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AXFEHBET—MTRRNESEBHENER. BEZB. #EX. WEHER.
MXFE. FHER. REER. ZHBR. KABZNHEZEERTEARBEYNA
. B5%EA Agilent Bond Elut Plexa E|#HZEEX (SPE) i REUFIR L 04TY), SAEME
BRAeLSRBEERERKAIL (LC/Tandem MS) HEEBFE KN MMER T334
MFITER. FFENFPPNAEIERTLEBWIRE ng/g ZRNR., XLEAE
VIR SR ASEEZE 10 2 500 ng/g Z 8. SEEIBERE 67% 2 107% HISEEAN, 1874
FRBEREETE 1.7% 2 10.1% Z 8.
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SEBTE (AC) R—XERLER, M—LHEE=RAENE=RKBLEEFNE
. AG EAEWUAPH ZNAFRTEERARREER. BTENREASERE
RERMERNMY, B ENFENMAMEERRNRZE TRAKXE, KE (EV).
hE. XE. AANEMERCEH SHHMERY T AG FHEAE TEEAKEK
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BMITERBERETREASZRELNAE, BFEE. RENENEASTENTHE
ERHEZBY., KA RS ERRABMF (Bond Elut Plexa) KE B8R SPE $ B
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FrEIRFIARGE, HPLC B AHr4R. ZBFKME Honeywell
International, Inc.. ¥x4EFAM Dr. Ehrenstorfer ({EEBI&HE)
NG, B SMET, FREEAR (1.0 mg/mL) BIEKH
H&, BEELEME (4°C) A, RELERK (10 pg/mL) EZ
BBk (10:90) i, HIEFEHE 4°C ZRET. SRHAKTREE
TERRHTELRE, HSRERNMIMRAR,

HmElE

FRELS g FUHARABBOEN. @ERMN 10 mLREE (5%
=SZ®, 0.6 mmol/L Na,EDTA #1 15 mmol/LKH,P0,) . %5
RIEEAY 5 min, ST 4 °C £HETIL 4000 rpm KIEEEE D
5min, BEWLEREEIZ—MEN. R 5 mL RIKEES
HTHEMNZERSR, BLEREANB—IER. BERYHM
A5mL0.2 mol/L L& TE (HFBA) kAR, B LERRIERS
1 min 3F7E 4000 rpm #ET &L 5 min, %A 5 mol/L NaOH
B pH A 4.0+ 05, ARESTFHRIRINKIHTT SPE TR,

E#H%ER

1 RRT SPEFE, EMA3 mL ZBEx Bond Elut Plexa ZEENH
HTHAE, AER 3 mL7k#0 5 mL 20 mmol/L i) HFBA k&
RHITEE. AEEHRIZNENSRERE L, #RIRIRE
BEHERTEEERHE (EEXLH 1 mL/min) . B 5mL ki
GERME, WEREEMSmin 2ETUERETETE.
F3 3mL ACN:0.2 mol/L HFBA K& 1 mL/min RYEE TR
HEY., ERBE 40 °C ZBETTRSMEP TR, REVEHR
FAMET 1 mL 20 mmol/L B HFBA KB H S, AEMHERHITRIE
REMBEUR T BRZEY. FA 022 pm B HB#ITIZIE.
REHHRREAERBE 2 L HEIEERATES I,

£ 3mLZE

TR A: 3mLk

T% B: 5mL 20 mmol/L B HFBA ki

LH: BRRER

FEEHEZAE 5 min

BB 3 mLiERR"

ERSRTT40°CET
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BN 1 mL 20 mmol/L B HFBA KRR ER

*BERE®: ACN:0.2 mol/L HFBA (8:2) K&K
1. 4%k IE &E—Agilent Bond Elut Plexa SPE &

&iF

Bk

HmElE.

Agilent Poroshell 120 SB-C18, 2.1 X 100 mm, 2.7 pm
(#3145 685775-902)

Agilent Bond Elut Plexa ZB{#, 500 mg, 6 mL
(8445 12259506)

A: 7K:Z 8 (950:50, 20 mmol/L HFBA),

B: ZF&:7k (800:200, 20 mmol/L HFBA)

20 pL

0.3 mL/min

BFiE (min) %A  %B
0 8 15
3 8 15
9.5 25 75
9.55 8 15
10 8 15
=il

Agilent Vac Elut 20 ZERE (5045 12234101)

