
November 8th, 2011 

Santiago - Chile 

Agrochemical Analysis Sub-group  

Report  
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CORESTA  Agrochemical Analysis Sub-group 

Objectives 

1) To perform regular Proficiency Testing of Multi-Residue Methods for 
the analysis of agrochemical residues on tobacco 

2) Undertake Joint Experiments to resolve unanswered questions arising 
from proficiency tests; to expand knowledge base on agrochemical 
residues and their analysis 

3) Produce and maintain a series of Technical Notes (on different 
agrochemical residue classes and selected individual compounds) to 
supplement the Technical Guideline and aid method development and 
improvement 
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TF: Curing 
Technology 

Agronomy 

SG: TSNA in Air-Cured 
Tobacco 

SG: Routine Analytical 
Chemistry 

Board 

Secretary General 

Scientific Commission 

Phytopathology 

SG: Pest and Sanitation 
Management in Stored 

Tobacco 

SG: Collaborative Study on 
Blue Mold 

SG: GM Tobacco-Proficiency 
Testing 

TF: Integrated Pest 
Management (IPM) 

Product Technology 

SG: Agrochemical 
Analysis 

SG: Physical Test 
Methods 

SG: Cigar Smoking 
Methods 

ACAC 

Smoke Science 

TF: In Vitro Testing of 
Tobacco Smoke 

SG: Special Analytes 

SG: Smoking Behaviour 

SG: Biomarkers 

SG: Smokeless Tobacco 

TF: Sustainability in 
Tobacco Production 

TF: Agrochemicals 
Residue Field Trials 

TF: Integrated Pest 
Management (IPM) 

TF: Diagnostic Expert 
System Translation 

CORESTA  Agrochemical Analysis Sub-group 
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CORESTA  Agrochemical Analysis Sub-group 

 CORESTA-FAPAS Proficiency test FT07 

 Joint Experiment Test Study  

 Degradation Study  

 Technical Notes 

 Technical Guideline review (CORESTA Guide N°5) 

 Sub-group meeting Bergerac (France) July 19-20, 2011 

2011 Activity 
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Objective 1: MRM Proficiency Testing 

 FAPAS = Food Analysis Performance Assessment Scheme ("The 

Food and Environmental Research Agency", York, UK) 

 Proficiency Test N°7 

 24 laboratories from 15 countries 

 20 spiked agrochemicals on blank tobacco residue free 

 FAPAS Report FT07 

 Collection of analytical methods used by the participant 

laboratories 

CORESTA-FAPAS Proficiency Test 
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FT07 
Participant 

Laboratories 

Objective 1: MRM Proficiency Testing 
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FT07: Agrochemical selection 

Objective 1: MRM Proficiency Testing 
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"Clean" tobacco        
(296 analytes <LoQ) 

Selection of 20 active substances 

Preparation of stock solution 

Spiking (500 g tobacco) 

Analysis of tobaccos             
(target levels, homogeneity) 

Distribution to participants           
(April 15, 2011) 

25 

Laboratories 
24 

Return of data (June 02, 2011)                   
FAPAS data evaluation 

FAPAS report on the Web            
(July 01, 2011) 

Sub-group meeting                              
(Bergerac July 19-20, 2011) 

FT07: Course 
of Events 

Objective 1: MRM Proficiency Testing 

Analytical 
Methods 
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Azoxystrobin: laboratory results, z-score and assigned value 

Assigned 
Value 

+2 z-score 

-2 z-score 

+3 z-score 

-3 z-score 

0,00
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Objective 1: MRM Proficiency Testing 
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Deltamethrin: laboratory results, z-score and assigned value 

Assigned 
Value 

-2 z-score 

+3 z-score 

-3 z-score 

+2 z-score 
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Objective 1: MRM Proficiency Testing 
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Round 7: z-scores satisfactory % 

Objective 1: MRM Proficiency Testing 
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z-scores satisfactory % comparison between PTs 

Objective 1: MRM Proficiency Testing 

20
11

_I
G

02
_R

ep
or

t_
S

G
_A

gr
oc

he
m

ic
al

-A
na

ly
si

s.
pd

f
S

S
P

T
20

11
 &

 A
P

20
11

 -
 D

oc
um

en
t n

ot
 p

ee
r-

re
vi

ew
ed

 b
y 

C
O

R
E

S
T

A



Page No. 13 

z-scores satisfactory % comparison between PTs 

Objective 1: MRM Proficiency Testing 
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Joint Experiment Test Study 

 Objective: To identify analytical issues for specific CPAs arising from the proficiency test 

 Performed: Cyfluthrin (coordinator Masahiro Miyoshi, JT LTRC Oyama) 

 17 participant laboratories 

 Test material:  

 Sample 1: naturally incurred tobacco (Turkish 
Oriental crop 2008) 

 Sample 2: artificially spiked tobacco  

 Sample 3: blank tobacco for recovery and/or 
matrix-matched calibration 

 Homogeneity test sample 1 and 2 

 Test procedure: 

