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c FB—AH8/—IERK
X (98%) 3mLIZA%/—J)LEMZTIONLE L=t D
d  pH3. bDAER ik
DREEE—1DBDelZ@L,
e ALUTIBK
DHIREE—1DBD fFIZEL,
RERDER
DHRREZE—1DCIZAL,
EEHE
REAEL D, REROERICAVEHMOEEGSREANDDDACRSLEXFHICE
VY., 10O E—H— (RIFTZS5R3) ITAh, KEMZTHAMLE L, ChERAR
BKRET D
HoMLe, pHI. SOBERIONL, ALV OAEK3NL, BT FUDLS gRUY O
BHRILL2mMLE ANTZ100LD KA — FIZ, ABAREEMZ S, $95 EIRE S5 L%,
FR0NMBEL TV RORILLABEKELEDOREZR 2%, 7O00FRILLAED—EEE
Y, LPEOREFT )DL ($BK) FMXTHAKL, RREABSMCH T DBRHEEZRE L.
BREBENSDDACDEZRD S,
E AHMREHEEEOHERZE
DISKYRDEENSRDAICKYARMRERSHEZEHT 5,
L = p— L
AMREHSHE e =P X o R ORDE (L)
P:REEHOLRHI-DDACHE (mg)
X HETECHAW-XEB— A4/ —)LEK=E ()
o) ZIV=N-xA=aF/ A FILERNRAMBREERI TREIAIZID
A PFoafFv—L
(BRFEAEIOTETST7 WF THPLCY &EWLS3,) %—1)
a HERBEZROHR

FHN1 e ZHBMNEZATSROAEDA S/ —IVIZHT IMEEET 2B AL

BHRICEHECEYERY., AP/ —)IL2mLEMZTEZEL, 30D CLITKIRYEE G

e}
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HEBERICESHMETIE OKRIFHN30~40CLT 5,) F2BHEITS. BELI-%. H
HMZERSIABL. KREHNSNLDAEZ / —ILTHIWNAK, EREHREEICERT S,
Bon=2KIEA2/—ILERAVTSILIZERE LELDEHEBRET D,

HERAEZILDSE, FHEEINESTOaFY—ILEEIZE LTI ~5nLENmL.,
O—42Y—TNRL—8—I2EBE LTS COEAETRELENOEET S, BSEXR
DRIEDHDHETCHBY L BERISEBLENS 1 ~5nlCER LD ERBBRL
T35,

HHE, CORBRBRIZEIPMNT, AMBRLHELEQEEICLY, >FO0aFV—LD
E—YPTHRELBEICH-TIE., UTICkSHE (FHEMHEE) ZHICTV. ThE
REBEHET B,

SRR D S 5nLE SR L., BHISAS/ —JL 20l B UK 2nL TEE% L 1-E48
HWHEA—FY 9w DICEAT S, =L, HPLCOAMICEWT Y FOoaFJ—ILOE—
VESHREBOHFEFERALIBEEE. BASFSILUTTHITS, £, ¥ F0a+y
—LDREMEVEEIE, HHBER2NDS5 S 5L 2B X 22 EMEME L TE LS,
FRBEIF. BREEREL. A2/ —)L5NLTHB. BATIZLDET S,

COEEMEA—NYYTE, AE/—LBNLRUAE/ —IL—FE=-TERAS
MLCHEBELIzR, A3/ —L—FVE-—FREREBSNTEHT 3,

D%k, BHLEREOD—F ) —T/NRL—2—[CE%E L TICOHEBLETRELLE
NoBETDEH, BIEZRLICEDDHEFETHABEL-BHHEICHEBLAGLAS INLICERL
HDEHABRBARET B,

b HAEZDHAH
(@) PFRa+V—)UiZHEERRK
o700+ V- )LEES (FES% UL TEAMDED) $0.05 g ZEREICEYIEY.
RVEHAHALETCHAUL-BHBEICAEZLTIMLDLETSRAIATESRELED

