037 %
2018 4

PNICAN S S
SOYBEAN SCIENCE

HE2 M

3 H Mar.

B ERRBAD S6 MRZGKEENWNTIE

. 1 Y 2 > | B NI
mr B FC,RILAE L K
(1. HRIHASRR AR, 1R I 2768265 2. Ml k2%, T35 f 210095)

8 B OO mE IR IR SRR A RO I A 255 B R RS S T UM @/ S K = DU AT A
(GC/MS/MS) REMS PR T 5[] I G2 TR 2 AR AR S ORI v 56 FhAR 255 B, I Xt MS/MS A6l S 4R A i iy 2b B 7
KBEAT TIRAL . BESEE CHEPEIUS VR UR (B0, 3 BR C18/PSA [ AHACHUAE AL , SR FURH (i / A3 BBk — B IO 2 T i
ASCRE 56 FobAe 25 7 Ak [l A P4 B B R IO AR O 3R ZRPE R BOR T 0.9 AN J7 3 iU AG: H FR (LOD ) 74 0. 001 ~
0.005 mg-kg ™", LI UEIRINES R Y] ZHAL AW T SRRy 62% ~116% , AHX RN 22 (RSD) g 0. 82% ~
14.5% o ATy ik BV LF RS 8E BE  , BRI 5 0 T R A A B HOR I 2 e o S AL R P £t rh 2 i 2 5 T
ARG

KEEIR  AURH 3/ A3 0k — T DU Ao M s e 25 5% BR

& 43S :0657. 63 XEkFRIRAD A DOI:10. 11861/j. issn. 1000-9841.2018. 02. 0284

Detection Methods of 56 Pesticide Residues in Soybean, Peanut and Grain Qil

GAO Yao-hua', TENG Shuang®, SONG Wei-de', LIU Bing'
(1. Rizhao Entry-Exit Inspection and Quarantine Bureau, Rizhao 276826, China; 2. Nanjing Agricultural University, Nanjing 210095, China)

Abstract: In order to study the pesticide residues in the source samples of grain and grain oil, a multiresidue analytical meth-
od for the rapid determination of 56 pesticide residues in soybean, peanut and grain oil was established by gas chromatogra-
phy/triple quadrupole mass spectrometry( GC/MS/MS) . The MS/MS detection parameters and presample treatment were opti-
mized. The samples were extracted by acetonitrile, freezing, centrifuge, and purification treatment by series C18/PSA solid
phase extraction column and detected by gas chromatography/triple quadrupole mass spectrometry ( GC/MS/MS). The 56
pesticides in linear range showed good linear relationship, the linear coefficient was greater than 0.99. The detection limit
(LOD) was 0.001 —0. 005 mg-kg™", the validation test results showed that the recovery of the compounds was between 62%
—116% and relative deviation (RSD) was between 0. 82% —14.5%. The method has good reproducibility, high precision
and simplicity suitable for a variety of pesticide residues detection as soybean, peanut, grain oil and most plant sources.
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EEEd R, RO b SR TR SN TN ER
0.1% LFRWI MG S FhARBRAGIN B 2 Ui 77 i 12
BOSCR A TR L, 78 53 3 5 P i 0. 02 mg - kg™
(1) 56 Ffe 2y, Z BRI Ak, o0 A Hg A SR A T i
o TEEAL TR RO HORE A AR BUS VR TR RN TR
AL RIOCR , [W] I XS QuECKERS J7 9% (%18 SPE A
FL v B B B SPE A ¥ ik 7 i J LA R Bk v Ak 7
BELBOR AT 6 IS . S, R 4R
AL IS SR FH A 38/ R K = 0 DO AT BT i A kA 7
K 537 o
1.3 HF5RF

SO A i/ H B = DO A BT A (Agi-
1ent7890A-7000B , GC-MS/MS ) ; J it %& (IKA TI8 , 4
[l TKA 227 s #ikiz e (IKA KS260, f [ KA A7) ;
AMAY ( Biotage , 22 [ Turbovap 23] ) s B0 HL (I
SRR ) s W HER ST E (TKA MS3 basic (1
IKA A7) ;C18/PSA [ AHALHUH: (1 000 mg+6 mL ™",
VAR o

O (B3l , S [E TEDIA ) ; ERATIE C ke (6
Tl TR Merck ) s @ ALHN (73 B4k, 75 Bz Ak T 0y
ABRAT]) 556 FhAR 245 e iy Al AR A UEAR THE W)
J5t (e B 14 100 mg-L7")

1.4 Fi&
141 AF/EEREH

(1) rifefiti W

DATGEGEE R ] - VA RS MO RN 1 mL (R &2
B 100 pg-mL ™) FEHECE B, FHRTER + 1F 2 ¢
(3 +7 ,v/v) W fife, LB SR BE R 10 mg- L™ 1 it 45
W, TE — 18°C UKAFREG B B RAE  DRAFIH R 180 d

(2) B AEVE TRCT AR R 42 10 L1

DR A% O o bR vHE VW, FH N + 1 2 4 (30

+70,v/v) B BER% 0. 02,0. 05,0. 10,0. 20,0. 50, 1. 00
mg- L™ AR TR, BB
1.4.2 HHiTaE

