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37.(1R,58,6S)-6-((1R)-1-# T #)-2-[(35)-5-[6-(2- % o k)= 5 [5,1-b] Kk
B-5- s34 AA-1-F ARRFE-2-5-3- AR A KL,
38.(1R,58,68)-6-((1R)-1-% T 3£)-2-[(38,58)-5-[2(Z)-(%k 2 3 [5,1-b] 2E 4 -3-
£y T Ak pE-3- ks A1 P AR R T E-2-H-3-R 8
39.(1R,5S,65)-6-((1R)-1- % T 3% )-1- 7 £.-2-[(3S,55)-5-[2(Z)-(6- 7 Fhook = S
[5,1-b] = 45-3- %) T A ) o -3- R AL ERFE-2-H-3- A LR
i

40.(1R,58,65)-6-((1R)-1- % T % )-1- 7 %.-2-[(3S,55)-5-[2(E)-(6- 7 Bkt
(5,1-b]E = 4-3- %) C A PRER-I- A |AABRRTE2-H3I- 2848
3, e
41.(1R,5S,68)-2-[(3S,58)-5-[6-(2-3- & & 7 )-5-F R wkwk 5[5,1-b]E 4 -
247 Aubs-3-%)5E-6-(IR)-1- 2 L &)-1-F EBRFE2-H-3-R
B

42.(1R,5S,68)-2-[(3S,59)-5-[6-(2- & L %)-5-F Hook o 5F(5,1-b]E e 48 -2-4 ]
P At s -3- KA A 6-(1R)-1-2 L) 1-F RERFE-2-5H-3-R B = K
Yook,

43.(1R,58,68)-6-((1R)-1- % T %)-2-[(38,55)-5-[6-(2- & C3)-5- 7 Aok it
[5,1-b]2E vk 45 -2- 4] 7 Kbk 5-3- AL A-1-F ABRFE22HI-BEE

9



RTPHBE;

44.(1R,55,68)-2-[(35,55)-5-[6-N,N- = 7 & & X 7 s A 7 £-5- 7 Hokod 5f
(5,1-b] K=k 45-2- 4] 7 £bg3-3- K5 A-6-(IR)-1-% L X)-1-F RERF
F2-5%-3-5 88,

45.(1R,5S,6S)-6-((1R)-1-# T 3k )-2-[(3S,58)-5-[6- 7 IS FERFLT LY
(5,1-b] ek 45 2- 4] 7 AubB3E-3- KR E-1-F ARRFE2-H-3-8 8
i

46.(1R,5S,6S)-2-[(38,5S5)-5-[6- & & & A 7 X-5-F ok vk 3[5,1-b] = 45-2-
A7 A E 3-8 A 6-(1R)-1-2 L )-1-F ARK AT H-2-H-3- B 8
i+

47.(1R,5S,65)-6-(1(R)- £ T % )-2-[(3S,58)-5-[2(Z)-(6- ¥ &7k % 5+ [5,1-b] %
wi 2 ) O AR RE-3- R A 1- P AR A F-2-H-3-RB A
48.(1R,55,65)-6-(1(R)- £ T & )-2-[(38,55)-5-[2(E)-(6- 7 Hh ok ok 3 [5,1-b] &
wi 2 3k) O A b-3- R )1 R BERFE-2-H-3- A AR
49.(58,65)-6-(1(R)-# T %)-2-[(35,585)-5-[2(Z)-(6- ¥ Sokk 3f [5,1-b]EE wd -2-
AL R ees e 3- R AR R R A E-2-5-3- R B
'50.(5S,65)-6-(1(R)-# L 3 )-2-[(3S,58)-5-[2(E)-(6- F R ok md 5 [5,1-b] K 4 -2-
) O AR I3 R )RR BEK T F-2-5H-3- R L &
51.(1R,5S,68)-2-[(3S,5S)-5-[ % % 5f [5,1-b] E = -3- % ] ok 8% -3- 3K | BRIk -6-
(1R)-1-% L &)-1- 7 R HENR A F-2-H-3- B 8

52.(1R,5S,6S)-6-((1R)-1-# T &)-1- 7 }-2-[(38,58)-5-[(6- P ekt 5t (5,1-b]
Aok 4)-3- A B tE-3- R AR BER T E-2-H-3- AR LB A
53.(1R,5S,65)-2-[(3S,58)-5-[(6- &% 7 Bt A& 7 Kokod 3t [5,1-b] e 40)-3- 3]
Bt -3- K A -6-(IR)-1-2 CA)1-FPRABERFTE2-H-3-R B AR
3k ‘
54.(1R,5S,6S)-2-[(3S,55)-5-[2-(%k " 3 [5,1-b]E4-2-%) T A s b-3-4
AE-6-(1R)-1-2 LH)1-F AER T H-2-5%-3-2 8
55.(1R,5S,68)-2-[(3S,5S)-5-[2(E)-(6-(A A F & & 7 E)skek F[5,1-b]E 4
2- %) T3k R RS 5-3- KR A-6-(IR)-1-2 L X)-1-F R&RFE-2-5-3-
B Angd;
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56.(1R,5S,65)-2-[(3S,55)-5-[2(Z)-(6-(& X F gt A 7 S yskoek 5 [5,1-b]E 2 4a-
2- %) o3 A e 13- A A A-6-(IR)-1-2 L &)-1-F A2BRFE-2-5-3-
BRSNS E;
57.(1R,SS,GS)-Z-[(3S,SS)-5-[[2(Z)-(6-(i:ﬁs 7 g A 7 i )sked 5F(5,1-b K44
3-3) O3 A s i-3- A AA-6-(1R)-1-% L X)-1-F AR FE-2-5%-3-
$a AahE i,
58.(1R,5S,65)-2-(35,55)-5-[2(E)-(6-(& % F g% 7 sk I (5,1-b]FE -3-
3 L R s 3t-3- 4 ) A -6-((1R)-1-2 Ch)1-P A ERFE2-55-3-8
Buma;
59.(1R,SS,6S)-2-[(3S,SS)-S-[2(E)-(6-(-i.;fs 7 g & ¢ 2)skek 5 ([5,1-b] 2k E-3-
3 ks 1R -3- R A -6-(IR)-1- 2 T H)-1-7 AR EFE-2-H-3- %
B A ohmg i,
60.(1R,5S,65)-2-[(35,55)-5-12(Z)-(6- (£ A 7 B 7 Jtykek 3 [5,1-b] R4
5-3k) 5 sk kg 4E-3- AR -6-((1R)-1- % C3)-1-F LR F E-2- 4 -3-
)tk gk,
61.(1R,5S,6S)-2-[(3S,5S)-5-[2(E)-(6~( 2L 7 a7 K )sked F(5,1-b] R 40
7-3) O g 13- LA -6-(IR)-1-2 L $)-1- 7 KA A T -2-5-3-
gk A sk
62.(1R,SS,GS)-2-[(SS,SS)-S-[Z(E)-(6-(i.;E 7 &5 7 2&)-3- 7 ek 5H(5,1-b]
ok 45 2. 2% ) 296 K S $E-3- A 1A -6-(IR)-1- % T K)-1-F EBENFE-
2-45-3-R B A ahE K | |
63.(1R,5S,6S)-2-[(3S,5S)-5-[2(Z)-(6~( A 7 a8 P RX)-3-7 Aok (5,1-b]
vk .2 %) U5 A s 5-3- A A -6-(IR)-1- 52 L X)-1-F E2BRFE-
2 3%-3-B B Ak i
64.(1R,5S,65)-2-[(35,55)-5-2(E)-(6-(£ £ 7 g4 7 £)-2- 7 ok 5 (5,1-b]
ook 48324 ) 3% A PRA R -3- A )R E-6-((IR)-1-# L X)-1-F ABERFTE-
2-#}'-3-#&&&%&&;
65.(1R,SS,65)-2-[(3S,SS)-5-[2(Z)-(6-(iix v &k 7 2)-2- 7 ok (5,1-b]
ok 4-3- ) O A s R-3- R R A -6-(IR)-1- % LR)1-FRABRFTE-
2-55-3-REARKE,;
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66.(1R,5S,685)-6-(1R)-1-% L X)-1- 7 %-2-[(38,55)-5-(5- 7 SLI K4 [5,1-
b -2-2) F Anbg1t-3- KR AR KA F-2-5-3- R &,
67.(1R,5S,65)-6-((1R)-1-% T %)-1- ¥ %.-2-[(35,58)-5-(6- 7 &-5-F Bk ok
H[5,1-b]E "k 45-2-4) T A 3-3- R AR ER T F-2-H-3- R B &
68.(1R,5S,65)-2-[(35,55)-5-(6- & % 7 8t & 7 3£ -5- 7 sLi ok & 5H(5,1-b] ok
8.2 %) P K aespi-3-A ) A 6-(1R)-1-2 L X)-1- T R ER A F-2-5-3-
g A kgL,

69.(1R,5S,65)-2-[(38,55)-5-(5- &%k " 5 [5,1-b] E 2 -2- %) F Fob s Ix-3- K
A 6-(1R)-1-2 TR )1-F ERERFF-2-5-3-R &
70.(1R,5S,68)-2-[(38,55)-5-(5- &.-6- 7 F ek ok jf [5,1-b] E ok g-2-%)7 A
% 5i-3- R -6-(IR)-1- 2 T 4)-1-F 2R AR FH-2-H-3- R AR B &
71.(1R,5S,68)-2-[(3S,55)-5-(6- & & 7 g K& 7 A-5- R okt if [5,1-b] 25 4 45 -2-
2®) P A BE-3- 5k R A-6-(1R)-1-5 T &)-1- P AR R F F-2-5H-3-R &
38 2,

72.(1R,58,65)-2-[(3S,55)-5-(6-(2- & & 7 & 3k L K)-5- F Aok ek 5t (5,1-b] .3
o 45255 ) P SR 3E-3- 2% R -6-(1R)-1-32 T %)-1- 7 ABRAR A T -2-55-
3-HEgAn A,

73.(1R,55,65)-2-[(38,55)-5-[2(Z)-(6- & % 7 s & 7 J&-5-F ok o 3F[5,1-b]
ek 453 ) O3 A R 55-3- R A -6-(1R)-1-72 T A)-1- F ARR 7 F-
2-5-3-H B A

74.(1R,5S,65)-2-(3S,55)-5-[2(E)-(6- & % 7 & A 7 £-5-F kg 5t (5,1-b]
ok 4.3-24) O3 A R 5o-3- A -6 (IR)-1- T &)-1-F ABER A E-
2-H-3-RE AR L,

75.(1R,5S,6S)-2-[(3S,5S)-5-[2(Z)-(6- . Ahsk mk 5HS,1-b] e 4-3-4) LI X
Wt b-3- KA -6-(1IR)-1-%2 L H)-1-FEABERF F-2-5%-3- B & &;
76.(1R,5S,6S)-6-((1R)-1- 2 T % )-2-[(38,58)-5-[2(Z)-(6-(2- % T )k = 5
[5,1-b] o 4-3-3) L3 R g 5-3- K A E-1-F ABRFE-2-H-3- 28
ZRATHEL;

77.(1R,55,68)-2-[(35,55)-5-[2(Z)-(6-(2- & % 7 s A L Ak if [5,1-b] & =
B.3-1) 05 A A 5-3- KB A-6-(IR)-1-12 T R)1- T ARK A E-2-5-
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3-RmE

78.(1R,55,685)-2-[(3S,55)-5-[2(Z)-(6-(2- & oK)k ed SH[5,1-b]E4-3- 1) T
3 A b s 5o-3- A A -6-((1R)-1-# Ck)1-PEERAFE-2-H-3-28 4
B,

79.(1R,5S,65)-2-[(3S,55)-5-[2(Z)-(6-(2- £ 7@ X ¢ k)ykei(51-bEL
£-3-5) O A s at-3- K A E-6-(IR)-1-2 CR)-1-7 R ERFF-2-F-
3-mB

80.(1R,5S,68)-6-((1R)-1- # L %)-2-((3S,58)-5-[2(2)-(6-(2- % L X&)% ¥
(5,1-b] k= 4-2-%)C t & e dR-3- A s -1- 7 EBERFTE-2-H-3-B8
&

81.(1R,5S,68)-2-[(3S,58)-5-[2(Z)-(6-2- 24 7 sk o Rk [5,1-b]E %
B.2-4) Ok s r-3- kA -6-(1R)-1-2 L A)-1-F R ERFF-2-H-
B LA,

82.(1R,5S,68)-2-[(3S,58)-5-[2(Z)-(6-(2- & o K)o SF(5,1-b] 2 4-2-58) &
K | 5 -3- 3K | #L R -6-(1R)-1- 2 LA)-1-7 R ERFH-2-H-3- A8 %
&k, :
83.(1R,5S,68)-2-((3S,55)-5-[2(E)-(6-(2- & . 3 )skod 5F(5,1-bjE 4 -2- 1) T
B 2k | 7% 3-3- R A -6-(IR)-1- 2 L X)-1-F AERFE2-H-3-A8
k.
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ﬁ,wbmﬁﬁ,%i&i.ﬁ&ﬁ,%&i#&&i;ﬁﬁﬁé&&i,
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WA A, FrRARE. AAFRRE, CueBARPFEALATH—
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Frif i e A ANt iy, KA ETAR, TAEF,
HRBEF-100 CE+S0 CT 47 10 54 £ 24 b i, o AHEHLF M
ATEGLSBAX)HER.
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SHXXXVIIDE FH RSN f4vh, LB, —BR. —7REL
R, PE. X, —RTRASTPREBAREK), QFEERT AR KX (Y
A fLe. AR E. RASRLERF AR, K FRBLK.
CEBABEF), 4ABETF-100 CE+70 CF#A 10 54 £ 24 18, Jost
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Bk, A(O)RIDAFORREERTEHTRTEAEREAR. FIH
ARE “H" B EHL L,

A, REARKT—#ABHasHh, 2454 AXMPADELTH
BREEHHAY. REHBLSHTAEREN.

%fﬁ‘ﬂfibi%-liﬁé}éﬁi&i%ké\%ﬁ.%iﬁ%i?#&—iéﬁitﬁéisﬂma%
BTABARLEBAUSGH M B oRIBERERAF HKREH. N
Miad. KTAB. LHARIZAKRZER).

AEAAERBRSOELARLSWABHBEDITANER SR
HASFXMETHHMNY X, #02, ATHERTAET—FHHHN:
BrEHMEIAEHMN; RN, AR, MEMN. HH. AHN. 24 H(fine
subtilaes) 3 & T o M &9 38 &M ; A8 76 69 A o i R B AEH Lt & #
MATRAEAFEURGH., AAN, BEH, BEMN. AMN. LaF
MA. AAMN. RN, BAMN. KAN., HEMN. GAMN. A%M. L
AR, BRIMNEHNL., LEXLSLEATHAMNGR O K O LR,
. AN, XH. VK. BRE. SRARK. HE, HEER. T
AysERLL. MiaR, RO, X, LKk, d@&. TH. A
8. BB, ALH. TARAPHRMA.

AEPHELSHHN FETRALEAHHA. SH6GFEo 0
a&ﬁﬁ%#iﬁﬁﬁioﬁk,ﬂf%ﬁé%&ﬁﬁ,ﬁ%&ﬂﬁ%i
& — kR kSR FAEM Y 100mg-2000mg , i 200mg-1000mg Ff
#LSH.

F#H
FREAAE—FRALALA, ERATRILLA.

% 7 1

(1R,5S,6S)-6-(1R)-1-# T %)-2-[(35,58)-5-[(% =& [5,1-b] £ =& S R)T R
ALz A b 3-A)AE 1-PARK L X2-53-2 %

a) (1R,5S,6S) -2-[(38,59)-1-% & KA & A -5-[(F =2 5 [5,1-b] £ 5 K)F R
A A a5 3- A A6 (IR 1-(RT A= P AP AR AL CHK)-1-
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PABKA X 2-H-3-RBHAE

kA F 4% 2N & R A4 4% i#(0.38ml) 2 A 293mg(3S,58)-3- L gLELL
185 7% A3 X S[(k ek #[5,1-b]E=%-5-X) PRAAEFEA|EREIMI T
B HAGERT, FRFARSH 2054, Fiaf L ACm)F IN £ &
BmARRSHTABRY pHA 7, FEA20ml LHELEERA K, A £
XERETRERAALRE, AEAETHEEN, HERAAIARLE
5 % 2 MM es 260mg AH LY. EAARTRATH NN-—fF&XCT
J:(0.15ml) i 20 2| & L8 {4 # 352mg(1R,55,6S) 6-[(1R)-1-(® T k=
PR 7R AL LK 2-(= A MR E) R-1- 7 RERF E2-55-3-B B
HRA Iml R KCHTHBAGERT, AERRSETRHEEREGH 1D
B, ¥ 1/1SM A Eg4% (pH7.0) (3ml) Fhs ey, A 30ml
L& CEAe15ml CHLEREFERERSY. A 1:1 AARBE R REAN
%ﬁ%%%ﬁﬁﬁ%%ﬁm&%ﬁﬁ,m%w%Mﬁﬁ?%%ﬁmomﬁ
éi&ﬁ%)ﬂﬁk(cﬁzcﬁ:?ﬁ='97:3)7‘POSephadexLH-ZO(iLﬁ:‘?§=l:1)
L E SR, AREHANEE L ZH B 241mg (1R,S5,65) -
2-[(3S,55)-1-4% 7 &Ik % A -5-[(F % #[5,1-b] ok 5.2k 7T A A H K] 0E
$5-3- AR -6-[AIR)-1-(RT A =T ET ARk Tk 1-PRAENN E-
2-35-3-BBRH AR, |

NMR (CDC1p) 6:0. 07 (6H, s), 0. 88 (3H, s), 1.
20 (3H, 4, J=T. 9Hz), 1. 23 (3H, d, J=5. 8Hz),
{. 9-2. 4 (2H br), 2. 7T (l1H br. s), 3. 15 (K
br. s), 3. 21 (1H, dd, Jl=5' 8Hz, JZ=2. THz), 3.
38 (1H, br. t), 3. 70 (1H, br. s), 4. 00 (1H, br.
s}, 4. 16—4. 27 (4H, m), 5. 05 (1H br), 5 227
5 47 (2H, m), 5. 53 (1H, br. s), 5. 87—6. 00 (1
H, m), 6. 78 (1H, d, J=4. 3Hz), 6. 95 (1H, s), 7.

56 (1H, br. s), 7. 73 (1H, d, J=4, 3Hz)
MS (SIMS) : 730 (M'+H)
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b) (1R,5S,6S) -2-[(3S,5S)-1-3% 7 KA H K -5-[(% =+ H[5,1-b] E4-5-X)FP K
AAZA s R-3-A)HE-6-(IR)-1-2 LX) 1-FAERKKF X2-%-3-8
BiFAR

# C %(0.285ml)# 1.65mI1M & £ 4 W E T4 / THF F ikl A 241mg
(IR,5S,6S) -2-[(3S,55)-1-% /& & & 3 X-5-[(F = H#[5,1-b] E-5-K)F R LK
Ep A )aet R-3-K A6 [IR)-(HRTE-_FAFARAR)CE]L1-TE
BREAE2IH3I-BBIHAESEAE Sml 2K THF ¥ B ARy, FEER
HEARTRERFERAW 47 IH. RERASOM 28 L&#F &, A 10ml
5% BB A BRERLZAAFHANE, A20ml CHELEHFERKE, #
BRI GENEE LRXFMERS. RE, A L1 A KAB L 4
GRAHTRiEER, ALEAATESITES LT ENUAFTA—HHw, &
Fed#iEAak (LB LS T 85=9:1)# Sephadex LH-20 (& 17: 7 8=1:1)
ML, AFHASLELZHIHEG 181.3mg (1R,55,6S) -2-
[(3S,5S)-1-35 A A& & & -5-[(k = H#[5,1-b] Eot-5- ) PR AR B A wbokIT
3-8k -6-(IR)-1- LK) 1- P ABA ¥ £-2-5-3-REH AR,

NMR (C'DCI3) §:1. 23 (3H. d, J=7. 2Hz), 1. 33
" (3H., d, J=5. 8Hz), 1. 6-2. 4 (3H, br), 2. 7 (LH

br. s), 3. 21 (1H dd, J,=6. 0Hz, J,=2. 5Hz), 3.

3 (2H, br. s), 3. 60 (1H, br), 4. 10 (1H, br. s),

4. 25—4. 60 (6H, br), 4. 65—4. 87 (3H, m), 5. 0

(1H, br. s), 5. 24-5. 48 (2H, m), 5. 50 (1H, br,

), 5. 92-6. 04 (1H, m), 6. 80 (1H, d, J=4. 2Hz)

. 6. 95 (1H, s). 7. 4 (1H, br. s), 7. 73 (1H, d, J

=4, 3Hz)

MS (SIMS) :616 (M +H)

¢) (1R,58,6S) -2-[(38,55)-6-((1R)-1- L. %)-5-[(% % # [5,1-b] &= -5-K) 7
Ak p e 33 KA 1- P ABEKE X-2-5-3- %

# v (= £ 8)%&(0)(8.1mg)Mm A 43.1mg (1R,5S,6S) -2-[(3S,58)-1-% & &
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Ag ik s (ke H[51-bjEk-5-X)7 R &K K )atesdt-3- L5k -6-
[(IR)-1-2 & 1- FPRAZER A £2-H-3-ABH A& F 0.038ml Xk 4£
0.7ml £ A-RFPRTBARGERT, FLATRAIATHHEARESY
60 4. AR THRMWEBAKCMI), AASMI B LWL FZ k. £HET
HEARBHERE, AAETRERGEARAFTILEAA, AL & &L
fl Sephadex LH-20 (°k: 7 &=L:1) %L X B4, UAFHRA L EXRIH
13.2mg HELEH.

NMR (D,0) & (HOD=4. 80ppm) :1. 09 (3H, d, I=
6. 6Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 95-2. 05
(1H, m), 2. 79—2. 89 (1H, m), 3. 20-3. 43 (3H,
m), 3. 62—3. 75 (1H, m), 3. 92—4. 00 (1H, m), 4.
15-4. 28 (2H, m), 4. 34—4. 39 (1H, m), 4. 67 (1
H, d, J=13. 2Hz), 4. 80 (1H, d, J=13. 2Hz), T.
04 (1H, s), 7. 12 (1H, d, I=4. 3Hz), 7. 67 (1H,
d, J=4, 3Hz)

MS (SIMS) :492 (M +H)

5% .49 2
(1R,5S,65)-6-((1R)-1-% T %)-1- 7 3.-2-[(3S,5S)-5-[(6- 7 & # = 5 [5,1-b] %
b 50 P A AL A AR A AEERE T2 H3- AR AR L
a) (IR,5S,68)-6-(1R)-1-% T %)-1- 7 #-2-[(38,5S)-5-[(6- T F=k = 5 [S,1-b]
Eok 5 R)PRAXZER R RI-A)|AEBRRF F-2-H3-RBHAE
R 3R

H B F $(1.00g) A 43.2mg (1R,5S,68)-2-[(3S,5S)-1-3% A £ 5 -
5-[(% = #[5,1-b] E ok -5- ) P A& £ K Kb B-3- K )R K -6-(IR)-1-#
LA)1-FABRKAE2-H3-RABBARY, RARCHELZBRBARS
TEAAATHEIOIN., ARETABR L EGAMNUAFHAARE
& B4ty 52.6mg(1R,5S,68)-2-[(3S,55)-1-3% 7 £ H # & -5-[(6- F Ak = i

5,1-b] E = 45-5-35) 7 & & & % % wboa 52-3- X150 K -6-(1R)-1- 2 T %)-1-
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PEABREE2-HI-RBHAEARES,

NMR (CD3COCD3) 6:1. 26 (3H, d, J=6. 9Hz), 1.
27 (3H, d, J=6. OHz), 2. 00 (1H, m), 3. 25 (1H,
dd, J,=6. 0Hz, J,=2. 5Hz), 3. 26-3. 50 (1H, m),
3. 59 (1H, m), 3. 95 (1H, br), 4, 05-4. 22 (3H,
m+br. s), 4. 28—-4. 37 (3+1H, br. s+shoulder)
» 4. 41 (2H, br. s), 4. 52 (1H, br. s), 4. 61 (1H,

ddt), 4. 79 (1H, ddt), 4. 95—-5, 35 (5H, m), 5.
47 (1H, m), 5. 65—6. 04 (2H, m+br), 7. T4 (1H,
br. s), 7. 93 (1H, br. s), 8 50 (1H, br. s), 8.
87&9. 03 (total 1H, br, s each)

MS (SIMS) : 630 (M) (BRI

b)(1R,5S,6S)-6-((1R)-1-% T 3k )-1- 7 3£.-2-((3S,5S)-5-[(6- T &=k = # [5,1-b]
ok 455 K)F A AA B R s R-3- A ARAER N F2--3- R AR A
# 9 (= £ M)4(0)(7.6mg) M A 50.0mg (1R,5S,6S) -2-[(3S,5S)-1-% & &
Jhg Rk 5-[(6- 7 Fhoknd [5,1-b] E ok 4558 ) 7 & &k & ke be-3- )AL
E-6-(IR)-1-B CA)I-PRERFE2-H3- 28 H AR ARK LD
0.036m! (&4 0.7ml £4& DMF v H&&Emd, A LAEZRALRYT
REERSY 70 5°%. G FHEmAEAKRQ2mI), F/ASml LEL®®E
=k, EAERTHARARBHEKREAF I —HEkEH., HEHETH
Fodk k¢, Hili&#&4 A Sephadex LH-20 (%: ¥ #H=1:1)F Diaion
CHP-20P(2%¢%5 THF K& ik)da sk sbit, A FH XA L EFEAH 8 53mg

LA

NMR (D,0) & (HOD=4. 80ppm) :1. 05 (3H, d, J=
7. 1Hz), 1. 29 (3H, d, I=6, 3Hz), 1. 77 (1H, m),
2. 57 (1H, m), 2. 88 (1H, dd, J;=11. 3Hz, J,=3.
6Hz), 3. 256—-3. 40 (3H, m), 3. 65—-3. 74 (1H, m),
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3. 86 (1H, m), 4. 10 (3H, $s), 4. 12-4, 28 (2H, m)
» 4. 89 (1H, d, J=16. 3Hz), 4. 98 (1H, d, JI=18.

8Hz). 7. 54 (1H. d, J=4. 3Hz), 7. 60 (1H s), g
04 (1H, d, J=4. 3H2z)

MS (SIMS) : 506 (MY (B:crmms )
%43
(1R,5S,68)-6-((1R)-1- & T % )-2-[(3S,5S)-5-[N-(%k =& ¥ [5,1-b] & wt -5- 3 ) 7
AN-7RAEEL] B R-3- A E-1-F EBERK F2-H-3-RBH
a) (1R,5S,68)-2-[(3S,58)-1-% A R A& ZE X -6-[(IR)-1-(RT A =P AT ALK
k) T K )-5-[N-(%k o 5 [5,1-b] 2 = -5-35) P AK-N- P I KK & JK ) wbni 5E-3-
E)AE-1-FPEABRAE2-H-3- 28 5B &

Ak A F 3% 2N & A4 4 K 4(0.24mi) 2 A 190mg(3S,55)-3- L Bt 5E-1-
7 BRI )-5-[N-(%k ok 5 [5,1-b] v -5- ) P S -N-P IR 8 A K |wbi
BAEO0OM PEHYHBAGERT, RHEERSH 20 5% . #HiEf L K2m)
Fo INEARBEwAZRSHTUARAYpHE S, HBA 10ml LB LEFR
BEREPHR, RARABRETFRERBHLE, FLEZETHELEN,
WEAFHRAXELUIHG 168.6mg AHELEH. EEALRTARAT
3 N,N-= % & 2L T 8(0.094ml) i 2 £) iZ 5 8§ 4L 44 F» 276mg(1R,5R,6S) -
6-[(IR)-1-(RT A= FPRA PR ARL) LA 2-(= KB &) L-1-7 EEN
KE2HI-2BHARE2mM AR CHPHBAAEART, AERKETH
BER4H2 e, W1/ASM A EE 4% (pH7.0) (3ml) Fwal it
F, FA20mM CELEERERLSDAR, BLKAEETFTREARLNA
WEHTE, EEAETHLEN, IhBRFI—HEBEXELZHHH.
BdeEEERAAR(CHRLE: T &= 97:3)% Sephadex LH-20 (£.45: ¥ &
=L:Diasg iz, AFARARL G &L RBP4 114.4mg (1R,55,6S)
2-[(3S,5S)-1- 3% A REAZEX-6-[IR)-1-(RTE-_FEA TR AL) T E]-5-
[(N-%k ot 5 [5,1-b] E ok -5-H) P E-N-F R AR 3 R uboi bc-3-K )50 K-1-F
EBERAE2-HBI-RBEHAR,

NMR (CDC1,) (HRSRIKRA®) 6:0. 09 (6H, s),
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0. 88 (9H, s), 1. 22—1. 26 (6H, m), 1. 80-2. 1.
97 (1H, m), 2. 66 (1H m), 3. 07&3. 09 (total

3H, s each), 3. 19-3. 32 (2H, m), 3. 47—3. 55

(1H, m), 3. 57—-3. 70 (1H, m), 4. 03—-4. 51 (tot

al 4H, m), 4. 58—4. 84 (5H, m), 4. 94-5. 07 (2

H, m), 5. 22—-5. 48 (1+2H, m), 5. 48-5. 61&5. 8

8—6. 02 (total 2H, m), 6. 79 (1H, d, I=4. 3Hz)

, 6. 98&7. 00 (total 1H, s each), 7. 69&7. 7

8 (total 1H, d each, J=4. 3Hz each)

MS (SIMS) : 743 MI+H)
b)(1R,5S,6S)-2-[(3S,5S)-1- 4 # R & % JK-5-[N-(K = #[5,1-b] E =2 -5-K) F
EN-7 & &k 3 A weeatR-3- 28 ) A A -6-(IR)-1- 2 T HK)-1- P A K & %-
2-5-3- BB AE S

3% L E(0.132mD#= 0.77mlIM & 4L W ET & / THF & m A 114mg
(1R,58,6S) -2-|(3S,5S)-1-4 & AL H K-S [N-( = #[5,1-b] E =k -5-3%) 7 2
N-7 3k £ 2k gk 2t mbea 5-3- 2L AL -6-{(IR)-1-(R TR F A PR AR C
A)1-PABKXAE2-HI-REHBERE 23ml LK THF ¥ 5465 #R
b FAETROEAATHESERSE 225 0 H. H 1/ISM S8 L% 4 ik
(pH7.0) (3ml) Ems ¥, #8 15Sml LHELBFREARSTA K,
AEKRERETRERSGANEN TR, FRAETHREIEN, FHER
Ba—AEdew., SieRERAER(CBCE: PE= 9:)tkiLia,
AR AR AL & BKY 78.3mg (IR,58,6S) -2-[(3S,5S)-1-% A AL # K -5-
[N-(% ok 5 [5,1-b] ok -5- K ) P IE-N-7 H £ 3 3 A weed 5-3-K |5 A -6-
((IR)-1-2 T A)-1-FEBER KA E-2-%-3-RBHBHR.

NMR (CDCly) CuRsuikBa® ) 5:1. 23-1. 28 (3
Hom), 1. 34-1. 38 (3K, m), 1. 8-2. 3 (2H, m+br.

s), 2. 64—2. 85 (1H, m), 3. 07&3. 09 (total 3

H, s each), 3. 23-3. 29 (1H, m), 3. 31—-3. 44
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......

(l1H, m), 3. 46—-3. 57 (1H, m), 3. 59—3. 71 (1H,
m), 4. 03—4. 52 (total 4H, m), 4. 57—5. 08 (t
otal TH, m), 5. 22-5. 51 (34, m), 5. 51-5, 61

&5. 88—6. 04 (total 2H, m each), 6. T9—6. 8
2 (1H, m), 6. 98&7. 00 (total 1H, s each), 7.
69&7. 78 (total 1H, br. d each) |

MS (SIMS) : 630 (M +H)

¢) (1R,5S,68)-6-(1R)-1-% T #)-2-[(3S,5S)-5-[N-(%k =& 5 [5,1-b] E % -5-%)
PRANFREALEE v 3-3-K)BRE1- P EERFE2-H3-BBH

# v (= 2 B4 (0)(7.0mg) A 38.4mg (1R,5S,6S) -2-[(3S,55)-1-% A &
A3 A 5 [N-(skok H[5,1-b]E=-5-£)F E N7 2 £33 K] v 32-3-K]
AE6-(IR)-1-2 LX) 1-PEBERF T2 H-3-RBHAEH 0.033ml %
B 0.6ml RK—ETFTRYHBASGERY, FLEAZRAARTHRARAR
&% 60 H¥. AR PTEMEBARND), #8 dml CRUKAFAREY
Zk, ERETREMEREAFI —AEELRBIH. REAZHD
HET SUERABRERT, RAAFAGKRA pHSS . REALE#
# /i Diaion CHP-20P(2%# THF K& #&) ki & Ek, AFAKRALEE
BYHG 13.4mg FELESD. -

NMR (D,0) & (HOD=4. 80ppm) :1. 13 (3H, d, J=

7. 5Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 46—-1. 55

(1H, m), 2. 65—2. 75 (1H, m), 2. 96 (3H, s), 3,
05-3. 15 (2H, m), 3. 30—3. 31 (2H, m), 3. 73-3.

81 (1H, m), 4. 08 (1H dd, J;=9. 0Hz, J,=6. 8Hz)
, 4. 15-4. 27 (2H, m), 4. 69 (1H, d, =15, 4Hz).
5. 05 (1H, d, J=15. 4Hz), 7. 02 (1H, s), 7. 11
(1H, d, J=4. 2Hz), 7. 59 (1H, d, I=4. 2Hz)

MS (SIMS) :506 (M'+H) (COOH. )
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¥ %4

(1R,5S,6S)-6-((1R)-1- % € % )-1- 7 %.-2-[(3S,55)-5-[N- ¥ X -N-(6-F L% =
#[5,1-b] 452 PR AR B RS RI-A|RAERENXF £-2-5H-3-8
Bk B

2)(1R,5S,6S)-2-[(3S,5S)-1-3% & & # % -5-[N- 7 K -N-(6- 7 % = 5 [5,1-b]
ok 5. R)F A AR E A B R-3- K] E-6-(IR)-1-2 L &)-1-F A&
KK E-2-H-3-5% 8% A okg &

35 24X, P 35(0.84g)m A 37.0mg (1R,5S,68)-2-[(3S,5S)-1-H & R Ak % .-
S-[N-(%k = #[5,1-b] E = -5- %) P A -N-7 X £ 5 HKmbvs 5-3- 2 ) 5k -6-
(IR)-1-2 LK) 1-PRAERF X-2-HB-3- 28 Ha&T, ¥ARGPWAER
BARSTAAAAFTEH 18 0. FRXETEER L FHEMN, FR
il if &% i | Sephadex LH-20 (45 :F S=L:1)%AEGHAF SR AL
4 & £ ZHIHE 363mg (1R,5S,68)-2-[(3S,55)-1-5 # f L % X-5-[N-F
FE-N-(6- 7 Hsk ok H#[5,1-b] & ok 45-5-35) P 2k £ 2% 2 2K mbos BE-3- K ) A -6-
((1R)-1-2 L X)-1-PRAERF £-2-F-3- R H AR ARK A,

- NMR (CD4,COCDy) (WHhSMikiRAH ) 6:1. 25-1, 28
(6H, m), 1. 77-1. 88 (1H, m), 2. 80 (1H, br. s),
2. 9-3. 1 (1H, m), 3. 30 (1H, dd, J,=6. 8Hz, J,=
2. 6Hz), 3. 34&3. 43&3. 47 (total 3H, s eac
h), 3. T(1H, br. t), 3. 9—4. 1 (1H, m), 4. 1—4.
45 (2H, m), 4. 33&4. 36 (total 3H, s each),
4. 35-4. 45 (1H, m), 4. 50—4. 55 (1H, m), 4. 60
-4. 67 (1H, m), 4. 76—4. 83 (1H, m), 4. 90-5. 0
5 (1H, m), 5. 05-5. 35 (4H, m), 5. 40—5. 55 (2H,
m), 5. 68—-5. 82&5, 85-6. 03 (2H, m each), T.
78&7. 82 (total 1H, d each, J=4, 2Hz each)
, 8. 01—-8. 04 (1H, m), 8. 30—8. 36 (1H, m)
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MS (SIMS) : 644 (MDD (BErmms)
b)(1R,58,6S)-6-((1R)-1-% T %)-1- 7 £.-2-[(35,55)-5-[N- ¥ &-N-(6- 7 &%
ok S [5,1-b]E 24 -5-4)F E A K g R s R-3- K REARK A F-2-5-3-
RELKS

# W (= £ B )% (0)(5.3mg)™ A 35.3mg (1R,58,68) -2-[(35,55)-1-% A &
2 % S [N-F A -N(6-7 Kok ok 5 [5,1-b)E 2 B-5- 1) PR L EH B
$-3- R AR 6-((IR)-1-2 L A)-1-F ARERL F-2-55-3- A8 H 7 8 ARR
# 7 0.025ml XM/ 0.4ml £& =& FHKA 0.1ml £% DMF 835264 ¥
BARGERY, ALATZARATRHEARSD O SH. OXTENME
KAKQ2ml), #84ml LELEA A ARSIk, AEETREMLEKE
AREREWAETRUFI—AEFCERIH. AP ETRFEAK
% KE @it & %4 Diaion CHP-20P(EHMK)seieikE ik, WA HAA
LEEBYHG 41mg HELESD.

NMR (D,0) ( H#SHkRAY 6:1. 23-1. 31 (6 H,

m), 1. 8—2. 1 (1H, m), 2. 2—2, 65 (total 1H, m)

9. 85-3. 12 (1H, m), 3. 18-3. 25 (total 4H,

m), 3. 35-3. 90 (total 4H m), 4. 10&4. 12&4.

