5,5 - HxCB
2,3,3'4,5,6 - HXCB
2,3,3'4,5'6 - HxCB
2,3,3',4',5,5' - HXCB
2,3,3",4',5,6 - HXCB
2,3,3',4',5',6 - HXCB
2,3,3,5,5',6 - HxCB
2,3,4,4',5,6 - HXCB
2,3',4,4',5,5' - HxCB
2,3,4,4',5',6 - HXCB
3,3,4,4'5,5' - HXCB
2,2',3,3',4,4',5 - HpCB
2,2'3,3'4,4',6 - HpCB
2,2,3,3',4.5,5' - HDCB
2,2',3,3'4,5,6 - HpCB
2,2',3,3',4,5,6' - HpCB
2,2',3,3'4,5',6 - HpCB
2,2',3,3',4,6,6' - HpCB
2,2',3,3'4",5,6 - HpCB
2,2',3,3,5,5'6 - HpCB
2,2',3,3'5,6,6' - HpCB
2,2',3,4,4'5,5 - HpCB
2,2,3,4,4',5,6 - HpCB
2,2',3,4,4,5,6' - HpCB
22'34,4'5,6-HpCB
2,23,4,4',6,6' - HpCB
2,23,4,5,5,6 - HpCB
2,2',3,4,5,6,6' - HpCB
2,2,3,4',5,5,6 - HpCB
2,2',3,4',5,6,6' - HpCB
2,3,3',4,4'5,5 - HpCB
2.3.3'4.4'5.6 - HoCB
2,3,3',4,4,5',6 - HoCB
2,3,3',4,5,5,6 - HoCB

15204AD1_1.xis. S2

W(G15204-101

IUPAC
MNO.

158~

5

177
178
179
180
181
182
183
184
185
186
187
188
189
180
191
192

Approved by:

CLIENT ID:

Project No..
Sample Data Filename:

CO ELUTIONS '  LAR CONG NETECTION
ﬁ'ﬁi FLAG! FOUND LIMIT
U 0.118
135+ 151+ 154 c135
~ U 0.118
153 + 168 (67 cu 3.30 0.25¢
135+ 151 + 154 c135
U 0114
serisr A4 cum 0.883 0.328
156 + 157 C156
L4 e 0.389 0.254
y 0.258
129 + 138 + 160 + 163 c129
U 0.258
U 0.258
129 + 138 + 160 + 163 Cc129
U 0.263
u 0.278
128 + 166 c128
{ Al ke 0.282 0.247
153 + 168 Cc153
X
2675 B 0.735 0.103
1714173 £. BT CKB 0.174 0.100
U 0.102
1714173 c171
09 3 KJB 0.186 0.0906
U 0.0894
U 0.0601
| T8S ks 0.377 0.0985
120 B 0.202 0.0936
0 94 e 0.188 0.0673
180 + 193 B 4 cJB 1.68 u.0823
u 0.0916
U 0.0882
183+ 185 2 Eﬁ cJB 0.478 0.0890
u 0.0645
183+ 185 c183
u 0.0695
&= cf; JB 0.850 0.0811
U 0.0651
U 0118
{1}5 L 0.213 0.0815
U 0.0780
U 0.0822
L” QA/QC Chemist
"l

LAB BLANK

N/A
PBSC_136 87

ION ABUND.
RATIO

1.18

1.25

1.54

0.81
0.72

220

0.87
0.91
1.16
Q.97

0.93

0.08

RRT

0.899

1.000

0.937

1.000

0.936
1.164

1.133

1.145
1.085
1.010
0.910

1.127

1.110

0.947

25-04-2005
dd-mm-yyyy

\§
e ANYS ANALYTICAL SERNVICES LTI 080X 2219, 2045 HILLS R, WEST, SIDNEY, B.C., CANADA V8L 356 TEL (250) 6355800 £AX (250) 65
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\vS METHOD MLA-010 Rev 05

» Sample 1D:

COMPOUND

2,3,3,4',5,5',6 - HpCB
2,2',3,3',4,4',5,5' - 0cCB
2,2',3,3',4,4'5,6 - OcCB
2,2',3,3'4,4',5,6" - OcCB
2,2°3,2'4,4'6,6" - OcCB
2,2',3,3',4,5,5,6 - 0cCB
2,2',3,3',4,5,5",6' - OcCB
2,2',3,3',4,5,6,6' - OcCB
2,2',3,3',4,5,6,6' - 0cCB
2,2',3,3',5,5',6,6'- 0cCB
2,2,3,4,4',5,5,6 - 0cCB
2,2,3,44',56,6' - 0cCB
2,3,3,4,4,5,5,6 - OcCB
2,2'3,3',4,4',5,5',6 - NoCB
2,2',3,3',4,4'5,6,6' - NoCB
2,2',3,3',4,5,5',6,6' - NoCB
2,2,3,3'4,4'5,5',6,6' - DeCB

15204AD1_1.xls, S2

W(GE15204-101

upac
MNO.

193
194
195
196
197
198
199
200
201
202
203
204
205
206
207
208
209

Approved by:

CO-ELUTIONS gk‘ LAB

el FLAG'

c18o

137 we
0.3& ki
0765 B
.45 CcKB
|.525cuB
c198

c1e7

22% ki
0. 445 kB
2.925 ks
0,075 kB
0.345
| .= kB

U

u
0.635 ke

180 + 193

197 + 200
188 + 199
198 + 199
197 + 200

ese pages are part of a larger report that may contain information necessary for full data evaluation.

o —

CLIENT iD:

Project No.:
Sample Data Filename:

CONC. DETECTION
FOUND LIMIT
0.274 0.0115
0.072 0.0125
0.141 0.0116
0.083 0.0083
0.305 0.0118
0.056 0.0084
0.089 0.0500
0.185 0.0105
0.015 0.0085
0.009 0.0500
0.240 0.155
0.116
0.124
0.127 0.0500

QA/QC Chemist

hat 4

LAB BLANK

NIA
PBSC_135 S7

iON ABUND.
RATIO

0.68
2.18
0.88
0.52
1.01

0.73
1.27
0.60

0.73
0.96

0.45

0.43

= co-eluting congener; U = not detected; K = peak detected, but did not meet quantification criteria, result reported represents the estimated
ximum possible concentration; E = exceeds calibrated linear range, see dilution data; D = dilution data; Z = compound not requested; J = concentration
than LMCL; B = analyte found in sample and the associated blank; X = results reported separately

RRT

0.992
0.948
0.916
1.048
1110

1.023
1.000
0.920

1.03¢8
1.000

1.000

1.001

25404-2005
dd-mm-yyyy

3

/

/
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ETHOD MLA-010 Rev 05 CLIENT ID:
AXYS M

peB-TOTAL_208 LAB BLANK
page ! o Form 1A
HOMOLOGUE TOTAL POLYCHLORINATED BIPHENYLS (PCB) ANALYSIS REPORT
Sample Collection: NiA
| ab Name: AXYS ANALYTICAL SERVICES Project Mo.: n/A
contract No.: 4033 Lab Sampie iD: WG15204-101
Matrix: TISSUE Sample Size: 10.0 g
\s‘ample Receipt Date: N/A Initial Calibration Date: 01-Mar-2005
extraction Date: 02-Mar-2005 Instrument ID: HR GC/MS
- Analysis Date: 14-Mar-2005 Time: 13:51:07 GC Column ID: SPB-OCTYL
y ’ Extract Volume (uL): 50 Blank Data Filename: PB5C_135S:7
njection Volume {ul.): 1.0 Cal. Ver. Data Filename: PB5C_135 S:1
Dilution Factor: N/A Sample Datafile(s): PB5C_135 S:7
DT53_096 S: 5
Concentration Units : ng/kg
¢B HOMOLOGUE GROUP LAB CONC. DETECTION
FLAG' FOUND LiMIT
‘ot.a! Monochlioro Biphenyls 14 ,-T ﬁ 0.158 0.131
"otal Dichloro Biphenyls -7 1.40 0.315
4otal Trichloro Biphenyls 232,75 475 0.133
otal Tetrachloro Biphenyls ‘3‘? Z e 0.244
otal Pentachloro Biphenyls & é 13.2 0.358
:otal Hexachloro Biphenyls [ 4; 10.9 0.391
al Heptachloro Biphenyls (3. e 0.118
kotal Octachloro Biphenyls 2 (_C;‘( 0.515 0.0500
al Nonachloro Biphenyls U 0.155
ecachlore Biphenyl U 0.0500
OTAL PCBs 2 1= 424
l“) U = Not detected
) All header information pertaina to the initial instrumcntal analysis of the sampls extract.
Additional sample datafiles listed refer to secondary analysis of the sampie extract.
These pages are part of a larger report that may contain information necessary for full data evaluation.
15204PCBTOTAL_1.xs, S3 Approved by: “YN QA/QC Chemist fiﬁ‘;ﬁiﬁ

4 O AKYS ANALYTICAL SERNVICES LTI ro 0% 2219, 2045 LS RD. WEST, SIONEY, 8.0., CANADA V8L 358 TEL £250) 655-5800 FAX (250) 655-5811
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YVALIDATION FINDINGS WORKSHEET
Sample Calculation Verification

Page.__ / of /

Reviewer: p—

2nd reviewer: [—"

%Osz HRGC/HRMS Polychlorinated Biphenyls (EPA Method 1668)
Y Were all reported resulis recalculated and verified for all lovel IV samples?

Were all recalculated results for detected target compounds agree within 10.0% of the reporied results?

