


@ :’::}L?ﬁ“&f’;;w SAMPLE ANALYSIS REQUEST
P/ T1 FIELD SECTION
Collector W. S¢ zer/B.E. lInnis Date Sampled Aﬁ%gs}é/ Time hours
Compa 'Contact _B.E. Innis Telephone ( 509 ) 376 7690
| Numb T f !
;:r:\‘;:r umber 22?“:&:3 Sample Type of Sample* Analysis Requested
1, Amber Glass, 500ml soil PCB's, CLP Metals, Anions (F,S04,N0O2,NO3),
/ pH, Ammonium
Bes4 K86 { [1h C) QaiallatimbBomimtmpm o= O T pITT#BELa, C0-60,5r-90,Cs-137,U-235
\ U-238
\l, Amber Glass, 125ml soi | CLP VOA
|1, Amber Glass, 500ml s0il PCB's, CLP Metals, Anions (F, S04, NO2, NO3)
pH, Ammonium
A2/487 (|1, ererr—crree—smomr——o1T Cross Nphasgets, Co-60, Sr-90, Cs-137,
U-235, U-238
1, Amber Glass, 125ml sc | CLP VOA
1, Amber Glass, 500ml soil PCB's, CLP Metals, Anions (F, S04, NO2, NO3)
/ pH, Ammoniun
SR8 ( ] ;bbb ersrab0mlanmtm—pguisameemtacaha s \1pha/Beta, Co-60, Sr-90, Cs-137,
\ U-235, U-238
\l. Amber Glass, 125m} sui CLP VUA

Field Information** Samples taken from 300-FF-l(borehol@Qit ¥ RS-/ Ro7
[

special Handling and/or Storage _Samples must be maintained at 4°Celsius

Possil :Sample Hazards DIl Y

VRS EL LE D

PART Il: LABORATQORY SECTION

Received by

Kinanah 13w

Analysis Required _

Title Snulale, Contpol So[pef-' 508

Date 0 30 -9¢

*Indicate whether sample is soil, studge. water_ etc



@ Hantore Company SAMPLE ANALYSIS REQUEST
PART I: FIELD SECTION ]
Coll tor W. Setzer/B.E. Innis Date Sampled jO'/A{’/4‘/ Time hours

Con any Contact B.E. lnniS ]’e]ephone ( 509 ) 376 7690
S { Numb T f
NZ':,'E',:, e 2';::;2::: Sample Type of Sample* Analysis Requested
1, Amber Glass, 500mi soil PCB's, CLP Metals, Anions (F,S04,NO2,NO3),
pH, Ammonium
Lo K7 { | /Beta, Co-60,5r-90,Cs-137,0-235
\ U-238
\1, Amber Glass, 125ml soil CLP VOA
|1, Amber Glass, 500mI s0i 1 PCB's, CLP Metals, Anions (F, S04, NOZ2, NO3)
] pH, Ammonium
Bo'4s0 (mmmeta, Co-60, Sr-90, Cs-137,
\ U-235, U-238
\1, Amber Glass, 125ml soi | CLP VOA
+—Amber—6lass—566mi sot+t PERSTTLP Metals, Antoms—<{F;—S5845—N025—N03)
/ pH,—Arsmar-n
(HJ.,_Llea.r_Glass.,_ﬂ.QﬂmL__——f 5o+ —ross hipha/Beta, (0o-60, Sr-20, Cs-137,
\ U~235-—U=238

l,_Amber Glass, 125ml ———soit—

g, Lol PPN /.; 3 /
&UD 2 /U/"Ty‘//

CCP—YOA

Field Information** Samples taken from 300-FF-Yf borehnle’/Pit §# 3INY RB—-/
—

Special Handling and/or Storage _Samples must be maintained at 4°Celsius

Possible San le Hazards L1002

(VAT IPT L

PART Il: LABORATORY SECTION

Received by Q(M ﬂ&m\, Title S)OM / ONTE S’ ViS5 Date _10-30-91
Analysis Required
*Indic  :whether sample s soil, sludge, water, etc
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INORGANIC ANALYSIS DATA VALIDATION CHECKLIST - FORM A-6

RO T: 200-¥F-| Q.S EVIEWER: 55

DATE: ¢ | -42-

ABORAT( Y: Y4 / SK e e _ CASE: |I~0b64

SDG:

AMPLES/MATRIX: 014904 (50 )

t Bolyay (" ),

I Rojyae C“ )
Aol G ™)
boryso "

1. COMPLETENESS AND CONTRACT Ci : LIANCE

Review the datap kage for completeness a . ¢ :k off the items below. If any datarev w

elements are missing contact the laboratory for : mittal of the omitted data.

