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b, EPTEAR LT BIRILAE, KA R
NEJEESE  HEERIE, ZRREDY Hib, FHUREHA
5-0-WIILAEST PR B2 AT B B0 . DURAEM, THRR
BAREMMHR BUR ., BURIEN, ZF W1 A B
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Bl KA bR BB A 1 LR 1, BEAEI R 1 AR,
A L3 BB T R R R Y 2 L BA AR R, R B A R
HJ 15, 4 °C, HIBERE N 40% ~60%, T 1, 3, 6,
12 4 A 1 [F— R TR
*x1 BREEHE, EREH

P (ko AR
A 456 [Ghavg i Sin
B 456 IR/ 8
C JPRA% B v/ 8
D BRAS IR/
E R IR REUS B L/
F R IR REUS IR/ B

T SRR (SB/T 1105-2014 1 25 b6 o R BLYE EE
Ky, BAE0~20 °C, RN 2~10 °C, #OLREG M E T B
SCRTELREA R AT B PR A R B TR FE35% ~75%

2 FHik

2.1 &EREASEFMNE

2.1.1 ksl MKRIEE Supersil ODS2 B i%4E (4. 6 mmx
250 mm, 5 pm); WAIAHEEE (A) K (B), BB
(0~20 min, 30%A; 20~25 min, 45%A; 25~50 min, 60%
A; 50~55 min, 90% A; 55~60 min, 100% A); AR
1 mL/min; FE#E 30 °C; B 254 nm; #EAEE 10 wl,

2012 XS R ERRICE N RS, i
il 25 MR 1 mL 433 FHRRE T 2 mg, FHEEE 2.3 mg, 5-0-
FAEAEITIORTEH 3 mg, ZOF B H 0.7 mg B, RIFS

2.1.3 KRS WM L g (2 5, BETH

LT, A 20 mL FEE, 7 ALEE 30 min, IERTIE,
LB FIMA 20 mL HEE, 4% 58~ 30 min, 38,
HHIEW, FIAZELMA, ZESmL A4, ¥HE 10 nL
BlP, FEEAE 10 mL, 0.22 wm ok L 38 JE 5 %,
IFLE
2.2 AkEME KERI2 g 454, T2 S0, AT
fEEREPARERT, EEAHE S mm, BT 105 CHuA Tt
5h, BET BT 30 min, HEKREHRE, B8 T
105 CHEFET T 1 h, THRIRT8E0 30 min, AHHHE R
i, HEEZ 2 KRR ER AT 5 mg Mk, HHEF
K,
2.3 wHEEZTLSIMNE
2.3.1 {44  Agilent ZORBAX Eclipse Plus C,, {0354
(2.1 mmx50 mm, 1.8 pm); FH3hAH 0. 1% H ER+2 mmol/L
LWREE (A) -HEE (B), BEEVEL, P ILEE 2; HWBUR
0.3 mL/min; AR 25 °C; #FFEE 2 L,

k2 HERBRER

BffEl/min- A 0. 1% HFER+2 mmol/L Z#R%:/% B HEE/%
0 75 25
4.5 75 25
5 10 90
6 10 90
6.5 75 25
10 75 25
2.3.2 JRiE&MH BEWIEE TR (ESD; EEFAM; £

BRI (MRM) 85X, B x| RS A R B (L3R 3,

R3 BRABTX, @EREREE

% BEF m/z TET m/z o B A/ ms 1& 5 R/ eV TiERE I/ eV N R/ eV
M EHEE B, 313.1 285. 1 50 160 22 3
241.0 50 160 38 3
HINB R B, 315. 1 287.1 50 160 38 3
259. 1 50 160 22 3
WMGEHEER G, 329. 1 311. 1 50 150 20 3
243.1 50 150 25 3
HiM&E#HEE G, 331.1 313.1 50 160 23 3
245.1 50 160 30 3

