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AT N R S U LI T VR

TR,

AT WS By — T 25RO B ARAY PRI SR R LIRS T, 8
T2
BREAR

H EHa 60 fFEARTTG, V2 E R IR S EOR KR AT - 1AL 2 e AT IR T, &
FE SO FIG RO, RBUARA M2 Oy T AE VS v S5 T S et 2 e 5% . 18 Dr.
Willar Schwabe B {RIEME T 4R A - —Fh & SPAEE), T 1972 4F 4138 7 % F](W Schwabe DE
176708 #1 DE 2117429), &4k EGb761, H 1097 LML E PR MME R G, HA W
FIr AL HEREMER, RANERILEY (ginkgolids) HA I /NMEIHILE 7 (PAF)
FEHUER o ARAHIRBES NG 29 E KA EE . vEE A, HAb E KON R
mEAEAL T 24, 96 BT R AR A DR A8 B i C 223819 FDA it

BAT R THERAEY, FRONRESSER, Ha A% m5E P9 ERA ik Y ERAL A, Ay
R . I RLAEE (bilobalide) JB1%2FM5 NS, M R.T.Major T 1967 EF1
K.Weinges T+ 1969 440 S 43 8, H §ir WARAS - rf IR E — R — M WER LS. 4R
AWEE A. B. C. M. J (ginkgolid A. B. C. M. ID 4 Wi NEstb &9, T 1932 4
S.Furukawa & X MEAT 4B oK, 1967 4E4 1 K. Nakanish. M.Maruyama I K.Okabe
N0 A e AL 2R A . WA B, R NEER R 28 0 15 AR T ALK
B HEMBAE—RN 4 DT, Hha 1 D HIoHIR, 3N oW EsER, Fook LiE
A 1ARB P 2= AT 2. AR NSRBI ADEE, BARIEMmE KRR,
A7 1 o 2 e 2 R A4 R AL RS L R D BB, DS 2 e Re, B b B RER M R A,
CLE s 1 i B RN R E A, AR TR AR EH LLR A RS RA NG B
APL . PUARTE RYOINILE . BT EBR R EE AR WERR LG T
Z20H 20 MR T, BA 6 Mok, HAd 2 ATk, 3 ANTonABERS, 1A
SIS, I TOo B DU R T XA — i, AR &0 08, B
AW AR IR TR S AR 2 A o ARAY IR 73T T 3 B R e 2 WKL T e LAY

W ERELHS B SRANEFHE R R, i SRN IR A IATNER AL B. CL T MR, R
W EEA RS

H 20 tH22 70 SEARMI AL T PAF Ja, B2 500 IRA WBRIEST T WF9C, WIERER A e iy
M2 o D AGE AL TS D0R), RS PRI RE. Junsivia /Ry EM, IRt
e P BB RAE . WA WEE A. By Cv M. T W Z0E T8 -H MR R4 H sk
TN E AN o HAY A BEE D s MBS AL A RS DUR, R A R R A B R I G
BRI
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PG A A Bl AR B HG A
FFR: CypHuOo 71 E: 4084 BT CpHpuOp 7 FH: 424.4

[y
R e C gt FI R MR EE X

31 CooHaaOn 77 Fim: 440.4 31 CisHisOs 7711 326.3

HLAT P IR SO L /N AR AL ST F PAF 5244 38 K (RRF S A A L v LA P9 R
Pt PAF 3 1 5 71 o PAF S 1ML /NBRORA 22 b 98 A AL 2R 4 W 7= AR 1 — P N SR PR B T, 2124
RIS MR EE SR, 52 HMIA-E. RERIMC mMEA N
Fig B AR A R S AR AT e P I T 5 R AR PAF 524K $5 B0, RS o/ TV I 54k 27 45
DI K. MBS R3I AR SGRIEEH I Z 0, X PAF [R5 5098 M 0859 ,
M= R2 M2k H R3O H W, W B35 090, o BUR A R B XY PAF P A4S
PUrE B0

WA WEER PR L aifh 7R 2, TEA: WRIEERGE. AREUE. WAL
FEYRETE . MR PR BE R 0 m kR R AT A4 VR AR . IX SR VAR AN RE A A A B
TRAESNIEEAEY, HRANEES ARG A, Bk, 76 RAEH E 2%
AME, mFEEEANR, WAL R, Joo0 81 25 25 55 38 A PR 56 4L
i, P, B T7EIAE TR R B, RS T 25 A R, AR A AR AT R
FSWAE R LA, HEARIESARRHAAF, £ ICH R EZXE MR, &4
vl DG L e AR A P R G R b o AR A YR SR 4 1 B AT 2 K A HPLC-UV ¥
HPLC -MS H# HPLC-ELSD %, X277 LA REX 4R A7 P R & 7 1 & AT I e, |
TR Z N S R R AR D, RN BRI S OB 2 I L E R, AT
BN 50 2 R E AR R

