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AXETERS=HAAE, EARURERESHARY, ERAEREFEE,
HRUAG A BALFEBCSER, FRUGE. o-iTHEE. AR MHE 7R
FHEARRRT KEREFEENARE BEHRT AR CO, XIERN B HRH
JEHTZ, HUUHPLC M REEERHTTHAEHRET £EM.

PABEME KT iR G 557, WEEBIE T RMA TR EFET. HREERR 5.
pH fH. REG M), REUEE. BRENRBERAFEW. B ERBRMARR
ZM%: REGEREE 25 C, pH 11, B 1:8, AR 2h, ASREFETHEREN
77.6%. W THAEKEBIRIE, ZEEREMBER CO RIERNKE R ETE
HHER, £REH: BIEKBERENEHZBFRIENSRERNZE, Bk Co ERE
RWE K.

UXEHBERAAERRANEE, DHILM. o REE. BREMETTHME,
AR, BRTATRERETNAE, SRE9: EHERRAN TRKEIREE
B, RBMAKBRRETERME: BHEKEN 2.5 mol/L, KA &N 2h, KIFEREY 80 T,
KRB EEHHERHITRIE, FRNETMEMNELED 98.7%. RREBSEHGT
M AT KR I ERF TR IEHRR.

MRESEEAAEERARE, KERINBEYRTEEF CO ERIBRF &
BIETHA, RREFERY: L 70%0 A LM, THNEEN 8%: XIEHN
30MPa; ZEEURE N 60 'C; FEEXRHAN 120 min; ZEHEHT, REWETHRNEY
79.2%.

XA HPLC BiAX il CO, BI#AT E454H, Bl UV, IR, HPLC. ESI/MS
X REAT T SR

X@E: 2EFRONEE RRETET K#E: BhA Co N



ABSTRACT

There are mainly three parts of contents in this thesis. Firstly, the isoflavone glycosides
were extracted from defatted soy flakes and SPI milk serum. Secondly, the isoflavone
glycosides were hydrolyzed by means of different catalyst such as acid, a-amylase and strong
acidic cationic-exchanged resin efc. Thirdly, the isoflavone glycosides hydrolyzed from SPI
milk serum were isolated by SFE-CO; extraction and purified by HPLC.

The soybean isoflavone glycosides were extracted by basic solvent from defatted soy
flakes. It has been Iearned that extraction results were effected by pH value, time, temperature
and the ratio of material to solvent were effective conditions. The optium extraction
conditions were optimized by single factor tests and orthogonal tests, the experimental results
confirmed as follows: temperature 25 C, pH 11, the ratio of material to solvent 1:8, time 2
hours and the extraction rate of soybean isoflavone glycosides was 77.6% under this condition.
This method was compared with ethanol extraction method and supercritical fluids extraction
method. The experimental results indicated that ethanol extraction method was the best and
the extraction method under basic solvent was better than the supercritical fluids extraction
method.

The soybean isoflavone glycosides extracted from the SPI milk serum were hydrolyzed
by different catalysts such as acid, a-amylase and strong acidic cationic-exchanged resin efc.
Hydrolysis efficiency was studied through orthogonal experiment and it indicated that acid
hydrolysis was the best choice under present experiment condition. The optimum conditions
of sulfuric acid hydrdysis were confirmed as follow: the concentration of sulfuric acid 2.5
mol/L, the reaction time 2 h and the reaction temperature 80 °C., the relative translation ratio
of isoflavone aglycones confirmed under the optimum conditions was 98.7%. By the way, the
acid hydrolysis method was compared with ultrasound hydrolysis and microwave hydrolysis.

The hydrolysate from the SPI milk serum was extraced by SFE-CQO; extraction. The
experimental results indicated that the perfect extraction ratio of isoflavone aglycones was
79.2 %, which was obtained under the extraction pressure of 30 MPa, the extraction
temperature of 60 C, the extraction time of 120 min and with 70% ethanol as entrainment
reagent at the percentage of 8% referenced to CO, amount.

Finally, the extractive was purified by HPLC and the isoflavone aglycones most
abundant in extractive were confirmed as Daidzein and Genistein, which were characterized



by UV. IR, HPLC and ES/MS.

Key words: SPI milk serum; isoflavone aglycones; Hydrolysis; Supercritical CO; extraction
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1.1 JEMENFIENY

KEMHZ, RKERR+H+E. BREASMINVEEUMTHE=S 5 E. X
RERAWEFHFTRY RN ER, KEREEETFRAANHREEVERTRN
#el. WENEEY, HRGEYFERISTFRAA, TURKBREATHH
e, BAHEEEE 1:55 Uk, XEREFNAAUEOLEEHEAE, BiR
B REAL . TETL IR, A, HESSHAEMeE, W/ ZNATESRE
waF.

B, KEREPRERTEXERUSHARE, FHZBEEENBTRR.
BLIZHEFRARK. EF-REREIE. BhA CO FRMERRE —HIFE AL
R, RANSEEAFORET R, HAIEATRASYHEEEHYRIRK
548, I, |, PAEFHATECIIRZHXE. MRS E—F B
T CO; ERBAN MR AL, TLUARERHRIURMH £ FERFHTEH
.

HEMHAEHRUGIRE N EAN L TE, EERELSY, ERHEAERPR
DB TREFERN, UEHMSE R4 TEAEREMAENE, BibhHRA, T
FEBT A CLRR At K v VA R SRR 7 2

BREHERFRONEERMTEES2HEA, RAWETEYBEAONSE. &
FTREENEFIEY, FEXENIEERAAERK, B, XEAFENEL
MR EFEHRHFREIRSET L, IRFERXERKATEFRELREE, mHEMS
BEOAFATAFRINENEDEERS (MATRAFS RERSHA. W
RERZHO R RHETER, AMUOTLUENAE> MO NE TEXNEK0HEE
e, RARENSTFHEMLSHEA.
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BRAE, TESHFEIREY Popilionoidese THH—LRBPY, KPS ERBHNEH
. ASHERKY, —BREETRETNERENY 05%3.5%, 4=HEFREFRSE
¥ 1.5%~2.5%, KGhREFHSEHR 0.1%-0.5%. KEREFTENGTFATHT
MFHMEF S, HETEERD. MEDRERTHRRFHRBEREPHNEN.
ABEANBERG/ELBXAKTRIEXRYY. XEREFFENHTERRK,
RN A, SBEERENERY, FANATERTRERIEFERANSE
ERRKY, AFREMEYEE_BHOLE L, BRI R R H R
RS, ARYRRTRDEEEY.
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BRREHEBENRAYSE. WEGFEX TR ERT LR LB RBME. REEaLE
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FEFHERMR PBE—FXKEREBEST, 1999 FIEAEFRLEER 40%HAER
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BES &, MHTREEEN B BRI TDATHEEYE & & 9 . Soy health 7 Schouten
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1.21 XEREENEHRADE

RRFENAKIRENEES 128/, 2ANEEETTHEGMNES, HEMR
B 1-1 f1% 1-1,

HO.

XE#HAREH, R=H F##HHH R=H
*ﬁ*':t Ri=H, R,=0OH HEF LM%%‘%Ra:COCHa
¥ & %% R=0CH,, Ry=H F ¥ 8 A =Bk #i4# 5Ry=COCH,COOH

-1 XKERERKMNEH

AEREABHN=HEFTLHEAEHT (Daidzein), FEAE(Genistein)fEE
# & (Glycitein) ), ZAEHR T AELERFEFUBERAFE, 55BN 2~3%,
97-08% M R BN U FETERAFE, EF 60~70%EH _BLi REmEEM.

£1-1 XGR#EW
KERAN Ri R, R;
Daidzein -H -H —
Genistein -CH -H —
Glycitein -H -OCHs -
Daidzin -H -H -H
Genistin -OH -H -H
Glycitin -H -OCH; -H
6'-O-Acetyldaidzin -H -H -COCH;
6'-O-Acetylgenistin -OH -H -COCH;3
6'-0-Acetylglycitin -H -OCH; -COCH;
6'-0-Malonyldaidzin -H -H -COCH,COOH
6'-0-Malonylgenistin -OH -H -COCH,COOH

6'-O-Malonylglycitin -H -OCH3 -COCH,COOH




FIE TA K2 AT 1 3

KEFHHREANSERREAH. . £7FE00EH, HELTEELSS
0.05%~0.7%. KEHH (BFERBARE) dREMSBANTHE 6 %, £XE
RESTREMITEN 1.4%~1.76%, FEFEERD . BHFFHEREFHEN 95%
BlE, BlEAEFHIREREN4LSETEATHESHY, KEEBHENRHEL
B L% 121,

®1-2 XEREERNRETS B

B pNGA REAE  AGHERT FHAE BE
S 963 864 20 21 1868
EiLi} 530 687 25 27 1269
PR 4 8327 1883 83 15 10308
it 41 44 176 65 326

KEFHPY 50%~60%1 7 EEH 04 %R A K (Genistein), £ 30%~35%H 7
HEH T b KEH T(Daidzein), 4 5%~15%) 5 R H 0 8 5 % & (Glycitein). 7
KEMIH, FRMNFEPRAEEAR AAXEESTERREERSEHSE
MIMAEEFRARR. BIBIFEGN, REEXERSP, REARSERR, HK
RRKGHL, BEXROSEHALD,

1.2.2 XEREMOELIER

HAXGREFRLOAHREYR, RHARE(Genistein I XEEFREH, KEHT
(Daidzein) H LB REH, TU EWNXTREFRAACRAZERRI. XER
EWAAEEW. BAHMTEENE, EFEXEERRNETF2 —, EPHchBya
B ERM AR Rk, EFREH2ENT&EHERE,

AEREMRE—HENR SHBTHLEERUENE. T8, 28, ZRLES
WEEH T, RIMTTEAHERE. REFTOAAFEAY, BEXFREAFIAE
HWE, BTFEATSIATEE, HATLFRAEED.