(1) R S

TR FREL6. 00 g (H5HHE 0.01 ¢) AEAHE T
50 mL B0 HILA 20.0 mL BEEZR, P75 30 min,
HCE T - 18°C YK 1.5 h, B 5 5 000 r-min = B0
5 min, H10.0 mL EJREWHEEE.OE T ,45C KR
AW R T, dEFINA 2.0 mL AR + 1F & B
(50 +50,v/v) skt e, Rt

REL AELERE S PRI 6. 00 g (CHE#HF 0.01 ¢) &
& FEE T 50 mL B0 T A 15 mL Z818K,
FE43R1.30 min, FILA 20. 0 mL $EEGAF], %75 30 min,
A 3 g NaCl e , s T - 18°C R 1.5 h, Hi
55 000 remin B> 5 ming, B 10.0 mL R
WE BT, 45CKIBRARZEIE T, dEf A
2.0 mL NER + IECBE(S0 +50,v/v) Wik it e, 7F
Hiko

(2) ik

QuEChERS 77 #k#5+4k . % 10.0 mL L 22 HU
W B %47 0.5 g PSA F10.5 g C18 #7R 1% 50 mL
BT IR HE 1 min J55 000 remin ' B0 S min,
He mL 35T 45°C KRB R A E T, dER N
A 1.0 mL AR + IEC (30 +70,v/v) ER G, it
0.22 pm JEAE AL

S 3 AL AR AR R Ak 5. 0 mL IR + 1 2 ke
(50 +50,v/v) {EALER C18/PSA [ AHAE UM , 24945 71
VTR ) TR I PR R T I, S B EE A IR R LT
W, 10 mL WA B UE B, B 2. 0 mL PR +
IECKECL + 1, v/v) YEEAE B I 7% 75 2 [ AH A2
Bk EEHAE R, BJE 2.0 mL N + 1EC
Pt (1 +1,v/v) PER B AR AL R, oA bR A i
WETAWRE T, T 45CKIBASRERT, HEMH
JIA 1.0 mL IR + 1E 4 (30 +70,v/v) A,
31 0. 22 pum JEE AL E

R A A U 46 : 5.0 mL N + 1F k¢
(50 +50,v/v) iEfk AR 2 C18/PSA [EAHALHUME , e
A TR [ 3 [ A 2 RO Ak vk
1.4.3  GC-MS/MS 45#

(1) GC/MS/MS (S48 41

GC/MS/MS 3% 4 : HP-SMS (30 m x 0. 25 mm
iLd.,0.25 pm) SRR S B ANE R B AR
(99.999% ) ; Wi : 7R 2 (99. 999% ) ; ik : 3. 8
mL-min =" #ERE O 2 R4 IE R s IR A0 4R 70°C



286 K &

B 24

(2 min) A 25°C *min ' #HFFHEZE 150°C , FLA 3°C smin '
PR T 2 200°C , 5% )5 L 8C - min ™' R JF FHE =
280°C (2 min) ; BEFE R . 280°C 5 kAR 1.0 pL;
B TR ET YR 5 BT R 300°C 5 4 Bl i $l
280°C ;A I HER 5 min,

(2) GC/MS/MS [Tk 5514 (i vr.

¥ 56 Bl 2YbREVE L B N 5 pg - min ' AT
FUBRAE T W AE T A0, 0 B R A 25 19 47 B B
8], 7 BRI AR 245 19— G B ik (B b e B R R e vm/z
RIGHE B FRE R, FEAS [ il 48 e 1 X B 8 7 b AT
lf 2 o 25, 3 50 R MO VR I R X B - O T,
H— X B XN B B X, 55— R S
TXF.
1.4.4 FHBRAEZMLZERER RIEHRINZ
FIRE L Y 3 A5 MR L 7 2 09 A6 HE R (LOD, S/N
=3),10 f%5{F M L (LOQ,S/N = 10) #f /& J5 1% 1 %
AR, HWNE - IEC k(3 +7,v/v) , Fdl 7 0.02,
0.05,0.10,0.20,0.50,1. 00 mg-L ™" 56 Fh Z 5|4
AL s T T YRR 56 I VG T A o 5 TR 0 ol AR b
HETAE M ZE X R G InAE s A A IE T H4R
1.4.5 BmELAMEE KRG AL KEH AL
A PR 0. 01,0. 02,0. 10 mg-kg ™' 56 Fhfk 245
HEVS VR, F5 T Ak B0 5 vk B B e Ak AL, Rk

