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DATA REPORTI NG FOR NONVALI DATED

CHEM CAL METHODS ( NVCM

l. PURPOSE
This directive prescribes policy concerning the reporting of analytical
val ues for conpounds where the analytical method (or nethods) has not net
Agency requirenments for validation or collaboration by a multi-I|aboratory
study or has not been submtted for study. This Directive also identifies
anal yst and supervisory responsibilities in reporting data when usi ng NVCM s.
1. CANCELLATI ON
Cancel FSIS Directive 10,110.1, dated 5-14-86.
. REASON FOR REI SSUANCE

The Attachment has been revised extensively and nethods are now listed in
al phabeti cal order.

| V. REFERENCES

Met hod E691, paragraph 16.8.3; Anmerican Society for Testing Materials G ubbs’
Test, in Hawkins, D.M, ldentification of Qutliers (New York: Chapman and

Hal |, 1980), Appendices | and Il, pp. 136-143.
V. ABBREVI ATI ONS
The followng will appear in their shortened formin this Drective:
CD Chem stry Division, Science and Technol ogy
cv Coefficient of Variation
MPL M ni mum Profi ci ency Level
NVCM Nonval i dat ed Chem cal Met hod
PPB Parts Per Billion
PPM Parts Per MI1ion
S&T Sci ence and Technol ogy
SRV Sensitivity Rounding Value for the Analyte
TSL Techni cal Support Laboratories
X Anal yte Concentration of |nterest
Vi . PCLI CY
A This Directive identifies FSIS s system for reporting anal ytica

val ues for compounds where the nethod or nethods have not been fully or
sucessfully validated or where a multi-laboratory study is not warranted.



S&T has accepted the use of NVCM s to conduct the various prograns for the
anal ysis of drugs, pesticides, and other chemcals in neat and poultry
pr oduct s.

B. There are three chief advantages to using NVCMs. First, NVCM s
are available on a short turn-around basis. Second, the costs of their
i npl ementation are substantially |less than those associated with validated or
col l aboratively studied methods. Third, changes can be introduced in NVCM s
to inprove productivity and performance w thout the requirement to repeat
val i dation studi es.

VII. DEFI NI TI ON

Nonval i dated Chem cal Method. An anal ytical procedure which (1) has not been
validated in a multi-laboratory study by at |east three independent anal ysts
with a mnimum of two |aboratories, or (2) was subjected to a nulti-
| aboratory study at an anal yte concentration above the residue limt or (3)
the determined MPL is higher than the established residue limt. Thi s
definition does not apply to validated or collaborated anal ytical chem cal
met hods extended to other species and tissues by study or to analytica
met hods primarily used as screens to detect the presence of an anal yte.
However, procedures for extending analytical nethods to other species and
tissues for use in only one |laboratory are the sane as described in this
Directive.

VIIT. REQUI REMENTS

A New NWVCM S. To establish an anal ytical chem cal nethod not already
listed in this Directive as a NWVCM the following criteria wll be applied to
determne linearity and repeatability using fortified tissues.

1. To determne linearity, use external analyte standards at 4
nom nal concentrations, 0 X, 1/2 X, X and 2 X, on three separate days. A
m nimum | i near correlation coefficient value (r) of 0.9995 is required.

2. A mnimm of 20 data points are required based on 5 replicates
per set of 4 concentration levels. Fortification concentrations are a 0 X,
1/2 X, X and 2 X in the species and tissue of interest. The recoveries and
CV for repeatability for fortified tissues are to neet the CD guidelines for
acceptability issued Novenber 2, 1983, summarized as foll ows:

Anal yt e Concentration CV Repeatability Recovery
0.1 to 10 PPM < 15 percent 80- 110 percent
1 to 100 PPB < 20 percent 60- 115 percent

< 1 PPB < 35 percent 40-120 percent



3. The above referenced 20 data points nmust be conposed of at
| east two sets of sanples prepared on different days. Replicate set anal yses
within day is acceptable if analysis tine permts.