BEHHAKEREFELAPETK: BE-REBETK, BEEAE(Genistin)
BRob, HBMEE 4-50 CZIARH BRI, 7 70~90 CZ LB W EEEREN
ARTMES M. B, ERKERRRAGERETN, EENER 70 T,

WoBEHATHEE, DREBEANARN (T80 C) RERXA_MERE



EHNABEOARBERTRAFENERESAE

HREAEEY, F-BEETFREENRARBRRNBIRXAKTTREENLZ
BAEHED, XEREFPHN _BLETERRNRESETTUABRERR
BiEMZBEMENRANAHEEE. BAKBAM pH E0 8~13, KEEEH pH
EABENARBTMK. EHFEROREAREIRET I Ho-HEHEEHKE L
BRHEL, EniEHETREMERNE. KERERTNEHAETERREBT
ENTKBEEEABETENAREETT. RENT A ENARNRKETEDFE
HIE, 100 CM#A 3h A4 MHCLH 100 ‘TKE 3 h, K 1~2% 77,

1.2.3 X RrAMKEEDRE

RNEFEHEREHREREZALES, HEEBABEERN, ZFBMEREER
E—RRETSRUHABEEEYE, XHEDRNTEARESBEAXHER
k. #BymAaixP). KEREMTFEIBSEEERTEAYNBRE, TXEd
REEMEEE, FAFREMBEEEE. BB RGHREMEERREKKER.
EAFATREEEAD, RHANALRE. ERENKGENRRETETETA,
REEFRRAHSANRY (FERAKEP) SEAEBNHEYBER, 2L TXER
KRS RREEERETRANEIEREZ —.

MARAD, KGHT (Daidzein) BH MK MAIE B, MEM /MR, H
IEFERNAREERMER, FHRRTEEE R LR L. B LREASAHR
Bk, RO RB&ZG EALRIBEZK KPEH LA KERRYCE 20~50%
e,

Michael Naim ZPIAHFAT KERHENEEE KT, BIKEN 0.005%
MiEEREHEERH T EENRETE.

1.3 XEREMMNENSEHE

1.3.1 FHBEFRIE

HHBTIRUERERMER R AMER R 20k ERANENENEES:
ZE. WE, ZRZE. TREY. RATMBENERITEN, RETHREXNSF
T, RIEACAERNEE, RRETUSXLEREBAEL, EAEEE, A T8
RYZEALALBIR G T 14
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BHEFRITEAERTHRER, £7R5H. FABBENS 2K, 252
REMRESFEA, i, LERRKANFAZIRE LK,

1.3.2 BInR A SFERH R SFE)

iR RAENE EHA0FEREBERN—THERIBERAR, ZHARLLE
FRAHREN, ABRERBEAPRIGDRFINAL .

Bl 9 4 (Supercritical fhid, SCRHRWENTAAMBKAEZ MK—HHHRNESE
RE, EBERRAT, RERFIENBERNIERE, NAFSENST BEns
BB, IRHERR A, NHESEBEIENEERNARE. ERIFMNERH RS
ks RAAEIRE BT BB RBRERR S . BRFRAEREAREFFERRE
HinFREMREEBEERNYRESRNERENTHEFHRRLEER S
MR AT A BALERIE. FIARBERASHHL, AREERESOHADTN, £
YRR R LA S B R TR R LB Y AR E 4 #E . B R I T BUR
BRI MR R, KRR R PR L A B fP57,

REATHREAMEMYARE, W CO. H0. CHi. CHsy CH;OH. NO%,
HPCoSAaEBIBAEN T MNARN T Z, COME. 57, EREM. F5
RE—FLaM Ok, HIEREMBEEB(Tc=394.1K, Pc=7.34TMPa), A[EHE
TH#AE, RGBT AR E AR M R R, TRWERY ML
HEN: LEXTRELE, ERYLENRE, ¥HBREESE, B—HHRERFOTHE
ERBEHSEFREAR; NRRISBE-—F5R, RERFK, EEET, BLATE
BERE S, WA AR A MR S5 A0, HB R ACOEMBRERR™Y
FRASORIH AT, BHEN —EEEK. MNESK=REAER. MES
kB FRCO; EMHARM AT, £ARMEMREPCEPEWNA, EBIRFCO, ENY
REKERFEREM, H8%URNKRIRE LS YR RFHBKRCO, BREK
Hy Ay R,

133 BIEHAKEE)

BTEERRRERANBIGERES, Bl ZHEER L5 RN B R N
TR R REFAENTBRARENHFNEAD, ERRAKEBAMRR, REE
A A FER KB R RS, WA R E TR R, Bk
GRBFETREGELEENSEIM. rmBMAR LB, AUyl



EMAsAEALAERTRARNRRE S

KR EREWA BB TROET AR TR LR @M KA EYER S,
RS, IER BRI, RERIORE; 75T B .
BEER. RREMR, NURLEEIEALTRF. BREAERERNERIELES
M WE RE REFM TR, HFRARREGENENT REEEER. &
A& BB B GRAMTRERZBHELEEA,

1.3.4 PEGHIRIAA(SEME)

VEZRPRREAR, REEISIANELNYESHBRERRNMERERBE
MEBRKAREMFTNER, —RXSABEDRBRRBE AN RIER.

HEEGHEDRREATELFEEF R ENBIIRS . BEE. THER. B
HER%, NBALRRFERIGTREAEREERNNE, TmEEYH e+ 8HE R A
HENER), MTMEBR S RIE, FEEHRETE, H BE#amE RS
RBEY), BEARNAEREERSBEEN. Whe. RERERP SR,
HAASPIH RES MG SRR RNKET R EN K, R0 min, FIAXE
5 25 B O SR 22 L A [0 3 B 120 mindR BY 2 B 4146%, SN EIFRIRE A IR, 240 min
MERRE—B. REIRABFENTERTIRIERRHEE, FHERDAR, 2
SBEHLBIARETET, BEHS5%, AFH82 %,

Whige 7 %4 5 S R SR (Y 4 B 18 D 2 S 0 T ol o 40 B 11 A e ), A A B Y
HEEAE, ENEKX, SEHBTHREGRZENY, ARENR, RETMER
RRERHK, FEEBIENER, XABREEAREABNTRIE BN, XFEHT
FEBMRERN. MEHEDRNBARREETEREE. BRHFE. BHRED.
BREAE. SRS RA. ARSI A M BAHRE A S TR B,
RETAERAENNBEHE, HEFRENLEE., RERgPH AT B E3#TRHET
ALE, 2450 WIKBALER30 min, FRERNEM2%REF.74%, HLEREARRE
R T43%.

1.3.5 BEBA(UF)

BERAZRERTU—EENRRE, MEAMBRELLSHILERYEA R,
PR A ARTEE, FENEN FORED, RS FURREEFNESR. K&
HRAY. GESRERAE, NTARSE. 4. REMFHEBIBREAP. &
ARRATAABNSBALN, SHENIETEML, REIEAERS. PEEER.
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HNBERTHE. FEVRERRARE., Tis%, TR HBEER kS HERH S
Ao BEY, AXEY, GALEN12 imMTHE, #8IEEHH0.125 MPa, HkiE
TERE N80 °'C , BETEPRMEBHPKSMARERFITHRE, KSRAHHRE
REE,

1.3.6 BiRdiReiRRMAEAHSCCC)

REEHAERAR—HAH FEAEARIRENIR S AR, dEXEE
% B2 Yiochirolto i+ F20HL60ENRKE R, ZBABRYERMBRAESD I FEFRLZ
L, ARHMEINERRENFRARER, ELTHEFENFMAPERGTAASRKL
KIRERASHBEP, Hil, CRHTRE RN & EEEREE{. HSCCC
BT FRERAGELE, NTEE, #FETNERFERL. ZEARTREANM
Mo Eaivet, BAABRER. PEEER. PBRALRSER. ERAERS. AHE
BN R EFARMREE, S8EAMERNEROSES. TRESEPIRAREE
REBEFTEANATREFPOATENLRAT, BRI LBIR-BER-K,
B RS5:1:10, EHAEEH, THARaHE, 2R 6535800 vmin, FER
1.5 mUminfi R XEH. $RAHFLHBEHEE TN E, 2L 5IEF98.2%M
99.2%.

1.3.7 BEEOREHA(HSC)

HEELAERARUBONATERE, BB OHMREER, BmiFEE,
ERBFARENETEA—HTEN. BiERNEONA: TRAELH. SAX
B, TEXELH, KPR ONEAERESE. REME. HEESOA
RESANARN E. BRAETRERENABALN, SEANBLEHALREE
Mg d . TEHEE. RAEE. FELA TSR A BEaTREDE AL, R
SYERIE P RERRETLER K, BXREBRTFT R REMNBERS.

1.3.8 BEERBHEAR( HPE)

BEERRNRERASHERR, EEARETA100~1000 MPaftB AT ES
R T2 L, FRRARSZANYEEN, EREEH TRE—BEREEERAD
KRR TEEREHE dFHRAMEERENZRBER, EHRANHERRIES



TN EEAAEEKET R AENERG A E

BRI SAEEMMNEA. EREREIEMAL, ERERRESERNNME,
REREERE. MORFRSHFLMAN, RETHEURSHRE, ERERNEERET
HATH, BH@eTRBRNGROFRADTEHRNL. HRURERFEEE, R
BT ERERNEEFHANTTHITH, BEEER, MR ERER, Bl
HAEMAE “G6” FRHERY. EREEYNIRAERRSKE. HERE. %
EHE. AR, EAHAESTRHEFRENNA.

1.4 XEREEEERKEL*®

141 XEREREHHRKR

FRE BT REREL AR EXREORMEMRERA~3 moll), RAEMNERL
(80~100 C). BMHEREARERTI, REETRMRERT THBRAILEY.

1.4.2 XGRREEHL Smith pER

BRI RE, HWBKEEN, SRR RETTNEH. H—F N,
KO —RESUFRN TSN, 5 5 FANaBHM ZTB S TR T4
H, BZPEZREAGT SMERAEHLAR.

