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Abstract A GC - M SM Smethod was developed for the smultaneous detem ination of 50 pesticides
residues, including 38 organophoghoruspesticides, 7 N-methyl carbamates and 5 pryethoids insec-
ticides, whose molecular weights ranged fraom 185 o 503, in vegetable The samplewas cleaned up
by gel pemeation chromatogragphy (GPC) , and analyzed by GC - M SM S under the EI or Cl mode

Themethod shoved good linearity for 50 pesticideswith the correlation coefficient range of 0. 949 -

1.000. The average recoveriesof most pesticides in vegetables piked at o levels ranged fran 60%
D 120%. The relative standard deviations(RD ) for all analyteswere lower than 16. 9%. The lim-
its of detection (LOD ) were betveen 0. 2 and 10M g/kg Themethod was suitable for the deteminar
tion of multi-pesiticides residues in vegetable

Keywords: organophogphoruspesticides N-methyl carbanates pryethoids GC-MSMS pesti-
cides residues analysis  aulfur-containing vegetables
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9 50
( ) ( ) , (4 )
( ) (SPE  ): supelclean EN-
V I-carb ( ), SPE Tubes0.5g, 6mL; (Florisil), SPE Tubes1 g, 6mL
Supelco :
1.2
, 25 an x1.5 an, BioBeads
SX3 (254 Tm) 2mL
CP-3800 ( - EFC ); 8410 : (
99.999% ) , ( 99.995%) ; : VF-aMS 30m x0.25mm x0. 254 m
V arian Satumn 2000, SaturnW S , (EI- CHMSMS2 )
1.3
20 g , 69 , 2 - ( 4 3)
( DFG S19 )P 80 40mL, (9 500 r/min) 2min 2
; , 40 g , 30 min
/ (30 34 ),
(GPC) - ( 1 1), 3 mL /min
4 mL ,
2mL, 10 g 6 min , ( 18mL),
) 1 0.5¢( )mL, 1pL GC -
MSMS
1.4
60 2.0min; 35 /min 150 ; 5 |/
min 250 30 /min 280 , 12. 43 min, 38 min
260 , ( ) , 1mL /min 1.0M L,
m/z40 650, 1
1
Tablel M SM S paranetersof canpounds
. . Excitation L
Retention lon ran Parent ion Quantification ion Ioolation Excitation
Campounds time * window voltage
. m/z m/z m/z level
tz /min m/z VIV
m/z
EPTC ( )’ 7.25 110 205 190 162, 128 3 110 0.50
M evinphos( )" 7.95 120 210 193 127, 164 3 120 0. 40
Chlomephos( )" 8.23 135 125 199 171, 143 3 135 0.30
cmc( )" 9.10 115 200 186 129 3 115 0.40
lpocarb ( )" 9.53 90 210 194 152, 137, 95 3 90 0. 40
Fenobucarb ( )" 10.58 90 220 208 152, 95 3 90 0. 40
Ethop ophos( )" 11.02 160 260 243 173, 215, 213 3 160 1.20
Phorate( ) 12.02 150 240 231 175, 203, 185 3 150 0.50
Thiometon ( 12. 46 60 130 125 79 3 60 0.50
Carbofuran ( ) 12.81 115 175 164 149, 131, 121 3 115 0.55
Disulfoton ( ) 14.02 175 255 245 189, 217 3 175 0. 60
Etrimfos( ) 14.18 148 305 292 263, 181, 231, 277 3 148 0.80
D ichlofenthion ( 15. 10 215 290 279 223, 251 3 215 0.60
Parathion-methy! ( ) 15. 61 125 275 263 246, 216, 136, 153 3 125 0.70
Fenchlomphos( ) 15. 97 200 295 285 270, 240 3 200 0.75
Pirmiphosmethyl ( 16. 30 145 300 290 233, 262, 151 3 145 1.00
Fenitrothion ( 16. 48 240 290 277 260 3 240 0. 40
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( 1)
Retention ) . Ilation Excitation Excitation
. lon range Parent ion Quantification ion . rage
Compounds tme window woltage
¢ /min m/z m/z m/z m/iz level VNV
m/z
M ethiocarb ( ) 16.61 100 190 168 153, 109 3 100 0.40
M alathion ( ) 16.70 120 185 173 127, 145 3 120 0.50
Chlompyrifos( ) 17.02 250 325 314 258, 286 3 250 0.45
Thiobencarb ( )" 17.10 90 270 258 125, 100 3 90 0. 65