2.3.3 XTRRSEBRG RS mBOH IR AT [ A i
FHEG, (0.3 pg/mL) , HHMEHEZE G, (1.0 pg/mL) |, il
FHHE B, (0.30 pg/mL) . HMHEFEB, (1.0 pg/mL) ]
0.5mL, HF 10 mL ®IfH, FEMBEEZE, K% mR
i, 70% PR BRI ERER B, G, BRI 400
0.03, 0.3, 0.6, 1.5, 3ny/mL, HMHTEHZXB,. G, Fifk
WM 0.1, 1, 2, 5, 10 ng/mL B¥ETR, BIFS,
2.3.4 BEXSIERHE BEMBAL 15 ¢ (i 2 50,
WHEE, BETHEmE, MAELS 3 ¢, BREEMA
70% FREE 75 mL, 5 BEEE 2 min, B0 (4 000 r/min)
5 min, B FIHW® 15 mL, BT 50 mL &, Mk
BERZIEE, ¥4, .0 (4000 r/min) 10 min, A8
W 20 mL, FREEAESE (ABUEE 3 mL/min),
20 mLKVERG, FZKPEM A2 S AT, BoKE A
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PEHEATEEA VMY, GraphPad Prism 8. 0 #R {14725 [ .
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x4 HEXEIWER

e e oy SO-MIEART o et e o

TEMFbR ok THREF AR e A FMESE ZFHITSE MR R

KEE =

K 1

FHRR R &5 -0.342 1
5-0-F EEAET DR EEAT S -0, 446 0. 667 ** 1

FHRRE & -0.488 " 0. 847 0. 887 1

ZEBMH AR -0.434* 0.808 ** 0. 963 ** 0.930* 1

At [ 5 i 0. 153 -0. 246 -0. 240 -0.320 -0.242 1

At -0.512" -0. 176 0.051 -0. 042 -0.022 0 1
o o# BTE0.05 KT (BN ERFEAHDC, wx FFE0.01 K (XU b4l AE DG,

x5 RBEXBEIWER -gg
1.5 |
. 5-0-H 34t ZA W ®: @i IR 4 4148
wE THREEaR L JREAR 10 170
AT R P 1 HoE 05 5 -
A 0.795 0.777 0.762 0. 665 _ 'O 1.:;)1‘”5 2 1
B 0.738 0.775 0.776 0.554 & :’ I W
05 2 AaverX JI

C 0. 682 0.714 0. 701 0.612 . .21 78011
D 0. 638 0.691 0. 695 0. 446 N o
E 0.708 0.523 0.709 0.704 e
F 0. 465 0. 691 0. 586 0. 490 "2‘0.6 4 ) P 4 -

IR THAbA , 4 0.738~0.795, FfH 2 434 HAU4E 03
HWESEEE S ENMRE SRR N E®; FA5 6
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3.5 AR GEMM, BRI EEARG T RAE
BT SR LB MR 2 (R R 22 bk, DU e dme
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B7 EESDWESE

WIRDREETY | 2 W & A & 7K & W AR X 31248 43 51 i
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FUE Z M4k 0.464 1, 0.201 7, 0.201 7. 0.088 8.
0.043 6, BEML—EBPELLR (R.) MITMITE AN E RBE
TAHFERR, ARTEF R, 9 0.028 6<0.1, £ ER
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B 0.200°3 R AR R IR, 0 S5 75 ok 05k o A 2 A0 A 1 T
. oo . AR5 2 MRS IR R e, SR AR X 5
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*R8 EHMESEFLEFEEELR

PSR R/ R/
sy AHERA A% /9% o
Y Epiy: (pgkg™") (pgke™)
WHIE#HE B, Y=1 687. 148 704X+60. 755 955 0.999 9 9.5 0.1 0.3
HINERE B, Y=629. 641 317X+68. 809 944 0.999 5 90.6 0.1 0.3
HIMEHE G, Y=1 104. 870 725X+76. 158 621 0.999 7 85.4 0.1 0.3
#iM&E#HEE G, Y=589. 946 694X+52. 476 906 0.999 1 85.7 0.1 0.3
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