1.4.3 XEHFEEET KR

BKRAMHEN, ZXABRUENENER, KGRAFETLAGEE, 2TV E
HE&E T RERREE TREBRANREHNRNER. BOTERE, HIIFARE
MAERAWETKEEREP-AHETE, XEESSHNRER-AERETRKRE
HERSR, KBAERFNY%~29%. FMIEBMRHEEE (MILRETRINB-EEHE
HE) W {EKMIERIB0%U L. BB KBATARPETHRETEHHERE. ok
Wil EYARE. REEBNARMFS, cNHARENKBAEREAEET
g ¥,
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1.5 XEREWSENNE

AEREREBAEH T EEEE, XBRRERZNTERFENA I ARFENE
. HPRAI AR EPIRETF AT REFELNEAEERYE, BEANMETN
REHNBEARBEKAZERNRTHTHER, ZEHEZT, BETE, NAR,
BERFRMEE, FERATFERERIE, EATHREINE—BPPEAFEH. Jianto
He MR KILMRERMAHHER, WEXEREHIE, HTRRAFESEU
FRARETE K 38.7%, FHMEEEWREY 99.86%, HIMIFHEMZEHR 2.6%.

FIBER AR Bk SO B 3%- FUE (GC-MS)E: . i A 2.3 - 1% (HPLC-MS)
B RO ERHAEERNATERAS ZNSAENERIERATN Y&, A4
BRER, SHEY, REER, WE4REASER, SEMATRERRET LS
I E .

#igx, FAFVCIRXAELK Cy RAE3.9 mmx150 mm Waters A 7). #zh4E
S Z.BE/0.003 M Na,HPO4(17:83), #H#H¥E 10uL, #H 1.0 mL/min, HE 35°C, &R
FK260om, SRR, REAFKOTHELES. 98.15%, BEFEEH 0.544%.

By pahs e Dok AR, S H Nova-Pak Cig RAAE % 4E(3.9 mmx150 mm), 7
BHHED 4um, F5h4% MeOH/ 0.4% H3P04(47:53 V/V), Hi& 0.7 mL/min, MK
K 260 nm, HiR 25 CHEBEAHTHNEELERE, BN, BKREE 9%, T£F
BT 3%,

FHE %G B 5 R B ML 0 JF » A HICHROM 316A- LOK(UK) Cyg 355
(150 mmx4.0 mm), WENHE 5% (vv) KFRKEHK, FEHD 1 mL/min, B
£ 254 nm, iR 50 'C, HER 10 L, 2478 20~40 min/BE & .

RAGEEEREERE. Bk, BERESRUAK, ARETFENERE
HREEHATHNTBEWETLEY, FESREE, HK, BLUHES . Joamou GE
LR HERESHAEENSRBEASBENE TRETPHETHREAHAL.
Mazur W EPIR A A EBB AR A EN &SP HASHRRHATHET TR,
REXHEEFXGRTE DEIAIES.

BB E- R E KERENS BN EXREENRE, Eifgl
RARMBAEE-REERN e XERER 6 WAL, EHHBAHA Waters 2690,
i & 4. ittt Symmetry Cg (2.1 mmx150 mm), iR 35 C, WEHARELI N
1%MEE R PR R S50 1% 88, BERK. MiEh ZMD 4000, EBEF Rl
F1F: EHEEEAI00V, —HHEILAE S0V, BTRER 120 C, BEEE 200 C.

1¢



THAAEEALEEREY REFNERS S H

hETFHEEAN: EHEHRE 400V, —HELHE 100V, BFHEERE 120°TC, i
BRE 200 C.

ZRTEP B ATHE KTHEEH 60%2. B KR, FH Novapak Cjs
B (3.9 mmx150 mm, 4pm), FFHEN 0.1%ZB/KM 0.1%Z.B/Z5E, BREVER,
HiE 40 C, WEKR 254 om, SMREER, REHNE 23 min, MHTAKEFHSHE
WEIRSY, B4 ESL(+), B#EE (m/z) & 50~600, BHEBRER 3500V,
THRBEH 350 °C, TRAFEN 9.0 L/min, HERIEH K 241.32 kPa. RIEE LiE
RIS, SEHEFHBER, NE4HRER (KEH. REAE. XEHT.
BEIAETT) KHESEAERZ (RSD) X 0.5%~1.2%, BEE 99.0%~103.0%.

F5, THEBAERT, RS aEHEE, BELERRN, RERRNE. EAF
BKEAFRERAEEHAATHERETHRLE, RAEHEES 105107 4.

Wang ZPHEME BRI S BT ERPH S HRS, BEREAR, XE
ERAEEASE. FHEPAERAATSRAROSEN, BETERERRIESE
4 25 mmol/L FHER £ ¥ # (pH b 10), BITHEN 21.0KV, BFH K 259 nm,
HEEE l6cm 8, EHAEERKEN 27 cm, #HH 20s, 7 6 min ARBAIE.

FHEVIHAABARNRZEETHTREMQUBASRAZERKL &
FHTESEH _EREEREARAN KSR EHFK PCNMR 71 'HNMR i# ##1T T2
HE.

GEHNEENATESHE. Wanh J S8 GaRiisiE T ARETH
BREEERENLHAREEARRIEEEE, £4R5RAMERBELN GC-MS &/
RXRYBHE, Wik 0.95~0.99,

1.6 XERFAEROARREAER

1.6.1 E5MER

EEE L KEREREABRRANANTRECHIANZRTARERRHEZ
—B¢, 1998 £ E ADM AR EEERERE—F AT RHBEFE, HEHEL 1942
X7t MERANERNESEUREFETIRASREXERANNS B, R4, BH
FDA #tiER AT R EMENBER A LW, ETRASLENAERERR T - KE
FEESL, 2000 EEEEEERES D TE - BEFRERAEER, KV XKER
HEERRANNES. 8. €. & & #. K. B, UE7, ARTEEN 28 X

11
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SRR TRKEFAXEREWMOF~RAER, FaUARRT RATA LA,
Bia iR, OBRE. BENE, RBEERHER. FARETY, BEENHE
EF 300 ERHAERRTAER R, FHEHIE 20 2%,

461, REERTHLERREREREWEMEH, nhH. CRE. BH%. &
SGEHATREFOCNATEARAFR. £EH. K. DFREAFTEE BRI
HEFEHFRHESHEBNRINEERL. KTKRAETH. &l T8, . 8. 5
B, %5, WA, Bl TR0 KERSEHERRRE, RATH NGRS B
F—FATEFREKENER., FERRPOOHE, Hzh “ELEE”, THATK
B HALZENBERR: HEEEAFTEFET “EFEATRET" #&, 4ER
i& 80%0L EB8,

1.6.2 EHER

REMN AT REFNFARATHETI9854E, BERATE. =REE. Tk
BEHB KRR EEEREFE—ENEE, EERBBFN KBRS FN THE &
WANEM, THT “BEXAITHHEH". 2003EY, ERUBEKEATRT LTt
—SHEFREXG Y RERXERKED), KPHARBREEUXEHE. 2F, B
8. g% ARRIERAAR, IRHARARE. RENE. BR&EHN
RAESREFIRMRTH =R,

B¢ ENEXERERERN EREVETLAK. HEEATZKERHRENE
HEPERE 2 X250m, ToREER) bt e ERMNB0e K. HEREERATHO. RE
EREB AT 10%~N% A RME N KERRT 5, TH LAREIO%HRERERER
WLIR1100 To/kg: HFE X60~80%K A 5 5 HEI O # 5 2)452000~3000 7i/kg™ %,

ERERENKERERMAORELTANELANER, THEARANERT
A, Wi EHRRRERGRAERES, S ETHERE LM, RETRENAER
E R R R 130,

12



EMASEROARERTRERNRERG 25

® 13 BETHIMASRERERES

NGEY S B2 TEEREH A
ERETKREHELNT HESAIREN _
KERHNEF ERF, EEFE
MEAHRAR BRA
KEWAREYHT “BEFE KIHK .
KO HHM. H HHERZE
HRAE L SEodid
ELHHRATR KEFHEM. KRS,
FRELRC R TOEh B R
REAT) BEED. BB
FHZEERENIRE REBFXEFER _
KEREME HELERAE. XFF
FRAR ==
Bl E2L R4 FHFRAERUE AKGREW. BRS. TEFE, BRESH
ARAHA EFA BERE GUEEI P
EHRBEAVRARS _
“HER" KEREANE RAMERTRES
HRAA
LiBEEREY _
SEREZEB N REREES BT R EFHEAE
IBRAA
LEEREFREA _
“R&ET” REREES BT E R
FRAR
RXRRAVERR G _ EEFE. HBEFEY
“HRER” RERARE

HIRAFR

EREES

BEEAFEAFHER, ATEREENS ERRE. LR8BG 21 HLBRAX
FaRhete, MIBHXERERFRRE 20 e RASEERFLE KEIRE
M ESHARR AR, Bk, RESEENKERABCER R RFHFT)

i, REHTHABEENBEXNHREE.
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8 Tl KER 2403

1.7 REig8

Bal, #RAEREMOIEFERLIGH., KERFSHER, UZH. NE%
HHBEMRRIE N E, RN ZEHEXBOFHNEN, FUAEFIETFE—E
BAKEZLRER, THRBECREGRE. XKEREFNTHEHNRZRER, RF
FEE, 76 pH> 10 MA&H TUBFRAFE, WRERIFHBEKERAEREE
BEAMATRUAGREN, PAMXTRABORNSHIBRERU—FTNIZRE.
FREEE B ATREARHBEKBRIRDERTSHPHAERREN T ZRE, #
RUTESH. ARBRUAERMM R EH L ZEEER.

