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Determination of Pyrazosulfuron-ethyl Residue in Rice by HPLC-MS/MS
PAN Jin-ju, QI Xiao-xue, FENG Yi-zhi, JIN Jie, HAN Ji-feng, LTU Wei"

(Shandong Academy of Pesticide Sciences, Key Laboratory for Chemical Pesticide of Shandong Province, Jinan 250033,
China)
Abstract: A high performance liquid chromatograghy - tandem mass spectrometry (HPLC-MS/MS) method was
established to determine the residue of pyrazosulfuron-ethyl in rice. The samples were extracted with acetonitrile, cleaned
up by Cjs. The average recoveries of pyrazosulfuron-ethyl in paddy water, paddy soil, rice plant, rice straw, rice husk and
brown rice were 77.7%-105.0%, with the relative standard deviations of 0.9%-7.0%. The limits of quantification (LOQ)
were 0.001-0.01 mg/kg.
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o eV 415.10>182.10 22 eV,
1 2
1.1 2.1
- LCMS-8040 10 mg/L
SHIMADU AL-204 - ESI +/- m/z 50~400
JA21002 M-+H mlz o
415.10>
XBLL-25A 182.10 415.10>139.15 1.
MTV-100 801 x 108 182.10
TDL-5-A Exceed- 7.0
Cd-08 o 6.0
99.2% 50
Fisher 40 139.15
3.0
. 20 83.20
N- PSA - 1.0 214.00
Cis GCB S0 75 100 125 150 175 h 200 : 225 250 275 300
1.2 !
1.2.1 2.2
10.0g 50 mL 0.1 mg/L 1 mL
10 mL 1 min 5g PSA.Cs.GCB 2 mL 1 min,
30s 4000 r/min 5 mins, 0.22 pm o
ImL 022 um . PSA GCB
1.2.2 N N Cis
o 30mg 50 mg
50g 20¢g 100 g 50 mL (O 50 mg Cyg
10 mL 10 mL .
1 min 5¢g 30s 4000 r/min 2.3
5 min, 1 mL 50mg Cyg
1 min, 0.22 pm
1.3 m,
1.3.1
Shim-pack XR-ODS 75 mm X o
2.0 mm 2.2 pm +0.1% °
70 230 0.4 mL/min 1 N N N N
pL 15C . 6 +0.1%
1.3.2 70 : 30
ESI + 15 L/min
15 L/min DL 250°C o
400°C 2.4
415.10>139.15 38 0.001, 0.005, 0.01, 0.05, 0.1, 0.5, 1 mg/L
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Y o
y=7068 682.1 x+7108.3 QuEChERS HPLC-
0.999 9, MS/MS N N
HPLC-MS/MS SIN N N N N
LOD 2.7x10°ng, o 6
25 3, 0.001, 0.001, 0.01, 0.01,
0.821 min 0.01, 0.005 mg/kg (
Y GB/T 2763—2016 ©
5 0.001 mg/L MRL 0.1 mg/kg,
0.821 min
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/ 1% RSD/ [7] ) ,
(mg-kg 1 2 3 4 5 6 % ], ,2005, 7 (4): 299-305.
0.001 777 807 89.6 782 808 814 5.9 . —
0.100 87.6 888 88.6 882 869 88.0 09
1.000 93.7 1032 917 962 923 954 49 (81 - »2004.
0.001 882 949 89.1 93.0 88.0 90.6 3.4 9] ;
0.100 83.0 82.5 87.1 87.1 849 849 26 ’ B 27632016
1.000 912 90.8 903 90.5 866 89.9 2.1
S ,2017.
0.010 92.1 100.1 988 929 985 965 3.8
0.100 100.0 967 98.7 1020 96.6 988 2.3 ( . )
1.000 96.6 94.0 945 988 1026 97.3 3.6
0.010 96.5 1050 913 875 93.4 947 7.0
0.100 944 910 939 925 936 931 1.5
0.500 889 888 882 89.3 873 88.5 09
0.010 924 908 97.1 905 914 924 29
0.100 82.1 84.5 848 83.0 828 834 14
0.500 822 823 843 84.1 840 834 12
0.005 903 843 92.0 873 885 885 33
0.100 975 929 954 93.1 969 952 22

0.500 89.8 912 834 849 89.7 878 3.9




