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QuEChERS £ B¢ 5 fE 4k GPC-GC-MS
I 5 ik 3% v 27 Rhefe 245 5% B
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[ME] B R QuECKERS #f 5 i Ab 7 5 55 1 2 B I €03 -SH €033 - I 3% 356 FH A ( GPC-GC-MS) B A, 3 7 Al i vp
27 P 25 2 5% B RO DR A I i o FTE L 1% BB R A Z NG N B BU ), A8 7R AR I, 4 0 AR RE BG4k, SR L AE £ GPC-GC-MS
Sy AT, LAk T A I (SIM) BRI, SRR 27 MR 2 i AL S W E WA RIFM S R M RS
0.994 3 ~0.999 9, J5 1 9 K i B AN 5 B BR 43 517 0. 037 5 ~3.040 0 pg-L 10. 125 0 ~10. 100 0 pg-L ™' s 7E Ak 0.1 mg- L™
LR, BRI FE 61.7% ~114% ,RSD 1.03% ~13.9% ., S5 1% 07 i o PRl e BV R BUE & M ARG LR B %
DR 2SR, T F T M v 27 Ffe 25 2 5% BR B DU .
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Determination of 27 Pesticide Residues in Angelica Pubescentis Radix
by QuEChERS and Online GPC-GC-MS
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[ Abstract ] Objective: To establish a quick method for the determination of 27 pesticide multi-residues in
Angelica Pubescentis Radix by using QuEChERS and online gel permeation chromatography-gas chromatography/
mass spectrometry ( GPC-GC-MS). Method: Pesticides were exiracted from samples with 1% acetic acid in
acetonitrile under ultrasonic operation and cleaned up by dispersive solid phase extraction, and then analyzed by
using online GPC-GC-MS in selective ion monitoring mode ( SIM). Result: Twenty-seven kinds of pesticides
showed good linearity in a detected concentration range with good correlation coefficient (r =0.994 3-0.999 9).
The limits of detection and limits of quantization ranged from 0. 037 5 to 3. 040 0 wg -L "' and 0. 125 0 to 10. 100 0
pg L', The recoveries were 61.7%-114% and the relative standard deviations were 1.03%-13.9% at the
spiked level of 0.1 mg kg '. Conclusion: This method is simple, rapid, selective and accurate, meet the
requirement of pesticide multi-residues analysis. It can detect 27 pesticide multi-residues in Angelica Pubescentis
Radix.
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B, %5 QuECKERS JEBE & 754k GPC-GC-MS U 5 i i vfr 27 Fif e 2 4% B2

AR A BT 8 28 I 55 Ko 205 4 GC ke O
Koo 5 HE F ey, 7 AR S AN . BERG BB {01 (GPC)
TN R AR G by 2 63k a4 288 DR 43, T 0l /) R JBi 280 7 L o
oy B 3 5. ek 3% A% B, 56 E EPA Jr i
3640A" FIE A7 GB/T 19650-2006" #K F T GPC %
ko [FF,7E4: GPC-GCMS Fi Ik T % ML GPC (B £k)
THARA R K A Bh ik 25 BRAE BBl A ) R,

A2 Z2 5% B 43 Bt J7 ¥ QuEChERS ( quick, easy,
cheap , effective , rugged and safe) 3% i & 5 1E b 42 HL
oI T S ARG PSS W SV ST ST A7
4 R 3 A TSR e B AR AR A O T Tz
TACLY 2GS Ye A T E Ak RE ) 5
AT P A 245 1) 5 1 5 e 1

ARSCH QUECKERS #: 5 7E 2k GPC-GC-MS Kk M
X yE 27 Rk 25 AT I E , BE S Ik T QuEChERS
PEHC AL AR 1 iR 2, s T X GPC-GC-MS 1
ey g Sr T 1 R | E A L TS R 2 b A 24 gk
BRI 73 Sk 20T T A A oA 08 S ST B R 1) &

