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Summary 

rolling proof is developed to support laboratories in meeting the requirements of 
accreditation bodies. According to advisory document EA-4/18:2010 analytical laboratories 
are requested to establish a PT participation plan for accredited analytical methods. rolling 
proof is an on-going scheme of ring tests. 

The module “cereals and pulses” of rolling proof is focused on the commodity group “high 
starch and/or protein content and low water and fat content” (SANTE 11945/2015, 
Annex A), which consists of the commodity categories 

• dry legume vegetables/pulses (e.g. dried beans and lentils), and 
• cereal grain and products thereof (e.g. grains, rice, breakfast cereals, bread). 

With respect to the module “cereals and pulses” the ring tests of rolling proof are 
performed on a one test per year basis. The matrix of the test material is chosen of the 
commodity categories above. 

In 2017, rice is selected as representative commodity of the commodity category “cereal 
grain and products thereof”. 
The module “cereals and pulses” covers all in all a minimum of 150 of the most relevant 
pesticides. The scope of pesticides covered by rolling proof is defined in a provided list. All 
pesticides are tested within a period of five years. Thus, the laboratories that take part in 
rolling proof are able to test their pesticide multi-methods for a large number of pesticides 
and a variety of matrices within one cycle of accreditation. However, it is up to the 
participants to join all tests of the 5-year programme of rolling proof, or to book the tests 
individually. 

The performance of laboratories in the test is evaluated according to:  

• the correct identification of the spiked pesticides. 
• the comparability of the results. The evaluation of the comparability is based on the 

z-score model. The z-score should be at least ≤ |2|. 
• the trueness of the results. The trueness is expressed as the coverage of the spiked 

level in %. The coverage should be at least between 70 and 120 % of the spiked 
level. 

Nine laboratories across five countries (Austria, Germany, Italy, Spain and Switzerland) 
take part in the test. 

The test material is prepared of organic rice flour. The raw material is homogenised, tested 
for incurred residues and spiked with 34 pesticides thereafter. 

The analytical challenge is to identify and quantify 34 pesticides in the test material. The 
identity of the pesticides, the spiked levels and a summary of the overall performance of 
the laboratories are provided in the table below.   
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Summary of results 
 

Pesticide 
Spiked 
level 

[mg/kg] 

Assigned 
value 

[mg/kg] 

Total 
number of 

results 

Comparability 
criterion: 

no. of participants, 
which pass the 

criterion 
(z-score ≤ |2|) 

Trueness criterion: 
no. of participants 

which pass the 
criterion 

(70-120 % recovery 
of the spiked level)  

2,4`-DDT 0.022 0.0215 8 7 6 
4,4`-DDT 0.028 0.0264 8 7 6 
Buprofezin 0.11 0.111 9 9 9 
Carbaryl 0.045 0.0453 9 8 8 
Carbendazim 0.035 0.0369 9 8 8 
Carbofuran 0.023 0.0232 9 9 9 
Clomazone 0.032 0.0323 9 9 9 
Clothianidin 0.21 0.245 9 9 9 
Cyproconazole 0.088 0.0868 9 9 8 
Dicrotophos 0.028 0.0280 9 9 7 
Etofenprox 0.098 0.0909 9 9 8 
Fenpropathrin 0.026 0.0246 9 9 8 
Fenpyroximate 0.075 0.0789 9 9 8 
Fipronil 0.023 0.0215 9 9 8 
Fluazifop-P-butyl 0.029 0.0283 9 9 9 
Hexachlorobenzene 0.024 0.0220 9 9 8 
Imidacloprid 0.035 0.0367 9 9 8 
MCPA 0.056 0.0570 9 9 9 
Mecoprop 0.078 0.0771 9 8 7 
Metazachlor 0.043 0.0450 9 9 8 
Methamidophos 0.045 0.0442 9 9 9 
Parathion-methyl 0.025 0.0227 9 8 7 
Pencycuron 0.062 0.0611 9 9 9 
Pentachloroaniline 0.025 0.0220 9 9 8 
Pirimiphos-ethyl 0.026 0.0258 9 9 9 
Prochloraz 0.091 0.0916 9 9 9 
Profenofos 0.030 0.0308 9 9 8 
Pyrifenox 0.033 0.0359 9 6 5 
Quinalphos 0.028 0.0285 9 9 8 
Tebuconazole 0.086 0.0829 9 9 8 
Tebufenozide 0.077 0.0825 9 9 8 
Thiamethoxam 0.029 0.0307 9 9 9 
Triazophos 0.031 0.0299 9 9 8 
Vinclozolin 0.022 0.0207 9 9 8 
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Summary of the performance of the laboratories: 
 

 
Total No. of labs: 9 
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