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Classified Analysis of Residual Pesticides in Food by GC and GC/MS

Yasuhiro TAMURA™, Ichiro TAKANO®, Maki KOBAYASHI", Sanac TOMIZAWA”,
Yukinari TATEISHI*, Naoko SAKAI™, Kyoko KAMIJO “and Akihiro IBE*

We investigated a classification method for pesticide residues in food. Residues were extracted from samples

with acetone:n-hexane (2:3) and coextractives were removed with Envi-Carb/LC-NH, column cleanup. Analysis
was performed by GC-FPD, GC-FTD, GC-ECD and GC/MS(SIM). The method was evaluated for 83 pesticides

by fortifying pimento, spinach, mango, lemon and rice at the level of 0.1 ug/g of each pesticide. Recovery was

more than 70% except for 5 pesticides(dichlorvos, dimethoate, disulfoton, oxadixyl, parathion-methyl). This

method was useful for the routine analyical method of residual pesticides in food.
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Table 1. Retention Time(RT) and Retention Index(RI) of
Organophosphorous pesticides

FPD FTD
Pesticide RT(mim) RI RT(mim) RI
Dichlorvos 837 9715 8.05 800.0
Ethoprophos 13.99 1424.5 13.15 1206.6
Terbufos 16.03 15582  15.41 13483
Diazinon 16.28 1574.1 15.59 1359.3
Disulfoton 17.03 1632.2 1596 1383.0
Etrimfos 17.13 1625.7  16.20 1393.9
Dimethoate 17.28 1639.5 14.64 1300.0
Cyanophos 17.55 1657.3 1543 13494
Iprobenfos 17.65 1660.6  16.53 1413.7

Chlorpyrifos-methyl  18.84 1742.0 17.14 1455.6
Pirimiphos-methyl 19.34 17744 18.06 1512.4
Tolclofos-methyl 19.35 17713 17.48 1472.1
Parathion-methyl 19.49 1780.2 17.35 1496.1

Chlorpyrifos 20.06 1823.1 18.68 1550.5
Malathion 20.10 1821.4 18.54 15374
Fenitrothion 20.19 1831.4 18.17 1519.2
Fenthion 20.87 1874.5 18.94 1561.7
Quinalphos 2222 1971.0  20.34 1564.8
Phenthoate 2230 1977.5 20.29 1651.8
Prothiofos 2296 2023.6 21.78 1745.3
Methidathion 23.56 2067.9 20.80 1684.3
Profenofos 23.58 2068.9  21.89 1749.7
Isoxathion 24.67 2148.8  22.66 1804.4
Ethion 25.11 2180.9 2340 1854.7
Edifenphos 27.27 2364.1 2459 1922.2
EPN 28.69 2487.0 26.30 2053.1
Phosmet 29.76 2573.0  26.33 2053.7
Phosalone 29.99 26009 27.37 2134.6

Azinphos-methyl 31.26 2703.0 27.68 2151.3
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Table 2. Group in GC/MS(SIM), Retention time and Monitor
ion

Pesticide Group RT(mim) Monitor ion(m/z)
Chlorpropham 1 9.53 127 213 154
Trifluralin 1 9.68 306 264
a-HCH 1 10.57 183 181
Simazine 1 11.35 201 186
Dicloran 1 11.48 206 176
B-HCH 2 11.90 183 181
vy-HCH 2 13.63 183 181
Vinclozolin 2 1431 212 285
8-HCH 2 14.51 183 181
Metalaxyl 2 14.89 206 249 220
Aldrin 3 15.51 263 293
Esprocarb 3 15.59 222 265 91
Thiobencarb 3 16.12 100 257
Triadimefon 3 16.70 208 181
Tetraconazole 4 17.42 336 338
Pendimethalin 4 18.08 252 281
Procymidone 4 18.68 96 283
Triadimenol-1 4 18.85 112 168
Phthalide 4 18.89 243 272
Triadimenol-2 4 19.16 112 168
Paclobutrazole 5 19.62 236 125
Pretilachlor 5 20.35 162 238
Flutolanil 5 20.39 173 281
Isoprothiolane 5 20.48 290 162
Dieldrin 5 6 20.54 79 263
Oxadiazone 5 6 20.56 175 258
p.p'-DDE 6 20.70 246 318
Buprofezin 6 20.79 172 105
Kresoxim-methyl 7 21.03 116 206
Endrin 7 21.34 263 81
Flusilazole 7 21.46 233 206
Myclobutanil 8 21.63 179 150
Chlorfenapyr 9 8 21.82 59 408
o,p'-DDT 9 22.02 235 237
Oxadixyl 9 22.60 163 105
p.p'-DDD 9 22.60 235 237
Mepronil 9 22.89 119 269 91
Chlornitrofen 10 23.42 319 317
Propiconazole-1 10 23.51 259 173
p.p'-DDT 10 23.53 235 237
Propiconazole-2 10 23.69 259 173
Tebuconazole 11 24.19 125 250 127
Bifenthrin 11 24.82 181 166
Bromopropylate 11 24.88 341 333
Chlomethoxynil 11 12 2496 266 268
Fenpropathrin 12 25.15 181 265
Tebufenpyrad 12 2541 318 333
Cyhalothrin-1 13 26.21 181 197
Mefenacet 13 26.44 192 120
Cyhalothrin-2 13 26.50 181 197
Permethrin-1 14 27.50 183 163
Permethrin-2 14 27.72 183 163
Pyridaben 14 27.90 147 309
Halfenprox 15 28.84 263 265
Cypermethrin-1 15 28.86 181 165
Cypermethrin-2 15 29.04 181 165