 Each sample was analyzed in triplicate 

 Laboratories were free to choose the analytical 
method 

 Two recoveries (fortification level 0.50 mg/kg) 
were measured 

 

Objective 2: Joint Experiment Test Study 
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Sample 1 – naturally incurred 

|Z-score| Evaluation N. of labs

<=2 Satisfactory 13

>2 & <=3 Questionable 2

>3 Unsatisfactory 2

Objective 2: Joint Experiment Test Study 
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Sample 2 – artificially spiked 

|Z-score| Evaluation N. of labs

<=2 Satisfactory 12

>2 & <=3 Questionable 1

>3 Unsatisfactory 4

Objective 2: Joint Experiment Test Study 
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Sample 1 & Sample 2  

         Except Lab 4, each laboratory 

obtained almost the same Z-score 

for both samples, regardless of 

the type of samples, i.e. incurred 

or spiked.  

Sample 1 Sample 2

1 -0.6 1.2

2 0.0 -0.5

3 9.9 6.1

4 0.1 4.1

5 1.5 1.6

6 -0.9 -0.3

7 16.5 21.7

8 0.2 0.0

9 1.0 1.9

10 2.5 3.3

11 -2.0 -1.3

12 -1.4 -1.2

13 0.0 1.5

14 -1.9 0.4

15 1.9 -0.1

16 -2.6 -2.1

17 -1.9 -0.7

Z-scoreLab

number

Objective 2: Joint Experiment Test Study 
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Degradation Study: coordinator Dr. Thomas Anspach - Eurofins Dr. Specht 

 Test material:  FAPAS Round 6 samples  →  8 CPAs identified for the degradation study 

 The CPAs for the degradation study have been communicated to the laboratories at the end of the PT 

 Some laboratory have additionally tested: Aldicarb, Aldicarb sulfoxide, Carbaryl, Deltamethrin, Indoxacarb, Fenamiphos, 
Fenamiphos sulfoxide, Methamidophos, Profenofos 

 7 participant laboratories: GLS, Oekolab, Microbac, LAnaRT, Eurofins Dr. Specht, Eurofins Sweden, JT LTRC 

Objective 2: Joint Experiment Test Study 
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Degradation Study 

Objective 2: Joint Experiment Test Study 
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Degradation Study: graphical set-up of results 

individual absolute  
mg/kg results 

 

 

 

 

 

 

 

 

The mg/kg results of each lab are 
plotted versus the concrete date 

of month (no correction for 
recovery was made) 
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Day 0 of each lab was set to 100% 
and percentage of the following 
monthly results was calculated 

in regards to day 0 
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Mean percentage value for each 
month interval for all lab results 

was calculated and plotted 
versus unified month x-scale 
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Objective 2: Joint Experiment Test Study 
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Assessment of degradation studies 

ec.europa.eu/food/plant/protection/resources/app-h.pdf 

Objective 2: Joint Experiment Test Study 
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Assessment of degradation studies 

www.epa.gov/ocspp/pubs/frs/publications/Test_Guidelines/series860.htm 

Objective 2: Joint Experiment Test Study 
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 pyrethroid 

 

 

Comprises a mixture of 
cis- and trans-isomeres 

 

On the plant: 

No information. 

Objective 2: Joint Experiment Test Study 
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Cypermethrin – individual relative results [%] 

Objective 2: Joint Experiment Test Study 
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Cypermethrin – average degradation curve 
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Objective 2: Joint Experiment Test Study 
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Objective 2: Joint Experiment Test Study 

 No significant degradation losses for any of the investigated 
agrochemicals were found 

 Only the pyrethroids cyfluthrin and cypermethrin showed degradation 
curves for room temperature storage with about 30% losses over the 
time 

 Some laboratories have conducted the study with the additional 
agrochemicals in the spiked sample from the proficiency test "Round 6": 
Aldicarb, Aldicarb sulfoxide, Carbaryl, Deltamethrin, Indoxacarb, 
Fenamiphos, Fenamiphos sulfoxide, Methamidophos, Profenofos 

Degradation Study: Conclusion 
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Additional degradation data 

Methamidophos Profenofos 
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Fenamiphos Fenamiphos sulfoxide 
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Technical Note: Maleic Hidrazide (Fraser Williamson) 

Sections:  

-  Background information 

-  Proprieties        

-  Sample preparation (extraction and clean-up)    

 

-  Modes of analysis 

-  Analysis (Chromatography and quantitation) 

-  References 

Objective 3: Technical Notes 

Additional Technical Notes: Dithiocarbamates, Acid herbicides, Dinitroanilines, 

                                                  Pyrethroides, Methamidophos 
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CORESTA  Agrochemical Analysis Sub-group 

Sub-group annual meeting 

 

             Bergerac - France July 19th-20th, 2011 20
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CORESTA  Agrochemical Analysis Sub-group 

Special thanks 

 

  Fraser Williamson: Arista Laboratories, USA   

  Thomas Anspach: Eurofins Dr. Specht, Germany 

  Torbjörn Synnerdahl: Eurofins, Sweden 

  Masahiro Miyoshi: JT LTRC, Japan 
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Thank you 
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