13 (total 3H, s each), 4. 1—4. 30 (1H, m), 4.
4—4. 55 (L1H, m), 4. 85—5. 45 (2H, m), 7. 58 (1H,

d, J=4. 1Hz), 7. 66&7. 68 (total 1H, s each)

, 7. 96—8. 02 (1H, m)

£ #H 5
(1R,5S,65)-2-[(3S,55)-5-[N- 7 £-N-(5- & 7 £.-6- 7 S ok ok i [5,1-b] = 45
3-RA)F A A A A s t-3-R)AA-6-(IR)-1-2 T H)-1-F BERKF %-
2-3-3-B 8% A 9E 34
a)(1R,5S,68)-2-((3S,55)-1- 1 % A A H A -5-[N-[5-(H A REKE LT Fy%
ok % [5,1-b] E ok-3-2) P A&-N-7 & £ K 5 weod5e-3- )8 -6-((1R)-1-32
TA-PRAPARALCA)1-PABRREE2-H-3-ABHAE

AXATH 2N £ ALHAKERO0.315ml)» A 320mg(3S,55)-3- L B AR-
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1-BFAEER) 5N-[5-55F KA Z A & FE)% ok H[51-b]E%-3-X)F
AN-PREAEZR w3 A 12m PRI BAGERT, RHFEEAREGH 20
S, HAEFEKGMDF IN AABMAEZRSGHTAAT PH H 7, i
BA 15ml LR LBERGRAD /L. AAKARETRERAFLE,
AEAETHELEMN, WEZRTIRADLEH K 286mg AW, £
EARTAATH NN-—FHACLEO.R2m)#E w3l ZAKG LS I Ao
354mg(1R,5R,68) -6-[(IR)-1-(RTA =P A7 AR AKL)CA)2-(= XA R
BE)A-1-FPABRAE2-H3- 2R HASEAE25ml LK LH 5 2.5ml £
DMF #a % FH AN ER Y, AELRSETRHFEARSY IS PH. ¥
V/1SM S s 4 (pH7.0) (10ml) Fxe k¥, #H20ml THT
SEREROWALALKABEPFLENY L1 REDTFRERESHA
NEHTR, EABRTHREEN, AWERFHN—AEFeLPH. &
it &, 4% i Al sk B (L% T 8)7 Sephadex LH-20 (&.47: 7 f=1:1)7a 4 3t 4L
B, AFARH L ELEZHPHE 305Smg (1R,55,68) -2-[(3S,5S)-
1-35 % R A B XS [N-[5-(H F KA A & 7 &)k =k H[5,1-b] E2-3-K)F
JLN-P X A A Z A s 3R-3- 4B E-6-[(IR)-1-(R T R = PR PR AL
LA]-1-P AR A E-2-5-3- BB AWM.

NMR (CDC1g) 6:0. 07-0. 09 (6H, m). 0. 87-0.

91 (9H, m), 1. 19—1. 29 (6H, m), 1. 85-2. 15 (1

H m), 2. 6—2. 9 (1H, br), 3. 1-3. 35 (5H, m), 3.

45-3. §5 (1H, m), 3. 6—3. 8 (1H, br), 3. 95-4.

1(1H.m),4.15—4.3(3H,m).4.5—4.85(10&

. 5. 25-5. 5 (6H, m), 5. 6-5. 75 (1H, br). 5.

§—6. 05 (3H, m), 6. 83&6. 95 (total 1H, br. s

cach), 6. 99&7. 14 (total 1H s each)

MS (FD) :857 (M +H)

b)(1R,5S,65)-2-[(35,55)-1-1 & A& & % -5-[N-[5-(% A RAZA-& 7 X%
ok 5 [5,1-b] E=k-3-2 ] P A-N-7 & & K A nbos52-3- K )8 E-6-(1R)-1-2
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LA 1-PRABEREE2-H3-REHAR

# L% (0.30mD# 1.75mlIM &) KA W E T4 / THF Fi A 300mg
(IR,5S,65)-2-[(35,5S)-1-35 A A A F X -5-N-[5-CF A AL REAT )y or
#15,1-b]E = -3-2) P 3 -N- 7 2k & 2 K| bop 38-3- K R A-6-[(IR)-1-(R
TA-FEAPRRAR)CA)1-TRABRAE2-H3-RBHARE 5.2ml
& THF ¢ B AMERT, AEERHALR TR ARSY 275 M H,
FUISM AR L2 A% (pH 7.0) (10ml) FwEik ¥, HF A 30ml T
B LEERAROYB L ALKRER LRGN 1 REFTRARS
BAWEATE, FAETHREIEN, AWBRFA-—HLEHLIH.
Bt &k AR K(LE L& T 8B = 97:3-95:5)% Sephadex LH-20 (&15:
P E=1:1)R 8 hiEs P, AFIANLERZH I 212.6mg
(1R,5S,68)-2-[(3S,55)-1-3 7 R & HK-5-[N-[S-(F A AL RE-A T 3% L
#15,1-b]E =-3-2) P A-N- 7 & £ 55 % K wbrs 58-3- K B K-6-((IR)-1-2 L
£)1-PABREL2H-I-RBIHAR.

NMR (CDC1g) &:1. 27~1. 37 (6H, m), 1. 95-2.

15 (1H, m+br), 2. 6—2. 9 (1H, m+br), 3. 12-3.

75 (TH, m), 3. 98—4. 07 (1H, m), 4, 15—-4. 3 (3H,

m), 4. 5—4. 85 (10H, m), 4. 9—5. 5 (TH, m), 5. 7

5 (1H m), 5. 8—6. 05 (3H, m), 6. 40&6. 53&6. 8
4&6. 95 (total 1H, br. s each), 6. 98&7. 01

&T7. 03&7. 06 (total 1H, s each)

MS (FD) :743 (M +H)

)(1R,5S,6S)-2-[(3S,55)-1-3 8 R A Z A5 [N-[5-(F A ARERE AT 3£)-6-
7 Kok ok #[5,1-b] i 4-3-) F AN 75 £ 3 R wbrsbe-3- K 5K -6-
(IR)-1-2 LA 1-FAER A £-2-H-3- AR HARMAAR L

#HRK T EQ.14g)m A 111mg (1R,55,65)-2-[(3S,55)-1-3 & £ A F & -
S.[N-[5-(F 7 RAZ A & 7 E)% = H[5,1-b]E¢-3-F) P RN-PR ALK

R wbondh-3- A -6-(IR)-1-2 T X )-1- F AHER K £-2-5%-3-8 BEA
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B BAROVEEZBARATREH 1840, FARTRERELLFE
gEM, A AAAK & BERS 132mg(1R,5S,68)-2-[(3S,55)-1-% A A&
EASN-[5-OF B REBE LT E)6 7 R)%AH[51-b]E24-3-1)F
A N-7 & £ 245 A e 5t-3- K] A-6-(IR)-1- % LA-1-FTEEAFNX-
2-5-3-RBHABARRE,

NMR (CD,COCDy §:1. 25-1. 29 (6H, m), 1. 65—

1 975 (1H m), 2. 95-3. 15 (2H, m), 3. 20-3. 4

0 (4H, m), 3. 63-3. 75 (1H, m), 3. 85—-4. 40 (8H,
m), 4. 55-4. 75 (5H m), 4. 75—4. 85 (1H, m), 4.
95-5. 65 (11H, m), 5. 85—6. 05 (3H. m), 7. 23&
7 48&7T. 55&7. 6T&T. 80&7. 97&8. 03 (total
3H, s or br. s each)

MS (SIMS) : 757 (M (B riRdgsm

" (d)(IR, 58, 6S)-2-[(3S, 55)-5-[N-(5- & F #&-6-7 shek ok 5 [5,1-b]E 2 45 -3- 1)
P A N-7 % 2k % A s R-3- R A A-6-(IR)-1-& L X)-1-F EEAK
2 %-3-R R ARG L

# (= £ B)&(0)(25.9mg)m A 132mg (1R,5S,6S)-2-[(3S,5S)-1-% A &
2 3 % S IN-[5-(F% B RA B A 7 H)-6-F Aok (5,1-b] Xk 45-3- )7
£ N-7 & £ 5 A s 5-3- AR A-6-(IR)-1-2 TX]-1-F EBENRA%-
) HIRBHERARS LS 0125ml KEE 1.0ml RAZRT ¥, Fo
0.4ml £ X DMF 2 o% ¥ B AGER Y, FLEEBAARTRHA AR
A8 40, LT HENEBKGST), FA4ml TR LELAEREDD
&oEﬁﬁTﬁﬁﬁi*&%%ﬁ%%&&+ﬁaﬁﬂ*ﬁﬁ%&E&,
AEWHETEEAKRY, RE i &#4 A Sephadex LH-20 (: ¥ #=1:1)
wALE R, AFHRALG EFRYHAE 27.9mg RBALET.

NMR (DZO) 5§ (HOD=4. 80ppm) :1. 21 (3H, d, T=
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7. 2Hz), 1. 28 (3H, d, JI=8, OHz), 1
C1H.m>.2.4-3.0<1H.br).
, 3. 32-3. 72 (tota]

. 97-2. 07
3.705-3. 25 (4H, m)
| 3H, m), 4. 07 (4H, br. s),
4. 18-4. 40 (3H, m), 4. 80-5. 25 (4H, m) ,
&7. 30&7. 34 (total 1H, s
s)

E &6

(1R,58,6S)-6-((1R)-1-% T % )-2-[(3S,55)-5-[1-# £ -1-(%k =& 3£ [5,1-b] % =& -3-
A)P R obeg b-3- KB -1- P AR K B-2-H-3- B B (L Ak A)
a)(1R,5S,68)-2-[(3S,5S)-1-% A A& # JL-5-[1-8 & -1-(% = #[5,1-b] K = -3-
B)7 K] nes1R-3- KR A-6-[(IR)-1-(RT A - FATARAX)CH)-1-F
AR F2-H-3- 2B 5 A R(LAFHKA)

FERATFH#H 2N A RSB K ERO30mDmA 21dmg &R L&A H 4 F AT
ik 64 (38,5S)-3- L B AL-1-5 B R 8 K -5-[1-58 Hh-1-(% =k 5 [5,1-b] % = -3-
)P Rk S AMEK AE 1LTm PHYBAGERY, AHHEER
A4 25 54, BRMEKRAOMDF IN LB WAZREHF LA S pH
7, AR 15Sml LELBERERASH A R. AL KEBETRERK
HLE, ALRXETHEEMN, HERFHRAKLEBIKE 187.5mg 4
HiLsd, ERARFTAATH NN-=%EECTEQO.11ml) il & £ Z A&
4 F 344mg(1R,5R,68)-6-[(1R)-1-(_ T A =~ PR 7 a5 A1) ¢ 3k )-2-
(=XERBE)A-1-PARRA F2-53- 28K AHE Liml £KCH 5
1.1ml £K DMF 6§t 4B ¥ H ek, A ERLKSTRBEERSOY IS
. H1ISMBBEEE+R (pH7.0) (10m]l ) FxH L $, 5 A 20ml
LRULEERERAYM. BAXRABETRANE LR, ERAETHE
EMN, AHERFH-HLERUDH, SdeEEEAAR(CHLH:
TEH=97I) A GERBEIH, ARAXIEXELIHHHAH 250mg
(1R,58,68)-2-[(3S,5S)-1-%% % R A 3% B -5-[1-% K -1-(%k & 5 [5,1-b] & »k-3-
F)F A wtei R-3-R)BE 6 [(IR)-1-(RTA - FEAFPHERAR) CHA)-1-7F
EEREE2HI-AEHAREAZHK A).
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NMR (CDC13) 8§:0. 08 (6H, s), 0. 88 (9H, s), 1.
21-1. 25 (6H, s), 1. 75 (1H, br. s), 2. 3 (2H, b

r), 3. 20 (1H, dd, J,=5. 6Hz, To=2. 5Hz), 3. 29

(2H, br. t), 3. 55 (1H, m), 4. 02—-4. 42 (4H, m),
4. 60 (2H, br. s), 4. 65—-4. 82 (2H, m), 5. 22-5.
60 (6H, m+br, s), 5. 6§7-6. 02 (2H, m+br), 6. 7

4 (1H, s), 7. 03 (1H, s), 8. 07&8. 23 (1H, br. s
each)

MS (FABD : 703 ' +mH)

b)(1R,5S,6S)-2-[(3S,55)-1-% & A& % & -5-[1-#2 Sk -1-(%k = 5 [5,1-b] £ =t -3-
1) 7 k] wbestR-3- ) AA-6-(1R)-1-% T Ak)-1-F AERK A £-2-5H-3-B B
AR (LA RHEA)

#% £ 8.(0.30ml)# 1.8mlM # AW ETH / THF FikmA 250mg
(1R,5S,68)-2-[(3S,58)-1- 4 & &I % & -5-[1-% K -1-( =t 5 [5,1-b] & £ -3-
)7 gk wkes g-3- R AR 6 [(IR)-1-(R T A= P AT 2R AX) CK]-1-7
R RN L2-H-3- 2 BB ®(L MK A)E 5.3ml K THF F 8 &
Ry, ALEESHEALATRERRSY 35 8. A 50mll/15M 548
S (pH 7.0) F20ml Afe dk KA GHAF L EBZRAFGER, AL
KABETFR, FRLTE, 2HMBEEN, A8 24mgRiFEm, A4 &
EA kM R(LE L™ T &= 9:1)f Sephadex LH-20 (47 : 7 &=1:1)4
Wi ixdh, ABHRANLEG ELLHBHE 150mg (1R,S5S,65)-2-
[(3S,55)-1-4% % A& Z A5 [1-2 A 1-(k ¢ H[5,1-b] £ %-3-F2)F K] #%
$-3-R)RE-6-(IR-1-2 LA 1-TAZERF X 2-H3- AR HFAW(LA
FH& A).

NMR (CDCIB) §:1. 23 (3H, d, J=7. 2Hz), 1. 35

(3H, d, J=6. 2Hz), 1. 8-2. 5 (3H, br), 3. 2-3.

4 (2+1H, m+dd, J1='7. 1Hz, 12=2. SHz), 3. 55 (1
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H m), 3. 9—4. 65 (6H, m+br), 4. 63—4. 86 (2H,

m), 5. 2—5. 6 (6H, m), 5. 70—6. 05 (2H, br+m),

6. 75 (lﬁ. ,S)’ 7. 05 (1H, s), 8 07&8. 25 (tota

1 1H, br. s each)

Ms (FABH :589 (M +H)
)(IR,5S,68)-6-(1R)-1- T #)-2-((38,58)-5-[1-# #-1-(% =% K [5,1-b] % -
3-24) 7 A e bi-3- A1 F AR A F-2-F-3- A M (24 FHk A)

4% v (= % M) 4 (0)(13.8mg) M A 70mg (1R,58,68)-2-[(38,55)-1-% & 3
B A S (1-2 % -1-(kk H(51-b]E2-3-K) 7 K] ok w5 55 -3- 3L | B A -6-
(1R)-1- % LA)I-FEABREFE2-H-I-RBHAS(ZAFAK AP
0.077ml N-FA£RE£ 1.0ml AR KPRYHBAGERY, FLEER
EAGTEBERLW 45 5%, AL FEMAKAKRGM), A Sml LE
LEA RSOk, ERAETHEAEMRKE, REXE, HA%KTHh
L% E — A £ & B, Bif & #iz(k-TH)A Cosmosil 40C18-PREP
WAL RSH, URHRAELTERBAY 11.5mg HFALESH.

NMR (D,0) & (HOD=4. 80ppm) :1. 21 (3H, d, J=

7 9Hz), 1. 28 (3H, d, J=6. 5Hz), 1. 96—2. 07

(1H, m), 2. 65—-2. 77 (1H, m), 3. 29-3. 40 (2H,

m), 3. 45 (1H, dd, J;=6. 2Hz, J,=2. 8Hz), 3. 57

~3. 64 (1H, m), 3. 95—4. 05 (1H, m), 4. 15—-4..2

8 (3H, m), 5. 27 (1H, d, J=6. 6Hz), 7. 13 (1H, s)

, 7. 19 (1H, s), 8. 33 (1H, s)

Ms (FABYH :465 (M +H)

£ T

(IR,55,65)-6-(1R)-1- 12 T £)-2-[(35,55)-5-[1-% &-1-(6- 7 F-o% % 5 [5,1-b]
ok 3. 5) 7 A oa R 3- K AA1-PRABERAF2HI- ARG ARKE
(ZhAHE A)
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a)(1R,58,65)-6-(1R)-1-% T %)-2-[(3S,55)-1-3% & R A& K X-5-[1- 8 K-1-(6-
® A ok ok F[5,1-b]Et 4-3-24) PRt d-3-K )AL 1-F AER A £-2-
W3- 5 A kg E(GARFHEA)

B P 5 (1.70g) = A 70.6mg % #& ¥ 6-b) A & &9 (1R,SS,6S)-2-
[(3S,5S)-1-4 & A& % X-5-[1-f2 A -1-(% = H#[5,1-b] £ % -3-) 7 K| wes- 2
3R A 6(IR)-1-2 CA)1-FRAERK X2-H3-ABH A @®(L4h A
B AT, BEAROBAEEZBARSTERAALATRS 400, AR
FRES LT FHXHN, @i &% 2M Sephadex LH-20 (£.47: 7 #=1:1)
WAL EEGY, ARINAAEKELZHHHG 83.4mg(1R,55,65)-6-
((IR)-1- £ %)-2-[(3S,55)-1-% & A& & K-5-[1-2 A-1-(6-F Ak 2 [51-
b ok 45-3-2%) 7 A | wbos 3E-3- K51 P A RK A F-2-55-3- B B AR
E(ZAERHKA).

NMR (CD4COCDy 6:1. 25-1. 29 (6H, m), 2. 18-

2. 298 (1H, m), 2. 75 (1H, br. s), 3. 31 (2H, br+

dd, Jl=6' 8Hz, J2=2. 7Hz), 3. 62 (1H, m), 3. 98
~ (lH, br. t), 4. 13 (1H, m), 4. 22—4. 30 (2H, m),
4. 33 (3+1H, s+br), 4. 44 (3H, br), 4. 63 (1H,
m), 4. 80 (1H, m), 5. 05-5. 30 (2+1H, br+m), 5.
35—-5. 52 (1+1H, br+m), 5. 60—-6. 15 (2+1H, m+
br), 7. 59 (1H, br. sl).8.02(1H.br. s), 9. 82

&9. 93 (total 1H, br. s each)

MS (FABD : 603 (M (BEIm®S )

b)(1R,5S,68)-6-((1R)-1-# T #)-2-[(3S,55)-5-[1- & %-1-(6- F A% =& [5,1-
bl 4-3-2) F & wbepbi-3-A 1A 1-FABRE £-2-53- AR ARR
(AR AMEA)

# (= % B)&0)(13.1mg)m A 83.0mg (1R,55,65)-6-(1R)-1-% L &)-
2.[(35,55)-1-4% B RAZ A -5[1-2 K -1-(6- F Aok o # [5,1-b] £ 5-3- )
7Rk b-3- K ) AE1-FAERE E2-H3- AR ARB L (LK FHE
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A)fe 0.074ml N-F A % B £ 09ml XK= KPR HAATkF, FALE
TREARTHEEXRLY 35 4. AXTHENEHASmY), FA Sml
LELEAEERAOPI k., AEETREEKE, FAHATREES
o —#G e X BEMHH. &L & ¥ A Cosmosil 40C18-PREP(K- 7 &)
%o Sephadex LH-20 (K:F &=L:1)R &L AL S EXBEWH, AT A
Ak ea b ity 82mg ALY,

NMR (DZO) § (HOD=4., 80ppm) :1. 21 (3H, d, J=
7. 9Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 78 (1H, m),

2. 62 (1H, dt, Id=14. OHz, Jt=8. OHz), 2. 96 (1

H, dd, 11=12. OHz, J2=4. 1Hz), 3. 26 (1H, dd, J

1=12. OHz, 12=6. 1Hz)., 3. 33—-3. 44 (2H, m), 3.

73-3. 88 (2H, m), 4. 10 (3H, s), 4. 16-4. 27 (2
H m), 5. 05 (1H, d, J=7. THz), 7. 50 (1H, s), T.
65 (1H, s), 9. 36 (1H, s, gradually exchang
ed with DZO)

Ms (FABD 479 MM ¢ mErmmm

et 8
(1R,5S,65)-6-((1R)-1-% T #)-2-[(3S,58)-5-[1-#2 &-1-(* =& 5 [5,1-b] & -3
£)F Ao pi-3-K A 1-F ARAN £-2-5-3- AR (Eh F A4 B)
a)(1R,5S,68)-2-[(3S,55)-1-% & & & A-5-[1-2 &-1-(F £ 5 [5,1-b] % %-3-
£) P K s d-3- A AA-G-[(IR)1-(RTE=F LT ARAL)CHK]-L-TP
ABERHNE2H3-REHABEERMIEB)
£-20 T84 52 T 4% 2N & £ 40 # K 35 #(0.30ml) 7 A 138mg & & % %5

5 ¥ B #9(3R,58)-3- L B AA-1-55 A A EE-5-(1- -# 3 -1-(% ok 3 [5,1-b]E

ok 3.2 )7 K|S B (LA F Mk BYE L1ml 7 8+ 5 R e9E@ T, FRH#E
EROW 25 %, RELARHARTRHY 1054, % Hu = 2 K (10ml)
FoIN AEBOAERSHFAAT pH £ 7, HELA 15ml CRIEFR
FROYBAARAKARE TR, RETEIEN BEEN, RN
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er & B4R 123.5mg AH LAY, AE LR T-10 THERTH NN-—
5% & CB:(0.11ml)ii 2 & & A B A 273mg(1R,5R,68)-6-[(1R)-1-(# T &
—ehvamit) ok 2(= X AR R A 1-FARKKNX2-53- 88
WHERAE 1.0ml CHTHBAGERTY, FEAXRSTRFARSGY 30 &
W, #UISM A EE+% (pH7.0) (10ml) Rwi s, FA 20ml
LELRERERSY. RAKBEETRANE, RELE, FAER
LEM, B9 34Tmg e b, AL A EEARR(CBRLE: T 5H=96:4)
A, ARIADERELZHHHG 213mg (1R,55,68)-2-[(3S,55)-
1557 A A S [1-2 X -1-(%k o #[5,1-b] F¢-3-31) P k| nbos R-3- 4
A6 [(IR}1-(RTHA=PEFARALX) CA1-FARRE F2-%-3-88
%A & (3 F % B). -
NMR (CDClg) &:0. 08 (6H, s), 0. 88 (9H, s), 1.

19~1. 25 (6H, m), 1. 7T (1H br. s), 2. 22 (1H, b

r), 3. 15-3. 23 (1+1H, m+dd, J,=5. 6Hz, J,=2.
THz), 3. 30—-3. 41 (1H, m), 3. 60 (1H, m), 4. 05
C(l1H, br), 4. 19-4. 29 (1H, m), 4. 49-4. 83 (6H,

m), 4. 98 (1H, d, 8. 3Hz), 5. 23-5. 48 (4H, m),

5. 88—6. 02&6. 27 (total 2H, m+br. s), 6. T
5 (1H, s), 7. 07 (1H, s), 8. 26 (1H, br. s)
MS (FABD :703 (M +H)

b)(1R,5S,68)-2-[(3S,5S)-1-3 & & % & -5-[1-F K-1-(% =2 5 [5,1-b] K 2 -3-
£)P A s t-3-A)AE-6-((IR)-1-2 TH)-1-F HERA £-2-55-3-R 8
% % B(EAh A4 B)

% 8 (0.26ml)F 1.52ml1M & R4 WET 4 / THF F#& A 213mg
(1R,5S,6S)-2-[(3S,5S)-1-% % i&ﬁi&ﬁ-[l-ﬁaﬁs-l-(ﬁlﬁ o 3 [5,1-b] E # -3-
£)7 A s R-3- AR A6 [(IR)-1-(RT A= FEF ARAL) CHk}-1-7
AERFE2H-3-2 85 F Bk FHHE B)E 4.5ml XK THF ¥ 1 & 4

Ead, AETERHALATESEROH 38 K. A 80ml LHETEH
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i AR, A 40mI/ISM AR L4k (pHT.0) F=20ml Bfsik
HEA ARG RE, ALKABRETRASEGERILRE, F- R
M, A5 193mg AFKew, A HEIAAR(LELE:TH=
95:5-9:1)% Sephadex LH-20 (£.45: 7 S=1:1)4 % L& i, A7 3] & AR
& & K%M B 119.2mg (1R,55,68)-2-[(35,55)-1-5 & KA & £-5-[1-2
£1-(%k ok [5,1-b]E 2 -3-%) P K] wtoai-3-K])AE-6-(1R-1-2 L&)
1-7 R K H -2-5-3- A 855 @ ®|(L 4 A84k B).

NMR (CDC13) 6:17 299 (3H, d, J=7. 1Hz) ., 1. 36

(3H, d, J=6. 2Hz), 1. 67 (1H, m), 2. 25 (1+1H,
br4m), 3. 20-3. 40 (1+2H, dd+m, J,=7. 1Hz, J,
=2.7Hz),3.59(1H,quintet.J=7.4Hz),4.0

§ (1H, br. t), 4. 20—-4. 29 (2H, m), 4. 57 (1H d

d, J,=14. 5Hz, Jo=T. THz), 4. 64—4. 73 (1+2H,
n+br. s), 4. 83 (1H, m), 5. 00 (1H, d, I=17. 9Hz)

5. 25-5. 49 (4H, m), 5. 90—6. 04&6. 30 (tota

| 3H m+br), 6. 76 (1H, s), 7. 07 (1H, s, 8. 2

6 (1H, br. s)
Ms (FABYH 589 (M +H)

¢)(1R,58,6S)-6-((1R)-1-# 2. 3)-2-[(3S,5S)-5-[1- 2 2 -1-(%h o ¥ [5,1-b] & vk -
3-3) 7 A s bi-3- A A -1 F BB AR E-2-55-3-2 8 (346 74 B)

3 v (= £ M%) (0)(12.7mg) A 64.8mg (1R,5S,68)-2-[(3S,5S)-1-% A& &
£ gk 5 1-K-1-(%HF[51-bEE-3-4)F K] b wg- 3R -3- 3 | AL IR -6-
(IR)-1-% . 3)-1-F AERF £-2-H-3-RBF A B(LhAH%K B
0.072ml N-F A £ K& 09ml £k =& 7RF 0.9ml —KEXHGREWTH
ARy, FLEAESRAARATRAEGRGH 05 . X THEMRE
A@Gml), #/A 3ml CRLWRATARESH =K AAETLEMEKRE,
REkt, AAZTFTEREUAH 23mg LeXRHH. AL eAER Diaion

CHP-20P(4%THF # 3 # )% Cosmosil 5C18-MS(K: 7 #=2:1)4 % s L&k
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LeKBEHH, AFHNAALEERHA 58mg RALES.
NMR (D,0) & (HOD=4. 80ppm) :1. 19 (3H, d, =
7. 2Hz), 1. 28 (3H, I=6. 0Hz), 1. 81 (1H, m), 2.
60 (1H, m), 3. 33—-3. 47 (3H, m), 3. 67 (1H, m),
4 01 (1H br. t), 4, 19-4, 30 (3H, m), 5. 22 (1
H d, J=8. 5Hz), 7. 12 (1H, s), 7. 20 (1H. ), &

34 (1H, s)
MS (FABY :465 (M +H)

F 39

(1R,5S,6S)-6-[(1R)-1-% L 3 ]-2-[(3S,55)-5-[1- % X-1-(6- 7 Sk = 5t [5,1-b]
ok £5-3-5) P Rk o 5e-3- KA1 T ARR Y F-2-5-3- A8 S AR L
(A& R4 B)

a)(1R,5S,65)-2-[(3S,55)-1-3 & A& B -5-[1-fe K-1-(6- F Sk £ i [5,1-b]
o ok 45-3-35) T k| i pi-3- K )5 -6-(IR)-1- 2 T K)-1-F AKX E-2-
H3-AEHE RS A8 (AR B)

% B X F 55(0.71g) m A 58.8mg % & 4 8-b) AT i #9 (1R,5S,6S)-2-
[(3S,5S)-1-% A R & % & -5-(1-F A-1-(F % H#15,1-b]E =k -3-3K) 7 2] wte
$-3- KA -6-(IR)-1-2 T 3)-1-F A B KA £-2- 13- R BIF A ®W(2 4
FHEB)Y, HARAVEERBARETALARYT R 24 11, P,
ETEEB S FHXMN, dde#iis Sephadex LH-20 (45: 7 &
=L)AL R A G, A KR4 & 6 71.1mg(1R,58,65)-2-[(3S,55)-
15 % R L3 2 -5-[1-2 X -1-(6- 7 Sk ok 5 [5,1-b] E =k 45- 3-35) 7 A wes K
3-AJALG6-(IR)1-2 LE)-1-TEERFT £2-5-3-RBFHA mARE Y
(LA F M4k B). @i HAE 2ml £k =& F5ide 2ml LEGRAY T H A
BERTERSKBEGCING). AEHEEN, #BEN Lo A B & &
RORESRAZGEEENAFH —HM iy KRB 8L &% 4 ik A Sephadex
LH-20 (f4:F B=lD%k i, FHAXAH KR XK HG
55mg(1R,5S,65)-2-[(3S,58)-1- 3% & £ & & X -5-[1-#2 X-1-(6-F H k=
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(5,1-b] ok 3. %) 7 £] w2 R-3-H]RK-6-(IR)-1- 2 L H)1-F RHER
FE2HIBEHERES ARG ARANBHKEB)

NMR (CDCly &:1. 18 (3H, d, J=6. 9Hz), 1. 31

(3H, d, ]=6. 3Hz), 1. 62 (1H, m), 1. 82&2. 03
(total 1H, br. s each), 2. 31&2. 55 (total

1H, m each), 3. 17—-3. 65 (6H, m), 3. 95—4. 3
0(total 6H, br. s+m), 4. 35—-4. 85 (total 4

H br+m), 5. 05—5. 48 (total 6H, br+m), 5. 7

0-6. 05 (1+1H, m+br, s), 6. 98 (1H, m), 7. 40

(1H, br. s), 9. 64 (1H, br. s)

mMs (FABY :603 MY (gxco.mmsr

b)(1R,5S,6S)-6-((1R)-1-% T %)-2-[(3S,55)-5-[1- & K -1-(6- 7 Fh ok H#[5,1-
b 4-3-%) 7 &] wbrdiR-3-AjE-1-F AKX E2-53- 8GR
& (Z4FH & B)

# (= £ K)4e(0)(18.1mg)m A 55mg(1R,5S,65)-2-[(3S,5S)-1-# A &
&&-s-[laﬁz&-l-m-W&%&%[s,l-b]@&ﬁ-s-);&)?glmvaﬁ-s-élﬁ&&-
6-(1R)-1-72 L ) 1- 7 X ERK * £-2-5%-3-R BHEASSARLE(EZAKFH
4% B)#= 0.051ml N- 7 & X B £ 0.7ml LAk-RPREBEAMERT, FL
AERAARTRHEARSH A5 55, AR T HwERAKGmI), # A 3ml
LB LERAFAROWER, ALTAEKRE, REEARTREEKE,
Ak FHRASH 3lmg REeFEHH, L& #EEMA Cosmosil 5C18-
MS(K: 7 B=10:1) %L & X ¥ & F R #, ABHRALEERIHAN
3.9mg HFEALELD.

NMR (DZO) § (HOD=4. 80ppm) :1. 14 (3H, J=T.
4Hz), 1. 22 (3H, d, J=6, 3Hz), 1. 70 (1H, m), 2.

52 (1H, m), 3. 31 (2H, m), 3. 40 (1H, dd, J;=86.
3Hz, J,=2. 5Hz), 3. 56 (1H, m), 3. 95 (1H, br.
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s), 4. 02—4, 12 (3+1H, s+m), 4. 14—-4. 21 (2H,
m), 5. 20 (1H, d, J=9. 2Hz), 7. 54 (1H, s), 7. 6
1 (1H, s), 9. 38 (1H, br. s, gradually excha
nged Wl th D20)
% %% 10
(1R,58,68)-6-((1R)-1- T.%)-2-[(35,5R)-5-(% =& 5t [5,1-b] % ok 5.2 ) F oot
a3 3- KA A-1- T AER N X-2-H-3- A8
a)(1R,5S,68)-2-[(3S,5R)-1- 4% % £ & & K-5-(% 4 #[5,1-b] % w5 )T K|
abog$i-3- K | -6-(1R)-1-2 L R)-1- F AR A £-2-5H-3-RBH A B
£k A T3 2N £ £ 5 A% #(0.145ml)m A 115mg (3S,5R)-1-B Lk
A3 2TRAAES (K H[51-bE%-5-% 7 H)tg 5k 0.8ml T &
P HAGERTY, ARFERSW 2054, FRFLAAOM)EALT,
#AM10m — K PHRERERSD MK, A RKRERETIR, R G it & i
Sram RN, BHANR LY 120mg ARASH, ELIRT AT
# N,N-= 5 7 £ C1(0.061ml)ili 2o 2 & A8 F= 148mg(1R,5R,68)-2-(= %
S B A A-6-(IR)-1-2 CE)1-PRAERAF2-H-3-REHF B 3
20ml £KCHFHAGERY, FEARSTRHARSD 1505 4. #
Bfekk (10ml) Fwstd, #A20m CRIBERARESY, AL
KBEBEYETFRBOGANE, REGE, #EBREEN, &2 245mg &
B, . it & %4k A8 K(L 8% L8 T 85=95:5)% Sephadex LH-20 (=&
Th: 7 &=1:1)A R kLA, ABBRALEXEHHH 93.2mg
(1R,5S,68)-2-[(3S,5R)-1-% # # 4k 3% A-5-(% = 3t [5,1-b] £ w5 F K]
2 3-3-A 1AL 6-(IR);-1-2 LE)1-FTERRA X2 5-3-RB AT S
NMR (CDClg &:1. 24 (3H, d, I=T. 1Hz), 1. 35
(3H, d, J=6. 3Hz), 1. 92 (1H, br. s), 2. 14 (1H
br. s), 2. 54 (1H, m), 3. 15-3. 35 (4H, dd+m, J

1=6. 9Hz, 12=2. 5Hz), 3. 45—3. 67 (2H, m), 3. 8

7—4. 47 (4H, m), 4. 55—-4. 72 (2+1H, br+m), 4.
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83 (1H, m), 5. 23-5. 48 (4H, m), 5. 85-6. 03 (1
+1H, br+m), 6. 77 (1H, br. s), 6. 98 (1H, br. s)
, T. 37&‘7. 55 (total 1H, br. s each)

vs (FaBhH 1573 (M +H)
b)(1R,5S,685)-6-((1R)-1-% T %)-2-[(38,5R)-5-(%% = 5 [5,1-b] # ¢-5-%) F -3
atodb-3- R A A-1-F ARNK N £2-5H-3-2 %

# w9 (= £ M)4&(0)(7.0mg)m A 34.5mg (IR,5S,65)-2-[(38,5R)-1-5 # &
R s (%ot H[51-bEt-5- K7 Kabep3R-3- AR E-6-((IR)-1-£ L
£)-1-FABRA E2-5H-3- 285 F & 0.040ml N-FREEEE 1.2ml £
K- PREHAGORAETY, FLAERAARTHREARSY 60 54,
G ¥ RmeELKGEmD), #A 6ml LB LB ERSY R, TEHME
KE, REAAETRE, #4%THRAFE 167mg LEXRHH. @i
2,34 4 il Cosmosil 40C18-PREP(K-7 B)sbiL ik £ E X R H, WUF A K
HEEEREYAH 9.8mg KELEH.

NMR (D,0) § (HOD=4, 80ppm) :1. 20 (3H, d, J=

7. 1Hz), 1. 28 (3H, d, J=6. 0Hz), 1. 77 (1H, m),
2. 77 (1H, m), 3. 31—-3. 50 (5H, m), 3. 65-3. 70
(1H, m), 4. 01 (1H, m), 4. 10—4. 26 (3H, m), 7.

04 (LH, s), 7. 11 (1H, d, I=4. 2H2), 7. 66 (1H,

d, J=4. 2Hz)

MS (FABD :449 v +H)

%44 11

(1R,5S,65)-6-(1R)-1- % T & )-1- 7 #-2-[(3S,5R)-5-(6- 7 F7k = J [5,1-b] £
ok 485 %) 7 by 55 3- A AARRE E2-H3- A8 A8 &
a)(1R,58,685)-2-[(3S,5R)-1-3 & £ & % A .5-(6- 7 Sk 2 it [5,1-b] & »& 4 -5-
A7 K abg i-3-% ) RA6-(IR)-1-2 L) 1-PEBR A £-2-5F-3-A 8
HESAtS L
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#3457 5(0.71g) = A 57.2mg (1R,55,68)-2-[(3S,5R)-1-% & FAk k-
5-(%k % #[5,1-b] E%-5-%) 7 Ry 3-A AR -6-(1R)-1-2 LR)1-TE
ERAE2HIRBHART, FARCHAEZBARSTAAARYT
BH3EABETEMEEiL F69KM, B & # 4 f Sephadex LH-20
(R PR:FPR=LDRLEAGD, AR HAAIFEREHXY
66.6mg(1R,58,65)-2-[(3S,5R)-1-% % f 3k -5-(6-F Hok ot A [5,1-b] %
B.5-4) 7 Awbos$i-3- £ )5 A-6-(IR)-1- TXK)-1-F RABERF E-2-5%-3-
EEHESARRL.