Table 2. Continued

Pesticide Group RT(mim) Monitor ion(m/z)
Cypermethrin-3 15 29.08 181 165
Cypermethrin-4 15 29.18 181 165
Flucythrinate-1 15 29.23 199 157
Flucythrinate-2 15 29.48 199 157
Fenvalerate-1 16 30.19 225 181
Fluvalinate-1 16 30.26 250 252
Fluvalinate-2 16 30.36 250 252
Fenvalerate-2 16 30.52 225 181
Difenoconazole-1 16 30.90 323 265
Difenoconazole-2 16 30.98 323 265
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Table 3. Recoveries of 83 Pesticides Spiked in Sample

Recovery (CV) (%) (n=3)

Pesticide Pimento Spinach Mango Lemon Rice
Aldrin 88.3(17.9) 90.7( 5.7) 92.7( 4.9) 76.0( 4.2) 57.5(4.9)
Azinphos-methyl 162.7(14.7) 167.3(13.6) 127.3(11.5) 59.0( 8.5) 127.5(7.8)
Bifenthrin 98.7(10.8) 105.7( 7.6) 111.3(9.9) 89.5(10.6) 90.5(3.5)
Bromopropylate 100.9(13.9) 103.3(9.1) 110.7(11.2) 79.0( 9.9) 101.0(4.2)
Buprofezin 95.3(10.1) 101.0( 7.5) 96.7( 6.7) 77.5(7.8) 104.5(9.1)
Chlomethoxynil 97.3(11.6) 105.0(12.3) 118.7(18.1) 54.5( 6.4) 117.0( 1.4)
Chlorfenapyr 102.7(14.2) 104.3( 8.5) 106.0( 9.5) 72.5( 6.4) 99.0( 2.4)
Chlornitrofen 92.3(14.3) 107.7(11.7) 110.7(13.6) 73.5(9.2) 107.0( 2.8)
Chlorpropham 94.3(3.2) 103.7( 8.3) 104.0( 7.9) 80.5( 6.4) 99.0( 2.4)
Chlorpyrifos 98.3(9.3) 110.3( 5.0) 98.7( 7.0) 83.0( 5.7) 1080( 1.4)
Chlorpyrifos-methyl 93.3(3.6) 105.7( 5.9) 91.3(7.0) 70.0( 4.2) 107.5(3.7)
Cyanophos 95.3(4.2) 110.7( 6.8) 95.0( 6.6) 57.5(2.1) 104.0( 5.7)
Cyhalothrin 128.7(12.2) 142.0(15.4) 143.7(11.4) 103.0( 8.5) 127.0(12.7)
Cypermethrin 120.7(7.5) 112.7( 8.4) 128.7(11.0) 91.0(12.7) 125.5(9.2)
Diazinon 98.3(7.8) 109.7( 4.5) 97.0( 6.2) 84.5( 6.4) 101.0( 5.7)
Dichlorvos 39.0( 8.5) 69.7(6.1) 46.3(10.8) 45.5(2.1) 71.0(10.1)
Dicloran 86.7(13.9) 86.7(9.1) 89.7(9.3) 52.0(2.4) 97.0(11.6)
Dieldrin 93.0( 9.6) 111.3(12.4) 100.0( 6.9) 78.5( 6.4) 86.5(12.0)
Difenoconazole 105.7(12.7) 120.7( 8.3) 124.7(11.7) 62.0( 8.5) 96.0( 7.6)
Dimethoate 63.3(11.0) 70.7( 3.5) 39.3(3.1) 20.5(4.9) 94.5( 6.4)
Disulfoton 49.0(10.8) 105.7(3.5) 67.7(14.0) 64.5(10.6) 45.0(2.8)
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Table.3 Continued