Data Package Item Present?:

Case Narrative
Cover Page
Traffic Reports
Sample Data
Inorganic Analysis Data Sheets
Standards Data _
Initial and Continuing Calibration Verification
CRDL Standard for AA and ICP
QC Summary
Blanks
ICP Interference Check Summary
Spike Sample Recovery .
Post-Digestion Spike Sample Recovery
Duplicate
Laboratory Control Sample
Standard Addition Results
ICP Serial Dilutions
Instrument Detection Limits
ICP Interelement Correction Factors
ICP Linear Ranges
Preparation Log
Analysis Run Log
Raw Data
ICP Raw Data
Furnace AA Raw Data
Mercury Raw Data .
Cyanide Raw Data !
Additional Data
Intenal laboratory chain-of-custody -
Laboratory Sample Preparation Records ™\

- A6-1
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4

Data Package T N N "\\ Present?: Yes

N/A

Percent Solids Analysis Records ]
Reduction Formulae

Instrument Run Logs s
Chemist Notebook Pages

\I‘i\\ &

2. HOLDING TIMES
Have all samples been analyzed within holding times? _ ' Yes 'No N/A

ACTION: If any holding times have been exceeded qualify all affected résult.s as estimated (J for
detects and UJ for nondetects).

3. INITIAL CALIBRATIONS

Were all instruments calibrated daily, each set-up time and

were the proper number of standards used? : Yes No N/A
Are the correlation coefficients =0.995? . ' Yes No N/A
Was a midrange cyanide standard distilled? . Yes No N/A

ACTION: Qualify all data as unusable if reported from an analysis in which an instrument was not
calibrated or was calibrated with less than the minimum number of standards. Qualify associated
sample results >IDL as estimated (J) and results <IDL as estimated (UJ), if the correlation
coefficient is <0.995 or the laboratory did not distill the midrange cyanide standard.

"4. INITIAL AND CONTINUING CALIBRATI { VERIFICATION

Are ICV and CCV percent recoveries within control? Yes No N/A
Are there calculation errors? Yes No N/A

ACTION: Qualify all affected data in accordance with Section 8.3 of the validation requirements. If
calculation errors are noted, contact the laboratory for clarification.

5. ICP INTERFERENCE CHECK SAMPLE

Has an ICS sample been analyzed at the proper frequency? Yes No N/A
Are the AB solution %R values within control? Yes No NA
Are there calculation errors? : Yes No N/A

ACTION: Qualify all affected data in accordance with Section 8.3 of the validation requirements. If
calculation errors are noted, contact the laboratory for clarification.




' . ' WHC-SD-EN-SPP-002, Rev. 1
6. LABORATORY BLANKS
Are target analytes pre at in the laboratory bl  ¢s? Yes No N/A
ACTION: Qualify all associated sample results r any analyte <5 times the amount in any
laboratory blank as nondetected (U). If analyte concentrations in the blank are > CRDL or below the
negative CRDL, verify the laboratory has redigi 2d and reanalyzed associated samples with analyte
concentrations < 10 times the blank concentration. If the laboratory has not redigested and
reanalyzed the samples, note in the validation narrative.
7. FIELD BLANKS
Are target analytes present in the field blanks? Yes No N/A
ACTION: Qualify all sample results for any analyte <5 times the amount in any valid field blank as
nondetected (U).
8. MATRIX SPIKE SAMPLE ANALYSIS
Are spike recoveries within the control limits? Yes No N/A
ACTION: Qualify the affected sample data according to the following requirements:
If spike recovery is >125% and sample results are <IDL  qualification is required. If splke ‘
recovery is > 125% or <75% qualify all positive results as estimated (J). If spike recovery is 30%
to 74% qualify all nondetects as estimated (UJ). If spike recovery is <30%, reject all nondetects
(R). If the field blank has been used for spike analysis, note in the validation narrative.
9. LABORATORY CONTROL SAMPLE
Are percent recoveries within the acceptance limits? . Yes No N/A
Are there calculation errors? Yes No N/A
ACTION: Qualify the sample data according to the following requirements:

AQUEOQUS LCS - Qualify as estimated (J), all sample results >IDL, for which the LCS %R falls
within the range 50-79% or > 120%. Qualify as estimated (UJ), all sample results <IDL, for which
e LCS falls within the range of 50-79%. Qualify as unusable (R) all sample results, for which the

LCS %R <50%
SOL] LCS - Qualify as estimated (J), all sam : results >IDL for which the LCS result is outside

the established control limits. Qualify as estimated (UT), ail sample results <IDL for which the LCS
%R a lower than the established control limits.