NMR (CD,0D) 6:1. 28 (3H, d, J=T. 2Hz), 1. 29

(3H, J=6. 2Hz), 1. 40 (1H, m), 1. 95—-2. 15 (1H,
m), 2. 60—3. 00 (1H, br. s), 3. 40-3. 95 (6H, m)
3. 98~4. 2 (3H, m), 4. 35 (3H, br), 4. 72-4. 8
7 (total 4H m+br), 5. 13—5. 47 (4H, m), 5. 7
0-6. 15 (2H, br), 7. 62 (1H, br. s), 7. 67 (1H,
br, d), 8. 10 (1H, br. d)

Ms (FABD :587 (MD (&rivds )
b)(1R,5S,65)-6-((1R)-1- % T %)-1- ¥ %-2-[(38,5R)-5-(6-F X o ok ¥ [5,1-b]
Kok 4552 ) P Rotop i-3-R|RARKA F-255-3- R R ARE L

3 1 (= A B)#(0)(10.7mg) M A 66mg(1R,5S,65)-2-[(3S,5R)-1-3 & A&
#:;Ea-s-(«s-‘?zgt-*vs:a‘ﬂs,l-b]g&%a‘-s-);&)?zzvmv&ﬁ-s-);&]ﬁ);"s-s-((m)-b
LA 1-FABRY X 2-5-3-REHAR AL L4 0.060ml N-PE X
B 1.5ml £k DMF ¢ B &eggat, FLEERALRTHAARS
M 30 56 . BT RwAE K@D, FAY3ml LRLER Iml &7
EHAGRSERLFRRODI R, TRKE, REERETRE, i
Ak TR AR E Sdmg KKk & ¥ RYH. AL & #%3 MA Cosmosil 40C18-
PREP(/: 7 #=20:1)% L &KX % EEBRYH, UBFARARLECERIHAN
6.7mg I=MiLEH.

NMR (D,0) & (HOD=4. 80ppm) :1. 20 (3H, d, I=
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6. 9Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 80 (1H, m),
2. 74 (1H, m), 3. 34 (1H, m), 3. 43—-3. 49 (2H, m)
, 3. 67 (1H, m), 3. 88 (2H, m), 4. 03—4. 15 (5H,
m), 4. 22 (2H, m), 7. 60 (1H, d, J=4. 2Hz), 7. 6
6 (1H, s), 8. 04 (1H, d, I=4. 2Hz)

% %4 12
(1R,5S,6S)-6-((1R)-1-% T %)-2-[(38,58)-5-[1-# J-1-(% =& 5 {5,1-b] o vk 5.
Ky P & atosi-3- R A1 T RERA F-2-55-3- R B (LKA A K A)
a)(1R,58,65)-2-[(3S,5S)-1-3% A &L & & -5-( 7 L) n% 3% -3- 2k | Ak -6-
[(IR)-1-(R T &= PRATAEAL)CA-PRABERE L 2-H-3-REHA
=

ok A F 4% 2N & A ALH A E & (6.3ml)m A 3.122g (38,58)-3- Bk
157 REER S-2 7 R)wsSE 36ml TR HANERT, FRHFE
BAW 15 5. HE AL KAOm)F 2N ARBEWARXFA AT pH A
7. FEM 150ml CH LBERERAH ML, FRRAKERETR, %
EdAAEEELEN, FHXANR LK 28208 AHLEY. £L
LA TAATFTH NN-=FBACEQRIM)# 2~ 3 X RKF
6.137g(1R,5R,68)-6-[(IR)-1-( T £ = 7 £ F &R AR) LH]-2-(= r 8.9
&) R-1-7 AR E-2-55-3- R B A ®AE20m XK THTH ARG ER
B F 46 TREFRLY 1105 % . fA300ml LR LEFHFRTED,
AREHfd kA ARBREWYER, AAKRREETR, RELR, ¥ &
wEeLaa, Bikew, ads#EEAAR(ECR:CRLE=1)P
Sephadex LH-20 (= & F3: 7 #=1:1) & sbiv ik i, AF 2 ARALEHE
5.277g (1R,5S,65)-2-[(35,59)-1-3% & RAXX-5-(& T E)mbespr-3-35 AR -
6-[(IR)-1-(RTA = F AT R AL CE-1-FRERE £2-55-3-R B
A
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NMR (CDC1g) 6:0. 08 (3H. s), 0. 09 (3H, s), 0.
89 (9H, s), 1. 28—1. 27 (6H, m), 1. 80—-2. 10 (1
H m), 2. 49 (1H, m), 3. 20—3. 45 (3H, m), 3. 59
(1H, m), 3. 73 (2H, br. s+m), 3. 95-4. 40 (5H,-
m), 4. 62 (2H, m), 4. 68 (1H, m), 4. 78 (1H, m),
5. 18—5. 47 (4H, m), 5, 95 (2H, m)
MS (ESI) :581 (M'+H)
b)(1R,5S,65)-2-((38,55)-1-3 % £ A % K-5-F B vk ok 5E-3- ) B K -6-[(1R)-
1-(RTEA=PRATRRAR)CE]-1-FRERK E2-H-3-REHAS
Wit 4T B W (EAE)V I I)45mg) A 871mg (1R,55,65)-2-[(3S,55)-1-
%5 RS ( T E)rs 5-3- R AA6-[(IR)-1-(RT A= FET &M
RA)CH-1-FAHERN E2-H-3-ABHA®E. 272mgN- AL N-7 &3
HFo 750mg 4A FRHFHH X)L Iml AR TREHBAGERT,
ALATEZALRTRETLAY 10 5%, @i &k M R(E TRk
LR LB=LDRRLBEALEER, AAAASLERBIHRHY
719mg(1R,5S,6S)-2-((3S,55)-1-# & A& % A& -5-F Bk $-3- 35 ) B Ik -6-
[(IR)-1-(R T 3% = P 3 7 a3 AR) LK )-1- P RRAA B2-HH-3-REHR
B
NMR (CDC1g) &:0. 09 (6H, s), 0. 89 (9H, ), L.
99—-1. 25 (6H, m), 2. 10 (1H, m), 2. 59 (1H, m),
3 13-3. 26 (2H, m), 3. 52 (1H, m), 3. 91 (2H, m)
4. 20—4. 32 (3H, m), 4. 60—4. 83 (4H, m), 5. 2
0 (A4H, m), 5. 82—6. 02 (2H, m), 9. 64 (1H m
MS (FABY :579 (M +H)

¢) (1R,5S,68)-2-[(3S,55)-1-% A fA g A S[1-BE (R # [5,1-b] % =% -
5. %) 7 K ]atopti-3- 5] RAA-6-[(IR)-1-(RTE =T KT k) T k)-1-
PABRFE2-H3-RBHAE
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EAATELLRTA 5 5% 214mg S- KA 2H[51-b]E2E
42ml A% THF ¢ M A&k iwfims—#ALA 4.2ml &% THF #%
1.05ml 1.OM £ i o4/ THF Ei# 4 ER T, FEERRSTE AT
CHEGROD 155, EASBARANHITE, RTITHERER
# 5 609mg(1R,5S,65)-2-((35,55)-1-% & R A K K-5-F B e 3E-3- 25
£)6-[(IR)}1-(RTE = FE 7 AR AKX LE]1-F EBRF*E2-H-3-%
B AEAE 42ml £k THF $HAME#RT. EARETE3 £45 LoF
BaERSY 53 5% # & Hfed) B KEZRQOM)m ALY, A 40ml
LB LEBERERASS T L, HA EKAEETRRLODAENE, RED
EARUMBREENAFIH—H K ED, Bt ErEAER(ECHK:CRL
&=1:1 £ 1:2)% Sephadex LH-20 (= & 7 }t: 7 #=1:1)# g sk W, AF
£](1R,5S,65)-2-[(3S,59)-1- % & Az A5 1-2k-1-(K2 H#[51-b] £ -
5-25) 7 5 | ok 5o-3- 2 | BA-6-[(IR)-1-(R T A = PR P AK)CE-1-
PRERELE2HI-ABFARAAAK ERIAYHAE 158mg HK ik
B (A F Mk A)fo i A 3t & i i) 37mg MMM RS (2R FH4 B).

(LA AHE A)

NMR (CDC1p) 6:0. 08 (6H, s), 0. 88 (9H, s), L.

90 (3H, d, J]=7. 2Hz), 1. 24 (3H, d, J=6. 3Hz),
1. 91 (1H, m), 2. 28 (1H, br. s), 3. 17-3. 35 (1

+2H, dd+br, Jl=5. gHz, JZ=2' THz), 3. 56 (1H,
m), 4. 08 (1H, br. s), 4. 17—-4. 27 (2H, m), 4. 4
5—4.82(5H,m+br).5.13—5.47(5H,m).5.75

&5. 94 (total! 3H, br. s+m), 6. 80 (1H, d, I=4.

{Hz). 7. 0L (1H, s), 7. 74 (1H, br. s)
Ms (FABYH 1703 v+

(4 AHE B)
NMR(CDCI? §: 0. 08 (6H, s).

22—1.26(6H,m).1.60(1&_bn s)
59

0. 89 (9H, s)., 1.
2, 42 (2H,



br.s).3.20(1H.dd.Jl=5.8Hz.12=2.6Hz).3.
97 (2H, m), 3. 52 (1H, m), 3. 95—4. 30 (3H, m),
4 40—4. 82 (5H, m), 5. 20-5. 50 (5H, m), 5. 80
_6. 02 (2H. m). 6. 77 (1H, br. d), 6. 99 (1H. s),
7. 68 (1H, d, J=4. 2Hz)
Ms (FABY :703 (M +H)

d) (1R,5S,6S)-2-[(3S,5S)-1-% & fiA g s [1-2 K 1-(%ed H(5,1-b] E -
5.3 ) 7 2|k eg 4R-3- K ) B -6-((IR)-1-2 2 3%)-1-7 A ER K F2-H-3-K
& A (AR FHE A)

% ¢ & (0.19ml) & LImIIM & & # @ £ T & / THF & A
155mg(1R,5S,68)-2-[(3S,55)-1-% A AR EAS(1-25-1-(%kH[51-b]E
ot 5- 2 ) F S wbes BE-3- K )AL A-6-[(IR)-1-(R T AovhvaRAR)C
R1-PEABRAE2-H3-ABSHARG S A (ZERFHK AL
33ml A& THF ¥HAMERT, FEERGARTRFUREY 39
‘¢H¢M3Mﬂc&amﬁ#ﬁﬁﬁﬁ&,%M%ﬁ#i#&%ﬁ#ﬁ%ﬁ
i AACABATR, RELR, REBIEN, FAXkéh, AT
5,4 ik 2 B (LB C8: 7 8 = 95:5)# Sephadex LH-20 (=& T Le: 78
=mnﬁﬁ%mﬁh,uﬁﬂﬁ%ﬁa#ﬁ%ﬁﬁlwmmaﬁm»}
[(3S,55)-1-% & Ak H A5 [1- A-1-(F =% #[5,1-b] % ke -5-5) F K | wked 5t
3-A]RE-6-(1R)-1-2 L HK)-1-F EBER A Z2HI-RBFAR|EIAF
Mk A).

NMR(CDC1§6:1.22(3H,d.J=7.2Hz).1.35

(3H, d, J=6. 3Hz), 1. 60—2. 00 (3H, br+m), 2.

298 (1H, br. s), 3. 17-3. 35 (1+2H, dd+br, J,
7. OHz, 12=2, 6Hz), 3. 54 (1H, br. t), 4. 08 (1
H br. s)., 4. 18—4. 27 (2H, m), 4. 45—-4. 72 (41,

m+br).4.82(1H,m),5.15—5.48(5H.m),5.9

1
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5 (2H, m), 6. 80 (1H, d, J=4. 2Hz), 7. 01 (1H, s)
. 7. T3 (1H, br. s)
MS (TS) :589 M'+H)

e) (1R,5S,68)-6-(1R)-1-2 z.3£)-2-[(3S,5S)-5-[1- 2 %-1-(% o 5 {5,1-b] E -
A ZILTT AR ICESRE S 0 T.2-5%5-3-B B (LR FHIK A)
#% % 4 (0.026ml) = 6.5mg © (= XM)E(0)m A 65.6mg(1R,5S,65)-2-
((3S,5S)-1-% & A ZA-5-[1-2K-1-(% 2 #1[5,1-b] & =k -5-3) 7 A abegbe-
3-8 -6-(1R)-1-2 L A)-1- 7 X EK K &-2-F-3-& Rl Y R R
% A)# 12mg = %M 0.55ml &K THF # 0.55ml X ¥ BeRSWT
BRGERY, FLATSAAATRHARGHIOSH. Al TEML
& L ®(SmlF= 1ml =& 73, # A Sml L& L&He 1lml —RPRE—F
d kAT, REAZT TR, F5484mg R &H K, Bif &RALA
Cosmosil 40C18-PREP(: 7 #=5:1 £ 3:1)#» Cosmosil 5C18-MS(7: ¥ &
=3: 1) R E L LB R, FHEALEFRAHE 33mg AL,
(2 AHE A)
NMR (D,0) § (HOD=4. 80ppm) :1. 19 (3H d, ] =
7 1Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 70 (1H, m),
o 59 (1H, m), 3. 37 (1H, br. t), 3. 44-3. 50 (2
H m), 8. 73 (1H, m), 4. 05 (1H, m), 4. 20-4. 40
(3H, m), 5. 34 (1H, d, J=8. 3Hz), 7. 09 (1H, s),
7. 17 (1H, d, J=4, 1Hz), 7. 84 (1H, d, J=4. 1Hz)

% 34 13 |

(1R,5S,65)-6-(1R)-1-# T %)-2-[(3S,58)-5-[1- % E-1-(6-F %kt 5H([51-b

ok 5.5 4) T A ks -3-A)AE1-FRAERA E2-53-A 8 A g i

(AR FHE A) ‘

a) (I1R,5S,6S)-2-[(3S,55)-1-% % AA s A5 [1-2K1-(6-7 A%kt #([5,1-b]

& ok £5.5-%) 7 X |wkogd-3- K] E-6-(1R)-1-2 3)-1-F R BN A F-2-
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H3-REBHE S AR E(EARRMEA)

# A T B (0.76g) ;e A K & H 12-d FPiE ) 62.8mg (IR,55,65)-2-
((3S,55)-1- % & RA ZA-5-[1-24-1-(F =% 3 [5,1-b] E =k -5-3) 7 K [wtoa-be
3-A)RA-6-(1R)-1-2 CE)1-F XK F X-2-5F-3-R % M (A
Bk AT, RERAHAEEZBARSTELARTRHE 1951 H. b X1
AT EMS+dFXN, @& #4#% A Sephadex LH-20 (=& Fr: ¥
B=1:1) AL EEGY, AFARHLe ERBREEL 65Smg (1R,5S,6S)-
2-[(3S,5S)-1-% & RAE A S[1-A-1-6-F Aokt #[5,1-b] £ % 4-5-5)
7 5| wkos g5 -3- A B -6-(IR)-1-72 T &)-1-F EBGREE2-H3-KEH
AW AN L (EEKFHEA).

NMR (CD3COCD3) §:1. 20—1. 24 (6H, m), 1. 77—

2. 31 (total 2H, m), 2. 70-3. 95 (8H, m+br+d
d, 1,=T. OHz, J2=2. SHz), 4. 00—4. 30 (6H, m+s)
, 4. 40-4. 80 (3H, m+br), 5. 05-5. 30 (3H, m),
5. 40-5. 50 (1H, m), 5. 55—5. 80 (1H, br), 5. 9
5&6. 30 (total 2H, m+br. s), 7. 59 (1H, br. s)
, 7. 85<1H, br. s), 8 14 (br. d, J=4., 2Hz)

MS (TS) : 603 (MY (BErmms )

b)(1R,5S,6S)-6-((1R)-1-# L %)-2-[(38,58)-5-[1-%# R.1-(6-F K%k H#(5,1-
b ok 4-5-2%) 7 2 | wbrg R3-SR A -1- T A-BAK E2-35-3-% B ABLE
E(ZARFHEA)

%% %(0.018ml)#» 4.5mg W(= XK (0)R B M A 56mg(1R,5S,6S)-2-
[(3S,55)-1-% % £k % A-5-[1-2 K-1-(6-F Akt it [5,1-b] & 48-5-3) T
A |aes $2-3- K )R -6-(IR)-1-2 L 3)-1- 7 BHRKF T2%-3-BABIFR
& AR & (L AkAHE A Smg = X% 038ml &k THF = 0.38ml
x#vﬁ%a%%?ﬁ&%£&+,%1&?31%&?&#&&%%30
AW, AL TERCELEGm)F Iml =& T, FA Sml NN

iml — & PRAABHGRE, RELE TR, #3 53.5mg FRRY &
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@it &4 2 8 Cosmosil 0C18-PREP(K: P B=20:1) LK X & K, £
HAAEEXEDHY 1.9mg FALESW.
NMR (Dy0) ¢ (HOD=4, 80ppm) :1. 20 (3H, d, J=
1 4Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 79 (1H, m),
o 69 (1H m), 3. 37 (1H m), 3. 48 (1H, dd, J,=
6. 4Hz, J,=2. 8Hz), 3. 55 (1H, dd, Jl=12. 6Hz,

2=3. 2H22). 3. 75 (1H, dd, J1=12. 6Hz, 12=6. 5
Hz), 4. 11 (1H, m), 4. 17 (3H, s), 4. 25 (2H, m),
4. 36 (1H, dd), 5. 80 (1H, 4, J=8, 8H), 7. 64 (1
H, d, J=4. 3Hz), 7. 73 (1H, s). 8. 21 (1H, d, I=

4., 3Hz)

J

% 14

(1R,58,65)-6-((1R)-1- T %)-2-[(3S,5S)-5-[1-# J-1-(% = 5 [S,1-b] & k. -7-
)P A wbesbt-3- A AE1- P ARREY £-2-55-3- R &
a)(1R,5S,6S)-2-[(3S,5S)-1-% A & & Hh-5-(1-72 -1-(F =t 5F [S,1-b] E £ -7-
)T K wbesE-3- A AE-6-[(IR)-1-(R T A= PR P AR LA)TK]-1-F
AR A E2-35-3-5 5 5 A |k A vk iR 4 4)

4§ 2M #e4L P A4 / = LR E#(1.30m)A 10m] £k THF # &, £
EARTA 49 H % 650mg7-#K %% [5,1-b] %= £ 10ml £ K THF %
AR Eamm AR EAERY. EERSTEAEZEETHANIRHARS
30 S 4. ERFBARHN A8 CTE, A S SHFEE &AM
1.003g(1R,5S,65)-2-((3S,5S)-1-3 & A& % % -5- F Bt w5 45-3- &) 5L A -6-
[(IR)-1-(RTE=FAFPRRAR)CA1-FEEKFE2-H53-REHA
& 10ml K THF Y Bt Ek¥. EERSETE4B 240 CHRHAZER
SH A0 54, REASOTHFRRAHE-25T, ¥FnfrgRALEKRE
#GSOmDmA LY, A90ml CHRLEERERSY, FALKRERTR
AWE, RELRAZBBZENARI—AH e s, B &EiL

# Fi Sephadex LH-20 (=& 73%t: ¥ #=1:1)fo 2 (T X: LE LEW=1:9)#
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Ry, FHRAKELEZHHHS 491.3mg(1R,5S,68)-2-
[(3S,58)-1-3% & ARA R 5[1-E-1-(%k = H[5,1-b]F%-7-3) F A d 5T
3R JRE6[(IR)-1-(RT A= FRF AR AKL) CA1-FABENKE X-2-
H-3- 2 B 5 7 W (— A 4k ik A 4h).
NMR (CDC 1) CxtpitkRiiERas o : 0. 08 (6H, s),
0. 88 (9H, s), 1. 20-1. 25 (6H, m), 1. 62 (1H, b
r. s), 1. 95-3. 00 (4H, br), 3. 17—-3. 35 (1+1H,

‘dd+m, Il=5. 8Hz, 12=2. 4Hz), 3. 47 (1H, m), 3.

90—4. 53 (4H, m+br), 4. 57-5. 10 (4H, m+br),
5. 18—5. 46 (4H, m), 5. 57&5. 94 (total 2H, b
r. s+m), 6. 82 (1H, d, I=4. 1Hz), 7. 36&7. 37
(total 1H, d each, J=4. 1Hz), 7. 92&7. 94
(total 1H, br. s each)

MS (FABY :703 (M +H)

b) (1R,55,6S)-2-[(3S,5S)-1-#% & &Ik & A -5-[1-% 3 -1-(% = # [5,1-b] & -
7-%) 7 |t 5o-3- R A -6-(1R)-1-72 L 3)-1-F B B&AH x-2-5-3-%
5 M 7 8 (dF A kAR A 4h)

% % (0.60ml)F 3.5mlIM & A 4w ET & / THF HF&mA
491mg(1R,5S,68)-2-[(3S,55)-1-4 & A% # & -5-[1-# K -1-(% = 5f [5,1-b} &
k.73 ) P K] atsR-3- KA A6 [(IR)-1-(RTE=F X7 BRAK)C
A 1-FPRAERF E-2-H-3-REHA 8 (— Ak 4k 2t Bk iR i 4 4) £ 10.5ml £
KX THF T HAMEmy, AEESHLARTEHERSY 16 1 F. A
100ml L& CEAB AL KR, A 5%%% LA KERM R LKA
GARBENER, BPAKABRETR, RELR, RERLEN, 72
BRidh, AdeEREAARCERLRTEHE= 95:5)sh ALk i, A 2 A
k% & K2 W B 353mg (1R,55,65)-2-[(38,55)-1-3 A AAZKA-5-(1-
5 2k 1-(% ok [5,1-b] E ok -7-5 ) F k)b sE-3-4 ]84 -6-(IR)-1- % . )-
1-F R B R E-2-5-3- 2 BIF A & (—#H kA R R S ).
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NMR (CDC 1) (EMBISHEREY 6:1. 22 (3H, d,
J=17. 9Hz), 1. 35 (3H, d, J=6. 3Hz), 1. 85 (3H,
br), 2. 5 (1H, br), 2. 95 (1H, br), 3. 22 (1H,
dd, 11'—'7. 4Hz, 12=2. 2Hz), 3. 40 (2H, m), 3. 90
—4. 30 (3H, m), 4. 32-4. 75 (4H, m), 4. 81 (1H,
m), 4. 90—5. 48 (5H, br+m), 5. 60&5. 95 (tota
I 92H br+m), 6. 82 (1H, d, J=4. 2Hz), 7. 37&T.
38 (total 1H, d each, J=4., 2Hz), 7. 93&7. 9
5 (total 1H, br. s each)

Ms (FABD) :589 (M +H)

¢) (1R,5S,65)-6-((1R)-1-% L %)-2-[(38,58)-5-[1- 2 2~ 1-(%k = J [5,1-b] £ -
7-3%) P K |okos pi-3-2 ) AE-1-F ABR A £-2-55-3- R Mk A Bk iR &)
3 £ H(0.15ml)F 31.4mg W(Z £ M)4k(0)# 2, A 160mg(1R,5S,6S)-
2-[(3S,55)-1-% 7 A2 B 2 -5-(1-12 K-1-(%k ok H[5,1-b] F -7-2) P Rt
$5-3- KB E-6-(IR)-1-2 T 3)-1- P ABER A F-2-5-3- A HA®W(—#
F AR AY)E 27ml RA—R PRI B AN ERTY, FTLEEZRAR
RV RHBERAOY 45 5% . BB LEQOM)), H A 20ml CHELER
S hABNGHRE, REATTR, #5 126mg Lo e&HR. HiEHh
*(46.8mg)% T 7 H-Kk ¥, KBl &#4 kA Cosmosil SC18-MS(K: 7
B=5:1)iLEEk, FHRALG EXFRHHSG 15.0mg HAEALEY.
NMR (D,0) (EMBIAFHERAEN 6§ (HOD=4. §0ppm) :
1. 17 (3H, d, I=7. 1Hz), 1. 27 (3H, d, J=6. 5Hz)
, 1. 76&1. 90 (0. 5+0. 5H m each), 2. 57 (1H,
m), 3. 27—3. 46 (3H, m), 3. 70 (1H, m), 4. 00 (1
H m), 4. 21 (83H, m), 5. 12 (0. 5H, d, J=8. 0Hz),
5. 23 (0. 5, d, J=4. 9Hz), 7. 08 (1H, d, J=4. 2

Hz), 7. 68 (1H, d, J=A4, 2Hz)_. 8. 17&8. 18 (0. 5
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+0. SH, s each)

MS (FABY :465 (M +H)
%@ 15
(1R,5S,685)-6-((1R)-1- % T %)-2-[(38,55)-5-[1-# 3 -1-(6- 7 k=t #(5,1-b]
LY AR AL FIALTS-AEI-F B E S T4 T 2-55-3-Kg B d
(4R B Ak A)fed i (kR A B)
a) (1R,5S,65)-2-[(3S,55)-1-% A AA g A5 [1-K-1-(6-F Kkt [51-b]
o ol A5 7- ) T IR ke 3-3- 2 A -6-((1R)-1-# o 2)-1-F R K E-2-
H.3-% B 5 B ARG 3 (R Bk R4 )

HRRTRQEBMAE#ES 14-b #46 177mg  (1R,SS5,658)-2-
[(3S,58)-1-% & Ik 3 A5 [1-22 K-1-(%k 7k 7 [5,1-D) E ok -7- ) T B b I
3k A -6-((IR)-1- 5 L 2k)-1- 7 AR K T2 3I-BBRHFARY, HE
RAVEETRRARATEARARTRES 200, AALTREGHRELE
Wi M, it & %42 # A Sephadex LH-20 (= & 7 5: P Si=1:1)% L EAY
My, LA B R AR & &R P65 206mg (1R,5S,68)-2-[(3S,55)-1-%% A &
| ).&#9}‘5-5-[1-#&3.&-1-(6-‘f’i’s*&d‘f-[s,l-b]%&%ﬁﬂ-}.&)‘?2&]%"&#’-3—2&]%
£ -6-((1R)-1-72 L3)-1-F AHEK* &-2-5-3-R B AW AR E(—AE
3 B AR R4 ).
NMR (CD4COCDy ClEstpr RRRARAYD 6:1. 21-1. 2

8(6H.m),1.42(1H,m).1.88&2.10(0.5+0.5

H, m each).2,27&2.50(0.5+0.5H.m each),

o 87 (1H, br shoulder), 3. 15-3. 35 (2H, m),

5 48-3. 70 (1H m), 3. 90 (1H, br. ), 4. 14&4.

28 (total 3H, s each).4.10—4.87(7H,mfb

/Y. 5 10-5. 35 (3H, m), 5. 43-5. 53 (1H, m), 5.

63—6.07(4H;br.s+m),7.70(o.5H,d,J=4.2

Hz),7.76(0.5H.d.J=4.2Hz).8.26(0.5& d,

J=4.2Hz).8.32(0.5H,d,J=4.2Hz),9.68(0.
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5H, br. s), 9. 77 (0. 5H, br. s)

Ms (FABY : 603 MH (mzrwms )
b)(1R,5S,6S)-6-((1R)-1-% T %)-2-[(3S,55)-5-[1-#2 2-1-(6- F F ok = 5 [5,1-
b = 45-7-8) 7 | wtes 8-3- KA 1- T A-BRF £-2-F-3- A8 A8
(A FHK Aot fikdh (L4 A H# 4 B)

# %8 (0.15mD)F 31.6mg W (= XM)&(0)4 &M A 200mg(1R,5S,6S)-
2-[(3S,55)-1- 3 B R A Z X -5-[1-2-1-(6- 7 Aok = #[5,1-b| £ 45-7-5%)
7 K| wtesbo-3- A )RR -6-((1R)-1-2 T &) 1-F AHENR K X 2-5-3- A8 H
HEARSE LA 2TM AR PEPOImI XK LHFHREATHANE
b, FAAEESAARTRBERSW 60 54. &M LK LHSOmI),
AA30m B LEH—FRHRENMFIANHRE, RELZTFR, #2 151mg
LageHh i, BEHAQLIMGETFH- Ky, REdd & &L
Cosmosil 5C18-MS(#&: 7 &=5:1)itik ik, FHAALEXRI A
3.6mg # M4 4 H(1R,58,68)-6-((1R)-1-% T %&)-2-[(38,55)-5-[1- 7 F--1-(6-
7 K ok [5,1-b]E ok 45-7-38) 7 K )b od Se-3- K A1 P AR A Y & -2-
W3R ARRE(EAFHE ASRBEAD)PRALGERRDHY
2.8mg #FH LA P (A A MK BRI E R D).

(EbkF B A IR D)

NMR (D,0) 6§ (HOD=4. 80ppm) :1. 19 (3H, d, J=

7. 4Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 75 (1H, m),
2. 68 (1H, m), 3. 31—3. 48 (3H, m), 3. 64 (1LH, m)
, 4. 03 (1H, br. s), 4. 12 (3H, s), 4. 10—-4. 27
(3H, m), 5. 38 (1H, d, J=7. 5Hz), 7. 56 (1H, d,
J=4. 2Hz), 7. 95 (1H, d, J=4. 2Hz), 9. 31 (1H,

br. s, gradually exchanged with DZO)

(EFHE BRI A D)
NMR (D,0) o (HOD=4. 80ppm)
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7. 2Hz), 1. 28 (3H, d, J=6. 5Hz), 2. 06 (1H, m),
2. 44 (LH, m), 3. 36 (2H, m), 3. 44 (1H, dd). 3.
71 (1H, m), 3. 94 (1H, m), 4. 06 (3H, s), 4. 13—
4. 27 (3H, m), 5. 53 (1H, d, J=3. 5Hz), 7. 55 (1
H, d, J=4. 3Hz), 7. 93 (1H, d, j=4. 3Hz), 9. 21T
(1H, br. s, gradually exchanged with D,
0)

%4 16
(1R,5S,6S)-6-((1R)-1-# 2, 4)-2-[(38,55)-5-[1- 7 #-1-(% =& FF [5,1-b] & 2 -2-
)7 K s 3i-3- KRR T RERRA T 2-%-3-RE(ZhAHKA)
a) (1R,5S,65)-2-[(3S,5S)-1-% A A A5 [1-BA-1-(KH[51-b]E2-
2.3 7 R Jkos $5-3- R A -6-(1R)-1-2 T H)-1- 7 BERA £255-3-%
%A SR(EARFAEAPNB)

kAT 4% IN & 44k 35 #(0.55ml) e AL B E#&F T A 191mg
(35,55)-3- C ®ALIE-1-H & Ak gk -s-1- -1k #(5,1-b]E = -2-2)
' k)t Bo(—#f 3F xF B4k RS- H)E 4ml T ByHBAGERT, FTRFR
A% 1598, MaRm IN 6 L AR KR pH BHh7, #EAET
EmnETE, KFrapd A(10mY)F 2w 21X GH ¥, HFELA 10ml = &7
ﬁ#mﬁﬂ%%im,&EML$m&ﬁ+ﬁ,ﬁ£%§w$%ﬁm,ﬁ
S A H A A6 159mg AB LA ERAART k& F 4% NN-=F
% A ¢ B:(0.12ml) i 2 £ A8 F= 263mg(I1R,5R,68)-2-(= % 3% g k)R-
6-(1R)-1-% L H)-1-F A HRRF E2HI-ZEBGASNHRLSHE 1.5m &
KLHTHBAHERT, FAEFZRARKERSS 1DE. FHKA0Om)R A
fd, #MA 5ml = KPREREREH = KFHA Wfe sk ik, AEKR
&ﬁ%ﬁﬁﬂé,ﬁéﬁﬂ,%%ﬁ%%ﬁm,ﬁﬂﬁaw.ﬁﬂééﬁ
SR R (LB L8 T B=95:5)RALEH WK, BaEALERERIHN
94.6mg (1R,55,65)-2-[(35,55)-1-5 % i i s1- R 1-(%4H(51-D]
ok 23 ) P sk ks 5i-3- K A -6-(IR)-1-2 CE)1-F R H F-2-5-

LREBAE(—AARRAS; ThAAE AP 59.7mg(1R,5S,6S)-2-
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((35,55)-1- 7 R B E-5-{1-2 K-1-(K =k H[5,1-b]E £-2-5) F A eos 5% N

3R AR 6(IR)-1-2 LX) 1-FTEBERA E-2-5-3- & 5 B & (— A K
Wi &S, T4AHEKB)
(LR FHHE A)
NMR(CDClQé:l.ZO(BH.d.J=7.1Hz).l.28
(3H, d, J=6. 1Hz), 1. 62-1. 73 (1H m), 2. 30~
o 43 (1H, m), 3. 10-3. 31 (3H, m), 3. 40~-3. 52
(1H, m), 3. 95—4. 28 (5H, m), 4. 50-4. 80 (4H,
m)., 5. 12—-5. 42 (5H, m), 5. 83-5. 96 (2H, m). 6.
97 (1H, s), 7. 33 (1H, s), 7. 90 (1H, s)
Ms (FaBhH 1589 M+

(Z 4% H#4k B)

NMR (CDC1p 6:1. 20 (3H, d, J=7. 2Hz), 1. 29
(3H, 4, J=6. 2Hz), 1. 64-1. 75 (1H m), 2. 30—
9 41 (1H, m), 3. 16-3. 31 (34, m), 3. 48-3. 59
(1H m), 3. 98—4. 24 (5H, m), 4. 57—4. 80 (4H,
m). 4. 96-5. 01 (1H, m), 5. 19—-5. 40 (4H, m), 5.
81-5. 97 (2H, m), 6. 99 (1H, s), 7. 38 (LH, s),
7. 89 (1H, s)

MS (FABY :589 (M +H)

b) (1R,5S,6S)-6-(1R)-1-% . 3)-2-[(3S,55)-5-[1-% &-1-(% = # [5,1-b] £ %
RN FITTTAEICFRRF T 18 5 RIS EACT FHk A)
#HEEER)R©) B4mgm A 40.6mg(1R,5S,6S)-2-[(3S,5S)-1-% # £
Az A s (1-2A-1-(keEF(51-b)EE-2-5)F &) ok wg- 5t -3- 3K | B Kk -6-
(IR)-1-2 LX) 1- P ABER K F 25 3-RBHAR(LK F &k A

0.045mIN-7 & £ 8 & 1.0mIDMF ¥ % &8 &k Y, fLAZELARTH
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BERAOHISHN. AAETEHMREDMF, AXGHTHP3ml 218
K, #8 5ml LELEEREREHZR, AMGBEREY. ERETX
BAEAER LB LR, REEd&#iEEA Cosmosil 40C18-PREP(7*-
P E) AR R, FAAKEEERANG I5mg HERED.
NMR (D,0) & (HOD=4. 80ppm) :1. 21 (3H, d, J=
7 1Hz), 1. 28 (3H, d, 1=6. 3Hz), 1. 86-2. 06
(1H, m), 2. 65—-2. T4 (1H, m), 3. 31-3. 48 (3%
m). 3. 62-3. 70 (1H, m), 3. 97—4. 05 (2H, m). 4.
L9—4 28 (2H, m), 5. 23 (1H, d, J=6. 6Hz). 7. O

9 (1H, s), 7. 83 (1H, s), 8. 20 (1H, s)

% 74 17
(1R,5S,6S)-6-((1R)-1-% 2 %)-2-((3S,55)-5-[1- & S -1-(% = 5 [5,1-b] & = -2-
)P Ky 3E-3- k-1 F ARRF £.2-3%-3- R B (kM4 B)
4 @ (= £ M) (0) (30.7mg) M A % 34 16-a) L& 51.6mg(1R,5S,6S)-
2-[(3S,55)-1-3 A Ak %K -5-[1-Fa -1-(F £ 7 (5,1-b] ok 2-K) 7 K] wnd
$53- | AE-6-(IR)-1-% TR )1- 7 A BAA F-2--3- RBIF A (L
544k B)#= 0.057ml N-7 & X £ 2.0ml £ K=& T34 0.5ml DMF &
AW EHALERT, FLAESEARTRAARSH 15 PH. o3
b A C& CEO0mI), A Sml LK LEE—F AR RIA K,
AARTTFRAHN—HEEHK. K Eidid s @ik A Cosmosil 40C18-
PREP(k-F 8) k4L &8 X, BREAANLCERDHAL 0.83mg HFARLES
.
NMR (D,0) 6§ (HOD=4. 80ppm) : 1. 18 (3H, d, J=
7. 4HMz), 1. 27 (3H, d, J=6. 2Hz), 1. 61—-1. 73
(1H, m), 2. 48-2. 57 (1H, m), 3. 33-3. 43 (3H,
m), 3. 45—4. 02 (1H, m), 3. 75-3. 93 (2H, m), 4.
17—-4. 25 (2H, m), 5. 04 (1H, d, J=9. 0Hz), 7. 0
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1 (1H, s), 7. 82 (1H, s), 8. 15 (1H, s)

£kM 18
(1R,5S,68)-6-(1R)-1-# T #)-2-[(3S,58)-5-[1- % £-1-(6- 7 X% = ¥ [S,1-b]
ok g2 ) F R a3 R AE - FRABRKE E2-H3- AR Asta &
(LR FMEA)
a) (IR,5S,68)-6-((1R)-1-% £.%)-2-((35,55)-1-5 & £ & % X-5-[1- 2 K-1-(6-
P ok ok F[5,1-b] E ok 45-2-24) P A | wbep B-3- B A1 7 AR N F-2-
WI-RBGASARSLE(TAFHIKA)

WK T B (0.6ml) M A F & 16-a) AT 69 54.0mg (1R,SS,68)-2-
[(3S,5S)-1-% A kg5 [1-7 - 1-(k ok H[5,1-b] S wk -2- %) F S Jubeg bt
3-AEAG6(IR)1-2 L E)1-PARRF X 2-HI-ARHAB(ZAA
Bk AY, BERAYEERBARATERAARTRES I 0. AALE
TEBBEL+EFGEN, FHRAEKERLH HH 689mg
(1R,5S,6S)-6-(1R)-1-# ¢ %)-2-[(35,55)-1-% A Az A5 [1-2K-1-(6-7
ook ok #[5,1-b)E 2 4-2-2%) T A Jokros -3 RA-1-F RBERK £-2-5-
-REHFR AR E(ERFHEKA).