(b) 100mMY A BR#EE®R (pH2. 1)
YABZKFFT D LKW 8g RU Y AEE (85%) 3.4nLEKIZEME L T
1,000MLDEEISXAATERELELELD
(©) *B/—IL—TFUEZTERA
2B/ —LRUE 1Mol /L7 VEZFK%E20:80 (V/V) DLLETREELELD
d) *2/—L—TFUE=F7E®KB
A8/ —ILRU28% T VEZFKEH: 5 (V/V) OLETREELELD
(&) EMEHHA—FYYD
BEA A RBEL L TCRLRVENBASKEZCEZ LR VEFV—N—EZLLE
OY FUoRABERHDIVEZTNLEEDORIFENEHEOMEIRRLTEZIDTHSLC
L, Fi-, BEADFIEZ (L1 Omeq g H60mgLAEFEIBE SN T WD IFEICHET HET
HdT &,
c BREROER
S0PV NEERBERLICED S ETHRE L -HBEHE TEREMIZ 1 ~20y
g/MLIZHEES5HAM LR, HPLCERAIAIIAFTHBLIZLDEHP L CTAE
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L. BELEF—VEBICIYBREBREERT 5.

d EEFE
HERBEZHPLCERAIAIIITABL, RLICEBIFLIEHZEELLTHPLC
TRAEL., fRLEBRERNI S TOFY—ILDEERDDZ, L. hSLORE
ZNEE. FRITHESISTE R FYIILDOEEOREEDERIFAMEEET S,

F®42 2700 FV-ILDEEIZEITEHP L COEY

] B HPLCOEH
hI L ODS%ASL (1. D :4.6mm, L : 150mm)
©ZEE Fbr=F1YJ)L:100mMY A BEEEER (pH2.1) : JK=50:10:40 (V/V
V)
BEHERE 1.0mL~min
hSLBE 40°C
HIERE 220nm (U V#RHES)
EAE 10uL

e AMREHEEEOHESRZE
dIZE YRDIEENDRDKICE Y AMBRERSHELZEHT S,
AMBRERIEEE (ng) =P XY X x25
P REEIORDHELTADFTY—ILOEE (mg mL)
X #{HBEEMSSIWL-E (D), 7= L. ERMHEFRLHEE. E1E
HHICHLEZEM) LT 5,
Y  RICEHDLECHAB L -BHETERE LI-8 (L)
(HPLC#%—2)
a HREBEZROFR

HEN 1 c ZFHARRGASAESRICERICEYIEY ., A8/ —)L20~30nL ZERHK
ISHATHZL, BERICESHMHEITE (KEBIF30~40°CET5,) 28T, K
BOLRCEERESFB/OMEBZETL-0. BEREHFEREI<H T, BEBFED
AHZE2BREELTELL, FOBRY Y 1 —SHREBEEREEIORYEBL, FE
TTHEYT D, #E%. EBEEAS/—ILICHEEETI LUV I LA EEAN
THBLELOERBARET D,

HHARDS S, FEEINEL IO+ V—LEEICKELTI~5nESBRL, O—
A)—INKRL—E2—EF#AVTHERBEEERT S, C O, HHBEERDMEIF45°CLL
TLF 3, BIEROESERVBICEHLLETHANL-BEE1 ~SnLISERLELD
FHBRELET B,

BE. CORBRBRICLDIDMT. AMFELS LB EDEEICLY, 2 TOaFV—LD
E—ONTHEBEGISEICH > Td. UTICK St (EEMEHE F#FICTL., ThE
HEBBEHRET S,

HHABRNDSIH1~5nLEFRICAZ/ L2k UK20LTHE QT4 3=
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43 A0S V-IIDEEIZEITEHP L COEHE

v9) LE-ERpEI— Yy DICBAT S, 2, 2 TO3FVIILORENMELNE
EIFMEREDSHENEBASEZEEMH LTIV, ZOBHEIFAREEMBL.
AR/ —ILE5NTEE BATELDET S,

COEBEBEA— R SEAL /) —)L2~3NLRUAL/ —IL—FUE=TFEKRA
2~3nLTHEELEER. A3/ —IL—FUE-FERBI~5nLTHEHT S, HFH. O
T4 A= TN DERIE 20U T TIT S,

