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1. 2R —FsbEE V5 99. (W REBAKBEOEERELY.

2. BBEBAER 1 HREBERGY, APHEARBRSHEED
BBk YE AT A4S .

3. BMEBERANER 1 WREBRLY, L FEL4H AL
B

4, BHRBBAAZRIHREBERESY, AV A B L 8.

5. MEBEAIER 3 HREREY, LPH_AEREMNEX T
B,

6. ABRFZR 1 HREBREDY ARG &,

. RAIZROH &%, AR, AR, Z8, hHfFE,

8. LhEEVH 99. WM RLEMABHANERBRLO DT HE

9. MEARANZRKSHEM, LT REBLAMERZF LA,

10. HBARAZR 8 AR, ATAHERERAHARRES
I%ER (EE/AR) T 25CRIZ LI EH E D 0.35dL/¢g.

11. b EEVH 99. MR KB EF S SRR EERP
A .

12 #BRAER 11 HEA, L FREBLKERSZ LA,

13. BBRAAZR 11 9E A, HF RS %R & RE 4R
KEW 1%ER (EZ/468)F 25CHZ, 4B ESHE Y 0.35dL/¢.

14, BARAFER 11 GEA, HFFArEEERE M RE AR
FEG 1%ER (EE/4A8) T 25CRE, BHMBEHEY 0.5dL/g.

15, BBARAER 14 GEA, K+ REBAKBERERFLELE,
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CHREHPABR G RERS WAL A

AWFREHEAAH 199941 A 11 8. w5 % 99815440.7 9 F| ¥
FEPHF.

K FRARE,

AR PP BARSBLA A TR KRB/ R T HREFAKEEY 7 HHf
REBHYES, EERGEETEET 99. 0% EESTHREFERFIRLE
#.

X Pk

Fl—B XA TE k@i 8 £ BB EE L

[Atty. Docket No.032358-019], _bif difey EMAEH AL GEE.
ZARE

BLASEEE, AR SR, R, LEUERNATAY, 6T
R AT HAERL N, FILEY R LRE A, 43, 6-=BAKLELHE
BE) B BT HH R0 AR RE) T HEBALGRARE, BN
Fl SR L SUBBR AT Y, SN AIERANAE RETR) %
FERBAE, RLASH LA, X Tt fe L BRSO RESY
BG4 Al bt i, U.S. TP+ 09/064, 844; 09/064, 950;
09/064, 846 ; 09/064,858 ; 09/064,826; 09/064,719; 09/064,862 #=
09/064, 720, 4-3%-F 1998 24 A 23 A4R%, HHAAHALHRE,

BLASEBE s E B R, RBAMENERAAAR, FlAREFfEY
BAY, RERRAH BEREHE s AMRF LRI RGEQG R, &
BERZ S, WA TASHRS RAKBERGLECHRAIRR, 12
R F AR R WA R R BB RS Ry, ERSBMAERT, #HAZER
AAFEVENRSY, wOEEANRSY, FHEERNLEERR, K
AT R TRBRGEITHRRIER, FWARRRTRAES B/ Rim T
BB RAMGRE £ TRBBETHRE. ERSREYTRA GHK
B AAR 2T, ST ROMERGBAERE S LR RARLY, BAA
RIS A A B A S Litf b oM LR 6 T ) R R .

FRGPLAKBE G L& Tk RAMBAN . Hl B KEFRGE
AT HEBEIMAT RN P ELLRL, PALRLER/ATRTE



02147363. 3 oW P E2/12m3

% ¥ (3 Fleche #= Huchette ATAFH “F L3 E: HE&, HEH
f%”, starch/stirke 38(1986)Nr.1, pp26-30 at29); XAFLZ
AW P F4 5 (USP No.3,454,603). 2 X eF 3 REFERELE
THEBA /B LR FHRABERTELHER.