HBEEAIFEHEA (SPImilk serum) ZBAMEAEFEEFINEESFRY, HPE
FHLEENREE. 2R, KRESEUEERS. BRSOk —REEEHR,
JLiEBE K H COD. BOD ZEZHTEEMEMHLIFE. WEEBNIEEORRETR
B R InE RSy, AMET LRI FRE, TAHEH T REEKMREN
B, AREXERO] FRABKHERRE, AERFOHSHKS. RENE RS
REREUDBEBRAAFERERNES, EERNRANEATHTKETE, HERLFH
AER R S,

BIER COXRHERE—MNABSEFHAHERBRNGELATER, ERBRFDH
MRS HRNFRRZ. TERXRFEFT TR, CRAKEEREMITL
HRHRS BENE =8I RERAEGER CO, ENB AR R HEEASHMERR
4, BEBER CO,XRLZMEHK. Ll HPLC HFE, MBIER Co XA M
FIETA . difk, BERAERERE LTS, Y RERTE TR GRTERRE,
ARRRAEERS. BRI SRR,
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SHASEEALBERTRRAENERS S HE

F$-E WHKBEAABAAEHTRIRERETORR

2.1 ghig

AERRERTERERARERETHEENFERR, STFRERR, BER
THE. ¥8. ZESREER. CERBZERBAREETWEAFE, SHER
RARBBRHFE—RREN CETAERANBERETTELERE R, hAEFEsH
BREX. AR, REUWRERAZKREDE.

REREMEBRRNE, AFHRYE, EREKERTREETUAEETK, TR
EHAFERN, XABRKERRRASREN. kS5 ZBREHL AT EIE
FIRGHFER D EFRARERF R . XLERAREKARRIEMEEB BT PR
BAZRAMEYT, BdEFAXRRAELTARN TERTRI.

i I — F A IR (SFE-COy) iR R —FHiREL. 2 BMF ik, £ H T,
ERFRBEYRORER . A TEMSHAT SFE-CO, FRERTREMBETENTE
RN

2.2 REFR SR

REBIEEH, METEZHRALEAERAT;

FREMRIFER, METPEYGREDE SR ER;

HEE. LELAW. R FEB., KEBR. 5EB. TXKZE, 95%28B. Z
B By R rat;

KEH. BEAE, KEHRL. REARNIFE, BET Sigma A7,

BILHE. CO, MES(BMY, 2HRE9.9%).

15



T8 TAb KA L2 fr 3L

2.3 EERBR

202-0 SR FEH REIEREHET B
FS-100 /MR HBHR AL LEAEENT

TDL-5 B5:0:41 MEERR 2 BERAT
RE-52A JEfh# R4 LT RAEE

DEG-4 EZF/#% KERFIERL

pHS-25 &I pH it L RERIE S
HC.TPIL10 HEAYIKF EEETBENAT

BB TH R E e e A T
IB50-D 3 1) B 5 1R LA
SHZ-DIYEHF K RXEERK ST e F AN

BF R LEHERENEFTRAT
¥EERKE BEHEEERERAT
TP-1800PC % 4M7] .53 e YE FE it BT ERNEEFRAEAT
722 BN E EEEERBNERTRAT
HLECE X RIEEFBR]
RIM-28-10 Ly &4 LRy

SFX-220 AT H¥ & BIER RS ZH ISCO A7)

1100 2347 B B X064 %M Agilent 247

24 RIBAZE

24.1 {EEREEHASRAE

24.1.] {EIERETHKkS. Ko, BIEK. BEQ. NSHASNE

# GB/T5009.3-2003 W EF R E K& &;
¥ GB/T5009.4-2003 FIRREEMERD S B
¥ GB/T5000.5-2003 % FCHbiR M EA B & &;
% GB/T5009.6-2003 Y KERZENEHELSE:
¥z GB5511-85 Ffi% A W% NSK .

16



EHASBEAARENIRARNRNE 4 E

2412 XEEHFHNE

AEEHNERMEFEUFHERENTED, ISR -EEREAHKR,
hRERe kS eEaE0,

PRk B 2k B0 il

MR R MARHER 150123 mg, EF S0mL FEMHEP, Ll oS%ZEH,
HEBRZZE, £5. BRI 0.1, 02, 0.3, 0.4, 0.5, 0.6 mL #77 RFH®, T 10mL
RERAEFR 70 CKBLET, EREPMAFEBN 5%EEE - IKBRER 0.2
mL. &M 0.8 mL, & 60 TAKB LM# 15 S8, FARH, MKEER 5SmL, 5.
BLArOE e BT TE 550 nm WR AR EHRFEE. UREEABLRF, FHEBKEY
AL EE. FERBRBBIREHEDE 2-1 iR, REHETEY C=130.524+
9.7323, R?=09954, R A HBAE, CHFHRRMEKE (ug/mL).

160
140 |
120
100 |
80
60 |
40 r
20
0

y = 130.52x + 9.7323
R? = 0.9954

FrR MR (ug/nL)

0 0.2 0.4 0.6 0.8 1 L2
LR

B 2-1 FFERRiFEdhE

FRELE KK 2.0 g, A 60%M ZBEK¥FH 40 mL, 7€ 60 CTFHFR 2 h, &
JETE 15000 r/min F &0 15 min, ¥ EFHEEA 100 mL AEES, F 60%ZEKHE
BEBRZZE, B 1 mL F10mL REREF 70 CABLET. £REPMAS
FHIM 5%EEEE — KBS 0.2 mL. &AL 0.8 mL, B 60 C/KHE Eindh 15 4r5h.
HAKKH), WKEER SmL. B4, 7 550 nm LRI, RIBAFAE ML T HIRBGHK
hEESE,

2413 XEREFEE. BEAONE

KREEERE. BREOREUHGEENFES KA DNs ekt THE". &%
2-1 & 6 MAEH .

17



P TR L E A X

F21 HEDEBHERE
TY  HEER (ml) AKml) — BEEE(mg/mL)

1 0 0.5 0

2 0.05 0.45 0.1
3 0.1 0.4 0.2
4 0.15 0.35 0.3
5 0.2 0.3 0.4
6 0.25 0.25 0.5

) 6 L RERDFHI0A DNS HA 0.5 mL, BAHEE. BEEHDN 9 RAE
BAFRKBHMH S min 5, BRABRTAKAEFFARH, AENMRETSHMA 4 mL
K, RARA. UZHAEQ SREEAME, F540nm HKT, 45HESEHNR
Y. CABILRE AR tR, BB SNHEHIRENPLIRER, MaTBE—4H
. BEERBAAREEE 22 R, HERKTEN €=007654, R?=09975, R,
A HBE, CHEEFERE (mg/mL).

0.1

WA (ve/al)
e
<

L3 3

22 MEBIFEHS

OfEE B fr F M PERE N E

FRE 2.0 g (LB AE S MM, N 100 mL B84, A 50~60 mL 258K, Hii
¥, BIERRELE 50 CKEPHE 30 mn J5, BEAASHEAN 100 mL HFER
F, MAZZER. ROBETFILE, BT 540 nm LR, RIEHEGEREN
K HRIGE T EREENS &,

18



XN EEAERETRAMAERS S H

OMEB B T BRERTE

FFE 1.0 g (RIRRAS S K, T 100 mL F£255. A 15 mL 7K 10 mL 6 mol/L
HIERME, TS, BRABABIKE B MM E R 30 min FHAH, A 6 mol/L # NaOH
bRz, ZEHEREA 100 mL HERES, MARZELR £-REETE,
JEHAE 540 nm AL PR, WIBHHERERE I ERIBPRBENSE.

2414 XEREFHNE

FRES I RAEERERTRERL N8 $0 5 BT R LA HPLC 28,
ARG B R A FERERER, RS 200~400 nm FHATHEH, FETE 259 nm &b
SE L. ZHZHEAERETNSERAERE. B, FENRA.

OrrrtE I HI &

HRETARYSEENEREFREW 111 8BS, BRZEYY?2 g ATELET
AR 20 mm, FHEEE A 150 mm KIEEREED, B 150 mL AEIREATYER, W 40~140
mL FI¥EAE, ZTRU 70%H PRER, EEE500mL AT, {FHHPLC €&.

BE (EEAE, KT, REAE, KEED KHPLC Bt 2-3 B, B
bR Y& HPLC B 2-4 BiR.

S impkkaf>

010
1

=0.10

okl

0.08
M

N

] by Pt 3

000

—— T ——p ——r — T v v
on 15 0 15 9.0 125 150 s 2.0 224
Ninuks

k&4 y=2.40168x107 x+1.08512 R?=0.9989
EHAH y=1.70135x10°x+0.94636  R’=0.9987
XEHA y=147219x10°x-0.255492 R ’=0.9995
FHRE »=1.42209%10%x R?=0.9994
X F y A SRR E R pgml,  x HFEBR,

2-3 BREERY HPLC i

19



o Dl REF A

g -0 06

CE 3

-

o] 1 004
2 :
] >

u

Q< =002

o

5
4 B 2
a A A =000
o
....... —r—r T —r—r——r—r—rrrrr—r—
oQ 25 50 5 10.0 123 50 s 00 2.5
Hinks

B 2-4 BHIFRERE HPLC 58

B 2498 1. 3. 556 25 58 2-3 FHIEAMERRE, fRE I E—B. RIE0R
MRS, 2 SR 4 SESHAKTRBENIBMEATH. BRMFEHE, Y
REI BB ER KT B R RENRER: 20.18pg/mL.

A SR AR HITE 200~400 nm HATE MW, FHEBEIREEK. 54
LA 2-5 Bizn. MBI LLE B R BRI 259 nm SHEBRARK, HitE
# 259 nm fE A AEFE K.

2.0080

1.5000

1.0000 | .

0.5000

0.6o00 ‘ . ;
200.0 250.0 3ao.0 350.0 400.0

K (nm)

25 REGERSREARHEHRIAEME
E: R ARGANGRSHE R, WK 2N ARG KM E

20



SHAAEEALRERT RARNRRSE 4 H

@rritE R 2%

4 BIRBGRHERK 0.2 mL, 0.3mL, 04mL, 0.5mL, 0.6mL F#ETF 10mL KHER
HF, A70%FPRERARBEEZE. £5. BEIIREHE 259 nm LW HBLE
(M=KECPE), ERRE 2-2. UUREEREARR, BEHRIREAHHPLIRSHRER
%, ME 2-6, tRMEMBFHE: y=11.895x+0.091, R ?=0.9999, K+ x HBRKE, y
X B IR HE K B (ng/mL) .