N WA

Concentration = 13D

(A)(RRF)(V,)(%S)

Example:

Sample 1.D. L

RETT

A, Area of the characteristic ion (EICP) for the

compound to be measured
A Area of the characteristic ion (EICP) for the specific

internal standard ) /
I Amount of internal standard added in nanograms Cone. = { / -é?é‘}ﬂ& { = O ) { )

(ng) -

(5308 (2.G 7 1010057 )

RRF Relative response factor of the calibration standard.
V, Volurnie us weight of sample pruged in millilitere (ml) = §é7_ &; § 2 5

or grams (g).
Df Dilution factor. 8
%S Percent solids, applicable to soils and solid

matrices only.

Reported Calculated
Concentration Concentration
# Sample ID Compound ( ) ( ) Qualification

RECALC.16



LDC #__13576A3 VALIDATION COMPLETENESS WORKSHEET Date:4/8/2

SDG #__DPWG15924 Level IV Page: /ot /
Laboratory: AXYS Analytical Services, Lid. Reviewer_T}F—
2nd Reviewer_y_~

METHOD: HRGC/HRMS Polychiorinated Bipheny! Congeners (EPA Method 1668A)

The samples listed below were reviewed for each of the following validation areas. Validation findings are noted in attached
validation findings worksheets.

Validation Area, Comments
I Technical holding times eé» Sampling dates: ?/ 3 - =/ / ii’{
i GC/MS Instrument performance check A
1. | Initial calibration é ZEEn = 22,
IV. | Routine calibration .ﬁ- _|Zo= 25 S
V. | Blanks A 4
VI. | Matrix spike/Matrix spike duplicates /@bhb N / A
VII. | Laboratory control samples i ‘:A' £2 s . CRIA
VIill. | Regional quality assurance and quality control N
IX. | Internal standards ’W
X. [ Target compound identifications ‘A‘
X1. | Compound quantitation and CRQLs <&
XIl. [ System performance <z§~
Xill. | Overall assessment of data d
XIV. | Field duplicates N
XV. | Field blanks N;
Note: A = Acceptable ND = No compounds detected D = Duplicate
N = Not provided/applicable R = Rinsate TB = Trip blank
SW = See worksheet FB = Field blank EB = Equipment blank
Validated Samples:
Adj Tissue >
1 | LOW-T2-E-SS-WB-comp-1 | 11 |LDW-T4-M-DC-HP-comp-1 20 |WEISHdT~]0 ] F |3
2 LDW-T3-E-SS-WB-comp-1 12 |LDW-T3-D-PS-WB-comp-1DUP| 22 [k [ %ﬁqh 2} 32
3 LDW.-T3-F-SS-WB-comp-1 13 23 33
4 LDW-T3-D-PS-WB-comp-1 14 24 34
5 LDW-T1-M-ES-WB-comp-2 15 25 35
6 LDW-T1-M-ES-WB-comp-4 4 16 26 38
7 LDW-T2-M-ES-WB-comp-3 17 27 37
8 LDW-T2-M-ES-WB-comp-5 4 18 28 38
9 LDW-T3-M-ES-WB-comp-3 A4 19 29 39
10 LDW-T3-M-DC-HP-comp-1 20 30 40

13576A3W wpd



LDC#/3E7L A > j/% VALIDATION FINDINGS CHECKLIST Page:_/of_=

spe# PP Reviewer:
2nd Reviewer,__p-~

Method: HRGC/HRMS Poilychiorinated Biphenyls (EPA Method 1668)

Validation Area Yes | No | NA Findings/Comments

All technical holding times were met.

erature criteria was met

Was PFK exact mass 380.9760 verified?

Were the retention time windows established for all homologues?

Is the static resolving power at least 10,000 (10% valley definition)?

Was the mass resolution adequately check with PFK?
Zi

Was the initial calibration performed at 5 concentration levels?

Were all percent relative standard deviations (%RSD) < g;)% for unlabeled standards
and < 30% for labeled standards?

/
=
/
-

—
d
/|

Did all calibration standards meet the lon Abundance Ratio criteria?

Was the signal to noise ratio for each target compound > 2.5 and for each recovery and
internal standard > 10?

Was a routine calibration performed at the beginning of each 12 hour period? /

. 28730
Were all percent differences (%D) < for uniabeled and labeled standards?

Did all routine calibration standards meet the lon Abundance Ratio criteria?

Was a method blank associated with every sample in this SDG? -~

Was a method blank performed for each matrix and concentration? ~T

Was there contamination in the method blanks? If yes, please see the Blanks validation re
leteness worksheet /

Were a matrix spike (MS) and matrix spike duplicate (MSD) analyzed for each matrix in

this SDG? If no, indicate which matrix does not have an associated MS/MSD. Soil / / - ?D Mf

Water.

\
s

Were the MS/MSD percent recoveries (%) and the relative percent differences (RPD) /
within the QC limits?

Was an LCS analyzed for this SDG?

Was an LCS analyzed per exiraction baich?

Were the LCS percent recoveries (%R) and relative percent ditterence (RPD) within the
QC limits?

\\ S

PCB-1668.1V version 1.0



Lpc# |3ST6 A= VALIDATION FINDINGS CHECKLIST Page: uf =
SDG #_DPTN<E (59 2 Reviewer: ]

2nd Reviewer:  tt—

Yalidation Area Yes | No | NA Findings/Comments

Were performance evaluation (PE) samples performed?

ce evaluation (PE) samples within the acceptance limits?

Were internal standard recoveries within the 25-150% criteria?

f all internal standard peaks > 10?

For polychlorinated biphenyl congeners with associated labeled standards, were the
retention times of the two quantitation peaks within -1 to 3 sec. of the RT of the labeled
standard?

For polychiorinated biphenyl congeners without associated labeled standards, were the
relative retention times of the two quantitation peaks within 0.005 time units of the RRT
measured in the routine calibration?

For other polychlorinated bipheny! congeners, were the retention times of the two
quantitation peaks within RT established in the performance check solution?

Did compound spectra contain all characteristic ions listed in the table attached?

Was the lon Abundance Ratio for the two quantitation ions within criteria?

Does the maximum intensity of each specified characteristic ion coincide within + 2

Was the signal to noise ratio for each target compound and labeled standard > 2.57 /
seconds (includes labeled standards)? /

Was an acceptable lock mass recorded and monitored? l

Were the correct internal standard (IS), quantitation ion and relative response factor
(RRF) used to quantitate the compound? i

Were compound quantitation and CRQLs adjusted to reflect all sample dilutions and dry
weight factors applicable to level IV validation?

System performance was found to be acceptable. /

Overall assessment of data was found to be acceptable. /

Field duplicate pairs were identified in this SDG. /

Target compounds were detected in the field duplicates.

Field blanks were identified in this SDG. ([ /

Target compounds were detected in the field blanks.

