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GC — MS [a] i) g L A it
B g L8k B A feb v 305 v 4l
A2 IR R ZE 16 Flefe 25 5% 0 ks il i 12

MR &, A ERE T ERES
(1.2 P & 2h K5, % #a-1e 230031
28279 F IR, s % 237012)

 E:gs7AMEE-RE(CGC-MS)IKAERMMNEELEAZLEL LR BT 16 FFRBEG GOSN T i,
TR 2 LIE IR R R 455 , £ A SPE B 48 % Bk A= QUEChERS %44k, GC-MS £ )7 it 4% 3 F % ( SIM) 4% X,
AW, R E W16 F R 5.0~80.0 pg/mLREEE A ZILRIFH LKL L R, 1M SPE Bl A8 E Rk /£ 500 pg/L
AR T &R 2 b AR Rk 84.87% ~95.96% , A8 2+ AR Az 4k £ (RSD) 4 4.08% ~7.66% , % 4% /A QuUEChERS % /2
500 pg/L AR T &R 2 64 AR EDK & 5 94.90% ~104.91% | AB st 4744k £ (RSD) % 2.23% ~4.67% , B QuEChERS
%A w Kk R Fe bl s AR AR £ 9T SPE B ABE BUE, 16 AR 255K G 2 2R 0.0003~0.2331 pg/mL, 45 % & (RSD)
H 1.02% ~2.58% , 48 Z(RSD) 4 1.82% ~2.97% , #ZF kil ZH EH, TER TELEMAE L 8% L6 HF
SRR G oM E

KER . AMEE- SRR, E LG, R GR, Bk R B, R TREEE, RBEG

Simultaneous Determination of 16 Kinds of Pyrethroid
and Carbamate Pesticide Residues in Dendrobium huoshanense
and Dendrobium officinale from Huoshan by GC-MS

HAO Jing—wen'? XU Wen-dong’ ,SHI Min-zhu® , CHEN Nai-fu'* * | CHEN Nai—dong”'*

(1.Anhui University of Chinese Medicine, Hefei 230031, China;
2.West Anhui University, Liuan 237012, China)

Abstract ; Gas chromatography—mass spectrometry ( GC—MS ) method for the simultaneous determination of 16 pyrethroid and
carbamate pesticide residues in Dendrobium huoshanense and Dendrobium officinale from Huoshan was developed.The samples
were extracted with acetonitrile. After being vacuum concentrated, the extract was purified by using SPE and QuEChERS
pretreatments. GC—MS was tested by selective ion mode ( SIM ) .The results showed that the working curves for 16 pesticides
were linear in the range of 5.0~80.0 pwg/mL.The SPE pretreatment recoveries of 16 pesticides at spiked level of 500 wg/L were
84.87% ~95.96% ,and relative standard deviations( RSD ) were 4.08% ~7.66% .The QuEChERS pretreatment recoveries of 16
pesticides at spiked level of 500 wg/L were 94.90% ~104.91% ,and relative standard deviations( RSD) were 2.23% ~4.67% .
The QuEChERS methods was slightly better than SPE about recoveries and relative standard deviations. The limits of
quantitation were 0.0003~0.2331 pg/mL, the precision and stability were 1.02% ~2.58% and 1.82% ~2.97% ,respectively.This
method was rapid, sensitive and accurate and it could meet the demands for the determination of multi — pesticides in
D.huoshanense and D.officinale samples from Huoshan.

Key words: gas chromatography — mass spectrometry ( GC—MS) ; Dendrobium huoshanense ; Dendrobium officinale ; pyrethroid ;
carbamate ; pesticide residues
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SISCAER LR S0, RS0 AT BiER , 55 . GC-MS [l I 2 LA Ak R L7 B B A fiph v 400 HhL 3 i 2 P PR 2K 16
Tl 245 5% B ARSI 7 12 [0 ] 80 Tl R, 2019,40(9) :230-234.