NMR (cngob) §:1. 23 (3H, d, J=T7. 2Hz), 1. 28

(3H, d, J=6. 3Hz), 2. 02—-2. 15 (1H, m), 2. 35—
2. 46 (1H, m), 3. 18-3. 31 (4H, m), 3. 53-3. 60
(1H, m), 3. 77-3. 98 (1H, m), 4. 10-4. 33 (2H,
m), 4. 13 (3H, s), 4. 57—4. 75 (5H, m), 5. 21-5.
50 (5H, m), 5. 90—6. 01 (2H, m), 7. T4 (1H, s),
8. 03 (1H, s), 9. 33 (1H, s)

MS (FABH : 603 b

b)(1R,5S,65)-6-((1R)-1-£& L );&)Qz-[(ss,SS)-s-[l-ﬁ E-1-(6-7 Kokt 5 [5,1-
b = 4-2-%) F A otosit-3- K A-1- 7 AR H T2-%-3-% 8 8K
& (LARABEA)
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# 9 (Z X B)2(0)21.9mg)m A 63.9mg(1R,5S,65)-2-((3S,58)-1-5 & &
gig-s-[l-#g-l-(s-?zwkvs:a‘ﬂs,l-bl-sﬁa-z-g)vz&]waﬁ-s-&m
£.6-(1R)-1- CE)-1-F A HERF E2 W3- ERHARARBRE(LRA
#4# A)F= 0.061ml N- 7 % £ g £ 1.5ml DMF FHAGERY, FLEES
EARTHEAARSD AT H AERERE DMF , & & &% ¢ F» Sml
sk, #8 sml LR LBAFERESIZ KR, AREThREXRE, @
it & 3% 32 3 F} Cosmosil 40C18-PREP(-¥ By EkmEk, REARAEG
&8 54 11.9mg HELEST.

NMR (D,0) & (HOD=4. 80ppm) :1. 20 (3H, d, J=

7 9Hz), 1. 28 (3H, d, J=6. 5Hz), 2. 01-2. 11

(1H, m), 2. 58—2. 68 (1H, m), 3. 35-3. 48 (3H,

m). 3. 74—3. 81 (1H, m), 3. 99—-4. 10 (ZH, m), 4.

08 (1H, s), 4. 15—-4, 28 (2H, m), 5. 48 (1H, d, J

=4. 8Hz), 7. 62 (1H, s), 8. 05 (1H, s), 9. 20 (1_
H, s)

LM 19 -

(1R,5S,6S)-6-((1R)-1-# z %£)-2-[(3S,58)-5-[1- & #&-1-(6- F A ok ok 5 [5,1-b)
ok £5.2-2) 7 K| wers 5E-3- K A -1-F BERA T H-3-H AR L
(4 HH4% B) |

a)(1R,5S,6S)-2-[(3S,5S)-1-3 & AR A 5 [1-5K-1-(6-F A4 5[5,1-b]
ook 45.2-2) 7 2k wees pi-3- K -6-(IR)-1-2 Ck)-1-F RBEKF F-2-
W3R g A S ARG S (ZRANEB)

W AR, P 3(0.65ml) M A E & 16-2) AT iE # 57.9mg (1R,5S,68)-2-
[(3S,58)-1-3% A L3 A5 [1-2 A 1-(k ok #[5,1-b]E2-2-5)F b AL A8 -
3-A )AL 6-(IR)-1-# T H)-1- T EERE T2 HI-REHABCAA
WA B, HEARSWATSRARSTALLRTEAS IH. £&E
T EM B2 FWEA, B 6 %4 %A Sephadex LH-20 (=& TR T &

=1:1) i EA G Y, BEAARE L LEHHHA 51.9mg (IR,SS,65)-2-
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(35,55)- 1% 7 AA B A-5[1-R-1-(6-F £k 2 A [51-b] 2 4-2-8)F '
R aten 353 A RA-6-(IR)-1-2 TH)-1- 7 XRRF £-2-55-3-R B A
& H AR & (kR4 B).
NMR (CD3OD) §:1. 21 (3H, 4, I=T. 1Hz), 1. 27_
(3H, d, J=6. 3Hz), 1. 88—1. 98 (1H, m), 2. 65—
o 74 (1H, m), 3. 22-3. 35 (4H, m), 3. 45-3. 53
(1H, @), 8. 79-3. 87 (1H, m), 4. 08-4. 23 (2H,
m), 4. 13 (3H, s), 4. 58—4. 72 (5H, m), 5. 20-5.
50 (5H, m), 5. 89—6. 05 (2H, m), 7. 72 (1H, s),
7. 93 (1H, s), 9. 33 (1H, s)
Ms (FABD : 603 (M)

b) (1R,5S,65)-6-((1R)-1-% T %)-2-[(38,58)-5-[1-% #-1-(6-7 Fok o 5 [5,1-
b & =k 45-2-2) 7 Ao $E-3-2k AL -1- 7 R RARA X-2-H-3- 5 8% A HE
3 (4R F-H 4k B)

3w (= X B)E(0)(8.2mg)m A 51.9mg(1R,5S,6S)-2-[(3S,55)-1-3 & #&
A5 [1-2 55 -1-(6- 7 Aok =k 5 [5,1-b] E 2 45-2-2%) 7 & | wtog 5E-3- K Bk
6-(1R)-1-2 T &)-1-F AHERK A H2-H-3-RBIF A S Y Y EACR S ¥
f B)#» 0.046mI N-7 & X8/ 1.0mIDMF ¥ % A6y F i ¥, A LEEE
SATRBEEROWASH Y. AEAMEE DMF, @} FHwSml 218
K, #8 sml cELEARAROWI R, AAETREAE, flLe
&3 i A Cosmosil 40C18-PREP(#K-7 & )#= Sephadex LH-20 (=& ¥
7 E=1:1)4 A E R Gk, FHRAEGEHRH 1.Tmg ALY

NMR (D,0) & (HOD=4. 80ppm) :1. 20 (3H, d, J=
6. 9Hz), 1. 32 (3H, d, J=6. THz), 1. 82—-1. 90
(1H, m), 2. 58-2. 70 (1H, m), 3. 33-3. 49 (3H,
m), 3. 60—3. 78 (1H, m), 4. 06—4. 21 (2H, m), 4.
19 (3H, s), 4. 22—4. 27 (2H, m), 5. 30 (1H, d, J
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=9. OHz), 7. 63 (1H, s), 8. 10 (1H, s), 9. 20 (1
H, s)

% 364 20
(1R,55,6S)-6-((1R)-1-% T 3)-2-[(3S,5R)-5-(F % #15,1-b]E=-3-35) 7 Kwt
A 5e-3- ) A-1-F ARAN F-2-5-3-R K
a) (1R,5S,65)-2-[(3S,5R)-1-3% & Rk % K -5-(h = #[5,1-b] K £-3-K)F P2
o 2-3- A AL 6 [(IR)-1-(RT A= PR PR AL)CA]-1-F RERF
E2-%-3-RBHAR
Fo kA T 45 IN £ £ AL K5 & (0.75ml) e A& & K 46 4] 8 AT £ 49 249mg
(3S,5R)-3- L B A -1-95 7 A % A -5-(k = [5,1-b] F£-3-K) F R ke
A Sml FPHVHAGERY, FAHEFARSGPH 1554, BEENMING
AAEBROWPHBAT, A LEET XL T &8 F 12 &K (10m)
EmBAGH Y, #ALAI10m — LR PRERKRSH =0k, BB A XKE
BREFR, TEAZBBIEN, FAXAREHEDHE 215mg HE.
A&EARTHRATH NN =F 7% T K O0.18ml) i w 2| & 5 8 F
- 517mg(1R,5R,68) -6-[(1R)-1-(d T A = 7 X P 3% £ X)L H)-2-(= - &9
A R-1-PRBRKNE2H-3-RBHARE Iml RRCHTHAGER
¥ AEEEARBERAY 2 MH. FRAOMDAA LT, FH Sml =
ATEEREROV A Atefkbdk., AAKARETRANEL
HR, REUREEN, e —AueiidH. e dEEAARGED
B LB o®=2DhainhH, FAXALELEZHB I 332mg
(1R,58S,65)-2-[(3S,5R)-1-3 % A& & A-5-[1-( % 5 [5,1-b] = -3-%) 7 5]
g 3o-3- R A E-6-[(IR)-1-(R T A= P A7 2R AR) CA)-1-7 EERA
£ 25328 HA®.
NMR (CDClg) 6:0. 02 (6H, s), 0. 80 (9H, ), 1.

12—-1. 20 (6H, m), 1. 48-1, 62 (1H, m), 1. 66—1.
80 (1H, m), 2. 34—2. 48 (1H, m), 2. 85-3. 00 Q1
H m), 3. 10-3. 18 (2H, m), 3. 27-3. 41 (1H, m),
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3 52-3. 68 (LH, m), 3. 85—4. 30 (4H, m). 4. 55
~4. T4 (4H, m), 5. 17-5. 40 (4H, m), 5. 825, 9
7 (2H, m), 6. 45 (1H, br. s), 7. 01 (1H, s), 7. 9
4 (1H, s), 8. 20 (1H, s)
MS (ES) : (M'+H)
b) (IR,5S,65)-2-[(3S,5R)-1-3 A A& & A-5-(F 2 i [5,1-b] &= -3-K) 7 &
ot -3 R ARG (IR)-1-2 LX) 1-FEBR A £ 2-H-3-RBHA &

# ¢ % (0.30m) A 1.7mlIM & R A& ET &/ THF B#& WA
239mg(1R,5S,68)-2-[(3S,5R)-1-3 & R A % &-5-( = 7 [5,1-b] £ o -3-3)
7 A abos 13- R AL -6-[(IR)-1-(R T & = P& 7 a5t R &) A )-1-F &
REEIHI-REHASRHES2nITHF P H AN ERTY, FEEZEN
AR TREERAW 21 M, A S0m LELEHREREER, FH
20ml KmARLd. AL o®ERTE RSPk, /A 20ml fafe ki
& RERMAKRARE TR, $8FFHBLEMN, 72 8Tmg B RA > =,
A oidiERaR(CERLE:TH=05:5)kLEW, FARARLELEN
H#6 189mg  (1R,58,65)-2-[(3S,5R)-1-% & £k # A-5-(% = 5 [S,1-b] %
ot 3. 25) P ot odBE-3- R )R K -6-(IR)-1-72 T K)-1- 7 AHER K £-2-5-3-
ABRHEE.

NMR (CDC1y 6:1. 25 (3H, d, J=7, 1Hz), 1. 36

(34, d, J=6. 8Hz), 1. 79-1. 88 (1H. m), 2. 45~
9 58 (1H, m), 2. 95—-3. 08 (1H, m), 3. 25-3. 49
(3H, m), 3. 60—3. 76 (1H, m), 3. 95-4. 40 (5K,
m), 4. 61—4. 73 (3H, m), 4. 81—-4. 88 (1H, m), ©.
95—5. 49 (4H, m), 5. 90—-6. 04 (2H, m), 6. 54 (1
H br. s), 7. 10 (1H, s), 8. 03 (1H, s), 8 31 Q1
H, s)

MS (ES) :573 (M +H)
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¢) (1R,5S,68)-6-(1R)-1-# T %)-2-[(3S,5R)-5-(F =+ [5,1-b]E=:-3-K)F &
e 3- A A A 1-FABERF E2-5H-3-RA %K

¥ 9 (= KB (0)(14.3mg)x A 71mg(1R,58,6S)-2-[(3S,5R)-1-# & £ &
& A -5-(%k vt H[5,1-b]E%:-3-K)F & wt g Bo-3-24 ) # A -6-(IR)-1-% L &)-
17 R KA E2-55-3-% 8% % &4 0.08ml N- 7 £ X B /£ 1.0ml £ = &
PEYHANERY, ALEEZEAARTRATARGH WO TH. O A
Fm B AGM)H Sml CHRLRAKREREH, KA Sml LELE®HE
Bk ALEAETRG. A FREABAAFI —FRLEXRIH. B E
#3232 ] Cosmosil 40C18-PREP(K-F B)shit ikt it, FHUAAALEKE
M#HE 6.12mg HFELS .

NMR (D,0) & (HOD=4. 80ppm) :1. 21 (3H, d. J=

7. 4Hz). 1. 28 (3H, d, J=6. 4Hz), 1. 80—1. 90
(1H, m), 2. 80-2, 90 (1H, m), 3. 33-3. 47 (5H,
M), 3. 62-3. 68 (1H, m), 4. 01—4. 26 (4H, m), T.
01 (1H, s), 7. 13 (1H, s), 8. 26 (LH, s)

FH 21 -
(1R,5S,68)-6-((1R)-1-# T 3&)-1- ¥ %-2-[(3S,5R)-5-(6- F sk ok #[5,1-b] %
op 45-3-25) P A beg 13- AR ERA E2-3%-3-m ek Ak A
a) (1R,5S,65)-2-[(3S,5R)-1-# & £k % X£-5-(6-F K vk v #[5,1-b] 2 #k 45-3-
£) 7P atos $i-3-A )R E-6-(IR)-1-% L 5)-1-F ABRAE2-H5-3-28
AR AR

#RR P H(2.13g)m A K &4 20-b) ik 65 85.0mg  (1R,5S,6S)-2-
[(3S,5R)-1-3 & Ak & K -5-(% = # [5,1-b] & %-3- By 7 abep i3 KA A
6-(1R)-1-2 LRX)-1- P AHERF E2-H3-RBHARYT, #Ha BOMEE
ERAFKATELLATRAE 6., EAETRN it EHEA, o
i i3 & 9842 ik Al Sephadex LH-20 (= & 7 5%: 7 #=1: 1)%&1&&%% % %)
A A k4 e BA&Y 91.7mg (1R,58,68)-2-[(3S,5R)-1-% & A EE5(6-F
ok ok #[5,1-b] E ok 4-3-%) 7 K wbug $2-3- KA A-6-(IR)-1- 2 z¥k)-1-7
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ABREE2-H3-RABHARANGR L.
NMR (CDC1ly &:1. 27 (3H, d, J=T7. 5Hz), 1. 36
(3H, d, J=6. 4Hz), 1. 69—1. 81 (1H, m), 2. 89—
9 99 (1H, m), 3. 28-3. 61 (3H, m), 3. 7T1-3. 88
(1H, m), 3. 97—4. 08 (1H, m), 4. 24—4. 38 (4H,
m), 4. 51—4. 60 (1H, m), 4. 65—-4. 88 (2ZH, m), 5.
94—5. 52 (6H, m), 5. 87—6. 07 (2H, m), 6. 99 (1
H, s)., 7. 59 (1H, s), 10. 39 (1H, s
MS (ES) :587 (M +H)

b) (1R,5S,6S)-6-(1R)-1-% L &)-1- 7 #-2-[(3S,5R)-5-(6- 7 A7 = 5 [5,1-b]
ob 45-3-5) F K abeg 3-3- B R F-2-55-3- A AR &

% W (= £ M)0)(14.3mg)m A 89.8mg(1R,58,65)-2-[(3S,5R)-1-H # £
S K 5-(6- T ok ok 5 [5,1-b]E ok 4-3-8) P Ak i 5E-3- K] HLE-6-((1R)-
1-8 L R)-1- 7P ARKA F2-95-3-R 85 B % Ak &4 0.084ml N-7 X
2BAE 1.0ml AR RPETHBAOEARTY, FLAERAARTHEHAR
BAY TS5 4. AL FEMABACHD, #A Sml LE KR FHERS
Wk, RAETRBRE, AAETRRGR, BHA—HLGEXRD
#, il it &% 4238 B Cosmosil 40C18-PREP(K-T B) i@ m#t, &2 &
Hik# e i Ké)8.5mg FALLSY.

NMR (DZO) § (HOD=4. 80ppm) :1. 23 (3H, d, J=

7 9Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 87—-1. 97

(1H, m), 2. 86—2. 97 (1H, m), 3. 37—-3. 60 (5H,
m), 3. 73—-3. 80 (1H, m), 4. 11 (3H, s), 4. 20-4.

39 (4H, m), 7. 44 (1H, s), 7. 67 (1LH, s), 9. 40

(1H, s)

% 747 22
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(1R,5S,6S)-6-((1R)-1-% T %)-2-[(3S,5R)-5-[6-(2- # )y ok H#[5,1-b]E
B3 A7 A3 A E - FAERAF 25 3-RRLARE
BZRTHB2HRTEA=-PAT AR AR)CH(63.5mg)M A 98.3mg X
# % 20-b)FTEH (I1R,55,65)-2-[(3S,5R)-1-% A £k & &-5-(% £ #[5,1-b]
ot 3. 0) F A abos3t-3- K5 A 6-(1R)-1-% T HK)-1-F R KA F-2-5-
IEREFRELOM ARZACREBANGERT, FEERALRTH
HERAOW 1500, AAETEERE LT 6N, #FERAEERBED
#45 (1R,5S,65)-2-[(3S,5R)-1-H & FAZRAS[6-Q-RTEA-TFETFAHKR
Ak 2R )% vk H[5,1-b) E ok 4-3-24) 7 S wbopde-3- A8 K-6-(1IR)-1-2 T
A)1-PABRAZT2HI-RBBAGZATHRERL. H RO 01ml)#=
0.18ml1M # £ 4L W E T4 / THF Hiam A&kt 4 %A 1ml L4 THF T
BROERTY, ALTERHALATRETREAD IS PH. QA THENL
K CE(Iml). B, @ERSHTAERMI3mg = XK. 0.038ml 54
# 11.3mg @ (= X B)4%(0), EESHAALATRERZRSS 1 IH., A
& & 0 THF , # /A SmITHF #t — ¥ th kPP A 269 R A R K 2 F 3R A 4
—~f R ek, RE @i & &4 %M Cosmosil 40C18-PREP(K-7 #)3kiL
EReBEABE—HMETF IHREMN Amberlyst A-26(CI'Y), FH AR
£ &K BH 6 13.3mg HFAEALED .
NMR (D,0) 6 (HOD=4. 80ppm) :1. 19 (3H, d, I=

7 1Hz), 1. 27 (3H, d, J=6. 3Hz), 1. 48-1. 58

(1H, m), 2. 59-2. 69 (1H, m), 3. 03-3. 07 (1H,

m). 3. 22-3. 42 (5H, m), 3. 72 (1H, d, J=14. TH

2)., 3. 84 (1H, br, m), 4. 00 (2H, t, J=3. 6Hz),

4 18—4. 26 (2H, m), 4. 51 (2H, t, I=3. 6Hz), T.

31 (1H, s), 7. 73 (1H, s)

% #4923
(1R,5S,6S)-6-((1R)-1-1 T %)-2-[(3S,58)-5-(* £ 3 [5,1-b] ek 2 )P Kt

i t-3- kA 1-F EAER KN F-2-H-3- A8
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a) (1R,5S,65)-2-[(3S,55)-1-3 % A& HE A -5-(% 4 [51-b]FE+-2-X)F X
atod 3-3- A A -6-(1R)-1-2 L&) 1- P RERF X-2-5-3- R BHA S

kAT 4 IN £ £ A8 A E & 0.87ml) e A& & K 34 9 BT #5 289mg
(3S,5S)-3- . Bt AL -1-55 7 I H K -5-(%k ok H[5,1-b] E o -2- ) F A%
BASN PHEYHAGERY, ARFERABH ISHH. AXxATHIN
B AALAKREROTSMY)MALY, AEHERESD IS5 4. @B Fm IN
HALEBHROMpHBAT, EXETAMBETH, ¥ 10ml Flafd
KFEasLe, #LA 10m —{K PREREARESW =K, RERLKAK
BT, TEARTEN, FHRANEBN 24dmg AFLEH. EAR
F P kA FH NN-=—%&XCHE@O.115ml) i » 2 143mg EH &
247mg(1R,5R,6S)-2-(= X X 8 6t 35) K-6-(1R)-1- & T &)--1- T RER ¥ %
2 3-REHARE 1LS5Sml RACHYHANERY, FEHERSGY 2
SH, HARAOmDM ALY, HA 10ml K FREARESW IR, FARKR
BATRBOGANE, RESHE, FAMBREEMN, 5 423mg £ &,
Ao AeR(LRUER:7THE-95:5)%LEG, FARALELIH
H#e 153.4mg (1R,55,65)-2-[(3S,5S)-1-3 % A& H A-5-( = #[5,1-b] %
ok 2-2) F K kg B-3- K AR -6-(1R)-1-7 L Ik)-1-7 R E KA F-2-5-3-
REHHR.

NMR (CDC1g 6:1. 25 (3H, d, J=7. 2Hz), 1. 36

(3H, d, J=6. 3Hz), 1. 80-1. 88 (1H, m), 2. 45—

2. 56 (1H, m), 3. 21-3. 75 (5H, m), 3. 60—-3. 68

(1H, m), 3. 99—4. 26 (4H, m), 4. 62—4. 72 (4H,

m), 5. 24—5. 48 (4H, m), 5. 90—-6. 15 (2H, m), T.

03 (1H, s), 7. 27 (1H, s), 7. 94 (1H, s)
MS (ES) :573 (M +H)

b) (1R,55,6S)-6-(1R)-1-% . %)-2-[(38,55)-5-(% % # [5,1-b] & =-2- ) 7 &
wbek 5-3- A A E-1-F AR A E2-H-3- B &

#% v (= £ 8 )4(0)(16.4mg)m A 81.1mg (1R,55,65)-2-[(3S,58)-1-% & &
79



Aogd s (ke #[51-bjE=-2-%)F Kt -3- X)L -6-(IR)-1-£ L
E)1-FEABERA E-2-5%5-3- 285 FH 8 0.092ml N-FEXKEE 1.0ml £
K_EPRIBAGERY, FLEZZAARTHRHEEREGY 45 54,
G ENmEHAGIDR 10ml LELRAKREREY. A3ml CRLE
AEKRERAALZET RS, AAETRABRARH A XK EEEYD
#, iBif &% 4 A Cosmosil 40C18-PREP(K-F ) sbiL &k, F A&
A EEFBEBHG 103mg FHELESD.

NMR (D,0) 6 (HOD=4. 80ppm) :1. 20 (3H, d, J=

7 8Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 72—-1. 82
(1H, m), 2. 7T4—2. 83 (1§, m), 3. 23-3. 27 (2H,
m), 3. 33-3. 39 (2H, m), 3. 44-3. 47 (1H, m), 3.
59—-3. 65 (1H, m), 3. 92—4. 04 (2H, m), 4. 20—-4.
28 (2H, m). 7. 04 (1H, s), 7. 68 (1H, s), 8. 13
(1H, s)

5 3,47 24
(1R,5S,6S)-6-(1R)-1-% T %)-1- 7 J£-2-[(3S,55)-5-(6- 7 2% =& 5 [5,1-b] %
o 452- ) P Hhwbed it 3- R AR SR A E-2-F-3- A g Am &
a) (1R,5S,6S)-2-[(3S,55)-1-%% & A & K -5-(6- 7 Lok ot #[5,1-b] £ ¢ 44-2-
E)7 Aot 5E-3- KA E-6-(IR)-1-2 L) 1- T A EKF F-2-H-3- & &
WE A asd

FHA PRA2mD M A % & H 23-2) T £ 4 113.3mg(1R,5S,68)-2-
[(3S,5S)-1-4% & # & % 2 -5-(sk =k 5 [5,1-b] F-2-5) F Kot t-3- 2 )L
6-((IR)-1-B LA)-1-PEABR A E2-H3-RBHBAET, A RARGIL
TRBARATAEAALATR LR, EARTEMR L EFHEAM,
it &34 3 7 Sephadex LH-20 (= & P1: 7 B=1:1) kA G %, B2
AAE BB HEG 84.6mg (IR,55,65)-2-[(3S,55)-1-% A A % H-5-(6-
7 2 ok ok 5 [5,1-b]E ok 45-2-K) F Aabog 3i-3- K 18K -6-(1R)-1-% T H)-1-
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FRERF X255 3-RBHARAHARE.
NMR(CDCI§641.28(3H.d,J=7.1Hz).1.39
(3H.d,I=s.1Hz),1.73~1.83(1H,m),2.62—
2.72(1H,m).3.29—3.41(6H.m),4.24~4.35
(1H, m), 4. 25 (3H, s), 4. 65—4. 85 (4H, m). 5.
26—5.49(6H,m),5.90—6.02(2H,m),7.42(1

H, s), 8. 41 (1H, s)
MS (ES) :587 (M)

b) (1R,5S,65)-6-((1R)-1-# C.%)-1- 7 #-2-[(3S,58)-5-(6- P Sk = 5t [5,1-b]
o 4.2 R) P Ko 53R AABENK A E2-5-3- AR AR S

¥ w9 (= £ 8)4(0)(13.6mg) A 84.6mg(1R,5S,65)-2-[(3S,55)-1-% A &
SE 3 K -5-(6- 7 ok ok #[5,1-b] E = 43-2-2) 7 Kb od 3E-3- A -6-((1R)-
1-2 C)-1-F AR Y E£-2-%-3-2 8B A A8 dF 0.077ml N-7 &
XBAE 1.2ml £ DMF FHAGERY, FLEAERALATHEAR
Ad 40 4. AEEMBE DMF, At¥HEwmsml £k, A SmlC
BOShkEROMIk, EARTRE, #4%5TRES K, 742 74.7mg
# e X BEHH., @it & #4 3 A Cosmosil 40C18-PREP(XK- P &)t b i& &
EEBRYH, BIAKAALEXEDHY 212mg FELEH.

NMR (D,0) § (HOD=4. 80ppm) :1. 21 (3H, d, I=
7. 2Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 81-1. 91
(1H, m), 2. 80~2. 90 (1H, m), 3. 38-3. 50 (5H,
m), 3. 70—-3. 77 (1H, m), 4. 05-4. 11 (2H, m), 4.
07 (3H, s), 4. 21—4. 26 (2H, m), 7. 60 (1H, s),
7. 95 (1H, s), 9. 71 (1H, s)

% 364 25

(1R,5S,6S)-6-(1R)-1- T %)-2-[(35,55)-5-[6-(2- % T 3 )k =& 5 [5,1-b] & =
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B2-K)F A3 A4 1-FRAERA X-2-H-3-A8 2 &% &

HEZRTRAR22(MTA- PATARAL)CR20.9mg)?m A 32.3mg X
A4 23-2)FFE & (IR,55,65)-2-[(3S,58)-1-% & £k 3 2 -5-(%k ek 5 [5,1-b]
ok 2 %) 7 R atosbi-3- A RA-6-(IR)-1- £ TX)-1-7F EBFERK E-2-5-
3B EBEESEEOSM A AR LR FHRGERT, HALERALRTHE
Bandd 2 e, BAET sHEBEEFHEN, FHAAEELED
#& (1R,5S,6S)-2-[(3S,55)-1-% & AEBEAS6-Q-RTE-TPETFRK
£ oA )k [5,1-b)EEA-I-K)T K wpeg3i-3-24 A -6-(1R)-1-2 T
K)1-FAZRE E2H3-RBH AR AT HE L.

#% 2.8 (0. 0034ml)#> 0.057mI1M &) R AL @ ET & / THF E ik e ANTEAL
&% 4 0.5ml X7k THF ¥ % &9 F & T, AETEROEARTHAEARS
M2 . BEERTENEKCEHOSM), FAkTRESEWSImg =
£8%. 0.012ml &% 3.6mg ©(= XK)E(0), AEESHAARTRIE
A4 1 8. @i FEwm THF(10mI), /A 3mTHF #—% R o RS
HREAAAFALETF RS —AFEHR, B4 &, % 4 i 1 Cosmosil
40C18-PREP(X -7 &) i@k & B Rt L —H N B F RN
" Amberlyst A-26(CI' &), # 254 £ & X RH#6) 4.4mg AN SY.

NMR (D,0) 6 (HOD=4. 80ppm) :1. 21 (3H, d. I=
2 1Hz). 1. 28 (3H, d, J=6. 3Hz), 1. 81—-1. 91
(1H m), 2. 69—-2. 84 (LH, m), 3. 31-3. 48 (5H,
m). 3. 66—3. 74 (1H m), 3. 98—4. 12 (4H m), 4.
21-4. 60 (2H, m), 4. 49 (2H, t, I=4. 5H2), 7.7
0 (1H, s), 7. 97 (1H, s), 9. 27 (1H, s)

% 3.4 26

(1R,58,68)-2-[(35,55)-5-[6- (R A P & A 7 %)k 4 [5,1-b] £k H-2-5] F
£ atonit-3- AR A -6-((IR)-1-2 L A)-1- T AERA £-2-%-3- A& 3
&

a) (1R,5S,65)-2-[(3S,55)-1-1% & R & & &-5-[6-(& Ermi eyt
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[5,1-b]E = 45-2-4] F A atos R-3- XA E-6-(1R)-1-% L K)-1-F EEAH
T2-%-3-BBGASARKL
3% 2-R T B BE(96.1mg) e A % 364 23-2)Ff£ 45 33.9mg(1R,5S,685)-2-
[(3S,58)-1-3% & A 3 A-5-( =2 5 [5,1-b] £ %-2-5K)F R oweeg 3E-3-2 A
6-(1R)-1-% LA)1- T ABEKA £-2-H-3-RBHFEE0Sml R ARHTF
HAGERT, ARAROVAESAAATHRA 200, FART AR
Bk, il & %4 ik A Sephadex LH-20 (= & 7t: 7 #=1:1)sb 4L &
& GY, %5 & B AR & Bk 345mg  (1R,55,65)-2-[(3S,55)-1-% & &
A5 [6-(AETE®ATE)%EH(S1-b]E2A-2-5] ¥ Roabeg 5t-3- 2R
£ 6-((IR)-1-% L R)-1- 7P RERF F-255-3-RBH A S ARK L,
NMR (CD,0D) §:0. 85-0. 98 (1H, m), 1. 23 (3H,
d, 1=7. 4Hz), 1. 28 (3H, d, J=6. 3Hz), 1. T6-1.
87 (LH, m), 2. 60—2. 70 (1H, m), 3. 23—-3. 56 (4
H m), 3. 85-3. 93 (1H, m), 4. 09—-4. 38 (4H, m),
4. 58—4. 78 (5H, m), 5. 20—5. 41 (5H, m), 5. 89
~6. 04 (2H, m), 7. 20-7. 42 (1H, m), 7. 76 (1H,
s), 8 00 (1H, s)
Ms (FaBH 1630 MH)

b) (1R,5S,6S)-2-[(3S,58)-5-[6-(& % F g P Ak ok [5,1-b]E =k 45-2-K)
P & g 5i-3- KA E-6-((IR)-1-5 T RK)-1-F AR AR E £-2-55-3- R s A
% i

# C & (0. OlmD)F 0.18mIIM # AL WET %/ THF Sa&mA
(1R,58,68)-2-[(3S,58)-1-% 7 £k 3 A -5-[6-(& L 7 & A F X)% =+ 5 [5,1-b]
o 2- A7 A3 R AE - FEBRFE2-HI-AEHAEL
BB S foE S WA Iml £k THF ¥ % AN ERT, ALERHALRT
BHEEZRAM 1.5 DH. AEERTEREKLHE(AN), FAHLTRES
M 93mg = X8, 0.038ml Bk 11.3mg B(ZXM)E0), EERMAR

sy RBERSY 1. LY Rx THF(10ml), # A SmITHF &—¥
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AAFBHAARRXBAAAETRAH—AKeHX, AL EEEEA
Cosmosil 40C18-PREP(X-F )& Kk &H K, FHRALEXEDH
& 3.5mg HFE LS.

NMR (D,0) 6§ (HOD=4. 80ppm) :1. 22 (3H, d, J=
7. 5Hz), 1. 28 (3H, d, J=6. 2Hz), 1. 82—1. 93
(1H, m), 2. 80-2. 90 (1H, m), 8. 30—3. 50 (5H,

m), 3. 65—-3. 68 (1H, m), 3. 96—-4. 27 (4H, m), 5.

27 (2H, s), 7. 68 (1H, s), 8. 00 (1H, s), 9. 31
(1H, s)

% #4927
(1R,5S,6S)-2-[(3S,55)-5-[6-(2- & T X&) = # [5,1-b] £ - 4-2- K] F K ats
3-3- A AKE-6-(1IR)-1-2 CH)-1-F R FR N £-2-3%-3- A Sk &
a) (1R,5S,65)-2-[(3S,5S)-1-% & A& % )k -5-[6-(2- & TA&)F 4 # [5,1-b] E
B2k P R owbop $E-3- 4 ) B A-6-((1R)-1-#2 T 3K)-1- 7 A AR A £ -2-5-3-
REBERZATHRRL
FEZATHE 2-A L®(76.4mg) ™ A 323mg % & ¥ 23-a) ATk )
(1R,5S,65)-2-[(3S,5S)-1-% A FE g5 (ko H[5,1-b]Ek-2-25) P K atnd
$-3- A -6-(IR)-1-2 L) 1- P RABERF X-2-H3-A b HFAE T, #
AFRAAATEEARSY 2 IH. EARTAREREEN, dd &4
% i /A Sephadex LH-20 (= & 7 3t: 7 =1:1)RALEX G o, & 2| mA K e
204 49 54.1mg (1R,5S,65)-2-[(35,58)-1-% & & ZA-5-[6-2-R LK)
ok ok #[5,1-b] = 45-2- 2] 7 A atopdR-3- R 1HK-6-(IR)-1-2 LH)-1-T X
BREE2HI-BBHAS A THRE L.
NMR (CDC 13) §:1. 22—-1, 40 (6H, m), 1. 82—1.
o5 (2H, m), 2. 05-2. 08 (1H m), 2. 52-2. 55 (1
H m), 3, 20—-3. 35 (5H, m), 3. 62-3. 70 (1H, m),
4 20-4. 30 (4H, m), 4. 63-4. 98 (68, m), 5. 33

84



-5 48 (44, m), 5. 89—6. 00 (2H, m), 7. 48 (1H,
s), 7. 95 (1H, s), 9. 78 (1H, s)
Ms (FABH :619 (MH

b) (IR,5S,65)-2-[(38,55)-5-[6-(2- & T %)% & 3 [5,1-b] E ok 45-2-5] F Aot
g bt-3-L ] E-6-(IR)-1-2 L) 1-FAZR A F2-53- A8 A &8 &

# £ & THFO.7mD# 0.7ml & Kk Z & & A 54.1mg(1R,5S,68)-2-
[(3S,55)-1-3% A A& % £ -5-[6-2- & THR)% = [5,1-b] E ok -2- ] 7 At od
Bo-3-% % -6-(IR)-1-2 CH)-1-FEBER A X-2-H-3-A8HAET, i
GhemEmA 7.9mg Z XK. 0.016ml B4 4.2mg W (= X#)&(0),
AEEBAARTREARSY 55 2°%. A+ H 2 THF(10mI), A
3mITHF #— ARG RXHAAEEZFRBA A EHR, &
it &,3% 42 i/ Cosmosil 40C18-PREP(K-F &) &K, #8id—
# B & F % 34405 Amberlyst A-26(ClI" ) F H & A £ & F %P #6) 4.1mg
RS,

NMR (Dzo) 5§ (HOD=4, 80ppm) :1. 21 (3H, d, J=
7. 3Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 82-1. 92
(1H, m), 2. 79—2. 80 (1H, m), 3. 33-3. 49 (5H,
m), 3. 68—3. 75 (1H, m), 4. 04—4. 28 (4H, m), 4.
70—-4. 98 (4H, m), 7. 72 (1H, s), 7. 98 (1H, s),
9. 31 (LH, s) |

% 74 28

(1R,5S,6S)-6-((1R)-1- % T %)-1- 7 %.-2-[(3S,55)-5-(3- 7 A %k = ¥ [5,1-b] %
o 2.2 P wbeg 353K )RR A F-2-55-3-B &
a)(1R,5S,6S)-2-[(38,55)-1-35 & A& & % -5-3-F Aok ok 5 [5,1-b] £ 2-2-K)
7R abeg 33 3- R A E-6-(1IR)-1- T X)-1- T ARK & F-2-5-3-RBHA
A

554N 23- )k 7k, W 474.5mg 4 & £ &4 10 FFE(3S,58)-3-
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LBAL 1-5E AARES(3-F A%k H#[51-b] Ek-2-K)F Xabg R #
BH &0k 362.4mg AHE LS Y. HAAHL LD 544.2mg(1R,5R,68)-
(= A AR BRL) EE6((IR)-1-224)-1-FEBRRE £-2-F-3-RBH A
2 & # £ (1R,5S,65)-2-[(3S,55)-1-%% & £ & % K -5-3- 7 K=k 2 i [5,1-b] %
ot 2. 3)F Eatos3i-3- A RA6-(1IR)-1-2 T K)-1- F AR A& £-2-5-3-
B BABQRSS.4dme), AL EERY M.

NMR (CDClg) é:1. 27 (3H, d, J=7. 1Hz), 1. 36

(3H, d, J=6. 2Hz), 1. 65-1. 82 (1H, m), 2. 40

(3H, s), 2. 45—-2. 58 (1H, m), 2. 90-3. 01 (1H,

m), 3. 25—3. 40 (6H, m), 3. 60-3. 67 (1H, m), 4.
15—-4, 28 (3H, m), 4. 62—4. 88 (4H, m), 5. 23-5.

48 (44, m), 5. 91—-6. 03 (2H, m), 7. 06 (1H, s),

7. 86 (1H, s)

Ms (FABY :587 (M

b)(1R,55,68)-6-((1R)-1-% £ %)-1- 7 %-2-[(35,58)-5-(3- F A& =& 5 [5,1-b]
o2 P Kowbes bE-3- K ALA RN A €-2-55-3- R &

& 5 F & 23-b)FFEF %, # 53.2mg(1R,55,65)-2-[(38,55)-1- 5 &
AR 5. (3-F okt #[5,1-b)Ek-2-K) F Ktg 3-8 A -6-((1R)-
1-2 CE)1-TASR AT 2-H-3-ABH ALK, 72 58mg AEFAL
o4, ALEERDY.