PCB-1668.IV version 1.0
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: AXYS METHOD MLA-010 Rev 05 CLIENT ID:
1668A-81_209 Form 14 LAB BLANK
g Page 10f6 PCB CONGENER ANALYSIS REPORT
Sample Collection: N/A
3 Lab Name: AXYS ANALYTICAL SERVICES Project No.: N/A
Confract No.: 4033 L.ab Sample iD: WG15449-101 i2
! Matrix: CORN OlL Sample Size: 2.00 g
Sampie Receipt Date: NIA Initial Calibration Date: 18-Apr-2005
g Exiraction Date: 08-Api1-2005 instrument 1D; HR GO/MS
Analysis Date: 18-May-2005 Time: 23:54:23 GC Column iD: SPB-OCTYL
! Extract Voiume (uL): 400 Sample Data Filename: PB5C_256 S:5
g Injection Volume (pL): 1.0 Bilank Data Filename: PB5C_256 S:5
Dilution Factor: 20 Cal. Ver. Data Filename: PB5C_256 S:1
g Concentration Units : ng/kg
COMPOUND IUPAC &% CO-ELUTIONS LAB CONC. DETECTION  ION ABUND. RRT
NO. FLAG' FOUND LIMIT RATIO
g 2-MoCB 1 2718 KD JB 5.43 2.32 2.18 1.000
3-MoCB 2 = ub 2.61
, 4-MoCB 3 LD D JB 8.04 2.73 3.53 1.001
! 2,2' - DIiCB 4 =T D JB 11.4 8.28 1.34 1.000
o 2,3 -DiCB 5 ubD 5.64
2,3'-DiCB 6 ub 5.30
24 -DiCB 7 ubD 5.27
! 2,4 -DiCB 8 g% DJB 10.8 4.89 1.71 1.206
2,5-DiCB 9 ub 5.20
2,6 - DICB 10 ubD 5.53
3,3'- DICB 11 =l KD JB 6.82 5.57 0.97 0.969
, 3,4 - DiCB 12 B2 p¢ 12+13 CDJB 8.41 5.47 1.69 0.984
N 3,4 - DICB 13 12+13 c12
3,5-DiCB 14 ub 5.40
4,4' - DICB 15 111.8 DJB 22.3 6.25 142 1.001
= 2,23 -TriCB 16 ub 3.11
2,24 -TriCB 17 2 .55 KD JB 431 2.56 0.70 1.138
2,25 - TriCB 18 2} A 18+ 30 CDJB 4.22 2.1 1,18 1.112
g 2,26 -TriCB 19 ub 2.78
2,3,3 - TriCB 0 Z2. 3 20+28 CKDJB 6.56 4.03 0.88 0.849
%@{/m 26-05-2005
g 15449AD8 1.xis, 32 Approved by: QA/QC Chemist dd-mm-yyyy
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Q AXYS METHOD MLA-010 Rev 05 CLIENT ID: LAB BLANK
‘ Form 1A
Page 2 of 6 Project No.: N/A
! Lab Sample ID: W(G15448-101 12 Sample Data Filename: PB5C_256 8:5
COMPOUND  WPAC & X CO-ELUTIONS LAB CONC., DETECTION  ION ABUND. RRT
g NO. [ FLAG' FOUND LiMIT RATIO
! 2,3,4 - TriCB 21 21 +33 cup 3.99
i 2,3,4' - TriCB 22 up 4.27
! 2,3,5 - TriCB 23 ) 4.25
2,3,6 - TriCB 24 up 1.85
2,34 - THCB 25 up 3.55
F 2,35 - TriCB 26 =8 .45 26+ 29 CKDJB 7.69 4.14 0.88 1.300
g 2,36 - TriCB 27 1 I. ; KD JB 2.26 1.75 2.01 1.151
2,4,4 - TriCB 28 20+ 28 c20
: 24,5 -TriCB 29 26 + 29 c26
2,4,6 - TriCB 30 18 + 30 c18
2,45 - TriCB 31 =45 DJB 16.9 3.85 1.19 0.838
2,4',6 - TriCB 2 =035 DJB 4.07 3.91 0.97 1.196
2'3,4 - TriCB 33 21+33 c21
! 225.TriClR 34 up 410
-5 3,3,4 - TriCB 35 up 4.49
! 3,3,5- TriCB 36 o) 405
; 3,4,4' - TriCB 7 2545 DJB 5.09 4.51 1.15 1.002
g 3,4,5-TriCB 38 ub 4.17
3,4',5-TriCB 39 ) 3.90
i 2,2,3,3 - TeCB 40 24 40+ 41 + 71 cDJB 482 3.00 0.75 1.336
2,2',3,4-TeCB 41 40+41+71 C40
. 2,2'3,4' - TeCB 42 uD 3.18
2,2',3,5-TeCB 43 up 3.57
2,2'3,5' - TeCB “ e 44 + 47 + 65 cDJB 13.2 2.73 0.77 1.285
g 2,2'.3,6 - TeCB 45 45 + 51 c ub 203
¢ 2,2'3,6' - TeCB 46 up 3.51
‘ 2,2'4,4' - TeCB 47 44+ 47 +65 c44
2,2',4,5 - TeCB 48 up 2.95
g 2,2'4,5' - TeCB 49 LT 5 49 + 69 CKDJB 135 2.58 0.57 1.258
- 2,2'4,6 - TeCB 50 (4. F& 50 + 53 cDJB 2.97 2.82 0.73 1111
i 2,2',4,6' - TeCB 51 45 + 51 c45
2255 -TeCB 52 3.5 DJB 16.7 2.83 0.68 1.233
g 2,2',5,6'- TeCB 53 50 + 53 €50
il 2,2,6,6' - TeCB 54 ub 2.16
2,3,3'4 - TeCB 55 up 4.83
2,3,3',4' - TeCB 56 up 478
2,3,3'5-TeCB 57 up 4.70
! 2,3,3,5 -TeCB 58 up 461
: 2,3,3,6 - TeCB 59 59 +62+75 cup 2.28
2,3,4,4' - TeCB 60 uD 4.78
! 2,3,4,5-TeCB 81 76.5 61+70+74+76 cDJB 14.1 4.56 0.66 0.876
2,3,4,6 - TeCB 62 59+62+75 c59
g 23,45 -TeCB 83 up 457
!
] \ﬁ( 26-05-2005
3 15449AD8_1.xs, 52 Approved by: QA/QC Chemist dd-mm-yyyy
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g AXYS METHOD MLA-G10 Rev 05 CLIENT iD: LAB BLANK
Form 1A
! Page 30f 6 Project No.: N/A
) Lab Sampile ID: W(3E15449-101 142 Sampie Data Filename: PB5C_256 8.5
g COMPOUND WPAC vy CO-ELUTIONS LAB CONC, DETECTION  ION ABUND. RRT
e NO. 24 FLAG' FOUND LT RATIO
2,3,4,6-TeCB 64 (<t 25 KD JB 2.85 2.24 0.26 1.348
g 2,3,5,6 - TeCB 65 44 + 47 + 65 C44
h 2,3,4,4' - TeCB 86 £33, 5 KD JB 10.7 4.60 0.37 0.885
2,3',4,5 - TeCB 67 up 4.36
2,3,4,5' - TeCB 88 ¥s} 4.36
! 2,3,4,6 - felB 59 4y + 69 c49
) 2,3',4',5 - TeCB 70 61+70+74+76 c61
2,3,4',6 - TeCB 71 40+ 41+ 71 c40
g 2,3',5,5 -TeCB 72 upD 4.44
- 2,356 - TeCB 73 s] 2.47
2,4,4'5 - TeCB 74 61+70+74+76 C61
2,4,4',6 - TeCB 75 59 +62+75 C59
! 2,3,4,5 - TcCB 76 61+70+74+76 c81
3,3'4,4' - TeCB 77 X
3,3,4,5 - TeCB 78 up 497
3,3,4,5' - TeCB 79 up 4.21
! 3,3,5,5' - TeCB 80 up 4.43
3,4,4',5-TeCB 81 X
2,2',3,3'4 - PeCB 82 ub 450
2,2'3,3,5-PeCB 83 4.5 83+99 cDJB 10.9 3.95 1.62 0.886
. 2,2,3,3',6 - PeCB 84 upD 4.43
‘ 2,2'3,4,4' - PeCB 85 85+ 116 + 117 CcuD 3.36
2,2',3,4,5- PeCB 86 ,2';\""‘" 86+ 87 + 97 + 108 + 119 + 125 cDJB 5.44 3.43 1.71 0.900
2,2',3,4,5' - PeCB 87 86 + 87 + 07 + 108 + 110 + 125 cse
!; 2,2'3,4,6 - PeCB 88 88+ 91 cubD 3.81
2,2',3,4,6' - PeCB 89 ubD 411
2,2',3,4',5 - PeCB 9 T "? s 90 + 101 + 113 cDhuJB 15.9 3.48 1.35 0.870
! 2,2',3,4',6 - PeCB 91 88 + 91 css
= 2,2',3,5,5' - PeCB 92 ﬁ' DJB 488 3.99 1.33 0.854
2,2',3,5,6 - PeCB B4R 9& 93+95+98+100+102 cDJB 9.79 3.70 1.56 1.119
2,2',3,5,6' - PeCR a4 up 4.00
g 2,2',3,5',6 - PeCB 95 93 + 95 + 98 + 100 + 102 C93
2,2',3,6,6' - PeCB 96 up 2.74
2,2',3'4,5 - PeCB 97 86+ 87 +97 +108 + 119+ 125 c86
! 2,2',3'4,6 - PeCB 98 93 + 95 + 98 + 100 + 102 c93
. 2,2'4,4'5 - PeCB 99 83 + 99 c83
2,2',4,4'.6 - PeCB 100 93 + 95+ 98 + 100 + 102 Cca3
2,2',4,5,5 - PeCB 101 90 + 101 + 113 C90
g 2,2'4,5,6' - PeCB 102 93 + 95 + 98 + 100 + 102 €93
. 2,2'4,5,6 - PeCB 103 ub 3.44
2,2',4,6,6' - PeCB 104 up 2.68
2,3,3,4,4' - PeCB 106 2B.OE KD JB 5.61 485 2.08 1.001
% 2,3,3.4,5 - PeCB 108 up 4.56
B
. A
if
g 15449AD8_1.xis, 52 Approved by: ' QA/QC Chemist 0296 fds;iiz;@i
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AXYS METHOD MLA-010 Rev 08
Form 1A
Page 4 of 6

Lab Sampie ID: WE15448-101 12

CLIENTID:

Project No.:

Sample Data Filename:

LAB BLANK

WNIA
PB5C_256 S:5

a COMPOUND  IUPAC CO-ELUTIONS LAB CONC. DETECTION 10N ABUND RRT
— NO. §‘*{ FLAG FOUND LIMIT RATIO
Zl0
: 2,3,3,4',5 - PeCB 107 107 + 124 cup 4.53
! 2,3,3',4,5 - PeCB 108 86 + 87 + 97 + 108 + 119 + 125 c86
2,3,3',4,6 - PeCB 109 up 4.17
2,3,3,4',6 - PeCB 10 &£ 110 + 115 CDJB 12.2 2.96 1.87 0.926
2,3,3',5,5 - PeCB 111 upD 2.97
% 2,3,3,5,6 - PeCB 112 uD 3.07
. 2,3,3,5',6 - PeCB 113 90 + 101 + 113 C90
2,3,4,4'5 - PeCB 114 uD 4.52
g 2,3,4,4,6 - PeCB 115 110 + 115 c110
— 2,3,4,5,6 - PeCB 116 85+ 116 + 117 c85
2,3,4',5,6 - PeCB 17 85+ 116 + 117 c85
2,3,4,4'5 - PeCB 118 B D JB 16.8 435 1.60 1.001
g 2,3,4,4,6 - PeCB 119 868+ BT +OT + 108+ {19+ 125 C86
i 2,3'4,5,5' - PeCB 120 ub 2.90
2,3'4,5',6 - PeCB 121 up 2.89
i 2,3,3'4,5 - PeCB 122 up 4.79
! 2',3,4,4',5 - PeCB 123 ubD 4.67
’ 2'3,4,5,5' - PeCB 124 107 + 124 c107
2'3,4,5,6' - PeCB 125 86+ 87 + 97 + 108 + 119 + 125 c86
3,3'4,4',5 - PeCB 126 X
; 3,3',4,5,5' - PeCB 127 upD 457
o 2,2,3,3',4,4' - HXCB 128 128 + 166 cuD 4,52
, 2,2,3,3',4,5 - HxCB 129 ‘TQ 5 129+ 138+ 160 + 163 CKDJB 15.9 439 0.95 0.929
2,2,3,3',4,5" ~ HXCB 130 uD 5.57
!ﬁ 2,2'3,3',4,6 - HXCB 131 uo 5.11
2,23,3'4,6' - HXCB 132 uD 5.25
2,2',3,3',5,5 - HxCB 133 up 498
g 2,2',3,3',5,6 - HXCB 134 134 + 143 cup 5.08
. 2,2,3,3',5,6' - HXCB 135 135+ 151 + 154 cup 1.75
2,2',3,3',6,6' - HXCB 136 |5 55 KD JB 3.11 1.35 0.98 1.024
2,24,2,4,4',5 - HxCB 187 up 5.15
; 2,2',3,4,4',5 - HXCB 138 129 + 138 + 160 + 163 c129
- 2,2',3,4,4',6 - HXCB 139 139 + 140 cup 4.60
2,2,3,4,4',6' - HxCB 140 139 + 140 C139
; 2,2',3,4,5,5 - HXCB 141 up 4.91
o 2,2,3,4,5,6 - HXCB 142 uD 5.20
2,2',3,4,5,6' - HXCB 143 134 + 143 C134
, 223,456 - HXCB 144 Un 1.82
g 2,2',3,4,6,6' - HXCB 145 up 1.37
== 2,2',3,4',5,5' - HXCB 146 up 4.63
2,2',3,4',5,6 - HXCB 147 47 s 147 + 149 CKD JB 9.53 455 1.71 1.132
2,2',3,4",3,8" - HxCB 146 uo 1.82
! 2,2'3,4',5',6 - HXCB 149 147 + 149 c147
| -~
. /
%’ g 26-05-2005
15449AD8_1.xls, 82 Approved by: QAJQC Chemist dd-mm-yyyy
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AXYS METHOD MLA-010 Rev 08 CLIENT ID:
Form 1A
Page 50f 6 Project No..
Lab Sample ID: WG15449-10112 Sample Data Filename:
COMPOUND UPAC 5":%’ CO-ELUTIONS LAB CONC. DETECTION
NO. - FLAG' FOUND LIMIT
2,2',3,4,6,68" - HxCB 150 up 1.30
2,2',3,5,5',6 - HxCB 151 135+ 151 + 154 C135
2,2',3,5,6,6' - HxCB 152 ubD 1.28
2,2',4,4' 5,5 - HxCB 153 f o ? 153 + 168 CKDJB 20.2 3.91
2,2',4,4°,5,6" - HxCB 154 135+ 151 1 154 c135
2,2',4,4',6,6' - HxCB 155 - ub 1.18
2,3,3',4,4',5 - HxCB 156 2" & 156 + 157 CKDJB 5.35 497
2,3,3',4,4',5 - HxCB 187 156 + 157 C156
2,3,3'4,4',6 - HxCB 158 ub 3.62
2,3,3',4,5,5 - HxCB 159 ub 3.80
2,3,3',4,5,6 - HxCB 160 128 + 138 + 160 + 163 C129
2,3,3" 4,56 - HXCB 161 up 3.63
2,3,3',4',5,5 - HxCB 162 ub 3.79
2,3,3',4',5,6 - HxCB 163 129 + 138 + 160 + 163 Cc129
2,3,3',4',5',6 - HxCB 164 ub 3.81
2,3,3',5,5',6 - HXGB 165 uD 4.02
2,3,4,4',5,6 - HxCB 166 128 + 166 c128
2,3'4,4,55 - HxCB 167 ub 3.67
2,3'4,4',5',6 - HXCB 168 153 + 168 C153
3,3'4,4',5,5' - HxCB 169 X
2,2',3,3,4,4',5 - HpCB 170 =2 2\5 KD JB 6.46 0.187
2,2',3,3,4,4'6-HpCB 171 { =, 3 171+ 173 CKDJB 2.67 0177
2,2',3,3',4,5,5' - HpCB 172 | . 54E KD JR 0319 0179
2,2'3,3'4,5,6 - HpCB 173 171+ 173 c17
2,2',3,3',4,5,6' - HpCB 174 G 25 KD JB 1.85 0.163
2,2'3,3'4,5',6 - HpCB 175 3.‘(4 _ KD JB 0.748 0.155
2,2',3,3',4,6,6' - HpCB 176 = ﬁ 7S DJB 0.797 0.117
2,2,3,3',4',5,6 - HpCB 177 16.7TS KD JB 2.15 0.175
2,2',3,3',5,5,6 - HpCB 178 ub 0.162
2,2,3,3'5,6,6' - HOCB 179 <~ .2%® DJB 1.00 0.113
2,2',3,4,4'5,5' - HpCB 180 180 + 193 cub 0.147
2,2',3,4,4',5,6 - HpCB 1811.89 KD JB 0.378 0.159
2,2',3,4,4',5,6' - HpCB 182 7- ls KD JB 1.43 0.160
2,2',3,4,4',5,6 - HpCB 183 { . a 183 + 185 CKD JB 3.98 0.156
2,2'34,4',6,6' - HpCB 184 3 445 KD JB 0.689 0.109
2,2',3,4,5,5',6 - HpCB 185 183 + 185 183
2,2',3,4,5,6,6' - HpCB 186 | 43S KD JB 0.287 0.119
2,2',3,4,5,5,6 - HpCB 187 5} 5 KD JB 10.1 0.148
2,2',3,4'5,6,6'- HpCB 188 ¢ . Q z KD JB 0.396 0.117
2,3,3'4,4',5,5' - HpCB 189 | €2 KD JB 0.364 0.169
2,2,3',4,4',5,8 « HpCR 19ngs 1S KD JB 1.23 0.142
2,3,34,4',5',6 - HpCB 191 77 - 4‘ KD JB 1.48 0,136
2,3,3,4,5,5',6 - HpCB 192 > & KD JB 0.500 0.141
W
15449AD8_1.xls, 52 Approved by: QA/QC Chemist
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RATIO
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2.64

1.27
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0.64
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0.68
0.72
0.51
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AXYS METHOD MLA-010 Rev 05
Form 1A

Page 6of 6
Lab Sample ID: WG15449-101 12

COMPOUND  IUPAC 47X
—l

NO.
233,4,556-HpCB 193
22334455-0ccB 194|395
2,2,3,3'4,4,5,6 - OcCB 195 ¢. 75
2,2,3,3,44,56-0cCB 196

2,2'3,3',4,4,6,6' - 0cCB 197
2,23,3,4,5,5,6 - 0cCB 198 2.59

2,2,3,3,4,55,6' -OcCB 199
2,2,3,3,4566-0cCB 200
2,2,3,3,4566-0cCB 201 = 156
2,2,3,3,55,66-0cCB 202
2,2,34,4'55,6-0cCB 203 |1 4
2,2',3,4,4,5,6,6' - OCCB 204 p GBS
23344,55,6-0cCB 205 » R4
2,2,3,3,4,4'55,6-NoCB 206
2,2,3,34,4,566 -NoCB 207

2,2,3,3,4,55,66 -NoCB 208
2,2,3,3'4,4',5,56,6 - DeCB 200 3 19%

CO-ELUTIONS

180 + 193

197 + 200
198 + 199
198 + 199
197 + 200

LAB
FLAG'

c180
KD JB
KD JB
ub
cCuD
CKDJB
C198
Cc197
KD JB
ub
DJB
KD JB
KD JB
ub
ub
up
KD JB

CLIENT ID:

Project No..
Sample Data Filename:

CONC.
FOUND

2.79
1.95

0.718

0.431

2.28

0.197
0.568

0.639

DETECTION

LIMIT

0.200
0.223
0.258
0172
0.253

0.171
0.180
0.233
0.175
0.159
10.5
9.05
9.62

0.137

LAB BLANK

N/A
PB5C_256 S:5

iON ABUND.
RATIO

0.75
1.41

0.99
2.92
3.73

(1) C = co-eluting congener; U = not detected; K = peak detected, but did not meet quantification criteria, result reported represents the estimated
maximum possible concentration; E = exceeds calibrated linear range, see dilution data; D = dilution data; Z = compound not requested; J = concentration

less than LMCL; B = analyte found in sample and the associated blank; X = results reported separately

These pages are part of a larger report that may contain information necessary for full data evaluation.