MAPEL BREGFEERA I8 Beck “=BoK . R pEsk-
FHEBWRL CREH % H #% & &E)Y ( Pharmaceutical
Manufacturing International ), p.97-100 at97-98 (1996) ), 4=
REGZERFRTFRGEERRE 9. AFAEAENRFTLEY,
BARKERLHER,

LEZEDNEEMUPETHALETRALI X REMIAITRE, AR
BRIYERABRAOFLEBFTHALZRRESY & R/ ( Fleche #
Huchette, p.29 # USP No. 3, 160, 641 ).

RERABEGEH LI PRERLABEETARG A S TER AN,
AFBRLBTELARAHEORABRITERG T &, iR
TXKFABiL: Hockett FA, (EXRAALFLED, Vol.68, p.930-
935(1946); Cope #» Shen, { X B F £ L) p. 3177-3182(1956) #»
Ojrzanowski ¥ A, {HPHARK), 43(6)p.567-71(1986).

Fo, D-HEERF D-EHERSGFNLK, AIALEKLEFL
RS EREEL KR %EHE Block FAAFE (Acta. Chem. Scan.,
(43) p. 264-268(1989)).

ERABBOWNAPPTADNELETELATHEPLBLY
Defaye ¥ A it (Carb.Res., 205p.191-202(1990)), Defaye FA
AFT ZBAEE, BT 1,4:3,6-—BAK-D-HEERH 1,4:3,6-
ZBRA-D-HHBBHELE L, ERAXRFLAFTEREARE
B, oTE, LHEIXL-_HEHEN.

RUELBACEBHP _BHAKTERGF EH, Feldnann FARY
(USP 4,564,692), 1BREH ERZEMAKBEZIAE 1-205EFKH
ERAT, FERARTLRGHERKERG L.

MR, AP, LEBAL_BTFLARERNKERGSIR
RBARAAS, UERREERANEIFTERIREATER R
HHBaShORARRS TR, AEAPARALREMATHRES
kBRI ATREWHEGSRELRT.
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mER#E, EE—FREBEKER, FEARLTRHRERHHE

LB Tk, MAERKBEERNZEFTREGDTEN.
% PAKLE

AERBERAAF T NKRIEG B, pFERLEFTELH,
BB ELERE, AR AKBEEYLERREFTME. ABL
A FAFRGSE, FHFETURE ZAE M NaBl) L ES
SNWETFHRSHAELETHT. RBREMNIBERELMHOGLE S,
XAR#TRAFTRGEE. AH, AREREBF/RZ RIEKA
PERrBE R EL R TRARKEGHANE B LLE .

AIEAF TR LA, RIRABAER QAR RE L
BREIRONEHBREARZE, KIAFTIFREZT .

FIRALAF TRAZERARKBEHEGRESVWRERZ 7%,
EPRBABEABRERECHHRGEETER, GRABAERESY
HRAAGHETRBRKGBABELRE L, F2 6B XBHAKER
B ERARLS WA R/ KA T 0 R E TG R AE,

FIALRBETAERE T A FAGERAREAFERS DI
A/ T HRAE.,

AEXATRLEEVH 99. KN REBRKERLEHFSEREBREY
P AR . Kk, REBLKBEELF LR, Ktk REXSSY
ARRERY UWER(EE/AKR) T STRIZAKHEBEAHAE S
0. 35dL/g.

AEAEFELEEYH 99. N RERABER LS ELGF -
MEBRTHER. Kk, EORBGREALARXES 105k (£
T/AR)F 25TCTRE, AEHEBESZE DS 0.35dL/g, KL E D
0.5dL/g., kXX A b, 4Lk, REBLAKBE L7 LEHE.