3 2-2 fRAE AR MR

AR (mL) B W (pg/mL D
0.2 0.334 4,037
0.3 0.501 6.055
0.4 0.668 8.074
0.5 0.840 10.092
0.6 1.013 12.111

14

12
’_.3 10
= 8T
S gt y = 11.893x + 0.091
g 4 b R* = 0.9999

2 L.

0 e

0 0.2 0.4 0.6 0.8 1 1.2
B
2-6 XKEREBENFEHS

24.15 BHMEISINER
REBRESHERRET 40 BT RORE, S9ERRE 2-3.

& 2-3 ERA RS T
K4 K  HEN  EBRE 0 REN 2 BEF 0 BE  HA4
(%) (%) (%) (%) (o) (%) (%) (%)

9.37 5.46 1.44 44.86 0.32 1.28 15.57 22.00

21



T KFMEEAR X

242 Witk BRAEDXEFRBAH

RERNEMREUCRR AR, 2-LFRELSY, EREKARTR
UEFREFEN, FTUEBEAETHEAARFHKEE, DEAHERR, KEX
AR KERABNNERRRTET.

i —EBERRERBEERNTZ0RES, It KERIRR 2hE, A 6molL
RIELEQIA pH A 4.1~4.5 FLIERAR, BL, LEFBEHA 10%K NaOH BEFH, &
45, REAFASRENZBIEERAR, SHIMOEA, REREXLBIEER,
BrEHEAHRY, BRENEEECHREFRDR SEEAIRRARANETE .
¥R ENEE R 5% ZBER, EFT 25l ZERS, SEEREA D EAEER
ERFAFEIE, HRER 211 HHEFERBRINE.

_ RIGEPREREE

i 2 (%)= 100% -
T Zrk:
| Dl kBN, Eh, roa] ——

Bt HpHE

WHApHN.1~4.5, MREAR | C— | LB | C———) | R
BeRRYE 7ML RERAZMIE
—> > | zmzEH | ¢ >
F A

) [(RIARAERTE~ R

243 ZEBHERBALRREET

ESEUEE: FN—EEMNKEMRETH, HZEENRRAGTREE, B
&fh: BIET0C, ZRKRE 70%, RICEL 1:10, REXEE 3.50, £ 2 K™,
KBIMR R R 5% ZBE#, AT 25l FRET, SEERARMSEN
BRI EREEAR, FRER -1 HERAFNERE.

22



SHAABEAAEERT R ERNRREA Y
244 BIESH CO, ERZiRNATRANEH

BSEURRE: BERN—TENRERKETH, BER CO,REERKERE
B, EW&HR: LZBREEH, BE S5 C. N30 MPa. BHE 3 b, HEZH
FEERF R 5% OB, BT 25nl AREF, SHEHEA MR ELNE
REGSE, FRER2-1 HERARENRNE.

25 ZR5itig
251 BEAKBEARDAERANBRHEEETERENHE
HERVRAES ] B E. pH HAERR 4 MHEEHTRFRERR. REAFER

BeR, KHL 3 EXRUMEBE=KFEXRR, BESEENTEE4.
2.5.1.1 WA EHZEN R ERR G

BEXE=EENE, BEEE1:10, HE 25 C, pHE 11, EERFKER
BRI EAFET, FREETNRRERMNEHZELNE 2-7 iR,

75

PRI 0K (3)
g & 3

i
o
T

L,

L A 1 i 1
1.0 1.5 20 25 3.0 ) 4.0
/EE )

]

B 2-7 MEMRREERETNEN

B8 2-7 /T4, BEEREERIFEK RS SR EREHERI X, BNERS
#m, 2h NRERRNERS, ZERARENESTIE. AMLUERME 20 hH.
25.1.2 H AR 5 E R A B

ErEHE=1TEEA%E, HERANE 2L BE25 C, pHE 11, EHEFRAMNEE

23



TR Tk K- AR 3

HRRFHREET, ARPETHRREMAHILNZLNE 2-8 FiR.

- -4
o >
T

@
=3
T

AWM R (%)
a 3

]
(=3

.

1;5 1:.! 1:J10 1:12 §4
FEK (v/v)

H28 HALHERFEREHOIEW

HE 2-8 AILIEH, MERMEILHE AR RERMRIEGEZER, EREHET
1:10 /5, REEmMZS EANBBER, EFEREHLA 1:10.
25.13 pH EXM R EMBEEHHEIG

B = HESE,

EN{RELAT{E) 2 h, EEF25 'C, Bk 1:10, EEFFRM

pH ERDFHEEEY, FREHTARNERS pH BEAEEWE 2-9 Frx.

80 -

FEIR IV 0N 1R AR L (%)

-4
L]

-
L
T

-~
<
T

—

r — e
10.0 10.5 11.0 11.5 120
pH{l

2-9 pH{EWRBSERETNAER

B 29 ATLLE Y, BEE pHEMEAENEHRE L, D pHERH 11/, £
EWBTVE. XRETE pH 5 11 6, FEFTUSKREE EBETH, Bkt

pH 1 11.



MR EERARRHT RARNRRS S

2514 BEMENRERGT0

BERE=AREAFZE, B E2 h, kK 1:10, pHE 11, BHEFFMIER
IRRERINFEEEY, RAMETORNER pH ERRLWE 2-10 Fix.

o [+ -3 -y
o t o ™
T T —

R RN RN E )

o
o
T

r— i 1 L} 1 1
0 19 20 30 40 50

HE(C)

wm
o

210 REMERFEREHNEM

A 2-10 /T4, 25 CHRRMITERRERK, ABREERNEHETR. XLH
HEEEE, HRRESHOEIERER, RENRRNEE, BHtEFRIERHN
25 C.
2.5.1.5 WIRFRRUER BRI ZHEOHE

ARRFRR MR E, KEERKIEL. BHEL. pH A, BEAIZWEE, #7
Ly 3 EXRK. RBHEEKFLE 24, RBLERAEEMTLE 2-5 AR 2-6.

24 BEHEKER
C D
KT A 2
REURE(C) i fa](h) L (wiv) pH {&
1 0 1.5 1:8 10
2 25 2.0 1:10 11

50 2.5 1:12 12

25



FE T KFETLFAR

& 2-5 RBEER:

RRS A B C D R E(%)
1 0 2 1:12 11 65.6
2 0 1.5 1:10 12 64.7
3 it 25 1:8 10 73.0
4 25 2 1:10 10 70.0
5 25 1.5 1:8 11 71.6
6 25 2.5 1:12 12 64.7
7 50 2 1:8 12 71.1
8 50 1.5 1:12 10 66.2
9 50 2.5 1:10 11 66.1

F2-6 MEDER
A B C D
k, 67.777 68.887 65.497 69.760
k: 70.780 69.510 66.933 66.860
k; 67.783 67.943 73.910 69.720
R 3.003 1.567 8.413 2.900

B3R 2-5 1% 2-6 FTAE i Re>Ra>Ro>Ra. WEHHRNK LT B EBBEH IRIUZ M 2
£, RRREBENEW, BIEKERHTRIMBRETEAMFHREN: ABCD,, Bl
BEER 25°C, REEEN 1.5h, BHEES 1:8, pHEN 11, BLRERIE (SRR
BEPSME), FEEHT, REPIRNENR 77.6%.

252 FEHEMAZRLER

AR RBEKBEIRR . JBBERERENBERCOENZEENIHTR
HEEY, ENAEWE2-11R.

26



SRS BEOLARBTREENERSHE

100

80

so-
40-
20l
) |

LMERNRRE WHEABARNE BEFERE

SN DR

(-]

M 2-11 FREBRAEMZRRERMIZME

B ER2-117T 40, 70%ZBEx R RS R AL BT, REVEIERT95%LL L, T1H70%
LEERARSENEEEMEAR, ETRREE, REWEANIIMERREREIL
FERAMTE,

WA KRR RN B R RN ENEK, MMERFLUTHEAFE: —FHH, U
SR KE RN A REN, P REKEHEER—RBEY, AREZEALAHITE
B R(pH 4.1~4.5)003E, A HAMAANESE AR #EEOXHE: 5—F0,
F i EUTIEE AR R BURPA0% M E AR, THEREHSRE, BoBRRK
R T W IR N R

BIERCOEREERMBREGEENEEERE, BRAMA—CLHH, BIRK
BRHAEE, ZTREAREGREENS TEHTERRS, KENLH4MRE, X
MEMFERANETAFRRFKYE, RFELER, KEERPRERIFHERE,
TECOFERMEBFHFHERER . ERRFCOERLES, BRRANTLUED
IR Sk B KB e R EBGRIRYE, AiRRFRPBEFNAMLERE, B8,
KA EMLLFIEE, RENEREENGEREDEEZ FE, STHRNEREE
RS FBREESHEE, FUBRIEERAAEFIEI0%MN. SRR,
WREEREREET, FHEHANERE, BERCOERNALERERAS, R
FRARARGE LOBRAKEE, BRFCOERMERNMRAA G EREK.

27



i DA KRF T8 3

2.6 g

ATHRURERETHAER, UREKEIABNERACRARES, B
REMEXRAL, BHRERNENS: B 1:8, RINAE 1.5h, REEE 25 C,
pHE Ul HEMFT, RAFTETHRNEN 77.6%.

XRRMEK IR IS LS AR IUVENEIG R CO, ERUEBRTHR, dids R4
ZEEFRIIEN R AT RN R R, BREEZ 95%LE; UK BICN
BRINREEE, FREETORRERK, BNEN 77.6%; @IEF CO,XMEMNFR
FEE XA — YRR RFAEE, #EERY 21.2%,

28



BEMASBEOARRRTRENNERE S H

FZE SEEAAREAPRENET KBRS

3.1 #HiR

EOROMETEFETRN: 2 REEHEREEAN T ENHERITEH &
AEEANIE. EFEEANETLREY, SFEXRENAIEEAAER B,
EEAFRANELT e EEERIREE T %, XESEHNTHEES, A
R R THLHS R EE ), ATHEUXEHBRANFERYER, EREFH
FAME, MUTUEMAE ™S ME TANTKREET —ERER, TUFE
HEFNAFH BN,

EHARYE, XEREFHETTEN MG EERE, TATRARETNRE
BT RHEE . MAEVRKRIER, ERFREABREHERK. MR REWEY
HEUAETHORNRESRA, FEABRTEERRARANT LA ERNRAREY.
MEAR+REAMKOLHFRHUETOFE, ¥ANAKEMITZ (E8. B9 FEH
ERWAERAMLE, HARBEESAERRME &, Bk, XKERRHEE
HRKBHAAAT L EEMNEN.