ZThE. BHELEREOD—F ) —INKRL—2—FICKYBTERBEEZET S GgE
45°CUT), BEFZRBICEHDLETHRAEL-BEHE1 ~5nLISAEL, HPLCE
B240L3T2BLELDERBERET S,

b HEZOHRH
(@ PF7oa+yJ—)UiZHERRK

v70a3 V- )LEEES (MES% UL TEMDELD) $0.05 g ZEREICEYIERY.
RV EDHHLLETHELBHEICEEL TIOMDELEETISRIATERELED
)
b) 100mMY AE&#EE % (pH2. 1)

HPLC#E—1Db®D®MIZEL,
c) ABR/—I—TFUE_TIERA

HPLC#E—1Db®D(E)IZEL,
d A2/ —IL—TFUE=TIREB

AR ) —ILRU8%TUEZFKEIN: 1 (V/V) OHETEELELD
e) BEH#BHI—LYYD

HPLC#E—1Db®D(EIZEL,
c RBREROER
IR FVINEEREEHP L CORBICEDH D HETHY L BEETRER
DEFEEI RSN D EERHE (BHIZE0.5~50ug /ML OEEHET) TEREEMIZHEL
Lz, HPLCERAI AL A TABLEEDEHPLCTHIEL. BELE—VERE
ICEYRBREREFHERT 5.
EEARE
RERARE, RBIBITFREHFELL L THPLCTHAEL., ERLEBRERMD
27003 V-ILDEERDD, 2L, hSLOAREDERE. THhICHES T =
FLDEIECREEDERFEAELT S,

B B HPLChO%H
h3 L ODS%ZNS5L (FFE3um, 1. D: 3mm, L : 150mm)
2Lz FE,ZFY)L:100mMY AEEFEER (pH2.1) : &k=60:10:30 (V. V
V) RiEFFZ7E =k JL: JK=60: 40
BHERE 1.0mL~min
HSLBRE 40°c
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AFERER
FAE

221nm (XI£195nm, U ViZH28)
1~10puL

e AMREFEHEEEOHEARZE
dICKYRDIEENSRDRAICK Y AMBREREEEZEHT D,
AMBREBSEE (mg) =P XY/ XXZ
P:REEILKDHELTOaFY—ILOEE (mg/mL)
X HHEBRI LB LE-E WD, =L, EHBEFERAN-HEE. FEi#H
HICHLEZEW) LT 5,
Y AN S DERIEGE LIRS TR LI-RBICEDH B
ETHELLBEHEE L), L. BERBEZAVEEE. A4/
—L—TF E—F7REBTHEHLELDEERBEEL-ERIEBRLER
BRITEDHDLHETHIL-BEHEEM) LT 5,
Z KA LDOHEEICHW=A%/—)L& (L)
(HRHYBT RSG5 BT TGC) EWLV5,) E—1)
a HEBRARFORIE
FEN1 g 220 DOBT RIS RIICERICEYIRY ., K10mL %40 % T3I0% Rk HE
S5, CORBICTERSMLEMZ TOREIRE S LA OB L., #HEHERSI
2BFHEELIT, REEHOMOTE O THEVRAL, 2 EDFRE FHE200m.D
BIRISROITHBL. KIMEUTZE 50 ZENZ T EEOHMHEIEEEZITS. 2K
#0—42)—INRL—F—(CEBF LT COBBLETRELELAS, HHT410mLI
HAETEET S, ChiTKkEMZITHONET S, ChEFVWETHSLALICMZ, 10
PERET D, TWELTHSLISEHFHBZRYMIF., MILT 12 EMR TRESH
%, BHEFEO—4)—T/NKL—4—I2EF L TOCHFBETHRE LGN SEET
5, BBEEFMILIT U IONLTHEML, 1ML B FHB/EMY S FEEFERZI L UATILE
ZASLIZIONL MinDEETNERBET 5, BERIC, BFBIFIL—A~FHY
BEonLEBELIE., ChEMBIFILINLTAEL, BHEE0—4)—I /KL
— 3 —CEBELTCHDBBLETHBRELENCBET D, BEETF LN THRELEN
LEMLISERLI-LDEHBRERLT S,
b HEZOHAH
(@) P70a+vJ—)UiZ#ERR
HPLCX—1DbMD@ICEL, =2L, TRZICEDDHLLETRHRL =S
LHBEDIE T LEHBZDIDET S,
() EEBIFIL-—SoO~XH Uik
BEBIFILERUSPO0ATHUE2 3 (VV) OUHETREELELED
() YUATFILEZ=—hFL
FEARFCEFR T FILIONLTHREL-E, BICMLIINMLTHELZED
c BREROER
270 aF YV NEERERET b CTEREMIZIO~50ug mLICHEE LSS L
#%. GCTHIEL., BEREHERT S,
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EEH*
HBRERE. RUITHBITLEHEZRELLTCGCTREL, ERL-BERNISS T
AFV-ILDEEZRDD,