Recovery (CV) (%) (n=3)

Pesticide Pimento Spinach Mango Lemon Rice
Edifenphos 115.3( 7.5) 128.0( 7.9) 105.0( 6.6) 75.5(2.1) 99.0( 5.7)
Endrin 93.3(15.3) 96.3( 8.3) 96.3( 8.1) 74.5( 6.4) 104.0(15.5)
EPN 131.3( 1.5) 134.3(6.7) 122.3( 8.1) 110.0( 4.2) 136.0(12.7)
Esprocarb 94.0(10.4) 101.7( 7.0) 99.0( 6.9) 80.5( 7.8) 91.5(3.5)
Ethion 101.7( 6.4) 115.7(4.5) 100.7( 3.5) 85.0(5.7) 109.5(3.7)
Ethoprophos 92.7(2.5) 113.7(5.1) 96.7( 6.0) 82.0(5.7) 106.0( 4.2)
Etrimfos 98.3(11.2) 112.0( 5.6) 97.7( 6.5) 82.5(4.9) 107.5(3.7)
Fenitrothion 110.7( 2.9) 149.3(5.1) 91.7(2.1) 74.5(3.5) 102.0( 4.2)
Fenpropathrin 103.7(13.3) 111.3( 8.4) 109.7(11.3) 81.5(9.2) 111.5(2.1)
Fenthion 89.3(9.5) 111.3(5.5) 94.7(3.1) 71.0(4.2) 105.5(12.8)
Fenvalerate 126.3(10.1) 83.3(4.3) 99.3(12.6) 85.5(12.4) 109.5(13.3)
Flucythrinate 104.3( 8.5) 89.2( 6.4) 91.2(10.3) 71.0(10.9) 99.2( 8.5)
Flusilazole 93.7(7.2) 105.7(10.6) 95.7( 7.8) 58.9(2.4) 91.5( 6.4)
Flutolanil 96.3(11.2) 102.7( 8.5) 98.7( 7.8) 47.5(3.7) 85.0(12.7)
Fluvalinate 122.0(9.1) 83.3(8.1) 81.0(14.1) 86.0(12.7) 126.0( 2.8)
Fthalide 86.7( 8.6) 97.3(8.1) 95.3(8.1) 60.0( 2.8) 100.5( 2.1)
Halfenprox 112.7(12.0) 113.0( 7.0) 131.0(13.0) 93.5(12.0) 105.0( 2.8)
Iprobenfos 100.7( 2.3) 111.7( 6.1) 100.3( 7.1) 85.0(5.7) 104.5( 3.5)
Isoprothiolane 92.7(6.4) 101.0( 8.0) 94.7( 6.8) 62.5(4.9) 98.0( 5.7)
Isoxathion 108.7( 3.2) 128.3( 9.8) 99.0( 6.1) 78.5(2.1) 136.0( 8.5)
Kresoxim-methyl 100.3(13.7) 108.0( 9.5) 99.7( 7.8) 70.5( 7.8) 98.5(4.6)
Malathion 115.7( 4.6) 115.7(3.1) 107.5( 5.5) 75.5(2.1) 129.5(12.5)
Mefenacet 125.0( 3.6) 118.0(13.5) 113.8( 7.8) 60.0( 2.4) 123.5(9.2)
Mepronil 94.7(7.4) 104.7( 8.0) 104.7( 9.5) 57.0( 2.8) 97.5( 6.4)
Metalaxyl 82.0( 7.0) 92.0( 8.5) 80.0( 6.6) 49.0( 2.8) 81.5( 6.4)
Methidathion 118.0( 8.9) 130.7( 8.0) 112.0( 3.5) 65.0( 2.8) 123.5(2.1)
Myclobutanil 89.7(8.1) 98.0( 9.5) 89.0(7.2) 43.0(4.2) 103.5(12.8)
o,p'-DDT 101.3( 8.8) 97.7(9.5) 85.3(8.7) 79.5(9.2) 87.0(4.2)
Oxadiazone 96.3(10.1) 104.3( 7.5) 97.7( 5.8) 75.0( 8.5) 78.0(12.7)
Oxadixyl 62.7(2.9) 67.7(4.6) 53.3(3.8) 36.5(2.7) 84.5(7.8)
p.p'-DDD 97.7(12.0) 101.0( 7.8) 98.0( 8.7) 72.5(8.7) 103.5( 6.4)
p.p'-DDE 90.7(14.0) 90.0( 7.0) 92.3(6.4) 75.0(7.1) 58.0(9.9)
p.p'-DDT 111.0(10.8) 105.7(10.3) 111.0(10.4) 81.5(10.6) 120.0(11.3)
Paclobutrazole 87.3(4.2) 100.0(11.2) 93.7( 8.7) 55.0( 1.4) 126.5(10.6)
Parathion-methyl 63.3(4.9) 72.0(4.4) 62.7( 6.1) 46.5(1.7) 71.5( 3.4)
Pendimethalin 93.7(12.7) 93.3(11.2) 95.0(10.4) 71.5(7.8) 92.5(3.6)
Permethrin 126.0( 7.9) 110.7( 5.5) 117.7(11.9) 86.0( 9.9) 104.6( 7.8)
Phenthoate 104.3(11.4) 115.7(10.5) 102.7( 3.8) 78.0( 7.1) 109.0( 2.8)
Phosalone 112.3(9.5) 97.0( 4.0) 108.7( 5.0) 75.5(3.2) 114.5(4.9)
Phosmet 127.0( 2.6) 109.7(5.1) 123.0( 7.8) 56.9(7.1) 120.0( 7.3)
Phthalide 86.7( 8.6) 97.3(8.1) 95.3(8.1) 60.0( 2.8) 100.5( 2.1)
Pirimiphos-methyl 100.3(10.1) 114.3( 5.0) 100.0( 6.6) 83.0(4.2) 109.0( 3.2)
Pretilachlor 109.2(12.2) 106.7( 8.5) 108.7( 8.4) 84.0( 7.1) 99.0( 8.4)
Procymidone 97.3(11.8) 101.0( 6.6) 99.7( 7.6) 70.2( 4.9) 123.6(12.1)
Profenofos 110.0(12.7) 103.3(2.1) 93.2(2.3) 83.0( 5.7) 103.0( 5.7)
Propiconazole 94.0( 9.5) 106.7(9.3) 111.3(12.4) 72.5(3.8) 102.0( 4.2)
Prothiofos 103.7( 8.9) 119.7( 6.8) 105.9( 5.2) 90.0( 8.5) 123.7(5.7)
Pyridaben 108.3(13.6) 110.0( 8.5) 106.7( 9.3) 79.0( 7.1) 103.5( 3.8)
Quinalphos 102.7( 6.4) 113.7( 5.1) 99.7( 7.0) 80.0( 4.2) 118.5(13.6)
Simazine 116.3(5.9) 134.2(13.6) 123.3(13.2) 103.5( 6.4) 118.5(13.6)
Tebuconazole 89.7(5.0) 116.3(11.6) 107.0( 9.8) 72.0( 3.4) 96.0( 8.5)
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Table.3 Continued