B. Mul ti pl e Species-Ti ssues. Anal ytical data for the additiona
species or tissues requires a mninmumof 12 additional data points, i.e., the
four nomnal concentrations in triplicate, either within day or between days.
| f X changes for different species or between tissues, this provision does
not apply.

C. NVCM S in Use.

1. The NVCM S and respective applicable species/tissues are
listed in Attachnent 1.

2. Addi ti onal anal ytical nethods given the status of NVCMw || be
initially appended in protocols, studies, or other instrunments. The intent,
scope and use of the NVNCMw || be stated, to be foll owed by an amendnent to
this Directive which adds the new N\V\CMto the listing at Attachnent 1.

3. Current NVCM s whi ch have subsequently nmet the criteria for a
val i dated or col |l aborated analytical nmethod will be del eted by amendnent to
Attachnent 1.

I X. ACCEPTABI LI TY/ RESPONSI BI LI TI ES
A Eval uation of Analytical Data Acceptability for Reporting
1. The anal yst(s) are to performthe assays on species/tissues

designated by CD, with duplicate anal yses for all positives. The difference
(D in the two values to the nearest SRV should be equal to or |less than the
product determ ned by the foll ow ng equation:

D < X Ccv 2.0 2 1/2

100
Were: CV for each nethod is prescribed in Attachnment 1.
X is the sanpl e nean,

2.0 represents the 95 percent confidence interval based on
ASTM Ref erence, and

2 is the nunber of determ nations.

If this criterion is not nmet, the analysis is to be repeated tw ce,
subj ecting the repeat values to the equation in subparagraph | X A 1.

2. If the criterion for data acceptability for the first or
second set of duplicate values is not net in subparagraph I X A 1., repeat the



anal ysis again in duplicate, and calculate the CV using all six values. The
CV nust be equal to or less than the CV listed at Attachnent 1. If the
criterion still remains unsatisfied, repeat the anal yses, add two additi onal
values and then test the data for outliers at the 1 percent |evel wusing
G ubbs' test. For reporting analytical values using this section, the CV
must be based on a mninmum of six values in order to report a nean.

B. Reporting of Data.

1. The SRV is the first nonsignificant unit of nmeasurenment and
serves as an estimation value for calculating a single analytical value as
part of a series of nultiple determ nations. The nean is calculated by

summ ng the anal ytical values for each determ nation including the SRV | ast
estimate and then dividing by the nunber of determ nations. For the case
descri bed in subparagraph I X. A 1., the analyst reports the nean of the two
accept abl e values rounding the analytical value to one significant figure
| ess than the SRV. Exanpl e: If the SRV is 0.01 PPM then the nean is
reported to the nearest 0.1 PPM For analytical values ten tines greater
than the initial analytical data base for evaluation, increase the SRV by a
factor of ten, and report the nmean to one significant figure | ess than the
revised SRV. For anal ytical values which are additional orders of magnitude,
e.g., 100 or 1000 tines above the initial data base, the sane format is
fol | oned.

2. For the case described in subparagraph I X A 2., the anal yst
reports the nean of all anal yses perforned, rounding the analytical value to
one significant figure |l ess than the SRV.

D. Supervi sory Revi ew.

1. The responsible TSL supervisor shall review all instrunent
recordi ngs, |aboratory notebooks, analytical calcul ations, statistical data,
and any other pertinent docunents prior to reporting data on FSIS anal ysis
formns.

2. The CD Staff reviews all data generated in establishing an
anal ytical nmethod as a NVCM

Marvin A. Norcross
Deputy Adm ni strator
Sci ence and Technol ogy

At t achment
Tabl e of Nonval i dated Chem cal ©Met hods
FSI S DI RECTI VE 10, 110.1

REVI SI ON 1
ATTACHMENT 1



TABLE OF NON- VALI DATED CHEM CAL METHODS
Synbol Codes for Tissues:
F=f at L=liver
K=ki dney Menuscl e