AG3
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10. PERFORMANCE AUDIT ANALYSES \

Are the performance audit s iple results within the * '[

acceptance limits? Yes No N/A

ACTION: Note the results of the performance audit sample analyses in the data validation narrative.

11. DUPLICATE SAMPLE ANALYSIS

Are RPD values acceptable? . ‘ Yes No N/A
ACTION: Qualify the results for all associated samples of the same matrix as estimated (J) if the
RPD results fall outside the appropriate control limits. If field blanks were used for laboratory
duplicates, note in the validation narrative.

12. ICP SERIAL DILUTION

Are the serial dilution results acceptable? Yes No N/A
Is there evidence of negative interference? Yes No N/A
ACTION: Qualify the associated data as estimated (J) for those analytes in which the %D is outside
the control limits. If evidence of negative interference is found, use professional judgment to qualify
the data.

13. FIELD DUPLICATE SAMPLES

Do the RPD values exceed the control limits? Yes No N/A
ACTION: Note the results of the field duplicate samples in the validation narrative.

14. FIELD SPLIT SAMPLES

Do the RPD values exceed the control limits? Yes No N/A

ACTION: Note the results of the field split samples in the validation narrative.

1516. FURNACE ATOMIC ABSORPTION QUALITY CONTROL

Do all applicable analyses have duplicate injections? Yes No N/A
Are applicable duplicate injection RSD values within control? Yes No N/A
If no, were samples rerun once as required? Yes No 1A
Does the RSD for the rerun fall within the control limits? Yes No N/A
Were analytical spike recoveries within the control limits? | Yes No N/A -

A6
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COMMENTS (attach additional sheets as necessary)s.
. . hY
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VOLATILE ORGANIC DATA VALIDATION CHECKLIST - FORM A-1

PROJECT: Zo-tF-1 RS REVIEWER: S5 DATE: &~ =92
LABORATORY: 14 / 0L CASE: \|~00% SDG:
SAMPLES/MATRIX: Boir e (serill

PowrR7 (N )

o 4R ("

)
801409 ()

B4 S C™ )

1. DATA PACKAGE COMPLETENESS

Review the data package for completeness an check off the items below. If any data review
elements are missing contact the laboratory for submittal.

Data Package Item ’ Present?: Yes No N/A

Case Narrative

Data Summary

Chain-of-Custody

QC Summary
Surrogate report

MS/MSD report

Blank summary report

GC/MS tuning report

Internal standard summary report

Sample Data
Sample reports

TIC reports for each sample

RIC reports for all samples

Raw and corrected spectra for all detected results

Raw and corrected library search data for all reported TIC

Quantitation and calculation data for all TIC

Standards Data
Initial calibration report
RIC and quantitation reports for initi; calibration

Continuing calibration reports

RIC and quantitation reports for cont. calibrations
Internal standard summary repo

Raw QC Data :
Tuning report, spectra and mass lists

Blank analysis reports
TIC reponts for all blanks

RIC and quantitation reports for bl s - '

Raw and corrected spectra for all detécted results in blanks
Raw and corrected library search data for all reported TIC

~ ~

Al-l -

PR 2t

| KkkkK KRKRE RRKRRK KKk KRR
|
I




e
o 3
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at kage T N TN "\ Present?: Yes No N/A
Quantitation and calculation data for . TIC ] e
MS/MSD port forms , |9l
RIC and quantitation reports for MS/MSD X

Additional Dara
Moisture/% solids data sheets
Reduction formulae
Instrument time logs
Chemist notebook pages
Sample preparation sheets

NNRRK

' 2. HOLDING TIMES

Complete the holding time summary form sting all samples and dates of collection and analysis.
Were all samples analyzed within holding time? Yes No N/A
ACTION: If any holding times were exceeded, but not by greater than a factor of two, qualify
associated samples as estimated (J for detects or UJ for nondetects), otherwise reject all nondetects
(R) and qualify all associated detects as estimated (J).