ATHEVAREABEAAFTRAARE, Do-iehis. 732 HRBEFHME. &
RGO AT AR, XKBIZHT M. Kb, WRIERELNN, 55X
B A AR MBI A KB R TR .

3.2 REERESRA

SEEOLBERA, HEIBERG R

IS%LEL, BB, il SRUNFASA; a-en B ELY;
732 BB TREME, BETRETHERLFEARIF RO
REH. BEAF. KGHT. PRAEMFHE, $XT Signa 247,

29



F DA K I 2463

33 FERBNE

RE-52A Jeit# K5 3% LA T

722 B4R E TREENENEETRAR
B RERAKE EMELEIEFRAR
JB50-D 14 J s shiR HX Al fat: 37y kil
Agilent1100 7347 B 5 B AH % E Agilent 2 7
SHZ-DAINFEH KA K EE RN et Ve T
pHS-25 & pH # TR
MAI110 7R TEREHFNEFTRAT
Y292 RBERRESR THHFZ EPEARTREH
XH-100A Bk R H 4% EREERERRARAT

34 WA E

341 SEFEAABEARSHAE

XEHBEANFERPEIERLEEM. CRE. A8, KEFENAEFHR
EHERSE_E 2419, £R0FE3-1.

% 3-1 EKHGSH
B %) EOsRE ERESE HFESE ARESE ET3R
(mg/mL) (mg/mL) (mg/mL) (mg/mL) (mg/mL)

3.23% 7.05 2.06 6.53 0.55 0.52

342 SHAHHPLOZRANXERAREH KRESR

KESRPXERAWMEBZA D RREAT, KETREMEHRHAR. XEH
7o, MEEMNPARERAR, B A iEESBELZMN RN, RRHNEARR,
5 RETIRE, tEEThEE. SR . RIBEERWER ZEET LR
HTAHER L.

30



SHASEEALEERTRENIRRS 2K

b8 iol: Jiap
BRI U Ve T AR

R AFH TR S E %)= x100% A03-D

HPLC &iliAE: Venusil MP-Cyg 4.6x250 mm; izhH 2 FEEE (A EHOFKB &
W), BdEEBAERS; BREKN 254m; #8425 C.

343 BRARBERRE

BENRSEEAAER S0mL T 100 mL =D EEEED, MAFIBELT, HIEK
RRIBAL. JKAERT ) FIBRERIREE 3 M RHTERNEREBAEX AR, HERRKERE
HETZ4 M. ERTRALRERSKEEETHITHLRR.

344 0-HEHBARFERER

BEWSEEAIHEE S0 mL F 100 mL = AEEEES, WAc-ERBKE. o
BB BTE 1 AL A AN T 4000, FETERAER: BN 50 'C~70 'C; pH {HN 5.5~7.
M, B o ST MEEKAIRE N 60 'C, pHIEN 6.0, HERAMT, M- EHBHR
InERUKERT RFAT KA, BoE REKEEY.

3457 BMPAETF XMk RE R FEEE

T3 REREE B TR M A MR A LIRS, KA B B R T LU e R 1 1k
TR B S T A BB LR B ) BB, T B SR 5 e

T BT HBEENaE, BEF— BN, HkEF A Ermaa,
HENT: FRN—EEOELT, EETTRERENERERE, AESKALET
HMEER B HTE. KN EIBEAm HC) =5 %A 8KEH, Ll mL/min B3
BRATHEE, AHEE, HETHHREEm HC)=5%H1E. REME—BRHMERE, K
HIERH, FAREKKEHIEE SR MpH> 6, Z1E#%, T, 105 CRETHTE,
FTFELPEH. AHEEETORETOCEBETPHEERE THES, KNEH
BRI BEEOAFRRE .

BR 4 EEARAFERS mLTF100 mL= O FREEEEP, AT S 7328 81
BFAsple, EREN80 CHEAHT, BB KBHNERET2HEMEE 78
BREKERM.
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AR T REm L2483
346 BA., REKERERERET

ERNAEEOAER S0 mL, MAFRBKERF, ERBIKRESN 2 molL, K#EH
6] % 45 min BI&4T, ETEAEKENRBAKE. BEKERNTHEY 400W, HiEKE
HIThE & 450 w72,

35 BR5WE

3.5.1 . HER. o- TR 732 BB T X HRBREKRB R LR

HEAREAFEETRTKE, ARERLE3-1.

100 .
90
80 5
70
60
50 |-
40
30
20 s
10

0

N

11

. Hh a-EH W T3E M

P 3-1 FREMELTIKBYR

B 3-1 TUES, BAKREREE o iR BN 732 2B FREMEF: £
HHRPEET, PRSERKAREIHEERK.

o-EMEKMAREE, RREHTHANELERRA 26.6%, WHREEETH
EMTERASBRANG TR TR HAETR, KAp-RRMAH. SREX
FEH.

732 B FXEAEKBRR AT, BA2ERaABKER AWK, R
W R E A/ NBURL AT SEIRTE T W AR R A ZBR, BUEM A8 LR EAAAR T B, 483
DR EATEA S RIEELER. FRZ—BEOTHENZE. WEsBEOAFER
BRI R RSB IE, RELRRSH, BEAALAEREME, EEERN
M) “HARR” AETFERERIFNLREE, AERLELER.

32



SHAYBEAABEATREENERSHHE
352 FMARBREIERHENBE

3521 BEFERR

EROKRERE . FEAIRBERUKAER EIX 3 M EZ#ITEE R RR.
OB EE: ERMIKREN 2 molL, KBEFEN 20 MEHT, ERAFFRLY
KRBT KR, FREE TR EREE ML LA 3-2.

80 -

iptiboe A 0]
w @ -~
°c o S

N
L=
T

W 50 80 70 80 80
HECC)

M 3-2 kRZENER

B 3-2 W, RERETAANELEMKREENARTEN: BEETF 60 C
B, HIHXELEART] 55%, FRBKER: 60 C~70 CZM, HTMMELE
HESM; SBEET 80 CH, HTHMEAENEKATYE. BE8H, FEH
HAGWZEROREEA, Hit, EBRENRN 70 TERARE.

OWBKRENERE: EKBEBER 70 C, KB 2 hOEHT, BIRRK
BEMIRBIT KR . BHARE, KENBORETHTRLFEREWHERE. B
¥, EEFREKETRE 3 mol/L AR, BIRKKBER. FEME THAXECERHERR
WA 3-3,
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T KFRE 2L

[ o -~ o« o
o o o o o

T L %)
~

«w
(-]

L i i (! A,
1.0 1.5 2.0 2.5 3.0

RBm X (nol/i)

B 3-3 WRARFRFE AR

ME 3-3 AT LUE Y, R K AR SRR L AR IE ., BRARIR K 2.5 molL
i, B EAE 763%, KEETVE. FEREFHRIKREN 2.5 mol/L.

QKR AR EKBREN 70 C, BBRIREA 2.5 mol/L F%&HTF, EHA
FIR7K AR I FIEAT K AR, BRI STA X FAL AR B () A 3840 L A 34

HMAHE LR %
3 3 3

.y
o
T

w
[~

1.0 15 2.0 25 30
AN 1 (h)

H 34 k@ EMN KR

i 3-4 W5, BENETABNHLEENRKEKSEAEM, 2 b REEH
R ERTE, 23 hHETHENELRIE TR TR, TEEZhFHMERR
PEH B SRR B .



SRS EERLARATRARNER S

3522 EXRE

RIEREZRRRER, EIOKBRE(C). KBEEGM). RHBRIRE mol/L) N
E#, ®it L (3°) FXid%, RREFKTVRLE 32, RRLERREEMILE 33

%k 34,
#3-2 EFEKFEER
K A B C
REREE(C) B [ (h) RERIR B (mol/L)
1 60 1.5 1.5
2 70 2 2
3 80 2.5 2.5
%33 ERRBAR
RES A B C BUE%)
1 60 1.5 1.5 36.5
2 60 2 2 79.9
3 60 2.5 25 78.8
4 70 15 2 64.3
5 70 2 2.5 98.8
6 70 2.5 15 479
7 80 15 2.5 98.4
8 80 2 1.5 62.5
9 80 2.5 2 97.6
R34 BESHE
A B C
K 64.100 66.432 49.007
k2 70.367 79.437 79.613
k3 86.180 74.787 92.027
R 22.080 13.014 43.020

% 3-3 MI& 34 AT, R>Ra>Re, RABRIREXKHEREE, HXZEEN
Bm, BREMR ABCy, BIGTRIREE S 2.5 mol/L, /KAERT A% 2 h, KAEEE Y 80 C,
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BT DA RFR AR X

BRBAEF NG RATRIE( S IKRRICESE): RRBEE TN ELES 98.7%.
TESEEH T F AT K MR, REBT U EAER 97.5%, T ARBAHR

RIAKBERAOHESK.

3.5.2.3 JKiRATEH 5 HPLC B

SEEAABEBKFNN HPLC BimE 3-5 fin, BR2uURMKRE, 8id
HPLC %%, 3 HPLC Ei#tnE 3-6 fix.

‘?:A'?f;

E
g
J
A
ald

0.00  9.00 .00 #.00 12.00 1800 48.00 21.00 24.00 27.00 .3
in

HPLC &, 44 & #4 Venusil MP-Cyz 4.6%250 mm; R3H40.2 FEIER(A HR)FKB BR), Bt
RERERLA; £ 30min WHERK, A BRRAEM 0%EHE E 70%, ZERE T0%KAE EM
10 min; A% RK#H 254 nm; Ak | mL/min; A& 25 C.
B 3-5 ARERTHARA HPLC Bl

HPLC &, 4444 Venusil MP-Cy 4.6x250 mm; A 31482 FEBR(A BR)FKEB BER), Bit
REREBA; £ 30 min WAHEZB, A BRREN 30%EHH £ 70%, L5884 T0%FRA %A
10 min; #8&-K#H 254 am; ik H 1 mL/min; #EH 25 C.
3-6 KRR H G HPLC B
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AN BEOLRERTREENERS 4K

ME 3-5 RafLUEH, KRATHATREMEERSRAEHFRRAT, REH
HUNFEME, HPLC JLFRIAZ. ME 3-6 FHLUEL, HEALEHMRASRSE, B
REREHUARANNTET, REETHREARE, SHKEMRE.

