T aI D B—7 )T Y UF U HIERE

MSATEOEN BMOKPEHE Zetdire > 7 —  RER HEf

[IZC&HIZ)

B—27 U7 hFH Tk, RECHKGET DAL a0 haT /A4 RaFEO—FET, v
2 INAAELSFEENTEY U, ZOREFEIAENTEY I VAIRISNLTrEXY I AL L
TOBEPMOITND, £, EFFREIC LD MIFHIRE &2 OAETEEERORAE U 2 7 ORI
BERH 5 Z & 279 b M ARBRIZE Y B-27 V7 FH o F U oBEN ~BH-Y 3mg Ll ETH
HYre. EREEE L Lo B ORFFHERI RN 5 5 Z i S Tng 9,

B—27 U7 bXHoF UL, —mIc=H ) —VETHH L7z, = A7 URE LTHEL TS B

— 7 VT hXH T 0% 1T Al L TIIK#E
L7, Bk a~ 75 7 CHIESNT
W5, 77, HTIC 11 o _FEES o
1) Z&B, 2L ORMEENFET S,
a2y I AUHETE, &TOEERN B
TUATHDLA—NVET AL LTEDEL
DFIELCTOVDH, D2 B AR (5cis,
9-cis, 13-cis %) HLHAELTWVD, TNHEE
BEIR7 a~ 7T 72K > THRl- ERET D
72DI2iE, BE NV T arTF A I e U
FIAC30) & FehE LT ohT 7 & T LT
PATOMERNH D, L, AARRSFELERSY
FORBIORIEED T FIEIZB TR, 47
27 L) b U B U(C18) & FetE LT
GINTH T L WT, BEAZ SRR PICE &
ENTWD, RAETH, A7 ¥ 7 vUub
U B UCL8) TR LT=00Th 7 K% W
T, EWIEFERBRIC L 0 242 R L= HE
EVERN TS, (K2)

NN X X

1 B—=V YT rERHUFUoDIEER
(5F= : 552.85)
€= EREID)!

1. FEBRas . - s

AEHER (28)
<30gL vufu—L—x& /) — ¥ 15 mL
Wik hU 75 10g

filit (k& 5 5y HIx3[ml)

B EE (1500 rpm, 553 [#])

R B0gLvnfn—L—x% ) —/LyEHE 50 mL)

4yH (10 mL)

600 /L AFafl U 7 L 1 mL
i /AL (70°C, 30min)

—10 gL {kF kU 7 4 20 mL

—A4 V)T ia—L 5mbL
Y —FEE L (9: )R 12 mL

fit (R & 5 543 fIx3ml)

Lo (1600 rpm, 555 i)

TRIEEE &5 (40 °C, JE T + 2R HE)

ER (=& /) —)5mL)

iRk a~ 2777 (HPLC)
2 SWrHEO7a—Fr—k

2Ry b (JIS R 3505 ICHETHZ 7 A A, MFOREEO0.5 mL, 1 mL, 2 mL, 2.5 mL,

5 mL %0'10 mL)

7T Xa JIS R 3505 IZHET A7 T A A, MFOVEE S5 mL. 10 mL, 20 mL., 25 mL,

50 mL }%7*100 mL)
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s AR Y H— (JIS R 3505 IHET 527 T A A)

- BHAE ALy b

< IRAY—)LEAN Yy B

c BP—h—

- mVE (FE 50 mLFEEON T ARO O TEAPAED S D, 730, e Tt noElic
Lo cEsbo, FHIE LT, BADOLO, HEHRNIRNARNZ &2 T 5, alHio
252 HWDEATL. PTFE SO ARSI M OGN EORRIRIZIED & DD/ & 2 2 B
DAHFT=b D, BEDHDE W D5EIINAEM OGEREIMEN -0, R L TERIEEITS. )

- TLENLC

<7 T A= (100 mL OFE@Ed 0 Abt)

s TAAR—YTNALY Y (FE2 mL x5 mL, =%/ —/UZiED & 2 RER)

AT T T A NE— (T 4 VB —DERERRIFROUSIRD A L7 PTFE 8o 6 0T, 42
7230.20 pm LA TFO (D, )

« ATV (NEHEERE O & O SAIANEERERE DA Y — M, TV AT D, 2Dt
% K%, PTFE #3 PTFE Ta—F 4 7 &N-HD, )