15449AD8_1.xls, S2 Approved by

L

QA/QC Chemist

0299

RRT

0.882
0.946

1.112

1.023

0.920

1.038
1.001

0.999
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AXYS METHOD MLA-010 Rev 05 CLIENTID:
PCB-TOTAL_209 LAB BLANK
Page 1 of 1
Form 1A
HOMOLOGUE TOTAL POLYCHLORINATED BIPHENYLS (PCB) ANALYSIS REPORT
Sample Collection: N/A

Lab Name: AXYS ANALYTICAL SERVICES Project No.: N/A

Contract No.: 4033 Lab Sample ID: WG15448-101 i2
Matrix: CORN OiL Sample Size: 2.00 g
Sample Receipt Date: N/A Initial Calibration Date: 18-Apr-2005
Extraction Dato: 06-Apr-2005 instrument 1D: HR QC/MS
Analysis Date: 18-May-2005 Time: 23:54:23 GC Column ID: SPB-OCTYL
Extract Volume (pL): 400 Blank Data Filename: PB5C_256 S:5
Injection Volume (uL): 1.0 Cal. Ver. Data Filename: PB5C_256 S:1
Dilution Factor: 20 Sample Datafiie(s): PB5C_256 S:5

DT53_107AS: 4

Concentration Units : ng/kg

PCB HOMOLOGUE GROUP LAB % X CONC. DETECTION

FLAG! OUND LIMIT
. P

Total Monochioro Biphenyls 45, 8.04 2.73

Total Dichloro Biphenyls 255 510 8.28

Total Trichloro Biphenyls =y f .% 303 4.51

Total Tetrachloro Biphenyls .2§‘5,§ 51.7 0.469

Total Pentachloro Biphenyls ST q r§ 75.9 0.697

Total Hexachloro Biphenyls §] 0.904
Total Heptachloro Biphenyls = 1.80 0.187
Total Octachioro Biphenyls [ ":L 2.28 0.258
Total Nonachloro Biphenyls U 10.5

Decachloro Bipheny! u 0.137
TOTAL PCBs 1eg 221

{1} U = Not detected
(2) All header information pertains to the mnitial instrumental analysis of the sample extract.
Additional sample datafiles listed refer to secondary analysis of the sample extract.

These pages are part of a larger report that may contain information necessary for full data evaluation.

g7 3 4 4
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LDC #5822 A4 3
n ] fng;?

SDG #:%h gél 7

GC/HRMS Polychiorinated Biphenyls (EPA Method 1668)

//METHOD: HR
Were all reported results recaiculated and verlfied for all level IV samples?

Y /N NA
N _N/A

VALIDATION FINDINGS WORKSHEET
Sample Calculation Verification

Reviewer:

rage: ot/

2nd reviewer:__ k.~

Were all recalculated resulis for detected target compounds agree within 10.0% of the reporied resulis?

Concentration =  (A)(L}(D

Example:

(AJ(RRF)(V )(%S) /
A, = Area of the characteristic ion (EICP) for the Semple 1D S04
compound to be measured
AL =  Area of the characteristic ion (EICP) for the specific
internal standard }V Y,
R = Amount of internal standard added in nanograms Conc. = (5‘5"9{? 72 9 { Seoro ) { B
(ng)
2262f
VIR (2. 8 F 102 39 )
RRF =  Relative response factor of the calibration standard.
Vv, =  Volume or weight of sample pruged in millilters (mi) = /f ST L2 ‘? 55
or grams (g). %/
Dif Dilution factor.
%S =  Percent solids, appiicable to suils and solid
matrices only.
Reported Calculated
Concentration Concentration
# Sample ID Compound ( ) ( ) Qualification

RECALC 18




7
LDC #__13576B3 VALIDATION COMPLETENESS WORKSHEET Date£/Z/25

SDG #__ DPWG15926 Level IV Page: / /fof /_
Laboratory: AXYS Analytical Services, Lid. Reviewer:'é}/
2nd Reviewer: i, S

METHOD: HRGC/HRMS Polychlorinated Biphenyl Congeners (EPA Method 1668A)

| he samples listed below were reviewed for each of the foliowing validation areas. Validation lindings are nuled in altached
validation findings worksheets.

Validation Area C
‘ o , g/2~ 2/ ?55:‘”
1. Technical holding times Sampling dates:

HReFCs =
i, s instrument performance check

AR <22
b =< =25 7 34

118 Initial calibration

V. | Routine calibration

V. Blanks

VI. | Matrix spike/Matrix spike duplicates / () &A’P

LCs <RI

VIi. | Laboratory control samples

VIIi. | Regional quality assurance and quality control

IX. | Internal standards

£

X. | Target compound identifications

51 '?’0%'{ M fﬁ\f““\u

XI. | Compound gquantitation and CRQLs

X!i. | System performance

XII. | Overall assessment of data

XIV. | Field duplicates

o e i A R R

XV. | Field blanks

Note: A = Acceptable ND = No compounds detected D = Duplicate
N = Not provided/applicable R = Rinsate TB = Trip blank
SW = See worksheet FB = Fieid blank EB = Equipment blank
Validated Samples:
W Tieee =
1
1 | LDW-T1-F-SS-WB-comp-1 11 |LDW-T4-M-ES-WB-comp-1 21 |W& {5‘4—9»‘?6’ -0 1 |31
2 LDW-T2-B-SS-WB-comp-1 12 |LDW-T1-M-SC-HP-comp-1 22 ‘ 32
3 LDW-T3-C-58-WDB-comp-1 13 ILDW-T2-M-8C HP comp 2 23 33
4 LDW-T3-E-PS-WB-comp-1 14 |LDW-T1-M-ES-FL-comp-2DUP | 24 34
5 LDW-T1-M-E8-FL-comp-1 15 25 35
6 LDW-T1-M-ES-FL-comp-2 16 26 38
7 LDW-T2-M-ES-FL-comp-1 17 27 37
8 LDW-T2-M-ES-FL-comp-2 18 28 38
9 LDW-T3-M-ES-FL-comp-2 19 29 39
10 | LDW-T3-M-ES-WB-comp-2 20 30 40

13576B3W .wpd



LDC # (ZETEE > VALIDATION FINDINGS CHECKLIST Page:_/ o2
SDG# WG 15T Reviewer: S—

2nd Reviewer: jy O

Method: HRGC/HRMS Polychlorinated Biphenyls (EPA Method 1668)

Validation Area Yes | No | NA Findings/Comments

All technical holding times were met.

Cooler temperature criteria was met

Was PFK exact mass 380.9760 verified?

Were the retention time windows established for all homologues?

NNE

Is the static resolving power at least 10,000 (10% valley definition)?

Was the mass resolution adequately check with PFK?

Was the initial calibration performed at 5 concentration levels?

- o 4250) 56
Were all percent relative standard deviations (%RSD) < 28% for unlabeled standards
and < 30% for labeled standards?

Did all calibration standards meet the lon Abundance Ratio criteria?

NANMR

Was the signal to noise ratio for each target compound > 2.5 and for each recovery and
internal standard > 10?

Was a routine calibration performed at the beginning of each 12 hour period?

NA

o 40250 i
Were all percent differences (%D) < for unlabeled and labeled standards?

Was a method blank associated with every sample in this SDG?

AN

Was a method blank performed for each matrix and concentration?

Was there contamination in the method blanks? If yes, please see the Blanks validation j/
completeness worksheet

this SDG? If no, indicate which matrix does not have an associated MS/MSD. Soil / /
Water.

Were a matrix spike (MS) and matrix spike duplicate (MSD) analyzed for each matrix in
pul’
i
i

Were the MS/MSD percent recoveries (%R) and the relative percenl differences (RPD) /
within the QC limits?

Was an LCS analyzed for this SDG? <

Was an LCS analyzed per exiraction baich? 7

Were the LCS percent recoveries (%R) and relative percent difference (RPD) within the / ‘
~ i

PCR-16868.1V version 1.0



LDC # /32852 VALIDATION FINDINGS CHECKLIST Page: ~>of >

SDG #./24 ;ft_fg g*"f‘?é/ Reviewer &—
7 / / 2nd Reviewer:_pi

Validation Area Yes | No | NA Findings/Comments

Were performance evaluation (PE) samples performed?

les within the acceptance limits?

For polychiorinated biphenyl congeners with associated labeled standards, were the
retention times of the two quantitation peaks within -1 to 3 sec. of the RT of the labeled
standard?

For polychlorinated biphenyl congeners without associated labeled standards, were the
relative retention times of the two quantitation peaks within 0.005 time units of the RRT /
measured in the routine calibration?

For other polychlorinated biphenyl congeners, were the retention times of the two
uantitation peaks within RT established in the performance check solution?

Did compound spectra contain all characteristic ions listed in the table attached?

Was the lon Abundance Ratio for the two quantitation ions within criteria?

Does the maximum intensity of each specified characteristic ion coincide within + 2

Was the signal to noise ratio for each target compound and labeled standard > 2.5? /
seconds (includes labeled standards)? /

Was an acceptable lock mass recorded and monitored?

Were the correct internal standard (IS), quantitation ion and relative response factor
(RRF) used to quantitate the compound? i

Were compound quantitation and CRQLs adjusted to reflect all sample dilutions and dry
weight factors applicable to level IV validation? /

System performance was found to be acceptable.

Overall assessment of data was found to be acceptable. /

Ficid duplicate pairs were identified in this SDG /

Target compounds were detected in the field duplicates. {/

Field blanks were identified in this SDG.

Target compounds were detected in the field blanks.

