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Abstract: Objective To establish a quantitative analysis of multi — components by single marker(QAMS) method for the simultaneous

determination of three pesticide residues such as dimethoate in Lilii Bulbus by GC - MS/MS. Methods The samples were extracted by
acetonitrile, purified by Cleanert TPH column and determined by GC - MS/MS. Information on relative retention time and mass charge
ratio was used for qualitative analysis, the peak area obtained by secondary ion MS of dimethoate(125/79) was taken as the reference
peak to calculate the relative correction factors for the peak area of dichlorvos(185/93) and chlorpyrifos(313.9/257.9), to establish a
GC —MS/MS method for determination of three pesticide residues such as dimethoate in Lilii Bulbus with dimethoate as the reference
substance. Results There was a good linear correlation in the range of 0.1 -1.0 ng for dichlorvos, dimethoate and chlorpyrifos. Limit of
quantification (calculated in sample size) of dichlorvos, dimethoate and chlorpyrifos were 1.84 x 107* ng, 2.87 x10°? ng, 1. 75 x 10~* ng,
respectively. The average recovery rates of dichlorvos, dimethoate and chlorpyrifos were 95.46% , 96.21% and 96.01% , respectively, and
RSDs were 0.99%,0.92% and 0.74% (n=9). Conclusion The QAMS method is accurate, simple and rapid, which is suitable for the
quantitative analysis of residual quantity of dichlorvos, dimethoate and chlorpyrifos residues in Lilii Bulbus.

Key words: GC — MS/MS; content determination; Lilii Bulbus; dichlorvos; dimethoate; chlorpyrifos; quantitative analysis of multi — components

by single marker; pesticide residues
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2016535/615311=3.2773, f 4,5 =1278304/615311 =
2. 077 5; FHXHABE B E] £ 5,5 =5. 690/10. 663 =0. 533 6,
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i REFE  rn=7) &EGEEny % @R RSD(%) % @B RSD(%) RSD(%) S/N tetifE(ng) & B (ng)
A 185/93  A=2016535m-203 0.9997 0.1~1.0 806838 0.55 806512 0.76 112 815.94 1.84x10°* 6.13x10°*
B 125/79  A=615311m-173 0.9998 0.1~1.0 245986 0.40 246063 0.71 1.01 5.23 2.87x1072 9.56x10"2
C 313.9/257.9 A=1278304m -68 0.9993 0.1~1.0 511833 0.80 511436 0.60 0.96  857.55 1.75x10™* 5.83x10°*
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6.0 8.0 10.0 12.0 o
C B2 —&THR AR
| gmensity A2 AARERFARES RER
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A RS ER B. # bk BE GCMS - TQ8030(Shimadzu) ~ 3.2756 2.078 1
C. Hapmizizik D ZOER GC - MS/MS 7008 (Agilent) ~ 3.2773 2.0775
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A3 mEEKRBEERE(n=9)
HoabT MAZ m 43 E (pg) e FE (%) X (%) RSD(% )
(pg) (ug) A B C A B C A B C A B C

0.0000 0.4000 0.3820 0.3860 0.3849 95.50 96.50 96.23

0.0000 0.4000 0.3848 0.3901 0.3796 96.20 97.53 94.90

0.0000 0.4000 0.3789 0.3796 0.3860 94.73 94.90 96.50

0.0000 0.5000 0.4856 0.4772 0.4791 97.12 95.44 95.82

0.0000 0.5000 0.4767 0.4815 0.4816 95.34 96.30 96.32 95.46 96.21 96.01 0.99 0.92 0.74
0.0000 0.5000 0.4691 0.4871 0.4856 93.82 97.42 97.12

0.0000 0.6000 0.5702 0.5791 0.5784 95.03 96.52 96.40

0.0000 0.6000 0.5719 0.5749 0.5749 95.32 95.82 95.82

0.0000 0.6000 0.5767 0.5731 0.5701 96.12 95.52 95.02

1 g AGHRE, 2 9E 9D 50 mL B0, 408 3 4,
BRLH 3 0, 50 1 AL ARy AR UE S IV £ TR TR 40 L, B
2 2l By BRI A A TR 50 WL, B 3 A B
B v i T 48 VA VR 60 L, A3 Tl 28 5 A VA5 T, JBORE i
WA 2. 3.1 WUT 3 25 4 o3 SRR 0 sk g 1, $4 [nl
AT R i A R LR 3,
2.6 MHREENE

B3 #5091 20160516,20160721,20170815)
FE &, 45 20 g, MRS =50, 43 Y 1 g KRR E
Fie 2.2 TUT J7 i il £ A 0 U T, BROHE K O TR
2.3, 1 TR g 5 o AR e g L, FOm A [l
ORIy B A A A5 R 3 HERE S PR R R T

FEMER B RN 0,
3 g

AWFFEUESE T ] LISR H GC — MS/MS %2 A A H
IREAE 3 AR 2G5 EE X R GC — MS/MS 353 7 A fh
R AR A T — I 2P B R S i T
SO — I 2 Pk S DA — Ao BR G Bz HAt
J 4 18] B A X e 7 PAT -, 388 2o A X i 17 PR e 53 oAt
JA e 1 — Rl S R O 2, LA ARG RO
T A5, A 2R R 22 5 o 42 S T 1 P 4o R e e
AN 5y A RS I B A AR B D S [m) A AE I B Y, X 2
T2 pr A 205 5% B8 1) & B0 e HE AT TFSY, R B gy
& H ZFR LAY, H 8 5o X g 2 — ST, irE
I ELAR I — R sy 7 15 AR 5 2 50, JE AT A
N IEAFIE

03 S5 AR A R A X PR B B R AR AR
b ABAEAS T I, Bl o ) 1 R EEOR FH —E
TR W S LR B U AT WO AR X R B s [R] B 32
WA T ES

IES T R VG R BUNR  1 L, 7E A AR 1E
BT f A1 524k % g2, S EREIR AL 0.9,1.0, 1.1 pL
AP f 1T T R, A5 R AR K.

LI ARGV R, AT A B2 FiibdE vh L
Ve NG B ; AE Cleanert TPH [EAHZEHUAE_EHIAZY
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2 em 5 JE/K BRREHIABR SR G AR K S
FECHE 5 BT A LT 251015 ~ 107 mol ¥4 i
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