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Application of Stamach Large Volm e D irect Injection in D etecting
O rganphosphorous Pesticide Residues in R ice
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Abstract ‘Stomach’ hrge vohm e direct injection ( LVI) combined with selected bn moniorng —
m ass spectrometry (SM-M S) to detect organopho sphorus pestcile resdues n rice w as ntooduced In
the process the inflience of ricem atrix on sgnal/noise ( S/IN') of 14 pesticile residues were studied. A
m ethod that detected 9 organophosphows pesticile residues n rice w ith SM-M S w as establidied The
lmits of qualititaton (LOQ ) of 7 pesticdesw ere4 0~ 10 0 Hg/kg the recoveriesw ere betw een 6
~ 106% and the RSD werem ostly less than 20% (n = 6).

Key words ‘siomach’ large volume injection; rice selected bn monitorng organophosphorus

pesticides residue

1 LV 1
(LV 1) 1979 ,
Vogt LG-GC o : el
(PTV) : : "
: 2006-05-15; : 2006-08-08.
(1981-), (1958), . . . 010-85791012

Email x gchd@ vip. sina com



354 Vol 8
t INA
[ 5~ 7]
[4 81 [9 10] (o] 2
« » « »
21
’ T LV ES200
’ Kahai ); 5890/5873N
(SMMS) - , 7683 ; DB-5
(2] ’ MS [30m xQ 25mm (i d. ) xQ 25 Hm |
. , SMM S ( A giknt );
) I
Table 1 Sources concentrations he mnitial target bns and S/N of 0. 1 m g/kg level fortified
sanples of LV I and 1HL splitless npcton of fourteen pesticdes
SN of fortified smpk (n=3)
Na Chese Eng lish nan e Source C(;ncenlration Target ons onL TiL T
nam e (%W W) m /2
LVI LVI Splitless
1 Dichbwos Sign a 98. 6 109 45. 0 21.0 15. 0
2 Om ethoate Sign a 98. 6 156 12.0 9.0 54.0
3 Phora e Sign a 94. 5 75 87. 0 40. 0 37.0
4 T erbufos D Ehrensbo fer 93.0 231 55.0 27.0 210
5 D iazinon Sign a 98. 4 304 197.0 134. 0 18.0
6 Fenchbrophos Sign a 99. 3 285 331.0 211. 0 32.0
7 M ahthion Sign a 98 5 173 37.0 23.0 20. 0
8 Chlbipy riphos Sign a 99. 5 314 62. 0 39.0 ND
9 Parath on Sign a N eat 291 1350 69.0 1.0
10 M ethdathion Sign a 97. 5 145 42. 0 22.0 9.0
11 Chlrfenv npho s Sign a N eat 323 202.0 132. 0 14. 0
12 T riazopho s Dt Ehrensio ifer 98. 0 162 6. 2 ND 22,7
13 Phosmet Dt Ehrensio rfer 98 5 160 ND ND 9.2
14 Phosabne Dx Ehrenstoifer 99. 5 367 ND ND 19.7
Nok ND—SigmalNoise (S/N)<3. LVI—Lamge vokme direct inpcton
22 2mL , ,
( ) 14 ImL, 8000 r/m n 2m in
500m g /L , 50mL GCMS
10 mg/L , 2 4 -
S0mg/L , 241 5 e LS ( 0 9% );
10 mg/L Il mL/mn : 70C
(4min), 40T /mn 150C, 5C/mn
23 2107C, 20C /m in 2807C (
, lg 50mL I5Smin) 1HL ,
, 2¢g 10mL 250 C
30min 3 000 r/m i 3mi 242 Fuik& - : 280 C;
50 mL : 230°C: : 150 °C;
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Fig 5 N ne organophosphorus fortifed rice san pk SM-TOC ( fortified level 2)
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Table 2 Retention times segm ents scan timew indow s target ions and qualif er ions

of nne organophosphorus

Na RT fn in Seg W indow s Target onsm /z Ql(m k) Q2(m /z)
1 6. 56 1 550~ 7 00 185(100) 109( 300) 220(60)
3 10. 39 2 10. 00~ 10 70 75(100) 260( 27) 260 14)
4 1117 3 10. 70~ 11 70 231(100) 233( 14) 288(11)
5 1123 304(100) 248( 79) 276(46)
6 1257 4 11. 70~ 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 1350~ 16 10 323(100) 269( 92) 325(67)

3.4
9 , , , 3

Table 3 Liner ranges correlatbn coefficents Il its of detection recoveries

and precisions at w o levels of nne pesticide s

Fortified kvell Fortified kvel 2
Range ) LOQ
No /(Mg /kg) R /(Mg /kg) Fortified Recovery RSD (n= 6) Fortified Recovery RSD (n = 6)

/(M glkg) (%) (%) /(P g/kg) (%) (%)
1 10 0~1000 Q9999 10. 0 100 75 79 10 0 83 19. 9
3 50~ 500 0998 5 530 50 94 7 4 50 105 24. 3
4 50~ 500 09995 30 50 102 11. 7 30 106 11. 2
5 6 0~ 600 0 999 8 60 60 89 91 60 95 16. 3
6 4 0~ 400 09995 40 40 84 12.0 40 86 14.5
7 14 0~1400 0 9987 140 140 90 15.3 14 0 106 21. 0
8 5 0~ 500 0999 1 50 50 80 15.2 30 87 6.7
9 500~5000 Q9999 50.0 500 81 1. 0 50 0 98 18. 6
11 8 0~ 800 0 989 8 80 80 76 88 80 67 7.7

4 )
(GPC)
13 ”»”
2
’ LVI
2
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