PCB-1668.1V version 1.0
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AXYS METHOD MLA-010 Rev 03 CLIENT ID:
- 1668A-51_209 Form 1A LAB BLANK
Page 10f6 PCB CONGENER ANALYSIS REPORT
S
_ Sample Collection: N/A
J— {.ab Name: AXYS ANALYTICAL SERVICES Projeot Number: MIA
- Contract No.: 4033 Lab Sample I1D: WG15450-101
e Matrix: TISSUE Sample Size: 2.00 g
7 Sample Receipt Date: N/A Initial Calibration Date: 18-Apr-2005
ad Extraction Date: 14-Apr-2005 Instrument ID: HR GC/MS
Analysis Date: 24-Apr-2005 Time: 23:33:51 GC Column ID: SPB-OCTYL
‘Extract Volume {(pL): 400 Sample Data Filename: PB5C_208 8:5
Injection Volume (uL): 1.0 Blank Data Filename: PB5C_208 S:5
Dilution Factor: 20 Cal. Ver. Data Filename: PB5C_208 S:1
Congcentration Units : ng/kg
COMPOUND IUPAC &X CO-ELUTIONS LAB CONC. DETECTION  ION ABUND. RRT
NO. FLAG' FOUND LIMIT RATIO
o= 2-MoCB 1 12385 DJB 257 143 2.78 1.001
3-MoCB 2 13 TS DJB 2.75 1.54 2.95 0.988
4 -MoCB 3 2%.% KD JB 5.70 1.72 5.58 1.000
2,2' - DICB 4 ub 9.84
2,3-DiCB 5 ub 7.45
2,3'-DiCB 6 uD 7.23
2,4-DiCB 7 ub 7.14
2,4'-DiCB 8 ub 6.71
2,5-DiCB 9 ub 7.01
2,6 - DICB 10 ubD 7.21
3,3 -DiCB 1 ub 7.70
3,4 -DiCB 12 12+13 cup 7.46
o 3,4'-DiCB 13 12+13 ci12
3,5-DiCB 14 ub 7147
e 4,4' - DICB 15 ubD 8.63
2,2',3 - TriCB 16 _ uD 1.52
s 2,24 - TriCB 17 1=, 5? KD JB 279 1.33 2.02 1.138
2,2',5 - TriCB 18 i:)_‘? 18+ 38U C KD JB 2.56 1.13 1.94 1.114
¥ 2,26 -TriCB 19 up 1.48
2,3,3' - TriCB 20 lzf— é 20+ 28 cDJB 4.92 0.781 0.89 0.848
5»; /\\ 24-05-2005
15450AD1_1.xls. S2 Approved by: w’fi QA/QC Chemist - dd-mm-yyyy
- 0213

= Y6 AXYS ANALYTICAL SERVICES LTI 7080 2219, 2045 WMILLS RD. WEST. SIDNEY, B.C.. CANADA V8L 358 TEL (250) 655-5800 FAX (250) 6555811
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AXYS METHOD MLA-010 Rev 05
Form 1A

Page 2 0f 6

Lab Sample ID:

COMPOUND

2,3,4 - THCB
2,3,4' - TriCB
2,3,5 - TriCB
2,3,6 - TriCB
2,34 - TriCB
2,35 - TriCB
2,36 - TriCB
2,4,4' - TriCB
2,4,5 - TriCB
2,4,6 - TriCB
2,45 - TriCB
2,46 -TriCB
23,4 - TriCB
2'3,5 - TriCB
3,3'4 - TriCB
3,3'5-TriCB
3,4,4' - TriCB
3,4,5 - TriCB
3,45 - TriCB
2,2'3,3' - TeCB
2,2'3,4 - TeCB
2,2'3,4' - TeCB
2,2,3,5-TeCB
2,2'3,5' - TeCB
2,2,3,6 - TeCB
2,2'3,6' - TeCB
2,2'4,4' - TeCB
2,2'/4,5 - TeCB
2,2'4,5 - TeCB
2,2',4,6 - TeCB
2,2'4,6'- TeCB
2,255 - TeCB
2,2'5,6' - TeCB
2,2',6,6' - TeCB
2,3,3',4 - TeCB
2,3,3'.4 - TeCB
2,3%,5.-TeCRB
2,3,3,5 - TeCB
2,3,3,6 - TeCB
2,3,4,4' - TeCB
2,3,4,5 - TeCB
2,3,4,6 - TeCB
2,345 - TeCB

15450AD1_1.xis, 52

WE15450-101

NOC.

21
22
23
24
25
26
27
28
29
30
31

32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
&0
51

52
53
54
55
56
57
58
59
60
81

62
63

UPAC
. GX

(o ®
2.
gz{;:wc‘;

e 4s

435
<4 zs

2 BFS
20 . S

2@45

AT 4G 01+70+ 74+ 70

Approved by:

CC-ELUTIONS

21+ 33

26+ 29
20 +28

26 + 29
18+ 30

21+33

40+41+71
40+41+T71

44 + 47 + 85

45 + 51

44 + 47 + 65

49 + 69
50 + 53
45 + 51

50 + 53

59 +62+75

50+62+75

LAB
FLAG!

cDJB
DJB
D JB
ub
ub
cDhuiB
uD
C20
C26
c18
DJB
D JB
c21
ub
ub
KD JB
DJB
ub
ub
cuD
C40
ubD
up
CKDJB
cub
ub

ub

cuD
cuD

C45
KD JB
C50
ubD
ub
ubD
ubD
ub
cuD
ub
cDJd
C59
ub

W7/ s VAN

CLIENT ID:

Project Number:

Sample Data Filename:

CONC.
FOUND

2.00
1.62
2.45

1.29

2.87
0.870

0.767

417

7.50

5.89

2.569

DETECTION
LIMIT

0.790
0.824
0.827
0.987
0.736
0.772
0.945

0.780
0.840

0.836
0.924
0.735
0.788
0.803
0.808
2.28

2.36
2.47
2.05
218
2.58

2.20

1.90
2.1

2.18

1.70
4.87
4.83
4.75
4.60
1.66
4,75
4.57

4.51

QA/QC Chemist

LAB BLANK

N/A
PBEC_208S:5

ION ABUND.
RATIO

1.18
1.08
0.94

1.156
1.09

0.48

0.90

0.53

0.53

0.72

RRT

0.857
0.872
1.273

1.300

0.837
1.195

0.930

1.001

1.286

1.235

0.87¢

24-05-2005
dd-mm-yyyy

9l AXYS ANALYTICAL SERVICES LTI 10 80X2219, 2045 AILS RD. WEST SIDNEY, B.C., CANADA V8L 358 TEL (250; 655-5800 FAX (250) 655-5811



AXYS METHOD MLA-010 Rev 05
Form 1A
Page 3of 6

Lab Sample ID: WG15450-101

COMPOUND

2,3,4',6 - TeCB
2,3,5,6 - TeCB
2,344 - TeCB
2,345 -TeCB
2,345 . TeCR
2,3,4,6 - TeCB
2,3'4',5 - TeCB
2,3'4',6 - TeCB
2,3',5,5" - TeCB
2,356 - TeCB
2,44'5-TeCB
2,4,4'6 - TeCB
2'34,5-TeCB
3,344 - TeCB
3,3'4,5 - TeCB
3,3'4,5' - TeCB
3,3'5,5' - TeCB
3,4,4'5-TeCB
2,2,3,3'4 - PeCB
2,2'3,3,5 - PeCB
2,2',3,3',6 - PeCB
2,2'3,4,4' - PeCB
2,2'3.4.5 - PeCB
2,2,3,4,5' - PeCB
2,2'3,4,6 - PeCB
2,2'3,4,6' - PeCB
2,2',3,4',5 - PeCB
2,2,3,4,6 - PeCB
2,2',3,5,5 - PeCB
2,2,3,5,6 - PeCB
2,2',3,5,6' - PeCB
2,2'3,5',6 - PeCB
2,2'3,6,6' - PeCB
2,2'3'4,5 - PeCB
2,2,3'4,6 - PeCB
2,2'4,4'5 - PeCB
2,2'4,4'6 - PeCB
2,2,4,55 - PeCB
2,2,4,5,6' - PeCB
2,2',4,5',6 - PeCB
2,2,4,6,6° - PeCB
2,3,3',4,4' - PeCB
2,3,34,5-PeCB

15450AD1_1.xs, 52

pPac 4 CO-ELUTIONS
X

NO.
64

65 44+ 47 +85

66

67

88

69 49 + 69

70 61+70+74+76
71 40+ 41+ 71

72

73

74 61+70+74+76
75 59+ 62 +75

76 61+70+74+76
77

78

79

80

81

82

83 Bs, 6% 83+ 99

84

85 ;33 85+ 116 + 117

86 3’57’.‘?'§86+87+97+103+119+125
87 86+ 87 + 97 + 108 + 119 + 125
88 88 + 91

89

90 < 90 +101 + 113

91 88 +91

92 =275

93 93 + 95 + 98 + 100 + 102
94

95 93 + 95 +98 + 100 + 102
% .63

97 86 + B7 + 97 + 108 + 119+ 125
98 93 + 95 + 98 + 100 + 102
99 83 +99

100 93 + 95+ 98 + 100 + 102
101 80+ 101+ 113
102 93+ 95 + 98 + 100 + 102
103

104 & 20

105 27.5%

106

Approved by

LADL
FLAG!

uD
C44
ubD
ub
uD
C48
Ce1
C40
ub
ub
ce1
C59
Cce1

ub
ubD
ub

ub
cDJB

ubD
CcDJB

cDJB
C86

CcCubD
ub
cDJB
Cc8s8
DJB
cup
ub
ca3
KD JB
Cs6
ca3
C83
C83
ey
Co3
ubD
KD JB
DJB
ub

iaa %N

CLIENT ID:

Project Number:

Sample Data Filename:

CONGC.
FOUND

6.13

2.76
7.89

2.55

0.326

1.00
5.61

DETCCTION
LIMIT

1.58

4.47
4.28
4.20

4.54
1.55

4.69
3.96
4.02

1.89
1.58
1.70
1.33
1.42

1.82
1.65
1.42

1.55
1.50
1.58

0.263

1.35
0.275
1.68
1.43

QA/QC Chemist

Ed

LAB BLANK

NIA
PB5C_208 S:5

ION ABUND.
RATIO

1.44

1.45
1.72

1.34

1.48

0.79

1147
1.50

0215

RRT

0.887

0.920
0.902

0.870

0.853

1.012

1.000
1.000

26-05-2005
dd-mm-yyyy

) <
Q/K{@ AXYS ANALYTICAL SERVICES LTTL> 10802219, 2045 MILLS RD. WEST, SIDNEY, 2., CANADA V8L 358 TEL (250) 655-5800 FAX (250) 6555811
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AXYS METHOD MLA-010 Rev 05
Form 1A

Page 4 of 6

Lab Sample 1D:

COMPOUND

2,3,3,4',5 - PeCB
2,3,3,4,5 - PeCB
2,3,3'4,6 - PeCB
2,3,3,4",6 - PeCB
2323 558 . PaCR
2,3,3'5,8 - PeCB
2,3,3,5.6 - PeCB
2,3,4,4'5 - PeCB
2,3,4,4',6 - PeCB
2,3,4,5,6 - PeCB
2,3,4',5,6 - PeCB
2,3',4,4',5 - PeCB
2,3'4,4'6 - PeCB
2,3'4,5,5 - PeCB
2,3'4,5'6 - PeCB
2.,3,3',4,5 - PeCB
2'3,4,4'5 - PeCB
2'3,4,5,5 - PeCB
2,3,4,5,6' - PeCB
3,3'4,4'5 - PeCB
3,3'4,5,5 - PeCB
2,2'3,3'4,4' - HXxCB
2.23.3.4.5 - HXCB
2,2'3,3'4,5 - HxCB
2,23,3',4,6 - HXCB
2,2',3,3',4,6' - HXCB
2,2'3,3',5,5 - HXCB
2,2',3,3',5,6 - HXCB
2,2,3,3",5,6' - HXCB
2,2',3,3,6,6' - HxCB
2,2',3,4,4',5 - HXCB
2,2,3,4,4',5 - HXCB
2,2',3,4,4',6 - HXCB
2,2',3,4,4'6' - HxCB
2,2'3,4,5,5 - HxCB
2,2',3,4,5,6 - HXCB
2,2',3,4,5,6" - HXCB
2,2'3,4,5'6 - HxCB
2,2,3,4,6,6' - HXCB
2,2'3,4',5,5 - HxCB
2,2',3,4'5,6 - HXCB
2,2'3,4',5,6' - HXCB
2,2'3,4',56 - HXCB

15450AD1_1.xls, 82

WGE15450-101

HUPAGC CO-BLUTIONS LAB CONG. DETECTION HUN ABUND,
NO. =X FLAG FOUND LIMIT RATIO
a¢
107 {777 107 + 124 CDJB 3.59 1.72 1.38
108 86+ 87 + 97 + 108 + 119 + 125 css
109 UD 132
110 3’%(?,‘%5 110+ 115 cDJB 7.89 122 1,50
141 [Ein] 1.24
112 UD 1.21
113 _ 90+101+113 co0
114 1B 45 DJB 3.69 1.60 1.34
115 110+ 115 c110
116 85+ 116 + 117 c85
nr 85+ 116+ 117 c85
118 44. DJB 9.84 1.45 1.60
119 86 + 87 + 07 + 108 + 119 + 125 c86
120 uD 1.21
121 uD 118
122 up 1.73
123 X
124 107 + 124 c107
125 86 + 87 + 97 + 108 + 119 + 125 c86
126 X
127 up 1.60
128 54‘2 128 + 166 cDJB 3.84 2.08 112
120 & 3 129+138+160 + 163 cDJB 126 2.03 113
130 ) 2.41
131 ub 2.25
132 up 2.29
133 ) 2.18
134 134 + 143 cuD 2.42
135 (1. 5% 4354151+ 154 CDJB 2.31 0.340 1.14
136 ub 0.260
137 ub 2.30
138 129 + 138 + 160 + 163 c129
139 139 + 140 cup 1.89
140 139 + 140 C139
141 up 2.32
142 uD 2.27
143 134 + 143 c134
144 up 0.345
15 |18 DJB 0.356 0.278 141
146 11].* KD JB 2.24 2.02 0.55
147 45 ) 147 + 149 coJs 8.02 2.14 1.37
148 uD 0.358
149 147 + 149 c147
Approved by: QA/QC Chemist

CLIENT ID: LAB BLANK
Project Number: NIA

Sample Data Filename: PB5C_208 8:5

- 0218

RRT

0.891

0.925

1.000

1.000

0.959
0929

1.104

1.037
0.885
1.132

26-05-2005
dd-mm-yyyy

’})X@ AXYS ANALYTICAL SERNVICES LT LD p0.80X 2219, 2045 MLLS RD, WEST, SIDNEY, 8.0, CANADA V8L 358 TEL (250) 455-5800 FAX (250) 455-5811
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AXYS METHOD MLA-010 Rev 05 CLIENT ID: LAB BLANK

Form 1A
) Page5of8 “roject Number: N/A
e Lab Sample ID: WG15450-101 Sample Data Filename: PB5C_208 5:5
7 COMPOUND WPAC , CO-ELUTIONS LAR GONC. DETECTION ION ABUND. RRT
i NO. é}”‘ﬂ rLac! FOUND LIMIT RATIO
2,2',3,4',6,8" - HxCB 150 ub 0.255
2,2,3,5,5.6 - HxCB 151 135+ 151 + 154 C135
2,2',3,5,6,6' - HxCB 152 uD 0.254
2,2,4,4,5,5 - HXCB 153 &1 153 + 168 CKDJB 1.4 1.74 1.03 0.899
2,2' 4,4 5,6 - HXCB 154 ' 135+ 151 + 154 c135
2,2 4,468 . HxCR 155 un 0250
2,3,3'4,4',5 - HxCB 156 4—% (/: 156 + 157 cDJB 8.30 2.56 1.08 1.000
. 2,3,3,44,5 - HxCB 157 . 156 + 157 C156
I 2,3,3,4,4',6 - HXCB 158 & 1 DJB 1.82 1.64 1.41 0.938
- 2,3,3'4,5,5 - HxCB 159 uD 1.85
2,3,34,5,6 - HxCB 160 129 + 138 + 160 + 163 C129
2,3,3'4,5',6 - HxCB 161 ub 1.74
2,3,3'4',5,5 - HxCB 162 ub 1.81
2,3,3'4'5,6 - HxCB 163 129 + 138 + 160 + 163 C129
2,3,3',4',5,6 - HxCB 164 ub 1.83
2,3,3',5,5,6 - HxCB 165 ub 1.80
. 2,3,4,4',5,6 - HXCB 166 128 + 166 c128
o 2,3'4,4'5,5' - HxCB 167 -2‘ . 3 DJB 4.22 1.86 1.20 1.001
2,3'4,4',5',6 - HxCB 168 153 + 168 C153
3,3'4,4'5,5' - HxCB 169 4-,,. X
g 2,2",3,3,4,4',5 - HpCB 170 149.77 D JB 3.89 0.436 0.90 0.936
i 2,2',3,3',4,4',6 - HpCB 171 S 5 171+ 173 CKDJB 1.06 0412 2.31 1.161
2,2',3,3',4,5,5' - HpCB 172 {0, 2& DJB 2.05 0.436 0.95 0.898
2,2',3,3',4,5,6 - HpCB 173 171+ 173 c171
2,2',3,3',4,5,6' - HpCB 174 up 0.380
2,2',3,3',4,5',6 - HpCB 175 ub 0.354
2,2',3,3',4,6,6' - HpCB 176 ub 0.266
2,2',3,3',4",5,6 - HpCB 177 ]~ % DJB 2.36 0.394 1.01 1.145
2,2',3,3,5,5',6 - HpCB 178 4. 12 KD JB 0.824 0.357 2.36 1.086
2,2',3,3',5,6,6' - HpCB 179 & &5 KD JB 1.33 0.259 1.25 1.009
2,2',3,4,4'5,5 - HpCB 180 7.5 180 + 193 cDJB 10.1 0.354 0.98 0.911
2,2',3,4,4',5,6 - HpCB 181 up 0.392
2,2',3,4,4'5,6' - HpCB 182 4.7 DJB 1.80 0.378 1.06 1115
2,2'3,4,4',5'6 - HpCB 183 — 183 + 185 cup 0.370
| 2,2',3,4,4'6,6'-HpCB 184 4{- . 6% KD JB 0.830 0.250 3.58 1.025
i 2,2',3,4,5,5,6-HpCB 185 183 + 185 C183
2,2',3,4,5,6,6' - HpCB 186 =2 «Argg DJB 0.491 0.277 1.08 1,047
) 2,2'3,4',5,5',6 - HpCB 187 24 4 DJB 5.88 0.338 1.13 1.109
(\ 2,2',3,4',5,6,6 - HpUB 88 . D JB 2.04 0.268 0.93 1.000
y 2,3,3',4,4',5,5 - HpCB 189 =22 .% DJB 444 0.267 115 1.000
2,3,3',4,4',5,6 - HpCB 190 {1 ] KD JB 222 0.325 445 0.947
3 2,3,3'4,4,5',6 - HpCB 191 73 KD JB 1.46 0.326 2.84 0.919
)' 2,3,3',4,5,5'6 - HpCB 192 2 &> KD JB 0.704 0.344 0.38 0.903
A
28-08-2005
15450AD1_1.4s, 82 Approved by: QA/QC Chemist dd-mm=yyyy