JEMOPATIEH 6 1Ko
2 #ER5H5H

2.1 HBREAWNAEHRN
2.1 1  H&BRI EHRA

(1) BRI R e 1

IR FAG I i A v, 3 4R U A 2
ZIE™ 2N IF Tk N R AL 25 T 21 4
BRI TF O A g B IO 30 7 1 MR b IS A
AR 245% BRI AEAE B IR W Bl A B 8 S v 1 X
i AR RV, DRI 5 7 B 3R T IR B i i
T REARS T PR R X 4 245 F) 4 OO, BB BB ) o
AR K A3 ME L 22 85k , 43 6 A0 €0 3% 3o A0 3 5 iR 1k
CHE T LA R0 o3 AR 24 B $ BROSSC3 (0 it e 25 3
SIAETRIER 5L f R B S50 A 25 4 HOOR IR IR, i
ARG I 1 B IR 70 SR R 0 R L a0, X b T
bt LR TG L LN R 0. 1% LRI 215 B4R
I (2 1), bt TS [a) A 26 4 70 F) 37 e g R
], Zi IS R S B A L R AR AR T S AR
AR IRA , B FA 4l 2 5 40 A 2 TR 0 R I
SRy, T R AT Fe A 22 A 24, 9 B BRI T

o

F 1 AEHRBURFIT S i o E R0

Table 1 The effect of different extraction solvent on recovery
TR L ROR Bl I > 60% HYA4 24 Hu il
Name After extracting Colour Proportion of pesticides with a recovery greater than 60 percent/%
ECkE AR R WA a1
n-hexane Little grease Dark yellow
LR T el wE e o
Ethyl acetate Little grease Dark yellow
Ll It e 100
Acetonitrile Near dry Light yellow
LG il wEE 6
Acetone Little grease Dark yellow
0.1% LI LI i ey 75
Acetonitrile with 0. 1% acid Near dry Light yellow

(2) $BUR ¥ R

TERERR AR IS R, IR X LUV VR 5 AN TR 4%
PFRIMAR 2 BRBCR , K R VR 5 I L2, &R
SR IR TC W g, O HL AT LS PR s vt R v
REAERO e, IR R AR T e, AR TR
PRI BA S, o 46 3k I S0 T A e TR P
FEDRTE I E] o XS PR O 7RV VR AR, R A
T BRI 2 BELE Ja DUTE R RH, 280 )5 1R

OB A B & . BT AFEAS I i T %
TR TR
2.1.2 At Xtk KE et et =
AR AR O, e R v BRI AR R 1A
SRR OCHEAD TR AT 6 bR 7 AT TR
LRI 7 M R N AL OR EiE AT TR L Hov
BB HERCR W3 2 .

KA AR Ab B 5 2 S SR LA
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KAERTE] Acquisition time/min

1:QuEChERS i§:4k.;2 : C18/PSA [ MK B4k ;3 « H3 4% C18/PSA [AHAEBUH Ak ;4 - FE S AL
1 ; Purification of QuEChERS; 2 ; Purification of C18/PSA SPE column; 3 ; Purification of C18/PSA SPE column by series con-

nection; 4 : Unpurified sample.

1 AERTGEFEEIEERTLE

Fig. 1

BT ] DU HR A C18/PSA [ AR 2 HUAH:
AT A R R B A, % B PTAR C18/PSA
FEERE , S WU 5 A R T R R
SHE A b, 2E B T RN 0. 02 mg-kg ™!
(1) 56 Fhfe 25 2 XUk v Ak I Tl W3R S 3 #2055 5% ~
30% . QuECHERS 1)tk J7 1 )AL SR A AR
MISCRAR . B C18/PSA [EIAHZE U ZE ¥ ik 5 , T IR
FAEAENR, R0 & A T B i b RO B 22, ]
SRR IR R i BH A2, T H3 4 C18/PSA [ A
AR 28 38 55— A [EURA 26 BOME () 44k S P 0E A5
AN 2 gL IS I L BREEAE . QuECH-
ERS ¥k 5 i AR & A C18 il PSA  {H AR 4 it
JRAEEHMA C18 1 PSA ¥y A L BRI AL FE v, %
P P R B AR /IN T B 25 BRSO AN BEARL, X

Comparison chromatogram of different pretreatment methods

OIASEGATI IR i i [ R A, R 4% C18/PSA [
REPUE AL TT SR 8 FR T AL AR R 56 Rk 25 1Y
VEMLAR DL, 2524 24 [ W R 447155 )2 GB/T27404-2008
ISR, Al e 2 1 9 T A & 5 Bk, %07 Tk
KRG AEA BRI dh 1) foe T

2.1.3 GC/MS/MS FigfctreE s 56 FRk 2511
RGO BRI ) | B S RNk 2 R, SO g/ =
HPUZLAF BRI 0. 10 mg- L' f 56 Fhfe 25 {43
WIbR s W A S TR N 2 B Al LU
56 AL G W) o B ELF 455 BUE BV AE RS T 4%
Al LA BEAT HERA 2 1 o i, iR Tk
Y RUE AR TSPk i PR 1 2 128
7 B R W R A R B AR AR

F2 56 MK BILR B AL &4
Table 2 Retention times and MRM conditions for 56 pesticides