=44 70O

OFYV—ILDEEIZEFTEGCOEH

|

GCOEH

B

p]

N
B~

AN

=5

ESG

u\

FAZE

FADRE

5% 7T AFILRYSOFH%0.25uma—FT 4T LB Y
hE¥xvESUHSL (1. D:0.32mm, L :30m)

FEBH# 60°C. 1min— (20°C/min) —240°C. 10min— (20°C“min)
—260°C

AFYy bk

250°C

B 2REE

AGTYITAR

HiEMax L F L XIE+10°C
He 30mL~min

FYYTFTHR
PRBEH R
B
FAZ

He 2mL/minX(345cm/ s

Ks+F 30mL/min, ZE&  370mL/min
FID

2uL

e

AMREHEEEOHELE

dIZEYRDIEENORDHAICE YAMREFEFEEZEHT 5,

(GC#k—2)
ABRBRDIAR

a

AMREXEEE (ng) =P x5
P BEEIOROELTOaFY—ILDE (mg)

HPLCZE—2®MalcmLl, =L, [RQICEDHDDLETHIALLBHE &HB

()

F. (7o) EHRHBZEHEDET B,

b
(a)

b)

)

<

HEEOHY

LIRSV AZEERE
HPLCE—20b®D@IZAL. ==L, HRAICEHDLLETHRE L -BEIHH
LHBDE. [T ) ERAPBEZZEDET S,
BRI FIL—0O~XYRRK
GCE—1DbD B IZEL,
VOAFIVEZAS L
GCE—1Db®D () IZAEL,

BEROER

GCE—1DclZRAL,

Wb

GCE—1MDdIZEL,
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e XHREHEHEDHESE
dICKYRDIEENSRDRAICK Y AMBREREEEZEHT D,
AMREESEE (mg) =P XY/ XXZ

P:RBEENMNORDE-ITOFY—IILDREE (mg mL)

X HHEBRI LB LEZE WD, 2L, EHBEEFANIHEEE. EiEH
BICELEEW) LT 5,

Y BRSNS RLELOERBEEL - RS EBBLETE R DS
mb), =L, EEMEZRAWV-HEE. A3/ —IL—TFUE=TER
BTAHLEIDZREHEL-BIEARLI-TEL OEML) EF
%o

Z KA LOHEEICHW=A%/ —)L& (L)