Recovery (CV) (%) (n=3)

Pesticide Pimento Spinach Mango Lemon Rice
Tebufenpyrad 104.3(10.2) 109.0( 8.5) 107.3( 8.1) 81.5(9.2) 121.0( 6.2)
Terbufos 88.3(12.0) 111.3(4.0) 93.7( 3.5) 84.0( 7.1) 100.5(10.6)
Tetraconazole 97.6(3.7) 100.0(10.5) 92.0(9.9) 49.5(4.5) 105.4(13.2)
Thiobencarb 95.3(12.7) 102.0( 8.9) 100.0( 7.8) 78.9(7.1) 94.0( 2.4)
Tolclofos-methyl 94.3(9.7) 107.3( 4.0) 96.0( 6.6) 76.5(3.5) 105.0( 2.8)
Triadimefon 92.3(11.2) 100.3(9.0) 94.3(7.4) 69.9(4.2) 90.0( 2.8)
Triadimenol 93.3(10.1) 115.0( 8.9) 100.0( 6.2) 64.5(4.9) 90.5(13.7)
Trifluralin 83.3(12.7) 89.0(9.2) 85.7(7.6) 70.5( 6.4) 81.5(3.5)
Vinclozolin 98.7(12.6) 102.7( 7.6) 103.3( 8.1) 73.2( 7.8) 97.0( 2.8)
a-HCH 100.7(12.4) 101.3( 7.0) 91.3(5.7) 72.9(5.7) 112.0( 2.6)
B-HCH 95.8(12.8) 98.3( 8.0) 91.0( 7.0) 70.8( 4.9) 107.0( 2.8)
y-HCH 92.3(13.7) 95.7(6.7) 94.7( 1.5) 58.5(4.7) 89.5(3.5)
6-HCH 117.7( 6.4) 110.3(13.5) 103.0(10.8) 70.4(4.2) 114.5( 2.1)
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