RS
1 #FE

GPC-GC-MS-QP2010 7 £k %t ik & i 4 1% -3 AH
g% - PG AL (H AR HZA A ), BS110S #53 Hr
KAV (AL m 2 R R A BRA R, XW-80A {ijE i
TR AR T g5 AR DL LA 38 i 1 A PR W) ) |, SG-
2200HE #8875 ik 3 vk s (b ol 4R A AR A IR
NA) ), Allegra 64R BB UL (35 E Beckman 23 H] ) o

Pl RO e N (B ali, 55 F Tedia A H]) ,
PSA (ZE[H Supelco 24 H] ), Jo K B IR BE (43 M4k, I
A O ok 4 1k A BR 2 W) L i ETAE 500 °C B
PUET 5 h,200 CHUH BRI T T HR 45 , B H & H .
TCKBERREN (M al SN I 4B L TA D) , LR (4
Brali AN Ak 2= 30 A R A, JoK B R (43 A 4l
g WAk 2F R R A FRA R .

27 P 2 %k B A HLBE R AR (B, PR
W, P PERE AR AR, Rk R X B,
PO W, X7 Ak W, 7K i B R, v L W 5 it 5 SB05-069-
2008) , 24 K& H1 R Mg TR AR (T KO, K 22 Jal, 3K L,
ST, AT, B R L, A U v R, P R,
Z5 1L dit %5 SB05-070-2008 ) , & Wk W B 8 (4t 5
GSB05-2322-2008 ) , # & H (it & GSB05-2297-
2008) , AR (5 GSB05-2290-2008) , F EIE (4t
5 GSB05-2312-2008 ) , # 4t 1 (4t %5 GSB05-1869-
2008) , = W (Fit = GSB05-2339-2008) , R 7 &
WeE 50 mge L™ BBR I LA E 100 mg- L7, 4l

JEY >99% , ¥ 1 A 5 PR S A I A

TR W T SR VL S 2 R 2 2 B R B
R E NI B Y &5 B 2 1 Angelica
pubescens Maxim. f. biserrata Shan et Yuan [FJHR ,
2 AEEER
2.1 BRUEEWAECE] 0 R B AL A b v i TC
A1 mg e L™ (R 258 G b v 45 T, T VKAR RO
PRAF A o 10K TR 5 s oA i 25 Y0P VA s A 7
JRHR BE A 0. 01 ~0.5 mg- L~ () 55 A 8 I K o
2.2 QuEChERS R4 ¥ 754k M 200 g J 3% K bt 5Y
DI OBy, UK v O . 2.0 g BEAL T 50 mL 2
RGBT, A 10 mL % 1 2 5 F K ig
7 1 min, H R 60 min, I A 15 mL & 1% B R
M OB 1 min, A ERECS min, FEATA 6.0 g
Jok MgSO, 1 1.5 g Jo/K NaOAc, 7 BRI 2472 3 1
min, ¥k )5 4 500 remin "' B0 5 min, B E#® 1 mL |
T, A E A 50 mg PSA 1 150 mg JE7Kk MgSO, 1)
BT, BIZUE 1 min,4 500 r-min " BLOAEELS
min ; RS BOR 2 BERE, N A 10 pL & 5% W R 1)
LN, BlAF GPC-GC-MS 43 FH A3 it 5 W o
2.3 GPC-GC-MS 4p#7 & 14
2.3.1 GPC %14 Shodex CLNpak EV-200AC ¥EJiX
{0345 (2. 1 mm x 150 mm ) ( H 4% Shodex) , i 3l #H-
PER-28 O ¢ (30:70) , 413 40 °C, i # 0.1 mL-
min " SEAMEG I A5 UE K 210 nm  3EFERE 10 pL.
2.3.2 GC-MS %+ DB-5 ms B4+ (30 m x
0.25 mm x0.25 pm) (EEZHERLAF ), PTV JEAE
5 NG i R R AR O IR B AR - W) AR IR B 120 °C
{4 6.5 min, ) 80 °C -min ' F} & 250 °C {44 34. 87
min; AE R AE THR AR T WA IR BE 82 CAR4F S min, L)
5 C-min ' J} & 250 C {5+ 4.4 min; 25 5 4 A
LHERTIR 120 kPa AEHEE 1.75 mLemin ™', B T I8
EE 200 °C S R 250 C L8 4k =X KL,
HLFREHE 70 eV, Al T AR I (] 10. 2 min, 45 50 [H]
43 min, FHG I E m/z 85 ~ 400, F 4% K £ J7 2 SIM,
ARG BG 0.2 s, 6 27 Bl 25 107> 9 .48 73 6 4
I 8] Bt , 6 SR B0 | R B e [ 35l e 8] B G Al
AR 24 B 5 55 T N AETE 1Y B 1A O s i MUE 1 88 1O
PE— A, Bk SIM B 7S8R 1, B8 1
TR LA T,
2.4 FRuEmhZe A R SR AN EAT E i
W 0.01 ~0.5 mg- L™ R AR 7E B 7 19 5 1 T 47
W, LU TR AR (V) X R Ve JEE X (g L1 AT ER
PEWNA 2 pr et 2. DIAE MR LL (S/N) 2 3 i
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®1 27 HRH GC-MS WEH SIM S