NMR (D,0) & (HOD=4. 80ppm) : 1. 19 (3H, 4, 1=
7 4Hz), 1. 27 (3H, d, J=6. 2Hz), 1. 72-1. 82
(1H, m), 2. 41 (3H, s), 2. 71-2. 81 (1H, m), 3.
18—3. 46 (5H, m), 3. 62-3. 68 (1H, m), 3. 89~-4.
04 (1H, m), 4. 18—4. 26 (2H, m), 7. 06 (1H, s),

8. 12 (1H, s)
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% 3849 29 ,
(1R,5S,6S5)-2-[(35,58)-5-(3,6-= F 2 ok vk 5 [5,1-b] & £ 44-2-55) F b £ -
3-%)AA-6-(1IR)-1-2 CX)-1- T RABER K F-2-5-3- A sk Agesk &
a)(1R,5S,65)-2-[(3S,55)-1-% & A& % £.5-(3,6-= T Ak vk 5 [5,1-b] £ o2 4
2-%)F A atea3i-3- A )R A -6-((1R)-1-2 CR)-1-F X BEK A F-2-5-3-8
B AAS AR Y
1AM 24T F i, W 53.7mg & & 28-2) £ (1R,58,65)-2-
((3S,55)-1-3% # £k % $-5-(3- 7 ok ok 5 [5,1-b] F = -2- K ) 7 Kb $-3-
A1RAG((IR-1-2 LA - FARRF X 2-HI3-ABHRAATHA
66.7mg(1R,5S,68)-2-[(3S,55)-1- %% #& & % -5-(3,6- = F Sk ok 5 [5,1-b]
ok 2 2- ) 7 Ewbesdi-3- KA A -6-(IR)-1-% T K )-1-F AEK A £-2-
W3-nEhEAmAngd, AKX,
'NMR (CD,COCDy §:1. 10-1. 15 (6H m), 1. 59~
1. 68 (1H, m), 2. 45-2. 63 (1H, m), 2. 50 (3H, s)
, 3. 12-3. 54 (54, m), 3. 83-3. 71 (5H, m), 4. 3
5—4. 65 (4H, m), 5. 01—5. 33 (4H, m), 5. T2—0.
88 (2H, m), 7. 89 (1H, s), 9. 48 (1H, s)
Ms (FABH 1601 (mMmH

b)(1R,5S,68)-2-[(3S,55)-5-(3,6- = 7 J ok =k 5 [5,1-b] E = 45-2-3L) 7 F b od
B3R BAA6-(IR)-1-2 L) 1-TABRRF X 2-H-3- R A &
¥ 5 £ &M 24-b)FFE F %, W 66.7mg(1R,5S,6S)-2-[(3S,55)-1-%6 A &
A g A 5(3,6-= F Lokt 5 [5,1-b] ek 4 -2- %) F H kg de-3-K -6
(IR)-1-2 CX)-1-FRAERF F2-H3-ABHREABAHL LR 5.9mg
ki ELAY, AREERY.
NMR (D,0) 6 (HOD=4. 80ppm) : 1. 20 (3H, d, 1=

7. 1Hz), 1. 27 (83H, d, J=6. 3Hz), 1. 76—-1. 86
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(1H, m), 2. 50 (3H, s), 2. 73—-2. 84 (1H, m), 3.
30—3. 48 (54, m), 3. 66-3. 74 (1H, m), 3. 98-—4.
07 (2H, m), 4. 08 (3H, s), 4. 20—4. 26 (2H, m),
7. 59 (1H, s), 9. 21 (1H, s)

% #&4 30
(1R,5S,6S)-2-[(3S,5S)-5-(6- & & 7 8 2% 7 &-3- 7 sk = 5 [5,1-b] E % 45-2-
£)P hates R-3- KA -6-(IR)-1-2 L&) 1- P AER K £-2-5-3- 2 8
Eil 3§
a)(IR,5S,6S)-2-[(3S,55)-1-4% % A A Z -5 (6-A A P oL PR3- F A%k
3 [5,1-b] 2ot 4-2-2k) F sk mtog 3E-3- 2K | AL E-6-((1R)-1- % T2 )-1- 7 BN
KX 2328 HAABARRL
¥ 5 E#H 26-a)F k5 ik, W 57.6mg % &4 28-2)FF i (1R,5S,6S)-2-

[(3S,5S)-1-%% & &k % 3L -5-(3- 7 Jh ok ot 5F [5,1-b] E =k -2-3%) 7 S ko 2E-3-
RIAE-6-(IR)-1-2 L E)1-PEBRAE2- B I-REHALASHA
70.9mg(1R,5S,65)-2-[(35,55)-1-%% & A A & K -5-(6-A A P oA PA3-7 A
okoud 5 [5,1-B] ok 4 -2-34) 7 Aabep 5E-3- KA -6-(1R)-1- L &)-1-F &
BRAENE2-HB3-REHAAMARGYLE, AREBY AW,

NMR (CD4COCD,) 6:1. 14—1. 22 (6H, m), 1. 72-

1. 86 (1H, m), 2. 57—2. 62 (3H, m), 2. 62 (3H, s)

, 3. 10-3. 60 (5H, m), 3. 80~4. 32 (5H, m), 4. 5

2—-4. 78 (4H, m), 5. 12-5, 45 (64, m), 5. 87—5.

98 (2H, m), 6. 89 (1H, br. s), 7. 70 (LH, br. s),

7. 85 (1H, s), 9. 70 (1H, s)

MS (FAB" : 644 uH

b)(1R,5S,6S)-2-[(3S,55)-5-(6- & 3 7 8t & 7 25-3- 7 Aok ok 5 [5,1-b] E = 44-

2-2%)7 K wted 55-3- R R A -6-(IR)-1-2 T X)-1-F RER K E-2-H-3- K %
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g0k 2
¥ 1 F&H 26-D)FTEF i, B 70.9mg(1R,5S,65)-2-[(3S,5S)-1-# A K

ApA 5 (6-RATHRAETHI THREAH(S]1-b]EE4-2-2) F Knbodtr-
3 AJRE-6-(IR)-1-2LA)1-FTEABERY XL HI-REHBLES LB
&4/ 11.6mg MrEFAELEY, AREERY.

NMR (D,0) § (HOD=4. 80ppm) :1. 20 (3H, d, J=

7. 1Hz), 1. 27 (3H, d, J=6. 9Hz), 1. 62-1. 71

(1H, m), 2. 51 (3H, s), 2. 65-2. 73 (1H, m), 3.

297-3. 40 (54, m), 3. 44-3. 56 (1H, m), 3. 77-3.

98 (2H, m), 4. 20—-4. 28 (2H, m), 5. 26 (2H, s),

7. 64 (1H, s)

% #.4 31
(1R,5S,68)-6-((1R)-1- % L X )-1- 7 #.-2-[(3S,55)-5-(5- 7 Ko =k 5 [5,1-b] %
w2 ) P Hhowbed 5E-3- R AR N E-2-5F-3- R B
a)(1R,5S,68)-2-[(3S,5S)-1-5 & R & K -5-(5- 7 Aok e 5 [5,1-b] F ok -2- )
P 3k bt 50-3- R A -6-(1IR)-1-2 T K)-1- P AR A F-2-5-3-R B A
Am
¥ 5 %A 23-a)FFE F ik, B 766.4mg 4 & % & 11 AT (3S,5S)-3-
CBEE-1-55 7 AR EES(5- 7 Kkt H[5,1-b]Eek-2-5) F Hat e 5t 4
B &k 653.0mg B LAY . WHAELES B 891.6mg(1R,5R,6S)-
(=R ERRE)AA6-(IR)-1-2 CH)1-FEAERE F2-5-3- 2B H R
£ & % A (1R,5S,6S)-2-[(35,55)-1- 3 7 KA &I -5-(5- 7 Kok ok #[5,1-b] £
ok 2- )T K atedb-3- R ) E-6-((IR)-1-2 L X)-1-F A BEK K E-2-5-3-
B BAHHARS60.2mg), AREEKT W,
NMR (CDCIS) 6:1. 18 (3H, d, IJ=7. 1Hz), 1. 29
(34, d, J=6. 3Hz), 1. 76—1. 83 (1H, m), 2. 40—
2. 50 (1H, m), 2. 48 (3H, s), 2. 96-3. 08 (1H, m)

, 3. 19-3. 28 (4H, m), 3. 52—3. 58 (1H, m), 4. 0
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4—-4. 21 (4H, m), 4. 57—4. 68 (3H, m), 4. 75—4.
80 (1H, m), 5. 18—5. 42 (4H, m), 5. 83—5. 98 (2~
H, m), 6. 81 (1H, s), 6. 97 (1H, s)

MS (TS) :587 (M'+H)

b)(1R,5S,6S)-6-((1R)-1- % T % )-1- ¥ %-2-[(3S,58)-5-(5- 7 ok = 3 [5,1-b]
ok 2 ) F A ated 5E-3- A AABRE F-2-H-3- 8%
¥ § £ &4 23-b)FFE F %, W 77.3mg(1R,55,65)-2-[(3S,58)-1-5 & &

5 3k -5-(5-F ok ok F[5,1-b] E ok -2-5%) 7 S ks B3-S A -6-(IR)-1-
2R 1-FTABREE2HI-ARBHELSHA 124mg HERERLE
¥, haeapikY.

NMR (D,0) ¢ (HOD=4. 80ppm) :1. 19 (3H, d, ] =

7 9Hz), 1. 27 (3H, d, J=6. 3Hz), 1. 7T1—-1. 81

(14, m), 2. 52 (3H, s), 2. 71-2. 81 (1H, m), 3.
94 (2H, d, J=7. 2Hz), 3. 32—-3. 46 (3H, m), 3. 6
0-3. 67.(LH, m), 3. 90—4. 05 (2H, m). 4. 20-4.

98 (2H, m), 6. 93 (1H, s), 7. 54 (1H, s)

5 3.4 32

(1R,5S,68)-2-[(3S,55)-5-(5,6-= P ok = 5 [5,1-b] £ - 44-2-K) 7 H nkng 1%

3-R AR -6-(IR)-1-52 L H)-1-F AERF £-2-5-3-R g Antg st

a)(1R,58,68)-2-[(3S,55)-1-% & # ik % XK-5-(5,6-= 7 ki i [5,1-b] & 4

2-2) 7 A abes 5o-3- AR A-6-(1R)-1-2 L H)-1- T RARRF £2-5%-3-%

B AARASRL

| ¥ 1 £ AN 24-2)TEF ik, B 71.2mg ¥ #&H 31-a)FE£(1R,5S,6S)-2-
((3S,5S)-1-% & # Ik % K-5-(5-F Ak 5 [51-b] % ok 2- ) 7 2 abudb-3-

A)AL6-(IR)-1-BLE)I-TEERFE2HIRBHALRHA

88.4mg(1R,5S,65)-2-[(3S,55)-1-% A £ & & X -5-(56-= F £ ok ok 5 [5,1-b]
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ok 4522 ) F K abos 32 -3- A AR -6-(IR)-1-% T A)-1- 7 EAHERF £-2-
H3-RRHAARAREE, HhEHRY,
NMR (CDClg &:1. 18—1, 33 (6H, m),
83 (14, m), 2. 63—-2. T4 (1H, m), 3. 05 (3H, s),
3 90-3. 35 (3H, m), 3. 55-3. 67 (1H m), 4. 05
(3H, s), 4. 15-4. 26 (2H, m), 4. 55-4. 64 (3H,

4. T0—4. 76 (1H, m), 5. 19-5. 43 (8H, m), 5.
8. 06 (1H, s)

1. 65-1.

m) ,
84-5. 96 (2H, m), 7. 59 (1H, s),

MS (TS) : 601 (MD

b)(1R,5S,65)-2-[(3S,55)-5-(5,6- = 7 K ok =k # [5,1-b] % = 45-2-55) 7 S e od
$5-3- 35 )L -6-(IR)-1-2 L IK)-1-F B K £-2-55-3- R 8 A ik
¥ 1 AW 24-b)FFE 5 ik, W 88.4mg(1R,5S,68)-2-[(38,55)-1-% A .
& A 5.(5,6-= F ok ok F[5,1-b] E ok 4-2-K) T St og4E-3- K B -6-
(IR)-1-2 LA 1-PRBERE T2 H3-ABHALBARRAHNE
11.0mg fri&fz AL o4, AR EXERY.
NMR (D,0) & (HOD=4. 80ppm) :1. 21 (3H, d, J=
7. 1Hz), 1. 28 (3H, d, J=6, 5Hz), 1. 80-1. 85
(1H, m), 2. 78 (3H, s), 2. 79-2. 89 (1H, m), 3.
36-3. 50 (6H, m), 3. 70—-3. 77 (1H, m), 3. 93 (3
H, s), 4. 02—4. 11 (2H, m), 4. 21—4. 27 (2H, m),

7. 47 (1H, s), 7. 86 (1H, s)

% 74 33
(1R,58,68)-2-[(3S,55)-5-(6- £ % 7 s & F %-5- 7 ok ok 5 [5,1-b] E 2 4 -2-

£)7 Aats 5-3- %R E-6-(1IR)-1-2 L K)-1-F XER & £-2-5-3-A &
kg %

a)(1R,5S,65)-2-[(3S,55)-1-3% & A H X 5-(6-R A TRAPRS-F ket
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#[5,1-b] E44-2-2)F 2 atosis-3- R )R E-6-(IR)-1-%2 T ) 1- 7 HHERK
FEx2- B3 RREAARASER
% 4 4 26-a)fFE F %, 9452mg X 7.4 31-a)FF £ (1R,5S,6S)-2-
((3S,5S)-1-% #& R A H&-5-(5-F ook ok H# [5,1-b] & = -2-25) T F ke -3
#5%-6-(1R)-1-# L %)-1-F AZREALE2-HI-ABEBHAERHAR
83.4mg(1R,5S,65)-2-[(3S,58)-1-% 7 AEBASGAATRAPEASTA
ok ok #[5,1-b] E 2 45-2-5) T 3 owbrapi-3- % )k -6-(1R)-1-2 T £)-1-F -3
&K%ﬁ&ﬁ&iﬁﬁﬁﬁﬁiﬁﬁﬁ,%%&w&%,
NMR(CDBOD)G:I.ZBCBH,d,J=7.4Hz). 1. 28
(3H,d,J=6.3Hz).1.78—1.89(1H.m).2.62”
) 2.75(1H.m).2.82(3H,s),3.20—3.40(4H,m)
‘ ,3.49-3.59(1H.m),3.83—3.93(1H,m>,4.o
8-4.18(2H.m).4.21—4.38(2H.m).4.61—¢
76(4H.m).5.17—5.42(6H.m),5.89—6.03(2
H.om), 7. 65 (1H, s), 8 01 (1H, s)
MS (Ts—Pos) : 644 (MO
b)(1R,5S,65)-2-(3S,58)-5-(6- & A7 a7 A5 7 Aokt H(51-b]EEH-
2-2) 7 & g 3E-3- KA E-6-(IR)-1-72 L h)-1-F R BER K £-2-5H-3-B R
A s i
¥ 5 LM 26-b)TEF i, W 83.4mg(1R,5S,65)-2-[(3S,58)-1- % 7 &
ApisG-AEATRATRES FAAR #[5,1-b]E ot 45-2- %) 7 s I-
3-A ] %-6-(1R)-1- L %)-1-F AZREFE2H3-28HAARARR
iﬂﬁahgmﬁﬁﬂm%%,%ﬁﬁatﬁ%,

NMR (D,0) & (HOD=4. 80ppm) : 1. 21 (3H, d, J=
7 1Hz), 1. 27 (3H,7d, J=6. 3Hz), 1. 80-1. 90
(1H, m), 2. 77 (3H, s), 2. 77-2. 88 (1H m), 3.
31-3. 49 (5H, m), 3. 68-3. 75 (11, m), 4. 02-4.

92



13 (2H, m), 4. 20-4, 28 (2H, m), 5. 19 (2H, s),
7. 55 (1H, s), 7. 92 (1H, s)

% &4 34
(1R,5S,65)-6-((1R)-1-% . 3%)-2-[(38,58)-5-(F % # [5,1-b] % wp 7-3L) 7 Sk
tn-3- R AEA-1-FAER Y E-2-53-R %
a)(1R,58,685)-2-[(3S,5R)-1-3% & #A& & K-5-(% = 5 [5,1-b} ok 7-35) F Hat
% 55-3- A AL -6-(IR)-1-2 TH)-1-F AERF £-2-5H-3- R %A R iwm
£ 5 E&M 10-a)k ik, B 169mg 4 & FE#&H 12 AFEES,S5R)-1-
WEAARAI X7 RARKS(REH(51-DEE-T-8)F B ot ok I% o
162mg(1R,5R,65)-2-(= % s ¥ 8t %) AL -6-(1R)-1-72 T X)-1-F ABEARF
&2 .3- 3 B % L8 H A 86.2mg(1R,5S,65)-2-[(38,58)-1-% A A A
_5-(% ok FF [5,1-b] E ok -7- &) 7 S ol 3E-3- K| A-6-((IR)-1- 72 C3K)-1-7
ABENRAE2HI-RBHHAS.
NMR (CDC1g) &6:1. 23 (3H, d, J=7. 4Hz), 1. 34
(3H, d, J=6. 3Hz), 1. 96 (1H, m), 2. 45 (1H, m),
3. 00-3. 60 (6H, m), 3, 90—4. 35 (4H, m), 4. 55
—4. 97 (4H, m), 5. 20-5. 48 (4H, m), 5. 97 (2H,
m), 6. 80 (1H, d, IJ=4. 1Hz), 7. 37 (1H, d, J=4.
1Hz), 7. 95 (1H, s)

b)(1R,5S,68)-6-(1R)-1-% T %)-2-[(38,58)-5-(# ¢ ¥ [5,1-b] % - 7-K)F &
atog 5i-3-K A -1-F ABRRK L F-2-5-3-A K
& 5 E &M 10-b)FTE F %, W 43.2mg(1R,55,68)-2-[(3S,58)-1-5 A &
£ 3 % 5 (% H[5,1-b]Ek-7-A) T At ii-3- K] 5 E-6-(1R)-1-# T
£)1-FRBERF E2H3-2BHALRHA 1. 1mg AR FALED
NMR (D,0) & (HOD=4. 80ppm) :1. 17 (3H, 4, I=
7. 2Hz), 1. 27 (3H, d, I=6., 3Hz), 1. 75 (1H, m),

2. 71 (1H, m), 3. 19 (2H, 4, I=7, 1Hz), 3. 25— 3.
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48 (3H, m), 4. 03 (2H, m), 4. 20 (2H, m), 7. 05
(1H, d, J=4. 1Hz), 7. 64 (1H, d, J=4. 1Hz), 8.
15 (1H, s)

% 7% 35
(1R,5S,6S)-6-((1R)-1- % T %)-1- F %-2-[(35,5R)-5-(6- 7 2=k & 5 [5,1-b] %
ok 45-7-25) 7 S abed i-3- AR EABR A £-2-5-3- R AR &

3 AL F 55(0.468ml) m A £ 43.0mg 3 % % 34-a) P & (1R,58S,68)-2-
((3S,5R)-1-% 7 R A B K -5-(%h =k F[5,1-b]E =&-7-5K) F Aateg 32-3- K504
6-(1IR)-1-B CRA)1-FPEBEREF-2-H-3-RBHAAET, TERAALR
BAKAT, HRAOHHEHE 19 PN, AEAGR L FRNMN, &2
(1R,5S,6S5)-2-[(3S,5R)-1-% & Ak K -5-(6-F Kk = 5 [5,1-b] E 2 4-7-K)
P sk ates 323K ) -6-(IR)-1- 2 THR)-1- P AKX E-2-55-3-ABHA
Amamgdn ., AALENEGLFRE =Y, TLEEH 11-b)E
i, B8 32mg kAL SY.
~ NMR (D,0) 6§ (HOD=4. 80ppm) :1. 22 (3H, d, I=
6. 92Hz), 1. 29 (3H, d, J=6. 2Hz), 1. 86 (1H, m)

, 2. 80 (1H, m), 3. 39 (1H, m), 3. 46-3. 58 (4H,
m), 3. 78 (1H, m), 4. 06 (3H, s), 4. 05-4. 28 (4

H o m), 7. 56 (1H, d, J=4. 4Hz), 7. 94 (1H, d, 1=
4. 4Hz), 9. 29 (1H, s)

5% .41 36
(1R,5S,68)-6-(1R)-1-% T3k )-1- 7 X&.-2-[(35)-5-(6- F Aok ot 5 [5,1-b] E o i
S-R)akes bi-3- R RERRK F2-H-3- g s R A

a)(1R,55,68)-2-[(35)-1-% 7 R Ik % K -5-(%k = # [5,1-b] % -5 ) ko5 13-
A1 6-(1IR)-1-2 CA)1-FEER Y X-2-5-3-RBH B EAR(LARN

W A)
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FAAHTF, # 1IN LRALAHKERO0.78m)w A £ 0.25g & & K &b
14 Fri&(3S)-3- LA A-1-55 7 R A ZA-5-(F2[5,1-b] X ok 5 k)b ed T
(&AM AW Sml PHERT, RAOMTEETRHEIS S5 H. @il
AIN-ZBAERFROWAE pHT, AR TRA-LTR, REFAK
Folfe i KESnE, AREAARETR, E0EN, FaARLEY.
FokA 4T 30 58 A, @ 0.27g(1R,55,68)-2-(= KA B & X) K E-6-(1R)-
1-2 LA 1-TABRY E2-5-3-REHAL®Y dml CHERT WA=
SHECARE@0.14ml), GAERSBFTRALRLE, REDEL AR
BB ABKERPRME KRR, REAABRETR. EREH, Ked
Bk 8,98 AL, 2 0.26g(1R,55,65)-2-[(3S)-1-% A AAZA-5-(h 4
#[5,1-b]E k-5 ymtog 5e-3- & |5 X -6-((1R)-1-# CR)-1-7 XA K E-2-
B3 ELAS(IARAME A)
b)(1R,5S,6S)-6-((1R)-1-# L 3k)-1- 7 %.-2-[(35)-5-(6- 7 ok ok H[5,1-b] X vk
B-5- ) wkrs 1i-3- 25 A B AR A K255 -3- R B A (T HFMEA)

FohANTF, ¥ A THETH0.022ml)m A £ 80mg(1R,SS,65)-2-
((3S)-1-4% & & Ak & A -5kt i 5,1-b] % vk -5- 3k ) ut o B2 -3- 3k | BA K -6-
(IR)-1-# . 3R)-1-F AR A F-2-5H-3-RB&HA A®EARFHE AN
Iml —fPRERY, ROWTFHREATRA 1 IH., RAERSHALE
k4. @ k%A DMFQ2ml). 0.055ml N-7 XA X4 40mg ¥(= %
AM)E0), RASTFESEAARTRHIONH. HALRSHEE RS,
Gk mAK. AW A = & TR&E%, KET Cosmosil 40C18-PREP
F= Amberlyst A-26(C1 ~ &) L {742 & # i, A2 12.6mg B i AR L4
.

% %4 37
(1R,5S,65)-6-((1R)-1-% T %)-2-[(38)-5-[6-(2- & TR )* 2 % [5,1- b] % =k 45 -
5. ks tR-3- ) HAE-1-F ARRA £-2-5-3- R B E B & (LR A Mk A)
FrAHT, # L-ATEA-FATARAA2-ZATHR ALK
(58mg)te A £ 87mg % #&H 36-a FTHE(IR,SS,68)-2-[(35)-1- SRR LT
5-(% ok # [5,1-b] & = -5- ) wk o BE-3- 2| ALK -6-((1R)-1- 2 o A)-1-7 BN
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FEIRIRBHBABEAANK AN Iml —KFRERT, RED
FABATREIIH . KAERAHELERSE, @X T MA L5Sml THF .
0.0095ml & # 0.156ml 1M = T X £ {L&/THF %k, REFHTEZTHR
#2000, GRFeACLHEA.SmI). 16mg = %B. 0.034ml G4k F 60mg
W= X AM)E0), REHTEZAIRTRHAIONH. A B RAY A,
Ak, AREARTRAK, REFA-KTREE, * & F Cosmosil
40C18-PREP # Amberlyst A-26(Cl ~ &)L i 742 & # sbdt, # 2| 22.5mg
ik e,

NMR (D,0) 6 (HOD=4. 80ppm) : 1. 22 (3H, d, I=

7 1Hz), 1. 29 (3H, d, J=6. 5Hz), 1. 90—-2. 00

(1H, m), 2. 75-2. 87 (1H, m), 3. 40-3. 55 (3H,

m), 3. 87—4. 00 (3H, m), 4. 20—4. 28 (2H, m), 4.
45-4. 53 (2H, m), 5. 00-5. 08 (1H, m), 7. 54 (1

H, d, J]=4. 3Hz), 7. 66 (1H, s), 8 33 (1H, 4, J=

4, 3Hz)

5 .47 38 -
(1R,5S,65)-6-(1R)-1- % L %)-2-((38,55)-5-[2(Z)-(% ¢ 5 [5,1-b] ok 3-5%)
L3 B b -3- R A 1-F X BERA F-2-15-3- R 8
a)(1R,5S,65)-2-[(3S,5S)-1-# % #.4& & & -5-[2(E)-(% =% J [S,1-b] Kok 3-JK)
L k| weos 3 -3- K R A -6-(1R)-1-% T &)-1- P A HRAA £2-5-3- B8
A A ®
#(1R,5S,68)-2-[(3S,5S)-1-3% & R A F &-5-[2(2)-(F 2 3#[5,1-b] E=-3-%&)
3 K ks 35-3- K A A-6-(IR)-1-2 LX) 1- P ARR K £-2-%-3- AR
HAAS |

FokAHTF, # IN £RLHBKERO.69m)M A 2 0.24g S 5 % &4
13 Ffi&(3S,59)-3- L oAk 155 A REAR A5 2-(F % [5,1-b]E=-3-%) T
A | sts LT A AR R4S )6 3ml P EERT, ROV TERATHR
R1554. AmA IN-LRKERERAOYAE pHT, AXTHAZR
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P RAOMAKFHEPLAKESEE, FARRETR, ZREN, &
SAELASY. TAAHT, @ 0.27g(1R,55,65)-2-(= XA B s i) AKX -6-
(IR)-1-2 2 X)-1-FPABRA F2-H-3-RBHF ARG dml LHER T W
A=fHACEEQ0.105m]), HFRABEHIOFH. ARERSH T A
LELE, ROVASARPESRAAKSRPRPLEKRE, KRB F B
SE TR, ZBEN, ReWBa ki & 4%k, &5 78mg(1R,58,65)-
2-[(3S,55)-1-5 A £k & A-5-[2(E)-(% = 5 [5,1-b] F k-3-K) LH Kb 5
B AIAA6(R-1-2 LA - PRAERKFE2-H3- A8 HALAEF
147mg(1R,5S,65)-2-[(3S,55)-1- % & £ X & K -5-[2(2)-(F = i [5,1-b] & = -
3.24) 3 K s 3R-3- )RR -6-(IR)-1-2 T K)-1- 7 AERF £-2-5-3-
REHAAR,
b)(1R,5S,68)-6-((1R)-1-# L 3%)-2-[(3S,55)-5-(2(Z)-(% = ¥ [5,1-b] % #k-3-5%)
o Ik e be-3- 4 A 1- 7 AR A K F-2-56-3-A 8

# (1R,5S,6S)-2-[(38,58)-1- 4 & A& % & -5-(2(Z)-(* =t 5 [S,1-b] % 2 -
3-24) 3 Ak os 52-3- 3 | -6-(1R)-1- T 34)-1- 7 AR A F-2-05-3-
2% EHA®EBOM)ETF Iml = L P 1mIDMF, xFwA N-TA
£ B:(0.060ml)# 40mg @ (Z XA B)£0), REDTERAILRT K # 30
S, WAAROVBERE, AREARTMALRLE, TRKEER
#iitd, KRBT Cosmosil 40C18-PREP # Amberlyst A-26(C1 ~ &)kt
Friz &8 b4k, B2 11.9mg EFFELEH.

NMR (D20) § (HOD=4, 80ppm) :1. 22 (3H, d, J=
7. 1Hz), 1. 29 (3H, d, J=6. 3Hz), 1. 86—-2. 090
(1H, m), 2. 82—2. 94 (1H, m), 3. 30-3. 48 (3H,
m), 3. 62—3. T0 (1H, m), 4. 00—4. 10 (1H, m), 4.
18—4. 30 (ZH, m), 6. 22-6. 30 (1H, m), 6. 74 (1
H, d, J=11. 3Hz), 7. 06 (1H, s), 7. 12 (1H, s),
8. 17 (1H, s) |

% 34 39
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(1R,5S,6S)-6-((1R)-1- % T %)-1- 7 X.-2-[(38,58)-5-[2(Z)-(6-F Ak ok 5 [5,1-
bl &=k 48-3-2) L3 K ntop R-3- B AL RN £-2-5-3-RB AR L
FohAHT, BZATARTH0.0155mDm A 2 67mg % %4 38-a)
F £ (1R, 58,65)-2-[(35,55)-1- 3 A £ & & &-5-[2(Z)-(% =% H [5,1-b] & £ -3-
%) T A ks F-3- ) A -6-(IR)-1-% L 3)-1-F AR AT 2534
EEALASS Iml —ATRERY, REDTARATHEHEL PH. HA
ERAMEERE, OkHEk T A=LFR(Am]). 1mlDMF . 0.050ml
N-7 & % s 40mg W (= KA M) E0), REPTERALATHHAION
¥, RAARSDAEXRKE, Gkmat AR BEUA KT RERE.
K EF Cosmosil 40C18-PREP #= Amberlyst A-26(Cl - )b fri & ik
., %2 6.0mg FriEFEEALEY.
NMR (D,0) 6§ (HOD=4. 80ppm) :1. 22 (3H, d, J=
7. 1Hz), 1. 29 (
3H, d, J=6. 5Hz), 1. 94—2. 03 (1H, m), 2. 87-3.
03 (1H, m), 3. 03—-3. 42 (1H, m), 3. 45-3. 53 (1
"H, m), 3. 67—3. 76 (LH, m), 4. 10 (3H, s), 4. 20
—4, 30 (1H, m), 6. 40—-6. 48 (LH, m), 6, 75 (1H,

d, J=11. 4Hz), 7. 50 (1H, s), 7. 68 (1H, s), S.
29 (1H, s)

5 3.4 40

(1R,5S,6S)-6-(1R)-1-# T %)-1- F %-2-[(38,58)-5-[2(E)-(6-F kot 5 [5,1-

bl ok 4-3-2%) L A mtos i 3-R)AE SR £-2-%-3- AR L8 4
FokAHTF, =R FHETEO0.0225ml)m A2 78mg F#&¥ 38-a)

A& (1 R,SS,GS)-Z-[(3S,5$)—1-£$ A A3 A S5 2(E)-(% ok 5 [5,1-b] & -3-

£) O A ea-3- AR 6-(IR)-1-2 CA)-1- T AERA £-2-%-3-%

SHFARS Iml —KPRERT, ROWTEZATRHF 1 PH. HR

ERAMEEESE, ARkERYMAZKTR(Am). 1ImlDMF . 0.071ml
o8



N-7A £ B4 60mg B(Z XL M) 0), REVTEREAAKTEH 30 5
., WAEAROMELKRSE, ARBRT AKX REHA K TR,
X B F Cosmosil 40C18-PREP # Amberlyst A-26(Cl ~ ). L it 4742 & % &
f, #5 57mg FEEAEALED.

NMR (D,0) & (HOD=4. 80ppm) :1. 22 (3H, d, J=

7. 1Hz), 1. 29 (3H, d, J=6. 5Hz), 1. 96—-2. 06

(1H, m), 2. 80—3. 05 (2H, m), 3. 35—-3. 52 (2H,

m), 3. 68—3. 80 (2H, m), 4. 10 (3H, s), 4. 10—-4.

18 (4H, m), 4. 20—-4. 28 (2H, m), 6. 53—-6. 63 (1

H m), 6. 95 (1H, d, J=15. 9Hz), 7. 65-7. 72 (2

H, m), 9. 45 (1H, s)

% #4941
(1R,5S,68)-2-[(3S,55)-5-[6-(2- 3k % 4 F & )-5- P S ok ok 5 [5,1-b] % = 45 -2-
217 K wbeg E-3- A AR -6-(IR)-1-2 T A4)-1- 7 B HER ¥, £-2-5-3-R &
(A &)
a)(1R,5S,65)-2-[(3S,5S)-1-%% & A % £ -5-[6-(2-F A & 7 2)-5- 7 Fok = 5t
[5,1-b] 2 = 45-2- 3k 7 Awbod 1E-3- KA A-6-((IR)-1-% L H)-1-F KRR A
E2HI-REHFALARZRATHREL

¥R EA T AL ©0.044mDA S6mg BB M A H F RS 31-a)ffik
(1R,5S,65)-2-[(3S,5S)-1-% 7 &AL & 5-(5-7 ok ek 5 [5,1-b] E ok -2-35) F
Aabeg i 3 R )AE 6-(IR)-1-2 L H)1-FRERF X 2-H-3-ABHFE
B6)0.4ml AXKCHEERY, WRAVTEZREALRTHHI27 M. &E
EBEH, ZePT Sephadex LH-20 L & # (=K FPLH: 78
=1:1), % £] 47.9mg #* & #& K (I1R,5S,65)-2-[(3S,5S)-1-% & LI &K X-5-[6-(2-
KEETE)S- T AR H[51-b]E24-2-%] FE s i-3-£ ]85 -6-
(IR)-1-2 LX) 1-PEBRA L2 HI- AR B AAS AT HB L,

NMR(CDCI§6:O.50—0.56(2H.m),0.71—0.
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76 (2H, m), 1. 18 (3H, d, J=6. 0Hz), 1. 27 (3H,
d, J=6. 1Hz), 1. 68—-1. 80 (1H, m), 2. 58—-2. 71
(2H, m), 3. 04 (3H, s), 3. 10—3. 26 (4H, m), 3.
40(8.3H)“3.53—3.68(1H,m).3.89—4.06(1
H, m), 4. 10-4. 28 (4H, m), 4. 54—4. 78 (4H, m),
5. 15-5. 40 (4H, m), 5. 80-5. 95 (2H, m), 7. 59
(lH, br. s), 8. 19, 8. 34 (totallH each s)
MS (ES) : 641 (MH

b)(1R,5S,6S)-2-[(38S,55)-5-[6-(2- 3+ % 2 P £)-5- 7 Kok vkt 5 [5,1-b] =k 452
A7 Eabepbi-3- R A K 6-(1IR)-1-2 T 4)1-F EERK X-2-5-3-B %
EYGES)

# £k THF@O.7m)# 0.7ml %K C 8w A 2 47.9mg(1R,55,65)-2-
((3S,5S)-1-1% B # A # K -5-[6-2-3F A A T K)-5-F Aokt 4 [5,1-b] E 2 4-
2-%) 7 Hhwtos Bi-3- ) A -6-(IR)-1- 2 L 3)-1-7 AR & F-2-5-3-R 8
 HAARZRTPHRELY, Gt PRANAZER(7.8mg). 0.016mi BHk
2 43mg B(EXAM)L0), RABHTEZALRTEHS 1 o, aXT
2 A THF(10ml), FfA R &t —F A ImITHF & RF L ZFR, #
5—# ek, KREHELT Cosmosil 40C18-PREP L% 4 & & s 4L (k-7
), 2 2.0mg AR RELSY, HEFEHK.

NMR (D,0) & (HOD=4. 80ppm) : 0. 46-0. 48 (2H,
m), 0. 70-0. 76 (2H, m), 1. 21 (3H, d, J=7. 1Hz)
, 1. 28 (3H, 4, J=6. 4Hz), 1. 46—-1. 55 (1H, m),
2. 54—2. 66 (1H, m), 2. 79 (3H, s), 3. 05-3. 20
(3H, m), 3. 26-3, 44 (3H, m), 3. 54-3. 63 (1H,
m), 4. 80—-4. 89 (1H, m), 4. 11 (2H, d, I=7. 4Hz)
, 4. 17—4. 26 (2H, m), 7. 59 (1H, s), 7. 75 (1H,

s)
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5 34 42
(1R,58,68)-2-[(3S,55)-5-[6-(2- & L %)-5-F ket 5F(5,1-bjE44H-2-K] 7
Rotedti-3- % AX-6-(IR)-1-2 2 X)-1-FERR A F2-H3-RBEZRT
3 ¥ -
a) (1R,55,65)-2-((3S,55)-1-3% & # % % %-5-6-2- & T X)-5-F Aok o
(5,1-b] % =k 45 -2- & 7 Kwtep $E-3- R 50K -6-(IR)-1- 2 CH)-1-7 AR K
X2 HI-BEHARZATHREL
KR TR 2-£ C®@A0.6mg)w A 30.6mg F &4 31-a)Ff & &
(1R,5S,65)-2-[(3S,5S)-1-% & £ A & &-5-(5-F Rkt HF[5,1-b]E-2-5)F
Hoatos3i-3- K A -6-((1R)-1-%2 T X)-1-F BHRKF E2-H3-BBHEAE
b FAERAALATREEROWISIH, BAETRERLEN, &
if & 4t i A Sephadex LH-20 (= & 7 5: 7 S=L1)ALERGH, &F 254
# % & it 36.4mg (1R,55,65)-2-[(3S,55)-1-4 A £ % &-5-[6-(2- & ik)-
5.9 J ok vk #[5,1-b] % =k 45-2-2 ] P K tg 5E-3- 24| B E-6-((1R)-1- 2 z 3K)-
1-PRABRNE2-HI-RBHAR= A THRRL.
NMR (CD,0D) 6:1. 23 (3H, d, J=7. 2Hz), 1. 28
(3H, d, J=6. 3Hz), 1. 77—-1. 90 (1H, m), 2. 60-
2. 73 (1H, m), 2. 87 (3H, s), 3. 20—-3. 41 (4H, m)
, 3. 43-3. 56 (1H, m), 3. 82—3. 91 (1H, m), 4. 0
6—4. 38 (4H, m), 4. 62—4. 80 (4H, m), 4. 81—4,
91 (4H, m)., 5. 20~5. 42 (4H, m), 5. 89—-6. 03 (2
H, m), 7. 68 (1H, s), 7. 97 (1H, s)
MS (ES) : 633 MD

b) (1R,5S,65)-2-[(3S,55)-5-[6-(2- & L%)-5-F A kowd F15,1-b] E =k 45-2- 5]
? Kaoodin-3-RAA-6-(AR)-1-2 TH)-1-FRBERA £-2-5H3-R &= K
V58 sk

# £ & THF0.5ml)# 0.5ml %k T & & A 36.4mg(1R,5S,65)-2-
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[(3S,5S)-1-3 5 A X & X 5-[6-(2-& T %)-5-F Kokt £ [5,1-b]E-2-K]F
Eapud R-3-KJAK-6-((IR)-1-2 T X)1-FEER A E2-H-3-REHA S
d, GivRENAZERG.S5mg). 0.011ml B%F 3.0mg B(Z XRK)E
0), EEBGEAARTEAFERSY 11 H. R FFx THF(10mI), F#F
A 3mITHF #t —F 2B AR ERAALEZFRABIE—FH E&H XK,
if it 8,7 4 i A} Cosmosil 40C18-PREP(K-7F B )sbiL &k % &4 K, B2 &
AR EXBBHALN 3. 1Img FHLEP.