5 &Y 2K TR B s ] BFAf fill 4% i
No. Compound name Retention time/ min Ton pair/(m/z) Collision energy/ (E/V)
1 FH 2 Dichlorvos 5.396 109/79 * 184.9/93 5/10
2 iz Methamidophos 5.475 141/95 * 95/79 5/10
3 T, Propamocarb 6. 956 129.1/58.1* 188/58 10/10
4 A Monocrotophos 6. 982 127.1/109 * 127.1/95 10/15
5 LW e Acephate 7.382 136/94 142/96 10/5
6 AL R Omethoate 9. 394 155.9/110 " 109.9/79 5/15
7 Z& HUbk Chlordimeform 10.231 151.9/117.1* 117/90 10/20
8 Bk Cadusafos 10.732 158.8/97 158.8/131 15/5
K2 Ethopropophos 10. 742 157.9/114 157.9/81 15/15
10 4 Thimet 10. 877 121/65 121/47 10/30
11 a-BHC 666 11. 056 180.9/145 * 182.9/147 15/15
12 B-BHC B-666 12.348 181/145* 183/147 15/15
13 FET BB Terbufos 12.572 230.9/129 " 230.9/175 20/10
14 ~v-BHC v-666 12. 590 181/145* 216.9/181 15/5
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gR2
Aaes &2 Gzt | BIFAS A g Ak
No. Compound name Retention time/ min Ton pair/(m/z) Collision energy/ (E/V)
15 WA EE I Pyrimethanil 13. 042 198/118.1* 198/183. 1 35/15
16 W& Diazinon 13.224 137.1/84* 137.1/54 10/20
17 5-BHC 3-666 13.776 181.1/145.1* 217/181. 1 15/5
18 L E i Acetochlor 15.205 174/146. 1 * 146/131. 1 10/10
19 IR Dimethoate 15. 261 86.9/46 92.9/63 15/10
20 L7 FEMR Chlorpyrifos-methyl 15.261 124.9/47 " 124.9/78.9 15/5
21 X 57 Parathion-methyl 15.261 262.9/79* 125/47 30/10
22 L4 Heptachlor 15. 341 271.7/236.9 * 273.7/236.9 15/15
23 T BT Chlorothalonil 15. 349 265.8/231 " 263.8/229 20/20
24 FH ifi% Alachlor 15. 656 188.1/160.2* 160/145.2 10/15
25 5 K W Ametryn 15.936 227/58.1 * 227/170. 1 10/10
26 Mz Phosphamidon 17. 027 149/65 * 149/92.9 20/25
27 IR il Malathion 17.388 126.9/99 * 172.9/99 5/15
28 5B Fenthion 17.734 278/109 * 124.9/47 10/15
29 FEHEM Chlorpyrifos 17.791 196.9/169 * 198.9/171 15/15
30 XA Parathion 17. 887 138.9/109 * 290.9/109 5/10
31 JK B Isocarbophos 18.316 135.9/108 * 129/92 15/10
32 M % Quinalphos 20. 187 146.9/91 * 146/118 30/10
33 Ji§ 85 F] Procymidone 20. 563 282.8/96 * 96/67. 1 10/10
34 S AU Fipronil 20. 877 366.8/212. 8 * 254.9/228 25/15
35 £ Paclobutrazol 21.253 236/125.1* 236/167. 1 10/10
36 L S Isofenphos-methyl 21.295 199/121 * 241. 1/121 10/20
37 MM Imazalil 22.577 214.9/173* 172.9/145 5/15
38 4 ,4-DDE p. p-DDE 22.768 318/248 318/246 15/15
39 PR UG Chlorfenapyr 24,256 136.9/102 * 246.9/227 15/15
40 2,4-DDT o. p-DDT 24.720 235/165 * 235/199 15/15
41 4,4-DDD p. p-DDD 24.733 235/165* 235/199 15/15
42 = Triazophos 25. 558 161.2/134.2* 161.2/106. 1 5/10
43 4,4-DDT p. p-DDT 26.043 235/165 * 235/199 15/15
44 IR A 35 Bifenthrin 27.962 181.2/166.2 " 181.2/165.2 10/25
45 F %{ 4% Fenpropathrin 28.150 181.1/152.1°* 125/55. 1 25/10
46 XL b Amitraz 29. 385 132.1/117.1* 162/132. 2 15/5
47 =R 4518 Cyhalothrin 29. 600 181.1/152* 197/141 25/10
48 SR ETE Cyfluthrin 30. 573 162.9/127 * 162.9/90.9 5/15
49 S35 Permethrin 30.773 183.1/168.1* 183.1/153. 1 10/15
50 WEE#E Coumaphos 30. 924 210/182 " 361.9/109 10/15
51 Fift Endosulfan 31.909 264.7/192.8* 240.5/205. 9 40/35
52 S HNE B-Cypermethrin 32. 059 163/91 181/152. 1 5/25
53 U A8 Flucythrinate 32.233 156.9/107. 1" 198. 9/107 15/25
54 401451 Phenvalerate 33.305 167/125.1* 181/152. 1 5/20
55 HEBEF FRM: Difenoconazole 34.162 322.8/264. 8" 264.9/139 15/45
56 47451 Decamethrin 34. 689 181/152.1* 250.7/172 25/5

TEEET.