WL OEEED 1 em T, AREIYIT 452 nm TEVIEEMEAZHE B AT —T ) UIZIHED &
DMEDLD, HFEOLONREE LYY, )

- KFE

cEREEA s n~ 757 (HPLC) (EER 7, BESEE, hT 2 (W aA4—T2) | %
SRR CERR SR (455 nm OWOEEZRFE AR/ H D) KO — X MEEE 2 2 T\ 5
HD, )

< PIORESE OEEDY 1 em OWILE VA EECTE DIV LA —%{F 4, 452 nm (Z31)
HWHEZERETEZDHHD, )

- 7— et yt— EEERHEICRIRETE LD, Va——IFh— T —=FATD
REVTAP—ELHNTH L, )

- ETROA (01 mg DHTETEDLZENTEXLHHD, )

cmg—X ) —T R L—H—

Rl

s RVT w7 A FY—

CfRE SR ([ EEEAERE 5 5

- s (FEEHEL IR 400 Xg CELOEENTE S H0, )

cEDVERAROA (EVEOE RN, T 208l DEBEOTFRFE (A—7—I2Xb

FENFI2 D, TFIRAVNNT VAR [T UG U RAFEEDE %) NThHZ LA &EDZ L
DTEDLHD, )
- JHIRAKAE (70 CITIREEREN FTREZR B D, )

cerir—L Rk

- K ) —) (BEk)

- /K (JIS KO557 IZHUET 5 A3 L EOED H D)
< KBV 7 A (k)

Bt vl NURVNNRCE: 9]



HifE R U A (Refk)

< 2- TN —)L (k)

AT (B

- fEiET T (Rrk)

- &R (995 WL EOHED LD, )

c AR =)V (@R v~ 877 7 H)

- ranafvs (@ERkE7 av 777 H)

VLI TFURET AL EIL (97.0 YL EORMIED LD, )
- il —T L (k)

c B=2 VT XY UTF UL (A —H—IC L OMEDPHEES N TND LD, EflED H DA
PELLY, )

3. PR
1) fhH R
30 glL vufa—NL—x% ) —/ERIR
vrfa—% 30 gL L7b Koy ) — MBS 5, ESERELZDO. et
(T D, B LUTZHOIER LR, )
- 600 g/L /KB U 7 LK
KEALA U D 5% 600 g/l & 702 X OITHHEI LN KIS 5, OKER(Ll U o LETRfR
T 5 & ETE, WRDFEEAAT D & & BITHNEMED T ANFET D DT, KK TR HHI LN
5 KT 7 FREOHSK D IVIEFT CIEEATT O, )
- 10 gL ¥k bV 7 LOKIRIK
HbF N U O L% 10 g/l 722 X O KSR 5,
s - —FER T T VIRIK (9°1)
n-~F 2 900 mL (ZHEIET T L 100 mL 2%, 1RET 5,

2) HPLC &@hH
c AB )= aaVANRR (96:4) (50 pg/mL VLI FUEET A L ELVER)

AH ) —)L960 mL 2/ VUV FUEET AL EIL0.05 g ZVAfiE L, 7 B a it 40 mL & NZ
BET %,

3) B—7 U7 X T ARG

« B—27 U "XV UT AERERR

(D #EHT2 B—2 V7 b FUEREROREIIS U T, B —2 V7 M F U OEEEN 10
pg/mLFEE L7258 (B —7 V7 hd T U488 A 1 mg T 554513100 mL) Of
Wr—T Ve A AL A —ZHWTEY LD,

2 1 mLEEDAMT—T VE f—27 U7 h¥V T UL A S T RE N BT D,

(3) Wi ©— I —SH T AEAET DA o Tl ik - T & A= —7 /L 1 mL F2EE 2
TE— IS eiATe, AMT=—T MIE BN RO 725 TRV IET, R0 ofai—
—T )V B — 5 AND,

@) Wi HBMEHEE T, g B—27 V7 b F U ERERRE 5, ERERRIE, 30
‘C~-20 ‘CTHRITFT D,
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- WS E AR AR ORI ONFHERIR D B — 27 U 7 bt o F R ORI