Parathion ( ) 17.31 225 310 291 263, 235, 261 3 225 0.50
Isocarbophos( ) 17.48 150 240 230 212, 198, 155, 3 150 1.60
180, 166
Trichloronate ( ) 17.64 250 310 277 269 5 250 0.90
Pirimiphos-ethyl ( ) 17.72 155 325 318 182, 246, 166 3 155 0.80
Iofenphos( ) 18. 46 175 225 213 185 3 175 0. 65
M ecarbam ( ) 18.64 160 305 296 268, 224, 196, 168 3 160 0.50
Crotoxyphos( ) 19.03 120 205 193 127 3 120 0.35
B ramophos-ethy! ( ) 19.32 290 370 359 329, 303 3 290 1.20
Tetrachlorvinphos( ) 19.57 100 340 331 109, 316, 314, 3 100 1.30
266, 199, 201
Ditalimfos( ) 19.99 230 310 299 243, 271 3 230 0. 60
Fenamiphos( ) 20. 15 175 310 303 260, 288, 195, 180 3 175 0. 60
lodofenphos( ) 20.31 320 385 377 332, 362, 364 3 320 2.10
Profenofos( ) 20.55 260 350 338 309, 311, 295, 5 260 1.40
269, 267
DEF( ) 20.72 90 155 147 113, 95 3 <o) 0.40
Ethion ( ) 22.13 165 245 231 175, 203, 185 3 165 0.50
Sulprofos( ) 22.79 100 170 156 141, 110 3 100 0.50
Famphos( ) 23.02 80 230 218 109, 185, 156 3 80 0.80
Carbohpenothion ) 23.18 145 350 342 296, 199, 157, 171 3 145 0.50
Edifenphos( ) 23.30 165 320 310 218, 201, 186, 173 3 165 0.55
Fenpropathrin ) 25.32 165 275 265 210, 236, 181 3 165 0. 60
Phosalone( ) 25.92 100 190 182 111, 138 3 100 0.80
L eptophos( ) 25.93 100 190 171 139, 124 3 115 1.00
L anbdarcyhalothrin ( ) 26.21 135 210 197 141, 161 3 135 0.40
Pyrazophos( ) 26. 52 170 230 221 193, 177 3 170 0.80
Pyraclofos( ) 26.94 185 370 360 290, 318, 210, 194 3 185 0.80
Coumaphos( ) 27.63 216 370 362 306, 334, 226 3 216 0.80
Cypemethrin ( 1-4) 29.00 80 170 163 127, 91 5 80 0.45
Fenvalerate( (R, 9)) 30. 53 100 235 225 119, 147, 170, 197 3 100 0.80
Deltamethrin ) 32.44 150 260 253 172, 174 5 150 1.40
* Clmode( )
Cl EIZ2
190 80 260 1750V, 200V
(AGC) Cl , 200 A, ACGC 20000 s AGC
5000 counts El , 30U A, AGC 15000 s AGC
5 000 counts
2
2.1
[4-7]
; 5 , 3
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2 (n=6)
Table 2 Calibration parameters and recoveries of pesticides in onion sanples(n =6)
Retention Calibration iked
No Campounds tme range r conioentration Recovery RD Lop
i 1 1 R/% s /% w/g kg't)
tz /min w/(mg kg 1) w/(mg kg1)
1 EPTC” 7.13 7.36 0.100 1.500 0.995 0.030 0.100 75.89 99.50 4.96 3.42 5.0
2 M evinphos” 7.77 8.13 0.200 3.000 0.995 0.015 0.050 68.65 79.28 6.8 7.49 3.5
3 Chlomephos” 8.13 835 0.050 0.750 0.997 0.030 0.100 41.34 77.70 2.27 7.77 2.3
4 CcRvic’ 8.94 9.34 0.200 3.000 0.993 0.007 0.025 86.06 131.4 10.6 9.38 2.5
5 Iprocarh” 9.34 9.67 0.200 3.000 0.995 0.030 0.100 84.40 101.4 8.32 7.97 8.4
6 Fenobucarb” 10.47 10.72 0.200 3.000 0.99 0.030 0.100 81.08 99.40 9.07 7.99 9.2
7 Ethoprophos’ 10.95 11.19 0.500 3.500 0.999 0.030 0.100 80.21 74.95 6.39 7.01 6.5
8 Phorate 11.94 12.14 0.100 1.500 0.999 0.030 0.100 75.33 81.73 4.44 5.48 4.5
9 Thiameion 12.34 12.58 0.200 3.000 0.998 0.015 0.050 46.42 56.76 5.46 6.45 2.8
10 Carbofuran 12.71 13.05 0.080 1.200 0.998 0.030 0.100 78.70 111.6 5.99 16.9 6.0
11 Disulfoton 13.93 14.10 0.200 3.000 1.000 0.012 0.040 90.41 77.01 10.6 4.72 4.3
12 Etrimfos 14.10 14.32 0.140 2.120 0.999 0.030 0.100 72.46 74.75 4.68 6.20 4.7
13 Dichlofenthion 15.03 15.25 0.040 0.600 0.994 0.030 0.100 75.18 69.16 3.09 11.7 3.1
14 Parathion-methyl 15.51 15.81 0.200 3.000 0.999 0.006 0.020 79.62 77.12 553 6.44 1.1