EEED (3 E
‘ ) No. 4y o EPEE T
I} 8] BX /min 5 [E]/min - BT
10.54 ~13.01 1 H sk 11.758 94 94,95 ,126
2 EEE 12.133 109 109,185,220

13.01 ~18.59 3 Z ®tH ik 16.958 136 136,183,125

4 HER 17.450 110 110,139,145
5 HKE 17.558 108 108,107,90

18.59~22.00 6 SHE 19.492 121 121,136,103
7T WK 19.950 144 87,144,89
8  KZE 20.267 105 88,105,115
9 HAfbRSE 20.775 126 126,141,213
10 TR 21.208 122 122,107,103
11 3K 21.275 110 110,152

22.00 ~24.82 12 E i 22.825 151 126,151,166
13 ks 23.200 121 121,231,260
14 AWk 23.375 192 192,164,193
15 R%E 23.950 93 93,143,229
16 3 24.342 164 131,149,164

24.81 ~28.45 17 [HHE 25.392 266 264,266,268
18 gk 25.525 179 137,152,179
19 Hiwf 26.500 166 166,238

20 WPEXBIBE  27.567 263 263,233,246

21 HZER 27.817 144 144,145,201
28.45 ~32.18 22 LRiFEEE 29.142 173 173,158,211
23 FEAEM 29.283 314 314,258,286
24 Xt 29.625 291 291,139,155
25 ZWEER 29.767 208 208,128,181
26 KB 29.808 136 136,230,289
27 TR 31.292 146 146,118,157

B ARAS HBR, S/N N 10 #f a2 e {5 i BR . 27 Rl

A BB AE 0.994 3 ~0.999 9, £ Pk )y 4

P B M OGRS Y PR S e B L 2,

2.5 R EIE HO0.5 mg-LTIRAR, fE 2.3 1

G S5 E T AT HERE 6 IR 5K % RSD 16

0.710% ~0.986% , 3 B 25 K5 %5 & R 4T .

2.6 IR RS A PRI 2.0 g ol TE AR B £

TR OB RN K -4 0.1 mg- L7, 4 2.2 Al

2.3 TR & REAE, FAT 6 . Il ik A

61.7% ~114% ,RSD £ 1.03% ~ 13.9% , %% - 32 B

TR R R

2.7  RESRTIN X AR rhof 2 5k B AT T
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L P 2. BRI ;3. WL w4, BOE H5. MUK
6. SERET. WK 8. REB ;9. ELRA 10, (T
Tl BRI ;12 G U 13, PR 14, A% 15, SRR
16. FT 17, T ;18 WA 519, i ul;
20. FBEXTGRB%;21. W ;22 Thi G pE 23, RESEI
24, NP ;25. = WRER ;26. KRR 27, T
E1 27 #HRAEMBENEBFREIE

