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RECORD OF REVISION

Revision Date
Number Approved

0 05/02/2007 | Initial Issue.

1 06/19/2009 | Removed references to procedure CCP-TP-174 and
related batch data reports (BDRs). Added BDR content
and example independent technical review (ITR)
checklists and reporting forms for CCP-TP-196,
Determination of Formaldehyde by High Performance
Liquid Chromatography, and CCP-TP-197,
Determination of Hydrazine by High Performance Liquid
Chromatography. Updated example checklists for other
Resource Conservation and Recovery Act (RCRA)
characterization methods. Made various editorial
corrections and clarifications.

Description of Revision

2 12/29/2010 |Revised to implement the renewal changes of the Waste
Isolation Pilot Plant Hazardous Waste Facility Permit.
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1. INTRODUCTION

11

1.2

Purpose

This Central Characterization Project (CCP) procedure provides instructions for
recording, reviewing, and reporting transuranic (TRU) waste characterization
analytical data by the 1daho National Laboratory (INL) and the Idaho Cleanup
Project (ICP) analytical laboratories at the INL Site operating under the CCP
quality system.

Scope and Applicability

Standard procedures for data recording, data review, and data reporting are
required to ensure that data integrity (see def.) is maintained, authentic data are
routinely generated, unintentional release of nonauthentic data is prevented, and
analytical data are traceable. All sample-related activities follow a logical
sequence of events that is traceable through the documented laboratory data. All
sample preparation and analysis activities must be documented and traceable to
the method or procedure used.

Data integrity, data authenticity (see def.), and traceability (see def.) are critical
for data demonstrating compliance with the Waste Isolation Pilot Plant
Hazardous Waste Facility Permit, Attachments C-C6, Waste Analysis Plan
(WIPP-WAP), which potentially could be subject to legal scrutiny and hence must
be legally defensible.

This procedure applies to all analytical work performed by the INL
Environmental Chemistry Laboratory (ECL) and the ICP Analytical Laboratory
(formerly known as the Analytical Laboratories Department [ALD]) in support of
CCP. This procedure functions as an ICP/INL Use Type 3 administrative
document for performing operations within the INL Site facilities. Therefore, the
steps in Section 4, Instructions, may be performed in an iterative order as long as
the independent technical review (ITR) is completed and documented on the final
data.

Personnel performing this procedure will be trained and qualified in accordance
with CCP-QP-002, CCP Training and Qualification Plan, prior to performing this
procedure.
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2.

RESPONSIBILITIES

Performer

Responsibilities

Data Generator

Record data for each analytical task.
Review, sign/initial, and date all raw data generated.

Laboratory Initiate and maintain a staff signature list.
Supervision
Independent Review all data generated and any associated reporting forms for

Technical Reviewer

technical accuracy and completeness against method and project
requirements and deliverables.

Provide signature release of all data prior to reporting.

Data Reporting
Personnel

Assemble data into reporting and packaging format required by
the project.

Obtain laboratory-required release authorizations.

Submit batch data reports (BDRs) (see def.) and supporting
data packages (SDPs) (see def.) to CCP Records.

ICP Laboratory
Personnel

Enter data into the Analytical Computer System (ACS).

ECL Technical

Lead

Notify responsible client Site Program/Project Managers of
needle assembly equipment blank results.

PREREQUISITES

None

INSTRUCTIONS

4.1  Data Recording

411

Data Generator: Record data for each analytical task in analytical

logbooks or on instrument printouts.

41.2

ICP Laboratory Personnel: Record, to the extent practical, the data

generated during the course of analysis in the ACS.

4.1.3

Data Generator: Group samples and associated quality control (QC) into

analytical batches for data analysis recording, review and reporting
purposes.

413.1

Identify Analytical Batches for Headspace Gas Analyses by
the lowest Receiving Group Number (see CCP-TP-177,
CCP Sample Receipt, Custody, and Storage) associated with
any field sample in the Analytical Batch plus a suffix
indicating the analysis type. The suffix "G" is appended to
the lowest Receiving Group number for gas chromatography
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414

415

(GC) volatile organic compound (VOC) analytical batches
(e.g., "ECL09025G™) and "M" is appended for gas
chromatography mass spectrometer (GCMS) analytical
batches (e.g., "ECL09025M"). If a Sample Receiving
Group needs to be split into separate analytical batches, add
the suffix “A,” “B,” “C,” etc., before the “G” or “M”

(e.g., “ECL09025AM™).

4.1.3.2 Assign the lowest analytical log number associated with the
samples as the analytical batch number for Resource
Conservation and Recovery Act (RCRA) solids analysis.

Data Generator: Record all raw data at the time of data collection.

Data Generator: Record all pertinent data collected in the course of an
analytical task.

415.1 Record the following minimum information for each
analytical task:

A. The analytical method or procedure used

B. Sample identity

C. Date of analysis
D. Signature or initials.
4.15.2 Document other information as necessary to allow

reconstruction of all analytical activities that produced the
data, including, but not limited to:

A Instrument used and calibration date

Source and gquantity of standards or reagents used
Concentrations of calibration standards

Amount of spiking solutions or surrogates added
Initial and final sample weights and volumes
Sample dilutions

Sample raw data and final results

IO MOUOD

Analytical conditions
l. All associated QC analyses and results
J. Calculations.

NOTE 1: Some of this information may be documented by reference to
other analytical logbooks or laboratory procedures.



Controlled

Copy CCP-TP-188, Rev. 2

Effective Date: 12/29/2010

CCP Analytical Data Recording, Review, and Reporting Page 6 of 127

4.1.6

NOTE 2: Appendix A, Checklist for Generating Legally Defensible
Data, provides guidance on the type of information to
record to generate legally defensible data.

4153 Clearly document any variance from routine CCP analytical
methods due to sample matrix or as low as reasonably
achievable (ALARA) concerns.

4.1.5.3.1  Provide justification (i.e., rationale) for the
variance.

4.1.5.3.2 If the variance cannot be adequately described
and justified on the raw data, submit proposed
changes to CCP Document Services, per
CCP-QP-010, CCP Document Preparation,
Approval and Control.

4.15.4 Record any pertinent observations concerning unusual
sample appearance (e.g., multiple phases when only one is
expected) or sample behavior during analysis (e.g., white
precipitate formed upon addition of base) that might be
useful for troubleshooting or data qualification.

4155 Record results of real-time QC checks and any actions taken
to correct out-of-control situations.

Data Generator: Document information clearly and legibly to allow
reconstruction and verification of the analysis process by another party at
a later date.

416.1 Record entries in logbooks or other documentation in
chronological order, with the run sequence evident for
instrumental analyses. Include time of analysis as necessary
to verify the run sequence.

4.1.6.2 Record data clearly and legibly with indelible, preferably
black, ink.
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NOTE 1:

4.1.6.3

416.4

4.1.6.5

4.1.6.6

Medium point pens are recommended because they produce
entries that are more legibly copied than do fine point pens.

4.1.6.2.1  Ensure that the following are NOT used for
analytical data recording:

A. Pencil
B. Erasable ink
C. Correction fluid

D. Highlighters.

4.1.6.2.2  Check felt-tip and roller-ball pen ink for
permanency before using them for analytical
data recording. If the ink smears after rubbing
an entry with a damp fingertip, do not use the
pen.

Verify the computer clock time for accuracy before starting
any analyses that use a computer clock for a date/time
stamp.

Maintain data confidentiality by recording only
laboratory-assigned identifiers (e.g., laboratory sample ID,
log number, analytical batch number) on raw data or in
logbooks that are not project- or customer-specific and that
may contain information for multiple customers.

Clearly identify reportable results on the analytical raw data.

4.1.6.5.1 Explain (i.e., justify) any reanalyses, and
indicate if the original analysis, the reanalysis,
or both are to be reported.

4.1.6.5.2  If multiple dilutions of the same sample are
analyzed, clearly indicate which dilution(s) is
to be reported.

4.1.6.5.3  When performing multianalyte methods,
indicate which analyte is to be reported from
which dilution or reanalysis.

Use the following steps to correct any errors or omissions
on hard copy (i.e., paper) data:

4.1.6.6.1  Draw asingle line through the error and enter
the correct information near the line-out.

4.1.6.6.2 Initial and date all changes, including additions.
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4.1.7

4.1.8

4.1.6.6.3  If necessary, add a brief explanation to clarify
the reason for the change.

416.6.4 Do not overwrite or obliterate erroneous
entries.

4.1.6.6.5 Ensure that any corrections made to hard copy
data are also made to any associated
computer-resident data whenever possible.

4.1.6.6.6  Ifitis not possible to correct computer-resident
data, note this on the associated paper-copy
data.

4.1.6.6.7  If the error or omission is identified on a
photocopy of the original data (e.g., during
review or reporting), correct the error on the
original data and recopy it.

Data Generator: Use the following rounding rules when recording or

reporting data:

4171

41.7.2

41.7.3

4.1.7.4

If the figure following the one to be retained is less than 5,
drop it (round down).

If the figure following the one to be retained is greater
than 5, drop it and increase the last digit to be retained
by 1 (round up).

If the figure following the last digit to be retained equals

5 and there are no digits to the right of the 5, or all digits to
the right of the 5 equal zero, round up if the digit to be
retained is odd, or round down if that digit is even. If there
are digits other than zero to the right of the 5, round up.

If a series of multiple operations is to be performed

(e.g., add, subtract, divide, multiply), carry all figures
through the calculations and then round the final answer to
the proper number of significant figures.

Data Generator: Assemble data for review and reporting:

418.1

41.8.2

If pieces of paper or instrument readouts are taped onto an
analytical logbook, sign the logbook page so that the
signature overlaps from the loghook page onto the taped-in

paper.

Date all taped additions, and do not tape over any data
recorded on the logbook page.
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4.1.8.3 When possible, use binder clips or paper clips to hold raw
data together instead of staples.

NOTE: Holes and ragged corners left after removing staples often
cause copy machines or scanners to jam when documents
are copied or scanned for data reports (see def.) or data
packages (see def.).

4.1.9  Data Generator: Date and sign or initial all logbooks, computer
printouts, or other raw data which you generate (indicating your
satisfactory review, per Section 4.2.3).

NOTE: In instances where the large volume of paper produced by instrument
printouts makes signing every single page impractical, the front page
of the printout is dated and signed or initialed, the printout is
paginated, and an indication is given that the signature applies to the
rest of the printout.

4.1.10 Laboratory Supervision: Ensure that all data are traceable to the person
generating the data by initiating and maintaining a staff signature list.

4.1.10.1 Initiate a list of staff members in the following example
format:

STAFF SIGNATURE LIST {date}
Typed Written Name Written
Typed Name Initials (Signature) Initials

John Q. Doe JQD

4.1.10.2 Obtain signatures and written initials from all staff
members.

4.1.10.3 Obtain signatures and initials of new staff members
(including subcontractors) as they are hired.

4.1.104 Obtain new signatures and initials of staff members who
change their legal name.

4.1.10.5 Update the list at least every two years to add, change, and
delete names as required.
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4.2 Data Review

NOTE: At any time in the data review process, the ICP Analytical Laboratory
Quality Assurance (QA) Officer or ECL Technical Lead may require
additional reviews as necessary to ensure data quality.

4.2.1  Data Generator: Review all data generated for accuracy and
completeness real-time and before passing it on for the next level of
review or reporting. At a minimum, check the following:

A. Data are present for all requested samples and analytes

B. Data are accurately reduced to the units and significant figures
requested for reporting (unless a validated software program is
being used to generate the report, see MCP-2009, “Analytical
Software Control”)

C. All QC samples required by the analytical method and/or the
requestor have been analyzed, and results have been compared to
defined acceptance criteria

D. All corrections to data are properly made according to
Step 4.1.6.6

E. Deviations are documented and justified

F. Data are traceable by inclusion or reference to instrument

calibrations, sample preparation methods, sources, and
preparation of calibration and QC samples.

4.2.2  Data Generator: Evaluate data sets (e.g., method detection limit [MDL]
or precision and accuracy demonstrations, surrogate control limit
determinations) for potential statistical outliers.

4221 If potential statistical outliers are identified, evaluate them
for rejection using an established statistical rejection test
(e.g., Q-Test or Grubbs Test) and document results of the
evaluation.

4.2.3  Data Generator: Document this review by signing or initialing, and
dating the generated analytical data per Step 4.1.9, and by completing
and signing a Data Generator Checklist (see examples in Appendix C,
Data Generation Level Checklists) for BDRs.

NOTE: Data generator checklists are not used for headspace gas
VOC analyses of needle assembly equipment blanks.
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4.2.4

Independent Technical Reviewer (see def): Review all data generated

(100%) and any associated reporting forms for technical accuracy and
completeness against method and project requirements and deliverables.
Check the following at a minimum:

A.

F.

Data generation and reduction are technically correct in
accordance with the methods used (procedure with revision)

Sample data are reported in the proper units and correct number
of significant figures

Calculations have been verified by a valid calculation program
(see MCP-2009), a spot check of verified calculation programs,
and/or 100% check of all hand calculations (including
calculations performed by unvalidated calculation programs)

Data have been checked for transcription and data entry errors

QC data are complete, accurate, and compliant, or data have been
qualified as appropriate

Reporting flags are correctly assigned, if required

NOTE: Appendix B, Data Qualifier Flags, provides definitions for

data reporting flags.

Sample holding times and in-house preservation requirements
(e.g., refrigerated storage) were met if applicable, or exceptions
documented

Raw analytical data and supporting documentation are complete
(may include, as appropriate, calibration documentation [or
reference to them], chain-of-custody [COC] documentation,
calculation documentation, computer or instrument printouts,
copies of logbook pages, as required by Appendix K, Batch Data
Report Formats and Content, tables)

Method deviations, if any, are documented per Step 4.1.5.3 and
appropriately justified

Any final reported data that may be suspect due to unjustified
method deviations, QC failures, or integrity issues are identified.

Data QA objectives have been met per CCP-PO-001, CCP
Transuranic Waste Characterization Quality Assurance Project
Plan, or failures documented.
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4241

4242

4243

4244

4245

4.2.4.6

NOTE:

Ensure that a report narrative (see def.) is generated, which
includes the following minimum information:

A. Analysis method used, and its regulatory basis, if
appropriate

B. Any unusual conditions or out-of-control events, and
the corrective action that was taken

C. Any method modifications/deviations made due to
sample size, matrix, or ALARA concerns

D. Any deviation from requirements set forth by the
customer

E. Any QC failures
F. Any deficiencies in sample integrity or COC

G. Any nonconformance reports (NCRs) associated
with the samples or data.

Notify the data generator of all errors or omissions found
during the review.

Recheck the data after the errors or omissions have been
rectified.

Document the final result of independent technical review
and provide signature release using a checklist (see
examples in Appendix D, Independent Technical Review
(ITR) Checklists).

Ensure that the completed checklist is filed with the data
report or data package.

If the work being reviewed was performed at the ICP
Analytical Laboratory, approve each index for the analysis
in the ACS log.

The laboratory manager or designee may perform this step
at any time prior to issuance of the BDR.
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4.3 Data Reporting for Waste Drum Characterization Samples

NOTE: This section provides reporting instructions for drum headspace gas samples
and homogeneous solids and soil/gravel samples. Reporting processes for
gas VOC analyses of needle assembly equipment blanks are addressed in
Section 4.4.

4.3.1  ICP Laboratory Personnel: Provide the following minimum sample
analysis information in the ACS:

Log number

Laboratory sample ID

Method number

Sample results and units, or reference to their location
Analyst’s identification

TmoOow»

Approval information.

4.3.2  Data Reporting Personnel: Generate reporting forms per applicable
Appendices E-J.

4.3.3 Data Reporting Personnel: Assemble the BDR and associated SDP in
the format specified in Appendix K.

43.3.1 Assign unique report numbers to every data report as
follows:
Data Report
Analyte Method(s) e
Headspace Gas »
VOCs by GeMs | CCP-TP-175 | ECLYYnnnM

Headspace Gas

VOCs by GC/EID | CCP-TP-178 | ECLYYnnnG

Total VOCs CCP-TP-184 ALDYYnnnV
Total NHVOCs CCP-TP-186 ALDYYnnnN
CCP-TP-185
Total SVOCs CCP-TP-187 ALDYYnnnS
CCP-TP-181
Total Metals CCP-TP-182 ALDYYnnnM
CCP-TP-183
Formaldehyde CCP-TP-196 ALDYYnnnF

Hydrazine CCP-TP-197 ALDYYnnnH

* where “YY” represents the last two digits of the calendar year and
“nnn” is a serially-assigned number.

** The suffix “A,” “B,” “C,” etc., is added before the “M” or the “G”
suffix when a sample receiving group is split into multible analytical
batches, or when an analytical batch is split into multiple BDRs.
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434

NOTE:

4.3.5

4.3.6

4.3.7

4.3.3.2 Verify that all calibration data and standards preparation
information are present in the data package or referenced to
the associated records, as required.

4.3.3.3 Ensure that all pages of the BDR and associated data
package are legible. If edges of pages are cut off, recopy the
original.

4.3.34 Ensure that completed independent technical review
checklists are included in the BDR.

4.3.3.5 Paginate the BDR.

NOTE: Paginating the BDR with colored ink (e.g., red, blue, or
green) is recommended to distinguish the original report
from a photocopy, provided that a copy test indicates the
colored ink copies legibly.

Data Reporting Personnel: Obtain any laboratory-required release
authorization signatures.

The CCP-required signature release from the independent technical
reviewer is located on the ITR checklists.

Laboratory Supervision: If BDRs cannot be delivered by the
agreed-upon due dates, ensure that the customer is notified.

Data Reporting Personnel: Submit the BDR and associated SDP, if not
part of the BDR, to CCP records.

4.3.6.1 Use CCP-QP-008, CCP Records Management, Attachment
2, CCP Records — Transmittal/Receiving Form, to transmit
the BDR or SDP to CCP Records.

NOTE: CCP Records will forward BDRs and SDPs for non-CCP
waste generator client sites (e.g., Advanced Mixed Waste
Treatment Project [AMWTP]) to the appropriate site
program/project manager or records center.

Data Reporting Personnel: If errors or omissions are identified either by
the laboratory or the customer after a BDR or SDP has been accepted by
CCP Records, submit corrections to BDRs or SDPs to CCP Records.

43.7.1 Obtain pages needing corrections from CCP Records.
4.3.7.2 Ensure needed corrections are made per CCP-QP-008.

4.3.7.3 Assign a sequential change number to the corrections.
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4.3.7.4 Obtain the same level of review for a correction to technical
content as was obtained for the original.
4.3.7.5 Obtain the same level of signature release for the correction
as was obtained for the original.
4.3.7.6 Submit the correction to CCP Records using CCP-QP-008,

Attachment 2.

4.4  Reporting for Needle Assembly Equipment Blanks

4.4.1 ECL Technical Lead: Submit written notification (e.g., e-mail) of needle

assembly equipment blank analysis results (acceptability) to the
responsible client site program/project manager upon completion of

analyses.

4.4.2  Transmit the completed COC, completed Sample Tags, and supporting
analytical data for the needle assembly equipment blank(s) to CCP

Records.

S. RECORDS

Records generated during the performance of this procedure are maintained as QA
records in accordance with CCP-QP-008. The records are the following:

QA/Lifetime:

. Batch Data Reports

. Headspace Gas VOCs by GC/MS (CCP-TP-175)

. Headspace Gas VOCs by GC/FID (CCP-TP-173)

. Total VOCs (CCP-TP-184)

. Total NHVOCs (CCP-TP-186)

. Total SVOCs (CCP-TP-185 and CCP-TP-187)

. Total Metals (CCP-TP-181, CCP-TP-182, and CCP-TP-183)

. Formaldehyde (CCP-TP-196)

. Hydrazine (CCP-TP-197)
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QA/Nonpermanent:
. Needle Assembly Equipment Blank release notification
. Needle Assembly Equipment Blank data (completed COC, completed Sample
Tags, and Supporting Analytical Data)
. Staff Signature Lists
. ECL
. ICP Analytical Laboratory
. Supporting Data Packages

. Total VOCs (CCP-TP-184)
. Total NHVOCs (CCP-TP-186)
. Total SVOCs (CCP-TP-185 and CCP-TP-187)
. Total Metals (CCP-TP-181, CCP-TP-182, and CCP-TP-183)
. Formaldehyde (CCP-TP-196)
. Hydrazine (CCP-TP-197)
6. DEFINITIONS

Batch Data Report (BDR). That sample information provided to the customer to report
results of sample analyses. The BDR also includes QC results, sample custody
documentation, and data review checklists (see Appendix K).

Data authenticity. The data are what they purport to be (i.e., the true results of the
analyses). Data can be nonauthentic as the result of either one of two practices:

1) accidental reporting of incorrect data as the result of an error in procedure (e.g., data
entry or poor logbook recording), or 2) intentional reporting of incorrect data by an
individual or as the result of a conspiracy involving several individuals.

Data integrity. Data has integrity if data are reported as the result of procedures that
ensured the proper sampling and analyses methods were selected, methods were followed
correctly, results were not compromised as a result of intentional or accidental reporting
of incorrect values, and records are maintained that document compliance with the
procedures.

Independent technical reviewer. A qualified individual not involved in the generation or
recording of the data under review.
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Narrative. A textual summary of the analysis procedure that is included in the data report
for a group of samples. The narrative should include a discussion of: the analysis method
used, and its regulatory basis, if appropriate; any unusual conditions or out-of-control
events and corrective actions that were taken; any method modifications or deviations
made due to sample size or matrix; any deviation from requirements set forth by
customer, and; any deficiencies in sample integrity or COC. Additional content of the
narrative may be specified on a project-specific basis.

Supporting Data Package (SDP). A compilation of all raw data, either by reference or
inclusion, needed to support reported data and demonstrate data authenticity. Contents of
data packages may include: sample preparation documentation, standard preparation
documentation, benchsheets, instrument printouts, calibration data, sample data, QC
sample data, run logs, and calculations. For headspace gas, the SDP is included in the
BDR.

Traceability. The ability to trace the history, application, or location of an entity by
means of recorded identification. In a data collection sense, it relates calculations and
data generated throughout the project back to the requirements for quality of the project
by being able to follow a standardized chain of events with standardized documentation.