* :Quantiative ion.
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The number in the table are the same as Table 2.
B2 EFFRARRE0.10 mg- L) % MRM X T BB FRE
Fig. 2 Total ion current chromatogram of the matrix standard solution(0. 10 mg-L~') under MRM mode

2.2 ZMXRERHRE JREEHRE X (mege L"), SR FH K L7 R DG P o

RE A KRG AEEM T 56 MARZEEY) Wb o AT il 28, HA A SC R AR T 0.99
FEARTF S BT R B 0. 001 ~0.005 mg-kg™',  (R*>0.99) , 3] 56 Frfe 24 15 U 1/ B e =
TIT VR Y FAEURE T R TR AR 2G5k B A M A R PUAT B A I h B B G 2R, & A

ZARE B, K dh AL R O e AT W R AT R Rk AR R LT BRI R L 3
PETHI R0 . DL E AR 4L 73 5 e 1w AR Y X AH 1L A9

R3 56 MRAITERBEEXR RS

Table 3 Linear relationship analysis of 56 pesticides in 3 matrix (n=6)

=2 AL /B LV ] ) 7 2 LR Kt B

No. Compound name Linear equation Linear ranges/(mg-1~')  LODs/(mg-kg ")
1 FH 2 Dichlorvos Y = 452555X + 15368 0. 9968 0. 020 ~ 1. 000 0. 001
2 I Methamidophos Y= 51618X +976 0. 9980 0. 020 ~ 1. 000 0. 001
3 768 8, Propamocarb Y= 50023X —937 0. 9997 0. 020 ~ 1. 000 0. 005
4 AW Monocrotophos Y = 99001X —4037 0.9997 0. 020 ~ 1. 000 0. 001
5 LT e Acephate Y= 25617X +1179 0. 9904 0. 020 ~ 1. 000 0. 003
6 AL 5 Omethoate Y = 27506X +730 0. 9974 0. 020 ~ 1. 000 0. 005
7 % HUbk Chlordimeform Y= 71514X - 689 0.9997 0. 020 ~ 1. 000 0. 002
8 Hi2kHs Cadusafos Y = 474620X - 6044 0. 9999 0. 020 ~ 1. 000 0. 002
9 K 2Ws Ethopropophos Y = 197037X - 1967 0. 9999 0. 020 ~ 1. 000 0. 003
10 I Thimet Y= 314149X -3102 0. 9999 0. 020 ~ 1. 000 0. 001
11 a-BHC a-666 Y= 122791X - 823 0. 9973 0. 020 ~ 1. 000 0. 001
12 B-BHC B-666 Y = 296616X — 1341 0. 9999 0. 020 ~ 1. 000 0. 001
13 15 T BB Terbufos Y= 511774X -9110 0. 9998 0. 020 ~ 1. 000 0. 001
14 ~v-BHC y-666 Y= 103522X +454 0. 9902 0. 020 ~ 1. 000 0. 001
15 BEEE N Pyrimethanil Y= 192716X - 1216 0.9972 0. 020 ~ 1. 000 0. 001
16 WA Diazinon Y= 123164X - 12 0. 9974 0. 020 ~ 1. 000 0. 001
17 3-BHC $-666 Y= 97254X - 204 0.9954 0. 020 ~ 1. 000 0. 001
18 Z. B} Acetochlor Y = 98780X —970 0. 9984 0. 020 ~ 1. 000 0. 001
19 IR Dimethoate Y = 220540X -2961 0. 9999 0. 020 ~ 1. 000 0. 001
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Aaes &2 LRI R & LNEVEH PR
No. Compound name Linear equation Linear ranges/(mg-L.~')  LODs/(mg-kg™")
20 FI S35 86 Chlorpyrifos-methyl Y = 630070X — 1549 0. 9983 0. 020 ~ 1. 000 0. 001
21 P L] i Parathion-methyl Y = 203307X -756 0.9984 0. 020 ~ 1. 000 0. 001
22 £ 4 Heptachlor Y= 580164X - 7081 0. 9998 0. 020 ~ 1. 000 0. 001
23 3 Chlorothalonil Y = 10670X - 676 0.9927 0. 020 ~ 1. 000 0. 003
24 FH B Alachlor Y = 233693X -2178 0.9982 0. 020 ~ 1. 000 0. 001
25 5K Ametryn Y= 112467X - 724 0.9981 0. 020 ~ 1. 000 0. 001
26 Wi Phosphamidon Y = 533668X + 34506 0. 9962 0. 020 ~ 1. 000 0. 001
27 IR Malathion Y = 228235X -3626 0.9977 0. 020 ~ 1. 000 0. 001
28 5B Fenthion Y = 220540X -2961 0. 9999 0. 020 ~ 1. 000 0. 001
29 F5E 8 Chlorpyrifos Y= 226331X - 845 0.9958 0. 020 ~ 1. 000 0. 001
30 Xt Parathion Y = 88553X -3610 0.9981 0. 020 ~ 1. 000 0. 001
31 7K B 8 Tsocarbophos Y= 150183X +1150 0.9973 0. 020 ~ 1. 000 0. 001
32 M A% Quinalphos Y = 402142X - 5401 0. 9985 0. 020 ~ 1. 000 0. 005
33 Ji5%5H] Procymidone Y = 486408X - 2388 0.9976 0. 020 ~ 1. 000 0. 003
34 SULRE Fipronil Y= 58257X -932 0. 9983 0. 020 ~ 1. 000 0. 005
35 LM Paclobutrazol Y = 285982X - 2443 0.9978 0. 020 ~ 1. 000 0. 003
36 P 5L S M Tsofenphos-methyl Y= 21870X - 30 0.9925 0. 020 ~ 1. 000 0. 005
37 MM Imazalil Y = 208282X -2352 0.9977 0. 020 ~ 1. 000 0. 003
38 4 ,4-DDE p. p-DDE Y= 93776X +174 0. 9963 0. 020 ~ 1. 000 0. 001
39 IR UG Chlorfenapyr Y= 20367X - 69 0. 9963 0. 020 ~ 1. 000 0. 002
40 2,4-DDT o. p-DDT Y= 103591X +925 0. 9955 0. 020 ~ 1. 000 0. 001
41 4,4-DDD p. p-DDD Y= 135261X -335 0.9994 0. 020 ~ 1. 000 0. 001
42 =R Triazophos Y= 99954X -2514 0. 9993 0. 020 ~ 1. 000 0. 002
43 4 4-DDT p. p-DDT Y = 83597X -49 0.9933 0. 020 ~ 1. 000 0. 001
44 545 Bifenthrin Y = 1562457X -3505 0.9978 0. 020 ~ 1. 000 0. 001
45 FH%( 451 Fenpropathrin Y= 181399X - 1473 0.9984 0. 020 ~ 1. 000 0. 001
46 FLH B Amitraz Y = 443797X -2897 0. 9999 0. 020 ~ 1. 000 0. 001
47 =4S E 4T Cyhalothrin Y= 190778X -3127 0.9983 0. 020 ~ 1. 000 0.001
48 S BHIE Cyfluthrin Y = 129480X - 1229 0.9929 0. 020 ~ 1. 000 0. 001
49 S35 Permethrin Y= 131378X - 44 0. 9999 0. 020 ~ 1. 000 0. 001
50 W #E Coumaphos Y = 39779X - 806 0. 9998 0. 020 ~ 1. 000 0. 001
51 i} Endosulfan Y = 46443X +268 0. 9991 0. 020 ~ 1. 000 0. 005
52 S BN B-Cypermethrin Y= 51470X - 527 0.9958 0. 020 ~ 1. 000 0. 003
53 SN A8 Flucythrinate Y = 330621X - 1617 0.9932 0. 020 ~ 1. 000 0. 001
54 (%441 Phenvalerate Y= 191355X - 1627 0.9918 0. 020 ~ 1. 000 0. 003
55 J Tk F XM Difenoconazole Y = 93726X597 0. 9955 0. 020 ~ 1. 000 0. 003
56 47451 Decamethrin Y= 186100X —2019 0.9982 0. 020 ~ 1. 000 0. 005
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2.3 EMESRKETE

