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1 #MREFE

1.1 MELXE

L (Agilent1 100 ) | — 4% 48 BEF) #6525 ( G1315B) 4
TERE( ZORBAX) | HE i IR A5 4% (SK — 1) | v #41H 35 /K VA #4
(DU -30G) \E.0HL(MICRO22R) \43#7 K- (CP153) (55 HL
(DY89 - 1) A TAL(HSC -24) W /KKIBAR(SZ-93)
1.2 b
1.2.1 FZMARA L EEnk bR i (758 98% , 1195
FERELI A PR B ) 5 SN B B 33 4l 5 — % ol
(ZBE 99% ) s L2 Wt fe (2L 99% ) 5 —H L 1R DU R 4k 45
oy Bralin
1.2.2 FZEFBECH (1) ARAEAE A (100 wg/mL)
FEFREL10. 0 mg LA BERKARIE S, BT 100 mL 25 =00, F
WRIR 2% WiV R AR B 8 B 40 B, RV B o0 100 pg/mL
FA) Sk AR PO s 2 VR, Vs P T P 5 1 8 VB T o 2R 9 s e
(2) Frifk TAEWR B 1 mL Sk 60 B8 WA 45V, 4K UK PR Wl R % o
WA BEAS 10.00,5 00,1.00,0.50,0.25,0. 10,
0.05 pg/mL, (3)0.05 mol/L MRRZE it (pH A 9) : MERAFR
HUER A 19.05 g FAALSR 3.70 ¢, E A% 1 000 mL, (4)
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0.025 mol/T. BEFRZE ik (pH {5 7) : HERHFREL 3.4 g BEIR—
S, K2y 700 mL J5 A EALERRY pHER 7.0, €A R
1000 mL, (5)0.4% —fi o B 4 O : BRI 4. 0 ¢ —Hiialk
HEME, Y51 1 000 mL 0. 05 mol/L WHERZE mif + (LECHLA) -
(6)4% M £ T e 5 W - FREL 4. 0 g B Bk i, %5 F 100 mL
0. 025 mol/L BEMRZE vh i h (MUBCILAT) o (7) HPLC Jii s AH :
S 800 mL 7K, ImL =#H 22,200 mL 2, SRIF TR T,
1.3 7%

1.3.1 iy 32 A MmMEN 50 H, (kE (1.6 +
0.2) kg, NTLIRAE 2N T 2549 S 0 [ J5 , 3 &% B4R 37 7
PEATIRISE RN B PR 25 M iRk, LR 7 4, 2 5
AR ZS XS R i, 25 H o

1.3.2 {83 E 5510 R S5 (i) : Agilent Zorbax XDB -
Cis(4.6 mx250 mm x5 wm, 1. D) ;K05 - 28506 025, 46 I
Wik 266 nm; FEIA K - ZFAEE + 2 =800 : 1 : 200
(HRBAEL) sAEIE :30 °C 3 i : 1. 0 mL/min; PEAERE 100 pL,
1.3.3 FERMRBOS SR (1) 3RBCRAT A, A8 84T
e, Ko A5 3] 100 mL T35 (19 /VBabf v, 36 35 o FL A
¥I5] BREL(5.0 £0. 1) g XGEEFES, & 50 mL HIEELLE |,
JA 0. 4% — 4 SR #EEE R IOE 10 mL, A€ 1 ~2 min JR 5],
50 °C 7K 30 min, &3F 3 ~5 min IRFENRG 1 K, %% J5 57 BP
B H,30 min J5 BT = BHGIMA 4% WL 2 B
W3 mL, Rl 1 ~2 min {57, 2 B OEATAE 30 min, £3FF
10 min, IWHERST 1 Ko METEEEIA 0. 025 mol/L R %%
%S mL, 5 pH E % 2.5 ~3.0, T4 °C 10 000 r/min Z.[»
20 min U BV WE F o5 — 08P, & . (2) 1k, A
3 mL FIEE 3 mL B2 22 t iR T Se s Cq [ AH 25 BURE IS £, 48
Ja B EIEBOMAREH, I 10 mL B 4G /KL , BLas A A U
BT, w5 5 mL BB IRVE R, W AR BERL R .45 CHR
T, A 0.5 mL i S A A %, I IEHR% 5 min, 75 5 min,
0.22 pum fYALUERELLUE , B 100 WL 3#E4T HPLC A3,