7. REFERENCES
CCP-PO-001, CCP Transuranic Waste Characterization Quality Assurance Project Plan
CCP-QP-002, CCP Training and Qualification Plan
CCP-QP-008, CCP Records Management
CCP-QP-010, CCP Document Preparation, Approval and Control
CCP-TP-173, CCP Analysis of Gas Samples for VOCs by GC/FID
CCP-TP-175, CCP Analysis of Gas Samples for VOCs by GC/MS
CCP-TP-177, CCP Sample Receipt, Custody, and Storage
CCP-TP-180, CCP Analytical Sample Management
CCP-TP-181, CCP Determination of Mercury by CVAA for TRU Waste Characterization

CCP-TP-182, CCP Determination of Metals by ICP-AES for TRU Waste
Characterization

CCP-TP-183, CCP Microwave Assisted Digestion of Homogeneous Solids and
Soil/Gravel

CCP-TP-184, CCP Volatile Organic Compounds by Gas Chromatography/Mass
Spectrometry
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CCP-TP-185, CCP Semivolatile Organic Compounds by Gas Chromatography/Mass
Spectrometry

CCP-TP-186, CCP Determination of Nonhalogenated Volatile Organics by Gas
Chromatography

CCP-TP-187, CCP Sample Preparation for Semivolatile Organic Compounds

CCP-TP-196, CCP Determination of Formaldehyde by High Performance Liquid
Chromatography

CCP-TP-197, CCP Determination of Hydrazine by High Performance Liquid
Chromatography

MCP-2009, “Analytical Software Control”

Waste Isolation Pilot Plant Hazardous Waste Facility Permit, Attachments C-C6, Waste
Analysis Plan, EPA No. NM4890139088, New Mexico Environment Department, Santa
Fe, New Mexico

APPENDIXES

Appendix A, Checklist for Generating Legally Defensible Data
Appendix B, Data Qualifier Flags

Appendix C, Data Generation Level Checklists

Appendix D, Independent Technical Review (ITR) Checklists
Appendix E, Headspace Gas Data Reporting Forms

Appendix F, Total VOC Data Reporting Forms

Appendix G, Total NHVOC Data Reporting Forms

Appendix H, Total SVOC Data Reporting Forms

Appendix I, Total Metals Data Reporting Forms

Appendix J, HPLC Data Reporting Forms (Formaldehyde and Hydrazine)
Appendix K, Batch Data Report Formats and Content
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Appendix A

CHECKLIST FOR GENERATING LEGALLY DEFENSIBLE DATA

DOCUMENTATION

Logbooks and records controlled

Pages numbered sequentially

Unused pages or sections crossed out

All entries chronological and in permanent ink—no
pencil or felt tip pens

Minimum required information included who, what,
when and how.

o 1. Sample ID indicated

o 2. Procedure identified

o 3. Date and time recorded

o 4. Initials/signature recorded and match

signature list

o 5. Sample specific information included

Error correction acceptable single line, dated and
initialed

No obliterated or overwritten entries—no White Out
Data and reports reviewed and approved by supervi-
sory personnel
All sample-related records available

Records complete and authentic.

II. SAMPLE COLLECTION
oA. Sampling plan documented and approved for use at

specific site.

Field QA Samples Included

o 1. Blanks

0 2. Replicates

o 3. Performance-evaluation samples/splits

Sample collection activities fully documented in

field logs

o 1. Sampler name

0 2. Sample ID and description

o 3. Sample-collection date and time

o 4. Sample location (horizontal and vertical points)

0 5. Sampling equipment and procedure used,
including sample container

0 6. Collection or inclusion of QA samples

o 7. Field measurements, if performed

o 8. Site conditions/observations

0 9. Deviations from sampling plan

Sample preservation, including icing at 4°C, per-

formed and documented

Labels/seals attached to sample bottles and shipping

cooler

o 1. Sample ID included

o 2. Analysis specified

o 3. Preservative indicated

0 4. Custody seals used on bottles and cooler

0 5. Shipment air bill and hazard label, if applicable

SAMPLE CUSTODY

Chain of custody record used for sample transfers

Each sample transfer documented with signature

date and time

Sample access and handling controlled and documented

IV.SAMPLE RECEIPT/CONDITION

o A. Custody Seals intact on shipping cooler and sample
containers

o B. Chain-of-custody record matches sample labels

o C. Sample containers intact and appropriate for the
target analyte(s)

o D. Samples received and maintained at 4°C for
parameters/matrices requiring refrigeration

o E. pH preservation verified

o F. No headspace present for volatile samples

o G. Client notified if preservation/condition not acceptable

V. STANDARDS TRACEABILITY
o A. Standards traceable to certified reference materials
o B. Standards preparation fully documented

o 1. Standards ID

o 2. Analyte concentrations

o 3. Starting materials, including concentration

amount used and lot number

o 4. Date prepared

o 5. Expiration date

o 6. Preparer’s initials/signature

VI. INSTRUMENT CALIBRATION AND
MAINTENANCE

o A. Calibration and maintenance performed
o B. Calibration and maintenance records maintained

VIl. SAMPLE PREPARATION AND ANALYSIS
o A. Holding times met for sample preparation and
analysis
o B. Preparation and analysis performed according to
approved methods or SOPs
o C. Preparation and analysis fully documented
o 1. Sample/standard ID
o 2. Date/time
o 3. Parameter/analytes
o 4. Weights/volumes used
o 5. Reagents/spikes added
0 6. QC samples
o 7. Dilutions/concentrations
o 8. Calculations

VIl. QUALITY CONTROL
o A. QC analyses performed at required frequency and
within acceptance criteria
o 1. Instrument calibrations
o 2. Calibration verification
o 3. Laboratory control samples
o 4. Blanks
0 5. Spikes
0 6. Duplicates
o 7. Surrogates and internal standards
o B. Data review and approval performed and documented
o C. Raw data correlates with reported data
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Appendix B

Data Qualifier Flags

Table B.1. Organic Totals Analyses and Headspace Gas Analysis Flags

Data
Qualifier Description

B Analyte detected in blank

Analyte exceeds the calibration curve

Analyte less than PRQL, but >XMDL

E
J
U Analyte was not detected (report sample-specific MDL)
D

Analyte was quantitated from a secondary dilution
(For CCP-TP-175, Analysis of Gas Samples for VOCs by GC/MS, D may also
indicate that the analyte was quantitated from a reduced volume sample

aliquot.)
Z One or more QC samples do not meet acceptance criteria
H Holding time exceeded

(Holding times are not applicable to headspace gas analyses.)

N Indicates presumptive evidence of a compound, based on a mass
spectral library search (GC/MS TICs only)

Table B.2. Metals Analysis Flags

Data
Qualifier Description

B Analyte blank concentration (laboratory or calibration
verification) >20% of sample concentration prior to dilution
correction

J Analyte >IDL but <5 X IDL before dilution correction

U Analyte was not detected (report sample-specific IDL)

Z One or more QC samples do not meet acceptance criteria

H Holding time exceeded
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Appendix C

Data Generation Level Checklists

Environmental Chemistry Laboratory
Data Generator Checklist

CCP-TP-175 (GC/MS VOCs)

Analytical Batch#: Procedure Revision:
Analyst Signature: Analysis Date:
Criteria Yes Comments

1. Samples analyzed in accordance with CCP-TP-175
requirements.

2. BFB tune analyzed at the beginning of the run (once
every 12 hours of instrument operation), and meets
acceptance criteria.

3. CCAL analyzed at the beginning of the run (once every
12 hours of instrument operation), and meets acceptance
criteria.

4. LB analyzed after the CCAL, and meets acceptance
criteria.

5. Analytical batch QC (LCS, laboratory duplicate or LCS
duplicate) analyzed if appropriate, and meet acceptance
criteria.

[N/A if these analyses are performed on another day
within the batch.]

6. All samples quantitated within the calibration range for
all target analytes, diluted and reanalyzed, or scheduled
for reanalysis within the batch.

7. All non-target analyte peaks having total ion areas
>0.5% of the nearest internal standard evaluated against
a NIST Appendix VIII VOC mass spectral library for
tentative identification.

8. AIl TICs identified using criteria defined in CCP-TP-
175.

9. All logbook entries completed in accordance with
CCP-TP-188.

10. All raw data corrections made per CCP-TP-188
requirements [lined out, initialed, dated, and justified (as
necessary)].

11. All raw data evaluated, signed/initialed and dated in
indelible black ink.

12. Raw data reviewed for completeness and accuracy. :\\\\\\\\\\\

Page 1 of 1 Form Revision: 1
E:\ECL\checklists\CCP-TP-175 Data Generator Rev 0.doc
Created on 02/27/07 1615

Figure C-1. Example of headspace gas analysis data generator checklist
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ICP Analytical Laboratory

Data Generator Checklist for CCP

Data Report Number: ALDxXxyyym

Analytical Batch:

Analysis Procedure: CCP-TP-xx

Procedure Revision: 0

Analysis Date(s):

Data Generator Signature:

Criteria

Yes No

Comments

1. Samples analyzed in accordance with cited
analytical method.

2. All logbook entries completed in accordance
with CCP-QP011.

3. All data entry and comections made in
accordance with CCP-TP-188.

4. All raw data signed/initialed and dated in
indelible black ink.

5. Data reviewed for completensss and
BCCUracy.

Famm Date: 1501/09 Page 14l 1

Figure C-2. Example of RCRA solids data generator checklist
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Appendix D

Independent Technical Review (ITR) Checklists

Environmental Chemistry Laboratory Independent Technical Review (ITR) Checklist

Analytical Batch:

| Data Report Number:

“ Method : CCP-TP-173

Run# Analysis Date Data Generator ITR Signature

Sections Reviewed

Date of Review

Final Independent Technical Reviewer Release Signature:

Instructions: Complete one checklist per analytical batch. If more than four instrument runs were needed to complete the batch analysis, use a second checklist. Enter the appropriate response for

each question. Each “No” response requires explanation.

Sections Reviewed:

Date:

Run #1

Run #2

Run #3 Run #4

Requirement

0
@
>

o
z

)
@
>

o
zZ

0
(]
>

o g’) =]
z|[>1|=z

Comments

1. Continuing Calibration Verification (CCAL)

n

n

n

n

n

/e

Was a CCV analyzed each day prior to analysis of samples?

Is the raw data present, and signed/initialed and dated, by the analyst for each CCV?

Does the percent recovery (%R) for each analyte fall within 15% of the true value (85 < %R < 115%)?

alo|e|e

Do the retention times of each analyte fall within the current RT windows on both columns?

2. Laboratory Blanks (LBs)

m

/A

m

n

/A

/)

o

Was a laboratory blank analyzed daily after the CCAL and prior to analysis of samples?

Are all laboratory blank results <3 times the program-required MDLs for each analyte ?

3. Samples (Including LCSs, Blanks and Duplicates)

n

n

n

n

n

N/

Are the raw data present, and signed/initialed and dated by the analyst, for all samples listed on the Analysis
Request Form, and for all associated LCSs, blanks, & duplicates?

Were all samples analyzed within 12 hours of the daily CCV?

Are all reported hits within the RT windows on both columns?

Are all reported hits confirmed by similar chromatography and quantitation on the second column?

e|lafo|T

Are all analytes showing discrepancies between columns 1 and 2 (interferences) quantitated from the column
with the least interference?

Are analyte retention time windows checked for multiple peaks falling within the RT windows?

Have peak baselines been checked for correct integration?

Were the appropriate quantitation routines used for each column?

Are all chromatograms consistent with their associated External Standard Report?

Are peak areas proportionally consistent with those of the CCV?

=== =|e|~

Were all samples having analytes detected in amounts exceeding the calibration range reanalyzed on a
dilution?

For composited samples, were equal-volume sample aliquots used to form the composite?

Form Date: 02/27/2007 Page 1 of 3

Figure D-1. Example of headspace gas GC/FID VOC ITR checklist
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Environmental Chemistry Laboratory Independent Technical Review (ITR) Checklist

Analytical Batch: Data Report Number: Method : CCP-TP-173
Requirement § g Comments
4. Initial Calibration 1 /A
a.  Was the initial calibration performed using a minimum of five external standards, analyzed on both columns?
b. Is the %R determined from the regression equation between 70% and 130% for all target analytes in all
standards on both columns?
c. Is atleast one of the calibration standards at a concentration below the PRQL?
d.  Was a first-order (linear) regression used for quantitation for all target analytes on both columns?
e. Isthe regression coefficient (r) >0.99 for all target analytes on both columns?
f.  Are retention time (RT) windows calculated correctly for all target analytes on both columns?
g. Isthe ICAL raw data signed/initialed and dated by the analyst, and does it include method printouts,
regression plots, external standard reports for all standards?
h. Is the Initial Calibration Form present, complete, and accurate for each analyte?
5. Initial Calibration Verification (ICV) n
a. Was an ICV analyzed after the initial calibration and prior to analysis of any samples?
b.  Are the recoveries for each target analyte in the ICV between 85% and 115% on both columns?
c. Arethe RTs for each target analyte in the ICV within the RT windows determined from the ICAL on both
columns?
d. Isthe ICV standard second-source to the initial calibration standards?
e. Isthe ICV raw data signed/initialed and dated by the analyst?
f.  Isthe ICV Form present, complete and accurate?
6. Laboratory Control Samples (LCSs) 1/ n
b. Is the LCS second-source from the ICAL standard source?
c. Do the recoveries for all target analytes in each LCS fall between 70% and 130%?
d. IF aduplicate LCS was analyzed, are all RPDs for all analytes greater than the PRQL <25%7?
6. Duplicate Sample " n
a.  Was at least one field sample from the analytical batch analyzed in duplicate?
b. Do the RPDs for analytes above the PRQL meet the <25% precision requirement?
7. Sample Integrity Verification nm
a. _|s COC documentation complete and accurate for all reported samples?
b. Was physical integrity of all samples maintained?
c.__Were all samples stored at temperatures between 0 and 40° C?
8. Instrument, Method and Personnel Qualification Verification " 1
a. Were all analyses conducted by analysts having current CCP qualification records on file?
b. Was acceptable demonstration of precision, accuracy, and MDLs performed within the last 6 months?
Form Date: 02/27/2007 Page 2 of 3

Figure D-1. Example of headspace gas GC/FID VOC ITR checklist (continued)
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Environmental Chemistry Laboratory Independent Technical Review (ITR) Checklist

Analytical Batch: Data Report Number: Method : CCP-TP-173
Requirement § S Comments
9. Data Report Validation and Completeness " "

a. Are all changes to original data or forms made by a single line through of incorrect data, initialed/signed
and dated by the person making the change?

b.  Does the report contain a Cover Page with Table of Contents?

c. _Does the report contain a Sample Number Cross-Reference Table?

d. Does the report contain copies of the COC and Gas Sample Canister Tags?

e. Are Analysis Data Sheets present and accurate for all samples in the analytical batch?

f Are Lab Blank Summary/Results Forms present for all lab blanks associated with the reported samples?

g. _Are Initial Calibration Forms present for all Initial Calibrations associated with the reported samples?

h.  Are Continuing Calibration Forms present for each Continuing Calibration associated with the reported
samples?

i. _Are Lab Control Sample Forms present for each LCS associated with the reported samples?
Are Lab Duplicate Forms present for each duplicate analysis associated with the reported samples?
Does the report contain an MDL reporting form?

. Does the report contain External Standard Reports for every standard, sample, and QC sample reported?

m. Are copies of Gas Transfer Manifold logs showing all sample pressurizations/dilutions included for all
reported samples?

n. _Are copies of analysis run logs for every standard, sample and QC sample present and accurate?

o. AreU,J,B, D, E, H, Z and N qualifying flags correctly assigned on the reporting forms?

p. __Are copies of all COC documentation included?

g. Are all data reporting forms completely and correctly filled out (e.g., correct batch numbers, analyst IDs,
analysis times and dates, dilution factors, sample ID numbers and file IDs)?

r. If there were any NCRs associated with the data are copies included?

s.  Are the analyte concentrations on the Analysis Data Sheets reported in units of ppm, and correctly
rounded to 2 significant figures?

t.  Have all data received documented data generator review and signature?

u. _ Were all calculations verified by a valid calculation program or a spot check of verified calculation programs?

v. _Have the data been reviewed for transcription errors?

w. _Are all pages in the data report legible and correctly paginated?

Form Date: 02/27/2007 Pacge 3 of 3

Figure D-1. Example of headspace gas GC/FID VOC ITR checklist (continued)
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Environmental Chemistry Laboratory Independent Technical Review (ITR) Checklist

Analytical Batch: Data Report Number: Method : CCP-TP-175

Run# Analysis Date Data Generator ITR Signature Sections Reviewed Date of Review
1

2

3

4

Final Independent Technical Reviewer Release Signature: Sections Reviewed: Date:

Instructions: Complete one checklist per analytical batch. If more than four instrument runs were needed to complete the batch analysis, use a second checklist. Enter the appropriate response for
each guestion. Each “No” response requires explanation.

Run #1 Run #2 Run #3 Run #4

Requirement 2 8 2 ° @ a 2 ° Comments
> 4 > z > z > =z
1. Instrument Performance Check (BFB Tune) A /NN RN/ /AN mn

a.  Was a BFB tune performed each day prior to analysis of samples?

b. Is the raw data present, and signed/initialed and dated by the analyst, for each BFB tune?

c. Do all the BFB tunes meet CCP-TP-175 requirements?

2. Continuing Calibration Verification (CCAL) A /NN RN/ /AN 1
a. Was a CCAL performed each day after the BFB tune and prior to analysis of samples?
b. Is the raw data present, and signed/initialed and dated by the analyst, for each CCAL?
c. Isthe %D less than or equal to 30% for all target analytes?
d.  Are the retention times of the internal standards within 30 seconds of those in the associated ICAL?
e. Are the internal standard areas within a factor of 2 (i.e., 50 to 200%) of those in the associated ICAL?

3. Laboratory Blanks (LBs) A /NN RN/ /AN mn

a. Was alaboratory blank analyzed daily after the CCAL and prior to analysis of samples?

b.  Are all laboratory blank results <3 times the program-required MDLs for all target analytes ?

4. Samples (Including LCSs, Blanks and Duplicates) A /NN RN/ /AN mn

a. Are the raw data present, and signed/initialed and dated by the analyst, for all samples listed on the Analysis
Request Form, and for all associated LCSs, blanks and duplicates?

b.  Are the internal standard areas within a factor of 2 (i.e., 50% to 200%) of those in the associated CCAL?

c. Do the sample component RRT's compare within + 0.06 RRT units of the standard component in the
continuing calibration?

d.  Are all analytes found below the MDLs marked with an "X" to the right or left of the concentration on the
Quant Report and marked with "No, <MDL", initialed and dated on the following spectral data sheets?

e. Are all positive hits identified by a "Yes", initialed and dated on the spectral data sheets?

f.  Are negative hits identified by an "X" on the Quant Report, and by "No", justified, initialed and dated on the
data sheets?

g. Were all samples analyzed within 12 hours of the daily BFB tune?

h.  Inyour opinion, do the sample spectra for positive hits match the reference spectra?

i.  Was aTIC search conducted on each sample, blank, duplicate and LCS in the batch, using a NIST library
containing Appendix VIII VOCs?

j.  Were the TICs reviewed and identified using the guidelines defined in CCP-TP-175, initialed and dated?

k. Were all samples having analytes detected in amounts exceeding the upper calibration range reanalyzed at a
different dilution or at a lower volume?

I. For composited samples, were equal-volume aliquots used to form the composite?

Figure D-2. Example of headspace gas GC/MS VOC ITR checklist
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Environmental Chemistry Laboratory Independent Technical Review

ITR) Checklist

“ Analytical Batch: | Data Report Number: Method : CCP-TP-175 “
Requirement E S Comments
5. Initial Calibration n n
a. Does the BFB tune meet CCP-TP-175 requirements?
b.  Are the %RSDs less than 35% for all target analytes?
c. s atleast one of the calibration standards at a concentration below the PRQL?
d.  Are the correct ions used for quantitation?
e. Isthe ICAL raw data signed/initialed and dated by the analyst and included, or referenced, as appropriate for
the report?
f. Does the ICAL use at least 5 points (at least one below the PRQL), with %RSD < 35% for all target analytes?
6. Laboratory Control Samples (LCSs) ) m
a. Was at least one unique LCS analyzed with the analytical batch?
b. Is the LCS second-source from the ICAL standard source?
c. Do the recoveries for all target analytes in each LCS fall between 70% and 130%?
d. IF aduplicate LCS was analyzed, are all RPDs for all analytes greater than the PRQL <25%?
7. Duplicate Sample )
a.  Was at least one field sample from the analytical batch analyzed in duplicate?
b. Do the RPDs for analytes above the PRQL meet the <25% precision requirement?
8. Sample Integrity Verification mn /i
a. Is COC documentation complete and accurate for all reported samples?
b. Was physical integrity of all samples maintained?
c.__Were all samples stored at temperatures between 0 and 40° C?
9. Instrument, Method and Personnel Qualification Verification n n
a. __Were all analyses conducted by analysts having current CCP gualification records on file?
b. Was acceptable demonstration of precision, accuracy, and MDLs performed within the last 6 months?
10. Data Report Validation and Completeness " "
a. Are all changes to original data or forms made by a single line through of incorrect data, initialed/signed
and dated by the person making the change?
b.  Does the report contain a Cover Page with Table of Contents?
c. __Does the report contain a Sample Number Cross-Reference Table?,
d.  Does the report contain copies of the COC and Gas Sample Canister Tags?
e. Are Analysis Data Sheets and TIC Analysis Data Sheets present and accurate for all samples in the
analytical batch?
f.  Are Lab Blank Summary Forms present for all lab blanks associated with the reported samples?
g. _Are Lab Blank Results Forms present for all lab blanks associated with the reported samples?
h. Are BFB Tune Reports present for each continuing calibration associated with the reported samples?
i. _ Are Initial Calibration Forms present for all Initial Calibrations associated with the reported samples?
j. Are Continuing Calibration Forms present for each Continuing Calibration associated with the reported
samples?
k. Are Internal Standard Area Summary Forms present for each daily calibration and associated sample
analyses?
I Are Lab Control Sample Forms present for each LCS associated with the reported samples?
m. Are Lab Duplicate Forms present for each duplicate analysis associated with the reported samples?
n. _ Does the report contain an MDL reporting form?
0. Does the report contain Quantitation Reports for every standard, sample, and QC sample reported?
p. _Are Mass Spectra for all detected analytes and reported TICs present?
q. Are copies of Gas Transfer Manifold logs showing all sample pressurizations/dilutions included for all
reported samples?

Figure D-2. Example of headspace gas GC/MS VOC ITR checklist (continued)
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Environmental Chemistry Laboratory Independent Technical Review (ITR) Checklist

Analytical Batch: Data Report Number: Method : CCP-TP-175
. 8 [=}
Requirement o Ih2 Comments

r.___Are copies of analysis run logs for every standard, sample and QC sample present and accurate?
s. AreU, J, B, D,E, H,Z and N qualifying flags correctly assigned on the reporting forms?
t.  Are all data reporting forms completely and correctly filled out (e.g., correct batch numbers, analyst IDs,

analysis times and dates, dilution factors, sample ID numbers and file IDs)?
u.__If there were any NCRs associated with the data are copies included?
v.  Are the analyte concentrations on the Analysis Data Sheets reported in units of ppm, and correctly

rounded to 2 significant figures?
w. Have all data received documented data generator review and signature?
X.__Were all calculations verified by a valid calculation program or a spot check of verified calculation programs?
y. Have the data been reviewed for transcription errors?
z.___Are all pages in the data report legible and correctly paginated?

