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Determination of Pirimiphos-methyl Residue in Flue-cured Tobacco by HPLC-MS/MS
CAI Hailin', XIE Pengfei', ZENG Weiai', ZHAO Ajuan', ZHAI Zhengguang', LIU Jia?, ZHU Hang?, ZHOU Yong*

(1. Changsha City Tobacco Company of Hunan Province, Changsha 410011, China; 2. Hunan Agricultural Biotechnology
Research Institute, Hunan Academy of Agricultural Science, Changsha 410125, China)

Abstract: A method for determination of pirimiphos-methyl residue in flue-cured tobacco was developed, which by
liquid chromatography-tandem mass spectrometry (HPLC-MS/MS). The samples were extracted by acetonitrile, purified
with GCB and C, detected by HPLC-MS/MS. The result indicates that pirimiphos-methyl’s recovery range was 86.9%-92.5%
when the adding level was 0.03-3 mg/kg. The relative standard deviation range is 4.2%-11.5%. The limit of quantitation
(LOQ) of pirimiphos-methyl was 0.03 mg/kg. The method is simple to operate and has the advantages of good accuracy
and high sensitivity. It is suitable for the determination of pirimiphos-methyl residue in flue-cured tobacco.
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1
1.1
TSQ Endura
Hypersil GOLD Cj; 100 mm X 2.1 mm X 1.9
pm ME104E -
YP5102
MTV-100
XW-80A
TDZ5-WS
DHG-9030A
TGL-16A
Blixer 6 V.V
NON
GCB.PSA CNW
99.0%
1.2
50g 100 mL
10 mL 30 mL
5 min 50¢g 3 min
4 000 r/min 3 min 1.5mL
10 mg GCB 40 mg Cyg 2 mL
1 min 10 000 r/min 3 min
I mL 0.22 pm o
1.3
0.3 mL/min B
C 0.1% 35C
5 L. 0~0.5 min 20% B

0.5~2.0 min 20% ~95% B 2.0 ~4.5 min 95% B
4.5~4.6 min 95%~20% B 4.6~5.5 min 20% B,

ESI
276 kPa
310C 330°C
3500V,

1,
1
/min m/z m/z  RF Lens/V A%
4.10 306.0 164.1 151 23
4.10 306.0 278.0 151 20
1.4
00101g
100 mL 100 mg/L
10 mg/L
IR
0.5.0.1.0.05.0.01.0.005 mg/L o
1.5
50¢g 100 mL
0.03.0.3.3 mg/kg
30 min 1.2
1.3
2
2.1 HPLC-MS/MS
ESI JESI
ESI

o

306.000/164.111

306.000/278.000 o
1,
4.10 min
1
N -0.1%
-0.1%
2.2
2.3

| ) . . . L . 18]
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GCB+Cy 2
GCB+PSA
GCB+Cj
24
0.01.0.005 mg/L
3,
0.005~1 mg/L
497 969 R* 0.99 4.
2.5
3
5 .
2.

GCB+PSA

o]

1.0.5.0.1.0.05.

y=38 991 544 x+

86.9%~92.5%

4.2%~11.5%

2
2
/(mg-kg™) 1% 1%
0.03 86.9 11.5
0.3 92.5 8.4
3 88.7 4.2
FR R e
4.10 min
2
2.6
0.03 mg/kg,
3
GCB Cyg HPLC-MS/MS o

4.2%~11.5%, N
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