NMR (D,0) 6§ (HOD=4. 80ppm) :1. 21 (3H, d, J=
7. 1Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 81—1. 92
(1H, m), 2. 79-2. 89 (1H, m), 2. 82 (3H, s), 3.
33-3. 49 (4H, m), 3. 69—3. 85 (2H, m), 4. 05—4.

28 (3H, m), 4. 09~4. 93 (4H, m), 7. 59 (1H, s),
7. 89 (1H, s)

k&P 43
"(1R,5S,6S)-6-((1R)-1-# T 3£)-2-[(3S,55)-5-[6-(2-# L. X )-5- 7 Sk =k £ [5,1-
b % e 4-2-4 | F R abwd 5o-3- K ) 1- P AR X E2-H-3-RE= AT
He i |
FZRPHB2-(RTEA-FTRATARAL)LRQ20.4mg)Mw A 32.4mg 5
&4 31-a)frEH (1R,5S,65)-2-[(3S,55)-1-5 A R A& # K-5-(5-F Kskod i
[5,1-b] & ek -2-3) P St atog 1R-3- K 15K -6-(IR)-1- B L) 1-FRAERF X
2-HF3-BEHARLEO0SM ARXK_RKLRTHAGERTY, FEAERZAR
ATYRBERAY 2 MH., ARAETABRIL RN, FAAAKE
Wty (1R,55,68)-2-{(3S,58)-1- 5 A REZ A -5-[6-Q-RTA=-FE TR
A T )-5-7 Sk ok 5 [5,1-b] ok 4-2- ) T Awbeg IR-3- 2 5L A -6-((IR)-
1-2CLA)1-PEAERFE2-HI-RBEHAR=ATHRE. ¥ THO
0033ml)f= 0.056mI1M # K4 W E T & / THF & A& 44 P4 0.5ml
KX THF v H&HERy, ALEENLARATRFARSH LI IH. §
LY FEMAKCHEOSM). HERESD T LSRN XB(5.8mg).
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0.012ml B 3.2mg B(Z E£M)E0), EEZHAIRTRFARST ]
S, @2 xe THF(10mI), # A 3mITHF #— ¥ A A HGRRHA
AFALETTFRAN A EH K, @A &#HEM Cosmosil 40C18-
PREP(X-F )L &H R, FHARAGLEFRAHAL 4.62mg AL
&%,

NMR (D,0) & (HOD=4, 80ppm) :1. 21 (3H, d, I=

7. 2Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 81—1. 91
(1H, m), 2. 79—-2. 90 (1H, m), 2. 82 (3H, s), 8.
31-3. 49 (5H, m), 3. 68-3. 76 (1H m), 3. 98 (2
H, t, J=4. 5Hz), 4. 02—4. 12 (2H, m), 4. 21—4.
28 (1H, m), 4. 41 (2H, t, J=4. 5Hz), 7. 57 (1H,
s), 7. 89 (1H, s)

MS (ES) :507 (M)

% 44 44
(1R,58,6S)-2-[(35,55)-5-[6-N,N-= P & & & 7 &t 3 7 -5 F Sk = 5 (5,1-b]
ok ok 45224 ] P Sk wtrs bE-3- AL -6-((IR)-1-%2 T A )-1-F R F & -2-
H-3-H e (M)
a) (1R,5S,6S)-2-[(3S,55)-1-% & £ A & &-5-[6-NN-= 7 RaitvamiA vk
5.9 ok ok 3 [5,1-b] ok 4-2- 2] 7 A atod 32-3- 4 5E-6-(IR)-1- 22 T X)-
1-PRABRFE2-H-3- B8 HARARRE

W  31-a)FFE 6 N,N-= 7 £ & C 8 8(0.03ml)#= 41.5mg BHAL#A M
A 32.5mg(1R,5S,65)-2-[(3S,55)-1-% @ A& 3% £ -5-(5-F Aokt F[5,1-b] %
w452 K] F A wbrd 1-3- R E-6-(IR)-1-% T &)-1- P ABERA £-2-5%-
A BEERA SN LK DMF ¥ HANERY, FEESLARTHRHS
ERAH 27 MM, EAETREHESMN, AL &HF4EE M Sephadex
LH20 (=& FH: P H=LDRALEAGYH, FAAAF LB 42.1mg
(1R,5S,65)-2-[(3S,5S)-1-% 7 AKX S-[6-NN- = FEAET Bk 7 A-5-

P Aok ok #[5,1-b]E ok 45-2- 4] T K atos52-3- £ )5 K-6-(IR)-1-2 L A)-1-
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FPEAZRNE2-HI-RBHEERAARE,

NMR (CDClp &:1. 16 (3H, d, J=T. 4Hz), 1. 23
(3, d, J=6. 1Hz), 1. 63—1. 76 (1H, m), 2. 46—
9 59 (1H, m). 2. 83 (3H, s), 2. 90 (3H, s), 3. 1
5 (3H, s), 3. 12—3. 41 (4H, m), 3. 58-3. 68 (1H,
M. 3. 91—4. 02 (1H, m), 4. 08~4. 27 (4H, m), 4.
53—4. 65 (3H, m), 4, 61—-4, 78 (1H . m), 5. 16-5.
40 (4H, m), 5. 70 (1H, br. s), 5. 80-5. 95 (2H,
m), 7. 72 (1H, br. s), 8 78 (1H, s)

MsS (TS) : 672 (M)

b) (IR,5S,65)-2-[(35,55)-5-[6-N,N-= F A & A 7 st & 7 A5 7 Aokt Jf
[5,1-b] & = 45-2- K] 7 K wtos 32-3- £ 15 -6-(IR)-1-2 T H)-1- P BHERF
X2-55-3- R £ (A L)
| # % & THFO.5ml)# 0.5ml %k C & ™ A 42.1mg(1R,5S,6S)-2-
((35,55)-1- % % R AL S-[6NN-= PR AL F oA 7HS-7RAAS}
[5,1-b]E £ 45-2- ] 7 A wbrg 5-3- A5 E -6-(IR)-1-% T 3H)-1- 7 AHEK K
T2HI-2BHARERREY. AL T AL NAZ X KGSmg).
0.012ml B% A 3.1mg W(ZXM)E(0), AEZHALRTHRAAREY ]
I . @R FF . THF(A0mI), # A 3mITHF #— ¥ st & A7 7 2169 0 A
KFRETRAN—AFEeH LK, @i e&#E %A Cosmosil 40C18-
PREP(X-F H)itExk &N XK, FaAHD o &K 104mg HFALS
.

NMR (D,0) & (HOD=4. 80ppm) :1. 20 (3H, d, J=
7. 1Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 42—1, 51
(IH, m), 2. 51—-2, 66 (1H, m), 2. 71 (3H, s), 3.
00 (3H, m), 3. 03—3. 44 (6H, m), 3. 15 (3H, s),
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3. 50—-3. 60 (1H, m), 3. 77—-3. 86 (1H, m), 4. 18
—4. 28 §2H. m), 5. 37 (2H, s), 7. 43 (1H, s), 7.

79 (1H, s)
£ ¥ 45

(1R,5S,6S)-6-((1R)-1- & T %)-2-[(38,55)-5-[6- F R & 7 X -5- F H ok % ¥
[5,1-b] E ok 48 -2- 2] 7 At BR-3- KK -1-F EAHERA £-2-53- A8 &
(A &)
a) (1R,5S,65)-2-[(3S,55)-1-% % & & % K -5-[6-F A A 7 -5 F Ak it
[5,1-b) 4 % 45-2- %] 7 A wbos 32-3- % )5 A-6-(IR)-1-% L X)-1- F A &ER K
X2-H-3-HBBAR AL
#ek P X FEO0.0ImD» A 34.0mg % #&H 31-a)Ff £ 45 (1R,55,65)-2-
[(3S,5S)-1-4 % A3k % X -5-(5- 7 ok ot 5 [5,1-b] E o 45-2- K] 7 H wbnd-12-
3R JRAE-6-(IR)-1-2 LH)-1-PEAER A X2-5-3-ABRSAHRE 0.5ml
LABRETHRGORARTY, FEEBEAIRATRIGROD 1054 . £&
EFREESEENMN, Bif & #4 %M Sephadex LH-20 (= & 7 3x: 7 &=1:1)
WAL EAGY, FH&H% & & 42.3mg (1R,58,65)-2-[(3S,55)-1-5 A &
Ap R 5[6-F REPRS-FEokek #[51-b]E24-2-4] F Eabeg3t-3-5]
AE-6-(IR)-1-2 LA)1-PEBER A E-2-H-3-ABRGARASRRL,
NMR (CDC1y &6:1. 18-1. 32 (6H, m), 1. 68—1.

80 (1H, m), 2. 58—2. 70 (1H, m), 3. 03 (3H, s),

3. 12—-3. 28 (2H, m), 3. 45 (3H, s), 3. 91—4. 02

(1H, m), 4. 08—4. 27 (4H, m), 3. 90—-4. 36 (3H,
m), 4, 52—4. 72 (4H.m), 5. 17—5. 49 (4H, m), 5.
71 (1H, br. s), 5. 80-5. 97 (2H, m), 7. 88 (1H,
s), 8. 10 (1H, br. s)

MS (TS) : 631 (M)

b) (1R,55,6S)-6-((1R)-1-#& ca;)-z-[(ss,ssys-[ts- PRATFE S FRAKAHN;

[5,1-b] = 45-2-4 ] P Atz R 3-K)RAR 1-FPEARERF E2-H-3-28 4
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(A &)

# £ & THFO.5mD# 0.5ml & & Z & w A 47.9mg(1R,58,65)-2-
[(3S,5S)-1-3% % A& %k -5-[6-F AA 7 A-5-7 Aookok 5 [5,1-b]E = 48-2-K]
7 A atea 3-3- R AE-6-(1R)-1-% T %)-1-F 2 ER K £-2-5-3-8 BFA
BABRETY. LESHALATA 1S SOk TRENAZER
(5.8mg) . 0.012ml Sk H 3.2mg W(= £RB)e0). AXFFEN
THF(10ml), #/ 3mITHF #—¥ st & A H QR R AR} R ETRA
—#§ &k, Bt s & kA Cosmosil 40C18-PREP(K-F H)RA KK
sk, BERALEEREYHN 2.2mg HALESW.

NMR (DZO) § (HOD=4, 80ppm) :1. 21 (3H, d, J=

7 1Hz), 1. 29 (3H, d, J=6. 3Hz), 1. 42-1. 55
(1H, m), 2. 54—2. 66 (1H, m), 2. 85 (3H, m) , 3.
03-3. 43 (6H, m), 3. 42 (3H, s), 3. 54—-3. 61 (1
H m), 3. 79-3. 87 (1H, m), 4. 19—4., 28 (2H, m),
5. 64 (2H, s), 7. 65 (1H, s), 7. 80 (1H, s)

% 7.4 46
(1R,58,65)-2-[(35,55)-5-[6- & A& A 7 £-5-F Aok 2 #[5,1-b] & ok 4h-2-1]
P hatet i3-E]AL-6-((IR-1-2 LX) 1-FEABERA E2-FH-3-A8 %
(A &)
a) (IR,5S,65)-2-[(38,55)-1-3% & REZ K -5-[6-C ARREFX5-F Fkod 5t
[5,1-b) & = 45 -2- %] 7 K wbog 2-3-K)A X -6-(1IR)-1-£ T X)-1-F EBRE
R HIRBBEELRAGE

%k LB L®O.04ml)m A 42.6mg % #&H 31-a)F7 & 69 (1R,58,68)-2-
(38,55)-1-%% 7 f 2k 3 A -5-(5- 7 Aok ok 5 [5,1-b] £ 2 48-2- 5] 1 F TS -2
3R RA6-((IR)-1-2 LX) 1- T ARR K £2-5-3-RBHA ®4£ 0.7ml
ARERYBAOERY, FEEBAARTHEFARSY 1 PH. £&
EFZWHEEM. Bl & #4 kA Sephadex LH-20 (= & 7 5¢: 7 &=1:1)

WAL E AT, B3 &GS &Y 49.7mg (IR,55,65)-2-[(3S,55)-1-5 & &
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AER s6-CRBATES TRAEEH[51-b]E4E-2-4]F Hateiin-3-
RIEEA6-(IR)-1-2 L) 1-FEARRA X 2-H3-RBHARARB S,
NMR (CDC1ly) &:1. 18 (3H, d, J=7. 1Hz), 1. 27

(3H, d, J=6. OHz), 1. 28 (3H, t, J=7. 1Hz), 1.

66—1. 76 (1H, m), 2. 40-2. 68 (2H, m), 2. 52 (3
H, s), 3. 10-3. 45 (4H, m), 3. 52-3. 68 (1H, m),
3. 90—4. 02 (1H, m), 4. 05—-4. 27 (5H, m), 4. 53
—4. 67 (3H, m), 4. T0—-4. 79 (1H. m), 5. 16—5. 4
5 (4H, m), 5, 50 (1H, br, s), 5. 81-5. 96 (2H, m)
, 7. 87 (1H, s), 8. 00 (1H, br. s)

MS (TS) : 673 (M)

b) (1R,5S,6S)-2-[(3S,55)-5-[6- & &3 A& 7 35- 7 Sk ok ok 5 [5,1-b] & = 44-2-
A7 Raees-3- 4 ) E-6-(IR)-1-2 L &)-1-F A BER ¥ £-2-5-3-A &
EYGES)

# % &k THF0.6ml)# 0.6ml £ % C & & A 49.7mg(1R,5S,65)-2-
[(3S,55)-1-3 7% R A % A -5-[6-C RE A T R-5-F Kokok 5 [5,1-b] E 2 45-2-
A7 At -3- R E6-(IR)-1-2 L A)-1-P A ERF F-2-H-3- 8 %
Komaprgdv. Ao A= EK6.9mg). 0.014ml %# 4 3.8mg
WEZER)E©0), FEEERHAARTHHERED 55 4. Bw
THF(10ml), #/ 3mITHF #—F &R AGRRBRF L ZTHRF 2
—## euk, A si#iEA Cosmosil 40CIS-PREP(K- T 8 )b & %
ek, BRIRALEERIH 1.6mg FELLSY.

NMR (DZO) 6 (HOD=4. 80ppm) :1. 21 (3H, d, I=
7. 1Hz), 1. 28 (3H, d, I=6. 4Hz), 1. 29 (3H, t,
J=7. 1Hz), 1. 44-1. 57 (1H, m), 2. 50-2. 67 (1
H, m), 2. 77 (3H, s), 3. 01—-3., 47 (5H, m), 3. 50
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—-3. 87 (3H, m), 4. 19-4. 27 (2H, m), 4. 30 (2H,

a, I=7. 1Hz), 5. 24 (2H, s), 7. 52 (1H, s), 7. T

9 (1H, s)
% 5.4 47
(1R,5S,68)-6-(1(R)- % T %)-2-[(3S,55)-5-[2(Z)-(6- 7 o =2 5 [5,1-b] & £-2-
Ay H A s i3- )AL 1-TEAERNE 2K 3-RA LR LR
(1R,58,6S)-6-(1(R)-#& T %)-2-[(3S,5S)-5-[2(E)-(6- 7 F =k = 3 [5,1-b] E = -2-
Ao A k-3- R AA-1- T AR E2-H-3- R A8 4
a) (1R,5S,65)-2-[(3S,55)-1-3% A £ & &.-5-[2-(% % 5 [5,1-b] Eek 2-K)0
A wbos i -3- A AL-6-(1(R)- 72 CA)-1-F A ZRK X-2-5-3-RBHA
BUUT A K RS H)

A AA T IN & AAHKER(L2mI)e A4 & K &F 15 i 0.42g
(3S,55)-3- & s AL 15 7 R A5 [2-( ok F [5,1-b] E 2 -2-K) TH A
A Tml THYHANRRY, FEXBATREARSW IS 54,
B Em INGALEBRZANRAOP pHBA T, AR TR TR,
Aﬁmﬁﬁﬂ#ﬁﬁhﬁ%%ﬁﬁ%%,mm&ﬁ+ﬁoﬁﬁ$%£m,ﬁ
S RABLAY. AXATH=F AL CK@029m)w 2 &5 & F
0.562(1R,5S,65)-6-(1R)-1- % LA )-2-(= X A BBt ) R--1-F EEARK%E-
2.3-3-REHABAE dml CHEBRGRRT, FHRFERESH 30 54,
BLBRLEBMAZAERLOYY. AhPERIHKERPRPLEKRRE
AkiERLY, ARARETR. ARk LEN, a3 e#EERARR
EEGY, 53 0.47g (1R,55,65)-2-[(3S,59)-1-%% A& A& & H-5-[2-(F %
#15,1-b] & = 2-3) T3 X s R-3- KR E-6-(1(R)- &£ T X)-1-F AR
XX 2-H3-RBHARULITABKRG—HREM).

b) (1R,5S,6S)-6-(1(R)-# L. %)-2-[(38S,5S)-5-[2(Z)-(6- T =k =t ¥ [5,1-b] &
2R LB AR AR L FTARRAE2-H3- AR LB dp
(1R,5S,68)-6-(1(R)- T %)-2-[(3S,58)-5-[2(E)-(6- T A & [5,1-b] E -2-
ByoH A e i-3- A Ak - FARRE X 2-H-3- AR 48 S
FkATFHZ KT HEFTH0.017m)» A 86mg (1R,58,65)-2-[(3S,5S)-

187 /A B 5 [2-(% =k #[5,1-b]Ek-2-£) L3 K abws 32-3- K50 -6-
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(AR)-£ C&)-1-FEERE £ 2-H3-RBBFAROLTR A HRG—H -
W)k Iml —~KPREBARGFRY, FEABATRIEGRSY 1 DH,
AEAETEREZAARAY. AX T 2ACTH(AmD. 1ImITHF . 0.033ml
N-7 & Bk 16mg = £ B 40mg ©(Z XM)&(0), FEERHALRT
REFRAY 33 8. AREATREBRAARSY. ARGH T AKX,
AR PRt tARLY, @t e#ikA Cosmosil 40C18-PREP Fo
Amberlyst A-26(CI" %)skfk &, 72 12.0mg(1R,58,6S)-6-(1(R)-# T
#)-2-[(3S,55)-5-[2(Z)-(6- F Aok = # [5,1-b] % o 2-3) L35 X b e 4R-3- L
AA 1. PEABANE2H3-2B 48 5 54mg(IR,55,65)-6-(1(R)-%# L
#£)-2-[(38,55)-5-[2(E)-(6- F Ak = 3 [5,1-b] % ok 2-K) L K] 5E-3- 5]
BAE1-FRABERAE2-H-3-RE LKL

NMR (D,0) :1. 19 (3H, d, I=T. 1Hz), 1. 28 (3
H, d, J=6. 3Hz), 1. 55—1. 65 (1H, m), 2. 65-2,

80 (1H, m), 3. 10-3. 15 (1H, m), 3. 30-3. 45 (3
H m), 3. 80—3. 95 (1H, m), 4. 07 (3H, s), 4. 15
—4. 30 (2H, m), 4. 30—-4. 40 (1H, m), 6. 08 (1H,

dd, J=11. 6, 9. THz), 6. 62 (1H, d, J=11. 6Hz),

7. 60 (1H, s), 7. 92 (1H, s) (E) &

NMR (D,0) &:1. 22 (3H, d, I=T. 1Hz), 1. 28 (3
H d, J=6. 3Hz), 1. 70-1. 80 (1H, m), 2. T0-2.

- 80 (1H, m), 3. 20—3. 30 (1H, m), 3. 30-3. 55 (3
H, m), 3. 95—4, 05 (1H, m), 4. 07 (3H, s), 4. 15
—4, 30 (3H, m), 6. 29 (1H, dd, J=15. THz, 7. TH
z), 6. 92 (1H, d, J=15. THz), 7. 57 (1H, s), T.
95 (1H, s)

% %% 48
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(5S,65)-6-(1(R)- & . %)-2-((3S,58)-5-[2(Z)-(6- ¥ A ok ok #[5,1-b]E=%-2-)
L K R-3- R AR RRE £2-5%-3-R 8 & & & #(58,65)-6-(1(R)-&
z £)-2-[(3S,55)-5-[2(E)-(6- ¥ £ ok ok S [5,1-b] E 2K ) T A b -3
At gRE £ 25-3-RB & %3 |
a) (5S,65)-2-[(38,58)-% & A 3 A5 [2-( = #(5,1-b] E-2-1) H- 73

et 32-3- R K -6-(1(R)-2 CRYRRA 25 3-2RHAHRBJUTLER
k4

F#4FTF, ¥ IN £ AAL B K E#(0.67 ml)w 2 & A K&K 1S 8
(35,55)-3- L s K s -1-3% AL 3 A5 [2-(Fk#[51-b]ER-2-K)C -
3 8- 55(0.24 o)(JUIT LAk F H R A )H F 8(6.3 ml)EkF. EREA
T, BHEaRSH 1554 A IN GERKERIEEROMAS pHT, AR
FmA—KPHR, A B kA o fo ok AT, ARETR. REEN
BRSNS H. KAFT, @ JHL B F9(5S,68)-6-(1(R)-# TA)-2-(= ;&3
B L) R F-2-5-3-R 8 £(0.29 )8y LA (2 mDE kT WA =R A
& A E(0.16 mi).&H 30 54, GRELAHTHALBRLE, R
Bhafhg fdAtafpld Kt Aok ik, REBETR, EEXEN. Ae
M skl ik &8 5L 0.18 g (55,68)-2-[(3S,55)-1- % & fk gk -s-2-(F
ok H#[5,1-b] E = -2-%) 3 K wen pt-3- R A -6-(1(R)- 2 LR)EXHF E-
2-%-3&&&(1!,4‘1:&.#&1##%%%).
b) (5S,6S)-6-(1(R)-# z %)-2-((38,58)-5-[2(Z)-(6- F R ok vk #[5,1-b]E L -2-
By R s R3-RAEEREE 2-3-3-B B & & 3 F(55,65)-6-
(1(R)-# T %)-2-[(38,55)-5-[2(E)-(6- ¢ sk ok F[5,1-b] E ok -2-35) LI A%
it 3-R AL ERE 2 H3-RBARE

FokAFTF, 4(5565)-2-[(38,55)-1-5FA AR 3R -5-[2-(%k = H[5,1-b]
ek 2-K) L3 R wtes-3- R A E-6-(1(R)-2 LEYERE F-2-H-3-B 8
#£91 mg)(mﬁi#ﬁ-ﬁ#%%%)é‘] SR TR mhERFMAZRTR
% 7 8(0.018ml), X EATHHF 1 I, AEXEE, mA1Im T&H. 1
1w ek, 0,033 mIN-FE Sk, 16 mg = XM 40 mg WEER) &
(0). & K- FETERARSDIONH. ARERRE HER BT WK,

- § 9% %, %EJM Cosmosil 40C18-PREP Fo Amberlyst A-26(CI' %)
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2,4 4 $b. 407 2] 6.7 mg (5S,65)-6-(1(R)-%& T %)-2-[(38,58)-5-[2(Z)-(6-F *
ook #[5,1-b] 2 -2- ) CH Ao R 3-RAERRA £2-H3- AR 2
% &= 7.1 mg (55,65)-6-(1(R)-% T %)-2-[(38,55)-5-[2(E)-(6- T £k =
(5,1-b]E = -2-%) CH A s - 3- R AL RRA £-2-55-3- A8 LB E
(Z)#

NMR (D,0) 6:1. 27 (3H, d, I1=6. 3Hz), 1. 55-1.

75 (1H, m), 2. 65—2. 80 (1H, m), 3. 10—3. 30 (2

H, m), 3. 35—3. 40 (1H, m), 3. 45-3. 55 (1H, m),

3. 60—-3. 80 (1H, m), 3. 85—3. 95 (1H, m), 4. 07

(3H, s), 4. 15—4. 25 (2H, m), 4. 35—4. 45 (1H,

m), 6. 08 (1H, dd, J=11. 6Hz, 9. THz), 6. 63 (1

H, d, J=11. 6Hz), 7. 60 (1H, s), 7. 92 (1H, s) —

(E)#

NMR (D,0) §:1. 27 (3H, d, J=6. 4Hz), 1. 80~1.
95 (1H, m), 2. 65—-2. 85 (LH, m), 3. 15-3. 25 (2
H, m), 3. 25-3. 35 (1H, m), 3. 35-3. 40 (1H, m),
3. 60—-3. 80 (2H, m), 3. 95—4. 05 (1H, m), 4. 07
(3H, s), 4. 15—4. 35 (2H, m), 6. 08 (1H, dd, J=
15. 6Hz, 7. 5Hz), 6. 94 (1H, d, J=15. 6Hz), T.
57 (1H, s), 7. 96 (1H, s)

% %4 49 ,
(1R,5S,65)-2-[(38,55)-5-[ % = 5 [5,1-b] & £ -3- K ] = w55 -3- X | A & -6-
(IR)-1-2 L -1- 7 ARRF £-2-5-3-2 & |
a) (1R,5S,65)-2-[(3S,55)-1-% A A A& % A -5-(F = it [5,1-b] % »-3-2 ]t ok
$2-3- % 1A -6-(1R)-1-%2 T 3)-1-F R R * £-2-5-3-R BEHAR
FokddF, # IN LRLHKERO0.76 mhmE SR K& 16 &
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(3S,55)-3- LBt X AR 155 H KA E A 5 (k ok H[5,1-b]Et-3-X)meui
(027 )W FTHG mBat. AXBAT, EHERS B I1549%. AIN
HEBKERTHFERLOY ARATRA_KTR, RBAKP LK}
frauik, ABETRANRE. ZLENFIASLEY. kAFT, A
AEF(IR,S5S,6S)2- (=X A BB X) R X 6-(IR)-1-B LX) 1-FEER K
X2 H3-RBEHERO0ISONCLHCm)ER A= RAHL K014
ml). EXEATRHE 30 5%, ARARELESH T RATRTLE, HEA
RS AAXabRiERkEFdd, ARETR, E+%0. AoY
BaREEB(TH: LELRB=12:88)% 4B 024 g (IR,5S,6S)-2-
[(3S,5S)-1-% A At # X 5 (% =k H#[5,1-b] ok -3-F )abnd 3R -3- K | B K -6-
(IR)-2CH)1-PREERE - 2-H-3-ABRHAE.

b) (1R,5S,6S)-2-[(3S,58)-5-[ %=k #[5,1-b] E ok -3- K )b ng- 3% -3- 2 | B XK -6-
(I(R)-1-2 CH)-1-F EARNKA £2-35-3- 2 &

3 65 mg (1R,5S,6S)-2-[(3S,55)-1-% A &Ik 3 K -5-( = #[5,1-b] &
o3 yabed 5-3- X JAE-6-(1(R)-2 LX) 1-FRABRK KA £-2-5-3- 2 8%
AREMENLSMI LHEP0.75m] WAL HF. ALFNMAL2mg Z XK
F20.25ml BhE, ARA M0 mg B(EEXK) £0),ESF & LR TEHE30
S, WMALBRLE, XEAARSBABRKY, REBA Cosmosil
40C18-PREP(30% P Bk k)& #E RALEH KRBT 10 mg AL S
¥

NMR (D2 O) 6 (HOD=4. 80ppm) :1. 24 (3H, d, J=
7. 3Hz), 1. 30 (8H, d, J=6., 3Hz), 2. 00—2. 10
(1H, m), 2. 85-3. 00 (1H, m), 3. 05—3. 10 (1H,

'm), 3. 40-3. 55 (2H, m), 3. 65-3. 85 (2H, m), 4.
15—4. 30 (2H, m), 4. 65—4. 70 (1H, m), 7. 13 (1

H, s), 7. 15 (1H, s), 8. 28 (1H, s)

% 4] 50

(IR,5S,65)-6-(1R)-% T %)-1- F £.-2-[(3S,55)-5-[(6- 7 . ok = #[5,1-b] & =
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4.3-%) |t -3- R RAEAER A X-2-HF3-RB AR
FRAETF, AEEA 49-2)8(1R,55,65)-2-[(35,55)-1-5 & AEHKE

_5-( ok #[5,1-b] = -3-K |t R-3- KK -6-(1R)-1-2 T X)-1-F P %3
REE2HIREBFREO MY K FTRAMFRFTHAZRTHR
FTROY),ELZRTRSF 1M, EEREE, #A 4% ERAE0.75ml
LBA075ml W%, A 12mg Z£K. 0.25ml Bkf 40 mg @
(ZXB) £0). LART. EZRTRAARESWIOTH. MA LB LBk
AR RAWE T HH K, A Cosmosil 40C18-PREP(30% %) 7 & K i i)
$+ Amberlyst A-26(CI' 2)() & # 4 ¥ o by R My S AL 21 8.9 mg AL
29 .

NMR (D, 0) 6§ (HOD=4. 80ppm) :1. 24 (3H, d, J=

7. 3Hz), 1. 30 (3H, d, I=6. 3Hz), 1. 90-2. 00

(1H, m), 2. 80—2. 90 (1H, m), 2. 98 (1H, dd, I=
5.3, 11. 9Hz), 3. 40-3. 50 (3H, m), 3. 85—-3. 9

5 (1H, m), 4. 11 (3H, s), 4. 20—-4. 30 (2H, m), 4.

63 (1H, t, J=7. THz), 7. 48 (1H, s), 7. 62 (1H,

s), 9. 35 (1H, s)

% #& ¥ 51
(1R,5S,6S)-2-[(3S,58)-5-[(6- & % F gk 7 ek [5,1-b]E 43wt
3-3-R)RA6-(IR)-1-2 L A)1- FERR A X255 3-RE AR &

& % 6.4 49-2)85(1R,5S,65)-2-[(3S,55)-1-% & KA & K -5-(h = #[5,1-
bl ok 3- ka1 -3- K A K -6-(1R)-1-% T &)-1- 7 B RR A £-2-5-3-
£ 8557 B(76 mg)s & B m)E i T 2 ARK CREQ258 me), L&
ART. E2TFTR#20 8. ZEEE, A Sephadex LH-20 & # # &
fo( =R PR FH=1:1),HAERT0.75ml LHF0.75ml & 5% P .
GiEEFMmA 12 mg = XK. 0.025ml B4k 40 mg (= XB) £(0)-
EART. EETREARLODIONH. ALBRLBELALARLSVEE

# 4%, A Cosmosil 40C18-PREP(15%1 F & K% ik) & # iz s bk
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% 5o 4% =2 17 9 mg LS.

NMR (D: O) § (HOD=4. 80ppm) : 1. 24 (3H, d, J=
7. 3Hz), ‘1. 30 (3H, d, J=6. 3Hz), 1. 90—2. 00
(1H, m), 2. 80-2. 90 (1H, m), 2. 97 (1H, dd, J=
5 2, 11. 8Hz), 3. 35—3. 50 (3H, m), 3. 85—-3. 9_
0 (1H, m), 4. 20-4. 30 (2H, m), 4. 64 (1H, t, J=
7 THz)., 5. 30 (2H, s), 7. 51 (1H, s), 7. 73 (1H,

s)

% &4 52
(1R,5S,6S)-2-[(3S,5S)-5-[2-(* = #[5,1-b] £ % 2-3) T ) s BE-3- 2
AE-6-(1IR)-7 LHE)-1-F RBERK F-2-5-3- B &
a) (1R,5S,65)-2-[(3S,55)-1-% A R A& &-5-[2-(F 2 H [5,1- bjE=% -2-%)C
3 X | wtos33-3- X ) E-6-(IR)- & L 5)-1-F ABREE-2-H-3-RBHA
=

$ 5 EAM 498 TR, 2EREREEH 15 6(35,58)3-L g A
£ 1.3 7 REE A 5-[2-( ok H[5,1-b]E ok -3-F) TH K bed ROLT 24k
FHARAM042g , FFTHA027 g (1R,5S,6S)-2-[(3S,5S)-1-# & A&
#E 5 [2-(kokH[51-b]EE 2-%) Lt ] wteaR-3- %) E-6-(IR)-£ L
A)1-FRABERE X253 AR BUUTLRFHERED).
b) (1R,5S,65)-2-1(38,58)-5-[ [2- [ F£#[5,1-b]E=2 2-3) TH K] wbed be-
3-£ 154 -6-(IR)-2 L X)-1- T ABR A F-2-F-3-A R

& 5 % %4 49-b)# F %, 1= % A 86 mg (1R,55,65)-2-[(35,55)-1-% &

fEERS[ 2(htA51-bIEE 2-K) LA R3-E]RE6
(IR)-1-2 T #)-1-F A E R X255 3-RARFARUUVTLARABERS
%), BT H A 8.6mg RS BT IR ARRREST).

NMR (D, 0) 6§ (HOD=4. 80ppm) :1. 24 (3H, d, I=
7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 90-2..00
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(1H, m), 2. 80—2. 90 (1H, m), 3. 35-3. 50 (3H,

m), 3. 65—3. 80 (1H, m), 4. 00—-4. 10 (1H, m), 4.
20—4, 45 (3H, m), 5. 94 (0. S5H, t, J=11. ZHz).

6. 94 (0. 5H, d, J=15. 9Hz), 7. 03, 7. 07 (1H, s,
each), 7. 76 (1H, s), 8. 14, 8. 18 (1H, s, each)
% 364 53
(1R,5S,68)-2-[(38,58)-5-[2-(E)-(6- & & 7 5t 2 P )=k ok 5 [5,1-b] & = 44)-2-
Ay o A s R-3- R )R X 6-(1R)-1-2 T 3)-1-F AER & £-2-5-3-R
% #& % (E HB)(CP0742)#(1R,5S,65)-2-[(3S,55)-5-2-(Z)-(6- £ % F st &
7 )%k ok H[5,1-b] E = 40)-2-55) L K os 3 -3- A | AL E-6-(IR)-1- 2 T
A)1-FPRABERAE2-H-3-REAAR L(Z )

L ERNS51 PR, 2% AL kN 52-2)89(1R,58,65)-2-[(3S,55)-1-4
HAEEA S [2-(hkH#[51-b] %2 2-%) LH A s H-3- 3k HE-6-
(1IR)-1-2 2 %)-1-F A HER K £-2-H-3- R H A B 86 mgUUT L4 R
kA4, A RS WEH 11.0 mg; Z # 9.2 mg).

(E % ).

NMR (D, O) & (HOD=4, 80ppm) : 1. 24 (3H, 4, J=

7 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50—1. 60
(1H, m), 2. 55—2. 70 (1H, m), 3. 03 (1H, dd, J=
3. 6 11. 9Hz). 3. 25—3. 45 (3H, m), 3. 80~3. 9
5 (2H m), 4. 15—4. 30 (24, m), 5. 25 (2H, s), 6.
30 (1H, dd, J=7. 1, 15. 9Hz), 6. 80 (1H, d, I=1

5. 9Hz), 7. 62 (1H, s)., 7. 94 (1H, s)

Z %).
NMR (D, 0) 6§ (HOD=4, 80ppm) :1. 24 (38H, d, J=

7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 90-2. 00

115



(1H, m),-2. 80—2. 90 (1H, m), 3. 05 (1H, dd, J=
3.6 11. 9Hz), 3. 31 (1H dd, J=6. 1, 11. 9Hz),
3. 35-3. 45 (2H, m), 3. 85-3. 95 (1H, m), 4. 20
—4. 35 (3H, m), 5. 28 (2H, s), 6. 11 (1H, t, J=1
1. 4Hz), 6. 58 (1H, d, J=11. 4Hz), 7. 67 (1H, s)
., 7. 95 (1H, s)

% 49 54
(1R,5S,6S)-2-[(3S,5S)-5-[[2(Z)-(6-(- & % F & & 7 2 )k = 4 [5,1-b] £+ 4-
3-A) O A R-3- A A E-6-((IR)-1-8 T )-1-F XA R K & £-2-5-3-
RE A S
L EAN S TR, 2% 8% &N 38-2)8(1R,55,65)-2-[(3S,5S)-1-1
7 RE A S [ [2(Z)-(F =k H[5,1-b)E ok -3- 1) L5 K| wbog 3E-3- K | B -6-
(IR)-1-% L 3)-1- P A SR K X-2-55-3-R BB E R S7mg, B & 2.3 mg &
o,
NMR (D, 0) § (HOD=4. 80ppm) :1. 24 (3H, 4, J=
7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50-1. 60
(1H, m), 2. 55—2. 70 (1H, m), 3. 03 (1H, dd, J=
3. 6, 12. 1Hz), 3. 26 (1H, dd, J=6. 38, 12. 1Hz),
3. 30—3. 45 (2H, m) 3. 75-3. 85 (1H, m), 4. 15—

4, 30 (3H, m), 5. 28 (2H, s), 6. 31 (1H, t, J=11.
5Hz), 6. 50 (1H, d, J=11, 5Hz), 7. 43 (1H, s),
7. 70 (1H, s)

£ 4 55
(1R,5S,68)-2-[(3S,58)-5-[2(E)-(6-( £ & 7 & & 7 X )5 =& i [5,1- blié 3-
By st R-3-A)8E-6-(IR)-1-2 L&) 1-FARRF £-2-5%5-3-&
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BEma
& % 544 38-2)#(1R,5S,65)-2-[(3S,5S)-1- % % R A Z X-5- 2(E)-(R=%

#[5,1-b) E2-3-K) L K wboat-3- R E-6-(1R)-1- 12 L £)-1-F RER
*E2-H-3-R B E (218 me)H LH(Q2 ml)E & T w ARK T B (703
mg),Eﬁiiiﬁ.T‘i‘ﬁT&# 20 B .EEEWE, B &% Sephadex
LH-20( —&75: F&=1:1)% Amberlyst A-26(CI' H)(K))f, ¥ L X
&H 49D T E, LHANAIERFHRALS S, BT HH 40.5mg 47
HA .