1B R B L i A SR 6 R b e S A A D B ), |l T 4R 4 PN R AR R T T 30



10

15

20

25

30

35

WO 2013/159411 PCT/CN2012/075631

ZER . AERIE S AT W] T BN B T IR AR R T AR, AN ETEE S B 4 e K H 2 ok B
KBy AR g o ARG UL R B A0 R 28 7= 120 R0 P 1 0 458 il 5 25 1 4R Ay
PN TRV SR
EHAR

T ARA WEE S IRV, 2K JLPANES, KA 22k a2 kL Sl R0
AR R A B BV ), P FE B R EL AR 1:1~5:1 22 18], AR A W ER IR &5 8 A R AR AL,
AR T 2P R i) R, RO IR SRR AE N pH AT, WIS 2 B AR E
WG T N IBCE R AT B B0 B RO MR AN G ik T I RAS 22 B i

AW T 8 PR R ] R B — AR A P R SR, LA S e HL G A e
AR T AR TR AR B T A RN A AR W SR TS
YRR A 22 R R Al i, A1 43 b BB [ 2 R A R, ARG S B A 95% L |,
He 4 MAD»EARAE (CisHis0s) A 25.0%~50.0%. WA WNEE A (CpHuOo) H
20.0%~45.0% « WA WEE B (CypHuO10) K 10.0%~30.0% A WHE C (CopHyuOr) K
5.0%~15.0%

A G WIARAY WERVEI R & A IR

WA NEE (LIBERAEET)  1-10mg/ml (3% 5meg/mD

H i 0.2-0.5ml/ml (fL#% 0.4ml/ml)
Z fi 0.4-0.7ml/ml (L 0.6ml/ml)
FES K 0-0.5ml/ml (L% Oml/mD)

E PR T, SEJRAFAE IS B

1v Yy FH/KE O B, SR H oA LA A B 77

PR F B A AR EL B AE 1:1~5:1 2 18], Bl ZEE. H AR L 288 1~5 4, H
147

PEXEAL T F

WA ANEE (LLER A BT 10g
Hool 800ml
IS 2000ml
ok 1000 37

RIS B AR A N BRI S A N R R A

WRATNEE (LR A BT Smg/ml

Hool 0.4ml/ml

4 0.6ml/ml.

24 AT KA R, SR H MO SR AR A B )

TR R BT TR EL I AE 1:1~5:1 2 [8), BRI 282, Hh AR 282 1~5 4y, H il
145

PEXEAL T F
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WA ANEE (LLER A BT 10g
H oW 400ml
4 1200ml
eSS K 2 2000ml
W Rk 1000 37

HA i AR Y N B R R T 5 T IR o
WA AEE (LLBESRAEEE)  Smg/ml

H il 0.2ml/ml
i i 0.6ml/ml
YEST K 0.2ml/ml.

LIS HmANE S K B R, WA S W AR A RIFReEt:, 5%
AR BRI IR A A G50, AR T AR, RIEZYT 3. R WER{E Ll B
RAFIRIVEAREYE, (H58 4 UL SEEAE A RS AN AR il 500, Bk, A Hwh b=
S K RGRE C 0, P 2 SRR R Dk v 5 A v B R AR XS S RE T 52, ANk
AR 20 RV P R RV R R AR

A AR A P R G (R TR T

a) Tl WRE SEEAH M (BRI K 1:1~5:1, IARAT B, BHidksmg, 4
N OB a5 K 24 i, H 5~10% M BRVE IR B 1~10% SRRV pH {H %22 2.5~6.5;
Pk pH{E A 3.2~3.8,

b) ol yEkR e

c) VEF

d) KW,

AR WIS VAR R o 2 1) 7 v 4

PR TR WA

pH{H: 4 3.0~4.5. ik pH {4 3.2~3.8,

W DT O 4 ShERL R (P EZ80D,

BT, MR, AR, BRI AR

SRR R 1ml B 0.2me HIEH, A EIKESES 2.

PR IR F R ES kg 4 Sml &4 ChEZ80,

VI 5 % 5 « AR 2 BH 1 S 6ml NN 1 0.9% S AL AN S 100m] AR, 6 2 A% O
[ 25 1)

A EORAES : HUAR R WIS, 0 0.9% FALAMTT 5 v AoRE 22 LG 2R A BB T 0.4me/ml, H K
TSR R 30 BN, A OO .