B 435898 FYF
(HPLC#%—1)
a HRERBAZROHAH
RHENE cZHBMNE=ZATSROICEREIZEYRY., SDAFILRILKEFS K (DM
SO) snERHEEAKICETFLEE,. T4/ —)L50~100mLEMATEREEL., 1EBEC
EICKKIRYBELGACBERICK HHMETIE OKEIEH40°CLT 5,) & 3BT,
BHELEZ. HHEYWERSIA2BIIEEHIT. ABEHMDIE / —ILTHEVRALD,
HHEEOA—R)—TINRL—2—IZEEBE LTI CREBETHRELELNS., BETHRS
nLICH2FETEES 5. ChELENDIR/—ITHERLEER. /nDeET75XaIC
BL.IZ/—LTEBELELELDERBERET D,
b HEDHAH
135907 FIZEERRK
4354907 FEEER lEL% LU ETHRANDL D) $0.05s ZEHICEYRY.
IR/ —)LISRBELCOMLDEE TS RATERELEDD
c RBREROER
435907 FEEERREZBEMICS ~0ug nLIcAZES55ML (=L, &
BRBODERENRERN OANZBEEICIE. REBROBREZANTELNTED,).
HPLCERIZAIWNATABLEIDEHPLCTAIEL. BREfRFERT 5,
d EEFE
HESBEHPLCERIA NS TAAL, RBICHBITLEHEEZELLTHPLC
TAEL. R LEBREBIOAIFIOT) FDEEZRD S,
T4 A3590T) FOFEICHEITHHPLCOEYE

E B HPLCOEH
hI A ODS%ABDSL (1. D :4.6mm, L : 150mm)
©®HMHE FEb=FYJ:7K=60:40 (V/V)
BEIHETE 1. 0mL~min
hSLEBE 40°c
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AERR
FAE

271nm (U ViEHEs)
10uL

e ARHREHEHEDHESE
dIZk YRDI-ENSLRDRITK Y AHBREHEEEFEHT S,
AMRERIEFE (mg) =P x25
P BREBIOROIE=-AZIF 0T FDEE (mg mL)
(HPLC#%—2)
a HEBRBEZRORER

AN g HRNE=ZATSRIETERAGELASRERFICEEICEYEY., 7
b= r1YJL20~30MLEEREICIHZTEEZL., BRIRYBEGACEBERICKSHET
B2 OKEBIF#40°cL 3 5,) F2BRMITS. KED LR OBEREFBOBEREEITS
-8, BERBHEEHEICH TESBEOEHEF 2BEALLTELL., Z0®. HS5
AEBRBERBERESGR/OOBYE L., ERTTHET S, sHEH%R. LERETEF=
FPUNICTHEEETHL )TN EEAVTHBLI-LOEMEBRRET S,

HHBSENSH1~6nZPRLO—42 Y —INKRL—42—%ZAVCREREERE
T35, COE. HHEBEDOMEBIFISCUTLET D, BEEDESETERF=FYILEK
£1:1 (V/V) OHETCREELESHE1~5nLISEMRLELOERBIRET S,

BHE, CORBBRIZLIPMT, AMBPLGEEDEEIZLY. 134907 FD
E—YAFBEELBSICH-TIE. UTICL2BH (OHEEHEHMEE) ZFIZITUL.
TNEHRBRARET D,

HHBRD S bHenLzEl, 200mgDEHEE<Y I R L, 400mgD P S AHMA 27=15mLdD
TSRAFYIRREY YL TIVIZMZ =D EERT D, /N1 TILZEI0REEL RY
BE%., 1BHB#ET S, 1~3nDLEREIRL. BEREEET 5, REED
BEE. . F7ErZRYIEKETL 1 (VSV) OEHETEELELED 1 ~3nLISEE
L. HPLCERIAILETHBLELDERBRRET S,

b HEQHAH

(@ 43507 FEBERK
HPLCE—1®DbICEL, =L, (T4 /=)L) LHBDIE. [FEE=FYIL
EKEL1 1 (V) OHETREELEBRE LHEABEZD2DET S,

b)) FB7UEZYHLBER
59. bmmo | FFEE2. 74 ¢ KB TF40. 5mmo | FEET7 > E = L2 .55 g % IKIZAfE L T1, 000mL
NEET7SRAIATERELELD

c BREROER

1254987 FEZERBETER=FJIEKRET 1 (V/V) DHETES
BB CTREROEREISER SN D BETE (X (F0.5~50u g M OREFHET)
TEREMICAZ LB, HPLCERAIAINEZTHHALEZLDEHPLCTAIEL, &
ERFERT S,

d EEAHE
HERRE, RIITIBTFIEHZIELEL L THPLCTAEL., B LEBEELND
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435907 FOEERHB. HP L COFEHEA I Fo DT FOREFRELIEIC
AREELEREFEF T 5EMENSLRLYBRETE-HI STV ERIET B,

RBEOISIVIL EHF—FITHY DICHEQLGVERTHOERIALEL T HH.