1) B—7 V7 YT U EREER 2 mL 2Ry b AW CEMICERR L, 10 mL 04
w77 AHENT S, WE, EHTAEEE Ry NAOVERT 7 Aa2ZHLTHLEN, 2
DL & WEEREFIEYERED B—2 V) 7 FE o FUPREN 2 pg/mL FEE L7205 X ) 7R
BEOHLDOERND, T L TR Z VD553, FiRE R ETHE L, IRVIEE
TH—& Licth, U HWD, ZOLEREMDROL5EIE. AT T 07 42 —%
TAHR LT, RBUCHWD, E2086, WOCEERE FREHERIE K O HPLC FREHERIRIL
[l—D AU HFREAIT O,

Q) FT—T L AERT T ANNERETNZTER L, RVIBETEET 5, ZHEWEEH
TEFIREEIR & T 5

(3) T 2 R ORIEE e > T, DN OERE H O LD AT E | HiE%
LZEMSETHRL, WEKEE 452 nm I[ZRET D,

(@) *HHEEEL S L TRMTm—T /L2 AR 2 L A3 R ORI B & O A 0 128
NEOR

(5) WP T FAEEHAEY A 2 NIV % S W RS O YR i & | WO A IE 5, kR
R} & RS E R A TRl — OV L % O CHRIET B8 A . TR P ey
RO LV OWNBEZ 533000 LTtk WOGEEIE FSHEAIR & AN D, kR & ROEEER)
TE PRI A 3870 DB V2 IO TREE T 255413, JEPRERRIZE Ch 5 2 L AR
SNT=bDOEHND, WOLEORIEIL, W CEERE SRR O A L7 BIT(T 9,

6 Rk, B—27 U7 bFY o F ABHERIEORE 2K D,

BHERRD B —2 U7 o F U iRE Qpg/mL)=A x 10000,2386 x Va2, Vi
A UEEERIE FIEEHERIE D 452 nm (231 DG
2386 : E 1 %, HHEE 1 em (2B B —27 U7 F T OWHREK
Vi 2 B ERERIE PSRRI OFREU S LIz 2 ey hOFE (mL)
Va : EEIE I E AR OFRBU ] L= 27 7 A a0 & (ml)

- HPLC R

1) B—7 V7 bV T AR A 1 OF 1l HPLC FEMERRICIG U CH 2 o E
DOEREEAy M AWTIERICEVERY , 2B 7 7 222t 5,

(2) EBHRAATHERRIIZONNIRE AT, Ahe—T VAR S5,

(3 1 mLEEEDxTY ) — N E/ad T 7 AaDONEEETN NS AND, T T 7 Aaxfase
MZIRVIEE, B—2 V7 bRV o F U2 IE D, Neh b L5613, BEltdess
AT 10 FOIREEEE S 2 D QIR S 5, TRikE /SR —L ey MEZWT, 10
%5 1> HPLC FEHERIRITIG U SO EORET 7 22K T, Ttk 3~4 [EligD
KT, HEIZGUTEATAEEE Ny NIRRT I Aa2ERLTHLEN, Zokx, *
NENOHPLC FEEHERIED B — 27 ) 7 b F RN E 1 OF LIOMREL 25 X 57
REOLDOEHNS,

@) =% ) —NEBT T AATERE TMATERL, RVIEETEAET S,

B) WREA LT T T 4 NE—HHNTAE L, A TIUIAND, Zihs HPLC FIREHERIK
L35,

(6) HPLC FlEHssic 4. T8 L7=2 02 HPLC |2 X AMIEATTH/ARV AL, -30 C~-20 °C
CRAET %, A7 L7z HPLC AFHEARIT, IE RICEIRICRE T, 20 & &, NEWIWIH L
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TWEEAIE, AT v 7 ZAIF—E2 O TES L, LELDS U CBHIRESs2 VT
NE VRS T T, AT T2 7 4 NE—FHNTAIR LTIk, JIEETT ),
(D AUz kv, HPLC FUEAERROIEIE 2R D,
HPLC FEREARD B —27 V7 & F U Qug/mL)=C x Vs, V4
C: UG D B —2 U7 Yo F U EE(g/mL)
Vs i L7 2E e~y hOREmL)
Vi L= 2E T 7 A adREmL)
HPLC AR 2 dR3 D40, W e AR AR A s U, e 21 LT
FEAEIER DYRFE 2 K6 D, HPLC FIEYEAIR OFHEN L, Wt RS E R HERI OFREL L Y
WSEEEDORIE & R HIZAT 9,

