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BE-Z0C 1IS5- AB K ZATHHEHFERINELER
FIS - "B ZREREDHE  ELARTBERER -
FRIPACRA 125 L B B120- 3% % 8B ¢ 5 wl-H-w
@ B DIEA 130 - £ £ B (Hl w222 25C)FTHHEZRER A
MI353 RZBATRE - A (Bl &) B F 4 B & A (H
%0 )1:1 THF ' R R B S M b Z AR E LA H 140 &
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155 « B RBHE BN AE T HELARAEKREZHLKEK
BE o RIEH AT T NATC IR A 41600
AE—_BaAETRpF ERARBTAB2Y KBEEBE
#» DCM¥ 200, 205 K% H m2,6-— F Aorg » 48 %
BRANNE-IOCELERE AR FRBEBA210- £ZRE
RAM215R A A wwek o IR A wDIEA 220 £ 32 K
JE R A AEH25C T F 225 B K% EHD(H o)1l
THF : EERWV)Y @ #2288 %4 £230- A 1:1 THF :
EFEREBKSEILZRRBERLSAGY  KELTZAMIBTEEMNILE
HATRE2S - B HEREBEREN KD EDCMY £ £ &
NHE R A (Bl 4)70:30E FEH @ AR B ¥ A& L2400 - &
BuE R XRBALUGLEHZIEBEM25 HHBHILE
AN E=Z-BMEY L &2 S wEERKR F250- BEZXHF
BB A ERK Yook Ak 3t i 4T 3 8 255 - M BHT A o 2
BEBRY ABZEBRENAETY  BELEEITRE
260 A AR AR EZRBMW2R200E B RS EHLREZE &
Bk AR o KB A EE T HIEZAE H260 -
AE=ZFHRHAP BERBIENP(EMHMEI)EN AT KR
Poo A Aw2,6-= F AweR c BEHMERAHE-30C - £
A B FRBE  NEBAREELE  FEZERBHZEIL
C- - BHEBRBEERLEFZZB MW ENIPACT o & fol-H-
Wk o KR/ DIEA BHAE22EZ25C THRH¥ZRER S
oo KRB REEZER  BAR M )11 THF ¢ R R ZF 8 2
wBERE LTI KELGAN-1EB B BZEN £
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BAEBITRE - BHAFHENK L EDCMY & £ & &
REMB )6535k kK - ABAZwBERE - ARK @ AR
BEBENR LTRBEOABGLAEMZZFEEEN c HEB%IR
AN E=Z-BMEY $ B HAMmMELEREKRT > B B K
BlEAEH - KRB AESZIOC THBFZLBRAALBL )T » B
B oRARREAKEABRITARARLE - BRBHTHA W E X HF
Bl F > B 22 AHWENRABE P - REMEZERABB—
R IEBATESE BRAAEREIRAMI2ZR 0 BH R
RRBEHBRKRE AAZEZTHSOCHRBELZRLEY -
EABEAF E P THARARE v AFERXE 26 RFERA -
Bl 4o » 2,6-= - = -T A abtog R DIEAT #% £2,6-— F X &t
XU B R THERE AR ST HTREABELER > G
s B EER K Z RS w2,6-=-F =-T H by R2,4,6-

(;ﬁ

= F A bog BR4-= F A B K oo (DMAP) ~ N-F X %5 4 &
Hu AR BARBER H oL «  EAFATEFFTR
AE&E#EARER - ®R(FADIEA)ARZ B (F R @A) F
BIRBERTFTXRLIF -

*1
EHEFERPSN2ZEHBRRE
B A% A R 2
IPAc/DIEA A AP £ AN-1 R AR
DCM/DIEA B EN-1:N-2 2tk % 48 ]
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ACN/DIEA RBE%IZ > thFAK

