
News on 
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Service 



• Accurate Mass Data DB 

• PestiPedia 

• Analytical Capabilities on Pesticides (WD 

SANCO/12745/2013 rev. 9(1)) 

• Update of official sample scope 
 

• CS2 Data Collection Project 

• Outlier-Test in Method Validation DB 
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1. Go to „https://www.eurl-pesticides-datapool.eu“ 

2. Click on „Login“ 
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EURL DataPool  |  Login required 
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Accurate Mass DB | Search Tool 
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Accurate Mass DB (GC) | Query 



Accurate Mass DB (GC) | Query 
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Accurate Mass DB (GC-HRMS) | Result of Query 



Accurate Mass DB (LC-HRMS) | Result of Query 
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(Cooperation with Swedish NRL (National Food Agency, Sweden) is ongoing.) 

2 



Online-Search for HR-MS data 
is available. 

Submission of HR-MS data is 
highly welcome! 

Take Home Message 



PestiPedia | Tool to Compile Pesticide Expert Knowledge 

• Cooperation with WG on Pesticides of the German Chemical 
Society (“AG Pestizide”) 

• pesticide-residue-experts can make contributions to aspects 
that are relevant in pesticide residue analysis. 

• individual contributions will be discussed by registered experts 
and the outcome will be imported into the EURL DataPool 



PestiPedia | Tool to Compile Pesticide Expert Knowledge 
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PestiPedia | Tool to Compile Pesticide Expert Knowledge 



PestiPedia | Contributions to Specific Topics 
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Open here the form to make 
comments on e.g. “Sensitivy”. 
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PestiPedia | Form to Enter Observations 



PestiPedia | Contributions to Specific Topics 
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PestiPedia | Practical/Legal Aspects 
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Interested? 
Please contact: 

eurl-srm@cvuas.bwl.de 
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PestiPedia = website to share 
experiences/observations/… 
with other pesticide experts. 

Give/Take-Concept! 

Take Home Message 



• Re-evaluation of dithiocarbamate-MRLs is planned for 
2019 

• DTCs are usually analyzed by using common moiety 
methods involving the release of carbon disulfide (CS2) 
via an acid digestion/hydrolysis step (using a mixture of 
tin(II)-chloride and hydrochloric acid) 

• Some crops naturally contain compounds (e.g. mustard oil 
glycosides) that do release CS2 (either spontaneously or) 
during the digestion/hydrolysis step of DTC analysis (=> 
background CS2-levels): 

• crops belonging to Brassicaceae  + Alliaceae family 

• Papaya 

Collection of CS2-Findings non-Originating from DTC-Pesticides 



CS2-Background Levels | Some Results 



=> Need to collect data on non-pesticide related CS2 levels 
of ORGANIC products 

CS2-Background Levels | Some Results 



CS2-Background Levels | Priority List (by EFSA & EURL-SRM) 

Priority # of crops Exemplary crops 

High 91 
Radish, turnips, broccoli, cauliflower, 

caper, papaya, guava 

Medium 46 
Figs, sweet potatoes, pomegranate, 

mango, maracuja, chamomile, ginger 

Low 186 
Almonds, berries & small fruits, avocado, 

lentil 

(*) For relevant commodities data from 59 samples is needed 

>5300 organically grown 
crops have theoretically 

to be analyzed to 
quantify CS2-

background levels (*) 

! 



Select „Products Intended to be 
Analyzed for CS2“ from the tab 
„Compilation of CS2 Data“. 

CS2-Background Levels | Coordination Required! 



E.g. Search for 
products of high 
priority.  

1. 

2. 

All products of high 
priority are listed. 

CS2-Background Levels | Coordination via PestiPedia 



Enter the number of samples you 
intend to analyzed for CS2 in the 
pop-up window. 
 
Then, click on „Submit“. 

CS2-Background Levels | Coordination via PestiPedia 



Could be shifted to crops 
of higher priority! 

  
N° of 

participating 
labs 

  
N° of different crops 

intended to be 
analyzed by Member 

State 

N° of samples intended to be 
analyzed per crop-priority 

High Medium Low 

11 34 194 16 39 

Background CS2-Levels | Results 



Background CS2-Levels | Results 

Crop 

Number of samples to be analyzed N° of intended samples to 
be analyzed per Member 

State 

Require
d 

Done Missing 
Intended to be 

analyzed  
Still 

missing 

Broccoli 59 23 36 28 8 DE (23), GR (4), PT (1) 
Brussels sprouts 59 1 58 1 57 PT (1) 
Cauliflowers 59 3 56 27 29 DE (22), GR (4), PT (1) 
Chinese cabbages 59 2 57 13 44 DE (12), PT (1) 
Chives 59 0 59 2 57 DE (2) 
Cress & similar 59 2 57 1 56 PT (1) 
Garlic 59 1 58 5 53 DE (5) 
Head cabbages 59 27 32 7 25 DE (3), GR (4) 
Horseradishes 59 0 59 1 58 PT (1) 
Kales 59 1 58 6 52 DE (6) 
Kohlrabies 59 2 57 9 48 DE (9) 
Land cress 59 0 59 5 53 DE (5) 
Leeks 59 62 / 23 - DE (21), PT (2) 
Onions 59 10 49 10 39 DE (4), GR (4), PT (2) 
Papayas 59 1 58 21 37 DE (20), PT (1) 
Parsnips 59 0 59 5 54 DE (5) 
Radishes 59 3 56 9 47 DE (8), PT (1) 
Rucola 59 15 44 17 27 DE (12), GR (4), PT (1) 
Spring onions 59 2 57 3 54 DE (3) 
Turnips 59 2 57 1 56 PT (1) 

Enough CS2-background data for leek! 