R TRES . HUAS R T SR 0.9% S AAMTE: SHBORGBE G B2 4 0.5mg/ml I, HUH
%3 K, MEMEAH), PREE, B H K000 00 S o v R s s 10ml/kg,  [RJIS A A H ki
FCGRE SRR 0.9% AL SR, LRV 3 IR TRIRGANMSGZ)GE 1. 6 DML RIK
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520 )5 48 /NI, RIR SRR S AL M AT AL AR i SRRSO R o TR IR
JG 48 /NI, FENKBUNALIE S S, B REREEUT O 1 BORAL, BYHEUHZ 2 HK, FAA
I e, FROK, AREEIEED) A, HE Jeth, 7065 S 0 M 4 2 AT 0 3 24 A
P2 AR . FEOR S, AT I R Y

SRR IR C18, WHBhAH: HEE—1%KESEE (90: 10D, Ky Kk 310nm.
DL SRR B SR SR SR A IR B = AN 1ppm.

TRE . (A C18, VizhAH: HWEE-PUERRIG-/K (25:10:65), ZROGHUN A,
ERERIE: 105°C, HAME: 3.00L/min, FHE: 40°C, LLASRNEDS L. RANEE A
XTI RATPIEE B IR RATEE C IR S IRY), i 2B e SUERE AR LU VR
Wr&ge, Akan e g s YA~ A 0 5 ) BFe gUEE AL R T 0.95,

Tows: MRS EE, H0.9% LW @A SIS REE I, R 0.9% 0 i A AL s At
DEUEIEL 3 Ik, RWAE ChE 2D,

i (IGAE C18, WshAH: HEE-PYSEEI-/K (25:10:65), FHZEROGHURAS &S, ¥
B : 105C; FAWHE: 3.00L/min; #FiF: 40°C. H Extrelut-20 #:W% B AL HAE 5 5D
€, B 1ml FEKANERULE R AEE (CisHis0s) A WEE A (CpoHu00) WA NS B
(CyoH24010) FARAT WER C (CaoH24011) KIS EIHA 4.5~5.5mg.

BRAY N R SRR TR ALS, BEIESI L. AT Rsh &g b BERRE2E)
W I M PLAE, FEW G A, ORER, SEER, HIEMARZE,

A% B VR SRR R Al L A oy 3 b EL B R AR A R, A R S A
95% LA I, o 4 M 73 5 E R NER (CisHisOs) 4 25.0%~50.0% RAY NER A (CzoH2400)
M 20.0%~45.0% A HEE B (CyoH4O010) 4 10.0%~30.0% HATAE C (CaoH24011) 4
5.0%~15.0%, SRR /DT Sppm, 76 B EE R BAE = T 2R T hE RN B L
{oil e e R RTT AL, - S58 I (E T RN - U Bk FH e AR N FH B I sl A e 17 b 24
SR L2 K. REMAE AR E, KORHIPEAC T A R RV E, T
SR 4 ANILEEAHUBER T 0.95. BEXTHE R P EE A T/KIPEBT, 0 0k Hh A 2L B 1)
—— CFE-HMRAE, AR T8 R AR, 8 R L e IR B b 3 B
A5 PR TFEN T B 3 o G Ae) AT A0 o SEINARE ,  [R] IH2e B1) 1 5 AR RE T 2 5K
L H e bR N2 A EE . AT AL SR, A O R T 8 S I AR ) 5 VE,
KA THReEE . it B Wi S EER . IO B i A R
TR A U AR b s, KON B & 1 IR B 224, E SR
o H T BR b A AL A B U R, Ok B B e KR

AR AR D 2R, AR ER T KT AR, BR T AR KMNRKR
A, JFHEAREFC. ST, BRI, RES . AT A E R A, TR
FE R A T A
PP 5 B

K1 01 AR W EEES R LC-MS K (4 18 400~1000).
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K2 01 AR W EEES R LC-MS K (4 18 400~3000).
K3 02 LAY N EEEST R LC-MS K (4 18 400~1000).
K4 02 fLARAT W EEES R LC-MS K (4 18 400~3000).
K5 03 fMLARAT N EEES R LC-MS K (4 18 400~1000).
K6 03 LA IS S LC-MS & (47 400~3000),
K7 BARFIREME R FRE.
8 AR P BT SO B aUEL 1
Hor It ggerig 2. RANERC, W3 ARNER, K4 WAENEE A, 1§ S:
HRAY VIR B
HAR S 7 2
AR EHMR AT N ER S AR EE (CisHisOg) 25.0%~50.0% RATHEE A (CyoHauOo)
20.0%~45.0% #45 WHE B (C20H24010) 10.0%~30.0% 75 W C (C0H24011) 5.0%~15.0%»
HERNER. WAENEE A RANE B, WENEEC AERT 95%.
DR 2 3 B 0 A pH I 19770 B AR 4
— BhVEFIERE: AR SRR D ORI TR SR I 2 TR, R R A B
7 FH = L A3
R 1: I AEE 1200ml A1 H 90 800ml, B2, MIARATPEE 10g, HiFEfE, 187 pH
4 3.2~38, PAMERE-GHKG, diEeEN], . KKE.
TRE 2: HUAEE 400ml AH T 1600ml, 851, IMAMRA WER 10g, HiFEAAE, 7 pH
4 3.2~38, PAMERE-GHKG, diEeEN], . KKE.
RE 3. HUAEE 300ml A H M 1700ml, A1, IMAMRA WER 10g, HiFE#AE, 7 pH
4 3.2~38, PAMERE-GHKG, diEeEN], . KKE.
WA 4: BT 1200ml A H il 400ml, WA, IOAARAT NEE 10g, HFEEmE, nvii H
/K4 2000ml, 5 pH 2 3.2~3.8, AR G5, TIEREH, HE. KFE.
WA 5. HUZTE 400ml FH Al 1000ml, WA, IIAGRAT NEE 10g, HFEEmE, nvii
/K4 2000ml, 5 pH 2 3.2~3.8, AR G5, TIEREH, HE. KFE.
¥ AR s AT AR AR RO IR R 3 I, 2 G BV IR AV PR ORI AN i pH
AL, IFMERI 5 A AT . I ES R 1,
x 1 Bk iatae 45 1