2 1L A 8 ( Dendrobium huoshanense C.Z.Tang et
S.J.Cheng) 5 4k iz 17 f§ ( Dendrobium officinale Kimura
et Migo) 34320 =2 BLAT f§l /& ( Dendrobium ) 22 45 1z REAL
FEA , 43 A0 T 5 Ll XY 22 5088 1L, 4 5% L P L BT
W, b I AE B, B A5 B AR R G BITE VR,
FIAR 5 B 25 PO B R D2 o AR R, 3 RS
B A A B 15 1) 1 IR S 350 T A 8 1L A AR U I 2K
2 2B LA B B 58 o R AR 25 A 2
— BA R B AR IEB = i L2 i E G
FRHRIVER B2 A b R 5 o L A 2 64 AR Bl 2 2
A R PTIA A Fh 3 B (HAR 25 KRB, A HE
GO AR, T H ) S B b AR 25 5% B B AR,
& M A2 42 4 Bl AR Z Fh ag vk 3 . Ik,
ST AR LA MR LD R B A R FH 22 4
Ny H Z2 P e 25 5% B8 i TR B U e Uy vk B
=2,

FULI5s e 2 liR 2 A 24 ( Pyrethroid pesticide ) #1424 &
FA iR 5 2% 4 24 ( Carbamate insecticides) 2 ) %81 5%
B 25t AR HE T S AT S PR R TR AR
B FEANE YRR 5 25 R AR R Rl i
[RIE X 3R 2 A 24 5% B ey I Oy s i ot H 25 52
FIAME M. HET, B SN A 245 5% B8 1K Jr
RN A RS R 5Tk R Ok B
G 5 W B 92 (T AR A= ) 2 kLR T IRIBO G T
A - TR B (GC—-MS) 454307 7 i ™ o
RGN A 245 5% BE 1) GC—MS S 8Ty 5 PRI 2L A iR L R
g A AT ] B R 22 b e 24 5% B L R T R )i
SR sE I ek P AT, A 2 i ASORE (i
ST T EEXT B B MR iy 16 AP LB Ak 24 5k B Uk
13T WETE, A ARSE ] GC-MS/MS S Jr i %t
R A Yy 19 e 25 5% BB 3EAT 1 IR 44T, TE X
5 PG s, DX Hb 245 B8 AL 1 R 2 v 2 B, TR A SRR B o
AR AL He 25 15 A0 22 B W IR IR S A 25 1) iz
{EXF R L i vb 2 D 28 0 AR 24 4% 8RR T BT 5% A X
B,

AR R T AU 235 - Brig B i: (GC-MS) ,
TE 22 e 43 25 T T (SIM) A X 28 L A it A 1
FRER B AR 16 Fh AR 24 5% B FEAT I AE , £ SPE
[EAHAEHE Fl QUEChERS 5 4 Ab Ab 2R, HE Bk &2 4= 3t
A A S T, g SR L A R R R R A AR A 2 R
BR AN 5 v2% , Sl e LU A R B e L 7 B B A ki B e
LA PR R AR .

1 BRI
11 HESNE

LffHEESL 152017 47 9 F W H 8 1l T, &
Fhes g PO 2% B BR T AR 4% %5 8 S #E 1h A i
( Dendrobium huoshanense C.Z.Tang et S.]J.Cheng) Fl14k
F2 4 8t ( Dendrobium officinale Kimura et Migo) ; 1F .
ke . 4i)E >95% , 3 E Tedia W F 4 A ; & H

rSANEE L IS o v LI ) o o e S S /NS P N
MR oy AT 4, V075 5 R U1 BE Ak 2F B A R 2 F

NaCl  PYBg A T IO AT FROS W] 5 oK MgSO, Kt
AL T A RN W) 5 JoK Na,SO,  _LiE 22 5% S5

BB RO A BR 2N 7] 5 9B 2 BLAiE £ (Florisil ) SPE /NHE: |
N-TA 32, e (PSA) (C ¥ . A B 1bak 22 (GCB) &
ARG R vE b IR ZE TR L W 52 I | K ek 2 1R L e 2E
SR N PR LTI N S DR BN T N NS 0 AN S P AN L £

B K ZZ R P R PR AR TR R L AR R
B ¥ A E RS S R IR A BR A A .