DMA/DIEA o #R

DMF/DIEA n R

IPAc/Lut RERE » n#

IPAc/TEA %12 > BHEN-1:N-22 b 48 F)
IPAc/NMM RIEEZZ » FHNERN2EHE
THF/TEA J&N-1:N-2 & %

IPAc/DBU 3RE FANAERN2EEE
IPAc/K,CO; SHMRIE  EANERN-2E MR
IPAC/DMAP % BRI

IPAC/ & &k ZATREBL MR

THF/KOtBu 34 B2 AAHPRERN2EBEBR > 44
IPAc/DIEA 33C T REREHG

B REH o B (H 1,8 R EIR[S.4.0]+ — &K -T-
#% (DBU) ~ % 8 ﬁ% (K,CO3) ~ 4-= ¥ £ B % o 2 (DMAP) &
¥ = TENKOIBOAEST IR ALABYTAHEANN2EHEBEL K
BOE L FEE - BB (P = F A wk - TEARNMM)
BRESN2ZREE A YL 2R RN-1IEAN-2E#E B =& - 3
% F % % (#) 9w IPAc~ DME ~ = @ % & % A THF) M &£ R
WA AN AERN-1EEBELARME - £ ADCMR A 1:1L
%3P EME - FEFHMEER¥WDMARDMFE RFE K
& E M 5 B -

BE e THEREMMBWBFEARE BETBRBETHED S
Moo ZREBEFAIIEFEARRERFHMAT AR B
TR FREZRBERAY  RABERD BB - iRk Z
S\2EBRREZHMEBE #£20C 235C » #&422C 233
C > £ #4255C £33C » A& HA28C £30C -
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FHABEY o —H@T o S-BERAKAZWATHERD
oo BplMET o TRADALES-FHAomARS-XAwAK
# o 5-8BRK w4 WA BREAEANHELEN2ER
%o

HEAILE - HBRETHRER I FTELHEZILZAEERE S
T RAREAMLE - ETREHIEZE% 24 B005%F
0.75% B £3,5-=— -85 =T HA-4-824% 7 XBHT)ZHFH ¥
0.5%F E@Ebh Tt - HWALBZEHELIEIS-=-F =T
% -4-3 %2 7% DL-a-42 F & - AR FHAE - BMEAR
Mg ~3-B=-THAA4-BEARXFRX2-F=-T X-4-5&
AXFPRREBEEH - 4 %A #HABHT-

-

FHl RABEZI-—_RARFR-FPRCHBEEZEEREZE()

EHREHTY  ERAR_RTFTR-FRRILHKEAEUEMN
e EnEMEiAisieBRBEa; REGLXRE RE
it AT ¥R o KR XLt E HE B HF A COSY
ROESY - TOCSY » HSQCA HMBC=z & 'H - '’C NMR # &
& % K #

B EBMBMEAOEL)EN A FR(DCM: 25FHA )R F X
(50EH)Y - BHURERLSGMREEZHENRE - ADCM/F
X EA L BLBEABE2R - KEBLLEBRENLHER
Bs (IPAc > 65 H )P » £ H w2,6-— F X328 H)-
A LB HEBRASPHEBERANE-ZO0OC  E£EI05 2R E
BAWZHATFHRHEQIEHA) - BHEZRERSH3I0S

117239.doc -30-



1386413

42 > BABAEARAATHBE - BAIPAC(I0Z 7 )k # 3% ¥
B oo AN jol-H-m o (235%) BE#% Hmw=_FEBAH KT EK
(DIEA > 74 # ) £ EBTHHZRERS M6 B
KB eiTEE - AR 1] THF/ B A8 28 B % H(350%)
T@HibZBRERESY KEREZBRGWSAEMZIBEBEN
(EEN- 12 B2 LTRSS - EZRERENRKD E
DCM¥ t A BN HE AL A6535k K - ABAZXZHBEE &L -
6535k - AMBBIETHRE L RESLEMZ BB
& o

KRG Bt EHENE=-TET A8 (F =-BME -
13.5%)F » B & 125 wik BIR(53% )R 8 Ao 24 B BLIE 3 -
ASZIOCTHBHZENRE B2/ > BK > AERKEHK
AR FLEARRAELBERNFRI2ABEAY - B FER
(1.0F)E» B BA(N0OEH )P ERA2,6-—-F =-THk-4-T XK
RXE(DEP:0.2%)# T A2 - B RBERBEE BN HHEO

EA)FLERBEEZHBRRKE - EEZETTHATCHBZEY
18/~ 8% » 15 2/ 083 A 4 B ¥ 3 - L A4 s % 8 &
COSY - ROESY - TOCSY - HSQC & HMBC =z # 'H ~ "°C
NMR £ & & 3% & #% -

'"H-NMR (DMSO-d6 * 3 3% ¥ 4 B ) : ppm 0.73 (Me, 43);
0.81 (Me, 49); 0.84 (Me, 46); 0.89 (Me, 48); 0.98 (Me, 45);
1.41, 1.05 (CH2, 24); 1.18, 1.10 (CH2, 36); 1.52 (CH, 37);
1.53 (CH2, 12 & 42); 1.59, 1.30 (CH2, 5); 1.41, 1.67 (CH2,

