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1 K OER] 2 TS S E O, kg
K OYRFREIORERL A C18 57T L OVHILIC 1 7 2%
HAwa ik (1) Yickviroi,

] 5<g
A 5g
— 2%/ 50mL
(% YF 4 2 (2min))
(i kv Cn#(10min))
(330> BfE(2500rpm,  10min))
W3 BiE ——

—29%Em% 50mL
(B )
(04 HE2500rpm. mmin)} Bl
(W51 A i)

Ak (HbED)
29 ElE T 250mL (2%

[Rs5ie]
[ b, g RE T RRE 1ml]
|24 9mL

Sep-Pak Vac C18 7 7 A (6ce, 1g)

—A% /= 10mL, K1lmL (274 v a=r7)

— UK R IR A AT
| (C18FIE ImL YR L, A%/ —/ 20mL, & iR&)
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ZIC-HILIC SPE 7 7 A
[T 5]
—7K 20mL W5 A
—/Kk 10mL, 7+ h="h U/ 10mL, 80% A% /—/L 10mL (25 4> a=7)
—80%A % / —/L 20mL, /K 20mL (¥&if)
[T 5]
—2%MEEE 5mL
DR IR, 28 R
0.1%MEH% 0.5mL TIAfR
0.2um 7 4 VH—AiH
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[C18 #5Hd]

Sep Pac Vac C18 77 7 A (6cc,1g)
=A% /=) 10mL, /K 10mL (227 4 a=>7)
—IRAEE 2mL A+ 2%PE% SmL IR A
| (C18 MM ImL YT LT b= b Y 9L & iA)
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MonoSpin Amido type S
[k 5]
—k200p L, 7 h=hUN200uL (20T 4 a=27)
— 7% b=FUVRAHK 750uL}
(G50 (4000rpm, 1min))
— 72 r=hrU500uL
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F1 TTXHIESRM: (LC/MS/MS i)

S LC: BHEUFRT Nexera
MS:AB SCIEX QTRAP5500
ST T X Bridge Amide
(2.1 X 150mm,3.5 u m)
Bt A 0.1% AR
B: 7&hr=FrU
Isocratic Flow A:B=4:6
Vil 0.2 mL/min
T MR 40°C
EAR 3uL
T E R 20min
A At | ESI(Positive)
HEE—F MRM
Q1 m/z 320.1
Q3 A A+ miz 162.0
JEMEA 4 m/z 302.0
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1 BT IR 21 ng/mL

2 B IR 1 ng/mL
HRE MR <0.5 ng/mL
5<H 3.3 uglg

3 BAEIR1 27 ng/mL
BEIR 2 29 ng/mL
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EMARTE Bt To7, B FIRIEES T
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E% Ckt 5.0§
—7K 15mL
(7FE Y F A A(2min))
—10% kU 7 = 2 i 20mL
(AREYF A R(30sec))
(KT 50mL IZEE)
(FEHR% . 10 23 RHHE)
(W51 Ait)
HI

[ eRsEARAk]
—7K 0.5mL
— PR AR 0.5mL
— KRR N U T A 0.2g (B
—1% %z a ) K7 OB 1 mL (EER)
(45°Cokim, 1 MR (GHEYE))
—10% 7= Y > 0.5mL (Fi#h)
FHE IR 10 4Y)
— kv 5.0mL R
(3 077 BfE(2500rpm,  5min))
(hr=ri@ (L8) %558
(ZE SRR GEEDE))
7% =k VUL 1.0mL THAE
02um 7 4 /L¥—Ail
HPLC #ll5&

3 RFEFEMEET I AR v

F 4 RERVEET I OAEE R

F3  RNEREMBERCT S ERIESA: HPLC 1)

i EESUERT LC-20A

DT T I TSK GEL ODS80TS

(4.6 X 250mm,5um)

ZEhH TEhr=hFUL:Kk=6:4

i 1.3 mL/min

W T MR 40°C

HEANE 10u L

HIE R 75min

HIER R JibfLHE E 325nm, UG R 525nm
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THERVEER T 2 VHEOBRERE R A2 4 1T,

R T I VHEICE 2 ETRFITE A F I
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E s fifi e (ng/100g)
L AL I T hLvy HERY Y RAYLI T F5 I

4 AR T 940 2.4 36 0.9 <2
FVOEI 1 <5 <0.4 <0.4 0.7 <2

E0 DGy &2 <5 <0.4 <0.4 0.7 <2
ENNOINE g1 <5 <0.4 <0.4 0.8 <2
FOOYIY £ 4 100 <0.4 0.6 0.7 <2

5 FALY 1 <5b 0.9 <0.4 0.4 <2
ERNRS) <5 0.9 <0.4 <0.4 <2

Yol UE gl <5 <0.4 <0.4 <0.4 <2

=Y el UE- g <5b <0.4 <0.4 <0.4 <2
Ebbnyy 3 <5 <0.4 <0.4 <0.4 <2
Yol UE gt <5 <0.4 <0.4 <0.4 <2

=¥ el VR g <5 <0.4 <0.4 0.5 <2
EbL0YY 6 <5b <0.4 <0.4 0.5 <2
Ebbngy 7 <5 <0.4 <0.4 0.8 <2

=¥ elN2l-) VR <5 <0.4 <0.4 0.5 <2
EbboY 9 <5 <0.4 <0.4 0.5 <2
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R - TR D R OBEH ¥ & R, —ERaBR
EEAE L, LC/MS/MS THIE Lz, AHNFILHER
R HE OO 72 OB DORBRIK DI £ TR A4
WL, F2RUCERE D=0 H T AP AT 5
AH ) —NVIRERET LT,
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— A 51 J—)L 46mL
(7€ V4 X(2min))
(G 02y HfE(2500rpm,  5min))
(%5 Ait) —
— A% /—/L 16mL
(7R E V)4 X(2min))
[CEIRS 5]

S (BbED)

A% =0T 100mL IZER

[E3L] s oo
HHEE 1mL 4y L, KT 10mL IZERT 5
Oasis HLB # 7 2 (60mg)
[FtiixE o)
— A% )= bmL, KbmL (2>F 4 a=7)
—Ar R L 7= il iR 2.5mL
—10% A % / — VI 5mL
[Tz %)
—A % ) —L 15mL
AH ) —)LT 26mL I ER
0.2um 7 A NE—5i
LC/MS/MS #5&

B4 K7 h7YariiaA NRPEEE

7B, KFEFINZOWNTIE, o-F ¥ 2= O,
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(LC/MS/MS ¥£)
E i LC:SHEUERT Nexera
MS:AB SCIEX QTRAP5500

X Bridge Amide
(2.1X150mm,3.5 1 m)

M T

B EH A 1 0.02% FEEIK
B: 7Er=rUL
Isocratic Flow A:B=7:3

itk 0.2 mL/min

51T NEE 40°C

HEAR 5ulL

I E R 20min

A A ALHE ESI(Positive)

HEE—FR MRM

Y T=r Q1 | m/z868.3

Q3 | E&EA 4 m/z 398.2

EMEA A mlz 722.2, 706.6, 98.1
e-Fra=r | Q1 | m/z853.0

Q3 | m/z 71.0, 98.0
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) FRiA% AR (mg/kg)
6 A 15
a4 40
v HAE1) 150
Ty HAE2) 39
X A E3) 4.3
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