Tracel300 7 < AH €4 1% {% - ISQ LA U 2% #T 5T i%
1 ZE[E Thermo Fisher 2y &) ; % 4E . CP-Sil 19 CB
(0.32 mm x50 m x0.2 um)  SE[E Agilent 2> H] ; K
AR%EE MTIN-5800(220 V/50 Hz)  RFBLFRFERIL
FRARRA A ST A R R AL HR—- T20MM - i
T RE R PH AR 2% 75 BR S 7] s VORTEX -5 35 BE VR %
RO AR DI SR ANES il A BRAA F] 5S2-93 H B
A K FE A LI sR A b {45 ; FA1204B H
TRV LilgPREA AR R A E
1.2 ZWH*E
1.2.1  AESRACFRTT A R SR Ak e, IUHZE
£ 40 CHE R TIRFE Pt 2= E &, 36 (i 65 H
085) , £, 3 BUHELZE B U IR TR A0, AR i 48
HF-20~16 C L4 F P-4
1.2.1.1 SPE FEAHFEEEL  #EFIFREL 25 (K=
0.01 g) fAfplzsst i, Y1 E a2y 0.2 ecm /NEE, B 100 mL
B H, A 50 mL ZUJi, 5000 r/min ) 3% 32 B
2 min J5, U840 U8, FE R IEW X2 100 mL =R,
S 6 g NaCl, B ZUHR?% 1 min, # ' 30 min, B -
YW ,10 mL FH 2R, F 80 °C /KW, A AWK
FHin+,2 mL IE R R e, .

B PO N A (Florisil ) SPE & AH A% BUAE (T 56
JH 5.0 mL N -TECKE(v/v=1:9),50 mL IEC %8
MPE) ,10.0 mL AFEI-IE S ke (v/v = 1:9) BEW, W dE
VEWLE T 20 mL 204 b B 5 mL BEBGR 308
50 CARW, AT, INECEEE R, & E 1 mL,
SIEC L MR AR, S5 L5 mL F P i Tl A
1,50 CFRE, AT, H 1 mL &R %,
SR FEOKRBMBIREHS, HEQKRERSE
2 mL, J gk >
1.2.1.2  QuEChERS ¥  #EMIFREL 2 ¢ (K5 # =
0.01 g) AT BIFE S, (3 65 HIf) , # 100 mL 2.0
BN 10 mL XZEK, RIZIPR S 1 min, 12T, i
H 10 min, fil A 10 mL(0.1% ) B&BR— 2 NE W, 1R e
1 min, FREL 1 g NaCl,6 g Jo7K Mg,SO, , KK A , i
Ji€ 1 min, A 3500 r/min 25.0> 8 min, 5.0 5 B4
IHW, T—18 CHER FL-AFE 3 h, frid b,

HERf T BCER O 3 mL, HERR PR 0.45 g Jo/K
Mg, SO, .0.15 g PSA .0.15 g C,; .0.15 g GCB 4R A,
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2L 3500 r/min 5.0 8 min, L 1 mL _FiHW T E T,
50 C/KW, AR T, INIE CREiE i, A5 ZE 1 mL,
FIEC MW, S 1 mL EEWRFiE T,
50 CRREG, AART,HLI mL ZEHHREER, 5 1
WIE B RIR S5, HIEC e 45 % 2 mL, i
RGN
1.22 GC-MS gl ik s 4475110 °C,
2% 1 min, L 1.5 C/min F} & & 120 °C; DL
10 °C/minJHEZE 150 °C, L 5 °C/min J}iE 2 170 °C,
2L 0.1 °C/min FFRZE 175 °C ,3f-LL 20 °C/min FHEE
228 °C, LA 1.5 C/min F-E % 254 °C, L 10 C/min F
HEZE 277 °C,LA1 C/min FHEZE 278 °C, LA 2 °C/min
FHE 2 295 C, A +F 4 min, A G R HAAAS
(45 .99.99% ),1.00 mL/min; FEEEE 1 pl; 53R
L AN A TR