RAZFR R R 2 5 3 K 4 R 5
v s i ) S e » 57 NS de
2222%12% PR IR | TR IR | R RS | R Rl | R R R

i TEEINEA, | TCEERRR, | COEERRA, | CEERE, | COEERR,
SMIPRAIR | e s AART T AT H A AT HE T AT H A AT H

AR | &Hs otk ks afs Tk

wi pH H AN WA 24, F+E 0.5 H AN THE 0.6
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AN KIS, 299 LS HmMERAR LB 1:1~5:1, SeELul 2 3:25 InidE s
IKIT ALy 4:1. SEEELEROR, MRE N ERE M stk . Ak pH. A
B DEORL B S WA AR I T A 2 LA 5

T pH PETORIRIE R B TR A R (RS9 BRI A AN E . A 5~ 10 MR
FEEL 1~10% $h I B AT I

RE 1: BB 1200ml FH i 800ml, ¥RA), AR AEE 10g, HHEM, H 5%k
M pH 2 3.2~3.8, EMERE-SHE, SR, L. KK

RIS 2: HUZEE 400ml FH M 1600ml, JRA, MMARAAEE 10g, HiHEEmE, M 10%
IRV pH 2 3.2~3.8, WRMAR G% G, SiEREY], FEE. KE.

WA 3: HUZEE 1200ml A H il 400ml, WA, IIAARAT NEE 10g, HFEEmE, nvii H
/K% 2000ml, FH 10%MIM RV WA pH & 3.2~3.8, AR GG, SiEEEn], B
B K.

AR5 4: U AEE 1200ml A1 H 0 800ml, VRS, MAMA NEE 10g, HHEME, H 10%
MR FE O pH 22 3.2~3.8, HAMERE-AME, SIEREu, ¥, KE.

oS BRI R . AT ORI K TR BT 5 v pH A4k, R RS TR (0~6°C)H
R 3K, MEMRECE 4 T2 A i th . 156 45 3 L& 2.

* 2 pH PRI R 45 R

S 4 2 I 3 Wk 4

e | AT, | EEBE | EEEERE. | EEETRE,
“ R, | RGBT . | BT, | .

TEpHR | Ak ol ol ol

KB JEHEHE pHL | pH T} % 0.2 pH T 0.3 AT A

28 pH AT IE RS, AShH pH YT PT H 5~10% MR VS MR B, 1~10% L PR,
FHERBRES WY pH, KWMJEMSATHRE, (HAEAKR, MIBER VSR, 417 pH B nia e .
R ERAA K BRI AT A s pH IH 7

RPN FiR RN AT TR S 3], TR AR R R EAR G . N Ridse H
T — DU SR AR, AN A A W]

R 1 A NERRESE SN

IS A S REE MRS DA\t kb S A RO A AR - Y S0 g -
K (25:10:65) Riizhtl; 2 RICHEE Rlds, WAERA: 105°C; 8 d: 3.00L/min;
Al 40°C; B R AR AR N BB E N AMIKT 25000 H R W ERE S A NS C RS
BN KT 1.5,

XF BRI s RS SRR SR TR RS . AR I A RS IR NEE B
X R VERAY PR C X R OE B, 0 IR O BRSO Tml 435907 0.15mg . 0.12mg
0.lmg. 0.lmg MRGHR, 5, HITF.
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PRSI 45 : BURA EE 6mg, FEEFRE, & 10ml |0 EE 1ml HAE, N
MM RZIE, 5, .

W50 A0Sk 2 W E et BRI 10pls 20pd RIS SV VR 10~20ul, 1A B RGR AR
A, IS E, HAMRR SEN SO RS B E A RN RANEE AL RANEE B
FURATAEE C S R, BN,

AR, HERNEE (CisHis0s) 4 25.0%~50.0%, FARA WEE A (CypoH00)
H 20.0%~45.0%, SHRAWNEEB (CyHyy010) A 10.0%~30.0%, SARATWEE C (CyoH404;)
H5.0%~15.0%, HEAFRNEE. BAENEEA. BAENEEB. RANEE C DEMET 95.0%.