NMR (D, 0) 6§ (HOD=4, 80ppm) : 1. 24 (3H, d, J=

7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50—-1, 60

(1H, m), 2. 55-2. 70 (1H, m), 3. 22 (1H, dd, J=
3.6, 12. 1Hz), 3. 35—-3. 50 (3H, m), 3. 90—4. 0

0 (1H, m), 5. 32 (2H, s), 6. 55 (1H, dd, J=T7. 5,

16. 2Hz), 6. 80 (1H, d, J=16. 2Hz), 7. 62 (1H,

s), 7. 74 (1H, s)

5 3.4 56
(1R,5S,65)-2-[(3S,55)-5-[2(E)-(6-( A X 7 st & )%k vk #[5,1-b] & -3-2)
L% ks 32-3- A A A -6-(IR)-1-2 T X5)-1- P ABRK A £-2-5-3- BB
fnkg s
& 5 4 38-2)83(1R,58,65)-2-[(3S,59)-1-% % AL HK X5 [2(E)-(F =%
#15,1-b] Ek-3-%) 3 A | os 13- K )5 E-6-(1R)-1- £ T X)-1-F EBER
X B2 53R BHE®GS mg)H LA mhF= FETFBRE0.S m)ER
& o ABRALA(T0 me)f = R ABRETI mg)ARL. EZTHEH 36
MR E A GEEMNG, A &#i Sephadex LH-20 ( = & 7 3%: 7 &#=1:1)
ML &M, & L E AN 49-0)H F &, A2 2 mg HFELED.
NMR (D; 0) § (HOD=4. 80ppm) : 1. 24 (3H, d, J=
7. 3Hz), 1. 30 (3H, d, I]=6. 3Hz), 1. 50—-1. 60
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(1H, m), 2. 55—-2. 70 (1H, m), 3. 00 (2H, t, J=86.
3Hz), 3. 07 (1LH, dd, J=6. 4, 11. 6Hz), 3. 25-3.
45 (2H, m), 3. 85—4. 00 (2H, m), 4, 20—4. 30 (2
H, m), 4. 70 (2H, t, J=6. 3Hz), 6. 54 (1H, d, I=
15. 9Hz), 6. 70 (1H, dd, J=7. 4, 15. 9Hz), 7. 5
1 (1H, s), 7. 72 (1H, s)

% %% 57
(1R,5S,65)-2-[(3S,5S)-5-[2(Z)-(6-( £ % 7 8 35 7 X )%k o 5 [5,1-b] E £ 45-3-
B)o i abes 52-3- KA -6-(1R)-1-8 L 3&)-1-F BN K £-2-55-3-R
B Ak L
a) (1R,5S,6S)-2-[(3S,5S)-1-# A K& & K-5-[2-(k =2 #[5,1-b] E= -2-)C
W nkes 32 -5- K K -6-(IR)-1-2 L X)-1- T AER X £2-5-3-A8H
A&
 E LKA 4 TR, 2T RARERN 17 9(3S,55)-3-C B AR
Ro1-5%7% R A -5 (kb A [5,1-b] Eok -5-2)wbei58(0.25 g)(JUFT L4k K
H4k R4 H), 0T # A(1R,55,65)-2-[(3S,55)-1-3 7 A% B X -5-[2-(k =
H#[5,1-b)Et 2-R)CiH A utesi-5-K A E-6-((IR)-1-8 L 3)-1-F &
KA E2H-3- 28557 & 0.24 gUUT L4k FH 4 R4 %),
b) (1R,5S,65)-2-[(3S,55)-5-[2(Z)-(6-(A A F 8 % 7 )k = 5 [5,1-b] E =k 45
3. 4) T A s R-5- A )AL -6-(1R)-1-22 T H)-1- F X &R ¥ £-2-5-3-
E ¥ % .1 &3
¥ 5 k&N 51 95 %, 42 A(1IR,5S,68)-2-[(3S,58)-1-4 7 KL & £ -5-
[2-( ok H#[5,1-b]E =k 2-E)LH X]ateg1R-5- )X -6-(IR)-1-2 T X)-
1-PABRAE2-5-3-2 85 A ® 135 mg, 3 F AL 4% 12.3mg.
NMR (D, O) & (HOD=4, 80ppm) :1. 24 (3H, d, I=
7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50—1. 60
(1H, m), 2. 55—2. 70 (1H, m), 3. 20 (1H, dd, J=

3.1, 11. 8Hz), 3. 35—-3. 55 (3H, m), 3. 90—-4. 0
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0 (1H, m); 4, 20—4. 30 (3H, m), 5. 28 (2H, s), 6.
83 (2H, m), 7. 68 (1H, d, J=4. 4Hz), 7. 73 (1H,
S).8.10(1H.d,]=4.4Hz)

% #&4 58
(1R,58,68)-2-[(3S,55)-5-[2(E)-(6-( £ & 7 8t & 7 K)ok # [5,1-b] % = 45-7-
Ay A s R-3- %) AE-6-(IR)-1-2 LX) 1-F AHER & £-2-5-3-8
% R ohE
a) (IR,58,68)-2-[(3S,5S)-1-% % A& % 5[ [2- 4 5[5,1-b]E=% -2-K)T
Ak | ats 1 -5- R R E-6-(IR)-1-2 L H)-1-F XK & X -2-55-3- R 8%
Am

FLEAN 492G TR, E2EALRERN 18 §9(3S,55)-3- L s AL
E-1-595E AA B A-S-(hek F[5,1-b]E% -7-%) #r552(0.26 g)(JUFT L4
5 #3424 4), B¢ T #1 £ (1R,58,65)-2-[(3S,55)-1-3 7 KA H X5 [2-F =%
#15,1-b]E -2-2%) T3 R |es$E-5- K BE-6-(IR)-1-% T X)-1-F K2k
KA E2-55-3- B B 5 7 8(0.23 g)(JUIT LR F W24 H).
b) (1R,5S,65)-2-[(3S,55)-5-[2(E)-(6-(£ & 7 Bt 3L 7 ) ok 5 [5,1-b] E 2 H-
3-A) LA -5- KA 6-(IR)-1-2 TX)-1-F 2B K F £ -2-5-3-
R R8T F

FLEAN SHHFRE, 12E M(IR,55,65)-2-[(3S,59)-1- 3% % AKX
5[ [2-(% ok F[5,1-b) k% 2-R) T A B R-T-E]AA6-(1R)-1-% L
A)1-FEABRAE2H3-RBFFTRQIL mg ), FTHAFALSY
28.6 mg .

NMR (D, O) & (HOD=4. 80ppm) :1. 24 (3H, d, J=

7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50-1. 60
(l1H, m), 2. 55-2. 70 (1H, m), 3. 00-3. 10 (1H,
m), 3. 35—-3. 45 (3H, m), 3. 75—4. 00 (3H, m), 4.
15—4.30(2H,m),5.30(2H,S),6.29(1E dd,
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I=T7. 2, 16. 0Hz), 6. 60 (1H, d, IJ=16. 0Hz), T.
68 (1H, d, J=4. 4Hz), 8. 00 (1H, d, J=4. 4Hz)

% #4459
(1R,5S,6S)-2-[(3S,5S)-5-[2(E)-(6-( & & ¥ B3k 7 X)-3- 7 Kk ok S [5,1-b] &
ok 452 K) L35 op 53K A -6-(IR)-1-2 T H)-1- 7 XHE KA X -2-
#.3-% 8 L8 & (E H)F(1R,5S,65)-2-[(3S,55)-5-[2(Z)-(6-(R A FRET
£)-3- 7 Aok ok 5H[5,1-b) E = 48-2-K) L K wevs 1R-3- K )8 -6-((IR)-1-
BLE)1-FEERAF2-H-3-RB AR 4 (Z )
a) (1R,5S,68)-2-[(3S,58)-1-%% A £ & % K -5-[[2-(3- F A=k ok  [5,1-b] E -
2-3%) TR s 5-3-K)AK-6-(1R)-1-2 T X)-1-F AHE K& £-2-5-3-
REBFR

FHEEN 49 TR, 2FALRFERES 19 6(3S,55)-3- C A
A-1-5w A AR S5-(3-F Akt #[5,1-b)E=-2-2) wb=535£(0.20 g)(JUIT
F 4k F MR R A ), M 020 g (1R,585,65)-2-[(3S,55)-1-4 A & A& & &-5-
[[2-(3-F 2wk ok #[5,1-b] Eot-2-%) CHpK]wbedit-3-A]8%-6-((IR)-1-%
L R&)-1-7 2R & X-2-5-3-BR B 6 UL LK R M4k 4-4).
b) (1R,5S,65)-2-[(3S,55)-5-[2(E)-(6-( &3 7 Bt & 7 X)-3- 7 2k sk = 5 [5,1-b]
ok 45 2- ) LA A abeg 5-3- K K -6-(IR)-1-2 L 34)-1-F R EK X %-
2-45-3-B 8% 9% & (E #)F(1R,55,685)-2-[(3S,5S)-5-[2(Z)-(6-(A & F &1k
¥ 3 )-3- 7 Sk ok 5 [5,1-b] ok 48 -2- 25 ) T8 K | kg 3-3- R B -6-((IR)-
1-2 LE)1-FEABRA N E2-H3- BB AR 32 (Z 1)

FHEE&EN 51 ¥ %, {2 EEMAIR,5S,68)-2-[(3S,58)-1-3 & LA %
R 5.[2-3-F H ok £ [5,1-b] Eok-2-%) TH K] egbe-3-K )R E-6-(1R)-
1-2 CE)-1-F ERA K £-2-55-3- 2 8% % 8(0.20 g)(JUIT LA A M & RA
%), BTHARALSHEH 10.5 mg,Z # 6.2 mg).

(E #)
NMR (D, O) & (HOD=4, 80ppm) :1. 24 (3H, d, J=

7. 3Hz), 1. 30 (3H, 4, I1=6. 3Hz), 1. 50—-1. 60

(1H, m), 2. 51 (3H, s), 2. 55-2. 70 (1H, m). 3.
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03 (1H, d4d, J=3. 6, 12. 1Hz), 3. 25-3. 45 (3H,
m), 3. 80-3. 95 (2H, m), 4, 20—4. 30 (Z2H, m), 5.
25 (2H, m), 6. 22 (1H, dd, J=7. 4, 15. 1Hz), 6.
82 (1H, d, J=15, 1Hz), 7. 60 (1H, s)

(Z )

NMR (D, O0) 6§ (HOD=4. 80ppm) :1. 22 (3H, d, I=
7. 3Hz), 1. 25-1. 30 (3H, m), 1. 45-1. 55 (1H,
m), 2. 45 (3H, s), 2. 95—-3. 05 (1H, m), 3. 20-3.
45 (2H, m), 3. 65-3. 90 (3H, m), 4. 10—4. 25 (3
H, m), 5. 27 (2H, s), 6. 10 (1H, t, J=11. 1Hz),
6. 55 (1H, d, J=11. 1Hz), 7. 65 (1H, s)

42 35,4 60
(1R,5S,6S)-2-[(3S,5S)-5-[2(E)-(6-( & % 7 8t & 7 5&)-2- 7 ok ok 5 [5,1-b] %
b 45 3- ) L R nbes 3-3- K ) E-6-(IR)-1-7 T )-1- F AR K £-2-
W-3-R % ARE &(E H)F(R,S5S,65)-2-[(35,59)-5-2(Z)-(6- A X P& A 7
£)2- 7 ok ok #[5,1-b] E ok 48-3- ) 03 K wb e -3- A LA -6-((1R)-1-
ZLA)1-PEAERFT2-H3-RRARBRU(ZY)
a) (IR,55,65)-2-[(3S,55)-1-3 % £ & % & 5[2-(2- F R ok ok #[5,1-b] E % -
3-%) 035 A wbeg 13- R X -6-(IR)-1-% T X)-1-F XK & £-2-5-3-
REHAR

F L LA 49-0) P&, 2ALREAN 20 £5(3S,55)-3- LR AL
1% A A Z A5 (2-F A% H[5,1-b]EE -3-K)E5(0.20 g)JLIT
& 5 H 4k 4 ), ) B (1R,58,65)-2-[(38,58)-1-1% & R A F X -5-2-2-T A2
ook 3 [5,1-b]E ok -3-2) LH R ntesR-3-A ) A E-6-((1IR)-1-% L X)-1-F
ABRHE2-5-3-2 BB ®(0.15 o) UUIT Lk Bk RS H).

b) (IR,5S,65)-2-[(3S,5S)-5-[2(E)-(6-(& % 7 8% 7 4)-2- 7 A ok o 5 [5,1-b]
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ok 48 3-8) LI A b ed 5-3- A )5 E-6-((IR)-1- 2 T X)-1-F X RA K %-
2-3%-3-% % EAkE % (E H)F(IR,55,65)-2-[(3S,55)-5-2(Z)-(6- &£ & 7 & X
¥ 2).2-F X ok ok 5 [5,1-b] F ek 48-3-K) LI A vt ed 5-3- K )5 -6-(1R)-
1-2 ) 1-FPERRE E2-H3-RBARBREZH)

5 &M 51 F&, 42 8(R,5S,65)-2-[(3S,55)-1-5% & K& 3 5.
[ 2-(2- FA%kwk#[51-b]E=d -3-1) L3 X nbes5-3-K]5E-6-(1R)-1-
ZLR)I-FRAERFE2-H-3-RBRHA®O0.15 g)UUIT LR HERE
), TH A HEELSHEH 10.2 mg,Z H 7.4 mg).

(E#H )
NMR (D; O) 6 (HOD=4. 80ppm) : 1. 24 (3H, d, J=

7. 3Hz), 1. 30 (3H, d, J=6. 3Hz), 1. 50—-1. 60

(lH, m), 2. 48 (3H, s), 2. 55—-2. 70 (1H, m), 3.
03 (1H, dd, J=3. 3, 11. 9Hz), 3. 25~-3. 45 (3H,
m), 3. 80—-3. 40 (2H, m), 4. 15—-4. 30 (2H, m), 5.
29 (2H, s), 6. 40 (1H, dd, J=17. 4, 16. 4Hz), 6.
66 (1H, d, J=16. 4Hz), 7. 63 (1H, s)

(Z %)

NMR (D, O) 6 (HOD=4, 80ppm) : 1. 18 (3H, d, J=
7. 3Hz), 1. 25 (3H, d\ J=6. 4Hz), 1. 45—1. 55
(1H, m), 2. 40 (3H, s), 2. 40-2. 50 (1H, m), 2.
92 (1H, dd, J=3. 5, 11. 8Hz), 3. 13 (1H, dd, J=
6. 2, 11. 9Hz), 3. 40-3. 50 (2H, m), 3. 65—3. 8
5 (3H, m), 4. 15-4. 30 (2H, m), 5. 22 (2H, s), 6.
29 (1H, d, I=10. 7THZ), 6. 38 (1H, t, J=10. THz)
» 7. 60 (1H, s)

122



% #& 4% 61
(IR,5S,6S) -6-((1R)-1-% . %)-1-F %£-2-[(3S,55)-5-(5- F &4 £ £ [5,1-b] %
ok 2- %) 7 K abea 5o-3-RAEARR N £-2-F-3-R B
a) (1R,5S,65)-2-[(3S,55)-1-3 A A Z E-5- (5- 7 #Lik ok = 4 [5,1- b]znsa-z-
£)F A wod12-3- KRR 6-(IR)-1-2 L R)1-F ARRH £-2-5%-3-28
%R
& 4 E AN 23-a) F R, A4 R E &M 21 85(35,55)-1-% B REX
A3 % 7 aAAR-5(5FRE% % H[5,1-b]E-2-2k) T K ats 3 (671.9
mg),f A HAE 6773 mg K ERRABLLH. AALABLED P
(1R,58,65)-2-(= % Bk 8t &) £ & -6-(IR)-1- 2 T X)-1- 7 BRRF *-2-%-3-
2 %575 §(589.0 mg)# & £ & £ &M #5(1R,58,65)-2-[(3S,55)-1-F A 3
& A-5.(5-F Aok ok H(5,1-b]E%-2-K)F Fkwbei 32-3- ) B -6-((1R)-1-
f L R)-1-F RS A £-2-95-3- R 8 IH 7 8 (344.2 mg).
NMR (CDCl;) 8§:1. 19 (3H, d, J=7. 0Hz), 1. 29
(3H, d, J=6. 2Hz), 1. 71—-1. 82 (1H, m), 2. 40—
2. 54 (1H, m), 2. 46 (3H, s), 2. 99—3. 60 (6H, m)
, 4. 05—4, 22 (4H, m), 4. 55—4. 80 (4H, m), 5. 1

8—-5. 41 (4H, m), 5. 84-5. 96 (2H, m), 7. 01 (1H,
s), 7. 17 (1H, s)

b) (1R,55,65) -6-(1R)1-% T &)-1-7 £-2-[(38,55)-5-(5- F AA+ = #[5,1-
bl vk 2-) F A wbes - 3-RIARLRRF £-2-%3-R B
¥ 5 kM 23-b)F F X, = A(IR,55,69)-2-[(3S,55)-1-H & REZE-
5.(5- 7 Bk ok ok #[5,1-b] E-2-F) ¥ & abuzt-3- A AR -6-((IR)-1-2 T
A)1-PABRKAE2-H3-ABRHAR M40mg, #F9 ERREEALLSD
5.7 mg.
NMR (D, 0) 6§ (HOD=4. 80p pm) : 1. 21 (3H, 4, J=
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6. 9Hz), 1. 28 (3H, d, J=6., 5Hz), 1. T4—1. 89

(1H, m), 2. 45 (3H, s), 2. 7T5—2. 86 (1H, m), 3.
27—3. 98 (56H, m), 3. 62—-3. 74 (1H, m), 3. 91—4.

09 (2H, m), 4. 20—-4. 28 (2H, m), 7. 12 (1H, s),
7. 73 (1H, s)

L #H 62
(1R,5S,6S)-6-((1R)-1-% T 3)-1- 7 .-2-[(38,55)-5-(6- 7 J-5- F AL A ok ok 5F
[5,1-b] = 48-2-2) F X mtd S-3- K )X R X E-2-H-3-R B L (A A)
a) (1R,5S,65)-2-[(3S,55)-1-% 7 A& K K -5-(6- 7 A-5-F sk ok 5 [5,1-b]
Eok 8 3-R)F A b R-3-K)AE-6-(IR)-1-2 L K)-1-F &R ¥ £-2-
W3-ABREARARG Y
FHLERY 24-2) PR, 2RE#EHF 61-a)85 (1R,55,65)-2-[(3S,5S)-
1-5% % AA B X5 (5-F Rtk ek H[5,1-b]Eet-2- )P K mbep3-3- K50 K
-6-((1R)-1-% T 2)-1-F XA & £-2-55-3- R B % 8 47.4 mg, B TH A%
&, # & (1R,5S,68)-2-[(3S,5S)-1- % 7 K& E X -5-(6-F X-5-F AL i
[5,1-b] & = 48 -2- &) 7 K wbod R-3- K B -6-(1R)-1- 2 T JK)-1- P B 4
T2 H3-RBIHEHREARE & 53.4 mg.
NMR (CDC1ls) 6:1. 21 (3H, d, J=T7. 2Hz), 1. 27
(3H, d, J=6. 3Hz), 1. 82—-1. 97 (1H, m)., 2. 61
(8H,'s), 2. 70—2. 81 (1H, m), 3. 26—3. 41 (5H,
m), 3.°86-4. 22 (5H, m), 4. 15 (3H, s), 4. 52—4.
75 (4H, m), 5. 20-5. 43 (4H, m), 5. 89~-6. 06 (2
H,m), 7. 91 (1H, s), 8. 18 (1H, s)
MS (FAB*) : 633 (M*)

b) (1IR,5S,65)-6-((1R)-1-# L %)-1- 7 &-2-[(3S,55)-5-(6- 7 X-5- 7 Bii ok ot
H#[5,1-b]E A 45-2-2) 7 g B-3- R EER A F-2-1H5-3-RBEE(A )

FLKEH 240)8 F R, 2 A(IRS5S,65)-2-[(35,55)-1-9 % A& % -
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5-(6-F & -5-F AL E %k vk 5 [5,1-b] E ot 45-2- 2K ) 7 Kwbod 3-3- 2 |50 -6-
(AR)-1-2 CE)1-FERRA X-2-H-3- R8N H 8 AAR 3L 53.4 mg, 7 T
$ 4L EF RRFELSY 10.0 mg.

NMR (D. 0) 6§ (HOD=4. 80ppm) :1. 20 (3H, d, J=

7. 1Hz), 1. 28 (3H, d, I=6. 3Hz), 1. 43-1. 53

(1H, m), 2. 52 (3H, s), 2. 50—2. 64 (1H m), 3.
00-3. 46 (6H, m), 3. 50—-3. 61 (1H, m), 3. 75—3.

88 (1H, m), 4. 10 (3H, s), 4. 13—4. 28 (2H, m),

7. T4 (1H, s), 7. 99 (1H, s)

% %4 63
(1R,5S,6S)-2-[(3S,5S)-5-(6-( £ & 7 8 5 7 A5~ F sk ok ot #[5,1-b] £ 45-
2-2) 7 B wtugi2-3- KA -6-((1R)-1-% T 34)-1- 7 X ER K £-2-15-3- B 8
E-%° 3§
a) (1R,5S,68)-2-[(3S,55)-1-% A R A Z X -5-6-(AATREATPES PHLE
 wkod 5[5,1-b) E ok 45-2- ) P A abes 5-3- K RA-6-(IR)-1-%2 T H)-1-7 &
BREE2-HI- 8 HARASRL
FHEERN 26 TR, 2AEEH 61-2)8 (IR,55,65)-2-[(3S,55)-
1-5 7% RA A -5-(5-F sthok ok #[5,1-b] E2-2- %) 7 Kwbogdn-3- K5
6-(IR)-1-2 LA)1-PEERF X 2-H-3-RBHA®ESSSmg,F THAK
& # #K(1R,5S,65)-2-[(3S,58)-1- A R A Z X S5 (6-(A A TFRRATFRS PHR
Eokod F15,1-b]Ek 4-2-%) F Ewbug-3- K8 E-6-(1R)-1- & L 3L)-1-F
RAEREE2-H3-RBH A& ARG & 73.1 mg.
NMR (CD; OD) 6:1, 22 (3H, d, J=7. 3Hz), 1. 28
(3H, d, J=6, 2Hz), 1. 81—-1. 97 (1H, m), 2. 59
(3H, s), 2. 60—2. 79 (1H, m), 3. 27-3. 54 (5H,
m), 3. 86—4. 48 (5H, m), 4. 50—4. 71 (4H, m), 5.

20-5. 43 (4H, m), 5. 32 (2H, s), 5. 89—-6. 06 (2
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H m), 7. 96 (1H, s), 8. 24 (1H, s)
MS (TS) : 676 (M*)

b) (1R,5S,65)-2-[(3S,58)-5-(6-(A & 7 8t 3 7 3 -5-F A%k = [5,1-b] %
4-2-5)7 Habed 53-8 K -6-(IR)-1- % T 3 )-1- F R K & £-2-5-3-
pBEABE
¥ 1 LA 26-h)85 5 %, 12 A(1R,5S,65)-2-[(3S,58)-1-% A RAF -

5-(6-(AAETRATRES Tkt H[51-b]E245-2-4) F Eatudit-3-4)
BE6-(IR-1-2 LA 1-FABERX T 2-H3-2RGFMARK L 73.1
mg, FTHAO EERELELSH 9.3 mg.

NMR (D, O) 6§ (HOD=4. 80ppm) :1. 20 (3H, d, J=

6. 1Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 45—-1. 57

(1H, m), 2. 51 (3H, s), 2. 52=2. 69 (1H, m), 3.
02—-3. 10 (1H, m), 3. 19-3. 42 (5H, m), 3. 51-3.

68 (1H, m), 3. 79-3. 89 (1H, m), 4. 17—4. 28 (2
H m), 5. 34 (2H, s), 7. 83 (1H, s), 8. 07 (1H, s)

% 3.4 64
(1R,58,6S)-2-[(3S,5S)-5-(5- & % = 3 [5,1-b] E o -2- X ) 7 K wbrp $r-3- K 5L
Z.6-(IR)-1-2 CH)1-FTEER A T-2-H%-3-2 8
a) (1R,5S,68)-2-[(3S,55)-1- 7 At & £ -5-(5- &%= H#[5,1-b] E+-2-X)F
RAwtes 52-3- )54 -6-(IR)-1-B LE)1-FEARENRKN E-2-H-3-RBH AW

F L LM 2329 TR, EALRERN 23 #5(3S,55)-1-H 7 KA E
A3 x7mtad s (5-fkwtH[51-b)Et-2-5)F Kated 4t 303.0 mg,
HAEXCHEAHLLY 261.0 mg AR LS P (1R,55,6S)-2-(— %K
B A ) AX-6-(IR)-1-8 L XK)-1-F ARKF £-2-5-3- R B % 8 (260.9
mg)#¥ % £ & £ Z M (1R,55,65)-2-[(3S,55)-1-3 & £ I 3 L .5.(5- & ok = #
[5,1-b]E o -2- %) 7 K wbog $2-3- K| E-6-(IR)-1- B L) I-FTEABERE X
2-3%-3-% % 35 7 % (186.7 mg).
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NMR (CDC1,) 6:1. 21—1. 38 (6H m), 1. 77-1,
87 (1H, m), 2. 45—-2. 57 (1H, m), 3. 03-3. 40 (4
H m), 3. 58—3. 67 (1H, m), 3. 95—4. 25 (5H, m),
4. 10—-4, 84 (4H, m), 5. 22—-5. 47 (4H, m), 5. 88
—6. 02 (2H, m), 6. 93 (1H, s), 7. 11 (1H, s)

MS (FAB*) : 607 (M*)

b) (1R,5S,6S)-2-[(3S,58)-5-(5- & % = # [5,1-b] E = -2-3) F F mbog 13-4 ]
#E-6-(IR)-1-2 LX) 1-FAHER N X-2-%-3-2 &

T X ERHA 23-D)K T %, 124 £(1R,55,65)-2-[(35,58)-1-3 A AL &
E-5-(5- ok ok #[5,1-b) E o -2- %) 7 A abod b -3- KB -6-(IR)-1- 2 L
B)1-PABERFZT2-HI-ABHAR 452 mg. bt H A § & HREFEAL
4% 2.2 mg.

NMR (D: O) 6 (HOD=4, 80ppm) :1. 21 (3H, d, J=
6. 8Hz), 1. 28 (3H, d, J=6. 1Hz), 1. 63—1. 76
(1H, m), 2. 69—2. 80 (1H, m), 3. 19-3. 40 (5H,
m), 3. 42—-3. 60 (2H, m), 3. 80—4. 02 (2H, m), 4.

20—4. 28 (1H, m), 7. 00 (1H, s), 7. 55 (1H, s)

% % ¥) 65
(1R,5S,6S)-2-[(3S,5S)-5-(5- &.-6- P ok okt 5 [5,1-b] F o2 45-2-2) P R vl 4T
3-2)E 6 (IR)-1-2 T E)1-FERR K £-2-5%-3-2 &
a) (1R,5S,6S)-2-[(3S,5S)-1-3% % £ I 3% K -5-(5- £-6- 7 Bk i [5,1-b] £ %
B2-2)7 A abes R-3-E]AA-6-(1IR)-1-2 T HK)-1- F A BN K £-2-55-3-
peHFHRAsg d

FH M 24-a)) F %, 128 % %4 64-2)85(1R,58,68)-2-[(3S,59)-1-
BE RA R S (5- Kokt HF[51-b]Ek2-F)7 X -3- K] E-6-

(IR)-1-2 L) 1-PEBRAE2-H3-RBH AR 6.6 mg.FTHAERE
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# 3K (1R,5S,6S)-2-[(3S,55)-1-1% & A A # X -5-(6-F &-5- &+ =+ ¥ [5,1-b] %
b 482 1) 7 Eatep 52-3- 2 )AA6-(IR)-1- 2 LH)-1-F A RK ¥ £-2-5%-
-REHARAARE S 579 mg.
NMR (CDCls) 8:1. 20—1. 30 (6H, m), 1. 55-1.
65 (1H, m), 2. 52—2. 62 (1H, m), 3. 20-3, 50 (5

H m), 3. 60—3. 71 (1H, m), 4. 06—4. 25 (4H, m),
4. 12 (3H, s), 4. 50—4. 77 (4H, m), 5. 18—5. 40
(4H, m), 5. 82—5. 98 (2H, m), 7. 55 (1H, s), 8.
30 (1H, s)

MS (FAB*) :623 (M" +H)

b) (1R,5S,6S)-2-[(3S,55)-5-(5- &.-6- 7 &k =& i [5,1-b] £ £ 44-2-5%) 7 Hatd
3-3- R AR -6-(IR)-1-% T H)-1-F XRE K& £-2-H-3- R 8 AtE &

¥ H ERH 24-b)85 ¥ %, 12 A(IR,55,65)-2-[(3S,55)-1-H 7 R K-
5-(5- &-6- T Kok vk # [5,1-b] L % 45-2-4) 7 b wpR-3- %) 54 -6-((1R)-1-
£LX)1-PRAEREE2-HI-RBHTRARKL §57.9 mg. A LEE
34 4.4 mg.

NMR (D: O) 6§ (HOD=4. 80ppm) :1. 22 (3H, d, I=
7. 4Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 81—1. 91
(1H, m), 2. 80—-2. 90 (1H, m), 3. 30-3. 50 (6H,
m), 3, 69—3. 75 (1H, m), 4. 01 (3H, s), 4. 02—4.

15 (2H, m), 4. 21—4. 28 (1H, m), 7. 74 (1H, s),
7. 94 (1H, s)

% 3.9 66
(1R,5S,68) -2-[(3S,55)-5-(6- & 3 7 s £ 7 X5 &K= 5 [5,1-b] Lo 45-2-1)
P A atog3t-3- R A E-6-(IR)-1-2 LE)1-TEARER A X2-H-3-ARLR
#*
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a) (1R,58,6S) -2-[(35,5S)-1- % % R A ZE-5-(6- £ X P @A 7R -5-& w4t
(5,1-b] E ot 4872-2) 7 mtog 32-3- K] E-6-(IR)-1-% T &)-1-F RHER X
£2- W 3-RBREARER S
@ E#&H 64-2)58(1R,55,6S)-2-[(3S,55)-1-3 & A ¥ X -5-(5- K%
[5,1-b] E=t-2-3) P & ooz 12-3-K | BK-6-(1IR)-1-2 LX) 1- T EHER K X
2-HIREHFRE2.6 mHAKLHEQC m)FERT A 2-BRLBRE
(198.0 mg)F & £ & % (211.9 me), & ART. EZTHRH 48 o, &X
RiEkY, Zee s # 4 Sephadex LH-20( —&  Fhi: ¥ H=1:1)%iLE
% Amberlyst A-26(CI' H)(K)) & F X e sb L, 72 483 mg ® &Mk
(1IR,5S,6S) -2-[(3S,5S)-1-% A REA F A -5-6-A A FAA T A-5- &kt it
[5,1-b] & =k 45 -2- ) 7 K wbng 52-3- K8 %-6-((IR)-1-% T HR)-1- F BN A
X2-HI-RBHARERL.
NMR (CD; OD) 6:1. 30-1. 45 (6H, m), 1. 86—1.
95 (1H, m), 2. 58-2. 65 (1H, m), 3. 35-3. 45 (4
H m), 3. 60—-3. 70 (5H, m), 4. 40-4. 65 (6H, m),
5. 20-5. 35 (5H, m), 5. 90~6. 05 (2H, m), 7. 89
(1H, s), 7. 97 (1H, s)
MS (ES) : 665 (M*)

b) (1R,5S,6S) -2-[(3S,58)-5-(6- &% 7 &t & 7 X-5- & 5% = #[5,1-b] E ok 45-2-
2)P Hateg it -3- X )AE6-(IR)-1-2 LX) 1-FREEKF T-2-H3-2 &
EY ¥
¥ L L kP 26-b)85 F %, 42 (I1R,55,68) -2-[(38,59)-1-% A RAEEL

S5-(6-AE P EE T A5 Kok ok A [51-b] Ek4E-2-K) F RAatde-3-X)5
E6-(IR)-1-2 LX) 1-FTEBER K E-2-H5-3-ABHABER £ 483 mg, v
HAEH G EXREMLSY 1.0 mg. |

NMR (D; 0) & (HOD=4. 80ppm) :1. 27 (3H, d, =
7 1Hz), 1. 35 (3H, d, J=6. 4Hz), 1. 7T0-1. 85
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(14, m), 2. 55—-2. 70 (1H, m), 3. 20-3. 50 (5H,
m), 3. 82-3. 92 (3H, m), 4. 20—4. 40 (2H, m), 5,
10 (2H, s), 7. 46 (1H, s), 7. 96 (1H, s)

% 7.4 67
(1R,55,6S) -2-[(3S,55)-5-(6-(2- & % 7 st & L A)-5-F Kok ok 4 [5,1-b] &%
82 %) F hates 3-3- A )R K -6-(1R)-1- % T A& )-1-F XK & F-2-5-3-
RELEE
a) (IR,55,6S) -2-[(3S,58)-1-% A REEA-5-(6-2-A X PR A CH)5-F &
wk ok #[5,1-b] E = 45-2-%) 7 S wboy 32-3- A 5K -6-(IR)-1-2 L X)-1-F X
BRAE2HI-REHARLIG S

& % &4 31-2)89(1R,55,65) -2-[(3S,58)-1-% & A A #L-5-(5-F A&+
ot 5 [5,1-b] o -2- ) T R wbog 42-3- KB AK-6-(IR)-1-% L A)-1- F H &K
XE2HI-REHFR3.1 mg)H XK= TR T EREWO3 m)FRF A
3-i6 7 BLBE(409.6 mE)Fr kL #5(403.8 mg), A ART. ERTHH 4 X
AR XY, K 4% e Sephadex LH-20 ( =& FH: 7 #H=1:1)%kikE
A Amberlyst A-26(CI' H)(K) % F X4 4L, 75 47.5 mg & HR
(IR,55,6S) -2-[(35,55)-1-3 % AL Z A5 (6-2-AA PR A CE)5- PR
ok 3 [5,1-b] E i 45-2- ) P A abog R-3- KK -6-(1R)-1-7 T A )-1- 7 & &
REZX2-WH-I-ABHARELL.

NMR (CD; OD) 6:1. 23 (3H, d, J=7. 1Hz), 1. 28
(3H, d, J=6. 3Hz), 1, 78—1. 85 (1H, m), 2. 52~
o 70 (2H, m), 2. 90 (3H, s), 2. 91-3. 00 (1H, m)
3. 20-3. 52 (5H, m), 3. 83-3. 90 (1H, m), 4. 0
8—4. 25 (5H, m), 4. 52—4. 70 (5H, m), 5. 20—3.

492 (4H, m), 5. 87—6. 02 (2H, m), 7. 66 (1H, s),

7. 97 (1H, s)

b) (IR,5S,6S) -2-[(3S,5S)-5-(6-(2- K 2 7 gt & L R&)-5-F Kk~ #([5,1-b] %
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ot 452 %) 7 £ a3 -3-K AR -6 ((1R)-1-32 TH)-1- F EERK £-2-5-
BB eSS

4 ¥ £ &7 26-b)8 F %, 12 A(1R,55,65) -2-[(3S,58)-1-% & £ A %A
5-(6-2- R K T 8K T A)-5-F Kok ok 5 [5,1-b] Eh4H-2-X) T A od 13-
£k 6-((IR)-1-2 1) 1-FEBER N X2 H5-3-RBRGARMER & (47.5
mg), #FEKEFRFEALSH 7.9 mg.