Form Date: 02/27/2007 Page 3 0of 3

Figure D-2. Example of headspace gas GC/MS VOC ITR checklist (continued)
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ICP Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP

Total VOCs in Homogeneous Solids and Scil/Gravel by GC/MS
Imitial Calibration (ICAL) Review

ICAL Identifier: Method: CCP-TP-184
Analysis Date Data Generator ITR Review Dats ITR Release Signature ITR Release Date
Requirement Yes | o | win Comments

(Entries raguired ONLY If "Ho” |2 checksd)

1. Instrument Performance Check (BFB Tune)

i)

i

il

a. Was a BFB tune performed at the beginning of the 12-hour anatytical shift, before
analysis of standards?

it

b. Does the BFB fune mest CCP-TP-1584 acceptance criteria?

il

2_ Initial Calibration [ICAL)

i)

i

il

Were at least 5 standards used fo consiruct the ICAL?

it}

Is the concentration of at least one calibrafion standard below the PRGLT

i

nlelp

Are the correct primary ions used fo quantitate all compounds, or secondary-ion
use appropriately justified?

i

=]

Is each analyte RRF calculated using the internal standard nearest in retenfion
fime?

i

e. |s the %RSD 30 for all CCCs?

i

f. Is the average RRF 20.300 for SPCCs chlorobenzene and 1,1,2,2-
tetrachloroethane, 20.100 for all other SPCCs, and 20.01 for all non-5PCCs?

i

g. Are compounds having %RSD £15 guantitated using the average RRF?

it

h.  Are compounds with %RSD =15 quantitated using a linear regression with a
correlation eoefficient = 0.890 or a gquadratic regression (minimum of & standards)
with a coefficient of determination 20.0907

3. Raw Data

i

i

il

a. Are copies of all sample analysis logs included in the raw data package?

i

b. Are copies of all standard preparafion documentation included In the raw data
package?

i

. Are all raw data and instrument printouts signedfinitialed and dated by the
operator, and included in the raw data package?

i

d. Were all associated data generated by personnel having curment program gualfications?

i

e. Were all calculations performed using validated software or 100% manualby-
werified?

it

.  Hawe the data been reviewed for transeription ermors?

it}

Fanm Date: 050109 Page 1of1

Figure D-3. Example of Total VOC ICAL ITR checklist
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ICP Analytical Laboratory

Independent Technical Review {ITR) Checklist for CCP
Total VOCs in Homogeneous Solids and SoillGravel by GC/MS

Analytical Batch Data Report: Method: CCP-TP-184
Analysis B Diata Generator(s |TR Review Daie ITR Pelease Signature |TR Release Date
i Comments
Requirement Yes | No | NA [Entries required ONLY f “No” |5 checked)
1._Ingfrument Performance Check [BFE Tune) w I w w
3. Was a BFS tune parommed at the beginning of each 12-nour analytical SN, before analysis of standands or
samples?
N m :
Z._Initial Call [ICAL] [ ] [ [
3. Have al IGALS Used Wil Mis analyiical baich been venlied 1D Mesl spesicalions and appraved for UGE a6
documented by 3 compisted intiai Callbragion inds mernTemrucal Review Checkist?
i 3 o Il o o
samlea@@ls?
Are all CCC RRF or concentration ifor modeied co nits) 30 SI07
T Ale e RRFs =0.500 for SPCCS CIGRIDENZENE and 1.1,2,2-ISTACNGIOSaNE, =0, 100 for 3l Giher SPCCE, nd
= 0.0 for non-5PCCs?
d.  Are Intemal siandard areas wiihin 50 10 200% af e areas In e @t dally callbraion standard (CLAL or migpoint
ICAL standam)?
& Afe Insemal standand retenton Gmes (R1E) within 30 52conds of e KT in the [a5t dally callbraian standand
{CCAL or midpoint ICAL siandarnd)?
4. Sampies [Inciuding LCSs, Blanks, M3 and MSDE) 1 Il 1 o
3. Are e INiEmal slandard areas within 50 b0 200% of ihose In ihe assoclated CLALT
B___Ame e INiemal slandand resention fimes wiinin 30 seconds of nose In ihe associae ChALT
€. D0 &l EUTDgahs COMPoUNG recovenes meet CCP-TP-184 accentance Crienay
d__Wiere all samples having analyles defectad in amounis exceeding ihe callbrailon range reana on a diludon?
2 Afe O=lecied t@ngel analyle R s within D06 FT Units of e associaled GLAL RRT, of 16 e qualkaive
Inentrication [u=aed by the aperator?
T__In your opinion, 40 S 5ample specira for poskhe Nits malch (he reference speciras
in your opinion, are the quantitation lon dreas come Intey H
M. Wias a TIC search conducied on Each sample and biank in the anayical baich?
L__Are TIC jdentiies appropriaiely SEIned per e ieniMcation oritena of CCP-TP-1847
5_Blanks [ 1] [ [
EX FIEE B
[ wa;samant [meshod orlmomnry] anam:au ua.lry pm'm analyEls cﬂsam IBEY
¢ Ar= &l [@horatony and method DIank resUis <3 = program-required MDlebrﬂl targel analytes?
& Laborabory Conirol Samples [LGS8) [ ] [ [
W5 af least one unigue LTS exdracted and analyzed wiih ine analytical Datch
n Are all LCS6 prepared fom 3 standard source diterent from al used for the ICAL stangdards?
©.__ Do percent recoveries Tor all splked analytes In each LGS meet CCP-TP-184 CrREnar
Form Date: (50108 Page 1012

Figure D-4. Example of Total VOC ITR checklist
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ICP Analytical Laboratory

Independent Technical Review {ITR) Checklist for CCP
Total VOCs in Homogeneous Solids and ScillGravel by GC/MS

Analytical Batch Data Report: Method: CCP-TP-184
- Comments
Requirement = A (Eniries required ONLY If "No® Is checked)
7. Matrix Spike and Matrix Spike Duplicate Sampiae [MSMSD) [ I [ [
3. Was 3l least one Mans Spite sample (M) analyzed win e analylical batcn?
D, 'Was at least one matnx spive duplicate sample (MSD) analyzed WD the analytical batch?
©. Do all peroent recoverkss for the MS and MSD meed CCP-TP-184 aooaptancs criena?
d. Do the RPDE bebween the MS and MSD meet CCP-TP-164 socaptanca ciieria?
B Sampis I Varification [l i [l [l
EX i m and accu ] EAMpIES !
D, Was =l of all sImpilsE verified 35 satisfactory at VTSRY
C. 'Were all samples and asE0ciaied extracts stared at 4 £ 3 "C between recaipt and analysls?
d. Were all camples Extracied wihin 14 Gays of Collechan and analyzed (Including diubons and reanalyses) Wit
40 days of exiracion?
3. In: Msihod and Fersonnel Gualification Verincation o I o o
3. Wiere all analytical 1asks, INCiuding sample analysks and suppariing method pefamance and KCALE, conductsd by
ETEONNE] NFVING CUITent program gualtfications?
b, Was & demonelradion of pracision, scou and MDLs performed within the 136t & months?
10. Supporting Data Package w I w w
a.  Are all mw data and instrument printouts signedinitialed and dated by the aperator and included in the supporting
package?
b.  Ane coples of 3l exlracionipreparation and sample nun log books Tor the analylical batch Included In the
g1 gata 7
T Afe Slandard cenmicates and GC Lab preparation reconds pressnt ard accurate for all working, intermediats and
Eh0ck standard solUSons used?
d. Are 3l changes 1o onginal data made by [Ine-out of Incoimect data, intlaledisioned and dated by the person
maiing the changa?
11. Batch Data Report o L o o

3. Does e repor comiain a Dala Repan Namalive ial adtresses, al @ minimam: 1] any evalions rom CeP-Te-
164 gue to sample Matrx or ALARA coNcams and ine usafication for the deviations; 2) any QC sampies that
talled fhe acoaptance criierta, and their Impact on data quallly; 3) any NCRs associaied wih the reporied

ﬁ:_.m% and dggﬁﬂghmwunmi condiions encourntered during the anslysis?
: cop| any 5 3550 ni g

¢ Ane Analysls Data Shests and TIC Analysls Data Sheets present and accurate for all samples in the anahylical
balzn?

d. Az e analyle conGEnEalions on e AnGlyels Data Shests reported In Llis of Mok and camreclly raunted i 2
1t figures?

2 Al LB D E HZ andNgualiyin assigned an e rting forms ¥

. Ane reporting farms present and accUraie for Elmogate recovenes, M3MS0sE, LS5, MBs, ISARRTS, LSS, BFB
funes ICALs CCALS, CCAL ISASRTS, and MOLST

4. Are copies of 3l COC documeniation (ncuded?

h.  Hawe al data recalved documenied dala generator review and signabure?

L___Were all calculations performed using valldated software or 100% manually-werfied?

L Have the data been reviewad for ranscription emors?

k__Are all pages In The daia repon legble and comechy pagnaied”

Farm Date: 050108 Page 2ol 2

Figure D-4. Example of Total VOC ITR checklist (continued)
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ICP Analytical Laboratory

Independent Technical Review (ITR) Checklist for CCP
Total NHVOCs in Homogenous Solids and Soil/Gravel by GC/FID
Retention Time Window (RTW) Determination and Initial Calibration (ICAL) Review

RTW Idenfifier: | ICAL Identifier: | Method: CCP-TP-186
Analysis Datefs) Diata Generators) ITR Review Date ITR Release Signature ITR Release Date
Requirement Yes | No | mma Comments

[ENdries reguired ONLY If “No" 15 checked)

1. Retention Time (RT) Windows.

i

iy

i

i

a.  Are the retention time windows established at £3 standard deviations of the mean absolute RT
of a minimum of three standards analyzed over a 72-hour period for each target analyte and

surrogate peak on each column?

2. Initial Calibration (ICAL)

i

iy

i

i

3. Were al least b standards used io consiuct [GALS for each analyie on each column:

b |s the concentration of at least one calibration standard below the FROL?

c. Are all ICAL standard RTs within the determined RT windows on both columns?

d.  Are linear regr 25 ed (regression not forced through the ongn and the onigin
excluded as a data point) for all target analytes and sumogate on each column?

2. Are all comelation coefficients 20.0007

3. Raw Data

i

i)

1

i

3. Are copies of 3l sample analysss logs mcluded m the raw data package”

b Are copees of all standard preparation docur ation included in the raw data package?

[

. Are all raw data and instrument printouts. signedinitialed and dated by the operator and
present in the raw data package?

[

d. Were all associated data generated by personnel having current program qualifications?

[}

e.  Were all caleulations performed using validated software or 100% manually verified?

[

Farm Date: 05109 Page 1ol 1

Figure D-5. Example of Total NHVOC ICAL and RT Window ITR checklist
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ICP Analytical Laboratory

Independent Technical Review {ITR) Checklist for CCP
Total NHHVOCs in Homogenous Solids and SoilGravel by GCIFID

Analytical Batch: Data Report: Method: CCP-TP-186
Analysis Date(s) Data Generaton(s) ITR Review Date ITR Release Signature ITR Release Date
- Comments
Requirement u= || L || [Entries are required ONLY ¥ *No” Is checked)
1. Rafentlon Time [AT) Windows It [ I i
3. Have all AT windows Used Wi this analyical baich Deen verned and approved for USe a5 BOCumenied by a
complated AT Window Determination and initial Calbration Independant Technical Revicw CHECKIS!?
2. Inttial Callbration (ICAL) [0 [ [ i
3. Have al IGALS Used Wil Mis analyiical Baich been venlied 10 mesl spesicalions and appraved for UGE 36
documented by a completed RT Window Determination and Inttial Callbration Independent Technical Review
Checklst?
3. Confinuing Callbrafion Varification (CCV) [ w I i
3. Were CCV slandards analyzed al Mie beginning of each 12-nour analylical it (Defore analys!s of samples), and at
ine end of e shift (afer | Enalyels and wihin 12 hours of the beginning CCVI?
b Are al target analyte peats within e nflal RT winoaws for the beginning CCV?
€. Are al [arget analyte peaks Within Me dally R (ceniered around beginning CCW R1E) Mn0ows for e ending CCov?
d.  Are the measured conceniragan “eD 13 far eacn target analyte on both analylical columns for the beginning and
ending CCWE?
4. Sampies (Including LCSe, Blanks, MS and MSDs) 1 " W i
3. Ame al detected targel analyies ientned on bom Me guanitaton and confrmabon calumn with peaks within he dally
AT windows and in concentrations =kDL?
D.  WiEre all Eampies naving analyles defected in amounis exceeding the calbvatlon range reanalyzed on a diluion?
¢ Do all urTogate compount recoveries meet Coo-TP-186 acceptance creerar
BE SNoWING GIEC 25 CCo-TP-1ER?
: YT 0K fpkE peais 15 r
I peak baselnes been chacked Tor COMECT INieqraton?
___Were ihe comect guaniiabion routines used for each column?
ﬁ. Epeim#wﬂmiﬁmsmmmalﬁeﬁcw
5. Blanks It " 1t i
3. Wias al least one Unique Iaboraiory biank exiracied and anahyZen Wil ihe ananical baich?
b Was a blank (laborasory or meahod] analyzed dally priof to ihe analysis of samples?
o Are al Dlank resUils =3 X program-required MOLs for all argel anahyies?
& Laboratory Control {LCSa) I [ W W
a__Wias al least one unigue LTS exdracted and analyzed wiih ine analylical Datch s
B Are all LCS6 prepared fom 3 standard source diiterent from thal used for the calbratlon sEndands?
€. Does Me LCS coniain all of the NHVOC farget analyies?
d___Arne fhe percent recovenes for each target analyts In 8ach LTS betwesn G0% and 150%7

Farm Date: 050108 Page 1of2

Figure D-6. Example of Total NHVOC ITR checklist
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ICP Analytical Laboratory
Independent Technical Review {ITR) Checklist for CCP
Total NHHVOCs in Homogenous Solids and SoilGravel by GCIFID

Analytical Batch: Data Report: Method: CCP-TP-186
- Comments
Requirement Yes | Ho | NAA [Eniries ar= required ONLY I "No” Is checked)
7. Mainx ‘and Mairix Spike Duplicats 5 o) T [ [T
3 Was alleast one mal Epike sample (WS) analyzed W T analyical baten?
. Wias at isast one maanx Epive duplicate sample (MSD) analyZed wen the analybical baent

¢ Are all percent recovenies for the MS and MSD between 60% and 150%7
d.  Ane 3l RPDs between the M3 and M5D =507
&. Sample Verification 3 o W W
3. 15 COC gocumentation compiele and accuraie for 3l reported samples?
b, 'Was phvsical integrity of all sampies vertied 35 satisfactory at VTSRY
©.__ WNEre all Gampies and as500aled SXacis Slored Al & = 2 L DENeEn receipl and analysis?
d.Were all samples (including dilutions and reanalyses) analyzed within 14 days of collection?
5. Instrumant, Methed and Personnel Gualification Verification o w i W
a.  Were all analytical fasks. Including sample analysis and supparing method performance and ICALS. conducted by
personnel having curent program gqualifieations?
b Was e demonsiradon of preciskion, accu and MOLs parformed wilhin the ast 6 months?
10. Supporting Data Package Completensss i m I i
3.  Are 3l W data and Instrument prindouts slgnedinitiaiad (In permanent biack Ink) and dated by the operatar and
Inchudad In the supporting data H
b.  Ane coples of all exlracionipreparation and analysls run log books far the analytical batch Included In the

supporting data 7

T Ale slandard cermoales and GG Lab preparalion records present and acourate for all Working, Intemmediate and
si0ck siandar solufions used?

4. Are all changes 1o onqinal da6a made Dy (INe-0UT of MCOMect data, MAledEIgnzd and dated by ME person making
the chan,

11. Batch Data Report Completenses i " I i

a. Does e report comtain 3 Data Repon Namative that adoressas, at 3 minimam: 1) any desiations from CCP-TR-
1E6 due to sample mairx or ALARA concems and the Justification for the deviations; 2} any @G samples that falled

the acceptance crteria, and thelr impact on data qualty: 3) any NCRs mrﬁaﬁaﬂ with the reporied sampies; and

lems or unusual condiiens encounterad during the: anal
E. 11]1'; mgaanrﬂﬁﬁs SEsCialed Wit he dals nam%

€. Are Analysis Data Shests pregent and accurate for all samples in the anantical batch?
d.  Are e analyie concenTations on the Analysis Data Shests reported In units of Mgk and comectly rounded o 2

—XIc e ICA.I_E CEWs, MOLs and
Analhyie identificalion®
Are coples of 3ll COC documentation Incuded?

I‘1. Have al dala recalved documented data generaior resiew and signature?
L 'N'Erea]l nawlaﬂnns performed using valldated software or 100% manually verfed?

x me 1 pages In The 0ia repart leghie and conechy pagnaied”

Farm Date: 050108 Page 2ol 2

Figure D-6. Example of Total NHVOC ITR checklist (continued)
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ICP Analytical Laboratory

Independent Technical Review (ITR) Checklist for CCP
Total 5WV0OCs in Homogeneous Solids and SoillGravel by GC/MS

Imitial Calibration (ICAL) Review

ICAL ldentifier: Method: CCP-TP-185
Analysis Date Data Generator ITR Review Date ITR Signature Release ITR Release Date
Requirement Yes | No | NAA | oiirien mqulmguor:rlrl‘\‘em'sno" s checkad)
1. Instrument Performance Check (DFTPP Tune] il i i
a. Was a OFTPP tune performed at the beginning of the 12-hour analytical shit, W
before analysis of standards?
b._Does the DFTPP tune meet CCP-TP-185 acceplance criteria? i
2. Initial Calibration (ICAL) i} 1] il
3. Were at least 5 standards used fo consiruct the ICAL? i
b. Is the concenirafion of at least one calibration standard below the PRGLY il
c. Are the correct primary ions used to guanfitate all compounds, or secondary-ion m
use appropriately justified?
d. Ils ea'.:ll::h analyte RRF calculated using the internal standard nearest in retenfion W
fime?
2. |s the %RSD =30 for all CCCs? il
f. Is the average RRF =0.050 all SPCCs and 20.01 for all non-SPCCs? W
g. Are compounds having %RSD £15 guaniitated using the average RRF? il
h.  Are compounds with %RSD =15 quantitated using a linear regression with a
comrelation coefficient 2 0.090 or a quadratic regression (minimum of & standards)
with a coefficient of determination 20.890°7
3. Raw Data [ [ i
a. Are copies of all sample analysis logs included in the raw data package? i
b.  Are copies of all standard preparation documentation included in the raw data W
package:
c.  Are all raw dal_a and ins_1|'ument printouts signedfnitialed and dated by the W
operator, and included in the raw data package?
d. Were all associated data generated by personnel having current program W
gualifications?
-} We_re all calculations performed using validated software or 100% manually- W
werified?
f. Hawve the data been reviewed for transcription emrors? i

Figure D-7. Example of Total SVOC ICAL ITR checklist

Famm Date: 050108 Page 1of1
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ICP Analytical Laboratory

Independent Technical Review {ITR) Checklist for CCP
Total SVOCs in Homogeneous Solids and SoiliGravel by GCIMS

Analytical Batch: Data Report: Methods: CCP-TP-185 and CCP-TP-187
Analysis B [Diata Generatoris) ITR Review Date ITR Signature Release | |TR. Release Date
e e — S LA S LS
i Comments.
Requirement Yes | Ho | NIA (Enéries required ONLY I "No” Is checked)
1. Instrumsnt Performancs Check [DFTPP Tunaj [ [0 I [0
3. Wasa OF IPP iune pefformed &t the Deginning of each 12-Nour analylical 8N, Defare analysls of sEndands ar
samples?
b___Do=6 e OF TPD june meel CCP-TP-185 CE CrRena’
F2 Call ] i [ I} I
3. Have all ICALE UEd with this analyical baich Deen vertfied 1o meet speciications and approved for USE 35
documented by a completed Inklal Calloration Ingependent Technical Review Checidst?
m L L L
3. Was 3 CCAL Slanoand analyzed at e Deqinring of @ach 12-nour analylical s, after the OF TPF tune but before
sampie analysis?
b.__Are all CCC RAF or concentration (for modeled compounds) %0s <207
oA the RRFs =0.050 for al SPCCS and = 001 for non-SPCCs?
d. Are Intemal siandard areas winin 50 10 2007 of the aress In e 36t dally callbration siandand (CCAL or migpoint
ICAL standard]?
& Are Inb=mal siandard retention dmes (R 15) winin 30 s2conds of Me /T 0 e last oally callbrabon siandard (CLAL
ar midpoint ICAL standard|?
uding &, B, [ o W L
3__Are fhe Intemnal stanaard areas within 50 to S00% of ihose In he 3ss0ciated CCALT
b.__Are the Inemnal stanaard ressntion fimes wihin 30 5econgs of iNose In ihe ass0ciated CCALY
¢ Do all Eumogate compaund recovenes mest CCP-TP-135 acteptance critena?
d._Were all Gamples having analyies d In amounts exceeding ihe callbration range r on a diution?
e Are getected tErget analyie A TE within 006 RAT Units of the associated CCAL RALT, or 15 the qualtatve
Idenification |ustified by the operator?
L__in your opinion_do the e T for poskive hiks match ihe referencs specira;
. in your cpinion, are the quantiation lon areas Inbe: 7
N Was a TIC saarch conducied on each sample and biank In ihe analylical baicn
L Am TIC lgendbies spprophiaiely 3seigned per the ientiiicasion cilera of GLP-TP-1857
5_Blanks i [ [ [
3. Was al least ane unique |aboratory blank exiracted and analyzed with ihe analyacal baich ?
b, Are all lah bidnk resulis £3 = progra uired MOLS for all ananies?
E Control § T [ il i
3. Was at least one unigue LCS extracted and analyzed with the analytical basch?
b.__Are all LCSs prepared from @ standard source diferent from fhat used for ihe ICAL sandans:
£ Do percent recoverias for 3il spiked analybes In each LCS meset CCP-TP-135 acceptance crienar
7. Mairlx Splie and Matrlx Spike Duplicaie Samplee (MSMED) i [ [ i
3. WNas al least one malix spie Eample (MS) and WiT e ana batch?
B Was al least one malrix spite upllcate sample (MSD) analyzed win he analylical babch?
¢ Do all percent recoveries for e MS and MS0 meet CCP-TP-185 acceptance crienar
d__ Do ihe RPDs bebween ihe M5 and MSD meel CCP-TP-185 accaptance crkena?

Farm Date: D2/0109 Page1or2

Figure D-8. Example of Total SVOC ITR checklist
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ICP Analytical Laboratory
Independent Technical Review {ITR) Checklist for CCP
Total SVOCs in Homogeneous Solids and SoiliGravel by GCIMS

Analytical Batch: Data Report: Methods: CCP-TP-185 and CCP-TP-187
i Comments
Requirement Yes | Ho | NA (Enéries required ONLY I No” Is checked)
8. Sample Integrity Vennication w | w [ w [
55 COC documeniaiion complete and accurale for 3l repored samples?
b WWas physical INleqrey of all Gamples verMed 25 salstaciony al VTSRT

o Were all samples stored at 4 2 C bebween recelpt and analysis?
. Were all exiracis stared al < -10 ' DE0NEEN preparsiion and analyeis?
a,

‘Were all Eamples extracted wiinin 14 days of collecion and analyzed (Including dilutions and reanalyses) within 40
days af exiraction?