I IR T AEA R EL B A R R

B FNUERA E 235 5] GB/T 27404 — 2008 Hifz 24 5%

H62% ~116% ,AHXF i 22 7E 0. 82% ~ 14.50% , ¥
4 56 MAERGE 3 MERFHMREKESH (n =6)

R ZER (R 4) .

Table 4 Spiked recoveries of 56 pesticides in 3 matrix (n =6) (%)
pNA PiZan K e
Soybean Peanut Soybean oil Peanut oil
R — — — —
e AT Al i 22 V&S A A R 22 MR AR 2 W R bR R 22
No. Compound name
R RSD R RSD R RSD R RSD
0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0. 10 0.01 0.02 0. 10 0.01 0.02 0. 10
[0 6
1 7379 8 54 7.1 35 77 82 8 7.6 6.2 55 75 8 8 11.055 6.8 8 8 93 54 7.5 6.3
Dichlorvos
H e
2 110 102 94 6.2 41 56 116 109 97 7.4 5.3 6.2 110 103 111 55 6.2 7.4 113 95 99 52 7.4 6.7
Methamidophos
TR
3 65 71 79 5.4, 48 86 62 74 77 10.2 6.3 9.2 64 69 75 86 9.2 7.5 67 70 74 1.2 6.5 5.4
Propamocarh
V¢
4 90 103 94 55 6.8 59 92 100 97 6.4 7.2 5.5 91 99 94 4.2 3.3 51 95 90 111 1.2 3.5 4.7
Monocrotophos
LT
5 64 69 72 43 7.2 7.4 62 68 65 52 65 51 62 75 73 9.8 6.9 7.5 68 77 8 6.5 2.6 7.9
Acephate
SRR
6 93 91 97 9.9 57 6.1 95 97 102 10.5 7.3 6.2 8 99 95 11.6 8.2 7.7 87 93 92 7.5 6.2 8.8
Omethoate
Ak
7 72 8 8 5382 7.9 75 77 82 6.2 53 55 70 73 8 3.5 44 7.3 72 80 8 51 43 9.2
Chlordimeform
Bk
8 80 86 92 3.5 54 47 82 8 95 3.5 5.4 47 8 8 96 46 7.7 5.5 8 93 105 4.5 6.2 3.7
Cadusafos
9 65 79 8 54 9.3 65 65 79 88 47 82 73 71 77 80 3.6 4.8 6.6 8 88 8 6.5 42 5.1
Ethopropophos
S
10 76 8 87 3.5 6.1 10.3 78 84 80 3.2 53 7.4 80 8 8 4.3 5.7 6.5 8 8 84 42 2.7 2.2
Thimet
a-BHC
11 666 8 89 93 6.4 82 55 8 8 92 25 33 41 8 95 86 3.4 6.8 45 8 8 93 58 51 4.2
o
B-BHC
12 .66 8 90 101 7.2 5.8 6.5 8 94 104 5.6 4.8 2.3 90 92 8 3.5 5.7 88 8 8 112 86 2.5 7.7
BT B
13 78 84 80 4.4 1.7 12.1 8 79 8 3.4 83 10.8 8 106 8 4.1 5.7 2.4 8 90 8 40 7.3 2.6
Terbufos
vy-BHC
14 666 80 8 87 2.6 81 7.5 84 8 81 3.3 7.1 45 87 82 90 42 7.5 45 8 95 8 6.8 7.4 53
y-
RN
15 8 92 90 4.9 87 45 8 90 84 9.2 11.059 8 96 1017.3, ,3.4 5.6 91 111 115 5.3 6.2 8.4
Pyrimethanil
TR
16 74 8 8 4.8 3.4 6.6 77 8 8 45 6.1 3.2 8 8 75 6.3 7.1 10.2 78 8 90 6.8 2.5 4.2
Diazinon
3-BHC
17 5,666 8 8 94 4.1 55 69 9 96 101 6.2 81 9.3 95 97 110 5.6 45 6.3 90 98 94 10.2 7.7 6.5
LN
18 88 90 103 4.7 85 10.4 90 94 109 10.7 11.5 4.1 89 103 95 83 6.6 9.2 91 8 97 6.5 42 5.1
Acetochlor
SR
19 67 8 8 6.7 7.5 82 63 8 77 44 19 7.8 66 94 78 5.4 6.3 49 71 8 7255,,51 6.6
Dimethoate
P SEEESL
20 84 8 9 1.5 6.4 3.3 8 79 8 3.1 27 65 77 8 90 L5 43 57 73 8 8 32 6.1 5.6

