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HE.BiW & 5 F QuEChERS £ &4 48 &3 — $ B 35 (GC — MS/MS) i He ik #o | nk AR 25 44 P 38 AP 2R A RBE B 20 F %,
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Content Determination of 38 Pesticide Residues in Radix Ipecacuanhae by

QuEChERS and GC -MS/MS

Sun Han', Yuan Hao', Xu Yanmei', Guo Yixuan®
( Hebei Provincial Institute for Drug Control, Shijiazhuang , Hebei, China  050011; 2. No. I Middle School of Xinji, Shijiazhuang , Hebei, China  052300)
Abstract: Objective To establish a method for the rapid determination of 38 pesticides in Radix Ipecacuanhae by QuEChERS and
GC —MS/MS. Methods The samples were prepared by QuEChERS, then cleaned —up by mixed sorbents and analyzed by GC -MS/
MS. Multi - reaction monitoring(MRM) mode was used for quantitative analysis. Results The 38 pesticides had good linearity in certain
rang with the coefficient(r) higher than 0.995. The average recoveries of the 38 organophosphorus pesticides at the three fortification
levels were between 66.4% and 88.7% ,the RSDs were 2.4% -9.2%.The limits of quantification(LOQs) of 38 pesticides were

0.15-5.2 pg/kg. No pesticide residue was detected in 7 lots of samples. Conclusion The method is simple, quick, sensitive and

reliable ,which is suitable for the determination of pesticides residue in Radix Ipecacuanhae.
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2.1 OHTEMH
2.1.1  miEik
A HP - 5 B 40 4 3% 41 (30 m x 0. 25 mm,
0.25 pm) ; FEELAR B & 4G R 50 °C, R 4FF 1 min, DX

25 °C /min B FETFE 125 °C, FHLL 10 °C /min ()58
FTE 2 280 °C, PR4F 10 min; FEAE HRE 1200 C 5 ik :
1 mL/min; JEFE & 1wl A7 =0 AN 400
2.1.2  JFiEAH

B ELUE ;B 7 IR 1230 °C; Uik A 4z 1
Uk FE 280 °C 5 Al 8 A < A5 MR < 22 B oy e il A