3 Mathod and Gualification Verifcation [ o W L]
3. Were all analyica 135K, MOUGNG S3mpre analysis and SUPFanng Meinad perarmance and ICALE, canducted oy
personnel having current program qualiications?
b Was a I demonsiration of precisian, accu and MOLs d witiin the I35t 6 months?
10. Supporting Data Package Completanass i i i m
3. Are all raw data and Nsrument priniodls signediniiaied (In permanent biack k) ard dated by Me oparatar and
Inciuded In the supporting data package?
b, Are coples of all extraction/preparation and analysks nun log books for the analylical batch Included In the suppariing

data package?

&AM slandard cerficales and GG Lab preparalion records Drecent and accurate for all worning, Inermediate and
s0ck standard solutions used?

4. Are all changes 1o onginal data made by INe-out of Mcomect data, INFIaled/slaned and dated by e Derson making
e change?

11. Batch Data Report Compiletensas W i I I

a.  Does the report contaln a Data Report Narrative that addresses, at @ minimumc 1) any deviations from CCR-TP-185
ar CCP-TP-187 due to sampile matx or ALARA concerns and the justification for the deviadans; 2) any QC
sampies Nat falled the acceptance cribena, and thelr Impact an data qualty; 2} any NCRs associatad with the
reported samples; and 4] any problems or unusual condRlans encountened during the analysls?

b Are coples of any NCRs assoclated with the dala Included?

& Are Analysls Data Sheets and TIC Analysls Data Sheets present and accurate for all samiples In the anahydeal
fabch 7

d. Anethe analvie concantrations on the Analyels Data Sheets reported In units of mag/kg and comestly rounded io 2

nificant igures?
e Al J B D E H Z and N qualifving flags comechly assigned an the repariing forms?

T Are reporiing forme present and aCCUrate for SLITOGALE [ECONEnsE, MS/MEDS, LBS, MBE, ISALRTE, LCSE, OF PP
funee, ICALE, CCALE, CCAL ISARRTS, and MOLS?
Are coples of al COC documentaion Inguded?

h.__Fawe all daid recelved documenied fala Qeneraiar review and Signafirer.

:. Were all calcuiEtons performan UsIng valloated software or 100% manually vertlied?
[ Hawe e daia been reviewed for ransCrplion emors?

i Are all pagee In the dais repart legible and cormectly paginated?
Farm Date: D2/0109 Pagezof2

Figure D-8. Example of Total SVOC ITR checklist (continued)
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ICP Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Total Metals in Homogeneous Solids and Soil/Gravel by ICP-AES

Analytical Batch: Data Report: Methods: CCP-TP-182 & CCP-TP-183

Analysis Date(s) Data Generator ITR Review Date | ITR Eignature Release ITR Release Date ||

Comments
|Entries required ONLY If "Mo” Is checied)

1. Initial Calibration I i)

a. Was the initial calbration performed using a minimurn of 1 standard
and a blank?

Requirement :E g

WA

2. Initial Calibration Verification (ICV) RN N i)
a. Was an ICV analyzed after the initial calibration and prior to analysis of
anmy samples?
b. Are the recoveries for each reported analyte n the ICV between B0
and 110%7
c. |s the ICV standard from a different source than the initial calibration
standards?
3. Continuing Calibration Verification [CCV) I N i)
a. Was the CCV solution analyzed (as IGV) prior to the analysis of
samples?
b. Is the percent recowery of each reporied analyie between B0% and
11077
c. Was a compliant CCV analyzed for reported analytes at the completion
of the analytical un?
d. Were every 10 samples bracketed by compliant CCVs or ICW/CCV pair
for reported analytes?
4. Low Level Concentration Check Standard (LLC) LN B i)
a. Was the LLC solution analyzed prior to the analysis of samples?
b. Is the percent recovery of each reporied analyte between BD% and
1207

3. Blanks N R i)
a. Was at least one laboratory blank digested and analyzed with the
analytical batch?
b. Are the laboratory Bank results = 3<PROL for all reported analytes?
c. Was an ICB analyzed mmediately afier the ICV?
d. Was a CCB analyzed immediately afier each CCV?
e Are each of the ICB and CCB results = the PROL for all reported
analytes?

6. Laboratory Control Samples (LCS) A 1
a. Was at least one LCS digested and analyzed with the analytical baich?
b. Is %R for all reported analytes between 80% and 1207% for agueous
LCSs, or within manufacturer or statistical control Brmits for solid LCSs?
7. Matrix Spikes (M5) and Matrix Spike Duplicates (M5D) R B i)
a Were a MS and a MSD performed on at least one field sample from the
analytical batch?

b Is the MS/MSD RPD = 30 for all analytes?

c. Is %R between 80% to 120% for all analytes n the MS and MS0?

Fomm Date: 05/01/09 Page 1ar3

Figure D-9. Example of Total Metals by ICP-AES ITR checklist
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ICP Analytical Laboratory

Independent Technical Review (ITR) Checklist for CCP
Total Metals in Homogeneous Solids and Soil/Gravel by ICP-AES

Analytical Batch: Data Report:

Methods: CCP-TP-182 & CCP-TP-183

Requirement

8. Background Correction and Interference Check Samples

Yas

m

)

WA

n

Comments
(Entries required CMLY If "Mo” ks checied)

1)

a. Was background comection used during the analysis and applied
comectly?

b. Were the mterfering elements monitored during the analysis and
mterelernent cormection factors comectly applied where necessary?

c. Were the IC5A and ICSAB solufions analyzed within prescribed limits
at both the beginning and end of the analytical run, or twice per 8 hour
shift, whichever is more frequent?

9. Samples [Including M5, M5D, Post Digestion Spike (PD5) and
Serial Dilution ($D]]

1)

i)

i

a. Were all samples having analyies detected in amounts exceeding the
Documented Linear Range reanalyzed with a dilution?

b. Was at least one serial dilution analysis per matrix performed in the
analytical batch?

c. For all analytes > S50x IDL in the ndtial samgle, are serial dilution results
%10 %D of initial value?

d. Was at least one posi-digestion spike (FDS) analysis performed in the
analytical batch if M5, M50, or SO falled (see 7o and 8c)7?

e [f a PDS was analyzed, was the POS recovery within the required range
of T5% to 125%7

f. Are any comective actions taken during the analysis documented in the
raw data?

10. Sample Integrity Verification

i)

i)

i

i

a |s COC documentation complete and accurate for all reported samples?

b. Was physical integrity of all samples verified as safisfactory at VTSR?

c. Were all samples stored at 4 = 2 =C between receipt and analysis?

d. Were all samples prepared and analyzed (including dilutions) within 180
days of collection?
11. Instrument, Method and Personnel Qualification Verification

a. Were all analytical tasks, including sample analysis and supporiing
method performance, conducted by personnel having current program
qualifications?

b. Was acceptable demonstration of precision, accuracy, and IDLs
performed within the last 8 months?

i

)

i

il

12. Supporting Data Package Completeness

i)

)

i)

i

a Are all instrument and computer system prinfouts present and accurate
for every reported standard, sample and QC sample?

b. Are copies of preparation log books for all digested samples and QC
samples present and accurate?

c. Are standard ceriificates and QC Lab preparation records present and
accurate for all working and intermediate standards used?

d_ Are all raw data mitialed/signed by the operafor in permanent black ink?

e Are all changes to eriginal data made by Ene-out of mcomect data,
initialed’signed and dated by the person making the change?
13. Batch Data Report Completeness

i)

)

]

i

a Does the report contain a Data Report Marrative that addresses, at a
minimam: 1) any deviations. from CCP-TP-182 or CCP-TP-183 due to
sample matrix or ALARA concems and the justification for the
deviations; 2) any QC samples that failed the acceptance criteria, and
their mpact on data quality; 3) any NCRs associated with the reported
samples; and 4} any problems or unusual conditions encountersd

| during the analysis?

b. Are copies of any NCRs associated with the data mcluded?

Farm Date: 050109 Page 2 af 3

Figure D-9. Example of Total Metals by ICP-AES ITR checklist (continued)
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ICP Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP

Total Metals in Homogeneous Solids and Soil/Gravel by ICP-AES

Analytical Batch: Data Report:

Methods: CCP-TP-182 & CCP-TP-183

Requirement

c. Are Analysis Data Sheets present and accurate for all samples in the
analytical batch?

Yos

WA

Comments.
|Eniries required ONLY I "Mo” Is checiad)

d. Are analyte concentrations on the Analysis Data Sheets reported in
units of mg'kg and correctly rounded to 2 significant figures?

e Are U, J, B, H and Z data qualfying flags comrectly assigned on the
reporting forms?

f.  Are reporting forms present and accurate for MS/MSD 2R and RPD,
LCSs, ICB/CCB/LBs, ICVICCVs, LLCs, ICSANCSABs, SDs, linear
range, and |[DLs? PDSs as required?

g- Are copies of all COC documentation included?

h. Hawe all data received documented data generator review and
signature?

i.  Were all calculations performed using validated software or 100%
manually verified?

j- Hawe the data been reviewed for transcription ermors?

k. Are all pages in the data report legible and comectly paginated?

Farm Date: 050109 Page 3 af 3

Figure D-9. Example of Total Metals by ICP-AES ITR checklist (continued)
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ICP Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Total Mercury in Homogeneous Solids and SoiliGravel by CVAA

Analytical Batch: Data Report: Method: CCP-TP-181
AnalE's Datﬂﬁ! Data Generator ITR Review Date | ITR Release Signature ITR Release Date
. o Comments
Requirement E 2|z (Faers irad CINLY & Mo is chacked)
1. Initial Calibration FT T i
a. Was the initial calibration performed using a minimum of 5 standards
and a blank?
b. Is the regression coefficent (r) 2 0.80857
2. Initial Calibration Verification {ICV) R i
a. Was an ICV analyzed after the initial calibration and prior to analysss of
any samphes?

b. Is the recovery of the ICV between B0% and 120%7

. Is the ICV standard prepared from a different source than that of the
imnitial calibration standards?
3. Contining Calibration Verification (CCV) ey n

a. Was the CCV analyzed prior to the analysss of samples?

b. Is the percent recovery for the CCV between 80% and 12077

c. Was a compliant CCV (%R between 80% and 1207%) analyzed at the
completion of the analytical in?
d. Were every ten samples bracketed by compliant CCWs?

4. Blanks [N i)
a. Was at least one laboratory blank (LB) digested and analyzed with the
analytical batch?

b. Are all laboratory blank resulis © 2.PROL?

c. Was an ICB analyzed mmediately after the ICV7?

d. Was a CCB analyzed mmediately after each CCV?

e. Is each of the ICB and CCB results = PROL?
3. Laboratory Control Sample [LCS) FLV T i
a. Was at least one LCS digested and analyzed with the analytical batch?

b. Is the recovery within the manufactures/statistical contrel limits for
LCSs?
6. Matrix Spikes (M5) and Matrix Spike Duplicates (M5D) wolowm | ow n
a. Were a M5 and a MSD performed on at least one sample from the
analytical batch?
b. Isthe MS/MSD RPD 2307

. Are percent recoveries (7R between 80% and 120% for the M35 and
MSD?

Farm Date: 0501/09 Page 1af 3

Figure D-10. Example of Total Mercury ITR checklist
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ICP Analytical Laboratory

Independent Technical Review (ITR) Checklist for CCP
Total Mercury in Homogeneous Solids and SoiliGravel by CVAA

Analytical Batch: Data Report:

Method: CCP-TP-181

Requirement

Yes

NA

Comments
{E=2riss regeired ONLY # “No™is chacked)

7. Samples (Including MS, MSD, Post Digestion Spike [PDS) and
Serial Dilution (SD))

a. Were all samples and &@C samples with mencury readings exceeding

the calibration range reanalyzed with a dilution?

o

b. Was a 5D analyzed in the analytical batch if B¢ is ND and at least one

sample concentration exceeded 10xIDL?

¢. IfaSD was analyzed, is %0 2107
d. IF Beis NO AND T s NO or N4, was a PDS performed in the

analytical batch?

e. IF 7dis YES was the PDS spike recovery between 85% and 115%7

Was MSA used for quantitation if POS was reguired AND did not meet
the acceptance criteria?

a. Are any comective actions taken during the analysis documented in the

raw data?

8. Sample Infegrity Verification

a. Is COC documentation complete and accurate for all reported

samples?

b. Was physical integrity of all samples verified as satisfactory at VTSR?

c. Were all samples stored at 4 = 2 °C between receipt and analysis?

d. Were all samples prepared and analyzed (including diutions ) within 28

days of collection?

9. Instrument, Method and Personnel Qualification Verification

quialifications 7
b. Was acceptable demonstration of precision, accuracy, and IDLs

a. Were all analytical tasks, including s=ample analysis and supporting

method performance, conducted by personnel hawing curment program

performed within the last 8 months?

10. Supporting Data Package Completeness

a. Are all mstrument and computer system printouts present and accurate

for every reported standard, sample and QC sample?

b. Are copies of preparation and analysis run log books for all samples

and QC samples present and accurate?

¢ Are standard certificates and QC Lab preparation records present and

accurate for all working and intermediate standards used?

d. Are all raw data mitialed/signed by the operator n permanent black

ink?

e. Are all changes to original data made by Ene-out of incomect data,

nifialedisigned and dated by the person making the change?
11. Batch Data Report Completeness

a. Dwes the report contain a Data Report Mamative that addresses, at a

mimimurn: 1} amy deviafions from CCP-TP-181 due o sample matrix or
ALARA concems and the justification for the deviations; 2) any QC
samples that failed the acceptance criteria. and their impact on data
guality; 3} any NCRs associated with the reported samples; and 4) any
problems or unusual conditions encountered durir'g the analysis?

Farm Date: 0501/09 Page 2ol 3

Figure D-10. Example of Total Mercury ITR checklist (continued)
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ICP Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Total Mercury in Homogeneous Solids and SoiliGravel by CVAA

Analytical Batch: Data Report: Method: CCP-TP-181
. t o Commenis
Requirement £ | 2| 2| (Eoiesrguind ONLY £-Ne"is chacked)

b. Are copies of any NCRs associated with the data included?

. Are Analysis Data Sheets present and accurate for all samples in the
analytical baich?

d. Are analyte concenfrations on the Analysis Data Sheeis reported in
units of mg'kg and correctly rounded to 2 significant figures?

e. Are U, J, B, H and Z data qualifying flags comectly assigned on the
reporfing forms?

f.  Are reporting forms present and accurate for MS/MSD %R and RPD,
LCSs, ICBICCBILBs, ICVICCYs, and IDLs? SDs, PDSs, and MSA i
required?

. Are copies of all COC documentation included?

h. Hawe all data receired documented data penerator review and

signature?
i. Were all calculations performed using validated software or 100%
manually verified?

j- Hawe the data been reviewed for transcription ermors?

k. Are all pages in the data report legible and comectly paginated?

Farm Date: 0501/09 Page 3of 3

Figure D-10 Example of Total Mercury ITR checklist (continued)
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Formaldehyde by High Performance Liguid Chromatography (HPLC)

Analytical Batch: Data Report: Methods: CCP-TP-196
Analysis Date(s) Data Generator ITR Review Date | ITR Eignature Release ITR Release Date ||
- o Comments
Requirement MEIE {Eniries required CHLY ¥ *Na” ks checiad)
1. Retention Time [RT) Window L R [

a. Has the RT window for formaldehyde been establshed at £3 standard
deviations of the mean absolute RT of at least three standand injections
analyzed ower a minimum 72-hour penod?

2. Initial Calibration [ICAL) LN R i

a. Was an initial calibration performed daily with use using a minimurm of 5
standards and a blank?

b. Is the concentration of at least one ICAL standard below the PRGL?

c. Is each calibration established as a Inear regression, with the
regression not forced throuwgh the origin and the origin excluded as a
data point?

d. Is the linear regression coefficsent (r) 20.880 for each ICAL used for the

anahytical batch?

e. Are the RTs of all ICAL standards within the determined RT window?

3. Initial Calibration Verification i i

a. Was an ICV analyzed after each ICAL and prior to analysis of any
samples?

b. Is the ICV standard from a different source than the ICAL?

c. Are the recoveries of all ICVs between 85% and 115%7

d. Are the RTs of all ICVs within the determined RT window?

4. Continuing Calibration Verification [CCV) AR i)

a. Was a CCV solution analyzed (as ICV) after each ICAL and prior to the
analysis of samples?

b. Was a CCV soluticn analyzed at a minimum frequency of every 10
analytical sample injections and at the end of each daily run?

c. Are the percent recoveries of each CCV between 85% and 115%7

. Are the RTs of all CCWs within the determined RT window?

3. Initial and Continuing Calibration Blank Verification {(ICBICCE) LN R o

. Was an ICB analyzed immediately after every ICV?

. Was a CCB analyzed immediately after every CCV?

c. Are the results for every ICB and CCB “3. the solution equivalent of the
program-required MDL?

b. Laboratory Blanks (LB} i i

a. Was at least one laboratory blank prepared and analyzed with the
anahytical batch?

b. #re all laboratory blank results £3.« program-required MOL?

7. Laboratory Control Samples [LCS) LN LR 1)

a. hh;a;sileaﬂnre unigue LGS prepared and analyzed with the analylical

b. Are al LCSs prepared from a standard source different from that used
for the ICAL?

c. _Are all recoveries of all LCSs between 60% and 1560%7

d. Are the RTs of all LCSs within the determmed RT window?

=9

er

Form Date: 03M11/09 Page 1ar3

Figure D-11 Example of Formaldehyde ITR checklist
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Formaldehyde by High Performance Liguid Chromatography (HPLC)

Analytical Batch: Data Report:

Methods: CCP-TP-196

Requirement

8. Matrix Spikes [MS) and Matrix Spike Duplicates [M5D)

Yes

)

i

NA

i)

Comments
{Entries required DMLY B "Na” Is checkad)

i)

a. Were a MS and a MSD performed on at least one field sample from the
analytical batch?

b. Is the MS recovery between 80% and 150967

c. s the MSD recovery between 60% and 150%7

d. Is the MS/MSD RPD <507
9. Samples [Including LCSs, LBs, MS, MSD]

i

i

)

i)

a. Were all samples having concenfrations exceeding the calibration range
reanalyzed on a dilubion?

rams

c. Are all detected analyte peaks within the established RT window?

d. If AT alone is msufficient fo identify formaldehyde due fo poor resclution
or coeluting interferences, was the sample extract spiked and
reanalyzed to verify the target analyte peak identiy?

e, Are 3l target analyte peaks comectly integrated?

10. Sample Integrity Verification

b. Is a derivatizing apent artifact peak present in all sample
chromatog 7

i

i

1)

i

a. ks COC documentation complete and accurate for all reported samples?

b. Was physical mtegrity of all samples verified as satisfactory at VTSR?

c. Were all samples and associated extracts stored at 4 + 2 °C between
receipt and analysis?

d. Were all samples extracted within 14 days of collection?

e. Were all samples exiracts denvatized within 3 days of extracbion?

f. Were all derivatized samples analyzed within 3 days of derivatization?

11. Instrument. Method and Personnel Qualification Verification

L

i

1

i)

a. Were all analytical tasks, including sample analysis and supporting
method performance, conducted by personnel having current pregram
gualifications?

b. Was accepiable demonsiration of precision, accuracy, and MDLs
performed within the last 8 months?
12. Supporting Data Package Completeness

i

i)

I

i

a. #Are all instrument and computer system printouts present and accurate
fior every reported standard, sample and QC sampla?

b. MAre copies of all extraction/preparation and analysis log book pages for
the analylical batch present and accurate?
c. Are standard cerificates and (QC Lab preparation records present and

accurate for all working, infermediate, and stock standards used?

d. Are all raw data initialed!signed and dated by the operator in permanent
black ink?

e. Are all changes o onginal data made by line-out of incomect data,
initialedisigned and dated by the person making the change?
f. Are any comective actions taken during the analysis documented in the

raw data?

Form Date: 03M11/09 Page 2ol 3

Figure D-11 Example of Formaldehyde ITR checklist (continued)
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Formaldehyde by High Performance Liguid Chromatography (HPLC)

Analytical Batch: Data Report:

Methods: CCP-TP-196

Requirement
13. Batch Data Report Completeness

Yes

)

i

NA

i)

Comments
{Entries required DMLY B "Na” Is checkad)

i)

a. Does the report contain a Data Report Marrative that addresses, ata
minimum: 1) any deviations from CCP-TP-198 due o sample matnx or
ALARA concerns and the justification for the deviations; 2} any QC
samples that failed the acceptance criteria, and their impact on data
quality; 3} any NCRs associated with the reported samples: and 4] any
problems or unusual conditions encountered during the analysis?

b. Are copies of any NCRs associated with the data included?

c. Are Analysis Data Sheets present and accurate for all samples in the
analyfical batch?

d. Are analyte concentrations on the Analysis Data Sheets reported in
units of mgikg and comectly rounded to 2 significant figures?

e Arel, J, B, D, E Hand Z data qualfying flags correctly assigned on the
reporting fiorms?

f. Are QC reporing forms present and accurate for MS/MSD %R and
RPD, LCSs, LBs, ICALs, ICVICCV's, ICRICCHs, and MOLs?

| 9. Are copies of all COC docurnentation inchuded?

h. Have all data received documented data generator review and
signature?

L Were all calculations performed using vabdated software or 100%
manually werified?

J. Hawe the data been reviewsd for transcnpfion emors?

k. Are all pages in the data report legible and comectly paginated?

Form Date: 03M11/09 Page 3ol 3

Figure D-11 Example of Formaldehyde ITR checklist (continued)
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Hydrazine by High Performance Liquid Chromatography (HPLC)

Analytical Batch: Data Report: Methods: CCP-TP-197
Analysis Date(s) Data Generator ITR Review Date | ITR Eignature Release ITR Release Date ||
- o Comments
Requirement MEIE {Eniries required CHLY ¥ *Na” ks checiad)
1. Retention Time [RT) Window L R [

a. Has the RT window for hydrazine been established at £3 standard
deviations of the mean absolute RT of at least three standand injections
analyzed ower a minimum 72-hour penod?

2. Initial Calibration [ICAL) LN R i

a. Was an initial calibration performed daily with use using a minimurm of 5
standards and a blank?

b. Is the concentration of at least one ICAL standard below the PRGL?

c. Is each calibration established as a Inear regression, with the
regression not forced throuwgh the origin and the origin excluded as a
data point?

d. Is the linear regression coefficsent (r) 20.880 for each ICAL used for the

anahytical batch?

e. Are the RTs of all ICAL standards within the determined RT window?

