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Liquid chromatography—-mass spectrometry
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RmREEFRRE
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1 SEE

AFRAERLAE T B il Tk e B R R RROR 53— R/ B
APRHEE T/ B VEOR SR R B h‘%ﬁwxiﬁ%&%%ﬁ*%ﬂﬂﬁﬁ%’ﬁﬁﬁﬁw
FIRGUE . HAL R & ] 2 BT .

2 eS| AXH

TENSCAERT T A SN ARF] A . PR H #9895 SO AU B 38 8 AR AS & T 3
. FLRATE B 5| A SO, HEop iAS (045 BT A B8 ok ) 18 F T A i

GB 2763 BmEZEEZEHE BMHTRARKERERE

GB/T 6682 4r#r=L % FHAKHLAE FIAEe /7 ik

3 RE

Al 28 B SRR A TC/K SRR BB K 5 » F A B84k Z ALK A (Envi-Carb) / Bk it P9 56 R 7
BeEACRERAE (LC-NH, ) ¥l , B (3 — i / RS sl € , SMR s & &

4 RFFEEL

Br 7 A HLESN T A SR B A, K R AF& GB/ T 6682 HlE i —ZoK .
e
25 (CH N a4,
IECKE(CeHyy) - foidat,
FA (CsHs O) « ikt
Bt (C,Hy, O) a4t
FALHI (NaCD Ah 4k,
ToKBRARHH (Na, SO,) : 650°CHyBE 4 h, HRRH Gt T HEHEF2H.
R E 4 (K, HPO,) .
W S8 (KH,.PO,) .
HEH (NaOH)
4.1.10 £ HCD %4k,
4.2 BEES
4.2.1 1 mol/L S LM FREL 40 g & BT 1 LK.
4.2.2 1mol/L £/ . FREL 36.5 g thMe,. ¥ F 1 L K.
4.2.3 ECHMAMENE 7€ 250 mL M40 -F 2 3I0A 100 mL ZFEH 100 mL IE S 4%, TR,
BHESZE, FTRAMECKRBMZIE.
4.2.4 WE—ECHQ+1EBE S ERERRMIEC KRS TORE.

e
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4.2.5 BEFRZEMEK-0.5 mol/ L(pH=7.0),FREL 52. 7 g BERRE 4 A1 30. 2 g BER — S48, N A%y 500
mL 7K f# , F 1 mol/ L FEALHEE 1 mol/ L #h@R 1A% pH 7. 0 J5, K E R E 1 L,

4.3 HRESR

4.3.1 ki BARAEY) I (dinotefuran, G, Hy N, O;) ,CAS 5165252 - 70 - 0, 4fiE=>98%.,

4.4 tREBEES

441 ok kAR HERE £ - FRIBOE ik UK ARHE S, I I —1E C be (1 -+ 1, AR B BE i AR 1. 0 mg/
mL MIARAERE W 0°C ~4CIRAE . RAFHH—4F.
4.4.2 vk AR E TR AR R TR 2 A
PRAE TAER . 0°C~4CIRFE. R4

4.5.1 Envi-Carb/LC- i 5 arb SPE9 (4 #ibiEZL
FLEK) 5 Supelclean 1.6

4.5.2 JERE.0.2

L L) KA 25 YRR TR ] S FH e JEE F

5.1
5.2
90
5.4
5.5
5.6
9. /
5.8
59
5.10  frdbhdsmes
S 11 ZEAM L
5. 12 B

6 KEHESRE

6.1 BUEERM
HEEEE IR 3 GB 2763 1
BRI,
6.2 HEHE
6.2.1 IhE EX
B AR 500 g, AL 2T 2.0 mm LT, R BABEGRNEH/N,H
M AR BARIE .
6.2.2 KB.HEXK.B.H
BUA ARFMERE & 500 g, VITESG , IR M BRALKREARR S TEURAR . 1BS), BB, %,
PREAFRIC .
6.2.3 #4%
2
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BURAUREERE S 500 g, FIBERENLTREERE . 1R, 2 ATE RO 25 8809 , S5 0T AR IIATIT .
6.3 XER%E
N R AR T 0°C~4"CHRAF ; I BOK R AR R AREF — 18 C U FRGIRAE .

7 SWER

7.1
711 INE EXK &

FREL S g iAE OF§H 2 0. 01 @) F 100 mL B5.0 4 b, Bl 20 mL 7K, 5E 5 min. 11 30 mL ZJ&, F
10 000 r/ min# FF4EH 1 min, B> 3 min, IR IE R 250 mL 4 -, 38 BB L 20 mL Z &
BRI, BIFRBOR T2 R KIA 20 g GALSAFN 60 mL BERRZE Mok, #R3% 3 min, &5
JGFEKZ. CIERMA S g TAKBBREBAR T 40°CRek ks EinT.

7.1.2 kB EHEX

PREX 10 g 1K O £ 0. 01 @) F 100 mL B0 9, Bl 30 mL ZB%, F 10 000 r/ min ¥ F$#2H 1
min, B0 3 min, EPBGTIEZE 250 mL A R BEYEH 20 mL 2 EEER K., SR
BT = AR 20 g SALERAT 60 mL BERRZE vh ik, R 4% 3 min, MBS, FIKE. ZHEE
A 5 g TAKBRBRAIBK G T 40 Clek ik am =in T .

