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Wit — Atk B T T — .

[0102] PR3

[0103] X IV LA W BRI NS Re gk Jm DA 21K VAL &9 . R AR mic
JRER 2 IR TR, PLidk 2 GOR TR o AT S5 7 VAR TE = FF 2 P RE e S5 S A7 AE T A8 A I ),
51 I S A AR L o DU U M I S0 B e — PR SRR AL S L B AL B R S A A, I
AR

[0104] 2 ZRIA SR 5 VAAFRTE = F 5L ke AT AE T A8 AR JR50), 4 s o il A0 2R Bk
AL BRI SR B S —20 . S5 DERREE — 20, AL HE{E A J5im), ) an &40 B R
B = CERAR S S AL, Lk S AV B BRI R o i . A T VAL &) 43 2, AR Kb B
JREARIER o AR T30 IV ALE4, I8 JG5RIE H mT LAY 1 BER i — £ 8 BE/R Y AT A,
RIEZ) 2 BEIRM B - 4 6 FE/R M, BARIEL 3. 5- 41 5 BE/R M . X VAL SRR A
I3 IR R L RN R R TR R A IR B E DR R 4- FURF IR L. 7EILIE
ST T, X VG R RGN NS R PR

[0105]
'E/,’I/, CO,H
{ >0
NH, v

[ot06]  ZPEE 3 W RN ATEZ) 30°C — 24 65°C, PLiL%) 40°C - 29 65°C, BALIEL 55°C - &4
65°C IV FHET L 16 /N Ek B3 2 Y 58 o

[o107] ¥4

[o108] X VALEWM R R EE R P Ry LIS R VI (&, A1ER R EE 2
L RTIR R, AEA T IV AR S, TR S ET AR E T ALY 0.9 BEIR & - 49 1. 8 BB
IR AT, UL 0.9 FE/R Y& - 2 1.3 R/ Y&, SRS | B/R Y& - 29 1. 2 FEIRY

=

Ho

[0109]  SBUR 4 [{ R R A[TEL) —25°C — £ T0°C, ARI%Z) -5°C - £ 50°C, FARILL) 15°C - 4
30°CHIEAE FHATA 20- 25 90 M e8I Bk,

[o110]  BIR5 -

(01111 S5 4 12 VT P03k TEWPO {636 /U M U S BB S5 ) 2 4R 1 55
AL LR R b prs s VIT AL &4 -

[0112]
N

(/~CH
NHCbz VI

[0113] DI AE AL NI L HT I —Foft 53 2 b (R AL 00T — Fof i, A0 751 - BT 4R 5] )
PR A AL G IR 2, 2, 6, 6- DU T2 —1- WRiE 254028 (TEMPO) Fl<g g Ik (3L

12
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G B IR I JE T LA Naw Ky Li 55 ), FH AR R e R S AR FH 4R S04 ) 1) o Sl B B B
PSR« AXT TV LAY, A LAZY 0. 2- 29 10 BE/R U EA A, RIEZ) 1- 4
5 IR M B, BARIEL 1- 29 1.5 BER M E . Al o i A R S ) AL S B ey i) 4 gk
Bt~ O BEE s B B S0 DU SRS . U SE 55 5 5 B, B B 2 2R . R, =
AR L LRV EUREE BRI, B0 LR L1565 TN 5 LR IRSE, Fo e ), i in THE Z5A1
MR A . IR EIEEEE T, B O R NN AR AW, [N IR S YIHFEZ 30
BN E 2 RNV SE AR R VIT LS.

[0114] D6 :

[0115]  BfiJ5 R°OH I A B 5 & X VIT AL Wi b LA R VITT A& 4. AEXE
TR VIT L&Y, v A ROH [ &85 T LUR ) 1 R Y & - 240 10 IR Y &, kY
| IR M - 205 IR Y &, AR 1- 2 3 BEIR & . ¥ AT ok 2 (1) R°OH, 4 5t R*0H
SR> TR, A5 AR AE A RPOH &, s VIT WA WHEAT 70 TR LG 20 VT
WEY. 77T WAL E P SR M A N AT 3 AEAFERRE R, R VIT4LE
WA VITT LAY (Hd R = H) , b5 AS 5350 5 S8 W B 7K A5 B ] AR 2 1k , 41
i -

[0116]