3. Initial Calibration Verification i i

a. Was an ICV analyzed after each ICAL and prior to analysis of any
samples?

b. Is the ICV standard from a different source than the ICAL?

c. Are the recoveries of all ICVs between 85% and 115%7

d. Are the RTs of all ICVs within the determined RT window?

4. Continuing Calibration Verification [CCV) AR i)

a. Was a CCV solution analyzed (as ICV) after each ICAL and prior to the
analysis of samples?

b. Was a CCV soluticn analyzed at a minimum frequency of every 10
analytical sample injections and at the end of each daily run?

c. Are the percent recoveries of each CCV between 85% and 115%7

. Are the RTs of all CCWs within the determined RT window?

3. Initial and Continuing Calibration Blank Verification {(ICBICCE) LN R o

. Was an ICB analyzed immediately after every ICV?

. Was a CCB analyzed immediately after every CCV?

c. Are the results for every ICB and CCB “3. the solution equivalent of the
program-required MDL?

b. Laboratory Blanks (LB} i i

a. Was at least one laboratory blank prepared and analyzed with the
anahytical batch?

b. #re all laboratory blank results £3.« program-required MOL?

7. Laboratory Control Samples [LCS) LN LR 1)

a. hh;a;sileaﬂnre unigue LGS prepared and analyzed with the analylical

b. Are al LCSs prepared from a standard source different from that used
for the ICAL?

c. _Are all recoveries of all LCSs between 60% and 1560%7

d. Are the RTs of all LCSs within the determmed RT window?

=9

er

Fomm Date: 031619 Page 1ar3

Figure D-12 Example of Hydrazine ITR checklist
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP

Hydrazine by High Performance Liquid Chromatography (HPLC)

Analytical Batch: Data Report:

Methods: CCP-TP-197

Requirement

8. Matrix Spikes (M5) and Matrix Spike Duplicates (MSD)
a. Were a MS and a MSD performed on at least one field sample from the
analytical batch?

Yes

No

i

i

NiA

)

Comments
{Entries required COMLY If "Na” s chetkad)

i

b. Is the M5 recovery between 80% and 150°%:7

c. |s the MSD recovery between 60% and 150%7?
d. s the MSMSD RPD =507
9. Samples [Including LCSs, LBs, M5, M5D]
a. Were all samples having concentrations exceeding the calibration range
reanahyzed on a dilution?

i

]

)

i)

b. Is a derivatizing apent artifact peak present in all sample
chromatograms?

c. Are all detected analyte peaks within the established RT window?

d. If AT alone is msufficient to identify hydrazine due to poor resolution or
coeluting interferences, was the sample exdract spiked and reanalyzed
to verify the target analyte peak identity?

e, Are al target analyte peaks comectly integrated?
10. Sample Integrity Verification
a. Is COC documentation complete and accurate for all reported samples?

i

il

I

i)

b. Was physical integrity of all samples verified as satisfactory at VTSR?

c. Were all samples and associated extracts stored at 4 £2 °C between
receipt and analysis?

d. Were all samples extracted within 14 days of collection?

&, Were all samples extracts derivatized within 3 days of extraction?

f. Were all derwatized samples analyzed within 3 days of derivatization?

11. Instrument, Method and Personnel Qualification Verification

i

i

1)

i

a. Were all analytical tasks. including sample analysis and supporting
method performance, conducted by personnel having current program
gualifications?

b. Was accepfable demonsiration of precision, accuracy, and MDOLs
performed within the last 8 maonths?
12. Supporting Data Package Completeness
a. Are all instrument and computer system printouts present and accurate
for every reported standard, sample and QC sample?

L

i

)

i)

b. Are copies of all extracton/preparation and analysis log book pages for
the anahyical batch present and accurate?

c. Are standard certificates and QC Lab preparation reconds present and
accurate for all working, intermediate, and stock standards used?

d. Are all rAw data initialedisigned and dated by the operator in permanent
black nk?

e. Are all changes to onginal data made by line-out of incomect data,
initialed/signed and dated by the person making the change?

f. Are any comective actions taken during the analysis documented in the

raw data?

Fomm Date: 031619 Page 2ol 3

Figure D-12 Example of Hydrazine ITR checklist (continued)
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ICF Analytical Laboratory
Independent Technical Review (ITR) Checklist for CCP
Hydrazine by High Performance Liquid Chromatography (HPLC)

Analytical Batch: Data Report:

Methods: CCP-TP-197

Requirement
13. Batch Data Report Completeness

Yes

)

i

NA

i)

Comments
{Entries required DMLY B "Na” Is checkad)

i)

a. Does the report contain a Data Report Marrative that addresses, ata
minamum: 1) any deviations from CCP-TP-197 due o sample matnx or
ALARA concerns and the justification for the deviations; 2} any QC
samples that failed the acceptance criteria, and their impact on data
quality; 3} any NCRs associated with the reported samples: and 4] any
problems or unusual conditions encountered during the analysis?

b. Are copies of any NCRs associated with the data included?

c. Are Analysis Data Sheets present and accurate for all samples in the
analyfical batch?

d. Are analyte concentrations on the Analysis Data Sheets reported in
units of mgikg and comectly rounded to 2 significant figures?

e Arel, J, B, D, E Hand Z data qualfying flags correctly assigned on the
reporting fiorms?

f. Are QC reporing forms present and accurate for MS/MSD %R and
RPD, LCSs, LBs, ICALs, ICVICCV's, ICRICCHs, and MOLs?

| 9. Are copies of all COC docurnentation inchuded?

h. Have all data received documented data generator review and
signature?

L Were all calculations performed using vabdated software or 100%
manually werified?

J. Hawe the data been reviewsd for transcnpfion emors?

k. Are all pages in the data report legible and comectly paginated?

Fomm Date: 031619 Page 3ol 3

Figure D-12 Example of Hydrazine ITR checklist (continued)
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Appendix E
Headspace Gas Data Reporting Forms

An example of the batch data report cover page used for headspace gas analyses batch data
reports is provided below. Examples of all other reporting forms used for headspace gas analyses
are included in the respective analytical methods (CCP-TP-173 and CCP-TP-175).

Analytical Chemistry and Instrumentation Department

Environmental Chemistry Laboratory

Central Characterization Project

Gas Headspace Analysis Data Report

ISSUED TO: REPORT IDENTIFICATION:
Records Coordinator Report Number:

Central Characterization Program Analysis Method:

LANL Analyte: VOCs

Revision Number:
Change Number:

Issue Date:
SUMMARY:
Report Content:
Section Content Page #

1.0 Sample Identification Table/Analysis Request Form

2.0 Sample Custody Documents and Sample Tags

3.0 Analysis Results

4.0 Quality Control Measurements Results

5.0 Calibration Results

6.0 Data Review Checklists

7.0 GC VOC Raw Data

8.0 Miscellaneous Supporting Data

Release Authorization:

Name & Position Signature Date
Catherine A. Crowder

ECL Group/Technical Leader

Figure E-1. Example of headspace gas batch data report cover page
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Appendix F

Total VOC Data Reporting Forms

CH2MWE TRU Analytical Laboratory

LLC

1o A

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDO9MY Analytical Method: CCP-TP-184
Revision Number: 0 Analyte(s): VOCs
Change Number; 1]

Issue Date: MDD Y

Waste Generator Site: AMWTP

Summary. This data report contains analysis resulis for n samples and n trip blanks from
Sampling Batch SSCxx-yyyyy.

Report Content:
Section Content Pages
1 Sample Identification Table D0y — 0o
2 Sample Custody and Tracking Documenis D00 — 00
3 Analysis Results 00x — 0000
4 Batch QC Sample Results 00xx — 000x
L] Instrument QC Data 00xx — 00xx%
[ Data Review Checklists 006x — 00xx
Laboratory Release Authorization:
MName & Position Signature Date
Jeffrey S. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure F-1. Example of Total VOC batch data report cover page
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TOTAL VOC ANALYSIS
SAMPLE CROSS-REFERENCE TABLE
Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Preparation Method: Data Report Number:
Analytical Method: Analytical Batch ID:
Field Sample ID Lab Sample ID
|
8/9/2006 Prog. Ver.: .09 FORM XREF Page 1 of 1 REV 09/2002

Figure F-2. Example of Total VOC sample identification table
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TOTAL VOC ANALYSIS DATA SHEET

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Field Sample ID:
Sampling Batch No:
Date Sampled:

Date Extracted:
Extraction Holding Time:
Date/Time Analyzed:
Analysis Holding Time:
Preparation Method:
Analytical Method:

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:
Matrix:

Dilution Factor:

CONCENTRATION
CAS NUMBER TARGET ANALYTE mg/kg Q
71-43-2 Benzene
75-25-2 Bromoform T
75-15-0 Carbon Disulfide
| 56-23-5 Carbon Tetrachloride
108-90-7 Chlorobénzene
| 67-66-3 Chloroform
75-35-4 1,1-Dichloroethene T
107-06-2 1,2-Dichloroethane
100-41-4 Ethylbenzene T
75-09-2 Methylene Chioride
1330-20-7 m-Xylene and p-Xylene mix
95-47-8 o-Xylene
79-34-5 1,1,2,2-Tetrachloroethane T
127-18-4 Tetrachloroethene
108-88-3 Toluene
156-60-5 trans-1,2-Dichloroethene
71-55-6 1,1,1-Trichloroethane
79-01-6 Trichloroethene
76-13-1 1,1,2-Trichloro-1,2,2-trifluoroethane
79-00-5 1,1,2-Trichloroethane
75-69-4 Trichlorofluoromethane
75-01-4 Vinyt Chloridar
08/09/06 16:06:35 Prog. Ver.: .09 FORM | VOC Page 1 of 1 REV 09/2002

Figure F-3. Example to Total VOC analysis data sheet



Controlled

Copy CCP-TP-188, Rev. 2

CCP Analytical Data Recording, Review, and Reporting

Effective Date: 12/29/2010
Page 54 of 127

TOTAL VOC ANALYSIS DATA SHEET
TENTATIVELY IDENTIFIED COMPOUNDS

Idaho Cleanup Project

Analytical Laboratories Department

Field Sample ID:
Sampling Batch No:
Date Sampled:

Date Extracted:
Extraction Holding Time:
Date/Time Analyzed:
Analysis Holding Time:
Preparation Method:
Analytical Method:

Number of TICs Found:

Central Characterization Project

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:
Matrix:
Dilution Factor:

Concentration Retention
CAS Number Tentatively Identified VOCs mg/kg Q Time (min)
- ]
1 1
08/09/06 16:06:35 Prog. Ver.: .09 FORM I-TIC VOC Page 1 REV 09/2002

Figure F-4. Example of Total VOC TIC analysis data sheet
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TOTAL VOC ANALYSIS
SURROGATE RECOVERY FORM

Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Preparation Method: Data Report Number:
Analytical Batch ID:
Analytical Method: Instrument ID:
Matrix:
SMC1 %R SMC2 %R SMC3 %R TOTAL

i | LAB SAMPLE 1D (BFB) (DCE) i (TOL}) ouTt
L
! 2

3

4

s \

‘ 1
6
7 \
Control Limits for samples (%R)
Solids

S1 (BFB) = 4-Bromofiuorobenzene 75-127
S2 (DCE) = 1,2,-Dichloroethane-d4 76 -121
S3 (TOL) = Toluene-d8 71-133
Z = Values outside of acceptance criteria
D = Surrogates diluted out
8/21/2006 Prog. Ver.: .09 FORM Il VOC REV 08/2002

Figure F-5. Example of Total VOC surrogate recovery report form



Controlled
Copy

CCP-TP-188, Rev. 2
CCP Analytical Data Recording, Review, and Reporting

Effective Date: 12/29/2010

Page 56 of 127

TOTAL VOC ANALYSIS

MATRIX SPIKE/MATRIX SPIKE DUPLICATE REPORTING FORM

Preparation Method:
Analytical Method:

Instrument ID:

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Data Report Number:
Analytical Batch ID:

Matrix:

Figure F-6. Example of Total VOC MS/MSD report form

Lab Sample ID: MS Lab Sample ID: MSD Lab Sample ID:
Field Sample ID: MS Field Sample ID: MSD Field Sample ID:
Lab File ID: MS Lab File ID: MSD Lab File ID:
Date Analyzed: MS Date Analyzed: MSD Date Analyzed:
SPIKE SAMPLE SPIKED SAMPLE ACCEPTANCE
ADDED CONCENTRATION | CONCENTRATION MS % CRITERIA
TARGET ANALYTE mg/kg mg/kg mg/kg RECOVERY % RECOVERY
Benzene 37- 151
Chiorobenzene 37- 160
1,1-Dichlorosthene D- 234
Toluene 47 - 150
Trichloroethene 71- 157
DUPLICATE
SPIKE SPIKED SAMPLE | ACCEPTANCE
ADDED CONCENTRATION | MSD % CRITERIA
TARGET ANALYTE mg/kg mgrkg RECOVERY RPD RPD
Benzene < 45
Chlorobenzene < 38
1,1-Dichloroethene < 250
Toluene < 29
| Trichloroethene < 36
Z = Did not meet acceptance criteria
D = Spiked Analytes Diluted out
RPD: out of outside limits
Spike Recovery: out of outside limits
8/9/2006 Prog. Ver.: .09 FORM Il VOC REV 09/2002
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Date Extracted:

TOTAL VOC ANALYSIS
LABORATORY BLANK SUMMARY

Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Date/Time Analyzed:

Preparation Method:

Analytical Method:

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:
Instrument ID:

Sample Matrix:

THIS BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD AND STANDARDS

FIELD ID

| LAB SAMPLE ID

LAB FILE ID

DATE ANALYZED |

TIME ANALYZED

Eé;ﬁples using this Laboratory Blank as the daily Method Blank are identified on the associated Form V

8/10/2006

Prog. Ver.: .09

FORM IVA VOC

REV 09/2002

Figure F-7. Example of Total VOC laboratory blank summary report form
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Date Extracted:
Date/Time Analyzed:
Preparation Method:
Analytical Method:

TOTAL VOC ANALYSIS
METHOD BLANK SUMMARY

Idaho Cleanup Project

Analytica! Laboratories Department
Central Characterization Project

Lab Sample ID:

Lab File |D:

Data Report Number:
Anaiyticai Baich iD:
Instrument ID:

Sample Matrix:

THIS BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, AND MSD AND STANDARDS

”F‘IELD D LAB SAMPLE ID LAB FILE ID DATE ANALYZED | TIME ANALYZED |

6/19/2006 Prog. Ver.: .09

-

FORM IVAVOC

REV 09/2002

Figure F-8. Example of Total VOC method blank summary report form
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Figure F-9.

TOTAL VOC ANALYSIS
LABORATORY CONTROL SAMPLE FORM
(QC REFERENCE CHECK)

Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Date Extracted: Lab Sample ID:
Date/Time Analyzed: Lab File ID:
Preparation Method: Data Report Number:
Analytica!l Method: Analytical Batch ID:
Instrument ID:
Matrix:
MEASURED KNOWN ACCEPTANCE
CONCENTRATION CONCENTRATION PERCENT CRITERIA
TARGET ANALYTE {mg/kg) (mg/kg) RECOVERY %RECOVERY
Benzene 37- 151
| Chiorobenzene 37- 160
1,1-Dichloroethene D- 234
Toluene 47 - 150
Trichloroethene 71- 157
Z = Did not meet acceptance criteria
8/9/2006 Prog. Ver.: .09 FORM IX VOC Page 10of 1 REV 09/2002

Example of Total VOC LCS report form
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TOTAL VOC ANALYSIS
INTERNAL STANDARD AREA AND RT SUMMARY
Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Date/Time Analyzed: Daily CCAL Sample ID
Analytical Method: Daily CCAL Lab File ID:
Heated Purge (yes/no): Data Report Number:

Analytical Batch ID:

Instrument ID:

I1S1 (BCM) RT 1S2 (DFB) RT 1S3 (CBZ) RT
Area MIN. Area MIN. Area MIN.
12 HOUR STANDARD
UPPER LIMIT i
LOWER LIMIT
Lab Sample ID
1
2
3
|
| 4
I1S1 (BCM) = Bromochloromethane Area upper limit = +100% of internal standard area
1S2 (DFB) = 1,4-Difluorobenzene-d4 Area lower limit = -50% of internal standard area

1S3 (CBZ) = Chlorobenzene-d5
RT upper limit = +30 seconds of internal standard RT
Z = Values outside of Acceptance Criteria RT lower limit = -30 seconds of internal standard RT

8/10/2006 Prog. Ver.: .09 FORM VIIIA VOC REV 09/2002

Figure F-10. Example of Total VOC internal standard area and RT summary report form
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TOTAL VOC ANALYSIS
INSTRUMENT PERFORMANCE CHECK

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

BFB Injection Date/Time: Lab Sample ID:

Lab File ID:
Analytical Method: Data Report Number:
Heated Purge (yes/no): Analytical Batch ID:

Instrument ID:

m/z lon Abundance Criteria % Rel Abundance
50 15.0 - 40.0% of mass 95

75 30.0 - 60.0% of mass 95

95 Base Peak, 100% relative abundance

96 | 5.0-9.0% of mass 95

173 Less than 2.0% of mass 174 (1)

174 Greater than 50.0% of mass 95

175 5.0 - 9.0% of mass 174 1)

176 85.0 - 101.0% of mass 174 (1)

177 5.0 - 9.0% of mass 176 (2)

1-Value is % mass 174 2 - Value is % mass 176

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS AND STANDARDS

FIELD ID LAB SAMPLE ID LABFILEID | DATE ANALYZED | TIME ANALYZED

8/10/2006 Prog. Ver.: .09 FORM V VOC Page 1of 1 REV 09/2002

Figure F-11. Example of Total VOC instrument performance check report form
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TOTAL VOC ANALYSIS
INITIAL CALIBRATION DATA
Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Calibration Dates/Times: ICAL File ID:
Analytical Method: Data Report Number:
Heated Purge (yes/no): Analytical Batch ID:

Instrument ID:

LAB FILE ID RRF 1 = RRF 3= RRF 5 =

RRF 2 = RRF 4 =
TARGET ANALYTE RRF 1 RRF 2 RAF 3 RRF 4 RRF 5 AVE RRF % RSD #
Benzene .

4-Bromofluorobenzene

Bromoform **

Carbon Disulfide

Carbon Tetrachloride

Chlorobenzene **

Chloraform *

Chloromethane **

1,1-Dichloroethane **

1,1-Dichloroethene *

1,2-Dichloroethane 1

1,2-Dichloroethane-d4

1,2-Dichloropropane *

Ethylbenzene *

Methylene Chloride

m-Xylene and p-Xylene mix

o-Xylene

1,1,2,2-Tetrachloroethane **

Tetrachioroethene

Toluene *

Toluene-d8

trans-1,2-Dichloroethene

1,1,1-Trichloroethane

Trichloroethene

1,1,2-Trichloro-1,2,2-trifluoroethane

1,1,2-Trichloroethane

Trichlorofluoromethane

Vinyl Chloride *

SPCC RRF
%CCC RSD < 30% Chloromethane > 0.10
1,1 - Dichloroethane > 0.10
CCC - Calibration Check Compounds (*) Bromoform > 0.10
SPCC - System Performance Check Compounds(**) Chlorobenzene ; 0.30

# Column used to flag modeled compounds 1.1,:2.2-Tetrachloroethane > 0.30

M = Modeled compound. All Other Analytes > 0.01
Z = Did not meet acceptance criteria

8/9/2006 Prog. Ver.: .09 FORM VIVOC REV 09/2002

Figure F-12. Example of Total VOC ICAL report form
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TOTAL VOC ANALYSIS
CONTINUING CALIBRATION CHECK
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Calibration Date/Time: Lab Sample ID:
Analytical Method: Lab File ID:

Heated Purge (yes/no): Data Report Number:
Initial Calibration Date(s): Analytical Batch ID:

Instrument ID:

TARGET ANALYTE AVE RRF CCAL RRF %D

Benzene

4-Bromofluorobenzene

Bromoform **

Carbon Disulfide

Carbon Tetrachloride

Chlorobenzene **

Chloroform *

Chloromethane **

1,1-Dichloroethane **

1,1-Dichloroethene *

1,2-Dichloroethane

1,2-Dichloroethane-d4

1,2-Dichloropropane *

Ethylbenzene *

Methylene Chloride

m-Xylene and p-Xylene mix

o-Xylene

1,1,2,2-Tetrachloroethane **

Tetrachloroethene

Toluene *

Toluene-d8

trans-1,2-Dichloroethene

1,1,1-Trichloroethane

Trichloroethene

1,1,2-Trichloro-1,2,2-trifluoroethane

1,1,2-Trichloroethane

Trichlorofluoromethane

Vinyl Chioride *

CCC %D < 20% SPCC RRF
Chloromethane > 0.10
CCC - Calibration Check Compounds (*) 1,1 - Dichloroethane > 0.10
SPCC - System Performance Check Compounds(**) Bromoform > 0.10
Chlorobenzene > 0.30
Z = Did not meet acceptance criteria 1,1,2,2-Tetrachloroethane > 0.30
8/9/2006 Prog. Ver.: .09 FORM VIl VOC REV 11/2002

Figure F-13. Example of Total VOC CCAL report form
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TOTAL VOC ANALYSIS
MODELED COMPOUND REPORT

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Calibration Date/Time:
Analytical Method:
Heated Purge (yes/no):

Initial Calibration Date(s):

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:

CCAL CALCULATED KNOWN
TARGET ANALYTE RRF RESULT (ug/L) CONCENTRATION (ug/L) %D
Bromoform **
CCC %D < 20% SPCC RRF
Chloromethane > 0.10
1,1 - Dichl th 0.10
CCC - Calibration Check Compounds (*) Elromo;om(:me ane i 010
- heck . =
SPCC - System Performance Check Compounds(**) Chlorobenzene S 030
Z = Did not meet acceptance criteria 1,1,2.2-Tetrachloroethane > 0.30
All Other Analytes > 0.01
2/10/2005 Prog. Ver.: .09 FORM VIIB VOC Page 1 REV 09/2002

Figure F-14. Example of Total VOC CCAL modeled compound report form
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Date/Time Analyzed:
Analytical Method:
Heated Purge (yes/no):
ICAL/CCAL Sample ID
ICAL/CCAL Lab File ID:
Date Analyzed:

TOTAL VOC ANALYSIS
CCAL INTERNAL STANDARD AREA AND RT SUMMARY

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Daily CCAL Sample ID
Daily CCAL Lab File ID:
Data Report Number:
Analytical Batch ID:

Instrument ID:

1S1 (BCM)
Area

RT
MIN.

1S2 (DFB)
Area

Previous 12 HOUR STANDARD

|

RT

MIN.

1S3 (CBZ)
Area

RT
MIN.