Chlorpyrifos-methyl
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g4
K A K p{ETi
Soybean Peanut Soybean oil Peanut oil
N
Ve RHR B O 22 [lfig % AR A i 2 [ELVES RERHR O 22 [lifig % FER AR O 22
No. Compound name
R RSD R RSD R RSD R RSD
0.010.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0. 10 0.01 0.02 0.10 0.01 0.02 0. 10 0.01 0.02 0. 10 0.01 0.02 0. 10
R X B
21 80 87 92 3.6 48 6.4 8 79 97 3.4 6.9 7.2 8 90 8 3.8 5.6 45 8 8 93 4.4 9.5 4.5
Parathion-methyl
£
22 62 66 72 5.3 42 1.9 63 65 68 4.1 6.2 2.7 61 60 65 54 3.9 48 66 70 68 6.6 8.4 4.7
Heptachlor
R
23 64 67 72 4.2 7.3 6.9 62 69 70 6.1 82 45 67 62 71 11.57.6 9.2 64 67 73 8.0 13.2 8.3
Chlorothalonil
H Bz
24 82 88 95 2.3 6.2 45 8 8 90 55 9.7 7.2 106 8 94 6.3 6.4 7.1 90 95 8 3.3 2.3 L5
Alachlor
IR
25 70 8 8 2.8 4.6 7.8 75 87 83 6.1 5.5 2.3 73 8 93 9.5 87 10.1 78 94 8 7.2 11.8 5.7
Ametryn
26 9 9% 94 10.6 2.8 6.7 93 109 97 3.1 5.7 9.6 112 95 87 4.4 7.8 81 104 97 99 6.8 52 6.4
Phosphamidon
R IR ok
27 8 91 95 89 9.2 7.5 8 93 102 9.1 7.5 5.3 93 107 88 7.5 5.6 5.6 101 96 97 7.8 4.7 8.8
Malathion
(B
28 93 98 90 4.7 6.5 9.4 97 108 101 6.3 4.2 57 103 110 99 1.5 6.7 3.4 93 99 103 52 6.1 7.7
Fenthion
LM
29 80 92 8 1.3 6.4 10.6 8 77 89 3.2 5.5 7.1 81 88 90 3.4 3.8 5.9 88 8 94 1.2 0.9 4.1
Chlorpyrifos
X
30 72 70 81 3.8 5.6 7.3 69 75 78 4.7 3.5 6.278,,8 76 3.2 1.9 81 70 77 8 6.1 3.3 2.5
Parathion
KR
31 110 94 88 4.6 7.3 9.2 101 96 8 2.7 55 6.2 110 94 95 3.0 7.4 5.1 106 103 88 6.8 4.5 4.1
Isocarbophos
L
32 79 83 8 3.6 5.9 80 74 8 8 3.7 9.5 7.2 79 8 8 42 55 73 8 92 9 7.5 11.3 6.4
Quinalphos
JE A
33 80 8 8 6.2 46 88 8 8 8 7.1 53 9.2 8 79 92 4.6 83 3.5 8 8 91 7.7 6.2 5.4
Procymidone
A
34 8 90 96 3.2 6.1 44 8 92 8 51 55 3.7 8 84 80 85 49 53 101 8 9 3.3 6.8 7.9
Fipronil
EZ
35 8 8 8 6.5 11.385 8 75 8 3.7 43 6.2 67 70 77 10.2 55 57 79 8 8 6.6 7.2 4.3
Paclobutrazol
FH R e A
36 8 90 87 2.6 7.9 6.0 80 94 8 6.3 4.8 3.2 109 97 8 2.2 45 1.7 100 8 8 9.3 10.6 7.5
Isofenphos-methyl
mEm
37 69 77 79 84 3.7 86 64 70 73 10.2 6.5 7.0 60 68 65 13.0 8.7 7.4 67 65 76 9.5 83 5.8
Imazalil
4,4-DDE
38 71 79 76 5.1 9.2 43 70 73 69 6.5 81 54 72 71 76 59 51 43 73 71 77 53 4.8 6.5
p. p-DDE
TR
39 82 8 8 48 6.3 7.6 8 79 8 2.5 9.3 46 8 75 84 6.6 12.7 8.5 8 8 91 4.2 3.3 6.9
Chlorfenapyr
2,4-DDT
40 83 8 8 1.4 43 7.2 8 81 90 2.6 2.4 1.3 82 87 84 3.5 41 2.2 79 8 8 7.2 58 4.9
o. p-DDT
4,4-DDD
41 83 8 8 1.4 43 7.2 8 81 90 2.6 2.4 1.3 8 87 843.5,,41 22 79 8 8 7.2 58 4.9
p. p-DDD
=
42 105 92 97 6.6 84 58 99 108 94 4.2 3.1 53 106 110 96 5.4 3.7 6.8 101 107 102 9.3 85 8.6