LK U BB 0.080 mg-kg 'L B E M 0.495 mg-
kg ' BRAH0.015 2 mg-kg ', HoAtu A 25 R A i
S GB 2763-2005 ¢ £ i b 4 25 e Ko mk B8 IR )
FTNY 660-2003¢ 45 it v F 28 g . T i 5 A L 2 TR
BRI AN R e Bk BB ) Y e A
RS AR AR, B U AR .
3 it

QuEChERS ¥ 3& FH T 8% 3% K R4 &K & &
B, o 1 omin 8 2058 3 2K UG 43 0 A A
B PSA,GCB,C itk o X T4 LR B 42
() HP 25 B RE B, QUEChERS 6 #2 B Ak iE 1 A S 1T
T B, (R GCB 2 W B F 1h 45 #9425 A TR
C oy B M8 T A8 J1 AR A A TG R & HE . A 9250
SR FH R 7R 4R B 0 B2 G R A GCB, C T 38 3
GPC 54k PSA ¥k, WA, fEZE GPC-GCMS i 45 T
T 7 FHRHERE O (PTV ) R R AR FREARE , DT AT £k T
Wedn AL P T R, T o b 6 IR S 43 R
F1R) 22 5 Y TR i 28 A TG S B A 24 2 5 B 0 B A 2K

T o A 5T v 24 b A 24 5% BR 1 3 B 5 b
3t S B0 25 6 [ PR Ak v A 3 B R R
22— 2010 4R pRqH [ 2 8) A2 AR 8 K i R
HE TR0 A7l bR o ) AT B 245 b Bk 24
5% R B T R, s R R AR L R R
AR

AR A QuEChERS (LB A GPC-GC-MS U] &
MG 5 28 27 B 2558 B UL D7 VA R Y B AN in
g SR AR AT A5 AR 25 22 % ARG I 1) B0, AT fRT B &
bR THLRE b R BUE S B R A SR T T
Mg PR 25 Z 5% B A BT, 0T S HoA b 2k rh ok 2 £
5% B8 53 AT 55 v 2 b A 2 % BR b o 1 ST BRI S