ICAL/CCAL  "yPPER LIMIT

LOWER LiMIT

Continuing Calibration Check

1S1 (BCM) = Bromochloromethane
1S2 (DFB) = 1,4-Difluorobenzene-d4
1S3 (CBZ) = Chlorobenzene-d5

Z =Values outside of Acceptance Criteria

8/10/2006 Prog. Ver.: .09

FORM VIIIB VOC

Area upper limit = +100% of internal standard area
Area lower limit = -50% of internal standard area

AT upper limit = +30 seconds of internal standard RT
RT lower limit = -30 seconds of internal standard RT

REV 09/2002

Figure F-15. Example of Total VOC CCAL internal standard area & RT report form
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TOTAL VOC ANALYSIS
MDL REPORTING FORM

Idaho Cleanup Project
Analytical Laboratories Department
Central Characterization Project

MDL Determination Date: Instrument ID:
Preparation Method: Matrix:
Analytical Method:

Reported PROGRAM REQUIRED PRQL

TARGET ANALYTE MDElT\g/kg MDL mg/kg mg/kg
Benzene 1 10
;-Bromoﬂuorobenzene N t 10
Bromo{or;n o ) 7 1 10
Carbon Disulfide 1 10
Carbon Tetrachloride 1 '10
Chlorobenzene 1 10
Chloroform 1 10
1,1-Dichlorosthene 1 - 10
1,2-Dichloroethane 1 10
1,2-Dichloroethane-d4 1 10
Ethytbenzéne 1 10
Methylene Chloride 1 10
m-Xylene and p-Xylene mix 1 710
7;):)(Vyrlene o 1 10
1,1,2,2-Tetrachloroethane 1 10
Tetrachlorosthene ) 1 10
Toluene 1 10
Toluene-éé o 1 10
trans-1,2-Dichloroethene | 1 10 |
1,1,1-Trichloroethane 1 10
Trichloroethene | 1 10
1,1,2-Trichloro-1,2,2-trifluoroethane ) 1 10
1,1,2-Trichloroethane 1 10
Trichiorofluoromethane | 1 1 10 |
Vinyl Chloride 1 4

SOLIDS: MDLs calculated assuming 3.00g sample and 10mL extraction volume.

8/21/2006 Prog. Ver.: .09 FORM X VOC Page 1 of 1 REV 09/2002

Figure F-16. Example of Total VOC MDL report form
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Appendix G

Total NHVOC Data Reporting Forms

CH2MWE TRU Analytical Laboratory

LLC

1o A

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDO9MxxN Analytical Method: CCP-TP-186
Revision Number: 0 Analyte(s): NHVOCs
Change Number; 1]

Issue Date: MDD Y

Waste Generator Site: AMWTP

Summary. This data report contains analysis resulis for x samples and x trip blanks from
Sampling Batch SSCxx-yyyyyy.

Report Content:
Section Content Pages
1 Sample Identification Table D0y — 0o
2 Sample Custody and Tracking Documenis D00 — 00
3 Analysis Results 00x — 0000
4 Batch QC Sample Results 00xx — 000x
L] Instrument QC Data 00xx — 00xx%
[ Data Review Checklists 006x — 00xx
Laboratory Release Authorization:
MName & Position Signature Date
Jeffrey S. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure G.1. Example to Total NHVOC batch data report cover page
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TOTAL NHVOC ANALYSIS
SAMPLE CROSS-REFERENCE TABLE
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Data Report Number:
Analytical Batch ID:

Preparation Method:

Analytical Method:

Field Sample ID Lab Sample ID

9/5/2006 Prog. Ver.: .09 FORM XREF NHVOC Page 1 of 1

Figure G-2. Example of Total NHVOC sample identification table

REV 01/2003
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TOTAL NHVOC ANALYSIS DATA SHEET

Field Sample ID:
Sampling Batch No:
Date Sampled:

Date Extracted:
Extraction Holding Time:
Date/Time Analyzed:
Analysis Holding Time:
Preparation Method:

Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Lab File ID:

Lab Sample ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:
Sample Matrix:
Dilution Factor:

Analytical Method:

CAS NUMBER TARGET ANALYTE \ CONCENTRATION (mg/kg) Q H
67-64-1 Acetone i

71-36-3 Butanal

67-56-1 Methanol

78-93-3 Methyl ethyl ketone

60-29-7 Ethyl ether o

78-83-1 - | isobutanol o

110-86-1 | Pyriuiné o
* = Column B value used

09/05/06 09:40:24 Prog. Ver.: .09 FORM | NHVOC REV 01/2003

Figure G-3. Example of Total NHVOC analysis data sheet
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TOTAL NHVOC ANALYSIS
SURROGATE RECOVERY FORM

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Preparation Method: Data Report Number:
Analytical Method: Analytical Batch No:
Instrument D:
Matrix:
Isopropanol-d8 %R TOTAL
LAB SAMPLE ID { COLUMN A COLUMN B OouT
1
2
3
4
o
| 5
I s
7
8
9
10
"
12
13
14

%R Acceptance Criteria 49 - 161

Z = Values does not meet acceptance criteria
D = Surrogate Diluted out

10/2/2006 Prog. Ver.: .08 FORM Il NHVOC Page 1 of 1 REV 01/2003

Figure G-4. Example to Total NHVOC surrogate recovery report form
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Preparation Method:
Analytical Method:

Instrument ID:

Lab Sample ID:
Field Sample ID:
Lab File ID:

Date Analyzed:

COLUMN A ID: DB-624

TOTAL NHVOC ANALYSIS
MATRIX SPIKE/MATRIX SPIKE DUPLICATE REPORTING FORM

Idaho Cleanup Project
Analytical Laboratories Department
Central Characterization Project

MS Lab Sample ID:
MS Field Sample ID
MS Lab File 1D:

MS Date Analyzed:

Data Report Number:
Analytical Batch ID:
Sample Matrix:

MSD Lab Sample ID:
MSD Field Sample ID:
MSD Lab File ID:
MSD Date Analyzed:

SPIKE SAMPLE SPIKED SAMPLE ACCEPTANCE
ADDED CONCENTRATION CONCENTRATION MS % CRITERIA
TARGET ANALYTE (mg/kg) (mg/kg) (mg/kg) RECOVERY % RECOVERY
Acetone 60 - 150
Butano! 60 - 150
Methanol 60 - 150
Methyl ethyl ketone 60 - 150
Ethyl ether 60 - 150
Isobutanol 60 - 150
Pyridine 80 - 156 )
DUPLICATE
SPIKE SAMPLE ACCEPTANCE
ADDED CONCENTRATION MSD % CRITERIA
TARGET ANALYTE | (mgkg) (mg/kg) %RPD RECOVERY RPD
Acetone i < 50
Butanol < 50
Methanol < 50
h)l’e’thryl ethyl keto;\e < 50
Ethyl ether < 50
Isobutanot < 50
Pyridine < 50
Z = Values outside of QC limits
RPD: out of outside acceptance criteria
Spike Recovery: outof  outside acceptance criteria
10/2/2006 Prog. Ver.: .09 FORM Il NHVOC REV 01/2003

Figure G-5. Example of Total NHVOC MS/MSD report form
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Date/Time Analyzed:
Preparation Method:
Analytical Method:

Column A ID: DB-624

TOTAL NHVOC ANALYSIS
BLANK FORM
Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:
Instrument 1D:

Sampie Matrix:

CAS NUMBER TARGET ANALYTE CONCENTRATION mg/kg Q
67-64-1 Acetone
71-36-3 Butanol
67-56-1 Methanol
78-93-3 Methyl ethyl ketone o
60-29-7 Ethyl ether
78-83-1 Isobutanol
110-86-1 Pyridine
Column B ID: DB-1
CAS NUMBER TARGET ANALYTE CONCENTRATION mg/kg Q
| 67-64-1 Acetone
' 71-36-3 Butanol
67-56-1 Methanol
78-93-3 Methyl ethyl ketone
60-28-7 Ethyl ether
78-83-1 isobutanol
110-86-1 Pyridine )

Acceptance Criteria: < 3MDL

8/28/2006

Prog. Ver.: .09

FORM IVA NHVOC

REV 01/2003

Figure G-6. Example of Total NHVOC laboratory blank report form
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Date/Time Analyzed:

Preparation Method:

Analytical Method:

TOTAL NHVOC ANALYSIS
LABORATORY BLANK SUMMARY
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Lab Sample ID:
Lab File ID:

Data Report Number:
Analytical Batch 1D:
Instrument ID:

Sample Matrix:

THIS BLANK APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, AND STANDARDS

FIELD ID

LAB SAMPLE ID LAB FILE ID | DATE ANALYZED | TIME ANALYZED

8/30/2006

Prog. Ver.: .09

FORM IVB NHVOC Page 1 of 1 REV 01/2003

Figure G-7. Example of Total NHVOC blank summary report form
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TOTAL NHVOC ANALYSIS
LABORATORY CONTROL SAMPLE FORM
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Date/Time Analyzed: Lab File ID:
Preparation Method: Lab Sample ID:
Analytical Method: Data Report Number:

Anaiyticai Batch iD:
Instrument ID:

Sample Matrix:

KNOWN MEASURED
TARGET ANALYTE CONCENTRATION (mg/kg) | CONCENTRATION (mg/kg) | %RECOVERY

Acetone

Butanol

Methanol

{ Methyl ethyl ketone

. I
e |
Ethyl ether [ L

Isobutanol

Pyridine L

Acceptance Criteria: 60 - 150
Z = Value outside Acceptance Criteria

8/28/2006 Prog. Ver.: .09 FORM IX NHVOC REV 01/2003

Figure G-8. Example of Total NHVOC LCS report form
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TOTAL NHVOC ANALYSIS
ANALYTE IDENTIFICATION FORM

Idaho Cleanup Project
ical L ies D

Central Characterization Project

Fleld Sample ID: Lab Fiie ID:
Date/Time Analyzed: Lab Sample ID:
Preparation Method: Data Report Number:
Analytical Method: Analytical Batch ID:
Instrument iD:
Sample Matrix:
RETENTION RT WINDOW {min) CONCENTRATION
TARGET ANALYTE COLUMN | TIME (min) From To mo/kg RPD
Acetone A |
B
Butanof A
B
E Methanol A
{7 B
| Methy! ethyl ketone A
B
Ethyl ether A
B
Isobutanol A
B
Pyridine A
B
* = column used for final report
1/22/2007 Prog. Ver.: .09 FORM XJl NHVOC REV 01/2003

Figure G-9. Example of Total NHVOC analyte identification form
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TOTAL NHVOC ANALYSIS
Initial Calibration Data
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Analytical Method: Data Report Number:
Analytical Batch ID:
ICAL ID: Instrument ID:

GC Column A:  ID: DB-624
’ {CAL Std Conc (ug/mL) 15 125 200 5 75
| |
; RT WINDOW (min) CORRELATION
‘ TARGET ANALYTE RT RT RT RT RT FROM TO COEFFICIENT (r)
Eb’ropanol-ds
Acetone
Butanol
Methanol
Methyl! ethyl ketone
Ethyl ether
Isobutanol
Pyridine

GC Column B:  ID: DB-1
ICAL Std Conc (ug/mL) 15 125 200 5 75

RT WINDOW (min) CORRELATION
TARGET ANALYTE RT RT RT RT RT FROM | TO COEFFICIENT (r)
Isopropanol-d8
Acetone
Butanol

Methanol
[ Methyl ethyl ketone
Ethyl ether
Isobutanol !
Pyridine |

Acceptance Criteria: 1 > 0.990
Retention Time within RT Window

Z = Value outside Acceptance Criteria
! = Mean Retention Time outside RT Window

8/28/2006 Prog. Ver.: .09 FORM VI NHVOC Page 1 REV. 01/2003

Figure G-10. Example of Total NHVOC ICAL report form
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TOTAL NHVOC ANALYSIS
CONTINUING CALIBRATION CHECK
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Date/Time Analyzed: Lab Sample ID:
Analytical Method: Lab File ID:
Data Report Number:
Analytical Batch ID:

Initial Calibration Date: Instrument ID:

Column A ID: DB-624

| MEASURED KNOWN
RETENTION | RTWINDOW (min) | CONCENTRATION CONCENTRATION
TARGET ANALYTE TIME (min) FROM TO (ug/mL) (ug/mL) %D

Isopropanol-d8

Acetone

Butanol

Methanol

Methyl ethyl ketone

Ethyl ether

Isobutanol

Pyridine

Column B ID: DB-1

MEASURED KNOWN
RETENTION RT WINDOW (min) CONCENTRATION | CONCENTRATION
TARGET ANALYTE TIME (min) FROM TO {ug/mL) (ug/mL) %D

Isopropanol-d8

Acetone

Butanol

Methanol

Methyl ethyl ketone

Ethyl ether

Isobutanol

Pyridine

Acceptance Criteria: %D < 15%
Retention Times within RT Window

Z=%D>15%
! = Retention Time outside RT Window

8/28/2006 Prog. Ver.: .09 FORM VII NHVOC REV 01/2003

Figure G-11. Example of Total NHVOC CCV report form
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TOTAL NHVOC ANALYSIS
MDL REPORTING FORM
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Preparation Method: Instrument ID
Analysis Method: Sample Matrix:
MDL Determination Date:

COLUMN A ID: DB-624

REPORTED PROGRAM REQUIRED PRQL
TARGET ANALYTE MDL (mg/kg) MDL (mg/kg) (ma/kg)
Isopropanol-d8 10 100
Acetone 10 100
Butanol 10 100
Methanol 10 100 )
Methy! ethyl ketone 10 100
Ethyl ether 10 100
Isobutanol | 10 100
Pyridine ) 10 100
COLUMN B ID: DB-1
REPORTED Program Required PRQL
TARGET ANALYTE MDL (mg/kg) MDL (mg/kg) (mg/kg)
‘Isopropanol-ds 10 100
Acetone 10 100
Butanol 10 100
Msth;ar;ol 10 100
Methyl ethyl ketone 10 100
Ethyl ether 10 100
Isobutanol 10 100 B
Pyridine 10 100

SOLIDS: MDLs calculated assuming 3.00 gram sample and 22mL extraction volume

8/28/2006 Prog. Ver.: .09 FORM X NHVOC

Figure G-12. Example of Total NHVOC MDL report form

REV 01/2003
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Appendix H

Total SVOC Data Reporting Forms

CH2MWE TRU Analytical Laboratory

LLC

1o A

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDD90xxS Analytical Methods: CCP-TP-185
Revision Number: 0 CCP-TP-187
Change Number; 1] Analyte(s): SYOCs
Issue Date: MDD Y

Waste Generator Site: AMWTP

Summary. This data report contains analysis resulis for n samples from Sampling Batch

SSCHx-yyyyy.
Report Content:
Section Content Pages
1 Sample Identification Table D0y — 0o
2 Sample Custody and Tracking Documenis D00 — 00
3 Analysis Results 00x — 0000
4 Batch QC Sample Results 00xx — 000x
L] Instrument QC Data 00xx — 00xx%
[ Data Review Checklists 006x — 00xx
Laboratory Release Authorization:
MName & Position Signature Date
Jeffrey S. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure H.1. Example of Total SVOC batch data report cover page
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TOTAL SVOC ANALYSIS
SAMPLE CROSS-REFERENCE TABLE

idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project.

Preparation Method: Data Report Number:
Analytical Method: Analytical Batch ID:
Field Sampie ID Lab Sample ID
8/8/2006 Prog. Ver.: 0.09 FORM XREF Page 1 of 1

Figure H-2. Example of Total SVOC sample identification table

REV 11/2002
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TOTAL SVOC ANALYSIS DATA SHEET

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Field Sample ID:
Sampling Batch No:
Date Sampled:

Date Extracted:
Extraction Holding Time:
Date/Time Analyzed:
Analysis Holding Time:
Preparation Method:

Analytical Method:

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:
Matrix:

Dilution Factor:

CONCENTRATION
CAS # TARGET ANALYTE mg/kg Q
95-50-1 1,2-Dichlorobenzene
106-46-7 1,4-Dichlorobenzene
51-28-5 2,4-Dinitrophenol
1271—174—2 2,4-Di;ilrmoluene ]
118-74-1 Hexachlorobenzene
‘6772 Hexachloroethane
95-48-7 2-Methylphenol
106-44-5 38&4-Methylphenol )
98-95-3 Nitrobenzene
87-86-5 - Pemaohloropher;ol
03/06/07 12:31:25 Prog. Ver.: 0.09 Page 1of 1 REV 11/2002

Figure H-3. Example of Total SVOC analysis data sheet
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TOTAL SVOC ANALYSIS DATA SHEET
TENTATIVELY IDENTIFIED COMPOUNDS

Idaho Cleanup Project
Analytical Laboratories Department
Central Characterization Project

Field Sample ID: Lab Sample ID:
Sampling Batch No: Lab File ID:

Date Sampled: Data Report Number:
Date Extracted: Analytical Batch ID:
Extraction Holding Time:

Date/Time Analyzed: Instrument (D:
Analysis Holding Time: Matrix:

Preparation Method: Dilution Factor:

Analytical Method:

Number of TICs Found:

Congentration Retention
| CAS Number ! Tentatively Identified SVOCs i mg/kg Q Time {min)
[ \ i
08/14/06 13:18:09 Prog. Ver.: 0.09 FORM I-TIC SVOC Page 1 REV 11/2002

Figure H-4. Example of Total SVOC TIC analysis data sheet
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TOTAL SVOC ANALYSIS
SURROGATE RECOVERY FORM

Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Preparation Method:
Analytical Method:

Data Report Number:
Analytical Batch ID:
Instrument ID:

Sample Matrix:

SMC1 %R SMC2 %R SMC3 %R SMC6 %R

SMC4 %R { SMC5 %R
LABSAMPLEID (2FP) (PHL) (NBZ) (FBP) (TBP) (TPH) _our |

u |
K — | N
i | |
I f T "" T 1 - T - - - -
L4 |

J | 1
Iy - — S T — R — I |
el |
B ] | ]

o i N

Acceptance Criteria

S$1 (2FP) = 2-Fluorophenol 11 - 116
82 (PHL) = Phenol-d6 39 -1
S3 (NBZ) = Nitrobenzene-d5 Detected - 111
S4 (FBP) = 2-Fluorobipheny! Detected - 114
85 (TBP) = 2,4,6-Tribromophenol Detected - 130
$6 (TPH) = p-Terphenyl-d14 1 - 141
Z =Values Outside of Acceptance Criteria
D = Surrogates diluted out
8/8/2006 Prog. Ver.: 0.09 FORM Il sVOC Page 1 of 1 Rev 11/2002

Figure H-5. Example of Total SVOC surrogate recovery report form
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TOTAL SVOC ANALYSIS
MATRIX SPIKE/MATRIX SPIKE DUPLICATE REPORTING FORM

Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Preparation Method:

Analytical Method:

Data Report Number:
Analytical Batch ID:

Instrument (D: Matrix:

Lab Sample ID: MS Lab Sample ID: MSD Lab Sample ID:

Field Sample ID: MS Field Sample ID: MSD Field Sample ID:

Lab File ID: MS Lab File ID: MSD Lab File ID:

Date Analyzed: MS Date Analyzed: MSD Date Analyzed:

o B "~ SPKE SAMPLE | SPIKED SAMPLE | "ACCEPTANCE
ADDED CONCENTRATION | CONCENTRATION MS % CRITERIA
TARGET ANALYTE mg/kg | mg/kg ma/kg RECOVERY % RECOVERY |
1,4-Dichlorobenzene I | 20-124
2,4-Dinitrotoluene 39- 139

i Pentachtorophenol o 1 o - o 14-176

[ Phenol ) 5-112

[ S -

* I DUPLICATE
SPIKE ! SPIKED SAMPLE
ADDED CONCENTRATION MSD %
TARGET ANALYTE mg/kg ‘ mg/kg %RPD | RECOVERY QC LIMITS RPD

[ 1,4-Dichlorobenzene ‘ < 86

J 2,4-Dinitrotoluene < 45

L Pentachlorophenol < 128

| Phenol < 55

L

Z =Values Outside of Acceptance Criteria

D = Spiked Analytes Diluted Out

RPD: out of outside limits

Spike Recovery: out of outside limits.

8/8/2006 Prog. Ver.: 0.09 FCRM Ill SVOC Rev 11/2002

Figure H-6. Example of Total SVOC MS/MSD report form
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Date Extracted:

Date/Time Analyzed:

Preparation Method:

Analytical Method:

TOTAL SVOC ANALYSIS
LABORATORY BLANK SUMMARY

Idaho Cleanup Project

L ies D
Central Characterization Project

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:
Instrument ID:
Matrix:

THIS BLANK APPLIES TO THE FOLLOWING SAMPLES, MS AND MSD AND STANDARDS

FIELD ID

T
! DATE
LAB SAMPLE ID LAB FILE ID ANALYZED

TIME
ANALYZED

-

8/8/2006

Prog. Ver.: 0.09

FORM IVB SVOC

Rev 11/2002

Figure H-7. Example of Total SVOC laboratory blank summary report form
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TOTAL SVOC ANALYSIS
LABORATORY CONTROL SAMPLE FORM
{QC REFERENCE CHECK)

Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Date Extracted: Lab Sample (D:
Date/Time Analyzed: Lab File ID:
Preparation Method: Data Report Number:
Analytical Method: Analytical Batch ID:
Instrument ID:
Matrix;
MEASURED KNOWN ACCEPTANCE
CONCENTRATION | CONCENTRATION | PERCENT CRITERIA
TARGET ANALYTE mg/kg mg/kg RECOVERY % RECOVERY
1,4-Dichlorobenzene 20-124
2,4-Dinitrotoluene 39-139
Pentachlorophenol 14 -176
Phenol 5-112
Z =Values Outside of Acceptance Criteria
8/8/2006 Prog. Ver.: 0.09 FORM IX SVOC Page 1 of 1 Rev 11/2002

Figure H-8. Example of Total SVOC LCS report form
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Date/Time Analyzed:
Analytical Method:

TOTAL SVOC ANALYSIS
INTERNAL STANDARD AREA AND RT SUMMARY

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

i1S1(DCB)
Area

RT 1S2 (NPT)
(min.) Area

Daily CCAL Sample ID
Daily CCAL Lab File ID:
Data Report Number:
Analytical Batch ID:

Instrument ID:

RT IS3 (ANT)
{min.) Area

RT
{min.)