3. INSTRUMENT CALIBRATION, TUNII 3 AND PERFORMANCE CHECKS

3.1 GC/MS TUNING AND PERFORMANCE CHECKS

Is a bromofluorobenzene tune report present for each applicable 12-h period? Yes No N/A

Do all tunes on all instruments meet the tuning criteria? Yes No N/A
Do all tunes on all instruments meet the expanded cfiteria? Yes No N/A
Has the laboratory made any calculation or transciption errors? Yes No N/A
Have the proper significant figures been reported? Yes No N/A

ACTION: If the mass calibration is out of specification but within the expanded criteria, qualify
associated data as estimated (J for detects or©  for nondetects). If all tuning criteria are missed,
qualify all associated data as unusable (R). '

3.2 INITIAL CALIBRATION

Is an initial calibration report provided for all

instruments? Yes No N/A
Are all RSD values <30% (2/88 SOW)? Yes No N/A

Are all RRF values 20.05 (2/88 SOW)? Yes No N/A

Al2
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" Are all applicable RSD values <20.5% (3190 SOW)? Yes No N/A
Are all applicable RSD values <40% (3/ SOW)? Yes No N/A
Are all applicable RRF values w in SOW limits (3/90 SOW)? Yes No N/A

Are all erratic performance compr d RRF values =0.01 (3/90 SOW)? Yes No N/A

ACTION: With the exception of compounds that exhibit erratic performance and making allowances
for up to two TCL compounds, if any RRF value is out of specification qualify all detected results for
the particular compound as estimated (J) and all nondetects as unusable (R). Making allowances for
up to two TCL compounds, if any RSD value is out of specification qualify all associated data as
estimated (J for detects or UJ for nondetects).

3.3. CONTINUING CALIBRATION

Is a continuing calibration report present for all 12-h periods

in which associated samples were analyzed? Yes No N/A
Are all RRF values >0.05 (2/88 SOW)? Yes No N/A
Are all %D values <25% (2/38 or 3/90 SOW)? | Yes No N/A
Are all %D values <40% (3/90 SOWY? Yes No N/A
Are all RRF values within SOW limits (3/9 SOW)? Yes No N/A

Are all erratic performance compound RRF values =0.01 (3/90 SOW)? Yes | No N/A

ACTION: With the exception of compounds that exhibit erratic performance and making allowances
for up to two TCL compounds, if any RRF value is out of specification qualify all associated detected
results as estimated and all nondetects as unusable (R). Making allowances for up to two TCL

cor ounds, if any %D is out of specification, qualify all associated results as estimated (J for detects
or UJ for nondetects).

4. BLANKS

4.1 LABORATORY BLANKS

Has the laboratory conducted a method blank analysis per matrix
for every 12-h period in which samples were analyzed? Yes No N/A

Are TCL compounds present in the laboratory blanks? Yes No - N/A
ACTION: Qualify all sample results < 10 time the highest blank concentration for the common

laboratory contaminants, as nondetects (U) or at the SQL if the result is <CRQL. Qualify all
remaining sample results <5 tit  the blank concentration in similar fashion.

-—
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5.3 PERFORMANCE AUDIT SAMPLES

Are the performance audit sample results
within the acceptance limits? Yes

No

ACTION: Note the results of the perfor  ;nce audit sample in the validation narrative.

6. PRECISION

6.1 MATRIX SPIKE/MATRIX SPIKE DUPLICATES
Are RPD values within specification? Yes

Are there any calculation errors? Yes

No

No

N/A

N/A

N/A

ACTION: Review the MS/MSD results in conjunction with other QC data such as field duplicates
and note the results in the validation narrative. If MS/MSD RPDs are out of specification and sample
results are > 5xCRQL qualify positive results for the specific class of compound (aromatics and non-
aromatics) as estimated (J). If it is determined from the review that out of specification MS/MSD
results are indicative of systematic problems in the laboratory such as sample preparation or sample-
specific matrix interferences this must be noted in the validation narrative along with the potential

affect on the sample results.

6.2 FIELD DUPLICATE SAMPLES

Are field duplicate RPD values acceptable? Yes
ACTION: Note the results of the field duplicate samples in thé validation narrative.
6.3 FIELD SPLIT SAMPLES

¢ field split RPD values acceptable? Yes
/ TION: Note the results of the field split samples in the validation narrative.

7. SYSTEM PERFORMANCE

7.1 INTERNAL STANDARDS PERFORMANCE

Are any internal standard area counts outside the
acceptance limits? Yes

Are retention times for any internal standard outside the
+30 second windows established by the most recent calibration check? Yes

/ ~ ION: If the area counts are outside the acceptance limits qualify all associated results as
estimate (J for detects or UJ for nondetects). it is determined fro the review that out of

No

No

No

No

N/A

N/A

N/A

- N/IA

specification area counts and relative retention times are indicative of systematic problems within the

laboratory the reviewer may consider rejection of all affected sample data (R).