AL AL EH ST EMNIEmPMAE

AEPHFTERBERABBEGRET &, RHEZATH ETIL
ERNGFRAEARA, REFRIHREEHERHABEEELIRIG TS
BEE#iTMI,

EAEAHFET, BRABREIRBA/INKEEHEYTE
s Rt ATIR G, “REMEHE” R EMRE, HKEH 1-4 MER
F, BEAGATE, LERC_BE. BINHERAKBEHEYLEEE )
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2 99%, RAKHFFEY, FHALEELEHN.
AEPHBLAER R EHFAKR —BAKERE, ERAG _FKAESELE
FL A, FomHEE, FXAARE, KAPROBRKEEREALLF LA
BE. BLAKBBNABTUALER REA LA S B TFHed, bt
SHEMILHEFsd, o NaBH, REALEE5ETHA. AK
MEERTEFT, KB BERLERRT, FRMTES 0CTATXR
W, REEY T0C, EARKEY SOCHTHEM. HMABBEHRIFAZ
BRET, ABMAELMEFTToEE, REKEERAMA B HAAK,
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RAXEEAHE, RNELELHE T, RAESEMLY
BFei4usdh, £43% NaBH, , AEERAINRBETHRAES P,
Frmmk®] £5 100C, £t 120C, HEfLik 140C, REHAETH
# 1 EC, MEEM, REFHRERARBERLETES. KkiiE
EEABEBESONB PRT, EBESEABBARFTEN — KX
ShEMP/RELFE TR,

ETERAARAERTELE R T &, TRARKEAKERANIE
BBERY, RATFTH, LEIL-_BERY, EROZERKIK
F 30C, #K#4&F 10C, £HEKKT 0C, REZKT-10C, L3F
R, BFEY 400, TEKEFIHGER, KRAEETLER
BRI THEZETRARBER&E, AERXELLER, £RTHF
EAATPTERETTFR, ETRAR—FTABHBEFELAF/RE
1.

B, TRAFBEABEOREELL. BEFLIER MR
Mot E Xi#fr, FATRAAEMETRXREMERIT, REREXE
WMEAERFLERYRFIRT. —BAAERELGALAERFLEN
HHEATRESHhEIRNREIERSE, REREAPEEGLS
#, BRASCHOEES, EA—RKBXAEALERFARYRREK, 1L
& BRI 5.

ERFEFHGHABHELEESH 99% K&k 99.5% RKEZLE
¥ 99,8%. AFUEERKFTAALR 3 T hEW, ZANBHETE
BB ZABRBELEL, XFALERRPATENRE T ANHESL
K.

LRREBKABEGFTETEAR TS, CTAHTHERK
BEOESEE EFEFAARRLEBRRAT A HEHR R,
FIFR ARG ERAARGPFH T, HFEL ‘2 FERAREOEREE,
SREH R LE,

CHASFOREABBOBE, HEETLEIAREFL, Hitd
BILREHTE, MRETEUS FRTREX S $m L io ik
RO REKE ARIUEEAREBAL/RELEREETLEN
PHOBERAREFE, W TRAAEEIL PHERAOENFEELAE
BEBELAASY, IHRABEZARKEE. RELTLEMNF
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SERABEHF—FTEREAKRIREEE, o TH, LHENL-#
HATR-RER, IHERABRIARERBIXFY, REESELEY
BAESE -V bR £gp/ A EL LR, IHRFIHG S
FRECFTERBREERYGEE, AN THREGBAERERET £
ZHNF &,

HEEP/ A TLAFHAGEARBHOEETARFTAST ], b
FERFBFREOSC)MZ, EMIZKM AST E 928-96 # &, R
FEXAFTERNEOGROCWARARI, —AEREPHAGRTRLK
BRAENFTEARERABEOEE, AN RBIRRELL. K
ABEBGHEENT, TRARKEABHEPEMAXpHRE FALTER
FH.

Plio—Fr it R 54D HSB 2%, AP HEALIRHEES,
BAEEERAELGHIRMERAR, EEERT, EHART H X7,
R M2 0-360 Z W, 04 360 ZAFH, Hieie XH 0(X 360),
Fe b 60, ATHEREEB G, B, BFF). REHpEE (XL
Fok 6BV EBAKMAZA, Flie 0 o 60 TWARE. HPE—K
AHE S A7, RECBRENERKE, EHE 0-100,0 KRLBAEAGE.
EERAEB AT, MO(ZE)H 100(86). RAEEEFHERK
BEowHBEH, BREG)RE 0 REE B BE 100 REAEN, I
g ONEHERAEL.