15 Fenchlomphos 15.81 16.09 0.040 0.604 0.998 0.030 0.100 75.48 74.46 3.97 3.86 4.0
16 Pirimiphosmethy! 16.20 16.40 0.013 0.192 0.997 0.006 0.020 75.88 71.98 2.19 6.68 0.4
17 Fenitrothion 16.40 16.55 0.200 3.000 0.994 0.002 0.006 74.92 75.21 3.00 4.83 0.2
18 M ethiocarb 16.55 16.68 0.140 2.105 0.998 0.030 0.100 78.79 94.39 4.11 5.36 4.1
19 M alathion 16.68 16.82 0.200 3.000 0.999 0.021 0.070 81.11 85.23 8.33 6.64 5.9
20 Chlompyrifos 16.92 17.06 0.100 0.150 0.998 0.030 0.100 75.77 74.54 1.39 6.85 1.4
21 Thiobencarb” 17.06 17.24 0.500 3.500 0.998 0.015 0.050 80.85 86.60 9.92 7.15 5.0
22 Parathion 17.24 17.40 0.200 3.000 0.998 0.030 0.100 81.36 72.01 8.54 2.64 8.6
23 Isocarbophos 17.40 17.54 0.500 3.000 0.999 0.030 0.100 60.36 74.89 4.63 2.15 4.7
24 Trichloronate 17.54 17.68 0.050 0.750 0.998 0.030 0.100 78.24 84.34 6.03 8.00 6.1
25 Pirimiphos-ethyl 17.68 17.86 0.050 0.750 1.000 0.008 0.025 73.90 70.69 2.49 6.13 0.7
26 Iofenphos 18.33 18.56 0.050 0.750 1.000 0.008 0.025 83.73 74.37 8.44 6.20 2.3
27 M ecarban 18.56 18.72 0.200 3.000 0.999 0.008 0.025 74.67 74.31 3.76 8.72 1.0
28 Crotoxyphos 18.92 19.22 0.200 3.000 0.994 0.011 0.035 55.12 85.96 11.1 9.9 4.1
29 B ramophos-ethyl 19.22 19.46 0.071 1.058 1.000 0.030 0.100 91.80 77.50 8.85 5.33 8.9
30 Tetrachlorvinphos 19.46 19.72 0.100 1.500 0.99% 0.011 0.035 76.36 70.31 3.19 6.85 1.2
31 Ditalimfos 19.90 20.06 0.160 2.400 0.999 0.015 0.050 77.01 71.06 2.59 3.11 1.3
32 Fenamiphos 20.06 20.25 0.500 3.500 0.999 0.024 0.080 71.16 76.77 6.19 7.83 5.0
33 lodofenphos 20.25 20.45 0.080 1.200 0.993 0.030 0.100 76.07 70.12 2.15 3.33 2.2
34 Profenofos 20.45 20.63 0.160 2.400 0.998 0.012 0.040 76.76 69.79 3.29 6.89 1.3
35 DEF 20.63 20.38 0.200 3.000 0.999 0.024 0.080 67.66 65.01 3.75 6.56 3.0
36 Ethion 22.02 22.56 0.040 0.600 0.999 0.030 0.100 74.89 60.68 3.16 7.26 3.2
37 Sulprofos 22.68 22.92 0.040 0.600 0.997 0.006 0.020 78.01 69.05 2.89 10.8 0.6
38 Famphos 22.92 23.10 0.160 2.400 0.992 0.006 0.020 82.15 82.47 4.17 9.88 0.8
39 Carbohpenothion 23.10 23.24 0.160 2.400 0.995 0.024 0.080 69.43 75.70 3.54 5.73 2.9
40 Edifenphos 23.24 23.47 0.200 3.000 0.994 0.024 0.080 73.08 74.59 3.27 6.20 2.6
41 Fenpropathrin 25.18 25.49 0.100 1.500 0.999 0.015 0.050 76.49 76.23 3.37 9.74 1.7
42 Phosalone 25.80 26.09 0.100 1.500 0.993 0.015 0.050 70.55 72.29 7.23 5.87 3.6
43 L eptophos 25.80 26.09 0.100 1.500 0.997 0.015 0.050 75.20 74.18 4.75 7.07 2.4
44 L anbdarcyhalothrin 26.09 26.40 0.100 1.500 0.999 0.015 0.050 74.63 87.67 2.75 6.87 1.4
45 Pyrazophos 26.40 26.76 0.500 3.000 0.995 0.015 0.050 77.22 74.16 5.43 3.78 2.7
46 Pyraclofos 26.76 27.35 0.500 3.500 0.949 0.012 0.040 76.97 76.95 7.16 7.01 2.9
47 Coumgphos 27.35 28.02 0.500 3.000 0.993 0.030 0.100 61.77 85.74 9.28 6.58 9.4
48 Cypemethrin 28.49 29.52 0.200 3.000 0.998 0.030 0.100 74.22 75.81 3.94 4.57 4.0
49 Fenvalerate 30.22 31.48 0.200 3.000 0.998 0.030 0.100 82.00 74.45 6.33 10.2 6.4
50 Deltanethrin 32.00 33.54 0.200 3.000 0.993 0.015 0.050 82.09 81.78 7.46 8.85 3.8
* Clmode( )
2.2

[8- 10]
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MS Fig. 2 The TIC chromatograms of
2 onion by GC - MS/MS
! A. chromatogram of pesticide standards(1 mg/L
' PRUE S EIEA]) ; B. chromatogram of a blank
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