Triazophos
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%4
NG PiZan K e
Soybean Peanut Soybean oil Peanut oil
JF5 (AER /R - - - -
Il &S R i 22 W R bR 2 Ml &S R i 22 W RIS bR 22
No. Compound name
R RSD R RSD R RSD R RSD
0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0.10 0.01 0.02 0. 10 0.01 0.02 0. 10 0.01 0.02 0. 10
4,4-DDT
43 84 87 90 3.7 43 9.5 80 8 91 3.5 2.4 6.5 8 78 88 1.3 3.7 45 8 92 83 0.82 6.0 4.4
p- p-DDT
AT
44 80 87 &4 6.5 40 9.5 8 8 90 1.6 3.3 59 & 87 8 2.7 2.0 45 8 8 96 2.8 9.0 3.4
Bifenthrin
R
45 82 87 93 2.6 47 9.4 80 8 9 1.1 7.5 3.4 8 88 88 2.8 2.4 6.3 92 97 96 4.9 53 8.1
Fenpropathrin
BAGHIS
46 63 65 65 7.2 85 6.3 62 63 67 10.59.8 9.5 66 65 70 11.714.512.0 67 72 72 10.0 9.2 9.7
Amitraz
= A
47 R AR 82 84 93 10.8 7.2 4.9 89 104 100 4.2 6.3 11.0 110 9 92 7.5 4.9 82 107 8 90 10.7 9.3 9.9
Cyhalothrin
/:‘/T‘/—“ﬂ—ﬁk.
48 AR 80 8 92 1.1 2.8 6.6 8 90 100 0.7 3.1 7.8 & 87 92 3.5 2.9 6.4 8 91 8 47 2.7 5.0
Cyfluthrin
[ A
49 R 9 109 92 2.2 3.6 7.4 104 112 8 1.9 2.4 50 96 102 93 9.5 7.4 9.3 80 92 99 2.8 11.210.6
Permethrin
WEREDE
50 70 72 79 10.5 6.2 5.8 70 65 75 5.6 41 7.5 72 90 94 85 11.6 7.7 87 90 8 4.6 9.3 6.5
Coumaphos
St
51 63 65 72 9.3 49 10.8 64 62 70 12.5 9.6 9.4 62 65 68 10.411.8 9.2 65 69 74 83 85 57
Endosulfan
L A A
AAHN
52 T 91 105 102 5.4 7.2 4.9 106 112 104 4.2 3.7 6.5 100 108 104 2.7 2.2 5.8 98 95 104 10.6 5.5 9.3
B-Cypermethrin
f= b AT
53 . 72 89 8 1.6 6.7 4.8 8 84 78 2.0 44 9.7 & 91 8 6.5 7.3 3.8 80 87 88 3.4 41 6.3
Flucythrinate
L b S TG
54 AU 7279 8 9.4 65 43 79 75 80 4.6 53 7.8 73 68 74 2.7 9.6 9.8 86 83 8 5.4 6.1 7.7
Phenvalerate
R
55 66 8 87 7.7 6.2 1.9 70 80 8 87 57 3.4 65 76 82 2.1 46 3.3 75 8 8 6.4 7.1 55
Difenoconazole
TREZR
56 75 8 8 3.8 11.955 8 8 72 88 82 6.5 68 66 70 11.3 52 9.0 89 94 92 6.5 7.8 4.3
Decamethrin

#rf10.01,0.02 F110. 10 S BRI BE G FG TR (mg kg ™) o
0.01,0.02 and 0. 10 in the table indicate spiked level of samples(mg+kg ~!).
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