7 NG
L=
CBz CBz

[0117)  fEARRE ST Z s sUVIT A& 4 IR AL B AEEAL 735 W AL G A VITT AL
Yo BREAE R SE i A5 HURR  TEWLIR AN 5 ST, DR A LECENLIR . A G ToHLIR
BR b 5245 o R AR AR i, 90 1 Amber Lyst 15,80, R HPO, o 438 7 MR F) =l R il i 491 45
PRI o 2R IR TR TR 5 T IR = TR % o ARX T VIT A&, Bl
BT DU L 0. 01 BEAR 4 Ik — 20 3 /R Y B, DRI 24 0. 5 BER Y Bk — 24 1. 5 AR B
FRIEL) 0.9- 20 L L BEUR R WAL FIATAT L B R -

[0118] LI 6 (IR M ATFEZ 10°C — £ 80°C, fRIEL 20°C — £ 40°C, FARIEL 30°C -4
40°C IR FE N IT 4 2-16 /DBl B 3 SOV 58 il

[o119]  JDERT -

(01201 JLER6 M VITT AL Atk H 40 (R UL, 4 = P 25 e e 2 i A s L
PITES TRV P AL B AL ARSI DX A A TR VITT AL S, — FE PRk 2L w L
W EGEALBR  ER LU 2 1 BRI - 2 3 BUR i (IR LY 1.1 IR E - £y 2 UK
M, FRIEA 1. 2- 4 14 PR R AR AR B AR SEBLAE 1 1, 1 =R R TH
LR LB PEe R R E S SR BUT A s B TR &4 IRIEH R EAS 1,
Ly 1= =9 P 2R THE . #2028 S 5 5, PR AEAG R, 4 0 = SR AL BRI I 490 =9 7
M2\ = AL bR — 9 R R IR | SnCl, S5k

(0121 25 BR 7 I e N AT AE 29 40 °C - #4525 °C, L IE £ 30 C - £ 0°C, AL ik
£ -25°C — 2 ~15°C R FREATEY 1. 5 /NI B B S5 o

13
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[0122]  LHE8(a) -

[0123] [ AP IR 7 (I IX LSRR T I MOR® BAFR B2 TX (1) fA K i 4, M A
R 2 G b Ao AR T2 X540, B T B0 MOR® FR 85 ] LR 24 2 /R 2 i - 24 8 JiE
IR, L) 3 BE/R R - 20 6 /KR, ALILSY 4 BRI - 4 5 B E

[0124] B3R 8(a) ) Jx N A £F £ —25°C — 24 25 °C, {4 -20°C - £ 10 °C, H AL ik
24 ~15°C = 21 ~10°C ¥ BE FEATZ 2-3 /N B3 S 56 Pl

[0125] LI 8b -

[0126] LR 8(a) M IX (1) HADATIRA E KBRS AT LIS R A X BRI GW. 1E
LS 77 %, X IX Q) MG WEATIR AN G /K IR PERE SRt , Foh e R AR T X
IX() A&, Bt H AR A5 v LR 24 2 BEJR MR - 2 8 R M i, IRk 4 3 /R Y
- 206 BRI, HARIE LY 4 BRI E - 4 5 UK,

[0127] 5 B 8(b) M) X N AT £ 45 —20°C - £ 20 °C, fR £ 4 -15C -4 15°C, F L ik
2y -5°C — 24 —15 CHIR AL T REAT 2T 9 /NN sl 3 S I 58 Ao

[o128]  ftIEFEHILIES

[o120] K IXALAWHBRIE S /K ROH EHKAR IS B XA 4. fEULEPERIZIR S o,
R B4R (C,-C) ek, TR (CC)) K, Bk (C-C) kedk. MM T DXL a,
JiTAt I IK) RPOH 25 n] DL 2 2 FE/R i - 24 8 /R i, (L2 3 /R — 4 6 E/R
B, HALEL 4 BER SR - 4 5 ERG A

[0130]  {EALELFEMILIR 8 TPty RN AT AELY 25°C - £ 65°C, fLIEL 40°C - £ 65°C, AR
29 45°C — 29 55°C KRB T HEAT Y 10 /NI B E 31 S WY 58 Ao

[o131]  JBIR9 .