7.1.3 &.H

FRIX 10 g A OB 2 0. 01 @) F 100 mL B0, 11 30 mL 21, IHEIR &35 5 T4 i 42
B 15 min, B0 3 min, R IE 2 250 mL S-SR BRI 20 mL Z 5 EEBR—K, &3
PREBO T < RO 20 g ARSI 60 mL BEFRZE v, TR 4% 3 min, BEJE.FEKE. 2

EIZINA 5 g ToKBRBREIIK G T 40°CHER WA =i T,
7.2 %4
1.2.1 INEEX L BA

B 20 mL IEC LA AR B Y . A 150 mL 430 F 4, 291 20 mL IE C el 2 g X
IR 2 O, BUTR E A IF A BURL A0 CUER A Z T A 2 mL Z 50 1#

A 10 mL Z i Hiksk Envi-carb/ LC-NH, (500 mg/ 500 mg) /M, LT HE W . HEA _FRFFAER
B 20 mL ZBEWGE, SR BEBL , T 40°CHERS 48 238 T, 52 B 2. 0 mL ZJE% M, 1t 0.2 ym
TE R, BEVROAR 3% — BRI E
7.2.2 HFEIKE

H 10 mL ZJE W BE Envi-carb/ LC-NH, (500 mg/ 500 mg) /ME, FEEF M. A _FRFIE%
P 20 mL ZBEWGE, R BEBK . T 40°C R w48 238 T, 5 B 2. 0 mL Z %M, 1t 0.2 ym
R R, AR o 33— B 5
7.3 WE
7.3.1 SHeiE—RiEsEEHY

a) ok Waters Acquity Uple BEH C8 1. 7 ym;

b)  FEhAH KA+ ZHE B BEEE;

F1 MBERE
A [a] , min Wi ,mL/ min A% B, %
0. 00 0. 25 60 40
0. 30 0. 25 60 40
2.00 0. 25 30 70
2.50 0. 25 60 40

C) &‘Zﬁ:SO"C;
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d)  ¥E.0.2 mL/min;

e) HEHEEE 10 puL;

D iz47E(E]: 3. 5 min;

g)  JRIEFM S IHF A,
7.3.2 ®igAESmHIE

ARYE A PR ) i, Y R TR AR KA o T AV Y Xt b AR W RV S AR o el A
SE bV A VR RV SR AR P vk S e F o o {1 289 7 (GRS R T B e S FRT 9

WAL S AR TRV W0 T B 00335 P o, bl B ) 1) AT 0 33 06 1 B, T B 2 A B, Bk
BT F B H S AR X 1 B T i3/ 3 Bl L3 2) , T T S A i A
FEXTR I, £ 7. 3.1 &4 SRAETR Wk o e AR HE ) O WROR
i — I S WA 5% B

BN R E R
AT BB 0 0 0 <10
+50

9 BEE

9.1 FEHEZHFMTRIGH 2 WS
* CHIEK,

9.2 {EMBMEAM TR 2 WML INRE S5 R A 4 o 2208 5 HA A SE R HUE CE 2030 , AT A
* D HESKR,

10 EEREKE

10.1 =EER

AR5 LR R RE REBR O 10 g/ ke
10.2 @

A B AN BE 2 [E i e 2 DL R 3% E

4
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M ox A
(FRHEMR)
ik SRR & &R SR A

A1l BEFR.ESI+,
A2 FHEHE:3.0kV,
A 3 WHRE.120C,

EUEFNREE :350°C,

D AER R L B A BT SR AE Waters Quattro Premier X 1 58 AU » BEAR S Y bU 00 XSS B 50U N T R HES%,
IR KRk H i, Bl br e & 2R AR R KRB S {88 .
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Mt % B
(BB R )
IEFEARNF) B F X8 O BK B R 7 AR R i — i/ Rl & R A M T £ 1

TEPEAN ) B oF F A SR VA €3 TS / R 2 SR W £, 3 B LI B 1.

100%[ 0.59

0,01
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0 WS e n L L . L . L ! Ty bk e L L sl
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Mt X D
(HSEMERR R )
KL E [ FREEKR

LR B HREER L D. 1,
®D 1 XRFEEHMEER

BMA N TRO Y9 B
mg/ kg %
C<0. 001 54
0. 001<<C<0. 01 46
0.01<<C<0. 1 34
0.1<C<1 25
C>1 19
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M R E
(FERMNEMR)
SR BRI R B R [ 4 2R

FEAR B AN B S FIBCR LR E. 1,
RE 1 H@ERMRKERE K E

bR NI IEIL(!&&
pg/ kg %

10 67.57

pias 20 74.17

40 82. 68

10 73. 27

Tk 20 80. 33

40 83.19

10 68. 50

N 20 74.23

40 81. 81

10 76.55

-9 20 83.03

40 89. 17

10 70. 77

B 20 79.76

40 84.73

10 79. 83

Wik 20 83. 40

40 88.16

10 72. 20

Ogfa 20 80. 18

40 87. 94

10 78.53

) 20 82. 36

10 87. 07
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HOE RO R A R
AL M EfH X & 75 18 546
(HRB A . 100125 Rak: www. ccap. com. cn)
LR E k| — ) Ef Al
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* * *
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