I 2 LA YRR SR A I —— O TS 2

(1) HEEF: BURK IR 2ml, K18 50ml, 524 SRSl . FRECE i
5 G-250 29 50mg, ¥ T 25ml ZEEH, PN 85% (wiv) FIBEIR 50ml, /KR4 500ml,
FEAT, PR, RS EIE Sml BERE T, B Iml HR SIS, #S, BCE 3min.
[FEMA 1, T 595nm KR, e, RO/ T 0.05.

(2) Bl: HUAR VRS Iml I ANFREEER 13, 190 B R ALl 5 W, #2250,
JECE 10 438, AR IRVEM BT .

(3) Bl BOAR BIVESHA Sml, InERER 13, HCE 30 48, RITEH TG BT H .

(4) Bfgdh: AR RN 2ml, FARIEIAN pH S 1~2, &, JEHAHZEK
VT pHEA 5~6, N 3%SALEEEWE 3 W, JECE 10 2Bk, AR HINEM BTN

(5) MBI BUAKRWESHR 2ml, & 10ml G ELEE S, it SR 0.6ml.
3%EDTA #¥ 2 # + 3% VY AAAMEE R 0.5ml, MK A 10ml, I3 BOFsHE AL 0.8ml,
[FEARES Al Sl VAR P ok FEE A1 T 0 RO R

BB 3 AL NIRRT SR E I —— W R

PR IR A s BOAR R B YA SRR AR B S A B 1ml H 3 0.2mg RIS R

RrErk: BUAEE 17~20g /B 5 B, il A /DN BB KOER S 0.5ml, 48 /TP
YT .

RIB] 4 LA PR VR ) —— AR A

PO SR % BUAR RIS 2ml, IAE] 0.9% S ALANESHE S0ml H, F247,

Bk W% 3 H, MR IEREERG 15 48N, #FERIEES ke FEH 5ml HH
Tk 22 22 1 AN VR, B R 30 3B e AL 1 2K, S50 6 IR, IR R AR T 0.6°C
HH 3 RFEREEF S ST 1.3C,

I 5 LAY YRR SR R i S R A

PER SR A% B & B SR 6ml, I F] 0.9% SALAATE S 100ml R4 .

Krtrik: BUSEBOERE 5 H, SS9, 1. 2 SE L8NS, 3 SENMENRE, 4
SEAMMEN I, 5 SEMRNMN I . 73R 3 PRI 2% 4 40 K. 0.9% A4k
BRI ZENRK, IRAE I EINE 37°C0.5° CIHEIRAR PR TIRE .

IR = WK 3.
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®3 O WIANEER R I
T 1 2 3 4 5
2% 4141 i /ml 25 2.5 25 2.5
0.9% AL ¥ /ml 22 22 2.5 4.7
AR 7K /ml 2.5
AR A R /ml 0.3 0.3 0.3

WRE PR 2 L, IOl Mk R B D L Mk B, R I R A
ML To0, RERCOEY, B ERRGOEY, [ 1, 2. 5 SE RIS LH
B2, MERELHEM R . TR E L ORGSR, BRERE 3 RIS
TN R 4040 R R A

3 /NI JE L T R B 2R B B

REF 6 AL N ERE SR U E S —— K T R R S A

a RIS A S AR

Agilent 1200 ZY i RV AH (351, AN ES, 75 Z P o6k il &5
BioSep-SEC-S2000 %t 44T o

A7 W BE BT 5 B S D2000 (A (0% BB 2000,
140646-2000-01

AR S (DO), &8 99.5%, fit'5 086K0166, SIGMA.

a4l 7K F Millipore-Q #R41/K R G 15

Phenomenex

Hh B 24 A R RS E BT, S

HARRFA 5 Hradi o

FEGORVR: A RS, #Et'S 100501, 100502, 100503, A& 4. 2ml.
b. LB AH I

EHL0.71% (N 0.02% HIZ BAGIND BRI RAE A Ui shAH o

c For il 5 Yk B

T8 A H BRSNS 7R ZE ORI &S, A IS T AR G R B e W) U R AT
FRI g Y o

d U E 1038 2 A

1% 4E: Phenomenex BioSep-SEC-S2000, 300x7.8mm, Sum

WAIM: 0.71% (NE 0.02% B E AL BRI

Feif: 35°C, KlllasiRE: 35°C, Y. 0.5ml/min

e RAT W BRI 731
WRATNEE | A WNER A | BANEEB | WANEEC | ARNER | BAWER]
AT | CoHuOg¢ | CaoH2qOro | CaoHzOnr | CisHisOg | CaoH24O10
T 408.4 424 .4 440.4 326.3 424 .4