HFETHEE AAATETHERREABSRMEBANTE,
BHETAEE G TEASEX N TEIRORELR, FAEAKK
BEOLLZALY, BTHSTHAHTHEAKERARHERF, N
BEESAEEXMEERRANEE. AL TRIAEBREZAX
BRFRAMABI /A IREANBEABRAE BTN XRE, ARE
EmARSH e TRARE. BRAEKTES 260C, Fitik 2857,
BREHFABHESEFTORFEETEXRES 41 W, REES 8
Wi, BAFNBARANEREK, REHFEXSHRAREE&RES
Aed B EBRATE, EARSOREFLEREE, RERS.

BRI A BEEGE A UV/vis Akl & KEHILRE,
FAERORKERELIATE S E, CEFHSRRETRARE
Byl i, BABBAERER LY U/ vis A#ERZHEKRE,
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BARGASHABBREALTEES, KARBGARRN AL 20%
EMAE R, RESHMAER I 205 R LA L Scn H R LR T
AEBH UVEMHP: T 224nm &£ X F 50% F 242nm & X F 65%, F
276nm & X F 75% F 400nm & kX T 85%, HKEFT L EHELFE.

BEMNER UV/vis A ELTRAATRERMATRERLARESE
L%, AR ERGYBHAEELEBEOATHLAEEGRSY,
HEHMZRET UV/vis A #EMZ, BARSOBRERZEATLLANGSL
FhK BREBAT ARSI OLREHE, MHNHX KRBT REHR
WHBGEREE, 55 FRHRE.

EREEFE, TUFRHAREALEHLEE S 99% K& 99.5%,
FHRE 99. 8% BLASER, WELETURARMETEER UV/vis L%
B X kB AREN IO E T .

REGBEABETARANESH T, HALZATAFREHR
L%, ARBETIAMNKAEE. BHE—8, LB P-IR
B, wHE-_PREASFSIIA-_TRALEIBRY -8, wiRH
% 3 09/064, 844. 09/064, 826 F 09/064, 720 A7 (¥ F 1998 F 4
%4 23 BRR), 2¥4AEAXH5d,. ZERBTAATHEFEF
&, ik, KM, BB, SEPLE, iR & THE 09/064, 950.
09/064, 846. 09/064, 858. 09/064, 719 & 09/064, 862 Fr & (35 T 1998
$ 44 23 BEX), FELIMIEALHLY. FHARMATEHEAL
BT R FORAREOREA W TRERIEABERSA S EHS
HASREEHE, w5 3REEAK. 2AKE, FSALKK. F4
BEMBEA pER_FIEABIAALL. FRER PTE-_FRERE
FTFE-—RERABE AoLRR pd¥ -_TERESHSAL
P& AZREENMANBE%#—8, »L-BFER.

ATFRREALEH LS, LR THBLLHE, F
REELAZRGLFER, AAVEOELARLBRERAR M,
Bk XA 6 R X5 6 A B LA L6 5 Hfet .

FSd. 2T Pd Tait E1PiP

5 3.4
Foli R e Lk
ERFLEABEAFTRBEABE LR —AFIRERXE, KXEH
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BELGRE, FRATHRFLARRELLE, SXRATATA 1-3.
P aBFAZLHMALY, FARKTANSFEAMHFHE (DSC)
FoF 285CiR K 4 S M EH B HE fRl 2 4 65 56 & HIE.

AkB, AR THARNF EHTREXE.

PSR EL Y PEY,

3% L L% 1300g & A Schlenk R¥ ¥, EFHHFEZETT 80T
BREFECOLH, RERGENPACELXLR, REALLTH, ¥ 1.3
£ ML (NaBH,) i A B 4P, B BiRE 140C, #H R AZ 3
X#H1Ee, TAEZTEREBRLLH.