N,
'.-
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WHC-SD-EN-SPP-002, Rev. 1
8. COMPOUND IDENTIFICATION AND QUANﬁ'{AnoN

8.1 COMPOUND IDENTH >ATION i

Are detected compounds within :t0.66 relative rete; on time units of the
associated calibration standard? Yes No N/A

Are all ions at a relative intensity of =10% in the standard spectra present in the '
sample spectra? _ Yes No N/A

Do the relative intensities between the standard and sample
spectra agree within 20%? Yes No N/A

Have all ions > 10% in the sample spectra that are not present
in the standard spectra beea reviewed for possible
background contamination? Yes No N/A

Are molecular ions present in the reference specrum present
in the sample spectrum? Yes No N/A

ACTION: If compound identification is in error and retention time and mass spectral criteria are
exceeded qualify all affected positive results as unusable (R). If cross-contamination between analyses
is suspected, qualify affected data as unusable (R). Note the results in the validation narrative.

8.2 REPORTED RESULTS AND QUANTITATION LIMITS

Has the laboratory used the correct RRF values and internal
standard(s) for quantitation? ‘ Yes No N/A

Are results and quantitation limits calculated properly? Yes No N/A

Has the laboratory reported the sample quantitation limits
within SxCRQL values? _ Yes No NA

ACTION: If the results and quantitation limits are in error contact the laboratory for clarification and
note in the validation narrative.

8.3 TENT A’I'IVEL.Y IDENTIFIED COMPOUNDS (TIC)

Has the laboratory conducted a spectral library search on
all candidate TIC peaks in accordance with the analytical SOW? Yes No N/A

Has the laboratory properly identified and coded all TIC? - Yes No N/A

AC DN: If the laboratory has failed to search the minimum number of TIC peaks in the
chromatogram contact the laboratory for submittal of the required data. Qualify as nondetects (U) ail
TIC compounds present in samples and blanks using the review criteria specified in the validation
requirements. If ..C identification is in error sample results should be qualified as nondetects (U) or
unusable (R). If TIC ideatifications are judged valid, qualify the results as presumptive and estimated
@IN).

Al-6
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9. OVERALL ASSESSMENT AND SUMMARY

Has the laboratory conducted the analysis in accordance '
with the analytical SOW? Yes No N/A

Were project specific data qixality objectives met for
this analysis? Yes No N/A

ACTION: Summarize all the data qualifications recommended in the foregoing sections, and

complete the data validation narrative according to the requirements of Section 10.0 of the data
validation requirements.
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COMMENTS (attach additional sheets as nemsa:y):;\
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WET CHEMISTRY 'DATA VALIDATION CHECKLIST FORM A-7

PROJECT: 3 <FF-1 (s REVIEWER: 55 DATE: {4 -92

LABORATORY: Tama /A44L) CASE: |05~ . | SDG:

SAMPLES/MATRIX: Ro|4R6 Cso;l)

BoleR7  (2oil)

Roi¥28  (soit

Bor4 84 (seil)
Bo1Yso  (Soil)

1. DATA PACKAGE COMPLETENESS

Review the data package for completeness and check off the items below. If any data review
elements are missing contact the laboratory for submittal of the omitted data.

Data_Package Item ) . ) Present?: Yes No N/A

Case Narrative

Cover Page

Traffic Reports/Chain-of-Custody

Sample Analysis Data Report Forms

Standards Data ,

QC Summary
Blanks Summary Report Forms

- Spike Sample Recovery Report Forms

Duplicate Sample Analysis Report Forms
Laboratory Control Sample Report Forms

Raw Data
Jon Chromatograph Chromatograms
TOC and TOX Instrument Printouts
Laboratory Bench Sheets

Additional Data
Laboratory Sample Preparation Logs
Instrument Run Logs
Internal Laboratory Chain-of-Custory
Percent Solids Analysis Records
Reduction Formulae
Chemist Notebook Pages

KRRk

L3

3

NI
NARWN
|

N

NEREN
| SRR F NR
| |

2. HOLDING TIMES

Were all samples analyzed within holding times? . Yes No N/A

Action: If any holding times were excesded k;ualey all affected results as estimated (J for detects and
UJ for nondetects).

.......
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3. INITIAL CALIBRATIONS ° NN
. ~

Were all instruments calibrated daily, each set-up time and'l

were the proper number of standards used? Yes No N/A

Are the correlation coefficients =0.995? - ’ Yes No N/A
Was a balance check conducted prior to the TDS analysis? Yes No N/A
Was the titrant normality checked? Yes No N/A

ACTION: Qualify all data as unusable (R) if reported from an analysis in thch the above criteria
were not met.

4. INITIAL AND CONTINUING CALIBRATION VERIFICATION

Have ICV and CCYV been analyzed at the proper frequency? Yes No N/A
Are ICY and CCYV percent recoveries within cont  ? Yes No N/A
Are there calculation errors? "~ Yes No N/A

ACTION: Qualify all affected data in accordance with the validation requirements.