4); 1.11, 1.73 (CH2, 38); 1.21, 1.83 (CH2, 15); 1.21, 1.83
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(CH2, 13); 1.62 (Me, 44); 1.73 (Me, 47); 1.76 (CH, 35);
1.60, 2.09 (CH2, 3); 1.93, 2.21 (CH2, 41); 2.05 (CH, 11);
2.22 (CH, 23); 2.47 (CH, 25); 2.40, 2.77 (CH2, 33); 3.06
(OCH3, 50); 3.16 (OCH3, 51); 3.22, 3.44 (CH2, 6); 3.29
(OCH3, 52); 3.29 (CH, 31); 3.60 (CH, 39), 3.62 (CH, 16);
3.89 (CH, 27); 4.01 (CH, 14); 4.02 (CH, 28); 4.95 (CH, 2);
5.02 (CH, 34); 5.10 (=CH, 30); 5.17 (CH, 40); 5.24 (OH,
28); 5.46 (=CH, 22); 6.09 (=CH, 18); 6.15 (=CH, 21); 6.21
(=CH, 20); 6.42 (=CH, 19); 6.42 (OH, 10), 9.30 (CH, 53) -

'>C NMR (DMSO-d6 » # 3 ¥4 &) : ppm 10.4 (Me, 44);
13.1 (Me, 47); 13.6 (Me, 46); 14.5 (Me, 49); 15.5 (Me, 43
& 48); 20.3 (CH2, 4); 21.6 (Me, 45); 24.4 (CH2, 4); 26.2
(CH2, 12); 26.4 (CH2, 3); 26.8 (CH2, 41); 27.2 (CH2, 42);
29.6 (CH2, 13); 31.6 (CH2, 38), 31.7 (CH, 37); 32.9 (CH,
35); 34.8 (CH, 11); 35.2 (CH, 23); 38.2 (CH2, 36); 39.1
(CH, 25); 39.4 (CH2, 33); 39.6 (CH2, 24), 40.0 (CH2,15); 43.4
(CH2, 6); 45.2 (CH, 31); 50.6 (CH, 2); 55.4 (OCH3, 50);
55.8 (OCH3, 52); 57.0 (OCH3, 52); 55.9 (CH, 40); 66.2
(CH, 14); 73.4 (CH, 34); 75.6 (CH, 28); 77.4 (CH, 39); 82.3
(CH, 16); 85.7 (CH, 27); 99.0 (CH,10); 125.3 (=CH, 30);
127.0 (=CH, 18 & 19); 130.4 (=CH, 21); 132.2 (=CH, 20);
137.2 (=CMe, 29); 137.7 (=CMe, 17); 139.2 (=CH, 22);
144.6 (CH, 53); 167.0 (C=0, 8); 169.1 (C=0, 1); 199.0
(C=0, 9); 207.5 (C=0, 32); 210.7 (C=0, 26) -
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%2
AHBE) IR EABMBBEBEKATHFRIL ) %HE)

b RILEE R 5C(F#) 25°C(% #) 25°C(k E #1) 40°C (% #1)
) n¥s 95.7 95.1 95.5 96.0
233 08.2 95.7 98.0 81.1
118 B 95.0 88.8 91.6 61.9
218 B 95.4 81.6 87.1 37.4
38 R 95.1 69.8 75.5 # 4k
o %3
A4CTHERABARAEBHTZ 2 £ B L R 2 &
BHT 0.0% 0.1% 0.2% 0.5% 1.0%
0:8 97.2 96.7 96.3 96.5 95.9
238 95.2 96.7 96.7 96.5 96.3
433 96.4 97.3 97.5 96.2 96.6
638 96.6 96.8 96.9 95.7 96.1
8if 97.5 96.9 96.9 96.9 96.9
1238 95.9 96.8 96.8 -- 95.5
%4

AA40OCTHERA AR BEREBHTZ A A B X IR/ K

BHT (w/w) 0.1% 0.2% 0.5% 1.0%

) 08 96.7 96.3 96.5 95.9
28 96.5 96.6 9.1 95.4

438 96.9 97.2 96.4 96.4

618 96.1 97.1 95.7 95.6

88 96.2 97.0 96.1 96.5

12:8 95.6 . 95.9 95.8
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