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ü Organisation of plant protection products in France

ü Competences of each partner

ü The controls

ü Requirements of labs dealing with PPP

ü Characterization, validation and accreditation

ü Sanco mandatory and possible application

ü Statistical tools

ü The different steps of GC/MS validation in our lab

ü The ñDossierò of validation

ü Opening on the QuEChERS method and LC-MS/MS

Guy Jamet ïSTRBG

Lay out of the presentation
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ü Ministry of agriculture : DGAL

ü No official laboratories

ü Recognition of labs in department

ü Ministry of finances

ü Directory of competition, consumers and frauds 

repression: DGCCRF 

ü Directory of food and feed: Laboratories: SCL 

Guy Jamet ïSTRBG

Organisation of plant protection 

products in France
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ü Ministry of agriculture: 

ü Authorization of use for PPP

ü Directory of food and feed: 

ü Follow up of good agricultural practices

ü Controls in the fields before selling

ü Control by application of PPP

ü Posses its own system of enforcement

ü Directory of competition, consumers and frauds repression.

ü Controls at selling points of local production and import

ü Respect of MRL, detection of misusing, frauds

ü Enforcement is different

Guy Jamet ïSTRBG

Competences of each partner
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ü Official labs depending of the Finances Ministry

ü Official controls

ü EU monitoring

ü National enforcement

ü Report to DGCCRF

ü Partnership with DGAL on recognition

ü State a formal conformity or non conformity

ü Department labs depending of the executive organism of the 
department

ü Recognised by DGAL

ü May be mandated by DGCCRF

ü Advise about of the legality of the sample

Guy Jamet ïSTRBG

The controls
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Enforcement and Sampling

Guy Jamet ïSTRBG

DU    SCL

SCL   LAB

Samples
Results

Conclusions

Survey
Remaining of the rules

2nd Control sampling predicted

Control
1) Document in dispute

2) Destruction of the 
commodity 

Corrupted 

Sample

CCRF Inspectorates 
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ü Accreditation

ü According ISO 17025

ü Validated Methods 

ü According EU 2002-657

ü DG Sanco guidelines

ü According accreditation bodies requirements

ü Fix or flexible scope

ü Reference to recognized methods

ü Participation to 

ü Proficiency testing

ü EUPT if they are involved in the EU monitoring

Guy Jamet ïSTRBG

Requirements of labs dealing 

with PPP
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Characterization, validation and 

accreditation

ü Characterization of a method:

ü Evaluation of the steps introducing variability 

ü Validation of method:

ü Statement according the characterization results if the 

method is fit for the purpose via an acceptable measured 

uncertainty

ü Accreditation: 

ü Statement a lab is providing a recognized level of safety

ü Validation is a part of accreditation

ü Traceability is the other wider part.
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Sanco mandatory and possible 

application

Guy Jamet ïSTRBG



10

Sample

CharacterizationMandatory

Guy Jamet ïSTRBG

ü Contamination and interference

ü Sampling

ü Transport

ü Sample processing

ü Test portions weighing

ü Extraction condition

ü Purification

ü Concentration of extract

ü Dilution



11

Standards

CharacterizationMandatory

Guy Jamet ïSTRBG

ü Frequency of replacement

ü Stability of working 

standards

ü Identity ü Identity to the library

ü Purity ü Consistent spectra

ü Storage of stock standards

ü Storage of working standards

ü Stability of stock standards
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Calibration

ü LCL, LOD, LOQ: 

ü Not calculated

ü But  determination of RSD 

ü Limits  and MRL

Guy Jamet ïSTRBG

Mandatory Characterization

ü Interpolation

ü Visual inspection of calibration 

and curves

ü Dynamic range of calibration

ü Interpolation: Difference 

between 2 levels <factor 4

ü Calibration function  must be 

calculated and plotted

ü Appropriate curve fitting
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Sequences

ü Calibration standardü Length of the sequence

Guy Jamet ïSTRBG

ü Drift (20-30%)

ü 2 dilutions per samples x n 

samples

ü Calibration standard

ü Maintenance of the system

Mandatory Characterization
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Representative analytes

ü Effect on calibration (multi 

residue)

ü Recovery

Guy Jamet ïSTRBG

Mandatory Characterization

ü Each batch for representative

ü Frequency of calibration and 
recalibration

ü Choice of representative 
analytes

ü Calibration of not integrated 
residues

ü Degradation of products 

(metabolites included in the 

residue)

ü Mixture of isomers

ü 15 analytes + 25% if the 

scope is 40 pesticides
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Matrix effect

ü Calibration against solvent

ü Extracted matrix calibration

ü Matrix matched

ü Different group

ü Choice of representative 
Matrix

Guy Jamet ïSTRBG

Mandatory Characterization

ü Choice of analyte protectants

ü Extraction recovery with 
appropriate standard

ü Choice of the quantification 
method

ü Priming in GC

ü 3 portions

ü Knowledge of amount

ü Standard addition

ü Spiking at the same level
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Chromatographic integration

ü Chromatograms must be 

visually inspected 

Guy Jamet ïSTRBG

Mandatory Characterization

ü Chromatographic integration 

and baseline adjustment

ü Consistent approach must be 

adopted ( Capability of 

instrument)

ü Compromise to integrate in 

one step

ü List of Residue amenable 

one by one

ü Characteristic ion 

chromatograms

ü Selectivity
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Performance-criteria qualitative 

screening method validation

ü Repeatability of presence
ü Low probability of presence

Guy Jamet ïSTRBG

Mandatory Characterization

ü Confidence established at a 
certain concentration level

ü Representative of for the 
matrix scope

ü No regard of linearity and 
recovery

ü False positive excluded with 
blank samples

ü False positive from past 
injection must be avoided

ü Confidence by repeatability 
of quantification when MS 
spectra is amenable

ü All residues 

ü Depending if method is 
conducted in solvent or 
matrix
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Acceptability of analytical performance: 

Initial validation

ü Profile of accuracy matrix by 

matrix or globally?

ü Mean recovery at each spiking 

level 70-120%

Guy Jamet ïSTRBG

Mandatory Characterization

ü At least for one representative 

matrix

ü Lower recoveries acceptable 

under conditions

ü RSD r and RSD IP <20% for 

all compounds

ü In different matrices

ü In solvent

ü Combination of frequency of 

amenable MS spectra and 

recovery at MRPL level