L5 R4 A NaBH, B, BT &K NaBH, vAs}, FAAXC F£#EH
Fikfo L&k ikian.

MBI LB T FLHF LERE

1400g J¢ L M EM T 600ml FEEF, T-18CKATELFKLA,
HERELE, AL THGISC) )%k, AL TEZAEZTR, ¥
850g (60%) .

ANLBTPELERTALERETH UM LEF EAR.

EXFLELHXBTHETRTRARH, AR LESY

.
iy
REENFLASBERREFZFT T, BATHHRA, H2AR
Ly BLBR A 2 E A dm B B) 285C 4 hut, A, RRELM.
BERME
BEHHSFBEA HSB 6L TIBERIFH LA LB &
ERESW DR BE, L& HSBEE A2 ® M CorelDrav £ 4 W Hewlett
Packard HP-Deskjet 890C # &R HfrpMirhey. AF -4 kT,
EERFE 100, EHAFLESAMEN 25 X3 60, FEUAFR 10
A¥E KO0 X3 100. AF=ART, RPFERFEE 100, EBAF
K EAREM25E8 60, EEUFERI0AME A 03 100. HH
ShbREE, RERFGEFER, TEHMA/KGLAHHL
B, fafofEfo & 58 BAK B AR R

UV/vis X%
UV/vis %% /8 Perkin Elmer Lambda 9UV/vis/NIR & & X #ER *

£4
iE X

10
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A, A 206EEHEFLEARAZMA P HER (Aldrich, Optima
grade), X 960 X /4R EA%E, FLEABERE Scn B ERTF
R, 2R AKAE DR

Wit F X PR (DSC) R SE

BB ASTM E 928-96 (A X 3|44 X)) B FEEH ERER L5
S, 8 DSCT w£B M EXM (Perkin Elmer) TR E.

AR THEAHEERT:

A-Iso = UEARARTFLAFHFEHEGRFLEH, B PHHE
d A EBRAKEHEGEEF X, US £7F5 No.09/-, -[Atty.Docket
No. 032358-019];

BuOH = T &;

C-Isos =Cerestar # ¥ € J+ s 3L 8;

cold recryst =R ®&E S0CEM, £-15CEL S ;

D =#48;

dist =& 1 ECTRERELTENE;

EtOH =7 #;

EtOAc =ZL% L %;

hot recryst =HATHEM®, T 25CEL A

Isos =JF:u L&,

Isos—Ref =J L # 8 (HfL#);

MeOH =Y %%;

(NaBH,) =K % &M% 3% NaBH, A B b B ¢

R=€£&&.

21 HUETHEZASFLARAESHRET &, QELIAF
WA ELBRAIGAEERE. NERA, SL4ERAEBPELRN,
TABIEHEARFHE, AT ELRARARTHEIXCHPEL S, A4
AT % k#EMB ( EhefZH Isos—Ref HH & ).

11
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M

B 45 ZR10/121T

£1 BABSFLARGLE

A% % JE (DSC)

Isos—Ref* 99, 95
C-Isos 98. 79
C-Isos lx recryst. 4 MeOH (¥7E TO%892E %) 99, 20
C-Isos 2x recryst. 4 MeOH 99. 35
C-Isos lx recryst. # MeOH (487 # & &) 98. 95
C-Isos 1x recryst. ¥ EtOH (#&% 50%69 2 3#k) 99, 25
C-Isos 1x recryst. # EtOH (4afeik % ¥k) 98. 77
C-Isos 1x recryst. % EtOH (fafef i) k4| 99.54
b

C-Isos lx recryst. ¥ &5 (P #E k) 99. 65
C-Isos 1x recryst. @8 (x4 405635 %) 99. 92
C-Isos 1x recryst. X AM (Ef A EHRk) 99. 81
C-Isos 1x recryst.# THF (3% H0%&3 & %&k) 99, 72
C-Isos 1x recryst. % THF (S E &) 99. 63
C-Isos 1x recryst. #& BuOH (f&fofk k) 96. 40
C-Isos 1x recryst. BuOH/MeOH (80/20) (4 fo#3|  98.45
#*)