5. LABORATORY BLANKS

Are target analytes present in the laboratory blanks? Yes No N/A
ACTION: Qualify all associated sample results for any analyte <5 times the amount in any
laboratory blank as nondetected (U) and list the affected samples and analytes below.

6. FIELD BLANKS

Are target analytes present in the field blanks? Yes No N/A
ACTION: Qualify all sample results for any analyte <S5 times the amount in any valid field blank as
nondetected (U).

7. MATRIX SPIKE SAMPLE ANALYSIS

Are spike recoveries within the acceptance limits? ’ Yes No N/A
ACTION: If the sample concentration exceeds the spike concentration by a factor of 4 or more, and
spike recoveries are outside the acceptance limits, no qualificarion is necessary. If spike recovery is

outside the control limits and the sample results are > CRQL, qualify the data as estimated (J). If the
spike recovery is <30% and the sample results are less then the IDL qualify the dara as unusable (R).

AT2 -
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8. LABORATORY CONTROL SAMPLE '

Are percent recoveries within the acceptance limits? Yes No N/A
Are there calculation errors? Yes No N/A
ACTION: Qualify the affected results according to the following requirements:

AQUEOQUS LCS - Qualify as estimated (), all sample results > IDL, for which the LCS %R falls
within the range 50-79% or > 120%. Qualify as estimated (UJ), all sample results <IDL, for which
the LCS falls within the range of 50-79%. Qualify as unusable (R) all sample results, for which the
LCS %R <50%.

SOLID LCS - Qualify as estimated (J), all sample results >IDL for which the LCS %R is outside the
established control limits. Qualify as estimated (UJ), all sample results <IDL for which the LCS %R
are lower than the established control limits.

9. PERFORMANCE AUDIT ANALYSES

Are the performance audit sample results within
the acceptance limits? Yes No N/A

ACTION: Note the results of the performance audit samples in the validation narrative.

10. DUPLICATE SAMPLE ANALYSIS

Are RPD values within the acceptance limits? Yes No N/A
Action: Qualify the results fo.r all associated samples of the same matrix as estimated (J) if the RPD
falls out [e the acceptance limits.

11. FIELD DUPLICATE SAMPLES

Do RPD values exceed the acceptance limits? Yes No N/A

ACTION: Note the results of the field duplicate samples in the validation narrative.

12. FIELD SPLIT SAMPLES
Do RPD values exceed the acceptance limits? Yes No N/A

ACTION: Note the results of the field split samples in the validation narrative.

- ——
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' 13. ANALYTE QUANTITATIOR AND DETECTION LIMITS

Have results been reported and calculated correctly? ) " Yes No N/A
Are instrument detection limits bélo&z the CRDL? - | Yes No N/A
Actién: If analyte quantitation is in error, contact the laboratory for explanation. If errors or

de iencies can not be resolved with the laboratory, qualify associated data as unusable (R).

14. OVERALL ASSESSMENT AND SUMMA ¢

Has the laboratory conducted the analysis in accordance
with the analytical SOW? - Yes No N/A

Were project specific data quality objectives met for .
this analysis? Yes No N/A

ACTION: Summarize all the data qualifications and complete the data validation narrative as
specified in Section 10.0 of the data validation re irements.

A74 -
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COMMENTS (attach additional sheets as necessary):
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. PESTICIDE/PCB DATA VAL JATION CHECKLIST - FORM A3

ROIECT: 200-FF-1  \¥s " | REVIEWER: S5 DATE:$~/-52_
L BORATORY: TMmu/ AQL | CASE: //—005 SDG:
SAMPLES/MATRIX:  Rowt Q.4 (Seid)

PotdA7 (Y )

Boi<+1% (™ )

Bold4 (N )

Botas> ()

1. DATA PACKAGE COMPLETENESS

Review the data package for completeness and ¢ ck off the items below. If any data review
ele ents are missing contact the laboratory for resubmittal.

Data Package Item v . Prgseht?: Yes No N/A

Cz Narrative
Data Summary
Chain-of-Custody
QC Summary
Surrogate report
MS/MSD report
Blank summary report
Sai le Data
Sample reports
Chromatograms
GC integration reports
Worksheets
UV traces from GPC
GC/MS confirmation spectra
Standards Data
Pesticides Evaluation Standards Summary
Pesticides/PCB Standards Summary
Pesticides/PCB identification
Pesticides standard chromatograms , _ 1~z
Raw ' ! Data
" Blank analysis report forms and chromatograms
MS/MSD report forms and chromatograms

\k< NNy \ii
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Data Package Ttem S NN Present?: Yes N/A
“

Additional Data
Moisture/% solids data sheets
Reduction formulae ! ‘e
Instrument time logs )
Chemist notebook pages
Sample preparation shests

.
——

I\‘:\IR\ g

2. HOLDING TIMES

Were all samples extracted within holding time? Yes No N/A
Were all samples analyzed within holding time? Yes No N/A
AC [ON: If any holding times were excesded, but not by greater than a factor of two, qualify
associated samples as estimated (J for detects or UJ for nondetects), otherwise reject all nondetects
(R) and qualify all associated detects as estimated (7).