&1 HPLC FARE AR DA

55 11 o524 %5 31
HPLCHIFAER IR RPNy FOFE BT T ATDKRE

(mL) (mL)

@O (2 pg/mLARY) 1 5

@ (1 pg/mLAEY) 1 10

® (0.5 pg/mLAHY) 0.5 10

@ (0.25 pg/mlLAHY) 0.5 20

4) HPLC /#r4tt

BT A NEE4.6 mm, £X 150 mm OAT L RAEIZ, KL 3 pm~5 pm DA 7 X T IL
UM (C18) ZAVFHNTHEA L= U BV EFIE L= b D, (0 T LA E T 2548
X, BEICHWD ST A L [E CFshEgl & FetE L= b o,
- T AR 40 C
- BEFEFGE © 1.5 mL/min
- Bt © 455 nm
- AR : 20 pL
CBEE : AF ) — L —Zaadks (964) 1B (50 png/mL VL FUBET AL ELVEA)
B HIRSRE A F - B ERRERE A E h— Mo 75 —) 2T 254 SREREIX 20C L 15,
- 1EIOSGHRHEEL, B — a7 VS H-IE T AR E 2, (20 /3FRED)
- HPLC OVERERER « IEIX. LA TFOIEBIZOWTRHGR LTI T 9,
(@) _—RAT A OEEN  BE LTRESR TR S B L & R—RA T A L OEENHIEC
HREMRIRNT & BB D,
(b) EEFRSA : HPLC AEMEREOAIE LIz &, B—2 VT hEI o FrOv T Fn, /
A XD 105U ETHD Z & 28T 5,
J AR BT ORIBIZBIT =R T4 O, B —27 HlRO 20 (EORIZIT 5 H1E
FORKIE L e/ MEOZDIGFURD 12 % ) A XET 5,
STFIN A RDEKEE FMEE DFEZN—AT A L, XR=AT A b E—Y
Ny FETCORESEZ T I NET D,



(=R =T
1. fhit

D BEPEANREARE LI, 7— Nt o 52 VT 5, B L7-atkiE, e
CEBRET 2, R L7 A 3RS IR T AT, LR N T T AT
DFERRBZRTAI, —20 CLLTCRIFT D, IRMF LTCRUEH IR, 2 » H DINICEBRI A
Do

2) B—2 VT "¥Y o TF AL T EIIEL EFENTNDT20, BB — L 705 X H Ik IR
THOEIT 5, BRI 2 g ZmO0FIC@& VY . BIES 0.1 mg OHTE Tiodkd 5, #fsh
FIOBNE, sEE LYE O OSPEITAE LWL IR T 5,

3) 30g/L Euiu—L—x¥ ) —VRE 15 mL % A ALY VA —55 FWTRD IR | mOEIC
Mz %, Wil MY s (K 10 g ZE0EITNZ 5,

4) mOVEICHAREAE LT IRE 98 Th R LSIRE 975,

5) OO E 72 D E DI L2, mVERROAE AW CEEEZ &S, MEITIG
UT30gL vt aliu——xk ) — VR EWVEIINZ T, B EAZ mOSROF AR

&5,
6) /g CHIGRE LINERE 400 xg (BHEHAE 16 cm DA, 1500 rpm) FEEET 5 43 fihm Loy
179,

T) ELE AR OE N CIHRE L, EEORERIE R OWiET N U U ARALRNE 21T, /SR
— ey MW TEAD FEREZ, 50 mL O&RT7 7 2228, miE 2 RbICE
JA72E LT, AIREZRIRY BRI 5,

8) 30 gL E'ah— /LRI 15 mL % A AL ) A2 FNTERY IR . mIVEIINz 5, 4
~7) EFRRICHIN 24TV, BB E 2T T A 2 2hbE b,

9) HHHEMEZ R 1 [BHT 9, &3t 3 BIOMHEMEE1T S,

10) 30 gL B’ i — URikA SR T I A T E TN TER L, BV IRETREET 5,

11) 287 7 A DK 10 mL 228 vy M2 AW CTIERIZE D Y | midE (litEdE
THNZHO L3RI 0) ITHEHTT 5,