[0132] X X A& WTE & & w7 P AE Pd-C 774 FAE 30-180psi, L% 50-100psi, F ALk
70-80psi A/ FIARY LA RN [ ALE1 . & G m) Al B S A0 5 S Sl sk 1- 7T
WEo ZMRW] FHVEMEALT, W SFAE T, ARX 38 T A &4, ZIRVTLURZ 0. 2 BE/R M & - 4 10
IR AT T, LR 2 1 BE/R 0 - 20 5 R B, BRI A | /RS E - 4 3 R
Chz LRI 3E AL e 0 i SRR 25, Boe fRAPEE IR EE T 2R IR R 25 B IR 9 KU N AT AEZY
5°C — £ 40°C, RIEL 10°C - £ 30°C, FAREL 15°C - £ 25°CHHRE T IATY 2 /N E
I N6 o

[0133]1 A TALEWWIAE R #hor &, 7T 5 TG WIE R IR Y S0 A0 158 3 I L 0 P 4788
B2 A- SURTRIR AR S X T LIk R W N &5

[0134]
N

v,
:’//,

r:\/--cogcu-i3
N

\ - HCl
H

[0135]  FRALL T Al PR il St ] ATE— 25 Ul A I o X A USRS B3 B 8 )52 X A
K N R SAT V2 e AR BSCAR TR R SRR AN S N A A o BT AT IR e AR AL B
AR I AEA B B RS ARV TR A

14
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[0136]  SLjf

[0137]  BRAESTAULHH, fEan B SERtif] h an M 45 HA rdk & X -
[0138] mp =&/

[0139]  MHz =Jki#k

[0140] Min =%%F

[0141]  NMR =#ZHEILHR 6

[0142] mlL =27}

[0143] g =77

[0144]  THF = PU&Wend

[0145]  DMSO = — HIEL PN,

[0146]  MTBE = HFL AU T Lk

[0147] h =/pH

[0148] IPA =R

[0149]  TEMPO = 2,2,6,6- P& —1- DRIE FE48 3%

[0150]  TMSCN = — A 3L FREfe e L)

[0151] Eq 8K equiv =4 &

[0152]  BF,. Et,0 = = & ALANEE S

[0153] EtOAc =Z BBk

[0154]  NaOMe = A4

[0155]  MeOH = Fi

[o156]  SEifEfsl] 15X 1T 4k Sl 24

[0157]1  ZPBR 1. [3,3- S -1, 2- BRASE RIR Il ] -
[0158] & B 1 1 J7 £ & T M. J. Milewska %%, Tetrahedron :Asymmetry, ((1996),7,
3169-3180) .

[0159]

—_— COzH —
FEI1 B2
EtO,C HOC

[0160] £ 20°C % L LG (163. 1g) FEAE (600mL) A I+ L 9 AR &N
[ A S B R B (KMnO,) (472. 7g) , FERRIR AN KMnO, Ji= , 48 & AL TEECE B B S I — 1
2 19 KMnO,.o £E 11158 KMnO, i, Se WR G FHERE 2 /N, Bl R 1 g o [ A4 B8 DR T B (450mLL)
PRI, AT TR R 5 AR Y (NayS0,) (364. 3g) TRfr, [ KRG W) LN 30%
R (H,50,) (960mL) H, R B IR FF EAK T~ 65°Co MM L LB (EtOAc) (1000mL) , Vi
e C i, 7R, 7J<J:' HI EtOAc (600mL) L& 5 I 1A MU JE Kb B4k 58
W4 2 WRY) (158. 6g) o T 45 % Z AL BN (NaOH) (240mL) 17K (100mL) 7F 85°C
NALERLY 30 7B, B S IR G WAL A 30% IR (49 300mL)  MRALE pH 3, Bt DH]

EtOAc (450mL) $2HL =K . & FFHA HUZE FH To/K IR BR BN 145, K 45152 caronic IR (162. 6g) ,
15
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MM - F X - SRR A . 'H NVR (400MHz, CD,0D) X - A4 44 6 1. 26 (s, 3H) ,

1. 40 (s, 3H) , 1. 96 (s, 2H) ;3% - S 6 1.32(s,6H), 2. 19 (s, 2H) »