3. INSTRUMENT PERFORMANCE AND CALIBRATIONS

3.1 NSTRUMENT PERFORMANCE (2/88 SOW)

Are DDT retention times greater,than 12 minutes? : Yes No N/A,

ACTION: If DDT retention time is <12 minutes and resolution is <25% qualify associated data as
unusable (R).

Is resolution between DDT peaks acceptable? Yes No N/A

ACTION: If resolution between DDT peaks is unacceptable qualify associated data as unusable (R).

Do : pesticide standards elute within the established
rete; On time windows? Yes No N/A

AC )N: If the standards do not meet the retention time criteria and peaks are not present near or
with the retention time windows no sample quali ation is necessary. If peaks are near or within
the retention time windows and the standards and matrix spikes do not fall within the expanded
retention time windows calculated according to the validation requirements, qualify all associated
sample results from the last in-control point as unusable (R).

Are DDT breakdowns <20%? ' : ' Yes No N/A
ACTION: If the DDT percent breakdown exceeds 20%, qualify all detected results for DDT as
estit «d (J) and all nondetects as unusable (R) if DDD and DDE are detected. In additic qualify
all results for DDD or DDE as presumptive and estimated (NJ).

Are endrin breakdowns <20%? 4 Yes No N/A
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ACTION: If the endrin breakdown exceeds 2 5, quﬁlify all detected results for endrin as estirqated
() and all nondetects as unusable (R) endrin aldehyde or endrin ketone are detected. In addition,

¢ lify all results for endrin ketone as presur :ive and estimated

Are DBC retention ne differences within specification?

Yes

No

‘NIA

ACTION: If DBC %D values are outside the mits and the shift is ocurring repeatedly in samples A

and standards, qualify affected sample results as unusable (R).

3.2 CALIBRATIONS (2/38 SOW)

Are RSD values for aldrin, endrin, DDT and DBC <10%?

Have all standards been analyzed within 72 h
of any sample?

Has a 3-point calibration been conducted for DDT
or toxaphene?

Have all standards been ana]yzed at the start of
each 72-h sequence?

Have evaluation standards A, B, and C been analyzed
within 72 h of any sample?

Has the confirmation standard mix been analyzed after

every five samples?

Has evaluation standard B analyzed every 10 samples?

Are %D values for initial and subsequent standards <15%
for quantitation standards and <20% for confirmation standards?

ACTION: If the RSD criteria were excesded or three point calibrations not conducted qualify

Yes

Yes

Yes

Yes

Yes

Yes

Yes

Yes

No

No

No

No

No

No

No

No

N/A

N/A

N/A

N/A

N/A

N/A

N/A

N/A

associated detects as estimated (J). If all standards were not analyzed at the beginning of each 72-h
sequence qualify associated data as unusable (R). If the confirmation standards were not analyzed

properly qualify associated detects as estimated (J). If the continuing calibration criteria were not met

qualify associated quantitation data as estimated (7).
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33 INSTRUMENT PERFORMANCE AND FI‘IAL;‘ CALIBRATION (3/90 SOW)
Is peak resolution acceptable? ' ] Yes No NA

ACTION: If the resolution criteria are not met, refect positive sample results generated after initial
calibration (R).

4 DDT and endrin breakdowns <20.0% Yes No N/A

ACTION: If the breakdown criteria are not met qualify sample results as described in Section 5.3.1
of the validation requirements.

Are sin. : component target compounds in the PEMs, INDA, INDB and
the calibration standards within the retention time windows? . : Yes No N/A

ACTION: If the retention time criteria are not met and no peaks are present in the samples within
two times the retention time windows (+0.04, +0.05 for methoxychlor), no qualification is
necessary. If peaks are present in samples within the retention time window a review is made of the
raw data to determine expanded retention time windows (see Section 5.3.1 of the validation
requirements). If all standards and matrix spikes fall within the expanded windows then no
qualification of sample results is necessary. If a standards and matrix spikes do not fall within the
expanded windows then all affected sample results are qualified as unusable (R).