T
12 HOUR STANDARD

UPPER LIMIT
LOWER LIMIT

Lab Sample ID

~N| o o & W N -

I1S1 (DCB) = 1,4-Dichlorobenzene-d4

1S2 (NPT) = Naphthalene-d8
IS3 (ANT) = Acenaphthene-d 10

Z = Values outside of Acceptance Criteria

8/8/2006

Figure H-9. Example of Total SVOC internal standard area & RT report form

Prog. Ver.: 0.09

FORM VillA SVOC

Page 1 0of 2

Area upper limit = +100% of intemal standard area
Area lower limit = -50% of internal standard area

RT upper limit = +30 seconds of internal standard RT
RT lower limit = -30 seconds of interal standard RT

REV 11/2002
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TOTAL SVOC ANALYSIS
INTERNAL STANDARD AREA AND RT SUMMARY

Idaho Cleanup Project
Analytical Laboratories Department
Central Characterization Project

Date/Time Analyzed: Daily CCAL Sample 1D

Analytical Method: Daily CCAL Lab File I1D:
Data Report Number:
Analytical Batch ID:

Instrument ID:
1S4 (PHN) RT 1S5 (CRY) RT 1S6 (PRY) RT
Area (min.) Area (min.) Area (min.)
12 HOUR STANDARD
|
UPPER LIMIT |
LOWER LIMIT
Lab Sample ID
T -
2
-
3 i
S | S—
4 H
5
6
7 i
1S4 (PHN) = Phenanthrene-d10 Area upper limit = +100% of intemnal standard area
185 (CRY) = Chrysene-d12 Area lower limit = -50% of internal standard area

1S6 (PRY) = Perylene-d12
RT upper limit = +30 seconds of interal standard RT
Z = Values outside of Acceptance Criteria RT lower limit = -30 seconds of intemal standard RT

8/8/2006 Prog. Ver.: 0.09 FORM VIIIA SVOC Page 2 of 2 REV 11/2002

Figure H-9. Example of Total SVOC internal standard area & RT report form (continued)
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TOTAL SVOC ANALYSIS
INSTRUMENT PERFORMANCE CHECK

Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project_

DFTPP Injection Date/Time

Analytical Method:

Lab Sample ID:

Lab File 1D:

Data Report Number:
Analytical Batch ID:

instrument ID:
m/z lon Abundance Criteria % Rel Abundance
51 30.0 - 60.0% of mass 198 T ]
68 Less than 2.0% of mass 69 Q)]
69 Mass 69 relative abundance
70 Less than 2.0% of mass 69 )
127 40.0 - 60.0% of mass 198
197 Less than 1.0% of mass 198
198 Base Peak, 100% relative abundance
199 | 5.0-9.0% of mass 198 T
275 10.0 - 30.0% of mass 198
365 Greater than 1.0% of mass 198 T T
441 Present, but less than mass 443 3)
442 Greater than 40.0% of mass 198
443 17.0 - 23.0% of mass 442 )

1 - Value is % mass 69

2 -Value is % mass 442

3 - Value is % mass 443

THIS TUNE APPLIES TO THE FOLLOWING SAMPLES, MS, MSD, BLANKS AND STANDARDS

FIELD ID

LAB SAMPLE ID

LAB FILE ID

DATE ANALYZED | TIME ANALYZED |

8/8/2006

Prog. Ver.: 0.09

FORM V SVOC

Page 1 of 1

Rev 11/2002

Figure H-10. Example of Total SVOC instrument performance check report form
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TOTAL SVOC ANALYSIS
INITIAL CALIBRATION DATA
Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Calibration Dates/Times: ICAL File ID:
Analytical Method: Data Report Number:
Analytical Batch iD:
Instrument ID:
VLAVB”FILE Vlli RRF 1= | RRF3= ) RRF 5 = T
RRF 2= RRF 4 = ! RRF6=
TARGET ANALYTE RRF1 | RRF2 [RRF 3 RRF4 | RRFS& RRF6  AVE RRF % RSD #
| 2-Fluorophenal | |
Phenol-d6
! Phenol *

| 1,4-Dichlorobenzene *

| 1,2-Dichlorobenzene

2-Methylphenol

38&4-Methylphenol

N-Nitroso-di-n-propylamine **

Hexachloroethane

Nitrobenzene-d5

Nitrobenzene

2-Nitrophenol *

| 2,4-Dichlorophenol *

| Hexachlorobutadiene *

| 4-Chloro-3-methylphenol *

Hexachlorocyclopentadiene **
2,4,6-Trichlorophenol *

2-Fluorobiphenyl

| Acenaphthene *

| 2,4-Dinitrophenol **

; 4-Nitrophenol **

2,4-Dinitrotoluene

N-Nitrosodiphenylamine *

2,4,6-Tribromophenol

Hexachlorobenzene !

Pentachlorophenol *

Fluoranthene *

| Terphenyl-d14
| bis(2-Ethylhexyl)phthalate

| Di-n-octylphthalate *

i Benzo(a)pyrene *

CCC %RSD < 30% SPCC Average RRF > 0.050
* = CCC - Calibration Check Compounds Non-SPCC Average RRF > 0.010

.

= SPCC - System Performance Check Compounds

# Column used to flag modeled compounds
M = Modeled compound.
2 =Values Outside of Acceptance Criteria

8/8/2006 Prog. Ver.: 0.09 FORM VI SVOC REV 11/2002

Figure H-11. Example of Total SVOC ICAL report form
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Date/Time Analyzed:
Analytical Method:

Initial Calibration Date/Time

TOTAL SVOC ANALYSIS

CONTINUING CALIBRATION CHECK
Idaho Cleanup Project

Analytical Laboratories Department

Central Characterization Project

Lab Sample ID:

Lab File ID:

Data Report Number:
Analytical Batch ID:

Instrument ID:

TARGET ANALYTE

AVE RRF

CCAL RRF

%D

2-Fluarophenol

Phenol-d6

Phenol *

1,4-Dichlorobenzene *

1,2-Dichlorobenzene

2-Methylphenol

384-Methylphenol

N-Nitroso-di-n-propylamine **

Hexachloroethane

Nitrobenzene-d5

Nitrobenzene

2-Nitrophenol *

2,4-Dichlorophenol *

Hexachlorobutadiene *

‘ 4-Chloro-3-methylphenol *

Hexachlorocyclopentadiene **

2,4,6-Trichlorophenol *

2-Fluorobiphenyl

Acenaphthene *

2,4-Dinitrophenol ™

4-Nitrophenol **

2,4-Dinitrotoluene

N-Nitrosodiphenylamine *

2,4,6-Tribromophenol

Hexachlorobenzene

Pentachlorophenol *

Fluoranthene *

Terphenyl-d14

bis(2-Ethylhexyl)phthatate

Ei—n-octylphihalate .

~
]

Benzofa)pyrene *

CCC %D < 20%

* = CCC - Calibration Check Compounds
** = SPCC - System Per Check C

Z =Values Outside of Acceptance Criteria

8/8/2006

SPCC Average RRF

> 0.050

Non-SPCC Average RRF > 0.010

Prog. Ver.: 0.09

Figure H-12. Example of Total SVOC CCAL report form

FORM VIIA SVOC
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TOTAL SVOC ANALYSIS
MODELED COMPOUND REPORT

Idaho Cleanup Project
Analytical Laboratories Department
Central Characterization Project

Calibration Date/Time Lab Sample ID:
Analytical Method: Lab File 1D:
Data Report Number:
Analytical Batch ID:
Initial Calibration Date/Time Instrument ID:
Matrix:

KNOWN CONC.,

CALCULATED RESULT
7COMPOUND CCAL RRF ug/ml ug/mL
2,4-Dinitrotoluene ! ‘
1 B — _ — — —_ S S —
|
Di-n-octylphthalate * \ |
CCC %D < 20% SPCC Average RRF > 0.050

* = CCC - Calibration Check Compounds Non-SPCC Average RRF 2 0.010

** = SPCC - System Performance Check Compounds

Z =Values Outside of Acceptance Criteria

7/30/2003 Prog. Ver.: 0.09 FORM VIiB SVOC

Rev 11/2002

Figure H-13. Example of Total SVOC CCAL modeled compound report form
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TOTAL SVOC ANALYSIS
CCAL INTERNAL STANDARD AREA AND RT SUMMARY
idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Date/Time Analyzed: Daily CCAL Sample ID

Analytical Method: Daily CCAL Lab File 1D:

ICAL/CCAL Sample 1D Data Report Number:

ICAUCCAL Lab File ID: Analytical Batch ID:

Date Analyzed: Instrument ID:

181 (DCB} RT 182 (NPT) RT <‘; 1S3 (ANT) RT
I _Area e (MIN) 1 Aﬁa i Mw‘) Area (MIN)

Previous | 12 HOUR STANDARD \ B
ICALICCAL f UPPER LIMIT |

[LowermT |

— == - F - .

L J ‘ B

1S1 (DCB) = 1,4-Dichlorobenzene-d4 Area upper limit = +100% of intemal standard area

Continuing Calibratiqn C7hGCK o

-50% of internai standard area

: TN = Naohthalens-ds Ares lower
182 (NPT) = Naphthalens-dg Area lower

1S3 (ANT) = Acenaphthene-d10
RT upper limit = +30 seconds of intemal standard RT

Z = Values outside of Acceptance Criteria RT lower limit = -30 seconds of internal standard RT

8/10/2006 Prog. Ver.: 0.09 FORM VIIIB SVOC Rev 11/2002

Figure H-14. Example of Total SVOC CCAL internal standard area & RT report form
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TOTAL SVOC ANALYSIS
CCAL INTERNAL STANDARD AREA AND RT SUMMARY
Idaho Cleanup Project
Analytical Laboratories Department

Central Characterization Project

Date/Time Analyzed: Daily CCAL Sample ID
Analytical Method: Daily CCAL Lab File ID:
ICAL/CCAL Sample ID Data Report Number:
ICAL/CCAL Lab File ID: Analytical Batch ID:
Date Analyzed: Instrument ID:
. _
1S4 (PHN) ! RT 1S5 (CRY) RT 1S6 (PRY) RT
Area (MIN) Area | (MIN) Area (MIN) |
Previous 12 HOUR STANDARD ‘ ‘ |
{ICALICCAL | UPPER LIMIT [ | l\ | ] |
LOWER LIMIT . \ | |
1 Continuing Calibration Check ‘ i [ ‘ 77?
1S4 (PHN) = Phenanthrene-d10 Area upper limit = +100% of intemal standard area
185 (CRY) = Chrysene-d12 Area lower limit = -50% of internal standard area

I1S6 (PRY) = Perylene-d12
RT upper limit = +30 seconds of intemal standard RT
Z = Values outside of Acceptance Criteria RT lower limit = -30 seconds of internal standard RT

8/10/2006 Prog. Ver.: 0.09 FORM VIIIB SVOC Rev 11/2002

Figure H-14. Example of Total SVOC CCAL internal standard area & RT report form
(continued)
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MDL Determination Date:
Preparation Method:
Analytical Method:

TOTAL SVOC ANALYSIS
MDL REPORTING FORM

Idaho Cleanup Project

Analytical Laboratories Department
Central Characterization Project

Instrument ID:
Matrix:

Reported

Pragram Required

PRQL

TARGET ANALYTE | ™DLmgkg | MDLmg/kg mglkg
bis(2-Ethylhexyl)phthalate 5 40
|120ichorobenzene ) 5 o
71,4-Dichl¢;;::benzene - - ) 1 75 R F |
“2,4—Dinitrophenol - - ) i - 1 75 R F |
2.4:Drinitrc@ene77 o 0.3 26
?qur;n]ene - - B a 5 40
Hexach\o;)benzene - ) B D ; | F |
Hexachlaroethane T 5 o 467
2-Methylphenol - - o 1T 75 | Tﬁ
;AZMethylph;;u; o o 5 40
7I:litrobenzene - 5 L 40
P;ntachbmphenol ’b 7? o 740 -
Phen‘cl 1 5 40 ]
8/8/2006 Prog. Ver.: 0.09 FORM X SVOC Page 10of 1

Figure H-15. Example of Total SVOC

MDL report form

Rev 10/2002
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Appendix |

Total Metals Data Reporting Forms

TRU Analytical Laboratery

CHZ2M+«\WGE

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDOGxxxM Analytical Methods: CCP-TP-181
Revision Number: 0 CCP-TP-182
Change Number: 0 CCP-TP-183
Issue Date: MM/DDMYY Analyte(s): Metals
Waste Generator Site: AMWTF

Summary: This data report contains analysis results for x samples from Sampling Batch

SSCHH-YYYYY.
Report Content:
Section Content Pages
1 Sample Identification Table D0 — 00
2 Sample Custody and Tracking Documents D0ex — 00w
3 Analysis Results 00x — D0xx
4 Batch QC Sample Resulis 003 — DOxx
5 Instrument QC Data 00xx — D0ox
(3] Data Review Checklists 00nx — D0xx
Laboratory Release Authorization:
Name & Position Signature Date
Jeffrey 5. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure 1.1. Example of Total Metals batch data report cover page
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Method, CVAA:
Method, ICP-AES Prep.:
Method, ICP-AES Analysis:

TOTAL METALS SAMPLE CROSS-REFERENCE TABLE

IDAHO CLEANUP PROJECT

ANALYTICAL LABORATORIES DEPARTMENT
CENTRAL CHARACTERIZATION PROJECT

Data Report Number:
Analytical Batch ID:

Field Sample ID

Lab Sample ID

Form XRef - Metals

Data Updated:

Figure 1-2. Example of Total Metals sample identification table
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TOTAL METALS ANALYSIS DATA SHEET

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHARACTERIZATION PROJECT

Field Sample ID:

Sampling Batch No.:

Date Sampled:

Date Digested, ICP:
Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis:

Lab Sample ID:

Data Report No. :
Analytical Batch ID:
Date Digested, CVAA:
Instrument ID, CVAA:
Microwave Digester iD:

Instrument ID, ICP-AES:

Concentration Units: mg/kg

Date and Time of | Holding Time,
CAS No. Analyte Concentration | C Q Analysis Days M
7440-36-0 Antimony P
7440-38-2 Arsenic P
7440-39-3 Barium P
7440-41-7 Beryllium P
7440-43-9 Cadmium P
7440-47-3 Chromium P
7439-92-1 Lead P
7439-97-6 Mercury v
7440-02-0 Nickel P
7782-49-2 Selenium P
7440-22-4 Silver P
7440-28-0 Thallium P
7440-62-2 Vanadium P
7440-66-6 Zing P

C = concentration qualifier; Q = data qualifier; M = method code;

Comments:

Form 1 - Metals

Data Updated:

Figure 1-3. Example of Total Metals analysis data sheet
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LCS Source, CVAA:

LCS Source, ICP-AES:
Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis:

LABORATORY CONTROL SAMPLE

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHARACTERIZATION PROJECT

Data Report Number :
Analytical Batch ID:
LCSID, CVAA:
LCS ID, ICP-AES:

Concentration Units: mg/kg

Analyte

True

Found

Control Limits
C Low High

%R

=

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

wlw|v|wiw | |<|T|w|{T|T|(O|T|™

C = concentration qualifier; M = method code

Form 9 - Metals

Data Updated:

Figure 1-4. Example of Total Metals LCS report form
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Field Sample 1D #:

Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis :

MATRIX SPIKE RECOVERY

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT
CENTRAL CHARACTERIZATION PROJECT

Lab Sample ID:
Data Report Number:
Analytical Batch ID:

Concentration Units: mg/kg

Analyte

Spike Sample
Result C | Sample Result C | Spike Added

%R

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

vlw|lw|w|w|lw|l<]|w]|w|w]|w]|w]w] o2

C = concentration qualifier; Q = data qualifier; M = method code

Comments:

Figure 1-5. Example of Total Metals matrix spike recovery report form

Form 6 - Metals
Data Updated:
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MATRIX SPIKE DUPLICATE AGREEMENT

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHARACTERIZATION PROJECT

Field Sample 1D: Lab Sample ID:
Method, CVAA: Data Report Number :
Method, ICP-AES Prep.: Analytical Batch ID:

Method, ICP-AES Analysis:

Concentration Units: mg/kg

Matrix Spike
Analyte Matrix Spike Result C Duplicate Result C RPD Q

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

T R T T I T O I R IO Rl - |

Zinc

RPD = relative percent difference;
C = concentration qualifier; Q = data qualifier; M = method code

Form 8 - Metals
Data Updated:

Figure 1-6. Example of Total Metals matrix spike duplicate agreement report form
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Field Sample ID:

Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis :

POST DIGESTION SPIKE RECOVERY

ANALYTICAL LABORATORIES DEPARTMENT

IDAHO CLEANUP PROJECT

CENTRAL CHARACTERIZATION PROJECT

Lab Sample ID:
Data Report Number:
Analytical Batch ID:

Concentration Units: ug/L

Analyte

Spiked Sample
Result

C |Sample Result C

Spike Added

%R

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

oo lufmlole|<c|e oo |~ |v]|v =2

C = concentration qualifier; Q = data qualifier; M = method code

Comments:

Form 7 - Metals
Data Updated:

Figure 1-7. Example of Total Metals post-digestion spike recovery report form
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Field Sample ID:

Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis :

SERIAL DILUTION AGREEMENT

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHHARACTERIZATION PROJECT

Lab Sample ID:
Data Report No. :
Analytical Batch ID:

Concentration Units: ug/L

Analyte

Sample Serial Dilution
Result (o) Result C | %Difference

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Nickel

Selenjium

Silver

Thallium

Vanadium

Zinc

oo lw|w|v|e]|vlv oo |0 |v v ||R

C = concentration qualifier; Q = data qualifier; M = method code

Form 10 - Metals

Data Updated:

Figure 1-8. Example of Total Metals serial dilution report form
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INITIAL AND CONTINUING CALIBRATION VERIFICATION

IDAHO CLEANUP PROJECT

ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHARACTERIZATION PROJECT

Data Report Number:
Method, CVAA:

Method, ICP-AES:
Calibration Source, ICP-AES:
ICV Source, ICP-AES:

CCV Source, ICP-AES:
Calibration Source, CVAA:
ICV Source, CVAA:

CCV Source, CVAA:

Concentration Units: ug/L

Analytical Batch ID:
Instrument ID, CVAA:
Instrument ID, ICP-AES:

Initial Calibration Verification
Analyte True Found %R True Found

Continuing Calibration Verification
Found %R(2)

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

glw|o|v|wfe|<|]|w]lo|wlo]|lw]|O|=R

Form 2 - Metals, Page 1 of1

Data Updated:

Figure 1-9. Example of Total Metals ICV/CCV report form
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LOW LEVEL CONCENTRATION CHECK STANDARD, ICP-AES

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CIHARACTERIZATION PROJECT

Instrument ID, ICP-AES: Data Report Number:
Method, ICP-AES: Analytical Batch ID:

Concentration Units: ug/L

Analyte True Found %R

Antimony

Arsenic

Barium

Beryllium
Cadmium

Chromium
Lead
Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

Form 2b - Metals, Page 1 of 1

Data Updated:

Figure 1-10. Example of Total Metals ICP-AES low-level concentration check standard report
form
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Instrument ID, CVAA:
Instrument ID, ICP-AES:
Method, CVAA:

Method, ICP-AES Prep.:
Method, ICP-AES Analysis:

BLANKS

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CHARACTERIZATION PROJECT

Data Report Number:
Analytical Batch ID:
Lab Blank ID, CVAA:
Lab Blank ID, ICP-AES:

Initial Calibration
Blank , ug/L

Continuing Calibration Blank, ug/L

Laboratory
Blank, mg/kg

Analyte

C 1 C

2 C 3 C

Antimony

Arsenic

Barium

Beryllium

Cadmium

Chromium

Lead

Mercury

Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

R T T T T S T T T R R T R

C = concentration qualifier;

M = method code;

Form 4 - Metals, Page 1 of 1

Data Updated:

Figure 1-11. Example of Total Metals Blanks report form
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INTERFERENCE CHECK SAMPLE, ICP-AES
IDAHO CLEANUP PROJECT

ANALYTICAL LABORATORIES DEPARTMENT
CENTRAL CHARACTERIZATION PROJECT

Instrument ID, ICP-AES: Data Report Number:
Method, ICP-AES Analysis: Analytical Batch ID:

Concentration Units: ug/L

True Initial Found Final Found
Analyte Solution A Solution AB| Sol. A Sol. AB %R Sol. A Sol. AB %R

Antimony

Arsenic

Barium

Beryllium
Cadmium

Chromium

Lead
Nickel

Selenium

Silver

Thallium

Vanadium

Zinc

Form 5 - Metals, Page 1 of 1

Data Updated:

Figure 1-12. Example of Total Metals ICP-AES interference check sample report form



Controlled

Copy CCP-TP-188, Rev. 2

Effective Date: 12/29/2010

CCP Analytical Data Recording, Review, and Reporting

Page 108 of 127

Instrument ID, CVAA:
Instrument ID, ICP-AES:
Method, CVAA:

Method, ICP-AES Analysis :

INSTRUMENT DETECTION LIMITS

IDAHO CLEANUP PROJECT
ANALYTICAL LABORATORIES DEPARTMENT

CENTRAL CIHHARACTERIZATION PROJECT

Data Report Number:
Analytical Batch ID:

Wavelength IDL
Analyte (nm) (ug/L) IDL Effective Date | M
Antimony 206.83 P
Arsenic 189.04 P
Barium 233.53 P
Beryllium 234.86 P
Cadmium 226.50 P
Chromium 205.55 P
Lead 182.15 P
Mercury 253.70 \'%
Nickel 231.60 P
Selenium 196.09 P
Silver 33829 P
Thallium 190.86 P
Vanadium 292.40 P
Zinc 213.86 P

IDL = instrument detection limit; M = method code

Form 11 - Metals

Data Updated:

Figure 1-13. Example of Total Metals IDL report form
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Instrument ID, ICP-AES:

LINEAR RANGES, ICP-AES
IDAHO CLEANUP PROJECT

ANALYTICAL LABORATORIES DEPARTMENT
CENTRAL CHARACTERIZATION PROJECT

Data Report Number:

Method, ICP-AES Analysis : Analytical Batch ID:
Wavelength Linear Range Linear Range
Analyte (nm) (ug/L) Effective Date
Aluminum 23731
Antimony 206.83
Arsenic 189.04
Barium 233.53
Beryllium 234.86
Cadmium 226.50
Calcium 317.93
Chromium 205.55
Iron 238.20
Lead 182.15
Magnesium 279.08
Nickel 231.60
Selenium 196.09
Silver 338.29
Thallium 190.86
Uranium 263.55
Vanadium 292.40
Zinc 213.86
Form 12 - Metals
Data Updated:

Figure 1-14. Example of Total Metals ICP-AES linear ranges report form
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Appendix J

HPLC Data Reporting Forms (Formaldehyde and Hydrazine)

CH2MWE TRU Analytical Laboratory

LLC

1o A

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDO90xxF Analytical Method: CCP-TP-196
Revision Number: 0 Analyte(s): Formaldehyde
Change Number; 1]

Issue Date: MDD Y

Waste Generator Site: CCP-SRS

Summary. This data report contains analysis resulis for x samples and x trip blanks from
Sampling Batch SSCxx-yyyyyy.

Report Content:
Section Content Pages
1 Sample Identification Table D0y — 0o
2 Sample Custody and Tracking Documenis D00 — 00
3 Analysis Results 00x — 0000
4 Batch QC Sample Results 00xx — 000x
L] Instrument QC Data 00xx — 00xx%
[ Data Review Checklists 006x — 00xx
Laboratory Release Authorization:
MName & Position Signature Date
Jeffrey S. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure J-1. Example of Formaldehyde batch data report cover page
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CH2MWE TRU Analytical Laboratory

LLC

1o A

Idaho Cleanup Project

Central Characterization Project

RCRA Analysis Data Report

Batch Data Report Number: ALDO90xxH Analytical Method: CCP-TP-196
Revision Number: 0 Analyte(s): Hydrazine
Change Number; 1]

Issue Date: MDD Y

Waste Generator Site: CCP-SRS

Summary. This data report contains analysis resulis for x samples and x trip blanks from
Sampling Batch SSCxx-yyyyyy.