IS3a-EMEARRETIZRANBE

3531 o -EHEHEMEB NN

TEARBIBER 60 T, pHEN 6.0 &M T, REWE THAIRHLEHo- 0
FMEE T 3-7 BiR.

1 " L s 1
10 15 25 3.0

MENE®)
3.7 a-EHENENER
ME]3-7 b LAE Y, BREABTTANENEHo- e BAMEAEMTmEX, B
RIEMBEEARKR, MM 22.8% K5 26.6%, X2Ha-iEHBE—HRE, ERETE
HFHABREIER. B, o ERERNEYN 2.0%.
3.5.3.2 o-iE MBIk AR B E) RO 220

FEAKMFIRE N 60 T, pHEN 6.0 MIRMT, FREEHE AR LR KRN E
HIZE L0 B 3-8 BT,
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T KFREAr iR

#® 2}

& //
L2t

R

Ty

' A 1 ' 1 i i
0 10 20 30 40 50 80

AK#EE [ (h)

3-8 BKREE B MR
H P 3-8 T4, BEET AN EILEME A KERTE LM, 30h A TYE.
MBS SRR, EHMKESLEN 300,

354 TR AEEFERMESEIZRENHE

3.5.4.1 732 RUSHE T LR R INERNE
ZEKRREE S 80 'C, KARRHER 12 h &M FHITKE, BREETAHENEL
REER a2 A9 321k anE 3-9 Bk,

28

28F

[°] (o] ~n
o n -~
T T

-
-«
T

HTHME (LR ()

-
™
T

L L L L L
2 4 6 [} 10

B RENE®)

B 39 BERRmMBAIRE

B 3-9 TT4, FOHMEX LR R AT 2 T ig k. (E2MNEEAX,
UM 18%38 K3 27%. Hitt, HHBAEHEN 8%.
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SHASBEOLRER T REAENRRS 2 E

3.5.4.2 732 BIPAEF 3 i B 7k AR B (6 A9 R A
KEBRER 80 C, FEEE mAHX L REEA BRI E 3-10 Fig.

UM RO
2 & S B § B B B

-
>
T

KRR 7] (h)

8 3-10 P ARk RS el AT RN

B 3-10 A&, HRAAAN RN KRR RS E KT Z S8, 8h 5T
i, BRSMEEFIIEE) 28%. Bk, I IEKAREEA 8 h.

355 MY EKE. BEKBRNREKBRHLR

FEUBRBIEARARIRIEET, XA EEKE. BEKBRHEKB=FTR,
REZERLE 3-11.

100

80 |-
60:-
ol
20
0 . N

BEKE EMKR M kW

B 1LY

B 3-11 FEA AR ARMR
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R Dk KA A i3

mE 3-11 T4, HREELENS, BEEHRREESF T KERRRET KD
WA, HITHHXEARYTIEE 0% E; BEAENHREENHTRAGEETH
TR, 7K A B A 8] e S5 3R B A1 B0 2 b 454 20 45 min, BEEM . WHBHEK,
T B/ EIK= AR ER K.

3.6 g

FTEUATHEBROIEREHER, #TKRRROHR. Lo HhEE. 732
HHEETFRENE. hRARBRAKENR: E&FHHRNEET, RRSERAKR
RAMERRK, BAFEETHAMELESES 5% L a-iEhEE, 732 BIHEFR
EMENAKBRRRE, RENHE CHAMNELESE 30%.

BEAEFRRAERARBHRRKENBEETELNN: RBKRENR 25
mol/L, KAERIEIN 2 h, KABEEN 80 C, HBRIELAMIERBTRIL, HTHAR
TEALER 98.7%.

BRMERB A A TAME XG4T KRR ARBEE RN HRE, TamaxdEis
WA s B 80%LA £ I BAKAR RNRT [R] 1 IR T M BIF AT 2 h 48564 45 min.

BT EFARREFHRE, SREEEFNEKRIEREE T TRAERK
R, TEME—PHHRRIE. HaiTBHNER AU ELN, BEEETH
KBRHREAER, EFFREFRENBEIMNESBIEERNER.



MY BEOAREATRAENERS SR

FUE BlafR CO, EMBEARRRREFHET

4.1 gt

BiRf CO, MAKHENMBRRE T HIERTRERMERRIRETHER
MH—FHEAR, RRMRREHERMER, JPREH, FREH. FRAENE
B EEREE.

RRRETRRENETEEKE, BREGHEROTY, S TFRERS, BF
BT LBFFEREENT. BIEF CO, MEESRIBRUENME, KABRER CO,
ERMBARNGREHT, LSRR NERNER.

KERAFET KRG, BREEAKRE, ARART 2Rk, ATHNFR
BT TAERES CO AT HBEME, £ CO, MAFERIEF MAER KA
ATHRER.

4.2 WERE S5

SEEOUERE, HEIERA] R,
BIEFEN; CO, EA(BRAE, A 99.9%);
95%ZBE. MiER. EEIPZSHAI4,

4.3 R E

B-290 B E T %58 %+ BUCHI A

722 By R B TEREHSENBRERAT
SFX220 H#EIEF CO, EMER #EI1SCO A7

MAI110 B FRF TEEERENBERAE
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B LA K A2 A3

44 REHE

441 REBTTHRASG

RAEASRABEN R EFEAHRRE, AEFERE_FH242%. B
B KR 2R 572 :)=11.895x+0.091, R =0.9999, X x AWKAE, y K BHIF
#E & WK FE (pg/mL).

442 HBIER CO, EMHEARMNEERE T

B BERAIHBRMANREKBRANRT KM, 445, WEHPRESHE, B
ZTH. BEMRES.

HEHETRETH g BRAERES, EHRITHRERAZTNEKE, MAZERX
B, SERENENMERKBREMESE, TFEER. SHFEARE LN ZEHEERE
ERaRERE, BENFERHLERENFHHEA.

RIERIRFCOMARINF i, BRCRAMHA . FERUEA ZFEHE R EX P
FWEEETRRE, NS ERENCOENRRMETARERN.

45 ER5118

451 XEFIMFEEETREREHRM

45.1.1 REFHNEANE

CO; RIEHMAEY, WHRAET . X2 T RER/ DR SYRIHR R ERTE,
EXREY RN &2 TOROERERE MFEHEENRRFYRZRENKS
W, A—wWkt. B TH KSFE-COBARMNAER, H¥ANTERERAREN.
HAER R AR It 7 A A RAR T RE M, TTHEERNEEEGOERTIAX
B BMEROERETRE. EAWEERET,

A N=ANH ER R R AT FE R L 4, MEMER: &
RS HRS FAMBEAR: XENSTFEREROELART. —8kil, PEXH
FIEIMAX R AMERRZWAK, TEMHEREEEEEARERNRRIFRSHERY
FEMNEEEERDRIEHNERAERENS TRER, DHRERRKEHDTH
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MRS EEOARERTRAENRRE

BHEAERSE. F5b, ERESERAHT, BREREMNRE. EANELENE
B MAKHENE, BREFFERSANEE, WMsBEERRE, WeIEmEREst
BE. EAMBREE.
FEFHEEEIENUAT L EEED: RENSHRRYZ ATREENER
B, KENEFRRMAFNEEN: KERAEERZATRE LRI KEREST
[7: RHERESEDHE: CNEEBRHREEGERRE. EFRZENHETERRK
IR AR, WRFEE. WAENSMNEWN: E&RH. EATVYNAR, &N
ERIFFNEHNGE. RRNE—FHEYELYE, GEERER - KERER,
fEi 2 LREXR,
4.5.1.2 TFEH(95% BRI LRy sE

CO, MAPIRBE(OSUZENIMA, BRT RAMRYE, HkETRENLZEE
Mg, BHTRN. MHdFZBHEF TR, ThSBEHAEHETERE,
WTFERER: A, TSR, BN ENERUESLE-KYE,
FEHEMEREAMETREFRFIERSRNEREARE TET, M FHAHE
BMEM LSBT REFE TS TFEH, FRTFERH, BEHOS%ZEB)FEME
N REEE TRRENZELE 4-1.

o o Lo th
o N E @
t T T

FRWE TR K (%)
o~

-
@

7R R T Ry
RZMMENL M (%

41 ISNCREEMBRIEE

MEA-ITTELE Y, BEECO AT R FF ML G A, REMETHRREHR
i, kF8%fbEn, MEEAZRBERTETFE. ATHERRIERESR
IR FRE T AT, REFRFHHEAERERREOFRT, RRATHREMK, Bk, 8%
AL A A E.
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I3 Tk KSR -2 4112 X

4513 KEF(TE)RENIEE
EHRZEREN RERT TERENZH LE 4-2,

80

-y
o
T

-~
o
T

REWETTHRNE )

o
th

2080 80 70 80 90 100
Z RSB (%)

42 TERENEN

HE4-27 LR, BEEIACOMAAK IR ZERE MMM, FEAFRRER
BiZ M, 3 BIET0%RAER M —MEE. XRETFRERE, ZEAATEEML
FIMGEER.