12) 600 g/L /KfeftAr V 7 /KR 1 mL ZBBA L~y MEZRWTEOMEIDM A, s Lz
%, MRS NEIDMTAE LR & 9 ITERR00N T, IR RSB DRI L 725 £ TRV IR
w5,

18) EOME 2 LVE L CISNL T, TOCICRRE LIZIERARIC AL, 30 ST 5, 5 43R
VB ZREONITIR VIRE D, I E 2 O A5 1 INED R K 0 edsbian
ICT D0, VaAr vV T ToR—NT =T ETHIREETET D,

14) mlVEZEOVENL TN TR EE, AEKE AN KEICAILT, Sl E THEAT 5,

15) 10 gLt R U w7 KK 20 mL, 2-72/% 7 —/L 5 mL Ot n-~FH o —FEigT /LR
" (91) 12mL %, TNENARLY o —ELHNTRVIY , BOEITNZ, %z
T 5,

16) BLVE 2 S FIZ U CEICHHBEDIEENE E > TN L 2GR L, [BE > TV A5AT
T THLLIRYEY, BRERRSED, mIEEIRE Y82 HWTS M LIEE 5§
%o

17) EOBEDOBRI & 72 D E DL L2, O EAROCAZ W CEEEE &S, MEITIR
UT 10 gL{ET b U 7 2OKIRE A EVEIONZ T, EEEEZmOEROFFARFIEN & 45,

18) 1w/ CHEHE OIS 400 Xg (BHEYAE 16 cm DFA, 1500 rpm) FREET 5 ZyElE L4y
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BEZ1T D,

19) OB ZEWVENLCICHE L, B0 TEN/ALZRNE I, EEEz/ Ay —L e~y h
ZHWT, R IIBT7 7 AT, FRERIRY FEZEINT 5,

20) n-~FH U —FHETTVRE (9:1) 12mL &2 A AT A —EEHWTERDIRY . mIEIC
Mz %, 16)~19) L[FERITHIH ATV, HEA eI 7 2 aicgdbi b,

21) fHHEEZ IS 1 EHTS, GFF 3RO EEZTT S,

22) 23T T RO Y, o—4 ) —T/NKRL—2—% W T 40°CLLFC 1 mL FEEE
TRIEREE LTtk SERERONIIRE T HE S5,

23) T4 =)L 1mLEEE, 72T 7 AaONEEETN RN S AND, 2T T Aa %50
MR VIS, NEWERIRSE D, RN S DAL, a2 FV T 10 R
ORI A NT TR S D, Tk SAY—N ey M HNT 5 mL OEEY 7 A2l
T, ZOEMEE 3~4 [AlERY KT,

24) TH ) —NEERT T ANINERETMATERL, EVRETRET 5,

25) WWiRE AL T T T 4 NA—EHANTAE L, HPLCIER D/ TIUIAND, Tk
HPLC {FEAHRERAR L+ 5,

26) HPLC {FEAMRERSRITEHIE LT, SR L 724 HIC HPLC IS L AMEETT .,
YHISHIEZAT ) 2 ENTERNEAIL, 30 ‘C~-20 CTHRFEL, LEMUPIZRIEZETT O,
{577 L7= HPLC FEAHRENATDL. I BICREICET, 0k X, REMAWH LT
A, ATy 7 AIXRY—ELHWTRS L, BEIS U CHEERASRZ VT 10 7
MRS 20 R S5, 2Dk, A7 70 7 4 VH—ZHNT A1 L%, HPLC
IZEDMEEAT I,

. HPLC #iliE
1) HPLC JIFEEEHDO~@% HPLC ([ZIEAL, b7z vu= 7T KTHOUWT, 7 — 2 AL
B LR 24T 9,

o T K AR D F RS S RERESE C L 0 B IREE RO DAL, RN RAR D Z LR Y
R—RF A VDR E TR~ DY) FFENEI D Z LR DHT-, 7 a~ N 7T AOJERFERE
5 FWTTRE DSEEN ATV TN D 2 & 2T 5, B DSEENATHOILCWORWEATE, F
LV IEET 5,

c B BEBHBOLND T a V== B DNDZE, RO HER SN ETE. &
NooOE—7HEEEEHL §—27 V7 bV Froe—JHEE 35,

2) HPLC FEEREHEO~@OMRE 248 (0 (2. E—2ZEfEafi () 2L, BEE a0
WESEROBRER (r= a + by Z1EkT D,