- 0217

@ﬁ{@ AXYS ANALYTICAL SERVICES LTD5 £0.80%2219, 2045 MLLS RD. WEST, SIDNEY, 8.0, CANADA V8L 358 TEL (250) 655-5800 FAX (250) 655-5811




AXYS METHOD MLA-010 Rev 05 CLIENT iD: LAB BLANK

Form 1A
Page 60of 6 Project Number: NIA
- Lab Sample ID: WG15450-101 Sample Data Filename: PB5C_208 S:5
s COMPOUND IUPAC CO-ELUTIONS LAB CONC. DETECTION  ION ABUND. RRT
NO. f"” X FLAG' FOUND LimMIT RATIO
2,3,2,4,5,5,6 -HpCB 193 180 + 193 Cc180
. wm 2,2,3,3,4,4'5,5 - 0cCB 194 up 0.366
2,2',3,3',4,4',5,6 - OcCB 195 ub 0.430
- 2,2,3,3',44'5,68 -0cCB 196 4 7 - KD JB 0.940 0.589 2.15 0917
2,2',3,3',4,4',6,6' - OcCB 197 2, B> 197 + 200 CKDJB 0.563 0.456 1.85 1.046
= 2,2',3,3',4,5,5,6 - OcCB 198 4« 3;‘% & 198 + 199 CKDJB 0.979 0.599 12.31 1112
2,2',3,3'4,5,5,6'- 0cCB 199 198 + 199 C198
- 2,2,3,3'4,5,6,6' - 0cCB 200 197 + 200 c197 -
o 2,2',3,3'4,5,6,6'-0cCB 201 S é%” KD JB 1.08 0.455 0.60 1.023
) 2,2',3,3',5,5',6,6" - OcCB 202 77, ;‘C KD JB 1.52 0.480 1.1 1.001
- 2,2',3,44',5,5,6 - 0cCB 203 ubD 0.540
2,2'3,4,4'5,6,6' - OcCB 204 ub 0.458
S 2,3,3,4,4',5,5,6 - OcCB 205 upD 0.222
2,2',3,3'4,4',5,5',6 - NoCB 206 ub 16.1
2,2',3,3'4,4',5,6,6' - NoCB 207 up 14.0
2,2',3,3',4,5,5'6,6' - NoCB 208 up 15.8
oo 2,2',3,3'4,4',5,5,6,6' - DeCB 209 ¢ x5 D JB 3.60 0.434 0.66 1.000

(1) C = co-eluting congener; U = not detected; K = peak detected, but did not meet quantification criteria, result reported represents the estimated
= maximum possible concentration; E = exceeds calibrated linear range, see dilution data; D = dilution data; Z = compound not requested; J = concentration
less than LMCL; B = analyte found in sample and the associated blank; X = results reported separately

These pages are part of a larger report that may contain information necessary for full data evaiuation.

s

ksl

74 W/\\ 24-05-2005
15450AD1_1.xls, 82 Approved by: /" QA/QC Chemist D 2 ’i 8 dd-mm-yyyy

gl AXYS ANALYTICAL SERNVICTES LTI 20 80X 2219, 2045 #ILLS R0, WEST, SIDNEY, 5.C., CANADA V8L 358 TEL (250) 4555800 FAX (250) 4555811




AXYS METHOD MLA-010 Rev 05

1668A-DB1-82_D1
Page 1 of 1

Form 14

PCB CONGENER ANALYSIS REPORT

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:

4033
TISSUE

N/A

Sample Colisction:
Project No.:

Lab Sample ID:
Sample Size:

Initial Calibration Date:

LIENT ID:
LAB BLANK
N/A
N/A
WG15450-101
2.00 g

04-Apr-2005

= Extraction Date: 14-Apr-2005 Instrurent ID: HR GC/MS
- Analysis Date: 22-Apr-2005 Time: 1:14:02 GC Column ID: DB-1
= Extract Volume (uL): 20 Sample Datafile: DT53_1138:5
- Injection Volume (uL}): 2.0 Blank Data Filename: DT583_1138:5
- Ditution Factus. N/A Cal. Ver. Data Filename: DT53_113 8: 1
Concentration Units : ng/kg
COMPOUND IUPAC CO-ELUTIONS LAB CONC. DETECTION ION ABUND. RRT
B NO. FLAG' FOUND LIMIT RATIO
3,3,4,4' - TeCB 77 =2 ,q JB 0.580 0.250 0.88 1.001
tw 3,445 -TeCB 81 U 0.250
— 2,3,34,4' - PeCB 105
2,3,44.5-PeCB 114
o 2,3,4,4'5 - PeCB 118
- 2'3,4,4'5 -PeCB 123 i. 47T JB 0.294 0.250 1.53 1.001
3,3,4,4'5 - PeCB 126 g N '-g X JB 0.276 0.250 1.40 1.001
2,3,3'4,4,5 - HxCB 156
Led 2,3,3'4,4',5 - HxCB 157
2,3'.4,4'5,5 - HXCB 167
—_ 3,3,4,4'5,5" - HxCB 169 U 0.428
o 2,2',3,3'4,4',5 - HpCB 170
2,2',3,4,4',5,5' - HpCB 180
= 2,3,3,4,4,5,5' - HpCB 189
LER
(1) U = not detected; K = peak detected, but did hot meel yuastification criteria, result reported reprasents the estimated maximum
= possible concentration; E = exceeds calibrated linear range, see dilution data; D = dilution data; Z = compound not requested; J =
concentration less than LMCL; B = analyte found in sample and the associated blank; X = results reported separately
These pages are part of a laiye: report that may contain informatinn necessary for full data evaluation.
e
-
24-05-2005
15450cAD1_1.xls, 52 Approved by: (/%W\ QAIQC Chemist dd-mm-yyyy
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AXY 3 METHOD MLA-G1D Rev 05
PCB-TOTAL_209
Page 1 of 1

Lab Name: AXYS ANALYTICAL SERVICES

Contract No.:

Matrix:

Sample Receipt Date:
Extraction Date:
Analysis Date:
Extract Volume {pl.):
Injection Volume (uL):
Dilution Factor:
Concentration Units :

PCB HOMOLOGUE GROUP

Total Monochloro Biphenyls
Total Dichloro Biphenyls
Total Trichloro Biphenyis
Total Tetrachloro Biphenyls
Total Pentachloro Biphenyls
Total Hexachloro Biphenyls
Total Heptachloro Biphenyls
Total Octachloro Biphenyls
Total Nonachlore Biphenyls
Decachloro Biphenyl

TOTAL PCBs

{1) U = Not detected
@)

4033
TISSUE

N/A
14-Apr-2005
24-Apr-2005
400

1.0

20

ng/kg

Form 1A
HOMOLOGUE TOTAL POLYCHLORINATED BIPHENYLS (PCB) ANALYSIS REPORT

Time: 23:33:51

Sample Collection:
Project Number:

L.ab Sampie ID:
Sample Size:

Initial Calibration Date:

Instrument ID:

GC Column ID;
Blank Data Filename:
Cal. Ver. Data Filename:

Sample Datafile(s):

All header information pertains tn the initial Instrumental analysis of the sample extract.

Additional sample datafiles listed refer to secondary analysis of the sample extract.

These pages are part of a larger report that may contain information necessary for full data evaluation.

1B45GPCBTOTAL 1.ds. 83

Approved by:

5% LAB CONC. DETECTION
FLAG' FOUND LiMIT
=24 5% 5.31 172
U 9.84
(e | 20.2 1.52
=2 102 0.250
30 60.6 0.250
=zeT 414 0.428
[6s.& 33.1 0.436
u 0.599
u 161
[ 3.60 0.434

174
M/\’/\ QA/QC Chemist

CLIENT 1D:
LAB BLANK

N/A

N/A

WG15450-101

2.00 g
19-Apr-2005

HR GC/MS

SPB-OCTYL
DB-1
PB5C_208 8:5

PB5C_208 S:1

PB5C_208 S:5
DT53_113S:5

25-05-2005
dd-mmeyyyy

0223
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LDC #:[35 (4] VALIDATION FINDINGS WORKSHEET Page:___/of/
SDG #: DPul g’ﬁ@é Sample Calculation Verification Reviewer:.___&—

_ 2nd reviewer: 1z,
METHOD: HRGC/HRMS Polychlorinated Biphenyls (EPA Method 1668)
Y N/A Were all reported results recalculated and verified for all level IV samples?
Y /N N/A Were all recalculated results for detected target compounds agree within 10.0% of the reported resulis?
Concentration =  (AJL)({DF) Example:
{AJRRR)(V,) (%S) ,
A, =  Area of the characteristic ion (EICP) for the Sample 1.D. ’/ R B/_ZBT :
compound to be messured ' '
Al =  Area of the characteristic ion (EICP) for the specific
internal standard
R = Amount of internal standard added in nanograms Conc. = (“‘%Zé 8?‘? g ) ( W Y { / )
{ng) f
@3l (o2 0 219 )
RRF =  Relative response factor of the calibration standard. /
v, =  Volume or weight of sample pruged in miliiers (mi) - TM L hg
or grams (g). ! : P
Df = Dilution factor. y X
%S =  Percem sollds, applicable to scils and solid
matrices only.

Reported Calculated
Concentration Concentration
# Sample ID Compound { ) ( ) Qualification

RECALC.18