F1 38 FF AR A9RGBT 1] ARAL ) TR AT A BRI 4 R

%5 R wEwE BETF BRET CEV =R (% ) RSD(%)  # i (pg/ke)
1 % &k (Chlordimeform) 11.15 196.0 181.0,154.0 10,15 71.4 8.0 1.2
2 FR¥EE(NIP) 19.01 282.9 162.0,253.0 24,12 76.2 3.6 4.8
3 KA (Aldrin) 14.53 262.9 193.0,203.0 28,26 78.2 5.7 2.4
4 ¥R b #ak (parathion — methyl) 13. 64 263.0 109.0,136.0 14,8 82.6 7.7 2.4
5 &k (phosphamidon) 13. 44 264.0 127.0,67.0 12,21 81.2 6.1 5.2
6 X HA (Fonofos) 12.52 246.0 109.0,137.0 18,6 80.5 4.4 0.8
7 #4#(Cadusafos) 11.46 159.0 131.0,97.0 9,15 79.1 5.1 4.8
8 %4 (Coumaphos) 21.09 362.0 109.0,334.0 18,9 86. 4 6.3 2.4
9 %48 (Sulfotep) 11.43 322.0 202.0,294.0 10,4 83.5 6.1 1.2
10 4 T #H (Terbufos) 12. 44 231.0 175.0,129.0 14,26 80. 6 7.4 1.3
11 #2p# (Methidathion) 15.76 145.0 58.0,71.0 8,14 75.1 7.1 1.2
12 R %A (Ethoprophos) 10. 87 200.0 158.0,114.0 6,14 78.2 8.9 4.8
13 A5 (Isazofos) 12.94 257.0 162.0,119.0 8,18 73.6 6.7 0.9
14 KEesA (Isopropyl) 14.74 289. 1 136.0,113.0 14,6 76. 8 8.6 2.8
15 «-#Jt(a - Endosulfan) 16.01 338.9 160. 0,267. 0 18,8 72.1 5.4 0.9
16 B -#Jt(a - Endosulfan) 17.10 338.9 160.0,267.0 18,8 73.5 7.1 0.9
17 FUR# 85 (Fenvalerate] ) 23.69 419.0 167.0,125.0 12,27 76. 1 6.7 4.0
24. 11 125.0,167.0 24,12 78.0 5.3 4.0
18 & 5% (Chlorpyrifos) 14.59 313.9 258.0,286. 0 14,8 75.3 8.4 3.6
19 =5 (Triazophos) 17.53 257.0 162.0,134.0 8,22 74.7 3.7 1.2
20 a-x7x(a-BHC) 11.67 218.9 183.0,145.0 8,20 85.2 4.1 0.6
21 B-===(p-BHC) 12.21 218.9 183.0,145.0 8,20 83.5 3.5 1.2
22 y-57=5x(y-BHC) 12.35 218.9 183.0,145.0 10,20 82.6 6.7 1.6
23 §-7=x=(5-BHC) 12.83 218.9 183.0,145.0 8,20 88.7 5.2 1.2
24 0,P —##E#H(0,P -DDT) 17.30 235.0 165.0,199.0 24,16 85.6 6.2 0.5
25 PP - #EE#(P,P -DDE) 16. 43 246.0 176.0,211.0 30,22 82. 1 3.9 0.5
26 PP —i#E#E#E (PP -DDD) 17.22 235.0 165.0,199.0 24,16 78.6 4.6 1.0
27 p,p - ##E#(p,p -DDT) 17.93 235.0 165.0 24,24 80.9 4.5 0.5
28 " A4 B (Picoxystrobin) 16.12 335.0 173.0,303.0 12,9 75.3 7.6 1.3
29 LAk (Malathion) 14.38 173.1 99.0,127.0 14,6 79.6 7.2 0.5
30 A B (Carvacrol) 6. 66 550.0 135.1,135. 1 9,12 74. 1 9.1 1.0
31 A (Flusilazole) 16. 60 233.0 165.1,152. 1 18,18 74.7 5.6 1.1
32 AAARH B (Cyfluthrin) 21.51 226.0 206.1,199. 1 18,9 76. 8 7.9 4.0
21.64 206.2,199.2 18,12 73.5 8.4 4.0
21.77 206. 1,199. 1 18,12 72.1 6.1 4.0
21. 81 206.1,192.2 18,12 75.2 9.2 4.0
33 A8 26(Parlar26) 16.90 231.0 195.0,193.0 3,3 83.2 2.4 0.2
34 FF® 32(Parlar32) 17.35 233.0 162.0,197.0 21,9 83.0 5.1 0.2
35 & %8 40(Parlar40) 17.99 231.0 195.0,193.0 3,3 67.3 6.0 0.2
36 F&B 44(Parlard4) 18.20 195.0 173.0,71.0 39,24 70. 2 8.2 0.2
37 & %8 50(Parlar50) 18.55 341.0 73.0,325.0 21,3 66. 4 7.0 0.2
38 & A® 62(Parlar62) 19. 56 305.0 269.0,232.0 12,18 74.0 8.5 0.2
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A1 38 FAIER G RA

L (MRM) , B AR 25 3E 8 2 AN FRAE MRM, it — A4~
R B X, 0 — ME e TR R e A S
TR 1) S AN BEAS SR IR B 4 2 N BRAE MRM, —NME N E
R, 5 MERE R T LR 1,

2.2 REHIE

BRI B V0 - PRI [ A A 245303 o RS AR, 47
591 PR T R ST VR B 24K 100 g/ mL R B — AR 2
53 BB T I 28 U 5 A 2 BB AR AR 24 s i ) i 1
43 5] AT D ) S5 R B R 5 ~ 50 g /mL Y FL— 4R
25 LT PIPRUEI A8 TR, BB T — 18 °CUKAR b K 25 B X
B E 48 W, om PN B 5 ) v b A 3 A o R TR R Y
38 Pl A 24 1R A b VA TR o T VAR TR A AR ME TR, TE
scan PN I BB T (LA 1) .