.71 2R
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QO A Tre i P 1 487 25 B T B it 3 0l I s AH IR 10mg/ml BRIV 53 RS B IR EBURT R
AR 20ul, YEANCRE, GdsR Ok, A5 A eI AR OR B I TR] 9.816" H U, e 2R A A1
{REFINR] 18.712'H Vg, FRURABR EISE, » R KMYRERE, T8/ Y i)s
Hi g

QHUARA WERESE 2ml, DA FERERT A S (10mg/mD 1ml, 85, R R
B 10ul, yEAGORES, s, G550 O/ B I TA] 9.698'H6r th A7 TR T, AR Ay A MR S
BRI AE 18min DAJG HWE, KB4 FRAE 180~450 HIERT YL 18min A4, &1 &
5000~2000000 H I [ 7E 9min iy, 3 BRI BRI (o ai e A K 23— o2 T AT IV 6

N T IREAEAR S TG KT RBEW, MOGHAT T LC-MS 5 R .

a. Bk

T HEE-K (90:10). fi4E: Agilent RX-Cig (2.1x50mm)

Feifd: 25°C ¥ii#: 0.3ml/min

b Al i I R ) )%

R B B % AR AY M BRVE SR 2ml B 10ml BIRAP, IRSIAMR R S0, f24, it
T AR R S

c.LC-MS WA

MRS E RIS TV, 2l B = A A 10ul, TS, £E 400~1000 Al
400~3000 73 = FE WIS+ &, REE RN 4.

* 4  LC-MS BH o TElE s 3
[M+Na]* 419.1. 431.5. 447.4. 463.3. 475.7. 532.2. 588.8. 701.8
M 396.1. 408.5. 424.4. 440.3. 452.7. 509.2. 678.8

M LC-MS BcH 77 FBEME L FRE, 7l iR NER A (41 408.5), RAT KR
B (/& 424.4). HABENEEC (512 4404), SRENERRE RS 5 FEEE 5
IR 2 1 VU 4 BI4E 400~1000 1 400-3000 2 8], AKX AR MBS & (326.3) #F
TR, AR WIVESR AR KT 700 UL LS FEMYR, HLEMEKS 72N
16, ASFEWA K B SRR R, 22 LC-MS WA WS R R B B 2 it B A
HAE K TG

AT YRR SR E 41 A 430 24 400~1000 A1 400~3000 2 [8], LC-MS &3
WL 1~6,

R 7 AL R SR TR R —— SV A R A B

OREAMS REUE MR DI\ b kb S b R O A LB — 1% VKBS IR
(90: 100 MifshAH; JiiE 1.0ml/min; RIS 310nm. FARHREIZ B BB RRIE T B A
ik 4000,

X SRR T A E R BT R N L
FERAE R RS VAR o BRI A o) L

=
EE

BN

!

W, FEEMRE, IHEESEE 1ml & Spg K
W, FEEME, BRI REE 1ml & 100pg

=
Zo
§

E
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(I A A e A PR RS

PER SR % IR R B 1ml, JUKARBER 10ml, $84), HAIE O 3 Ik
(20ml, 15ml. 15mD), HIFIE LR, EKE EZET, WRENHF EEE RS 2ml, #2
59, A PR

ek KGRI S R BRI R S e 5 PR R 5 20, 1 AN VRAH (i
10 PHEARR S TR P VR A IR X RS A Y, L T U R S e TR R, L SRR RS R M
PR DARGREE. SO ERICT 1ppm.

T2

a LR A

X RS A B ST RO, IR Tml & AR HTR 0.104mg %
W AR RAER (1D RS EBC AR (1D 0.5ml & 100ml SHET, FH T EEMRE
A, R, AR (2.

Wi 4 RG2S UG R VETR (1) 2.5ul. 5pl. 10pl. 20p] FOS SR (2D 10ul,
EANAR RSN, /8 EIROTERAT Ml ig . e as R ILE 5.

x5 ARFRAM R R

W= (ng) 52 260 520 1040 2080

U T A 2545 102162 | 213093 | 426512 | 843249

CARERE S AR ER, DL AR A B AR A, AT G [0IH 15 [R5 52 Y=0.0025X—0.6448
1=0.9999.

RIS ZE R, B HRUERER AT 5.2~2080ng 2 I11], BRI AN 2 B AT 2o
o

HAOBTR M R LI 7,

b £ FRAS I PR i

W5 ke 43 R o R M R T B X BRI (2D Spl AT 2u1, v ABAR I8, 3
SREIEE, TR AR e = RARIR, BRI 2.24ng, IR 0.69ng.

A% PRI

WIE vk Ko O R X VAR (2) 20ul, SELEVERE 5 Wk, iR R, HHE
RSD fH. 4R WK 6.