C-Isos 1x dist. 98. 66
C-Isos 1x dist. (NaBH,) 99. 07
C-Isos 1x recryst, ¥ MeOH , Ix dist. 99. 94
C-Isos 1x recryst, % MeOH , Ix dist. (NaBH,)| 99.85
C-Isos 1x dist. (NaBH,) Ix recryst, %4 MeOH cold] 99.10

s X HS AR LARES, SALPARLESRERY
&6, ABRESEE, T 300CEXFHARGER.

12
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BA5 ZR11/123

A2 RBETFTHEZNNFLUEAREALBFRPH ( “EFHAE
BeE g F5 ", [Atty. Docket No.032358-019] (A-Isos), H—X4#&
X6y, RARE)VAFGFTELFOFLAGESEHFTERELEY
S, REATFTEE, SL40AEBPEEATHRXLETELMHE,
TUEHNEHHLEE. ILRAHRLASARKGBRE(Q)RES

AWkKZETARSHERE,
A2 AL UV EHEROATREF LEHY
EAOMEERMZEARF LABGEE
e FLABUVE 2 EH =g
£ (0wt%ER, | gasn
ScmP o)

4| u2 | 276 | 400 |BH|S|B

C-Isos(as received) 02| 1.1 |10 [83.9]4s]|30 {100
C-Isos 2xR (MeOH) 39.4 | 60.1 | 69.3 | 93.8 | 55| 20 | 100
C-Isos 1xR (MeOH) 1xD (NaBH,) | 1.6 | 24.7 | 46.6 | 83.4 | 45 |100| 70
C-lsos 1xD (NaBHOIXR(MeOH) | 5.6 | 57.0 | 73.8 | 95.9 | 50| 10 {100
C-Isos 1xR (E10Ac) 1xD 26 | 182 | 26.8 | 70.6 | 40{ 40 | 100
C-lsos LxR (EtOAC) 1xD IxR (MeOH) | 75.2 | 84.1 | 92.9 | 97.9 | 50| 10 | 100
C-Isos IxR (EtOAc) 1xD 1xR (BtOH) |53.7| 682 | 75.9 | 89.9 | 55| 10 {100
A-Isos 1xD 1xR (MeOH) 236|412 | 59.6 | 93.3 50| 10 | 100

fLof, FLABFHE-TREASSZABBRLHRORE

& .

£ 3 HPRHREGF LA AINRSBEXAEZRHHER,
AMERAMA, RAENEKZFTAAEMEIMEHK, Kk 3
BEETAEE, AFTEXLETELAFEBELSNTEEEXY
BATTARNFRSEE, B THAESY, ETAFLRS

#HXK.

13
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23 AREBEXREGFLEAREE

svee——

E 33 i&%g##%ﬁ

_ 3 )

C-sos ( By H) ) 50 40 100
C-Is0s xR (MeOH) 55 10 100
C-1sos 1xR (EtOH) 55 20 100
C-Isos 1xD 55 20 100
C-aos 1xD (NaBH,) 55 10 100
C-lsos IxR (MeOH) 1xD - 0 100
C-Isos 1xR (McOH) 1xD (NaBH,) 0 100
C-Isos IxD IxR (MeOH) 0 100
C-Isos 1xD (NaBH,) 1xR (McOH) . 0 100
A-Jsos 1XD 55 20 . 100
A-Isos 1xD 1xR (MeOH) 0 100

BiEEE, RAENFLABSEEN S EE, PREGF LA
BB X3 285C A EA HSB &M EI N KX E XN, EMAKATARAR
REPREBELR, ETROEBAFEAITHEASTEC AL KA
B,

MERESE, ARETAETEBREF LEABE LA NaBH,
B RIABITFLERE, PASLELEREBPELLE, FEERA
NaBH,.

AAERBEELELEL LS ERFLABOLERTE LR
e x.

14
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