SR S5 A - JEAE TR 200 °C s B2 5 T 1k
(EI) B HEE 70 eV & T IRIE)E :300 °C ;fLHiLkia
JE:270 °C 5 B = e e IS (SIM) . &
BB TR (TIC) ARtk i, H 16 Fhak254b
AR B E] e R B T AE MR T, W 1,

116 Bl 251 BRI 18] FE 1R E BB 1

Table 1 Retention times, quantitative
and qualitative ion for the 16 pesticides
53t o2 g )
we s WO TN ey
1 K2, 522 58,88,105 58
2 BAR 1177 110,152 110
3 i 5 B 13.66 135,150 135
4 TR B 14.05 58 58
5 Z P 15.59 77,107,168 107
6  HEXKE 1761 77,107,108 108
7 SHEL 19.01 121,136 121
8 PEAER 19.26 115,116,144 144
9 P& 20.83 109,153,168 168
10 T 1 21.63 121,150 121
11 Pouf s, 22.47 72,166,238 166
12 FEnEAGEE 2445 123,128,143 81,171 123
13 BORZME 2492 165,166,181 181
14 IKEEZETE  28.69 81,123,183 123
15 25 1 29.07 81,123,164 164
16 HiHER  30.02 55,97,181 97

1.2.3  pruEdNZeng 2] o3 PR B — R & B9 AR 245 %)
B SEABR HRAG TS AE O b i , 23 FH RIS —
SRR, E AR 25 mL, B M EE S 1000 pg/mL
BRI IEAE W, 4 °C TR PRAT & o MR IR0 75 22, 00
g PR MERE B IR A, A9 BINTR B PR TR W

B 16 Fhf 25 bR Ui ity i 25 T, i B B ) ol 25 e o0
5124 5.0.10.0 ,20.0 ,40.0 .80.0 wg/mL PRUEE R , 1E
“1.2.27 31 GC-MS Z5 /4R #EAT I AE , LA 16 Rk 24 5
TEAFAE B T 04y R PEARE , 38 Tracel300-1SQ K-
IR A B B0 R i 53 AT AR, I A S g s T
BURGNAERR (Y ), b v il e B2 g 48 AL B (XO) , 21l A
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GHIES
1.2.4  Jyik2gssx
1.2.4.1 WS RESTE BB — o 2 X R S VMR
A 40.0 pwe/ml, $#2“1.2.27 IR 3% S s ph ke 6
WM SE 16 P 25 14 JERERS 3 52
1.2.42  FasEMESCS MR — R 24 50) R NV WO B
S 40.0 pg/mL, $2°1.2.27 Wi 3% 25453 5+ 0.2,
4.6.8 .10 d PEFE, I 5 0 1 AL, 1155 RSD, %%% 16 Ff
A2 %) BE SRR S
1.2.4.3  JnkERDCSCE R 8RR I C AR 2 & = d
FHRES 12 443,45 5 g, 400l & 10 mL 2048 1 inA
“1.2.37 IR IRA X B S A AST, $E 1.2 TR 5k
A5 A R, 32 1.2.27 T A& I S5 42 ) 5 s T
e El ik 2 F RSD, Jf Hb % “1.2.1.1 I &% 1.2.1.2
TG0 PR AR i ) A RNA B T 925, A5 AR 25 1 S 2 [Tl R
FIAE XA v it 22 o
1.3 #iEahE

i G453 B1 84k SPSS 23.0 Fil Tracel1300—1SQ
A - BB FHAEE B 00 1 5 50 M8 4 Thermo Xcalibur
2.2 X S HOAE A FRAG I B4 25 ST 43T o
2 H#RE5HH
21 BEMRIEAFEEFGENEERESHUER