1.3.4  FrRAEffiZRBIfE  BIGE &SR bn i TR, B T
50 mL PGB L H ARG H IR IL ¢ 1. 3. 37 AT S U
b, AR B AR e 3 W AN TRIBS RN AR k44 3 1k, LA
Sk 6L R AR VHE 1A YR B SR A AR AR (o), AT A5 179 Sk g ok
TR RO AR B () ST AR 42, SR R AH 2 R 8K, 315
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1.3.5  [FUSCRARE SN G RIS ASESKS ¢, BF
50 mL REELE S, 2 5MA 0.1.1.0.10.0 pg/mL (4R
HETAERA 1 mL, & By ik e BORm ik J5 , HPLC &3, 5k
TR A i Sk T mERK7E 0. 02.,0. 20 2. 00 pg/g /K- iy [ul
W, T, A BE b R AE [F]— TA/F H NI e 5 (H
W) s TEARR TAERE 5 HLk (H ), Bt 5 KEER 57
SHTARL P ) e 3 06 TR S (B R AR AR, SR H PSR
H [ AE X A e 22 (RSD) o

1.3.6 REENE HWS MEEOEESTHKSS ¢, 5 F
50 mlL 5P % 0 45, 4> 3 im0, 05.0. 10, 0. 25.0.50,
1.00 pg/mL AYARAE TAEW A | mL, {155 1 g XS &
WEME 0.01.,0.02.0.05.0.10.0.20 pg, 3% PR g3 ik,

P22 HPLC G , WA ) B Sk FRWE 1wk (0 35 s 1) SR AR 25 WDV 2
2 HR

2.1 &iEL5IRG At

AR ST ENR 5 — A AR #E R ( DTE ) i s 7%, 13k
FELIE IR % 25 ke g FH Sk FL ek ( DFC) G SR B el 2
AL &Y 58, e 4 DFC, DFC 51t 2 Wi I i, AE i Fa
FE1 DFC ZBEREAG A9 (DCA) | J5JE 25 s A i 24 e 1k R
DCA, FEASIR I 3 7 1Y O i R E R R ST, B E P W
DCA 5H A FHE A nI A 805 3. 45 DCA £ 8 B [7] Sy
10.6 min( & 1), NIE 1 0] LA % @i e 24, B
RFELR B W o T2 X IR XS 3R S SR SR B e AR R
s i) G e i B

| | H

DCA ,
, I \ I , pcA |
- J‘ —J S _.) : ,\,“ ) A L / —~— _ ,_,“. J AN - A-‘ e /'I
4 6 8 10 12 14 4 6 8 10 12 14 4 6 8 10 12 14
5 fi1) (min) i} i) (min) B ] (min)

AZS SRR
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C.75 ARG EERE S h A N Sk fa gk
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2.2 AREWE

TEEE 1) G B AR 5 E RN S BT, bl AR W 2 05 ik
1.3.3 4b3, HEFE 100 L, HPLC U , 4551 24 Sk A memk ik 4
0.05 ~10.00 wg/mL B ABEREARE M 2 1) mH R Ry =
65.25% +24. 35 FAE R E(r) =0.999 8, i y {753k Hu e
I € i 0 T Y, o £ Sk A0 R AR VTR B (ug/ml) o B
WY, 2 kA mEmk ik B2 0 0. 05 ~ 10. 00 pg/mL BFRPESC R R4T
2.3 W R FAEE R

X PR IR G bR ARG R 2 4R B ¥k (HPLC
R, X6 FEAE i v Sk AR P 2 RSy 90. 41% , H 4 RSD
J34.91% , HIa) RSD J35.57% ,

®1 BEHABERMERENELSR

Sk AR VS 0 A [l i RSD(% )
(pg/s) (%) HN H 1]
0.02 87.25+5.62 5.84 4.93
0.20 92.86 +4.45 4.65 6.76
2.00 91.12£3.78 4.25 5.02
2.4 RHEE

PR E TAERAS IR 2= ARSI KA 1 g B K
3 FIgEnk 0. 01.0.02.0.05.0. 10.0. 20 pg, i FAIRI6 o7 2
SO AR X B RE S Sk 7 e ok g IR R DU RR Ry
0.01 pg/g, Bl 10 pg/ke,
3 itig
3.1 gk

PO TSk FRUE R G I 92 2 A R SO AH 23 -
SN (HPLC - UV) S 80 A 3% - B i (HPLC -
MS) A Wik FN e A BT vk A, Hodh HPLC - UV 3k 2 I i

PRI 7 . Ak Ut T RO G R
0 SRV SR R 7 0 . 03 2R 25 B BB,
MR, Co T VRE A A, PP I WL IR 25 R
V0 WA 0 D L
3.2 BAEAH GRS

LT HPLC K254 8 B AT, EHE £33 0 Y0 14
{2 PR XY . 15— IR (30 °C) F iyl
SR BR300 S04 5 0 1 B ]
R AT AT A MR B W AR A 4 2 e
{59 VT FERIELA5 5 HRE o 0 5 BRI, 022 B0
T B (e R R R
3.3 WA %

P2 IR RE L 5 BV 0.02.0.20.2. 00 /g K-
f STt 075 S Ak 1) S5 HL Y R RSD /R,
T 6 IR KB

BE
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