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Preparation of certified reference material of procymidone in
Allium tuberosum powder
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ABSTRACT: Objective To prepare the standard substances of procymidone in Allium tuberosum and determine
the value by isotope dilution internal standard method in collaboration with several laboratories. Methods Used
Allium tuberosum containing procymidone as raw material, the samples were rinsed and cleaned, crushed, added
preservatives, homogenized, homogenized, freeze-dried, screened and mixed, vacuum-packaged in polyethylene
plastic bag with aluminum-plastic composite bag under clean and dry conditions, and then sterilized by **Co-y-ray
irradiation. Finally, the standard material of procymidone in Allium tuberosum powder was prepared. Accorded to the
pre-treatment method of gas chromatogram-mass spectrometry in GB 23200.113—2018 National standard for food
safety-Determination of residues of 208 kinds of pesticides and their metabolites in plant origin foods, multiple

laboratories used isotope dilution internal standard-gas chromatography tandem mass spectrometry to jointly
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determine the content of prochlorperazine. Results

The recoveries of the standard substance of procymidone in

Allium tuberosum powder putrescide were 88.1% to 104.5%, with good uniformity and stability. The characteristic

value was 0.223 mg/kg, and the expanded uncertainty as 0.021 mg/kg (k=2). The shelf life of frozen storage at —18 °C

was 18 months. Conclusion The standard material of procymidone in the prepared Allium tuberosum powder can be

used as the quality control sample for the detection of pesticide residue of procymidone in the laboratory, which is of

great significance for the accurate detection of pesticide procymidone, and can be applied to various fields such as

rapid detection product evaluation, capability verification and method verification.

KEY WORDS: lyophilized Allium tuberosum powder; procymidone; certified reference material; homogeneity;

stability; isotope dilution
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Table 1 Statistical analysis of homogeneity test data of
21 HAMIRIE SR procymidone in Allium tuberosum powder
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G SEANN, O PIER R SIS R R ——— - ——— i
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Table 2 Analysis of short-term stability monitoring data and linear regression at 50 °C
‘ J& % F/(mg/kg) ‘ J& & H/(mg/kg) ‘ JE & H/(mg/kg)
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Table 3 Analysis of long-term stability monitoring data and linear regression
- Ji5 85 F/(mg/kg) e JE R F/(mg/kg) v Ji5 2 M /(mg/kg)
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Table 4 Statistical data of 10 laboratories participating in the determination of procymidone
JE#H(mg/kg)
S = AU -1 2(5E S3(E -4( E BS54/ (mg/kg) B /%
5 1 YRB) 5 2 W) 5 3 W) 5 4 WBE)
001 0.223 0.228 0.227 0.227 0.226 94.5
002 0.224 0.222 0.216 0.222 0.221 88.1
003 0.208 0.209 0.213 0.211 0.210 99.6
004 0.211 0.201 0.204 0.212 0.207 94.9
005 0.228 0.227 0.230 0.235 0.230 90.0
006 0.224 0.22 0.213 0.216 0.218 96.9
007 0.220 0.233 0.221 0.241 0.229 933
008 0.226 0.230 0.210 0.216 0.221 104.5
009 0.234 0.227 0.241 0.237 0.235 101.0
010 0.238 0.226 0.236 0.224 0.231 93.0
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Table 5 Outliers in the fixed laboratory group analyzed by

Grubbs method
LI E S FE I/ (mg/kg) Jomax A BE(H
001 0.226 1.466 T
002 0.221 1.443 JG
003 0.210 1.240 G
004 0.207 1.121 G
005 0.230 1.405 ¥
006 0.218 1.201 T
007 0.229 1.215 T
008 0.221 1.148 JG
009 0.235 1312 G
010 0.231 0.997 G
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Table 7 Equal precision between laboratory groups of Cochrane
method analysis

a1l JE B A (mg/kg)
PRt 22/% Jy
001 0.98 0.00010
002 1.57 0.00025
003 1.05 0.00011
004 2.59 0.00067
005 1.55 0.00024
006 2.19 0.00048
007 4.41 0.00194
008 4.15 0.00172
009 2.52 0.00063
010 3.04 0.00092
ES-oN( ] 0.000194
=3y 0.00706
c 0.2749
C0.05,10,4) 0.3311
4hie 5 LB Y SR B
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Table 8 Summary of the characteristic values of procymidone in
several laboratories

i 5 i 25 )
S5 RERREUA 10
FrUE(E/ (mg/kg) 0.223
FEHARMEZE/(mg/kg) 0.009
55 R A% 4.19
e/ IME/(mg/kg) 0.201
R AE/(mg/kg) 0.241
25 /(mg/kg) 0.04
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