RO FaE LR R

5= 1 2 3 4 5
M | 4850 4874 | 4845 4873 | 4837
Sof BTV T AR RSD B 0.35%, 1356 45 R 38 WS 28 15 RL I

dA2 e M
e R B R TR (2) 20ul, 2 91F 04 2. 4. 8. 12 /MEFEAM
MEIE, £ FROIELA N, i E, 1 RSD H. g R IE 7.
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TN RIS E MR A
A ChD 0 2 4 8 12
U T AR 4861 4853 4865 4843 4870
A FRWT, N R IRAE 12 /DI N AR E
e[RRI

X RS A RS SEPRE A SRR RS 5.03me B 10ml S, N FE BRI
5 WMBRZIE, BA, AR ST
PEVR S 2 s O BRI 9 0, & 3 4 I A TRV 1.6ml. 2.0ml A
24ml, ¥4, MIECKAE 3 & (20ml. 15ml. 15mD), &3FIFCEABOR, B B
T R ISR E B R 2ml, $RA), AR
ek ol S O UL & 20, 75 B EIE&ME T, Rt
10 %K, FERCR. W5 ss R A 8.

x8  [EERE AR
BT | MAE Q) | WA E @) | FIEREE(%) | FEE#E (%) | RSD(%)
1 0.780 96.95
2 0.8046 0.797 98.97
3 0.778 96.67
4 1.007 100.05
5 1.006 0.997 99.06 98.04 141
6 1.001 99.46
7 1.161 96.18
8 1.272 1.173 97.16
9 1.181 97.85

SRR A 98.04%, RSD A 1.41%, IREG4E SRR, JrykmniHR 745 i i FR 2 e m]

T

WIB] 8 ALy Py RV S A i —— T SR A 2
15 ORELMFS REGUE AR Do+ )\t ik b A R O T ) LR - Y S g -
K (25:10:65) Riizhtl; 2 RICHEE Rlds, WAERA: 105°C; 8 d: 3.00L/min;
Al 40°C; B R AR AR N BB E N AMIKT 25000 H R W ERE S A NS C RS
BN KT 1.5,
SRR IH S 2 BORESERRE A S R B AR G A TR IR NEE B
20 AP RAT R C X RGIE R, I EE SRR 1ml 430 0.15mg. 0.12mg. 0.1mg. 0.1mg
FHREGW, 15, 1FAS RIS
PR SRR A RSB B HUR R WIS 1ml,  INBERR 22 rh i (pH6.5) 14ml,
F&5), b Extrelut-20 4%, W 15 280, H LR ZWE 100ml $EM, WCARBEMW, EKE E7%
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T, BB RN R R 10ml /D, AR ZIE, 5, M 0.45um 7%
FLIEHE PRI, 1R P SR

ek 43 R 3 2 B O AL R & 20ul, T NTRAR IS, 5% 60 43
BRI L

Feh 3 SR SURIE AL E TR R e, AR Fa S0 50 IR S0 RIS S AR T 5
KT 0.95,

RPN FiR RN AT TR S 3], TR AR R R EAR G . N Ridse H
Tk U B SR AR, (AANPREIA .

TEALAT BRFR SIS, Forb g 2 S Ay IR C. 06 3 S5 TR VIR 06 4 D954 IR A
I 5 HRAT AR B, AR T 4 MEEEATREURE PR —— X V. HRAY YRRV
SO0 BB 20 IS L] 8.

T Je R 25 L2 T 2% 2004 SFAR SRR A ——rP 25 (G Fe QORI AR LR R R Gt
A RO 10 FEARAY PO BRI SR AR o TREB S, b 2 kTR SUEIE AR VP R 4R B
W, VS 10 HEAR A Py R AL i SU S S 0 TRER S B AR AL . IRER 45 R LR 9,

9 10 MR NEEAHRIE AR

#its FAAAE
100501 0.991
100502 0.987
100503 0.995
100504 0.996
110201 0.993
110202 0.989
110203 0.992
110701 0.989
110702 0.993
110703 0.991

A IR B 10 HEAR Ay P B SR TR 23 4 A AT Ve 5 0 T S0 S I ARBLRE 35 K T 0.95.

BIB] 9 ALAY YRR SR E ] —— S =

ORELMFS REGUE AR Do+ )\t ik b A R O T ) LR - Y S g -
K (25:10:65) Riizhtl; 2 RICHEE Rlds, WAERA: 105°C; 8 d: 3.00L/min;
Al 40°C; B R AR AR N BB E N AMIKT 25000 H R W ERE S A NS C RS
BN KT 1.5,

XF BRI s RS SRR SR TR RS . AR I A RS IR NEE B
XT A ARLAY IR C O RS E &, BRI BE Tml 235105 0.15mg 0.12mg. 0.1mg. 0.1mg
HONERE oY P e I (B DA U b o 8
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PR R H A RS BRI 1ml, INBER 22 (pH6.5) 14ml,
f£45), b Extrelut-20 A1, Wit 15 4%, F L8 21 100ml 4R SEmE, ICESER, T K%
T, Bl RSN IR S 10ml B, s 2208, #4, H 0.45um
PHALIEREIERL, A A At v o