Expect ed Speci es/ Ti ssues
Met hod Ref er ence Repeatability CV(% SRV
a
Anabol i cs (ANA) Chem Lab 20 (DES) 0.001 PPB Bovine/L, K M
(DES, Zeranol, Qui debook 25 (ZER &
and Tal eranol) 5. 051 TAL)
Arsenic & Tin (ASN) Chem Lab 25 0.01 PPM Al/L, K M
(At om ¢ Absorption) Qui debook (As) turkey/L&M
5. 009 (Sn)
Benzi m dazol es (BNZ) M dwestern 20 0.01 PPM Red neat
(al bendazol e sul fone, Lab- 1989 speci es/
b carbendazi m

L&M (benonyl
met abolite)
canmbendazol e,
f enbendazol e,
oxf endazol e,
mebendazol e,
t hi abendazol e and
5- hydr oxynet abol i t e)
Car bamat es (CBM Eastern 30 0.1 PPB Al |/ L&M

(aldicarb, aldicarb Lab- 1989
sul f oxi de, al di carb

sul fone, carbaryl,

car bof ur an,

hydr oxycar bof ur an,

met hi ocarb and

sul f oxi de,

buf encar b,

TABLE OF NON- VALI DATED CHEM CAL METHODS
Synbol Codes for Tissues:
F=f at L=liver
K=ki dney Menuscl e

Repeatability
Expect ed
Met hod Ref er ence CV(% SRV Speci es/ Ti ssues - -



bendi ocar b, propoxur,

oxanyl, di oxacarb,
i soprocarb, and
pr onmecar b)
Chl or anpheni col (CAM M dwestern 25 0.01 PPB  Sw ne/ Bovi ne/ M
Lab- 1989
Cl opi dol (CLP) JACAC 12 0.1 PPM Poul try/ L&M
67(2), 344
1984
Decoqui nat e (DCQ Eastern Lab 20 0.01 PPM  Poul try/ L&M
D butyltin dilaurate Eastern 20 0.01 PPM  Poul try/L&M
Lab- 1989
Levam sole (LVM Chem Lab 15 0.001 PPM All Red Meat/L&M
Qui debook
5.033
Mor ant el / Pyr ant el Chem 20 0.01 PPM Bovi ne &
C
Lab- 1989 Swi ne/ M
Qui debook
5. 046
Novobi oci n ( NVB) Eastern 15 0.01 PPM Red Meat/L&M
& (NBV) Lab- 1989
(Manual &
Robot i cs
Met hods)
TABLE OF NON- VALI DATED CHEM CAL METHODS
Synbol Codes for Tissues:
F=f at L=liver
K=ki dney Menuscl e
Repeatability Speci es/ Ti ssues
Met hod Ref erence Expected CV(% SRV
Ni t rom dazol es (NTZ2) M dwestern 35 0.01 PPB  Turkey
Lab- 1989 & Swi ne/ M
Organophosphates (ORP) Chem Lab 20 0.01 PPM Al /L&M
(di chl orvos, ruel ene, Qui debook
gut hi on and coumaphos 5. 006
(0)
Pyret hroi ds (PYR) Eastern 20 0.01 PPM A I/F (pernethrin,



Lab- 1989 (1 PPB for
cypernet hrin, cyper net hrin)
del tanet hrin,
fenval er at e,
flucythrinate)

Tri azi nes East ern 20 0.1 PPB All/F
(chlorinated) (TRZ) Lab- 1989

Repl acenent

Chem Lab

Gui debook

5.032 and

West ern 20 0.1 PPB All/F

Lab- 1990

Ge

Per meati on

TABLE OF NON- VALI DATED CHEM CAL METHODS
Synbol Codes for Tissues:
F=f at L=liver
K=ki dney Menuscl e

Repeatability Speci es/ Ti ssues
Met hod Ref erence Expected CV(% SRV
Tyl osin (TYL) ARS- Mbats 20 0.01 ppm Bovi ne/ M
Met hods
Vi rgini anyci n (NBV) Eastern 20 0.01 ppm Red Meat /L&M
Lab- 1989

a - Passed at |east 3-analyst, 2-laboratory validation study for part of
t he net hod.

b - For carbendazim analysis applies to poultry as well.

c - Liver method passed a 3-laboratory study for new aninml drug
appl i cation.