3) 1Bk LI-ipEfro B4 BRI XV fgR 5 & & blo, MR (R) 230.990 BLETHD
BT e B Ch D LM L, BERRIROREOHE IV,

4) HPLC AEREREOWIE & LT HPLC HEAHRENARZ HPLC IZHEAT 5, b2
1~ 8T BIOWTT —FRBREEIC L0 FE5 54T 5. HPLC FIEEHEAHR & RIERIC, FEo08
HUNATONTWD Z &2 L, MBS CTEES 5,

5) HPLC FIE#ERGD B —27 ) 7 hH o F oo —7 MRN8 s —2 % g8 —7
V7 hEPoF o EFEL, B—2 itz R 5, HPLC HEHERIG I\ TR RS A3
RENTHAE, ZNOHOE—7 LR s v —7 omfEEa AR L, B—2 U7k
X F O —rHEfEE T 5,



6) B—27UT XYL TF D —7 | TEREHROIME L — 7 D3 L TV AHEAE. TRDEBY
&5,

+ OO —7 ORE IPIITHELVEGS, B —7 OB LRI TA LB L > TR—2X

TA v EOE—7 % ZOIhEIL, B iEfEE R D,
c RERE—IOT =V TR —T 4 VTG E ST/ NS T B — 0 DY, B =7 ORE
RERE—7 DR L ZfESHH Oy 2 v — 7 hfEE T 5,

7) 2 TRk L Esfit A -V C HPLC JEARRERAIRD B —2 UV 7 FH o F U RE (ng/ml)
Bk D,

8) HPLC {EAHRENRGD B —27 V7 F W F 2N, HPLC ZHEREDOD B —27 U7k
XY UTFUREEZBA TS AE. EREEy N OEET T A% HuT HPLC A HRE!
Wi % HPLC AZHEREOOIRELLT & 725 X AT %, W, HPLC HEHEREDO~@
ORE K OFR L7= HPLC HEARRERAROWE L, HPLC HEARRERARD B —27 V7 |k
X UFUPRE (ugml) ZRD D,

9) HPLC FEAHRERAKD B —2 V7 bt F RN, HPLC EHEEERDD g —27 V7 K
XY T URERG ChH -T2 EIEL, 2EEy NEOVEE Y 7 A3z AT, HPLC A
RERRIED B —27 V) 7 bW T R & 72 DI O HPLC =0 ERiR %9 %, HPL
C HIEHERIRO~@, | U7 & OV HPLC A HRERAR ZHIE L, HPLC
HEAHRERRED B—27 V7 "XV T RE (ugmLl) ZRDD,

100 &Rk v, Ao g7 V7 bV FUoEHE (mgke) #HHT 2,

e B—7 V7 bRV F AR (mgkg) =C x 5 x 5/W
C : HPLC {EAFRRENRIRD B—27 V7 FHoF U BE (ug/mL)
W B (9)

[FObra—ILDRA 2 b - EEA]
1) Uy avuIhrnsavs 7T A0EER 3ITRT,

0016
0014

0012

5.766

000+

0008

Al

0006
0004
0002

000

1.00 200 300 400 500 6.00 700 800 900 10,00
K3 a3 Arnsav 544
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2) a7 A REpHr 58 —MINZITC KD 0fRERALET 2 72 DITHEEAD T 7 A4 BhH
WHILDA, AHIZBW T, AL TRRICBO TRICHERMSE RN IREETH 5720,
BHADH T AEEE D,

3) ﬁ%%ﬁ@ﬁo% &, M ARER (RETFR, REA TR, AT AH~A7, &

%) wAEML, BETE HBRENTSGITTITI,

4) wﬁmi©$U6%ﬁﬁ\%%@ﬁm_%o%@@_%ﬁﬁéo

5) TH /) —)b, 27N =)L nonF o ROWHBET T UE, SEKMEDREW D, KKUSIHER
T2,

6) 7 mudL AR, EEAEERD 5720, BINREITHH Lauy,

) KEREA VU T DIRRDS RS E LT AE, B BICEEOK TR T,

8) vulu—L—xX ) —VERIE, A - RIS LTIZGE, T 5 LIRBaE a5
7D, RN - HE T 2179,

EZp G|
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