ZES5BIGFCORET ARG K, WRTHAERERE, KNEEFELENTHE
AR EEMERYE, CRERABRERKTHL, BT REERHEECH,
R, ZBREDE, ATRRSERMENE BRARELASEAR™, FEERMN
L SEKNFE, SEBBEFEZHFEBENEZ, CiEFREMEREHFH,
XHREAET LY TEWZRANTEEEM, BARGS8IER _ABRE, #L
AR ERGHEEERERED), A, TROKETERETHIRRESR, &
WEBE, EAREBCOABEANNRELKART SBER Wy, BEER
NREMRGEHAT, MRT RENERASHY. B, 54 LRERZBERENT0%LRS
&

452 EREHMRABFLIERENOKW

ERES BN ENSETRERK. BEER— M RE2H. BEFRRENES
REMEERYEREPERENTERE, CHEPWIIEDRE,

B, BRESEFREEEREERAFE—DIOFE) T, EREDR
B RS R EWEE AR A E LS. ERENNRIEBRAZHOEE, TE



SRS EEAABEATREENERS S

RBEENOBET A TAGERE, NSRS RAOERET: EREH K
MR ERIRE, TERELEHNSRETR YR RMAEEER EOEE LR 5%
(e B e R R . REIUE A3t B A E TR R AR W L E4-3.

- @
L] o
T

-~
E=]
T

RENETHERE (%)
k-3 [

o
o

50 b v e ey
18 20 22 24 26 28 30 32 34 38
15 71 (MPa)

B 43 FERENNEM

EHE4-30] 41, FE—Re iR R R 40 AT R i ST U A R ) B 2 RE BB T o (A1 KT 4
K, BAREREEEM, FHTRRRMRE. FMEHM20 MPaFtZE30 MPak 5
HRRIRER MR, BAS3.1%EET77.4%; BEEREREN#—SRMM, BERRR
E EARMEETET T,

ERT, JEABEN, REERMENNRUB AEE, EHMAEHEM, fik
EERAEEEX, MASERAEMNET EREFNTTEBEMEX, U, ERE
Bf, ERBREEHOFARERRR, HIMNEEE: TIEAARE—ERESE, W
BERERE D ETEEE, MKEERD, BRE/MATE,

—BREREHNPHOT BREAERTENNEE, RETHENCHE. BEEHS
m, FiEEEEm, BREHEN, TMEE—ERNENUE, BHEREE—EHE, K
NMEREEWEBAENE, EREMENLERTE.

A e AR AR TR B R RE S, 3R S8R AR
¥R, WIRTRANT HEBERN, NARE T RERT TEREZ MERRE,
HHTFR ARG THRN. TRERRGUEED W XTENRES, K HRYS
EARt, REREZESEN TR, RERTTERECED, Bk ERSER
BEMCRAD, EEBRENT BRBEANTARTRI™., EHEHQEX, Fkk
BUREZ R, BT RESHESNEMEE, FATRRM.
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i T RER 2R3

o, MBERER AN EN, HEENHEHINEREAHERERS, #nTER
A, T ERBRYNEREE, NERNRRE—EEW. FEit, SFENEHHLE—E
RIER, EAELEMEDHFEREFNE, SEIEFHTHNE, EREHNE
#£30 MPa.

453 ERRENREABTLRNENEN

ENAFERZEEAENLIBT A - EEEEMEROSH, EHERAROZW
ERRE. KNRENEWATRAFFEREE™: —RFEWREXRIUIRAIEM
W, TERBLRENRRMATREERE, NRERETEROERET: —£
RRUR BRI REB) H FEW, EE BB A SO T S B AR LAY
BB RSHAR MY BUEREER. ERERENRERTTERENERLE4.

175

-~
™
o

SR H R (%)

)
bd
o

b

T T T T T T
45 50 55 0 L 70

#E(C)
4-4 FERBEHTIN

HE4-4T 4, BEERWEREN LA, RRENRREREEM, £60 THLR
—MEAE,

FrueE AT, BEFRENT A, FEPHTRES MR, 4T EAALAELEEM,
A B 6] PR B A A B UL RIS T ORI, WTIERREEREAHA®. TH, BE
) EFE & EREFETHRAERK, ERENE. METRAFETAEFER L
B, B EF, HEBTARARET R, T BREEX, AEREEN, REETL
eSS YR

S AE, MERENARE, RAESTRERK, 2TFEERIED AER
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S BESRARAPRHEOENS S E

—EENRARTRAGE LR, LERLEEANEE, FAFRER. TH, STH
hESEFNGER—MRHBERE, SENERESIECTFENERNY HBE), ER7HE
VEAR ITRAR, BRIE T IRICRE . S R AR AR 21F B irr= Y i BB 2 SRR,
Emrramg. AREREEER 6 C,

4.5.4 XD AN RAFETRTESERE

B ETSAH=APRAEME: HEERARERD R, REM AT 8K
BN BRAPEHT 8o M EBREGT R, R AN R ERT TENEREWLE
4-5.

-~ -]
wn (=]
T 1

-
[-
T

FRBETHERE K

-l
L
——

~
EN

40 60 80 100 120 140 160
® A (min)

N
(=]

M 4-5 P EMER

ME 4-5 ATLAEH, 120 min AREEXIREREIMEM, RRBREREELRE, M
EREMH-PEK, HRFRBKED, BFEFRNELARNRETET V.

KRB TEERRIFFHEN, B THREASHERRIET RFEe, RN EYNEE,
BEE B RIER, #RKERFRES, ENRSNEEEE LEREEBT—
EREG, BTHATREREENFEDTERRBEBMBEINRME, HEHED
BPRE, WRELERFEREE, HRELTRAHEREER, BE~RHEE,
BIERE. GEEEBLHFRMOER, FIAEEN120 minkH.
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T Tl KF W 2AR 3

4.6 pg

BEAEERE, BHEKR CO.XNRERTRNAER: T0%LEAEHH;
JAHEFIRINELH K 8%; FEEUED 30 MPa; ZEUEK 60 'C; FEUARHE) 120 min; EM%&
HTRETHERER 79.2%.
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EHASEEANERRTR ARNERE S E

FLE AERRHERNALREMRIE

5.1 BTid

MRBEY RN BHALEY, FRITERNIEERRRF=YHFAH—4
BEENTE. REXET ORABHEDTHEXERARS, RARERFEEE
BERNRRIEY: OFBTEARBGYRARRR, TLABYKSF RN
ERBEME: XYL, HYEREHARMTER 0P,

FIEHIBERABEREKKE. Blnf COERENHR, SETE, A&
BAABHPLC) AT 4 B %1 &, BEFARENR RN T K, RS Rt TEH
RAE.

52 Hm4

WEAR  ERRERE
KEHEEOLAEH| o > o >

Il RCO,FEM
— |METHR, BIELIRARTTHTY| D

&M
BRRHEETHD| o N | BRREFEAI. )

L4

5.3 SENEZE

53.1 ESMNUVRIBAE

& 566 B TP-1800 PC B 4] AL,
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71 38 Tl K+ A1 i85

5.3.2 L5 IR)ENE

4T Sh YA B3 IR-440 BT ANk, KBr FE A HHIE, H# 400~4000 cm™.

533 EWAHMPLO)E BT

HPLC &4, 4E B TH SCLI0-AVP BB A HEE N (HFBRMUBEFRA
7). B4 & Shim-Pack ODS Cig K (250%4.6 mm;5 pm), ZE5M R #i K % 254 nm,
I RES ¥ A A Masslynx data system.

53.4 BME/REESUMS)SHT

BEMOAMEFE (ESUMS) e

Micromass % Z i i {% (Micromass Limited, UK), B ¥k (ESI—/MS) %
P BHERE 4100V, —HEFLAE 100V, BETFHRE 120 C, BHFEEK 200 C.
BE R 554047 844 4 Masslynx data system(version 3.1,Micromass Limited,UK).

54 ZR5i

54.1 RERPE | WEHETE

UV Eig R 5-2;

IR B4R, 3412cm™ BIBAIRE (vo-r)s 3107 cm™ W-c-p), 1653 cm™ (ve=0)
RHEEERARILHAZ, 1615cm™, 1569 cm™ s 1518 cm™, 1504 em™ (HEF), &
& 5-3;

HPLC £ R WA 5-4;

ESI—/MS: m/z=269.1, RRER [ 1142 TEH 270, RLE 5-5;

BL_b 4% 4 35 55 3 6 K F (Genistein) (I 3R B AP, B HE I HehERAR
(Genistein, M=270), HA4FE&HWHE 5-1 Fix.
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SHASBEOARENTRAFNRRE SR

Ho_ ., &, 0

5t RERIHEHR

20000

.........................................................

15000 | - oooeenenns

-t

_——

1.0000

05000 | ... .

e N Y
mepee-esemesap--rew=s--spsa

[ N T .

0.0000 . : H
200.0 230.0 300.0 350.0 400.0
R (nm)

B s2 BEN I HEMIEEG
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W TR A 3

,8. R,
8-
g o
581 é 5R B
E g B £
|
- Q24 |3
B ;
a
& - ! ’M‘
]
B
3
4000 3500 3000 2500 2000 1500 1000 50
Wavenumber ¢m-1
Bs-3 RENIHISAKEEE
667, 00~
Paidf
. 5
71 -4
532. 80
398. 60
264. 40
i
130. 201
i 8 2
b A'u"? 2 jLL
-4.00 LB UL N LB U B W LU PULELELE PULELEUS FULE R FULELIE FUSLELIS PUSUBLEUN |
0.00 3.00 6.00 9.00 1200 15.00 18.00 21.00 24.00 27.00 ?o.,o
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FRE & #

ELERREU LELRERAER EA B,

1. PUREBARSHAER, UM KERABENRNAERERET, B4R
RERMIER R, BHBRET 248N B 1:8, REAE 1.5h, REURE 25 C,
pHIE 11. EEMHTAEREWBETHRNEN 77.6%.

2. =EMARAMRBASFANETHFEHTHR. R KERIRIE R
EWET ZERTHRINE, ERIUEEER, BERAFEEN (ZERIO. BER CO,
EREMRNER 21.2%, HEEFREKEBRIGEN ZEARREE, XTgEEX
SRRAEBEFSHTHREEREERX, RATERAZIGIRT MA—EEH 8-
KAERFFR, ESBEFAEEGRESDRRE], SR HFIR TR K,
BB CO,EMBERERNARERENIRPEERELHERRKSE.
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o-FEMBKBENRRE, XEBNET—HEX BARENETEHTERRERR-H
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B b B /DR A TR T W IR R I MR, B R REAEN TR, sk
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