[o161] Pt T KR D IR 1 ek 510 -

[0162]  [] 40-45°C T [ 2 FF IR £ (200g) 7ETAEE (1200mL) Hr [ EL 10 AMAHSE &

TN FE A B R R (KMnO,) (580g) , FERFK I KMnO, Ji , 4 A A= T &, B S5 InN R —

B B 1K) KMnO,o 7EHNSE KMnO, J5, R INVIRE W HEHE 4 /N, 72 RNVIR G A HI 22 10C )G,

IIAZK (1200mL) o 15 B3 EHE R BV RSN (600g) FHZK (600mL) FIVE-AHH, A 400mL

IKEEE ¥ s N VR-EIVA IR 10°C, I\ 98 % g (400mL) , BATR)VE AR B E % T 30°C,

J2, K2 REEBCT ZElE (MTBE) (800mL) $2HY, A *ﬂfém"aﬁt R FATATUTRE 7K. M@

WIREHRSE 2 700mL. I MTBE (800mL) , VA W) T RIRAG 24 700mL . K FE A N 312

50°C, JII\ MTBE (800mL) . iﬁ—ﬁ% MTBE ¥4 #1381 10°C, I\ 25% NaOH 3§V (456mL) ,

R R R AR T 25°C. 8K 2, B G E 50°C N Ind, 2 /NG R A A 313 5C,

FH 35% Ehevs i (4 340ml) B4LZ pH 2-3. & /KIREYH EtOAc (1000mL+500mL) +2E %

K, ¥ EtOAc |2 3R 46 222 600mL, bt J5 N 2K (1000mL) » dF— DR IR Gz is il 2 24

600mL S E WD, K BIF A HIE] 5°C, ik 3, yEUHH 100mL B 2RVES o V7= R Tg

733 100g caronic /&, A= - F A - BB EY .

[o163]  UIE 2. [3,3- A -1, 2- BRTAAE —RIRET I % ] -

[o164] £ |21 A T M J.Milewska 2%, Tetrahedron :Asymmetry, (1996),7,

3169-3180,

[0165] &9 /F 250mL LT 11 162. 6g caronic B IIVE-S W) R INFAL) 30 738, Bl Ja ¥ %

R 1EA5 %) 74. 6g caronic fif. "H NMR (400MHz, CDC1,) & 1. 33 (s, 3H), 1. 44 (s, 3H) , 2. 66 (s,

2H) »

[o166]  Cidk A TR KPR 2 17735 B

[0167] & A DT LK™= (caronic fg) (10g) 7EF ZX (35mL) 91 [\ 7E 10 43 %P

PWIIAN = IRET (17. 9mL) , V&AW R A, #AMRI A B 2800 =9 QR AN 2 — 3 LR

P o 49 IS T 100-110°C B, BN BHIN i B 2 (20mL) SR AR 3 /N S, #

TR 220 30mL, JIAN K (7T0mL) , V&AW PRI 212 30mL. &A= T EWI1I%

(AT ES X IR EEE bR IE I 1H NVR 2087 ) efeift— D alifh FH TS 2 158
—PIR.

[ot68]  BF, 2 T AL-A4yml a6 an 43 i i) 5 44k

[o169]  sZjfafsl] 2 -0 1 W EY) .
[0170]
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\, Q
0 i e 2,
o2 3 \%._{ -ﬁ—z——» (—{Oauyl
0 N 7 HN
@ ¥ &R EE o, O A& ¢ Y
O®H(a ) I v
TR
\l -, 7,
ﬁ%3 CO,H &%4 EII/ é’ll/ C(O)H 3 )
OH e R OH ﬁ_ % 5 ORZ
—_ F e N
\H, v NHCbz NH-P e | .
Y1 vil EtOH via
R:=HH T
4 OCH; 5 % \/
T CN £ B 59
\ N
Cbz Loz L - HO
X IX() I
l EHET RS T

01711 D1
[0172]  J5ikA
[0173]  WEFAN TTALEY (HSZRER 1, P8R 2, 7775 B I 10g caronic R ) K
(29 30mL) S I MTBE (110mL) FIZEJE g (22. 5g) o KRG WA HIZE] -30°C, A
WETAREEE (6. 5mL) , B AR EREE 2 -30°C. 18 /NG, KRS IR 0°C, I 2N 2hi
(69.5mL) . 73)E,H mz’émﬁﬁm (2x50mL) Peig, B o Eh 7K (50mL) Wi — R, A HLE IR &
Wi 224 20-30mL, 1] Ho A i MTBE (200mL) o BRSSPI, IMAEH R) (+)—a - I
[z (8. 2g) 7E MTBE (100mL) "R VRAWIAE 5 /N N GRIZVAEIR] 0°C, 1 /DI, I 98 A
TFV WCER P[] 44 FH MTBE (2x30mL) PR IR, 78 40 CIETHR 2 3 /M1 21 TTT AL 59
ik
[0174] 'H NMR(400MHz, CDCl,) 6 1.02(s,3H),1.32(s, 3H), 1. 46-1. 55 (m, 5H) , 4. 23 (m,
1H) , 4. 41 (m, 1H) , 4. 55 (m, 1H) , 5. 18-5. 32 (m, 2H) , 5. 91 (m, 1H) , 7. 25-7. 49 (m, 5H) ,
8. 40 (brs, 3H) ;"°C NMR(400MHz, CDC1,) 6 15.9,22.0,24.9,28. 3,31. 1, 36.4,50.9,64. 8,
117.6,126.7,127.8,128.7,132.8,141. 0, 170. 4,175. 0,
[0175] ﬁY£ B:
[0176]  [maX IT 454 (10g) FINAZEJEE (23g), /G AT (100mL) o F415 2 K2R
BHAHIR] -30°C 2 -25°C, MG ZERE (7. 3mL) , AR fRFFELAE AL -30°C 24 -25°C. 18 /)
N}, RS IR 20°C, NN 2N EhEg (71. 4mL) 5y /2, /K2 H MTBE (40mL) $#2HL, & Jf
A LT 10 % SUAL BT (2x50mL) Padsk . A WL IRk 48 2245 25-30mL, I\ R
Z% (100mL) FTMTBE (30mL) , V&G M#ARI 65°C. A (R) () —a - FEERIZ (8. 72) , IREW
1E 3 /NN GRS EN B 50°C . FEJSIR-GWIAE 3 /NN HIR 20°C, 4 | /M E, i k&
T WCBE IR [H] 44 H MTBE (2x30mL) PE PR IK, Bl AE 60 C T840 12 /433K 111
17
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AP A
[0177] IR 2.
[0178] ¥ 7E MTBE (600mL) A1 2N R ER¥S M (470mL) H = 11T 4654 (100g) VRS