PR VA TR AR R, 5 100 H B (R 4
A—EdHM, S RS, EEN) B 3 g K%
FRAE, NN 15 mL, 3241 30 min, 2735, il A JC /K B R
B IK ORI AR AR (4:1)5 o, $25), FRE R
% FRIZUERE (350 YK /43)3 min, Tk HAHE) 10 min, 5
£>(4 000 r/min)5 min, B EIEK 9 mL, B O WUCEEA ¥
AR b 11 3 T80 ] AH 25 B0 Ak 45 (TG /K B R 6 200 mg,
PSA 200 mg, Cis 200 mg) "', & € , TR 2T, F & 4k
it LR ZUPR$E (350 YK /43)5 min, #5.0> (4 000 r/min)
5 min, K5 W FIH W 5 mL, AR 2T, FHN
fIFERZE 1 mL, IR,

25 FARE T 8 T - BB 1 2 MR S, 4 (B T i
W 5 7V 25 23 B T U
2.3 FEFEER

LR R L IR Y I W FE 1Y) 38 FhAe 2 br e
VS BOMAZS LT, Fe 00 T 5 A e R 2 T, DA
W (g /L) R B A e T R C A S AR R 223 il s o
L RR R EEEAN M ERERRRT (r=
0.995),

IR < 43 T LS (AR 2544 3 o, 4% 8 38 >
A2 S AP LR A , AZRPER R 2 %, 5 15, 10 f5 Rk
FEST R IMAE, A S 2 (R 3BT kAT
WG, T 38 A2 i e g R LR 1,

3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28
ARERGAEBEE TAA

¢/ min

H 2% 2T AR R R S R R 25 L3, BRI
et FH RT3 v i [l SR AR Sy 3 2 5 50 , 45 2R 1Y)
RSD<9.6% (.3 1),

ASx H BRI« DA T i 33 ) s v o 4 D0 7 7 T
PEATIRES , AME MR E = 3 B Jr ik ks th fR, 38 Bk 24
H R IRTE RN 0.2 ~ 5.2 we/ke(WLFE 1),

2.4 SN

XF 7 SR A AR 2GR T Oy R A TR, 45 R
Rk BR AR 5R  2 5 MR Ty AT Ve R I
ARYRMSCHE B R i DU AR AR Ry 3 X R IZ AR 2 % B
DR FERA
3 itig
3.1 REFEIEREE

P& 15 B B2 ke BA W Y E AL R Ik
i R OROR I SRS T 25 S N2 A SR
T 525 i S AR R R 1) QuECKERS 4R 24 5% B4l 5 Jr
B, JEARAE B A B XA SR BT YA EA TS AR A R
Herb R A 3 AR 2 R BB i T ) R A 1 o LG 1 1
P SR ICHOR &, BB R e i A] , (H 322250
B SR K AL AE S KR A R o I R 2 6 2 R K AR
T 10% W T4 57, $& b AN FI T B AR iU 25, Bt i
55 v 2 RO K I3 0 (AR 0 A MR ik, DA 4 v SR U
3.2 IR F R E

TE RV L R BFE ) B 2 R S ot 5 R 8 P 5
X PSA | CisEALSE HENS (3B 2 HLAE - S5 04T T A,
PSA EZHF LBRMEDS (B A VLR IR R , 3 X 5%
BEVE (S KA — W T, g 2 T B AL, P 52
PR A, 5 i e SR AR N 35 2 B AR L X TR
AN EPEP RN JORE R A (SRR AR F i & TIPS
a7/ ) SN N P S T e N e e [
2R AR, N B 0B A 5] R PRIE [T ICR I
MR WG AL , e 0d He xR, 2 8 JC /K B B B
PSA, Cis 4% 200 mg 1 R AL 57
3.3 NAME

B IRAI AR i P A AR N AR 24 5 B L (LB
G rp ST I E kAR v 38 AR 255K B 1) GC - MS/MS
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