Agilent 1200 Infinity 51
Agilent 6460 =EM4R#F LC/MS/MS R%E
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BREE. 350 °C
HRRE: 5 L/min
EE: 45 psi
HRIRE . 400 °C
HRTE: 11 L/min
TR E, 0V
ERE: I, 3500

v

® 2. ERNENREHRRES

ted RIEF  FEY  HEEE (V) HEEE (V)
HNES 351.2 3332 170 15
207.1 170 18
HEZB 528.3 177.1 170 25
352 170 20
HER 582.4 263.2 180 30
245.8 180 35
NEHER 584.4 263.3 180 30
246.2 180 40
f 586.4 163.1 170 30
425.2 170 15
+MER 485.3 163.1 150 20
324.2 150 10
REER 540.3 217.1 140 25
378.2 140 12
ZhER 468.3 163.2 125 20
324.2 125 8
KAEZR 478.3 322.3 125 8
157.2 125 15
HEXR 615.3 161.1 175 30
293.1 175 20
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EZZHERPIMMES TIEER. #IEERR (0.01 mg/kg.
0.02 mg/kg. 0.05mg/kg. 0.1 mg/kg %105 mg/kg) , FFEIRE
SMARAERZ, FTRIEERENTS R (BRFLEN SPE $R)
PR NREITAER. BEHULEWERE (S/N) BT 31
YR EAE I TURR (LOD). BXAERNZAN LOD KIZERIITER 3 H.

R 3. F P RERT LR EMERR R

F R EAS AR

A=y BEE%EE R? (ng/g)
HMEZR Y = 13790.2955x + 39429.2957 0.996 0.1
HEZB Y = 891.7225x — 1190.5976 0998 02
HER Y = 1197.4506x — 2934.9645  0.994 2
NEHBR Y =2240.1902x — 1236.0908  0.998 0.2
W%+ 2 Y =1393.7561x — 1742.7928 0999 0.2
+HEZR Y =1107.6982x — 17205534  0.998 0.2
REER Y = 288.9123x — 207.5481 0999 05
ZHEZR Y = 804.6063x — 1295.9858 0999 02
KAEZ Y = 1494.7223x — 894.2355 0999 02
HEZ Y = 183.7889x — 240.7272 0994 05
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1.6 1 s
&3 WREOKFFWEREMEMEN SRt SHIRRES 10 S
0.01 mg/kg. 0.02mg/kg 1 0.05 mg/kg. EMRETEESH 12 s
AR, K4S TEIREMERMRIE, B 2 4H TIRERE aig |
B (0.02 mg/kg) HIEIEHE. o8 ‘ |
056 \ | ‘ \
0.5 | Z
3;;* I
R4 P REET RN ERENER S 02 . J\Q\ }\\‘J\Jl\
0 05 1.0 15 20 25 3.0 35 4.0 45 50 55 6.0 65 7.0 75 8.0 85 9.0
e IR (mg/kg) EMEE (%) RSD (n = 6, %) FERTE (min)
HAEE 0.01 78.7 38 2.0.02 mg/kg MARFERERYNEEE 1. ENEX;
0.02 825 5.6 2. HB%B: 3. #EXR, 4 NEHER, 5 FKFE:
01 87.3 41 6. FMEBX: 7. RLEZR: 8. ZHBXR,: 9. KAEX:
HEBE B 0.01 73.1 8.7 10. FEZX
0.02 69.7 6.3
0.1 713 5.9
HEE 0.01 78.1 77
0.02 66.5 10.1
0.1 78 71
NEHER 0.01 84.2 2.1
0.02 88.2 3.1
0.1 91.5 5.4
Pk 2 0.01 102.3 24
0.02 97.2 27
0.1 99.4 36
+HEZ 0.01 98.7 45
0.02 92.1 3.9
0.1 93.6 6.8
REET 0.01 97.1 48
0.02 1019 6.6
0.1 89.6 7.1
EHBEE 0.01 925 2.9
0.02 98.5 49
0.1 94.8 17
KAEZ 0.01 1073 3.9
0.02 1014 3.1
0.1 105.8 45
HEXR 0.01 88.2 6.7
0.02 97.4 72
0.1 87.6 5.4
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LC/MS/MS 2—M AT ETERRME AR, AEMEENEEST
PREERTR, FEAERNERET Agilent Bond Elut
Plexa B—MEGAUNERERER (G4 HEHEE
BERNEN A, REERMFFESENER RN L
RER, AHEREEREN G RERTRR BT
EMER, ZRNERMEZWER, BRETREMERLEY
MEE, TEREZRT MRL[3].
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