AT IRXT 16 Fhog 25 HAT B U4 43 B8 550, T AE
40 min PSER—IRSTES . BT 16 FhaR 25 5y s 43
W RE S R A 2 5% BE ) S RN BT R L 3R
516 PR ZR A AR RIS B T g (8 1) .
9
80
70 Is
60 14
50 b
40
30
20

10
0

i AL

0 5 10 15 20 25 30 35 40
R P I ] (min)
BT 11 R S I RIRE K 5 T bR th A4 e 2%
PRI FRET IR S B T (1 4]

Fig.1 Total ion flow chromatogram of 11 kinds of carbamate
and 5 kinds of pyrethroid pesticide mixed standard solution
TE 1K 2 2. 50 i 5 3 4% il 5 4. R Rl 5
SR 56.38 I 5 757 PN Ak 5 8. PU 4k [ 5
9. K S5 104 T gl 5 LA Al 5 12. R IR B it 5
13-4 R 5 142k A 1 5 15 B A 1 5 16. H A4 i

22 IREHMEKRAEFER

22,1 brufERNZR  MERRECH]AS [ R AR 25 X0 B
W TES 12,1 TR 7 AN 45 AR 24 [ s T AR, 1T 45K
2 1R 5 W T AR A T 05 5 A A AH G AR 8k, S5 2R L
#22, MR 2 Pis,16 P 2546 5.0~80.0 wg/mL i
Bl N B RAFIERMEDC R (R >0.99) |, il I il 40 22
SR TEAS AR ZY B A Rk 2% v S IR A5 AR v T W, 4%
“L2.07 7B XAE S BEAT AL B, BT, D5
& FR (LOD) 24 0.0001 ~ 0.0699 weg/mL, & & [R
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F2 16 TR 25 BRI A TEAH OC R B A TR 5 5 = R
Table 2 Correlation coefficients( R*) ,LODs and LOQs for 16 pesticides

o N e RAL LOD LOQ
di's R IZREGAER (F) (pe/mL) (pe/mL)
1 KEZBL Y =197521X-4.38767 x 107 0.9941 0.0001 0.0003
2 TR A Y =2.13639 x 10°X-7.6494 x 10° 0.9989 0.0001 0.0003
3 VN Y =3.89922 x 10°X—1.25602 x 10’ 0.9945 0.0001 0.0003
4 FHEEEL Y =4.24829 x 10°X-2.94761 x 10’ 0.9952 0.0001 0.0003
5 AR HEFE Y =2.22374 x 10°X-2.10583 x 10° 0.9983 0.0001 0.0004
6 TR Jk Y =1.86013 x 10°X-6.75716 x 10° 0.9957 0.0001 0.0003
7 SN Y =6.4453 x 10°X-2.92496 x 10° 0.9983 0.0001 0.0003
8 PE4EA Y =4.57956 x 10°X—-6.03632 x 10° 0.9979 0.0001 0.0003
9 Ik Y =4.72189 x 10°X-1.6734 x 107 0.9952 0.0001 0.0004
10 Tk Y =1.09322 x 10°X-2.78101 x 10° 0.9996 0.0001 0.0003
11 B ZA Y =1.52986 x 10" X-2.34017 x 10’ 0.9995 0.0041 0.0137
12 R Y =3.89906 x 107 X-1.71591 x 10’ 0.9982 0.0292 0.0974
13 iU Y =2.16859 x 10" X-3.73749 x 10° 0.9970 0.0051 0.0067
14 <k S5 TR Y =1.15794 x 10°X-4.84383 x 10° 0.9927 0.0699 0.2331
15 Je 34 g Y =4.27869 x 10" X—-1.37345 x 10’ 0.9952 0.0258 0.0861
16 H 54605 Y =4.30888 x 10°X-2.08472 x 10’ 0.9936 0.0176 0.0588

(LOQ) 24 0.0003~0.2331 pg/mL( W7 2) .