WsE e A DR R O SR 10l 20pl AR S 15ul, TN 0B AH (035
0 W EIEE, HAMRP SIS B A RNl BAEWNE AL B NEE B A
WA NEE C IMH =,

AR SRR 1ml SARARESR N ERCL A R A EE (CisH1s0s) M4 IR A (C20H2400)+
WATHEE B (CyoHouO10) FIRATAEE C (CpoHxO1) WIREE, & &N 1-10mg/ml, ik
4.25~5.75mg

AN A WIS A 25491

SEEf) 1

by

WA ANEE (LLER A BT 10g
H oW 600ml
IS 2000ml
W Rk 1000 37

R B AN B 80% M LB, WA, MANREWER, ISR, haEeses,
PREA), 1~10% RS pH &£ 3.2~3.8, FRIEERK &% )5, uEEEn, s, K

L] 2

%ji:

WA ANEE (LLER A BT 10g
H oW 800ml
IS 2000ml
W Rk 1000 37

AT AN 80% 1 L8, A, IMANIAYAEE, AR, Il
WAELS), M 5~10%A LAY pH £ 3.2~3.8, AR GG, IR, #H
Ko

L) 3

by

WA ANEE (LLER A BT 10g
H oW 1000ml

mamEs 2000ml
il Rk 1000 3%
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AT AN 80% 1 L8, A, IMANIAYAEE, AR, Il

WAELS), M 5~10%A LAY pH £ 3.2~3.8, AR GG, IR, #H

KB

L) 4

by

WA ANEE (LLER A BT 10g
H oW 400ml
A T 1200ml
S K2 2000ml
W Rk 1000 37

AL TT IR, AT, IR AR, BEPRE AR, DIES KR AR, B

5], 5~10%A0 1Y pH 2 3.2~3.8, MAMARE -GG, dIEREH, . K#.

LI 5

by

WA ANEE (LLER A BT 25¢g

H oW 1000ml

4 3000ml

IES K 2 5000ml

W Rk 1000 37

TR A, RS, AR NN, SRS, VS DK R AR, iRy
5, W 1~10%E8907 pH 2 3.2~3.8, FaERE-AHE, SR, #H. KE.

RS 1~5 PRTETE R B i VRS RURCERE RIRT  A A W AR A AR I S R R K
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BRI KA

v RA BRI, FURFREAE T PRVESNR S NIRRT
!EE%?V\J@E( U\fllﬁﬁljﬂ@aﬁ‘ 1-10mg/ml

H i 0.2-0.5ml/ml
i i 0.4-0.7m1/ml
YEST K 0-0.5ml/ml.

20 RSB ZEK 1 ik BUR A BRI, JURPIEAE T ITiiE & Nk pisr
RATNEE: LU N BE T Smg/ml

o 0.4ml/ml

Z W 0.6ml/ml.

3. MRAEBCMEKR 1 Frid AR A WERESIE,  JUAFEAE T TR S ik
WA AEE: DIsERAERT Smg/ml

H i 0.2ml/ml
i i 0.6ml/ml
YEST K 0.2ml/ml.

4, FRYEACRIESK 1 BTk (R A& NIRRT SR, HRRIEAE T 2 5 il AR b o 20
1~5 4, Hh 16

5. ARIEBRER 1-4 F— DR AR A W EEER, HRREAE T ARA PO BESL T4
E, SAXWNEEHRN 25.0%~50.0%, HWRAENE A 8 20.0%~45.0%, ZHRANEE B A
10.0%~30.0%, FARATNER C 4 5.0%~15.0%; HEARNEE. RAWNE A, WA N6 B, #
A WEE C B EAMCT 95.0%

6+ BURIEESK 1 BTk (AL Ay P BEVE SRR 28 vk, HRFIEAE T 3 & Rk ik
paiilE-F

WA A ER: LU SRR 1-10mg/ml

Hool 0.2-0.5ml/ml
4 0.4-0.7ml/ml
K 0-0.5ml/ml;

AR

) P WG SEEATH A, IR W BE B, AN Z R s K 24, H 5~10%
MRV IR L 1~10% SRRV 417 pH {H %2 2.5~6.5;

b) ERREE:

c) VEF

d) KW,

7 AREBCRIZESK 6 Pk (AL Ay P BEE SRR 48 i, HRFEAE T PR 2O B
pH {H % 3.2~3.8.

8+ MRIEBRIZIK 6 8L 7 ik FIAR A W B STR BIHl 8 7k, HASREE T PR i
HInS, ZEESH MRy 82 1~5 4, Bl 1 6.