B, %5 QuECKERS JEBE & 754k GPC-GC-MS U 5 i i vfr 27 Fif e 2 4% B2

R2 2THRANEEFTRERGHIR

12 ey LTl /mg- L AH 2 2R B o R/ g L R/ g L7
I e Y =255.802 5X +7 045. 371 0.016 0 ~0. 400 0 0.995 2 0.250 0 0.8330
T Y =984. 127 6X +5 761. 995 0.020 0 ~0.500 0 0.999 4 0.3120 1.040 0
2T TP I Y =364. 148 1X — 1 352.769 0.020 0 ~0.500 0 0.999 9 0.2810 0.937 0
O Y =232.278 3X -5 755. 523 0.020 0 ~0.500 0 0.997 2 1.1100 3.720 0
K B Y=403 3. 137X —21 418.0 0.016 0 ~0. 400 0 0.999 8 0.068 6 0.228 0
ST R Y =4301.205X + 11 193.98 0.016 0 ~0.400 0 0.999 6 0.084 5 0.2810
K g Y =33.955 37X +823.365 2 0.020 0 ~0.500 0 0.999 8 2.640 0 8. 800 0
K % 1k Y =6 319. 482X — 249 864. 8 0. 144 0 ~3.600 0 0.996 7 0.296 0 0.988 0
AL Y =188.250 7X - 634. 024 0.020 0 ~0.500 0 0.997 2 3.040 0 10. 100 0
TR Y =427.303 2X +346. 039 6 0.016 0 ~0. 400 0 0.999 7 0.276 0 0.920 0
5% K ik Y =4 861. 869X —598.421 1 0.016 0 ~0.400 0 0.999 8 0.390 0 1.300 0
gk Y =3 147.038X +7 152. 521 0. 024 00 ~0. 600 0.999 7 0.123 0 0.410 0
H Y=1184.761X +1 687. 991 0.020 0 ~0.500 0 0.999 3 0.159 0 0.5320
ARk Y =404.972 9X - 14 544. 09 0.020 0 ~0.500 0 0.997 5 2.250 0 7.520 0
R Y =698.394 5X — 1 135. 638 0.016 0 ~0.400 0 0.999 5 0.364 0 1.210 0
7 R Y =3 894. 076X - 5 036. 252 0.032 0 ~0.800 0 0.999 8 0.099 9 0.3330
S Y =2 063.676X + 1 881.975 0.020 0 ~0.500 0 0.999 7 0.090 8 0.3020
Y Y=1551.545X + 14 844. 42 0.020 0 ~0.500 0 0.999 5 0.079 6 0.265 0
B Y'=4020.75X +24 728.55 0.020 0 ~0.500 0 0.999 9 0.050 1 0.167 0
PP S 5 Y =816.257 7X +315.963 3 0.020 0 ~0.500 0 0.994 3 0.065 7 0.219 0
25 Y =9 707. 914X - 58 546. 04 0.060 0 ~1.500 0 0.999 8 0.037 5 0.1250
R Y =1 585.465X — 6134. 265 0.020 0 ~0.500 0 0.999 7 0.090 8 0.3020
H A Y =825.304 5X +4 409. 015 0.020 0 ~0.500 0 0.999 8 0.093 7 0.3120
X B Y =736.243 4X - 1 249. 556 0.020 0 ~0.500 0 0.997 9 0.073 6 0.2450
=R Y =803. 678X -210.380 5 0.020 0 ~0.500 0 0.999 8 0.104 0 0.349 0
K e T Y =1516.206X -5 359. 988 0.020 0 ~0.500 0 0.999 3 0.121 0 0.403 0
s 7 Y =1729.445X - 1 316. 365 0.020 0 ~0.500 0 0.999 9 0.103 0 0.3450
(% EH] 4‘?8 ﬁﬂé@&jﬁ%%iﬁﬁ: ‘%’;H@iﬂﬂ%%*ﬁ@%-ﬁ
WL [S]. dbmt: v E AR ok R AL ,2006.
(1] ZERsH, SRLUE. S % W2 R G sk s (], sia [O) DLAREEARTTEE REFESE S R AR SO @3-
o B 2 4 Ze 3k, 2005, 14(20) 12653. IR R ST 107 FhR G B E[]]. @
(2] faP55E A5, 4 20, 45 BA AL/ GC-MS W i 44 . 2009, 27(4) :391.
AR 2R B [ T]. hE 2%k, 2007, 42 (7] REUE RS, &I, 5. QUEChERS-SAH 6 1% 14 PR s
(24) :1901. oz DU b ep 25 B e LR AT BIL S A 2 5% B G O Tk E
(3] Wik Bh 2k f 0 0 H . SO €6 055 05 KD 2% 1) FELIL r iRk sf o4, 2011, 27(2) 1167,
ME 2GR h 53 A 2GR ik [ )], b [ 25 2 Je (8] hae NRILAE DA, b EERFEAEHEE R
7, 2010, 45(16) :1263. £3. GB 27632005 £ it AR 2 i RER B R [S]. db
[4] US. EPA 3640A,Gel-permeation cleanup, revision 6[ S]. T bR v R, 2005 .31 ,43.
2004:11. [9] e NRILFIE AR FE. NY 660-2003 25 it H B2 g |
[5]  rpe AR 50 T i 1B A 00 G 3 o TBE T B 2 T R B A R AT T Y e R R B R

Z bR EALE P B 2. GB/T 19650-2006 ) 4 LA Hh

(ST, dbnt: v EARE H AHE, 2003 ;1.
[DiEdmiE BT ]

. 141 -