WITE 20-25°CHEFEA 1 /NI, ARG DLRE, 73 BKIZ o ANLUZERZK (400mL+400mL) 3t
BRPRIR A WL RR 4 22 29 200mL, ) S A in A DU SUWERE (THF) 800mL o K 5 ¥k 46 2 24
200mL, Fifi J5 MR ER S (69g) , A 200mL THF M3, AANERE (15mL) F 50T AR
s (75 THE H 8 75% w/w ¥ ) (100g) , 12 /NI, ¥ RONIRA B3 #1212 10°C, i A K
(500mL) , R REFREACT 25°Co LA I 2K (400mL) , B #EVR A Y0 B 2 BT A [ 1A%
filto AEPAR AU, B2 FAKIKE. AVUERH IN BRI (200mL) Pedk, bE 5 HH#
TR IER SN DSk, MK Z 1 pH £E 6. 0-6. 5 (I 80mL) » A HLERAE 60 °C Ik ik 48
£ 200mL, i 5 A ZE (600mL) « SH 2 IV AL S WA TR PR 4G £ 49 150mL, L HE—
Atk T F— k.

[0179]  'H NMR(400MHz, CDC1,) 8 1.10(s,3H), 1. 21 (s, 3H), 1. 67(d, ] = 8Hz, 1H), 1. 75(d,
J = 8Hz,1H),4.42(m, 2H),5. 12 (m, 2H) , 5. 75 (m, 1H) , 6. 44 (brs, 1H) ,6. 96 (brs s, 1H) ;°C
NMR (400MHz, CDC1,) & 4. 8,25.6,27.9,31.1,34.6,64.9,117.8,131.7,170. 1, 170. 9,

[o180] IR 3

[0181]  J5vk A ATHATE THE Hh ) IM LAH %5

[0182]  {EZ) —12°C [ & 4L 8% (1380g) 7E THE 1 ¥ IM VAW P UMEER IR TE -15°C &
5°C AN 98 % il (78g) « MN5E ), MAGHLEF K P IVILAEY (100g) HIH
W IR IR FFRLEEAE -5 C AR 5°Co AE 2 /NS, IOABE AN IM LAH %59 (920g) , S MR &
WAE 1 /NI N EAE MAREI. [FIA 16 NG, R NIRE A HI R -15°C, 212 A
K (147mL) {F 43 E AR FEAE —15 2 5°Co M 25% NaOH (57. 6g) 1 JE R FFE T 25°C,
Bt 5 A 7K (290mL) 1 MTBE (500mL) o R & NVIR A W5 FE 42 /20 5 /NI, i s s V2 v, B
FH MTBE (250mL) ¥E¥%. B HLUEMIK 4 2129 200mL, B\ MTBE (250mL) , H4 H 8¢ I U
ZXHR (62g) 7E MTBE (600mL) 1 [IVREW T o 2 /NI JiE , dk BT B I I vE 420 » AT 4 1 [ A
F MTBE (350mL) %%, i T3 21 VLG4 (102g) [ k. mp :132°C ;""NMR (DMSO—d,,
400MHz) & 3. 61-3. 56 (m, 1H) , 3. 43-3. 38 (m, 1H) , 2. 96-2. 91 (m, LH) , 2. 83-2. 78 (m, 1H) ,
1. 04 (s, 3H) , 1. 01 (s, 3H) , 0. 89-0. 85 (m, 2H) .