EURL DataPool  |  Surveys 

Surveys on Analytical Capabilities 
• Surveys conducted on behalf of COM (2016, 2017, 2018 (ongoing)) 

• Goal of Surveys: 
how many EU-OFLs routinely analyze for full residue 
definition of pesticides that are included in MACP 
Working Document (chapter 4 of SANCO/12745/2013 Rev)? 

• Participation (FV-OFLs): 69 % in 2017 
51 % in 2016 

EURL DataPool is used to run surveys: 
 

• Update of Sample Scope by OFLs 
-> invitation will be sent at the end of October 

• Survey on Analytical Capabilities (currently ongoing) 



Detailed instructions were sent to participants. 
 

We hope for a lively participation! 

Survey on Analytical Capabilities | Survey 2018 is ongoing 



Survey on Analytical Capabilities: Results from 2017-Survey 
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• FULL RD is covered by ≥ 70% of participating OFLs 
• Metconazole 

 

• FULL RD is covered by ≥ 50% and < 70% of participating OFLs 
• Metrafenone (F) 
• Tricyclazole 
• Cyazofamid 
• Etoxazole 
• Glyphosate 
• Oxyfluorfen 
• Proquinazid (R) 

Survey on Analytical Capabilities: Results from 2017-Survey 



• FULL RD is covered by less than 20% of participating OFLs: 
in total: 22 compounds; excerpt from the list: 

RDs # of OfLs intending to introduce 
RD/compound in 2018 

Oxasulfuron 18 
Pyriofenone 10 
Amitraz (not approved) DMF: 6;  Amitraz: 5; DMPF: 6 
MCPA and MCPB Various MCPA esters: 4 

MCPA: 2 
MCPB: 3 

Benzovindiflupyr 15 
Ioxynil ( sum of Ioxynil, its salts and its esters, 
expressed as ioxynil (F)) 

Ioxynil: 5 
Ioxynil-heptanoate: 4 
Ioxynil-octanoate: 5 

Bifenazate Bifenazate: 4 
Bifenazate-Diazene: 15 

Sulfuryl fluoride 6 
Fluensulfone 11 
Cyflufenamid: sum of cyflufenamid (Z-isomer) 
and its E-isomer 

0 

Survey on Analytical Capabilities: Results from 2017-Survey 



Method Validation DB 

  
Method Validation 

Data DB 

• ≈500.000 recoveries 
• submitted by 46 labs 



Method Validation DB | Distribution of Recoveries 

Query: 
• Extraction Method: QuPPe 
• Water Content: 30-80% 
• Exclude Outliers: No 

red bars: Outliers 



Outlier – How do we calculate the Outliers? 

• Grubbs Outlier Test: 

• Recoveries:  95%  |  98%  |  96%  |  97%  |  90% (=> 

outlier) 

 -> too strict for pesticide residue analysis! 

Method Validation DB | Outlier Calculation 



3. Abschnitt (Query „010_Exp_tempValue“ u. „020_Exp_Median“): 
a. Tabelle tbl_Exp wird erstellt 
b. die tbl_Exp dient dazu, den Median für das Experiment zu berechnen 

1. Group the data by  

• Compound 
• Extraction Method 
• Commodity Group (according to AQC Guideline) 
• Extraction pH (of method) 
• Cleanup Principle 

2. Exclude groups with less than 5 recoveries 

3. Calculate the median for each group: “Global Median” 

(only for groups with n(labs) > 2) 

Method Validation DB | „Self-Made“ Outlier-Test 



4. Compare “Global Median” with Experiment-Median: 
• N(recoveries) > 2: 

if Experiment-Median > 1 + 0.4* “Global Median”  
OR 
if Experiment-Median > 1 - 0.4* “Global Median” 
then whole Procedure  => outlier 
 

• N(recoveries) < 3: 
if Experiment-Median > 1 + 0.6* “Global Median”  
OR 
if Experiment-Median > 1 - 0.6* “Global Median” 
then whole Procedure  => outlier 
 

• All recoveries < 1  => outliers 

Method Validation DB | „Self-Made“ Outlier-Test 



5. Calculate the “Global Rel. Standarddeviation” (Global 
RSD) for each group: 

• Group the data by  

• Compound 
• Extraction Method 
• Commodity Group (according to AQC Guideline) 
• Extraction pH (of method) 
• Cleanup Principle 

Method Validation DB | „Self-Made“ Outlier-Test 



6. Compare the “Global RSD” with recovery-data set belonging to each 
group: 

• For Global RSD ≤ 10% 

• If recovery < Global Median * (1 - 3 * Global RSD/100) => outlier 
• If recovery > Global Median * (1 + 3 * Global RSD/100) => outlier 

 
• For Global 10% < RSD ≤ 25 % 
• If recovery < Global Median * (1 - 2 * Global RSD/100) => outlier 
• If recovery > Global Median * (1 + 2 * Global RSD/100) => outlier 

 
• For Global RSD > 25 % 
• If recovery < Global Median * (1 - 1 * Global RSD/100) => outlier 
• If recovery > Global Median * (1 + 1 * Global RSD/100) => outlier 

 
 

Method Validation DB | „Self-Made“ Outlier-Test 



EURL DataPool  |  Take Home Message 

• Search Tool for Accurate Mass Data 

• PestiPedia = Tool to share experiences with 
other pesticide experts 

• EURL DataPool is used to run surveys: 

• Analytical Capabilities on Pesticides 

• Update of official sample scope 
 

• Outlier-Test in Method Validation DB: 
-> open for discussion/contributions 



Thank You 

for Your Attention 

www.eurl-pesticides-datapool.eu 