438907 FORBEFRMEETEBEE (A) 2100%TEET S DET D, i
75 L TXEN G TNIL RIOBENEBREICHEHTFEBET o E- DV LEFERI & K]

ELTEBRLTHEENCELT D, L. WS LORABREDEE. ThISHSBEE
(A) OF7EF=F)ILOEECHEFDERILAIGEE T B,
RI6 435907 FOEEICHEITHAHPLCOEH

] B HPLCOEH
hoL ODSZHNTL FFE3Sum, I. D: 3mm, L : 150mm)
LIk (A) ZEFZFYJL K : FBET7 UEZHLEER (100mM, pH3.5) =
20:70:10

(B) FEr=FYJ : BT E=DLEERZ=90: 10
TSIV R 0—13% A :100%., B: 0%

13—14% A :100%—0%. B : 0%—100%

14—29% A : 0%. B :100%
A

29—30% : 0%—100%. B : 100%— 0%
30—45% A :100%. B: 0%

BEERE 0.4~0.6mL~min

HhSLEE 40°c

HERE 271nm (U VEHE)

FAE 10uL

e AMREHEHEDHESE
dIZEYRDIEEADRDKITEYAMREREFEZEHT 5.
AMREHREFE (mg) =P XY /XXZ
P REHRANLRHIEAIFIOT) FORE (mg mb)
X RN SWMLIEZE M), =L, SBBEEHRBBZEANIESE.

BERLELBRDE ML) &5,
Y HHBBRNOSER L ERERBEEL RS ESBLETE A=Y

EXKET1 1 (VAV) OEETREELEBZEE (L), =L, S8E
ERHEZERANCEEE, FRLELBRERREE LIRS ERMELE

FEEZFRYJIEKET 1 (VSV) OEHETESLEBREE (L) &

R
Z AMALQHEEICAWNETE = Y JLE (L)
AEEHX (B35, F4%. F6EHR
(B&)
AEEHR (56 5 &E/R)

RIEEHX (3%, F4%.
(B&)
AlEEHR= (56 5 &ER)
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(B&) (B&)

RILLTILTE FREE RILLTZILTE FEE
HRER SR UNIE LXK [#rEx]

XA & &K # # [#rEx]

E XK IFHBRE YTal—Ya3vEtE
(R&) (B&)

- e

1~3 (B&) 1~3 (B®)
[$rEx]

4 REVLEBZHELEEORTZLTVVEVNDDIZH-TIE., COBRAPD MERSRUNE
Bkl BU TAMGRER 2EMIH &,

5 EAMITHEBRIIEIRBREZFESI VI aL—LavitEEToEEORTELTLANVLD
[2H-oTIE. SOk IEXHIFHRE 24BITH &,

6 (B

7 FERLLTZILTE FREBFTHIEZENORTEL TRV DIZH > TIE. S OBKPIE

FA#ERIENER 4RI &,
8

8

(B%)
WMARIZH-TIE, 8lihdbod, CoHkXd IWEE] & TWAE] £F52¢,

0 (B

—_

4 FEHHABEHESOIaAL—2avitBEET EEORTZLTOVEVEDICH->TIE. 2D
B Mo 3al—avitd) #48K3T52L,

5 (B

6 FERILLTILTE FREBFITHIEDRTZLTVEVEDIZH>TIE. CZOHKKSp M1E
REERISDESE) s4BTHI L,

7 (B

8 HARICIH-TIE., ZIhdbhiod ., COKkKd IWEE] & MAZE] £F52&,

9 (E)
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