[0183]  J7VE B A H7E THF T 2-2. 4M LAH ¥

[0184]  [i{E THF FPf) 2. 2M LAH %W (692mL,3. 0 244 ) Fi AT /K THF ( £ 400mL) , ¥
BRI A ERL -15°Co MR P AEL 1 /DB W12 I ARG ER (42. 3mL, 1.5 4
) IR R SR ROVAR AR T 5°C o 15 B BRI E B E B2 -15°C, 2248 i N AE 7 2R
THE JREP I IV AR (100g 3EPEYIIT, 1. 0 24 ) , BRI fR ¥ ROVAR BEAK T 0°C.
KRG WRAE] 0°C, Bidk 2/ 2 /N, iR R AR IR E . W R NIRA YT IIN 2. 2M %5
% LAH(304mL, 1. 5 298 ) , 13RI B2 N Rl . RAE W IRFFIRE 16 /M, 31
) W i i A A 3 S . B IR -S B AR —15°C, 2213 I A 44 € £ (100g) , 13 B
B 2tg m A K (132mL) , BAR LR EFE AR T 5°Co BEJE I 25% NaOH %9 (51. 8mL) F
K (261mL) , fF BB B SR, Bidt /b 5 /b, b EALER, SEIR R IR AT £ 4
200mL AR, W4a4/ bt Jo FH MTBE (250mL) #ks, 19 2 KR S HEL 5 70 Bhe KW sk

18
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AR FR (62g,1.0 245 ) {E 600mL. MTBE Hh A 4, BARI AR PR IR T 10°C. 13
BIRREHE 10°CHRHEL 2 /DI, 198, 7 U4E 30-40°CEA T2 /D> 4 M3 VAL S
V) (102g,80% FE/RISLE ) &5 dh ] 44

[0185] WA .

[o186]  [H]:BIR 3 (IR VALA Y (100g) 7E EtOAc (500mL) (4x—8x) H IRV I 7E 15-30°C
NARABEERER (100g) (0. 90-1. 3x) £E/K (500mL) I , Bl J5 I N 5L G T R IEE (74. 3¢,
L1345 ) (0.90-1. 2 98 ) . IREWAE 15-30°CHiFE EFI M 5e K (B 20-90 438 ) LA
CEEMARIR2Y 7/

[o187] D5

[o188]  HHEA DI A X VIALEWIEE 7 BK)Z, AFUZHK (500mL) (4x-7x) Pk, bl
JEHIE] 10 2 5°C. [ANEFIMAKEREM (20g) FIRILH (2. 4g) 7E/K (300mL) HH
FEW BE S NN TEMPO (0. 6g) (0. 6-1. 0g) 7E EtOAc (£ 0. 03-0. 1x) H I, B AR FRE &
flXF 10°C. 7E 45-90 BN 5 % IR A TRENAS I (6. 56x,656mL, 1. 2eq. ) , B[R FFRE
610 £ 5°C. JREWFEGEFHEE 20-90 7340 E B S N 52 i LSRR VIT A&

[o189] DK 6 :

[0190]  7EEAA RS M VIT SV BRI ABACHR BR KV, B, 43 B A BRI
KZ o B ANZEAR] 20-30°C, HI/K (500mL) (4x-8x) Pedk. FrAMNE L WS 2 150mL,
HESHBRES, YRS HIE] 20-30°C. A LEE (500mL) (4x-8x) , VIR E A B2, 7F
1 (4 leq.) fEE T MAME R (KT 40°C ) 4 5-15 43 %h, b S Bk R4 2 150mL.
N THE, PPRHERE T EAR T 40°C IR N4, b5 ik45 2 150mL, S A 150mL THF ‘& #t
WEFIAYPERE R L 2 R A8 2 150mL . K5 8K T 0. 1%, EtOH &% &K T 0. 3%« W1 THEE,
AN BN THE, SR W48 B RK S EAM EtOH & &AL TR e E. W EA VIIITLEY, Bk
Tk—paith, | TR — D58, eI B R ISR /& 65-90% o M. W. 289. 376, 'H NMR (400MHz,
DMSO—d,) : 8 7. 32(5H,m) , 5. 05 (3H, m) , 3. 48 (4H, m) , 1. 33 (2H, m) , 1. 03 (3H, m) , 0. 95 (3H, d) ,
0.75(3H, d)» '"H NMR (400 MHz, CD,0D) : 6 7. 32 (5H, m) ,5. 10 (3H, m) , 3. 5 (4H, m) , 1. 33 (2H,
m), 1. 15 (3H, m), 1. 02 (3H, d) ,0. 83 (3H, d) .