222 FEEERE

16 Fifr oA 24 I 45 1 1 ALY RSD

FINT 2.58% (LR 3) , UL PSRN 5 B R 4o

223 FRETEIRL

255 8 d P9 16 FhA 25 %) IR b 14

TR FR A RSD 34735 1.82% ~2.97% (VL3R 3) , Ut W] HEia

A AT AR IRAE 8 d INARRE o

2.2.4  JmkERNA RS R C1.2.2.1 T MK 1.2.2.2
TG0 PR ARAE b i) A A AL BRTT 2%, 25 AR 24 g oF- 22 [m] i 3
FOAH XS BR HE A 22 , 45 R R WT“ 1.2.2.17 I fd ] SPE [
AR A B3k BE AT Ak BRAE S B Bl 3 84.87% ~

95.96% ,AH %F Hr #E g 22 (RSD, n = 6) & 4.08% ~
7.66% (WL723) , H“1.2.2.2 i {§i i QuEChERS %k it
ATALFEAE 5 1 [P R 94.9% ~104.91% (L3 3) ,
FHXTARE2Z (RSD, n = 6) kg 2.23% ~4.67% ( Tl 3=
3), IR ek A vl &, AR R AR 2558 B A AT
TR AR ELR

2.3 HmKRNER

2.3.1 SPE 1 QuEChERS iyl g 45 R A5
{f1F SPE [ AHZE O FdE H QuEChERS 35 X1 ¢ 5 37F
1T E ol A TR B AE B T RS B A5 R, H

F3 16 PG RORT R e SR R

Table 3  Precision, stability and the recoveries of actual samples

N - SPE i QuEChERS

g Aaygm LD BRI T RSD R RSD
(%) (%) (%) (%)

1 D& 2.07 2.26 88.27 5.65 98.79 3.6
2 FRAR 1.3 2.51 85.31 52 94.9 2.59
3 TN 1.55 2.57 89.26 4.83 100.65 3.27
4 T 1.52 2.63 87.3 4.96 101.57 3.64
5 Fia 2.58 2.49 92.16 5.37 104.43 2.23
6 TR K 1.27 2.64 84.87 4.08 102.51 4.06
7 SR 1.21 1.82 85.02 5.8 100.78 4.12
8 Pa A 2.14 2.5 86.89 6.92 103.72 457
9 T 1.37 2.38 89.66 6.88 100.95 3.69
10 T B 1.85 232 92.18 6.97 98.86 3.47
11 B 1.19 237 95.96 5.54 103.58 3.22
12 kA5 TG 1.54 2.8 94.17 6.28 99.68 3.52
13 I A5 TG 1.61 2.97 90.22 7.66 104.91 3.55
14 AT G 1.02 1.96 9461 6.89 104.87 4.67
15 i 1.66 2.08 87.9 438 102.52 2.84
16 H #4465 1.84 2.55 94.53 5.31 101.43 2.68
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S22 SRS Y A R, 45 0 AR a6 BT I A L it B
A L TR ER B A RS B 16 Bl AL B H 4 TR 248 R 2 2
TR MRS A 24 o

I 45 5 Al 75 . Hodh SPE [ AH 25 BUE 2 AR I
FE ZZbnifE NY/T-761-2008 i 3 FlK R oA WLk A
AL FELISR H 2 TS R0 =0 ik FH IR TR 2 A 24 22 7 B 1 Tl
Y, B 2 84.87% ~95.96% , #H X Fr ¥ i 22
4.08% ~7.66% , 4 i § QuEChERS 32 17 #F i 4b 3
B, [T W 2 SR 94.90% ~ 104.91% , #H XF b i M 2=
2.23% ~4.67% , H VA Fh 7 i Fa e vl &, #R AR5 2 =
A AR 245 5% R 7 B 43 AT O v i HE R E SR, (B IR 5
B [F) A AS %5 &, SPE s Ab BRAE S il AS 35 v, ELFE Bk
FIA VLIS IR 22, BRAEAR X S, IR 24 o B Ab BE A
s, S T A NI 1, v TAERGE, AT Lk
QuEChERS #:AE Aarab#E 77 K o
3 i

