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Purpose:

To provide standard procedures for data reduction and validation for laboratories
participating in the USDA/AMS Pesticide Data Program (PDP).

Scope:

This standard operating procedure (SOP) shall be followed by all laboratories conducting
residue studies for PDP, including support laboratories conducting stability or other types of
studies that may impact the program.

Outline of Procedure:

5.1 Raw Data Handling
5.2 Calculations and Significant Figures
53 Chromatogram Labels

References:

e USDA/AMS PDP Quality Assurance (QA)/Technical Meeting, April 9-11, 2002

o USDA/AMS PDP Quality Assurance (QA)/Technical Meeting, February 21-22, 2001
e Quality Assurance (QA) Meeting, April 4-5, 2000

e QA Committee Meeting, May 19-21, 1998

e 40 CFR 160.130 Conduct of a study

e 40 CFR 160.185 Reporting of study results

e Memorandum from Martha Lamont, May 5, 1992

e Memorandum from Robert Epstein, October 9, 1991
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Specific Procedures:

This standard operating procedure (SOP) represents minimum PDP requirements and is
presented as a general procedure. Each laboratory shall have written procedures that provide
specific details concerning how the procedure has been implemented in that laboratory.

5.1

Raw Data Handling

Raw data are defined as any laboratory worksheets, logbooks, records, notes,
chromatograms, calculations, instrument printouts, electronic data, and any other
data, which are the result of original observations and activities.

For manual entry all raw data shall be recorded directly, promptly, and legibly in
permanent ink. Pencil or erasable pen is not acceptable. All data entries shall be
dated on the date of entry and signed or initialed by the person entering the data.
Each individual error shall be corrected using a single-line cross out (no white-out).
The reason for the correction shall be indicated and each correction shall be dated
and initialed. Documented error codes may be used to explain errors. Correction of
multiple errors [e.g., changing results for a single compound on each sample
Laboratory Information Form (LIF) in a set from non-detect (ND) to not analyzed
(M), correcting analyst name on multiple chromatograms in an analytical run] may
be accomplished in the following manner: on first occurrence of the error, or on a
summary sheet, make/indicate the appropriate correction, including date, initials,
explanation of error/error code, and all affected subsequent entries. Each subsequent
occurrence of the error must then be corrected, dated, and initialed.

Each participating laboratory shall prepare internal worksheets for data collection
(e.g. homogenization and extraction worksheets). Worksheets may be prepared
electronically. The worksheets shall be organized in a logical manner (e.g.,
chronologically, or by sample number). No pages shall be destroyed.

For automated data entry/data acquisition systems (i.e., HP ChemStations) the
individual responsible for direct data input shall be identified at the time of input.
Each sheet generated as part of a printout of acquired data shall be signed or
initialed, OR a laboratory may choose to use signed and dated summary sheet(s)
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showing calculated results. All chromatograms shall be retained. Chromatograms
that have been manipulated through the data system shall be clearly labeled as
reprocessed/manipulated and shall indicate the reason for reprocessing.

Calculations and Significant Figures

Each laboratory shall have an internal SOP describing the data manipulation steps
taken to reach the final reported concentration. No data shall be ignored without a
written explanation (e.g., instrument malfunction, wrong standard used, co-eluting
peak, etc.). Laboratories shall not use the “best two out of three” criteria for data
reporting.

In all calculations at least one significant figure in excess of the reporting
requirements shall be carried through the calculation. When rounding is required,
values greater than or equal to 5 shall be rounded up.

Percent recoveries shall be reported to two significant figures if less than 100 or to
three significant figures if greater than 100.

All concentrations shall be reported to at least two significant figures in parts per
million (ppm), parts per billion (ppb), or parts per trillion (ppt) on the Laboratory
Information Form (LIF).

Chromatogram Labels

Each chromatogram shall be adequately labeled to preserve data integrity.
(refer to PDP-DATA-04, subsection 5.1)

Date and time of data acquisition

Sample identification number or standard code

Identity of analyst(s) setting up analytical run

If different, identity of analyst(s) who processed or reprocessed the data for
quantitation
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e Added correction handling exceptions for obvious/simple errors and multiple errors to
subsection 5.1