[o191] IR T

[0192]  J5VEA :

[0193] i R 2 H PR 6 (a0 VITT AL S 4E 1,1, 1- =5 PRI (250. 0g,
0.96mol, 1. Oeq. ) HFFEL 10°CLEMZ A = & FREL L F ALY (TMSCN) (142. 9g, 1. 44mol ,
1. 5equiv) , MIEMRFHRZACT 25°C. 1Rt BAHIRMNIREW 2L -35Cla, 18 mMA =
WALTNEE 54 (BF,. Et,0) (68. 1g,0. 48mol, 0. bequiv) , IR PR EF e WAIR AR T -30°C . 4331
[RVRAPAE -3 CHEHELT 30 738, Bl Ja K LRSI AR =08, BikE 1 /b miR S 218
IIAEERS (500g) , B G INAAEBREEH ) 10% L18 LBEVETR (2L) , 32N HEE D 2 /)
I o o8 M T, R VR L S IR i 2 B /MR B TRDIRZE P NN FREE (1. 5L) B A3 35 8
IX AL BB 2 0°C.

[0194] J5V£B:

[0195] [ & A 20g Hrb RS2 ZFEMPIR 6 (30 VIIT (&) (leq) FT 40mLTHF %53 7E
27 =15 CHNA 12ml (1. 3eq) TMSCN, VRAG VA E1 2 -20 22 -25°C, bl J5 M 2. 6m1 (0. 3eq) BF,.
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Et,00 fEZIRALT 0.5 /MG, A S VIR G WIFEL 2 /PIHEFAR] 20°CA3 31 IXHLE)
[o196] PEE8(a) :

[0197] & PIR 7 1 IX AV RIE A I 40mL MeOH, #4615 £ 90-96 %6 UK
R IXG) LGP B EFrs /e 120mL MeOH 77, 72213 -15°C, IIAAE MeOH I
38mL (3. 0 24 ) 30 % FEZ 4N (NaOMe) , H IR R EFIR JEAE —10 & -15°C o RNV IRS W) P+
2-3 /NI,

[0198] M. W :270 :*°C NMR(400MHz, CDC1,) : 6 153. 95, 153. 28 ;136. 39, 136. 26 ;128. 99 ;
128.68 ;128. 35 ;128. 33 ;118. 66, 118. 47 ;68. 32,68. 11 ;48. 37,47. 81 ;46. 69,46. 24 ;
32.16,31.23;28. 18 ;27. 26 ;C14 :26. 42 ;20. 09,20. 05 ;12. 57. 1H NMR (CDC1,, 400Hz) :
60.92(3H, d,1.3Hz) ;1.09(3H, s) ;1.59 (1H, m) ;1. 71 (1H, d,7. 3Hz) ;3.55(1H, d of d,
11. 1Hz) ;3. 69 (1H, g, 5. 3Hz) ;4. 46 (1H, d, 23. 5Hz) ;5. 19 (2H, d, 8. 6Hz) ;7. 38 (5H, m) »
[o199]  ZDEE8(b) :

[0200] ¥4 23. 4mL (4 45 ) 36. 5% HC1 A 8 (a) =X IX (1) tb-A 4 LLFEAC pH 2
1=3, ZE ML o, 8 AR R AE -5 & -15°Co R, I B Inf HCL 4845 2 MY A Ji i
pHAE 1-3 Z[f]. 7E -5 & —10°CHitE R MR EW IR )G, IR EWIE LT T LE 20-25°C kR K
i 529 90mL. [FIIRAIIR-AS Y NN 160mL MTBE 1 80mL 7K, 4> 85 A WA TEHLZ , B WG
80mL /K PEH: =K o H MLk B A , Bl f5 ¥ 71 FH MeOH 224, &0 2\ X A5 () MeOH ¥
FEEAEA IR 9 BT ARRALFEAT 2] 90-96 % R [ 2 X LG4

[0201]  m/z (MH). 304. 1552, C NMR (400MHz,CDC1,) : 8 173. 12,172. 96 ;154. 62, 154. 04 ;
137. 07, 136. 98 ;128. 86 ;128. 80 ;128. 33, 128. 32 ;128. 04 ;128. 02 ;67. 40, 67. 34 ;60. 28,
59. 96 ;52. 76,52. 61 ;47. 30, 46. 76 ;32. 46, 31. 48 ;27. 73 ;26. 90, 26. 67 ;19. 84, 19. 80 ;
12.98 ; 'H NMR(CDCl,,400Hz) : 6 0. 98 (3H, d, 1. 8Hz) ;1. 06 (3H, s) ;1.43(2H, m) ;3. 54 (1H,
dd, 11. 1Hz, 10. 6Hz) ;3.63 (1. 5H, s) ;3. 75 (1H, m) ;3. 79 (1. 5H, s) ;4. 26 (1H, d, 23. 8Hz) ;
5.1(2H, m) ;7.32(5H, m) »