Report Content:
Section Content Pages
1 Sample Identification Table D0y — 0o
2 Sample Custody and Tracking Documenis D00 — 00
3 Analysis Results 00x — 0000
4 Batch QC Sample Results 00xx — 000x
L] Instrument QC Data 00xx — 00xx%
[ Data Review Checklists 006x — 00xx
Laboratory Release Authorization:
MName & Position Signature Date
Jeffrey S. Laug
Laboratory Manager
Shelly J. Sailer
Laboratory Quality Assurance Officer

Figure J-2. Example of Hydrazine batch data report cover page
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HPLC Sample Cross-Reference Table

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

Preparation Method: CCP-TP-18x RO Data Report Mumber:
Analytical Method: CCP-TP-18x RO Analytical Batch ID:
Field Sample ID Lab Sampile ID
1E-Mar-02 12213 Fiorm ¥REFHPLC Rev 0.0

Figure J-3. Example of HPLC sample identification table for formaldehyde or hydrazine
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HPLC ANALYSIS DATA SHEET

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

Field Sample 1D: Lab Sample ID:

Sampling Batch Mo.: Lab File 1D

Date Sampled: Data Report Number.  ALDyynnnm

Date Extracted: Analytical Batch 1D:

Exfraction Holding Time: days Preparation Method: CCP-TP-19xR 0

Date Derivatized: Analytical Method: CCP-TP-15x RO

Derivatization Holding Time: days Sample Matrix: Solid

Date/Time Analyzed: Instrument 1D: HPLC-1

Analysis Holding Time: days Dilution Factor:

CAS Number Target Analyte Concentration (mg/kg) Q

16-Mar-0s 12:13 Form -HPLC Fev 0.0

Figure J-4. Example of HPLC analysis data sheet for formaldehyde or hydrazine
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HPLC MATRIX SPIKE/MATRIX SPIKE DUPLICATE REPORTING FORM

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

Preparation Method: CCP-TP-18x RO Data Report Mumber: ALDyynmnm
Analytical Method: CCP-TP-18x RD Analytical Batch 10:
Instrument 10 HPLC-1 Sample Matrix: Solid
Lab Sample ID: M5 Lab Sample ID: M5D Lab Sample 1D:
Field Sample ID: MS Field Sample ID: MSD Field Sample ID:
Lab File 1D: M5 Lab File 1D: MSD Lab File I0:
Date Analyzed MS Date Analyzed: MS Date Analyzed:
Spike Sample Spiked Sample —_—
Target Analyte Added Concentration | Concentraon | . H:"S A“;F"F‘:Ef"t““
img/kg) {mafkg) {markg) covery =
&0-150
Spike Duplicate Spiked
Sample MSD Acceptance Criferia
Target Analyte [Tﬂﬁﬁs}l Concentration Y%Recovery RFD RPD
{mgfkg)
50
Z = Did not meet acceptance criteria
D = Spiked analyte diluted out
16-Mar-02 1215 Fomm II-HPLG Reyw 0.0

Figure J-5. Example of HPLC MS/MSD report form for formaldehyde or hydrazine
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HPLC LABORATORY BLANK FORM

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

Date Extracted: Lab Sample ID:

Date Derivatized: Lab File 1D

Derivatization Holding Time: days Data Report Number.  ALDyynnnm

Date/Time Analyzed: Analytical Batch 1D

Analysis Holding Time days

Preparation Method: CCP-TP-19xR 0 Sample Matrix: Solid

Analytical Method: CCP-TP-19x R O Instrument 10: HPLC-1

Target Analyte Concentration {mag/kg) Q Acceptance Criteria (mgvkg)
=30
Z = Did not meet acceptance criteria
This laboratory blank applies to the following field samples and QC samples:
Field Sample ID Lab Sample 1D Lab File 1D Cate Analyzed Time Analyzed

16-Mar-08 1215 Form 1II-HPLC Fev 0.0

Figure J-6. Example of HPLC laboratory blank report form for formaldehyde or hydrazine
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HPLC LABORATORY CONTROL SAMPLE FORM

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

Date Extracted: Data Report Mumber: ALDyynmnm
Extraction Holding Time: days Analytical Batch ID:
Date Derivatized: Lahb File ID:
Derivatizafion Holding Time days
Date/Time Analyzed:
Analysis Holding Time: days
Preparation Method: CCP-TP-18x RO Sample Matrix: Solid
Analytical Method: CCP-TP-18x RO Instrument 10: HPLC-1
Target Analyte Em::ﬁun Knnwntﬂr:"-:fnﬁ;m'aﬁun % Recovery AW;P:E:;;E“
{mgtkg)
80150
16-Mar-02 116 Form W-HPLC Reyw 0.0

Figure J-7. Example of HPLC LCS results report form for formaldehyde or hydrazine
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HPLC INITIAL CALIERATION DATA

Idaho Cleanup Project

TRU Analytical Laboratory
Central Characterization Project

ICAL Date/Times: Data Report Number:
Analytical Method: CCP-TP-18x RO Instrument 10x: HPLC-1
Target Analyte: ICAL Standard Source:
; Retention RT Window (minutes
Standard 1D C““:“E“"‘;“”" Absorbance Time i )
ma/L {minutes) From To

Comelation coefficient (r):

16-Mar-02 1217

Fionm W-HPLC

{Acceptance criteria: r 20.000)

Figure J-8. Example of HPLC ICAL data report form for formaldehyde or hydrazine

Rev 0.0
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HPLC INITIAL CALIBRATION VERIFICATION DATA

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

ICAL Date/Times: Data Report Number:
Analytical Method: CCP-TP-18x RO Instrument 10x: HPLC-1
Target Analyte: ICW Standard Source:
ICW Lak 1Dx ICB Lab ID:
IV File 1D: ICB File ID:
Icv Icv Icv Hﬂt'cr:j RT ’.'"’l““““‘"
Meazured Concentration | Known Concentration %o Tiemem {minutes)
(gL} {mgiL) Recovery (minutes) From To

ICV %R Acceptance Criteriac B5-115%

ICB Meazured Concentration
(gL}

ICB Acceptance Criteria
{mgiL)

=

16-Mar-02 12218 Form WVHHPLC Rev 0.0

Figure J-9. Example of HPLC initial calibration verification data form for formaldehyde or

hydrazine
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HPLC CONTINUING CALIERATION VERIFICATION DATA

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

ICAL Date/Times: Data Report Number:
Analytical Method: CCP-TP-18x RO Instrument 10x: HPLC-1
Target Analyte:
CCN Lab 1D: CCB Lab 1D
CCN File 1D: CCB File ID:
cev cev ooy Hﬂfcn: RT ’.'"’l““““‘"
Measzured Concentration | Known Concentration % Tiemem {minutes)
(gL} {mgiL) Recovery (minutes) From To

CCV %R Acceptance Criteria: B5-115%

CCB Measured Concenfration CCB Acceptance Criteria
(mglL) {mg/L)

=

16-Mar-02 12218 Form VIFHPLC Rev 0.0

Figure J-10. Example of HPLC continuing calibration verification data form for formaldehyde or
hydrazine



Controlled

Copy CCP-TP-188, Rev. 2

CCP Analytical Data Recording, Review, and Reporting

Effective Date: 12/29/2010

Page 120 of 127

HPLC MDL REPORTING FORM

Idaho Cleanup Project
TRU Analytical Laboratory
Central Characterization Project

MDL Determination Date: Instrument 10x: HPLC-1
Preparation Method: CCP-TP-18x RO Sample Mafrix: Solid
Analytical Method: CCP-TP-18x RO
Reported MDL Program-Required MDL PRGL
Target Analyle {mgkg) (mgkg) (mglkg)
10 100
16-Mar-08 1218 Form Vill-HPLC

Rev 0.0

Figure J-11. Example of HPLC MDL report form for formaldehyde or hydrazine
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Appendix K

Batch Data Report Formats and Content

Table K.1. BDR format and required content for headspace gas analyses

Report Section

GCIFID VOCs
(CCP-TP-173)

GC/MS VOCs
(CCP-TP-175)

Cover Page (See Figure E-1) (See Figure E-1)
e Laboratory name e Laboratory name
e Data report number e Data report number
e Revision humber e Revision number
e Change number e Change number
e |ssue date o [ssue date
e Waste generator site e Waste generator site ID
ID e Summary statement
e Summary statement (narrative)
(narrative) e Table of contents
e Table of contents e Laboratory release
e Laboratory release authorization
authorization signature(s)
signature(s)
Section 1 e Cross-reference of e Cross-reference of field

Sample Identification
Table/Analytical Request

field and laboratory
sample IDs (see
example of analytical

and laboratory sample
IDs (see example of
analytical request form

Form request form in in CCP-TP-177)
CCP-TP-177)
Section 2 e COC forms e COC forms
————— e Sample tags e Sample tags

Sample Custody
Documents and Sample
Tags

Section 3
Analysis Results

Analysis data sheet for
each sample, including:
analytical batch
number; field and
laboratory sample IDs;
method number; results
in ppmv to 2 significant
figures; date/time of
analysis; reporting flags

Analysis data sheet and
TIC analysis data sheet
for each sample,
including: analytical
batch number; field and
laboratory sample IDs;
method number; results
in ppmv to 2 significant
figures; date/time of
analysis; reporting
flags; TIC retention
times
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Report Section GC/FID VOCs GC/MS VOCs
(CCP-TP-173) (CCP-TP-175)
. LCSs e LCSs
Section 4 ° . .
oc Measurement e Laboratory duplicates | e Laboratory duplicates
Results® e LBs e LBs
e Analyte ID forms (for | e Internal standard areas
samples with and RTs
detectable target
analytes)
Section 5 e ICALs e ICALs
Calibration Results® | ® CCVs * CCALs
e MDLs e Instrument tunes
e MDLs

Sample Custody

Sample Custody

Section 6 b ’ ! )
Data Review Checklists Review Qheckllst (see Review C_heckllst (see
example in example in
CCP-TP-177) CCP-TP-177)

Data Generator
Checklist (includes
operator signature and
procedure revision, see
example in Figure C-1)
ITR Checklist
(contains sample
preservation
verification and data
release authorization,
see Figure D-1)

Data Generator
Checklist (includes
operator signature and
procedure revision, see
example in Figure C-1)
ITR Checklist (contains
sample preservation
verification and data
release authorization,
see Figure D-2)

Section 7 o GC/FID raw data o GC/MS raw data
Raw Data
Section 8 e Copies of associated e Copes of associated

Miscellaneous
Supporting Data

NCRs
Copies of sample
preparation logs

NCRs
Copies of sample
preparation logs

a Designation of QC samples is indicated through the assigned sample identification code
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Table K.2. BDR format and required content for RCRA solids analyses

Report Section Total VOCs Total NHVOCs Total SVOCs Total Metals
(CCP-TP-184) (CCP-TP-186) (CCP-TP-185 & (CCP-TP-181, CCP-TP-
CCP-TP-187) 182, CCP-TP-183)
(See Figure F-1) (See Figure G-1) (See Figure H-1) (See Figure 1-1)
Cover Page e Laboratory name e Laboratory name e Laboratory name e Laboratory name
o Data report number |e Data report number o Data report number | e Data report number
e Revision number e Revision number e Revision number e Revision number
e Change number e Change number e Change number e Change number
e Issue date o Issue date e Issue date e Issue date
e Waste generator e Waste generator site | e Waste generator e Waste generator
site ID ID site ID site ID
e Table of contents ¢ Table of contents e Table of contents e Table of contents
e Laboratory release |e Laboratory release o Laboratory release o Laboratory release
signatures signatures signatures signatures
: o Cross-reference of | e Cross-reference of e Cross-reference of e Cross-reference of
Section 1 - . . -
_Sampl o field and laboratory field and laboratory field and laboratory field and laboratory
e sample IDs (see sample IDs (see sample IDs (see sample IDs (see
Identification . . . .
Table Figure F-2) Figure G-2) Figure H-2) Figure 1-2)
: o Copies of Field e Copies of Field COC | e Copies of Field o Copies of Field
Section 2
sample Custody COC forms forms COC forms COC forms
: e ACS Sample e ACS Sample e ACS Sample e ACS Sample
and Tracking . . . . X . . .
Container Weight Container Weight Container Weight Container Weight
Documents . . . .
Information Information Information Information
printouts® printouts® printouts® printouts®
e Sample Container | e Sample Container e Sample Container e Sample Container
cleanliness cleanliness cleanliness cleanliness
certificates® certificates® certificates® certificates®
Section 3 e Report narrative ¢ Report narrative e Report narrative e Report narrative

Analysis Results

(includes copies of
associated NCRs)
Analysis data sheet
(see Figure F-3)
and TIC analysis
data sheet (see
Figure F-4) for
each sample,
including:
analytical batch
number; field and
laboratory sample
IDs; method
number and
revision; holding
times; results in
mg/kg wet weight
to 2 significant
figures; date/time
of analysis;
reporting flags; TIC
retention times

(includes copies of
associated NCRs)

o Analysis data sheet
(see Figure G-3) for
each sample,
including: analytical
batch number; field
and laboratory
sample IDs; method
number and
revision; holding
times; results in
mg/kg wet weight to
2 significant figures;
date/time of
analysis; reporting
flags

(includes copies of
associated NCRs)
Analysis data sheet
(see Figure H-3)
and TIC analysis
data sheet (see
Figure H-4) for
each sample,
including:
analytical batch
number; field and
laboratory sample
IDs; method
number and
revision; holding
times; results in
mg/kg wet weight
to 2 significant
figures; date/time
of analysis;
reporting flags; TIC
retention times

(includes copies of
associated NCRs)
¢ Analysis data sheet
(see Figure 1-3) for
each sample,
including:
analytical batch
number; field and
laboratory sample
IDs; method
number and
revision; holding
times; results in
mg/kg wet weight
to 2 significant
figures; date/time
of analysis;
reporting flags
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Report Section Total VOCs Total NHVOCs Total SVOCs Total Metals
(CCP-TP-184) (CCP-TP-186) (CCP-TP-185 & (CCP-TP-181, CCP-TP-
CCP-TP-187) 182, CCP-TP-183)
Section 4 Surrogate results . Surrogate results Surrogate results . L_CSs (see
BatcTQC (see Figure F-5) (see Figure G-4) (see Figure H-5) Figure 1-4)
sample Results” MS/MSD results o MS/MSD results MS/MSD results e MSand MSD
(see Figure F-6) (see Figure G-5) (see Figure H-6) recoveries (see
LB/MB results (see | LB results (see LB results (see Figure 1-5)
Figures F-3 and Figure G-6) Figures H-3 and e MS/MSD RPD
F-4) e LB summaries (see H-4) (see Figure 1-6)
LB/MB summaries Figure G-7) LB summaries (see | e« Post-digestion
(see Figures F-7 o LCS results (see Figure H-7) spike results (see
and F-8) Figure G-8) LCS results (see Figure 1-7)
LCS results (see o Analyte ID Figure H-8) e Serial dilution
Figure F-9) confirmation for Internal standard results (see
Internal standard samples with areas and RTs (see Figure 1-8)
areas and RTs (see detected analytes Figure H-9)
Figure F-10) (see Figure G-9)
Section 5 Instrument tune o ICAL results (see Instrument tune e ICVICCVs (see
mstCb re_sults (see Figure G-10) re_sults (see Figure 1-9)
Data Figure F-11) e CCV results (see Figure H-10) o LLC (see
ICAL results (see Figure G-11) ICAL results (see Figure 1-10)
Figure F-12) e MDLs (see Figure Figure H-11) e Blanks (see
CCAL results (see G-12) CCAL results (see Figure 1-11)
Figures F-13, F-14 Figures H-12, e |ECFs (see
and F-15) H-13, and H-14) Figure 1-12)
MDLs (see MDLs (see e IDLs (see
Figure F-16) Figure H-15) Figure 1-13)
e Linear ranges (see
Figure 1-14)
Section 6 Sample Receivirrg e Sample Receivirrg Sample Receivin_g e Sample Receivin_g
Data Review and Cu_stody review and Cu_stody review and Cu_stody review and Cu_stody review
Checklists checklist (example checklist (example checklist (example checklist (example

in CCP-TP-180)
Data Generator
Checklist (contains
operator signature,
see Figure C-2)
ITR checklist
(contains sample
preservation
verification and
data release
authorization, see
Figure D-4)

in CCP-TP-180)
Data Generator
Checklist (contains
operator signature,
see Figure C-2)
ITR checklist
(contains sample
preservation
verification and
data release
authorization, see
Figure D-6)

in CCP-TP-180)
Data Generator
Checklist (contains
operator signature,
see Figure C-2)
ITR checklist
(contains sample
preservation
verification and
data release
authorization, see
Figure D-8)

in CCP-TP-180)
Data Generator
Checklist (contains
operator signature,
see Figure C-2)
ITR checklists
(contains sample
preservation
verification and
data release
authorization, see
Figures D-9 and D-
10)

Included only when laboratory provides pre-weighed sample containers.

b

The designation of QC samples is indicated through the assigned sample identification codes.
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Table K.3. SDP? content (minimum) for RCRA solids analyses

Total VOCs
(CCP-TP-184)

Total NHVOCs
(CCP-TP-186)

Total SVOCs
(CCP-TP-185 &
CCP-TP-187)

Total Metals
(CCP-TP-181,
CCP-TP-182,
CCP-TP-183)

ACS sample cross-
reference for each log
Copies of VOC sample
preparation logbook
Copies of VOC sample
run logbook

Copies of standard
certificates

GC/MS instrument raw
data printouts for all
samples and associated
batch and instrument
QC, in chronological
order

ACS sample cross-
reference for each log
Copies of NHVOC
sample preparation
Logbook

Copies of NHVOC
sample run logbook
Copies of standard
certificates

GC/FID instrument
raw data printouts for
all samples and
associated batch and
instrument QC, in
chronological order

ACS sample cross-
reference for each log
Copies of SVOC
sample preparation
Logbook

Copies of SVOC
sample run logbook
Copies of standard
certificates

GC/MS instrument raw
data printouts for all
samples and associated
batch and instrument
QC, in chronological
order

Copies of mercury
batch preparation
record(s)

Copies of mercury
CVAA run log(s)
Copies of mercury
standard certificates
CVAA instrument raw
data printouts for all
samples and associated
batch and instrument
QC, in chronological
order

ACS printouts for
mercury analysis
Copies of microwave
digestion record(s)
Copies of digestion
standard certificates
Microwave method
printout(s)

Microwave
pressure/time profile(s)
ACS printouts for
microwave digestion
Copies of ICP standard
preparation record(s)
Copies of ICP-AES
metals standard
certificates

Copies of ICP-AES
interelement correction
threshold values
Copies of ICP-AES
interelement correction
factors

ICP-AES instrument
raw data printouts for
all samples and
associated batch and
instrument QC, in
chronological order
ACS printouts for ICP-
AES analysis

ACS sample cross-
reference for each log

SDP is assigned the same number (“ALDYYnnnX”) as the associated BDR
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Table K.4. BDR format and required content for site-specific formaldehyde and hydrazine
RCRA solids analysis

Report Section

Formaldehyde
(CCP-TP-196)

Hydrazine
(CCP-TP-197)

(See Figure J-1)

(See Figure J-2)

Cover Page e Laboratory name e Laboratory name
e Data report number e Data report number
e Revision number e Revision number
e Change number o Change number
o |[ssue date o Issue date
o \Waste generator site ID o \Waste generator site ID
e Table of contents e Table of contents
e Laboratory release signatures e Laboratory release signatures
Section 1 o Cross-reference of field and o Cross-reference of field and
Samlecation Ia_boratory sample IDs (see Ia_boratory sample IDs (see
Table Figure J-3) Figure J-3)
Section 2 o Copies of Field COC forms e Copies of Field COC forms

Sample Custody and
Tracking Documents

Section 3
Analysis Results

Report narrative (includes copies
of associated NCRs)

Analysis data sheet (see

Figure J-4) for each sample,
including: analytical batch
number, field and laboratory
sample IDs, method number and
revision, holding times, results in
mg/kg wet weight to 2 significant
figures, date/time of analysis,
reporting flags

Report narrative (includes copies
of associated NCRs)

Analysis data sheet (see

Figure J-4) for each sample,
including: analytical batch
number, field and laboratory
sample IDs, method number and
revision, holding times, results in
mg/kg wet weight to 2 significant
figures, date/time of analysis,
reporting flags

Section 4
Batch QC Sample Results?

MS/MSD results (see Figure J-5)
LB results and summary (see
Figure J-6)

LCS results (see Figure J-7)

MS/MSD results (see Figure J-5)
LB results and summary (see
Figure J-6)

LCS results (see Figure J-7)

Section 5
Instrument QC? Data

ICAL data (see figure J-8)
ICV/ICB results (see Figure J-9)
CCVI/CCB results (see

Figure J-10)

MDLs (see Figure J-11)

ICAL data (see Figure J-8)
ICV/ICB results (see Figure J-9)
CCVI/CCB results (see

Figure J-10)

MDLs (see Figure J-11)

Section 6
Data Review Checklists

Sample Receiving and Custody
review checklist (example in
CCP-TP-180)

Data Generator Checklist
(contains operator signature, see
Figure C-2)

ITR checklist (contains sample
preservation verification and data
release authorization, see

Figure D-11)

Sample Receiving and Custody
review checklist (example in
CCP-TP-180)

Data Generator Checklist
(contains operator signature, see
Figure C-2)

ITR checklist (contains sample
preservation verification and data
release authorization, see

Figure D-12)

a

The designation of QC samples is indicated through the assigned sample identification codes.




Controlled
Copy CCP-TP-188, Rev. 2 Effective Date: 12/29/2010
CCP Analytical Data Recording, Review, and Reporting Page 127 of 127

Table K-5. SDP? content (minimum) for site-specific hydrazine and formaldehyde RCRA solids

analyses
Formaldehyde Hydrazine
(CCP-TP-196) (CCP-TP-197)
e ACS sample cross-reference for each log e ACS sample cross-reference for each log
o Copies of formaldehyde extraction logbook o Copies of hydrazine extraction loghook
o Copies of formaldehyde derivatization o Copies of hydrazine derivatization loghook
logbook o Copies of HPLC standard preparation logbook
o Copies of HPLC standard preparation loghook | e Copies of standard certificates
o Copies of standard certificates e Copies of HPLC run logbook
e Copies of HPLC run logbook e HPLC instrument raw data printouts for all
e HPLC instrument raw data printouts for all samples and associated batch and instrument
samples and associated batch and instrument QC, in chronological order
QC, in chronological order

a SDP is assigned the same number (“ALDYYnnnX”) as the associated BDR



