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Absdract! Stomach’ large volume direct injection (LV 1) cambined with selected ion monitoring -
mass spectrometry (SM M S) to detect organophosphorus pesticide residues in rice w as introduced In
the process, the influence of ricematrix on signal/noise (S/N) of 14 pesticide residuesw ere studied A
m ethod that detected 9 organophosphorus pesticide residues in rice with SM M S w as established The
limits of qualititation (LOQ) of 7 pesticideswere4 0 10 OM g/kg, the recoveriesw ere betv een 67%

106% and the R were mostly less than 20% (n =6).
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Table 1 Sources, concentrations, the initial target ions and S/N of 0. 1 mg/kg level fortified

sanples of LV | and M L slitless injection of fourteen pesticides

SIN of fortified sample (n=3)

Na Chinese English name Source Concentration Target ions, onL onL "
nane (%,W W) m/z
LVI LV I Splitless
1 Dichlorvos Signa 98 6 109 45.0 21.0 15.0
2 Om ethoate Sigma 98 6 156 12.0 9.0 54.0
3 Phorate Signa 94. 5 75 87.0 40.0 37.0
4 Terbufos Dr Ehrenstorfer 93 0 231 55.0 27.0 21.0
5 D iazinon Signa 98 4 304 197.0 134.0 18.0
6 Fenchlorophos Sigma 99 3 285 331.0 211.0 32.0
7 M alathion Signa 98 5 173 37.0 23.0 20.0
8 Chlompyriphos Signa 99 5 314 62.0 39.0 ND
9 Parathion Signa N eat 291 135.0 69.0 11.0
10 M ethidathion Sigma 97. 5 145 42.0 22.0 9.0
11 Chlorfenvinphos Sigma N eat 323 202.0 132.0 14.0
12 Triazophos D Ehrenstorfer 98 0 162 6 2 ND 227
13 Phosnet D r Ehrenstorfer 98 5 160 ND ND 9 2
14 Phosalone D r Ehrenstorfer 99 5 367 ND ND 19 7
Note: ND—Signal/Noise (S/N) <3. LV I—L arge volume direct injection
22 2mL , :
( ) 14 1mL, 8000 r/min 2min,
500 mg/L , 50 mL GCMS
10 mg/L , 24 -
50mg/L , 241 ( 99 99%);
10 mg/L 1 mL /min 70
(4min), 40 /min 150 5 I/min
23 210 20 /min 280 (
, 1g 50mL 15min) 1ML ,
, 2 g 10 mL 250
30 min, 3 000 r/min 3 min, 24 2 - 1280
50 mL 1230 :150
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Fig 2 Camparisons of hexane SM -TOC betv een before and after rice fortified sanple injection

Note: 1. B roken line means after injection; 2. Real line means before injection
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Fig 5 N ine organophosphorus fortified rice sample SM -TOC (fortified level 2)
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Table 2 Retention tines, segments, scan timew indow s, target ions and qualifier ions
of nine organophosphorus
Na RT/min Seg W indow's Target ions, m/z Q1l(m/z) Q2(m/z)
1 6. 56 1 550 7 00 185(100) 109 (300) 220(60)
3 10 39 2 1000 10 70 75(100) 260(27) 260 (14)
4 11 17 3 10.70 11 70 231(100) 233(14) 288(11)
5 11 23 304 (100) 248(79) 276 (46)
6 12 57 4 1170 12 70 285(100) 287(69) 289(15)
7 12 93 5 12 70 13 50 173(100) 174(9) 285(7)
8 13 12 314(100) 316(72) 318(16)
9 13 29 291(100) 235(18) 263(13)
11 13 72 6 13 50 16 10 323(100) 269(92) 325(67)
34
9 , , 3
Table 3 L iner ranges, correlation coefficients, limits of detection, recoveries
and precisions at o levels of nine pesticides
Fortified level 1 Fortified level 2
N Range R? LOQ T _ . -
/1 ( g/kg) /W g/kg) Fortified Recovery RSD (n=6) Fortified Recovery RSD (n =6)
/¥ g/kg) (%) (%) /U g/kg) (%) (%)
1 100 1000 0 9999 10 0 100 75 7.9 10 0 83 19 9
3 50 500 0 998 5 50 50 94 74 50 105 243
4 50 500 0999 5 50 50 102 11 7 50 106 11 2
5 6.0 600 0 999 8 6.0 60 89 91 6.0 95 16 3
6 40 400 0 999 5 40 40 84 12 0 40 86 14 5
7 140 1400 09987 14 0 140 90 15. 3 140 106 210
8 50 500 09991 50 50 80 15 2 50 87 67
9 500 5000 09999 50 0 500 81 110 50. 0 98 18 6
11 80 800 0. 989 8 80 80 76 8 8 80 67 77
4 :
(GPC)
! LV I
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