Are the RPDs acceptable for the PEMs? Yes © No N/A

ACTION: If the RPD criteria are not met qualify associated positive sample results as estimated (7).

Are the RSDs for the calibration factors <10.0% (< 15.0% for the BHC -
series, DDT, endrin, and methoxychlor)? Yes No N/A

ACTION: If the RSD criteria are not met qua  associated positive sample results as estimated (7).
3.4 CALIBRATION VERIFICATION (3/90 SOW)

Have the analytical sequence requirements been: : for the
analysis of instrumeant blanks, PEMs, INDA and INDB mixes? Yes No N/A

ACTION: If the analytical sequencé requirements are not followed and any of the resolution or
retention time criteria listed below are exceeded, reject associated positive results (R).

Is peak resolution acceptable for PEMs, INDA and INDB mixes? Yes No N/A

ACTION: If the resolution criteria are not met ri ¢t positive sample results generated after a
noncompliant standard analysis (R).

Are single component target compounds in the PE s, INDA and
INDB mixes within the retention time windows? Yes No N/A

A3
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ACTION: © the retention time criteria are not met and no peaks are present in the samples analyzed
after e noncompliant standard within two times the retention time windows (+£0.04, +0.05 for
methoxychlor), no qualification is necessary. If peaks are present in samples within the expanded e
windows rejectgd associated positive and nondetect results (R). -

Are RPDs between the calculated and true am nts in the PEMs, INDA
and INDB mixes <25.0%7 - Yes No N/A

ACTION: If the RPD criteria are not met qu: 'y associated positive sample results as estimated (J).

Are I )T and endrin breakdowns in the
PEMs <20.0% (<30.0% total combined)? Yes No N/A

ACTION: If the breakdown criteria are not met qualify associated positive sample results in
accordance with the criteria specified in Section 5.3.1.

4, BLANKS

4.1 LABORATORY BLANKS

Has the boratory analyzed the method blanks

at the required frequency? Yes No N/A
Has the laboratory analyzed a sulfur clean-up blank if required? Yes _ No 'N/A
Has the laboratory anélyzed instrument blanks ' o 253
at the required frequency? Yes *“No N/A
Are target compounds present in the blanks? | Yes No N/A

ACT N: Qualify all associated positive results as nondetects (U) that are <5 times the highest
concentration in any acceptable blank.

4.2 FIELD BLANKS
Are target compounds present in the field blanks? Yes No N/A
ACTION: If target compounds are present in the field blanks qualify all positive sample results <5

times the highest valid field blank concentrations as nondetects (U) and note the results in the
validation narrative.
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5. ACCURACY RN AN

5 SURROGATE RECOVERY | I e
Are 1y rrogate recoveries out of s:peciﬁcadon? . ' Yes No N/A

Do any samp i show nondetects for surrogates? Yes No N/A

Are any method blank surrogates out of specification? Yes No N/A

ACTION: Qualify all associated sample results as estimated (J for detects and UJ for nondetects) for
surrogates out of specification. If the surrogate was not detected (0% recovery) in the sample qualify
associated nondetects as unusable (R). If method blank surrogates are out of specification and sample
surt  ates are acceptable, no qualification is required however, the laboratory should be contacted for
an ¢ lanation. ’

5.2 MATRIX SPIKE RECOVERY

Has the laboratory analyzed a MS/MSD per matrix for the

the sample group? Yes No N/A
Are MS/MSD recoveries within specification? . Yes No N/A
Are there any calculation or transcription errors? Yes No N/A
ACTION: If MS/MSD aﬁalyses have not been conducted contact the laboratory for clarification. . o
Review the MS/MSD recoveries in conjunction with other QC data such as surrogate recoveries and e

note the results in the validation narrative. If MS/MSD recoveries are out of specification and sample
concentration is > 5 times the spike concentration, no qualification is required, otherwise qualify
results as follows: Qualify positive results as estimated (J) in all samples if associated surrogates are
also o  >f specification. The qualification shall only be done on samples of similar matrix as the
MS/V ) samples. If it is determined from the review that only the spiked samples are affected by
the low recoveries, qualify only the results for the spiked sample as described above. If it is
determined from the review that out of specificatt MS/MSD recoveries are indicative of systematic
problems in the laboratory such as sample preparation or sample-specific matrix interferences this
must be noted in the validation narrative along with the potential affect on the sample resuits.

5.3 PERFORMANCE AUDIT SAMPLES

Are performance audit sample results within
the acceptance limits? Yes No N/A

ACTION: Note the results of the performance audit samples in the validation narrative.
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COMMENTS (attach additional sheets as necessary):
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