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WP NARFHERNE  REBIE-HRRIEE
1. 36

ASSCAFRERE T MAC O LR 5 5 (0 RUR €35 - A3 IR o B e vk
ASSCAE P MO A O A H 5 R B 0 S AL o

2. BEME S I A

BSOS A SO R A AR D . LR B 51 SO, OBTE R
W RRAS TS AR SCE . JLRATE RIS SO, iR (B4 g e
B &M A

GB/T 6682 73t sk 5 =5 FH /K AL A% A6 77 v
3. RIEFE X
RSB R E M AREAE L.
4. [RIE

FEMZIRS], CRE3AL TREGRZ 2 B E M A BE L, &0, ik, B e
W~ H I T I 5, AR E

SIRRSAEIEYE S

BrAE U, BT 8 thal, KRS GB/T 6682 FLE M —4iK.

il

.1 HERHCOOH): ik,

.2 ZJ5(CH3CN): g4,

.3 TCKEREREE (MgS04) : 4riréali.

.4 N-PA#E 2~ i%(N-primary secondary amine, PSA): 3 #H74ii,

5 T I\ B A R B R (C18) + 4r#fr4di.

6 FALEN (NaCD : 4r#fréts

T TC ]

1 01% R KA B 100 0 L HR(S.1.1), FBAIKEZEE 100mL A2
PRfE i

KA IR R e bR U . A AT 99%, CAS:915972-17-7. 4 F3(: C33H39NO9.
5.4 bRAEE T A

5.4.1 WiEMEW (10w g/mL) « EWRRICEEMARED R (5.3) , HAKE (5.1.2) il
BIREEN 10 w g/mL MIFRAERE R, T — 18 CUKHH ke ORAT

5.4.2 FrEr RS IGECH] (1.0 v g/mL) = K5 XU IR HUES (AR 14 i 2% V3 20 B i s o o
WREH 1.0 u g/mL IFRAER RIS, T —18 CUKFH LR AT

SIS NS NS S NS S S NS S

W N N = —a a a e



5.4.3 FEFRAE TAER RS A B2 BUS AR FR bR AR, VAR S UK U 24
W ) A B N 1,04 2.0 5.0 10.0. 20.0. 50.0 ng/mL FIkRUE TAER, i ILAC .

6 NFEFIKHF

6.1 VAR - HR T A 1T P 25 FEL B U
6.2 RPN 0.00001 g Al 0.01 g.
6.3 mi# L HL: 15000 r/min.

6.4 IRFEIRA D -

6.5 HEEWREOLE.

6.6 IR A o

6.7 TUALUEME (KA = 0.22 pm.

7 DHER

7.1 A&
AT B HE 7, RG], P, BNE I RES T ARIC R,
7.2 MAEREREL
FRFES g T 50 mL B0, A S5mL /K. 20mL 2. 2 g @ALsy, FEEIRD 5 min,
4000 r/min &0 5 mine B EIEW 1 mL, BN 150 mg To/KIREREE. 25 mg PSA. 25 mg C18,
ISR 1 min, 4000 r/min &0 5 min, H_EEW 0.5 mL, i1 0.5 mL 0.1% F B /K% 1
mL, VE&HA), i 0.22 um BERTHERE NS, AR,
7.3 (BB EEN
7.3.1 RHEBIESE XM
a) fOikE: Acquity BEH C18 it (100 mmx2.1 mm, 3.5 pm), B 244
b) Fi#: 30 °C;
c) BEFEE: 5pL;
d) ¥iiE: 0.25 mL/min;
e) W A: 0.1%-FR/KEHR (5.2.1) , Hshil B: 45 (5.1.2) o RS &1
W 1.

x| RENERE R F T

B ] t/min KB A(%) WahHE B(%)
0.00 50 50
2.00 45 90
2.40 10 90
3.00 10 50
4.00 60 50

7.4.2 RiESEEH
a) BT HBIZEE T (ESD ;
b) 47 R IE S 4




o) F: ZRBETRN (MRM) ;

d) VRIS RS A AR B A s A
e) MERFHE. RiERESE S BN 2 It R %
) WS FSHE RN 2.

R2ETFSHE
a BIEF FETF W E R R
WEY
m/z m/z A\ eV
202.12 135 58
XA A LS 594.3
149.0 135 0
T NEEHRET.

7.5 EMSEENE
7.5.1 EMNE

TEFIFEMRR S A 5 5URF AR B 3R B 2 73 1 £ B B [ -5 o e 3 R P S0 TR 3 g 1 £ 5
WAz b, RZETEL2.5%CAN, BRI PAE XS B 135, RS 59 B R IE ARV
WA FE—8. HATmENTFIERE 3 MER,

*® 3 EMNEREMNBETFEERARIFRE

AEXT = FE (k) >50% 20%~50%( &) 10%~20%( &) <10%

FVF BRI R 22 +10% +15% +20% +50%

7.5.2 EENE

BCURE I TRORIAR B (bR eV, VEARRHERN 2R, DAtk ig A &, MR, brik
T B AT HP OB A ERL TG I 92 A 22 A ASC A RS ) P 2 P Y BBl P 5 7 SR AR £ o 1 2%
PR, P EAR H S b oV VR AR AIE B 1 2 € i DL B s A
7.6 ERIAW

BRAIIAAESS, SR AR R0 20 SR AT H 1

8 HERITEMETIR

URE R OO A SRR A5 2 0 & B b i stz A5 (0 THRORAS,  TFREE RN = A
fi, IR AL BT
_C=CHxVx . (1)

m

X

A
X—FEF A BRI &, AN R (mg/ke);
C—— M\ il 275 21 AR 1R TRy VRO 3R SRR AR, S NN e & T (ng/mL);
f —HE SRR AL
V-SRI BE, A8 2T (mL)
m-IAE R B RUE, AT (@)




9 =R
KU R L RS B A 0.008mg/kg, & B A 0.02mg/kg.
10 BEE

E 5 R VEIE 26 AR T TRAG B P OIS 3 45 SR K 4068 Z2 (AN L SRS B Y 10%



Mis% A
(FERM)
WA HEEFRER BB IEE
PR FR B EEFRUHE VAW (20.0 ng/mL) % LK AL

+TIC MRM (** -> **) 05.d
x10 2

Counts

T T T
6.5 7 7.5

0.5 1 1.5 2 25 3 3.5 4 4.5 5 5.5 6
Acquisition Time (min)
A.a  NWAMHEEIMNESR® (20.0 ng/mL) BFREEE

+ MRM (594.3 -> 202.1) 05.d 594.3 -> 202.1,594.3 -> 149.0
£ x102 1.541 min. & x10 2| Ratio = 8.2 (96.9 %)
= &
o (] 14
O (8]
6 g 08
4- S 0.6
b 2 04-
2’ [0 O 2,
= ’
0- s 0
T T T T T T
1 15 2 1 15 2
Acquisition Time (min) Acquisition Time (min)

MRM (1.400-1.833 min, 64 sca
x10 44 202.1
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0.8+
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0.2

0,

Counts *
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