A B AL g T SO €65 - g ( GC—MS) BXFH 2
A 5 2 LA R AR L R R A b 16 B 4B
B TR R 22025k PR PR IR S AR 24 B B B T vk . A R
LG HRE, 8 ] SPE [® AH 22 B A1 QuEChERS 7%
PRRP 7 50 AL AR B, 2 07 v Rl 16 Ffofe 245 5% B
B, #6r H BR AN 2 2 FR 4351 A :0.0001 ~0.0699 F1 0.0003
~0.2331 pg/mL K528 :1.02% ~2.58% ,8 d P
T TER :1.82% ~2.97% |, Jinkf B R 322UT 100% |, 4
T RAUE & A, T YR, GRS AR 47
B T LU A AR R Lk B A Rk v 2 R 25k
B 54T, AT S e LU A R BEE L gk B A i B
PR AR I , S A MR 2 rh 25 84 00 AR 2 5% B LA
MR At

5% 3Lk

(1] 75 &, %1%, 40, % HPLC-UV-CL B A B 7% & L % fit
AMB AR A EFERII]. A S T LA, 2015,36(7):
276-280.

(2] R, %78, 2AH, 5 AR ELa FELE LS
MAEThEM SBACEE DD EIREAEFR[I]RA
FE AR S A ,2015(12) :2090-2094.

(3] &, ke, i F, 5 48 & R B SR 435 B
LA [T]. S8R kA5 ,2017,45(4) ;138-141.
(413, it &, wands , & P HMERGRAEF Lo A
HEAFES B EZ[J].FE F 4 &,2017,42(12).
2284-2290.

(513 kT, Euerm, 5 Mk k HEs k5 kA EET
ARG E M S RAEKRF[T]RH FFR,2013,15
(5) :534-540.

bl

[6]2R& R, AT XN ER, 4 . SRRMEEENEHREP
8 AR T BB KR A G [ )] IR A S AHIL,2011,27(7)
856-860.

(714, 20 ML, e, F REHMRAXGEAN AL
5547 T]. 4 B 254 % % ,2018,53(5) :393-396.

[8] %32, 245, B #, % .UPLC-MS/MS R afml & 5 ##dy 25
P 10 AR EG 1] 5 d B 5 ,2017(20) :3352-3356.
(9] 83k, im%, MG . B G & E#E I T P R&A
AAX B AR RAABRAEAG[J]. 2 HMNE,2010(2):
36-309.

[10]7hT&, A58, 222 5 A8 X FHRLIERM S
Mkl d RoP R R A B e K8 B[ J]R % 54,2016,
18(2) :219-226.

[IV] T4, 02 R R, Rk A b AT AL AR 25 95 18 o Heit i
k)]s e A4 ,2005,13(2) :32-34.

[12] 35 wede SRR R F BOK o k8 kil & R 25 454
F[J].RHH L & ,2013,34(3) :34-36.

[13] 2440, 3% .CC-MS 4| A 5 B P 25 4 ¥ R 25 5%,
ey p A [J]. 7 M ,2013,41(20) ;9-11.

[14] 24 B .Carh/NH-SPE-GC—-MS % e ik Yo & %% fo p
4 XERHBHGLI]. A F & E,2015,50(5) :435-441.
[15] %) &% At 100 #R 25 % 5% 8 GC-MSn M2 7
ERAA A S HERBERREMA[D] AT+ B i EA
X %,2010.
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