[0202]  fRIEFEHIIPIR S -

[0203] ¥ WS (410mL, 5. 7T6mol, 6. 0 XM, Sk A 7EA) B MASH LR T A XA
VIR, RERREACT 25°Co RWIREWHK (35mL, 1. 92mol, 2. 0 & ) AbIH, 13 %
FIVRAYREAT] 50°C, BP0 10 /M. SRR G 0 B 25 R 4 22 e /MR IR 4 W) s it A
MTBE (2L) 1. ¥ 7K (500mL) YEV, 7553 B fa 43 27K 2 MTBE (1L) &E&H. A FFA ML
J2, W4itF 29 (168g 514 it HPLC, 58 % FE/RILER ) -

[0204] m/z (MH). 304. 1552, C NMR (400MHz,CDC1,) : 8 173.12,172. 96 ;154. 62, 154. 04 ;
137.07,136. 98 ;128. 86 ;128. 80 ;128. 33, 128. 32, 128. 04, 128. 02,67. 40,67. 34, 60. 28,
59.96,52. 76,52. 61,47. 30,46. 76, 32. 46, 31. 48, 27. 73, 26. 90, 26. 67, 19. 84, 19. 80,
12.98 ; '"H NMR(CDCl,,400Hz) : 6 0. 98 (3H, d, 1. 8Hz), 1. 06 (3H, s), 1. 43 (2H, m) , 3. 54 (1H,
d of d,11. 1Hz, 10. 6Hz),3. 63 (1. 5H, s) , 3. 75 (1H, m) , 3. 79 (1. 5H, s) , 4. 26 (1H, d, 23. 8Hz) ,
5.1(2H, m),7.32(5H, m) «

[0205] DIXO .

[0206]  JjikA:

[0207] &R XALEY (100g WETED ) F110% Pd-C (50 %3 ) (10g) £ FFEE (600mL)
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VRS VIR FFAE 80psi &/, fE5E U N, i, I JEME AL 7], A EE (160mL) JEdk. UEH
TR ARG 220 150mL, AT AEE (IPA) (500mL) o JRA V) FHR IR IR 48 2240 200mL, 75 K
iR, K E BT 0. 3% (WK &t 0. 3%, IMAB N TPA, VR AW FH RIS ) o
AR E B 0-10°C, [ H P IINAE TPA B ) 5-6N #h R (£ 55-66mL) , 218 A
MTBE (1500mL) LASE = MIUiiE . 1E 515 CHiFEBIFIL 2 /M), b SR IF W, 1838 HH i
FERYIE A, F PR A ATIA H) TPA (20mL) 1T MTBE (200mL) YR-A4PEIE o I [ A5 T g
B3 147, 52 ;70% ) A& 4 'H NMR (400MHz, CD,OD) & 1. 148 (3H, s), 1. 153 (3H, s) ,
1.8(1H, dd, J = 1.5Hz, J = 1.0Hz), 1. 99 (1H, dd, J = 2Hz, J = 7Hz),3.27(1H, dd, J =
9Hz, J = 10Hz) ,3. 74 (1H, dd, ] = THz),3.92(3H, s) ,4. 28 (1H, d, J = 1. 5Hz) »

[0208]  51%B

[0209] K EHA XA @SgimMEYR) LR (28mL) F110% Pd—C(50 % ) (2. 8g) 7E
FEE (112ml) FERREPIRIFAE T0psi SN, MRS NG, I JEMEAL T, INAAE TPA %
WP 56N EhER (19. 6mL) o JREWIRHIRAE, Ii N\ TPA (150mL) , JR G PR IR k4G . 14 H T
HE A3 RN R AE TPA(60mL) He 7R HIFIZ) 10°C 5, I MTBE (450mL) o it & H
DUVE R A4, gk T3 210 TG (12, 1g,64. 5,

[0210] ATk, X T A& n] B 476w EEERI[ US TR HiE R 4145 09/908, 955
F110/052, 386 IR Z LS.

[0211] RV IR, ] R; A SCHEIA R S 77 48 R0 S Tt 9 B AT 2 Bl ek, BRI, B IR IR AN R )
FSe PR, AR Ay D0 STt 77 22 K28 461 o ARSI AN 53 4 OB A P BAEASUR 2 5K P 0 [ R ORS
P ) A A i
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