NMR (D, 0) 6 (HOD=4. 80ppm) :1. 19 (3H, d, I=
7. 1Hz), 1. 28 (3H, d, J=6, 3Hz), 1. 40—1. 50
(1H, m), 2. 52-2. 60 (1H, m), 2. 80 (3H, s), 2.
90 (2H, t, J=6. 4Hz), 3. 00—3. 05 (1H, m), 3. 1
0-3. 15 (2H, m), 3. 22-3. 28 (1H, m), 3. 32-3.
42 (2H, m), 3. 48-3. 57 (1H, m), 4. 17-4. 28 (2
H m), 4. 54 (2H, t, J=6. 3Hz), 7. 50 (1H, s), T.
74 (1H, s)

$ ¥ 68
(1R,5S,65)-2-[(38,58)-5-[ 2(Z)-(6-& A F A T X-5-F Aok 5 [5,1-b] %
o 48.3- %) T35 2 ates BE-3- R A -6-(AR)-1- T )-1-F R BA A £-2-
H3-pEgand |
a) (1R,5S,65)-2-[(38,5S)-1-%% & £& % X-6-((1R)-1-#& L R)-5-] 2(E)-(5-F
Aok vk #[5,1-b]E = -3-2) LI A ks 5-3- R E-1-F ARRHF £-2-5%-
3-2 B 3 & & #(1R,58,65)-2-[(35,55)-1- 3 & LA &% £-6-(1R)-1-2 L %x)-
5.1 2(Z)-(5-F Ak #[5,1-b] F%-3-R) LH K] ed R -3- R RE-1-F x5
KEX2-H-3-BBEAR

KAFTF, FAREZ N 22 6(3S,55)3-Cmiak 157 AERE
5[ 2-(5-F ok vk #[5,1-b] E=-3- ) L K]t o5-3%(0.65 g)%1 F B (5 ml)%
b AL AAHRERAN,LS3 m)ERLRAT, R#F 4054, AIN

A AEREpHBETE, AAPmA_ETR, BHEFERI L, AR
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ok Rt R ERE, RBELETR, ZIXNAEARALLSHARAHFT, AR
BB LA B A (1R,55,68)-2-(= XA MR E) KX 6-(IR)- 1-2C¥)1-7X
BRAAET2H I 2B AR08 HLHGE mFRFHA_FHERELE
E:(0.43 ml), ¥ # 3.6 MM, ARRARAHPTRA-_KTR, BHER3
k, B RkiitEim, ARETHR, R:3H. AeYAERE#
ERiL( LERLE: F&H=1:1)#2 389.1 mg(1R,5S,65)-2-[(35,55)-1-} &
£A R 6-((IR)-1-5 L 2)-5-[ 2E)-(5-F Aokt #[51-b]E4-3-K) L
K S3- L)AL I-TERRFE2-HI- A8 H AR 1888
mg(1R,58,6S)-2-[(3S,5S)-1-% & A& & X-6-(1R)-1-& L H)-5-[ 2(Z)-(5-F
ook ok H#[5,1-b] E ok -3- ) L K atog BR-3- K[ A-1-F AR H X-2-5-
A AE.
(E %)
NMR (CDC1l;) 6:1. 29 (3H, d, J=7. 1Hz), 1. 37

(3H, d, J=6., 3Hz), 1. 84-1. 96 (1H, m), 2. 63—

2. 74 (2H, m), 2. 67 (3H, s), 3. 23—3. 46 (4H, m)

, 3. 68-3. 78 (1H, m), 4. 20—-4. 28 (2H, m), 4. 1

0—4. 35 (5H, m), 5. 20-5. 64 (4H, m), 5. 88—6.

01 (2H, m), 6. 18-6. 27 (1H, m), 6. 69 (1H, s),

6. 89 (1H, s)

MS (TS) :599 (M* +H)

(Z 1)

NMR (CDC1ls) 6:1. 27 (3H, d, J=7. 2Hz), 1. 36
(3H, d, J=6. 3Hz), 1. 75—1. 90 (1H, m), 2. 64
(3H, s), 2. 58-2. 70 (1H m), 3. 25-3. 48 (3H,
m), 3. 63—3. 70 (1H, m), 4. 20—-4. 28 (2H, m), 4.
55-4. 95 (6H, m), 5. 28-5. 50 (4H, m), 5. 93—6.
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08 (2H, m), 6. 45 (1H, s), 6. 49 (1H, s), 6. 90
(1H, s)
MS (TS) :599 (M* +H)

b) (1R,5S,65)-2-[(3S,55)-1-% % A& Z X5 [ 2(Z)-(6-& & F ®ATES-TF
£ ok ok 5 [5,1-b] E 2 45-3-X) L Kot s 58-3- AR A-6-(IR)-1-# T &)-
1-FPEABRKEE2-H 3-8 HARARL
F(1R,58,65)-2-[(38,55)-1-3% & £ & % X-6-(1R)-1-#& . 3%)-5-[ 2(2)-
(5-F Aok ok #(5,1-b] ok -3- ) iR atog B-3- R BLA-1-F RRRA %-
1 I-RBEHARTIS mPPAKTRERT MA 2-- LB (2644
mg), EBF. AIRTRHLRSGY 18 IHEXHAERY, AehE
B &Moo ikt Sephadex LH-20 ( = &£ FH: FH=L1)RALE AN
Amberlyst A-26(CI' % )(k)) & F & e 4,7 £ 104.2 mg > WA R
(1R,5S,6S)-2-[(3S,55)-1-#% & A A H -5 [ 2(Z)-(6-REF miAeAs ik
ok ok 5 (5,1-b] E =k 41-3- ) 35 K g 3-3- K ) E-6-((1R)-1-2 z%)-1-
TABRAE2-H-I-RBRHABERE.
NMR (CD; OD) 6:1. 23-1. 35 (6H, m), 1. 84-1.
98 (1H, m), 2. 18 (3H, s), 2. 60—2. 90 (3H, m),
3, 38—3. 57 (3H, m), 3. 90—4. 15 (3H, m), 4. 20
~4. 24 (1H, m), 4. 50—4. 85 (4H, m), 5. 18—5. 2
8 (4H, m), 5. 40&5. 46 (totallH, s, each), 5.
 90-6. 02 (2H, m), 6. 20—6. 32 (1H, m), 6. 63 (1
H, d, J=11. 0Hz), 7. 22&7. 40 (totallH, s, ea
ch), 7. 55&7. 71 (totallH, s, each)
MS (TS) : 656 (M* +H)

¢) (IR,55,68)-2-[(3S,55) -5-[ 2(Z)-(6- &% 7 sk 7 £-5-F Fok ot % [5,1-b]
Kok 3-4) LA a5 -3- AR A-6-(IR)-1- L H)-1-F ERRF £~
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2 3-RBEBE
F(1R,5S,68)-2-[(35,55)-1- 3 & A A Z X5 [ 2(Z)-(6-A A FRE T -

5. Rk ok H[5,1-b]E ok 453 1) 36 K] o5 323 KL 6-(IR)-1- L
A)1-PASERAE2-H3-REHARER L1042 mp)H) ¥ L% (0.8
ml)f= £ K C#0.8 ml)¥, 48k A= KHK(14.2 mg). H4#(0.029 mg)#» W
(Z48) £(0)88mg), E2T. ALRATHHF 1 IHEMA 10ml m &%
sh, B 5ml WEAREAABRIAL, AZTFRENKEHRD, A
Cosmosil 40C18-PREP(¥ & K ¥ k)it f74 & # 5L F 2 5.7 mg L& XK
L.

NMR (D, O) 6§ (HOD=4. 80ppm) :1. 20 (3H, d, J=

7. 4Hz), 1. 28 (3H, d, J=6. 6Hz), 1. 54—1. 64

(1H, m), 2. 53—2. 62 (1H, m), 2. 83 (3H, s), 3.
01—-3. 06 (1H, m), 3. 20—-3. 28 (1H, m), 3. 35--3;

45 (2H, m), 3. 76-3. 74 (1H m), 4. 10-4. 28 (3

H, m), 5. 20 (2H, s), 6. 31 (1H, t, J=10. 4Hz),

6. 65 (11:1. d, J=11. OHz), 7. 27 (1H, sy, 7. 56

(1H, s)

% %4 69
(1R,55,6S)-2-[(3S,55)-5-[2(E)-(6- & A& 7 8t 3 7 K.5-7 Kook ) [5,1-b] £+
£3-2) LI A s -3- R AR -6-(1R)-1-2 L X)-1- P 2 ERK A £-2-5-
B L% |
a) (IR,55,6S)-2-[(35,55)-1-3 & A X Z X -5-2(E)-(6- R E F AT %57
Kok ok #[5,1-b] E ot 4-3-2) L5 £ s IR-3- K18 E-6- (IR} 1- 2 LE)-
1-FEARERAE-2-H3-REHAB LKL

¥ 1 244 68-b)# ¥ &, 42/ % #H 68-2)f1(1R,58,68)-2-[(3S,55)-1-
%7 AL B R 5[ 2E)-(5-F Xk #[5,1-b]E=t-3-X) T K mtedbi-3-4]
AE-6-(1R)-1-% T X)-1-F ERK & X-2-3-3-R B 5 % 8 (67.1 mg), I3t
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# A & @R (IR,55,65)-2-[(3S,55)-1-9 & A& # 4 -5-[2(E)-(6- £ X F &
A PR 5 7 Kokt H(5,1-b)E4-3-2) CH R 3 2-3- KA K -6-(IR)-
1-B LR 1-PASRAX2-H3- 28 HA AR L 909 mg.
NMR (CDs; OD) 6:1. 25—-1. 31( 6H, m), 1. 95—-2.
04( 1H, m), 2. 18 (3H, s), 2. 60-2. 67 (2H, m),
9. 75-2. 92 (1H, m), 3. 43-3. 54 (2H, m), 3. 97
—4. 25 (3H, m), 4. 60—4. 75 (4H, m), 4. 85-4. 9
0 (3H, m), 5. 15—5. 40 (4H, m), 5. 85—6. 00 (2H,
m), 6. 45—6. 55 (1H, m), 6. 7T2&6. 77 (totallH,
s, each), 7. 50 (1H, s), 7. 69 (1H, s)
MS (TS) : 656 (M"™ +H)

b) (1R,5S,6S)-2-[(3S,5S)-5-[2(E)-(6- & % 7 # & 7 X-5- F Ak =k JF[5,1-b] %
ok 45-3- %) LI A s -3- R ) K -6-(IR)-1-%2 T &)-1- F R ER A &-2-
W-3-nB Lk
5 EAH 68-0)8 F X, 42 M(IR,55,65)-2-[(35,55)-1-5 & AL H A

5-[2Z)-(6- K& 7 8 X P A5 7 ook ok 5 [5,1-b]E ok 44-3-K) LI A wkvd
$-3- A A -6-(IR)-1-2 T X)-1-F A& K& £-2-5%-3- #_&ﬁ%ﬁﬁiﬁi
90.9 mg, #&F L& XKFALELH 6.9 mg.

NMR (D, 0) 6§ (HOD=4. 80ppm) :1. 23 (3H, d, I=

7. 1Hz), 1. 29 (3H, d, J=6. 3Hz), 1. 98-2. 09

(1H, m), 2. 87 (3H, s), 2. 88—2. 97 (1H, m), 3.
36-3. 50 (3H, m), 3. 75-3. 81 (1H, m), 4. 10-4.

28 (3H, m), 4. 57 (LH, d, J=7. 5Hz), 5. 22 (2H,

s), 6. 58 (1H, dd, J, =15. 5Hz, J.=8. OHz), 7.

06 (1H, d, J=15. THz), 7. 54 (1H, s), 7. 59 (1lH,

s)
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% 349 70 |
(1R,58,6S)-2-[(35,55)-5-[2(Z)- (6- L%t (5,1-b] & 4-3-2%) LH A%
o5 45-3- K -6-(1R)-1-72 T H)-1- 7 RHRHF £ 2.95-3-m E(AR)
a) (1R,5S,65)-2-[(3S,55)-1-% A A BA5[2Z)- (6-CHhF4H[51-D]E
o £5.3- 1) T3 Bk wees 1i-3- K A -6-((IR)-1- 22 LA)-1-F AR F F-2-
W3-HEHFAS
+ 5 #41 38-2)8(1R,55,65)-2-[(38,55)-1-4 7 A R &S| 22
#[5,1-b]E=2-3-5%) O S ek £2-3- 35 )AL K -6-((1R)-1-# z3h)-1-7 kB
K& 253K %A R(78.2 mg)H RKA Bk oA 1-8 k(1.1
ml), £E&TF. AR TRLRSY 24 B R ATEE R, KAEWme
5,3% 4 Sephadex LH-20 ( =& ¥Xi: 7 Bi=1:1)%k4t 6 7 J1 Amberlyst A-
26(CI H)(k) & F x4k i, 2 904 mg ¥ & i % (IR,5S,6S)-2-
[(3S,58)-1-% % R & & X&-5- | 2Z)-(6- vk vk #[5,1-b|E ok 4-3- %) LI
J& | ovs 32 -3- k| A -6-((1R)-1- 7 L K)-1-F EBERFE2-H3-EBHA
RN
NMR (CD, OD) 6:1. 22—1. 30 (6H, m), 1. 64 (3H,
¢, I=7, 1Hz), 1. 80—-1. 98 (1H, m), 2. 15-2. 18
(3H, m), 2. 60—2. 62 (2H, m), 2. 80-3. 05 (1H,
m), 3. 40-3. 65 (3H, m), 3. 82—4. 28 (3H, m), 4.
62—4. 80 (4H, m), 5. 18—5. 48 (2H, m), 5. 86—86.
02 (1H, m), 6. 30—6. 58 (2H, m), 7. 56&7. 70 (t
otallH, s, each), 7. 89&7. 91 (totallH, s, e
ach), 7. 85—7. 92 (1H, m), 9. 60&9. 70 (total
1H, s, each)

MS (FAB*) :613 (M" +H)
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b)(1R,5S,68)-2-[(3S,55)-5-(2(Z)- (6- LAk #[5,1-b|E =2 4-3-2) LI 4]
ato3 35-3- R A -6-(IR)-1-2 LH)-1-FEBRKF F2-5H-3- AR E(A H)
$HLEA 680 F R, £/ (1R,55,65)-2-[(3S,55)-1-5 A #& & A -5-
[ 2(Z)-(6- T %% 7 #[5,1-b] E e 4-3- 24 ) L3 K | s 32-3- |50 E-6-((1R)-
1-2CE)1-PABRAZ2HI3-ABHARLER L 904mg, WFALEF
3k 4L 4A % 10.4 mg.
NMR (D: 0) 6 (HOD=4. 80ppm) :1. 19 (3H, 4, I=
7 1Hz), 1. 28 (3H, d, J=6. 4Hz), 1. 57 (3H, t,
J=7. 4Hz), 1. 55—1. 60 (14, m), 2. 58—2. 60 (1
H m), 3. 00-3. 05 (1H, m), 3. 22-3. 30 (1H, m),
3 33-3. 42 (3H, m), 3. 78—3. 85 (2H, m), 4. 15
~4. 28 (2H, m), 4. 38—4. 44 (2H, q, J=7. 4Hz ),
6. 29 (1H, t, J=9. 4Hz), 6. 47 (1H, d, J=11. 3H
z), 7. 37 (1H, s), 7. 69 (1H, s)

% &4 71
(IR,5S,6S) -6-(1R)-1-% T %)-2-[(3S,58) -5- [ 2(Z)-(6-(2-% T &) it
[5,1-b]E =k 45-3-28) Tk |wees 5u-3- K A-1- P RBENKF F-2-5-3-A &
ZRAFPHREE

BEZRATHEAR 2-(R-TE-TFTAPTAREAAL)LE(A2.2 mg)k 2
% 7% 38-2)89(1R,5S,6S) -2-[(3S,58) -1-5% A RAKE-5- [ 2Z)-(R=¢ 5t
(5,1-b] % =-3-2) TH R ]nts5-3-A 1A 6-(IR)-1-%2 T H)-1- 7 EHK
FEI2HI-ZBFERAS 1.8 m)W A K&K KOS m)FE#RF, E=
F., AAATHEHE 15 MW, AEABR I T AN R AKERE
(1R,5S,68) -2-[(35,5S) -1-5 % R AF X 5- [ 22)-(6-2-R-Th=-FRA T2
B A O K)ok #[5,1-b]E ek 4-3- ) TH A I-3- R B E-6-(IR)-
1-BLA) - FABRFE2-HIABHARZATARE. QELEIN
£ A9 £ %(0.5 ml)E & F M A TH(0.0054 m)Few-E-TE A ALE/T A
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bR #k0.09m 1M.ERT, LARTHHE25 M. AFRTMA
EXCHOSm)E, KklA104mg ZXB. 0.02ml BHf52mg @
(Z4B) £0),EZTF, LALATEAARSH 1 LH. A 10ml @ L%
W, IRARHERI M OAkhtEAR, AZTFRAIAREHRY,
% Cosmosil 40C18-PREP(F 8 K¥ i)k & # 5L 5 0.9 mg L & X RiF
s,

NMR (D. 0) § (HOD=4, 80ppm) :1. 21 (3H, 4, I=
‘7. 1Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 94—2. 06
(1H, m), 2. 88—2. 98 (1H, m), 3. 33-3. 54 (3H,
m), 3. 70—3. 80 (1H, m), 4. 00—4. 04 (2H, m), 4.
08—4. 19 (1H, m), 4. 22—4. 30 (1H, m), 4. 48—4.
54 (2H, m), 6. 44 (1H, t, J=10. THz), 6. 76 (1H,

d, J=11. 0Hz), 7. 52 (1H, s), 7. 77 (1H, s), 9.
40 (1H, s)

% 4] 72
(1R,5S,68)-2-[(3S,55)-5-[2(Z)-( 6-2- &% 7 8 & £ 2 )%k ok 5 [5,1-b] E - 44-
3-%) LA s R-3- A A -6-(1R)-1-% T 3)-1- F AR ¥ % -2-5-3-
REEAL '
a) (1R,5S,65)-2-[(3S,55)-1-% 7 A A Z E-5-2(Z)-( 6-2-A A TR A CLH)H
ok # [5,1-b] E % 4-3-2) L R kg E-3- R )R -6-(IR)-1- 2 L £)-1-F
ABREE2-H-3-28HPRdgd

F % .4 38-a)#(1R,55,65)-2-[(38,55)-1-% & fEEXS[2Z)-( %%
#[5,1-b] ok -3-%) L Kok es 3-3- ) A -6-(IR)-1-2 T X)-1- F A5
REE2HI-ZBHARGLS mg)H AR CH@O.7 m)E#RFEAI-EA
B(273.4 mg)Ae L2748 mg), ER T, A AR THRHFRBREIHS K, &
EEEHAELME & ¥4 Sephadex LH-20 ( = K F3: P H=1:1)%LE
A Amberlyst A-26(CI" H)(K) & F X # i, 75 51.0 mg x&# K
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(IR,55,65)-2-[(35,55)-1-# % A X R £ 5-2(Z)-( 6-2-AAFRmAE )% 2
#[5,1-b] E 45 -3-%) L H R s R-3-A A E-6-(1IR)-1-2 L 4)-1-F &
BREE2-HIBBHARLL L,

NMR (CD; OD) 6:1. 24-1, 30 (6H, m), 1. 80—-1.
95 (1H, m), 2, 85—2. 90 (4H, m), 2. 95-3. 00 (6
H, m), 3. 40—-3. 58 (1H, m), 3. 94—4. 15 (2H, m),
4. 23—-4. 26 (1H, m), 4. 55—4. 80 (4H, m), 5. 20
-5. 27 (2H, m), 5. 40—-5. 48 (2H, m), 5. 90—-6. 0
2 (2H, m), 6. 30-6. 54 (1H, m), 7. 08—7. 10 (1H,
m), 7. 70 (1H, s), 7. 90 (1H, s), 7. 98 (1H, s)

MS (TSP) : 656 (M* +H)

b) (1R,5S,65)-2-[(3S,55)-5-[2(Z)-( 6-(2- & P &3k L2y % #[5,1-b] E ok
8-3-%) L3 ks R-3- KA -6-(1R)-1-% T 3)-1- T R R A F-2-5-
3-BBEAR)

F L EAH 68-0N IR, 12 A(IR,55,65)-2-[(3S,5S)-1-3 & LA & &
S-[2(Z)-( 6-(2- KA F B T R) o 5 [5,1-b) & =1 48-3-K) LI K| wbog 13-
E)BAA 6-(IR)-1-2 L E)1-FERER A X 2-H3- Ao A @E L8 2 (510
mg), B TH £ 92 mg £ EXRELLEH.

NMR (D, O) 6 (HOD=4, 80ppm) :1. 19 (3H, d, J=
7 1Hz), 1. 28 (3H, d, J=6. 8Hz), 1. 52—1. 62
(1H, m), 2. 58—2. 68 (1H, m), 2. 95-3. 06 (3H,

m), 3. 22—3. 45 (3H, m), 3. 80—3. 88 (1H, m), 4.
63—4. 72 (3H, m), 6. 30 (1H, t, J=9 4Hz), 6. 4

8 (1H, d, J=11, 5Hz), 7. 40 (1H, s), 7. 71 (1H,
s)
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% %5 73
(1R,5S,65)-2-[(35,58)-5-[2(Z)-(6-2- & LX) (5,1-b] &£ 48-3- X)L
A eosit-3-2 )R -6-(IR)-1- L 5)-1-F ABERAE2-H-3-RBELR
&
a) (1R,55,65)-2-[(3S,55)-1-%% 7 &1 & £.-5-[2(2)-(6-(2- & z R y% = #[5,1-
bl &= 4-3-4) Lo K aboa 3-3- KR -6-(IR)-1-2 T A)-1-F R &R A
25 3-BEHAREEL
# 1989mg ZATRAR 2-R LA W H K HH 38-2)#9(1R,5S,6S)-
2-[(3S,55)-1-% & Ak FA-5-[2(Z)-(K 2 K [5,1-b] C T Y- 2 AL A
3-AJRk-6-(IR)-1-2 T H)-1-F RRRKRK £-2-35-3-% B} B ®(53.1 mg)
MEK-KCEOSmMI ¥, TETF, AARTRALREGH 241N, &L
EH RN, FRA4&%5 & #i(Sephadex LH-20 ( —& ¥R TH
=1:1)$k4t & & A Amberlyst A-26(Cl' #H)(K)) & F x4 4L, 7 2 63.7 mg
# & i K (1R,55,65)-2-[(35,55)-1-3% A A& R E-5-[AZ)-(6-2- & % I X
#[5,1-b] E = 45-3- 1) LI &) b oh 32-3- 2 A -6-(1R)-1-% T X)-1-F &
BREE2-H3-ARHARLLEL.
NMR (CDs OD) 6:1. 51-1. 35 (6H, m), 1. 88—-1.

95 (1H, m), 2. 70—2. 85 (1H, m), 3. 30—-3. 60 (2

H m), 3. 95-4. 15 (4H, m), 4, 38—4. 60 (4H, m),

A 70-5. 05 (7TH, m), 5. 20—5. 45 (4H, m), 5. 88

-6. 05 (2H, m), 6. 63—-6. 68 (1H, m), 7. 60&7. 7

5 (totallH, s, each), 7. 86&7. 94 (totallhl,

s, each), 9. 65&9. 72 (totallH, s, each)

MS (TSP) : 631 (M" +H)

b) (1R,5S,68)-2-[(3S,5S)-5-[2(2)-(6-(2- & L i)hek #[5,1-b)E24-3-2)T
3 & wtos 3t-3- X ] A -6-(IR)-1-2 L K)-1-F ABERAE2-H3-A8d
&% &
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F L EHH 68-ON PR, {2 AIR,5S,65)-2-[(3S,55)-1-H % K& %t
5-[2(2)-(6-2- & LX)k ok # [5,1-b] E 2 48-3-K) LI Kb R-3- K AR
6-(IR)-1-2 & %) 1- PR SR K £-2-H-3-RBH A 8L B #(63.7 mg), ¥
TH/HSImg LEXREELESY.

NMR (D 0) & (HOD=4. 80ppm) :1. 22 (3H, d, J=
7 2Hz). 1. 28 (3H, d, J=6. 3Hz), 1. 96-2. 04
(1H, m), 2. 88—2. 98 (1H. m), 3. 32-3. 40 (LK
m). 3. 48—-3. 54 (2H, m), 3. 70-3. 76 (2H, m), 4.
08—4. 15 (1H m), 4. 21—4. 28 (2H, m), 4. 70—4.
75 (1H m), 4. 90—4. 98 (3H, m), 6. 44 (1H, t, J
_o 9Hz), 6. 76 (1H, d, J=11. 1Hz), 7. 54 (1K
s), 7. 79 (1H, s), 9. 44 (1H, s)

¥ 74

(1R,5S,65)-2-[(3S,55)-5-[2(2)-(6-(2- & % 7 8k & T K)ok = 5 [5,1-b] % ¢ 43 -
3-2) L A e 5-3- K AR -6-(IR)-1-2 T 2)-1- F XHER A E-2-5-3-
REBE(AL)

a) (1R,5S,68)-2-[(3S,55)-1-%% 7 R I % % -5-[2(2)-6-3F & & 7 ok = 5 [5,1-
bl ok 45-3- ) L5 K |t os $5-3- R )RA 6-(IR)-1-22 T &)-1-F AR A
253 REHARERE -

# 1242 mg RRFEFEFRA 63.9 mg #LA N L& 38-a)4)
(1R,5S,65)-2-[(3S,5S)-1-3% & £ & X -5-[2(Z)-(% = #[5,1-b] E=%-3-K) T
A s 3-3- A AL 6-(IR)-1-2 L E)1-FEERN X 2-H-3-ABH
ABAII M) AR CHO4m)F, EXT, AR TERFRRSH 4 X,
AEEWAA LB & # 4 Sephadex LH-20 ( = Fir: 7 H=1:1) R4t
E B J3 Amberlyst A-26(CI' H)(K) & F x b, A2 523 mg &K
(1R,5S,65)-2-[(3S,58)-1- 5 7% K2 % £-5-[2(Z)-6-3F A & F Xk o 5 [5,1-b]

Eok 4.3 ) 03 A s -3- R AE6-(1R)-1- 8 L) 1- P A HERK &-
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2- 5 3-REHERLEG R,

NMR (CD; OD) 6:0. 57 (2H, d, J=4, 5Hz), 0. 77
(24, d, J=7. 4Hz), 1. 24—1. 35 (6H, m), 1. 38—
1. 40 (1H, m), 1. 80—1. 98 (1H, m), 2. 76—-2. 95
(1H, m), 3. 32—3. 34 (2H, m), 3. 40—-3. 59 (2H,
m), 3. 92—-4. 17 (2H, m), 4. 21—4. 30 (2H, m), 4.
§2—-4. 80 (2H, m), 4. 90-5. 08 (4H, m), 5. 10-5.
392 (3H, m), 5. 40—5. 50 (2H, m), 5. 88—6. 02 (2
H m), 6. 12—6. 58 (1H, m), 7. 60&7. 70 (total
1H, s, each), 7. 90&8. 22 (totallH, s, each),
9. 62&9. 70 (totallH, s, each)

b) (1R',SS,GS)-Z-[(3S,SS)-5-[2(Z)-SF B A 7 it ek ok j£[5,1-b] E4R-3-K5) L
A as 53R AKX 6-((IR)-1- 2 LX)1-F AER L £-2-H-3- A B2
(A )

¥ 4 EAH 68-O)RH& F X, £/ 523 mg (1R,55,65)-2-[(35,55)-1-
7% AR B A 5-[2(2)-6-3RF A T Aokt #[5,1-b|E248-3-R) LH K%
3-3-% 5% -6-(IR)-1-% T X)-1-F XHE R A X-2-15-3- #L&ﬁ%ﬁ R
BT A% 8.4mg L EXKEALSY.
NMR (D, 0) 6 (HOD=4. 80ppm) : 0. 50 (2H, d, J=

4 THz), 0. 75 (2H, d, J=7. 9Hz), 1. 20 (3H, d,

j=6. 9Hz). 1. 28 (3H, d, J=6. 3Hz), 1. 33-1. 4
4 (1H, m), 1. 53—-1. 63 (1H, m), 2. 59-2. 70 (1H,
m), 3. 00—3. 07 (1H, m), 3. 22-3. 30 (1H, m), 3
35-3. 42 (2H, m), 3. 78—3. 86 (1H, m), 4. 18—4.
28 (6H, m), 6. 49 (1H, t, J=11. 3Hz), 6. 80 (1H,
t, J=10. 5Hz), 7. 38 (1H, s), 7. 74 (1H, s)
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% &M 75
(1R,58,6S)-6-((1R)-1-# L %)-2-[(38,58)-5-[2(2)-(6-(2- & ¢ )%k 5 [5,1-b]
e 82-K) CH R s -3- KA - FABR Y £-2-5-3-RE A (A &)
$EEAN T SR, EAEAEH 47-2)85 101.8 mg(IR,5S,6S) -2-

[(3S,5S)-1-1% & A& % £-5-[2-(% = 5 [5,1-b] £ =%-2-%) T A wbeg -3
RE-6-(1IR) -1-2 L H)1-FARKK £-2-H-3-ABRHAMUUT AR H
k%), % Cosmosil 40C18-PREP (¥ 8 K ik)* A 3k &4 Rt 7
ALl & LT RAK, $B68mg L& XKEELESY.

NMR (D. O0) § (HOD=4. 80ppm) :1. 21 (3H, d, I=

7. 1Hz), 1. 28 (3H, d, J=6. 3Hz), 1. 10-1. 18

(1H, m), 2. 68—2. 78 (1H, m), 3. 11-3. 14 (1H,

m), 3. 36—3. 45 (1H, m), 4. 20—4. 40 (3H, m), 4.
08—4. 19 (1H, m), 4. 22—-4. 30 (1H, m), 4. 42-4.

52 (3H, m), 4. 75—4. 85 (2H, m), 6. 10 (1H, t, J

=10. 2Hz), 6. 61 (1H, d, J=11. 5Hz), 7. 70 (1H,

s), 7. 83 (1H, s)

% %45 76
(1R,5S,68)-2-[(3S,55)-5-12(Z)-(6-(2- & £ 7 B X T XK)%k =& # [5,1-b] £ % 43-
2-£) L5 A e R-3- AR -6-(1R)-1-% T X)-1- 7 X R+ X -2-5-3-
RELABRE
a) (1R,5S,65)-2-[(3S,55)-1-3%% & RAZ £ 5-2-(6-2- & A FmA CLE)% 2
#1(5,1-b]E 4 2-X) . X s K-3- R | RE6-((IR)-1-2 T H)-1- T &
BERFE2HIRBHARERE (JUFTLARHEREY)

FR#AH 47-2)8(1R,55,65)-2-[(35,55)-1-3% B KA ZE-5-[2-(F 2
[5,1-b] E ok 2-1) 35 X wes -3- £ R A -6-((IR)-1- T X)-1- F &R
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F R 2-35-3-R B E®100.] mo(UUAT Lk AMARSIG=FTET R
EQ6m)ERT, E2TF, AARTRARRES 1 IH, AERMRE
X, A oY sk Sephadex LH20 (=K FR: FH=-LDRALEH
A Amberlyst A-26(CI' H)(KR) & F X # b4, A2 112.1 mg K &HR
(1R,58S,68)-2-[(3S,55)-1-3% % £ & % £-5-[2-(6-(2- giAvmi o)k 4
[5,1-b] & & 45 -2- %) T3 A %2 K-3- AR E-6-((IR)-1-2 L *)-1-7 K&
KA E2H3-RBHAREBIJUTIRARARSE). |

NMR (CD; OD) 6§:1. 25-1. 30 (6H, m), 1. 80—1,

95 (14, m), 2. 85—3. 00 (5H, m), 3. 30—3. 60 (3

H, m), 3. 95—4. 15 (3H m), 4. 22-4. 28 (1H, m),

4. 50—4. 75 (5H, m), 5. 15-5. 45 (4H, m), 5. 87

~6. 00 (2H, m), 6. 42-6. 50 (1H, m), 6. 77 (1H,

d, J=18Hz), 7. 79&7. 82 (totallH, s, each),

7. 98&8. 03 (totallH, s, each), 9. 40&9. 44
| (totallH, s, each)

MS (TSP) : 656 (M*)

b) (1R,5S,68)-2-[(35,55)-5-[2(Z)-(6-(2- & & 7 B & 22 )%k ok 3 [5,1-b] E ok
#-2-%) 0 £ s -3- A AA-6-(IR)-1-2 L X)1-F ABEREE-2-Y-
-pBEsd ~ |
% 3 % 6808 F®, {2/ 112.1 mg (1R,55,68)-2-[(38,55)-1-5 A
AR S0-(6-C-AETRE LA)k ok [5,1-b] E 2 4-2- %) LI R %
w2 35-3- 2R E-6-(IR)-1-2& T X%)-1- T BRAA E2-HI-RBRHEARER
# (JUAT Ak R MR R A M), FiA K & RAE Cosmosil 40C18-PREP(¥F
B AR k) & LS B LT Rk, #3]6.89mg LEKE RiEALEH.

NMR (D, O) & (HOD=4. 80ppm) :1. 23 (3H, d, J=

7 1Hz), 1. 28 (3H, 4, J=6. 4Hz), 1. 92-2. 04

(1H, m)., 2. 90—3. 02 (4H m), 8. 37-3. 40 (1H,
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m), 3. 46—4. 05 (2H, m), 3. 72-3. 80 (1H, m), 4.
10—4. 18 (1H, m), 4. 22—-4, 29 (2H, m), 4. 6 7—4.
72 (2H, m), 6. 21 (1H, t, J=11. 8Hz), 6. 80 (1H,

d, J=11. 3Hz), 7. 71 (1H, s), 7. 99 (1H, s), 9.
32 (1H, s)

E& 77
(1R,5S,68)-2-[(3S,58)-5-[2(Z)-(6-(2- & T &) =+ 5 [5,1-b] ok 45-2- )T
A veeait-3-X)AE6-(IR)-1-2 LX) 1-FTERRKF E2-H-3-REBLE
#(Z #H)F(1R,58,68)-2-[(3S,55)-5-[2(E)-(6-(2- & L)%k #[5,1-b]E44
2-R) LR s t-3- A A A-6-((IR)-1-2 T4 )-1-F AR K £-2-5-3-
pegd (AL) EH)
a) (1R,5S,65)-2-[(38,55)-1-% % f & 3 % -5-[2-(6-(2- & L2&)* % K [5,1-b]
ok 452- ) LA s -3- )5 E -6-(IR)-1-% TH)-1-F R BRAH &-
2.35-3-R BB FRE B EUUITEARRMERE D)

¥ 5 L A4 73-2)8 F &, 2R % &N 47-2)8(1R,55,68)-2-[(3S,55)-1-
5 R 3RS [2-(% ok H(5,1-b] o -3- 1) L4 Kb ng 5r-3- KB K -6-
(IR)-1-%2 T £)-1-F £ F KA % -2-5%-3- R8I A ®(100.5 mg), 7 T #H #
108.6 mg ¥ & # K (I1R,58,65)-2-[(3S,59)-1-3% A KA & X-5-[2-(6-2-R T
)k ok F[5,1-b] E vk 48-2- ) LI K| wbep R-3- R ) E-6-(1IR)-1- 2 o 3)-
- PEABRFE2HIREH AR LR SUITELARBARET).

NMR (CD, OD) 6:1. 04—1. 15 (6H, m), 1. 60—1.

75 (1H, m), 2. 50—-2. 71 (1H, m), 3. 10-3. 27 (5
H, m), 3. 74—3. 98 (2H, m), 4. 02—4., 08 (1H, m),
4. 40-4. 80 (8H, m), 4. 95—-5, 25 (4H, m), 5. 70
—5, 80 (1H, m), 6. 08—6. 30 (1H, m), 6. 59 (1H,

d, J=10, 5Hz), 7. 61&7. 65 (totallH, s, each)

, 7. 85—8. 00 (1H, m), 9. 24&9. 28 (totallH, s,
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each) -

MS (FAB*) :631 (M*)

b) (1R,5S,6S)-2-[(3S,55)-5-[2(Z)-(6-(2- & L&)%K=+ #[5,1-b] E = 45-2-%) T
%A wtos 32 3- R AL -6-(1IR)-1-2 LX) 1-F XK+ F-2-H-3- A& &
& # F(1R,58,65)-2-[(35,55)-5-[2(E)-(6-(2- & T K)o ok 5 [5,1-b] & =& 45-2-
)R a3 R )AL 6-(IR)-1-2 T X)-1-F AR R K £-2-5-3-&
B A (A L)

T E TN 680N FR, 12 A(IR,55,65)-2-[(3S,55)-1-% & REKE-
5-[2-(6-(2- & & )% ok #[5,1-b] % ok 45 -2-K) T K|k o4 IR-3- | LA -6-
(IR)-1-% C2&)-1-F A B KA £-2-55-3-R 8 7 & 2 % 3(108.6 mg)(JUIT
ZAk B H 4k A #),2 Cosmosil 40C18-PREP (7 8k E &) AKX E
BA A AL S BT Rk, HBANHAHLEERS 7.9 mgZ )
F2 3.2 mg(E # )AL 8.

(Z %)

NMR (D, O) 6 (HOD=4. 80ppm) :1. 22 (3H, d, J=
2 1Hz). 1. 28 (3H, d, J=6. 4Hz), 1. 90-2. 01
(14, m), 2. 89—2. 98 (1H, m), 3. 34-3. 50 (3H,
m), 3. 70—3. 85 (2H, m), 4. 08-4. 12 (1H, m), 4.
291—4. 30 (2H, m), 4. T0—4. 85 (3H, m), 4. 93— 4.
98 (1H, m), 6. 22 (1H, t, J=11. 3Hz), 6. 80 (1H,
d J=11. 6Hz), 7. 75 (1H, s), 8. 01 (1H, s), 9.

36 (1H, s)

(E %)
~ NMR (D; 0) 6§ (HOD=4. 80ppm) :1. 21 (3H, d, J=

7. 1Hz), 1. 29 (3H, d, J=6. 3Hz), 1. 53-1. 61

(1H, m), 2. 59—-2. 68 (1H, m), 3. 03—-3. 09 (1H,
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m), 8. 06 (1H, dd, J, =11. 9Hz, J, =3. 4Hz), 3.

29-3. 43'(3H, m), 3. 82-3. 98 (2H, m), 4. 20—4.
28 (2H, m), 4, 67—4. 69 (1H, m), 4. 72—4. 81 (3
H m), 4. 94—-4. 97 (1H, m), 6. 30 (1H, dd, J, =1
5. 6Hz, J. =7. 3Hz), 6. 82 (1H, d, J=16. 1Hz),

7. 67 (1H, s), 7. 91 (1H, s)

- AL
(3S,55)-3- C s ALK -1-35 7 RE A5 [(R 25 [5,1-b] Eep.5- %) 7k
R X 2L A5
0CT, RAREF AW _TFTAPREHAARANAY L1 M

Vilsmeier i #/= & 7 52% # (1.5 ml) £(3S,55)-3- L & AAKL-1-5 7 &
2R abus 5B B(416 me)f £ A= LTRSS mDE#RT, HRE. 3-8
CF. BETS44. FEFSHOHMAA, ArRsHyiinsaAATE
ok [5,1-b] E (265 mg)§ k- K FHE#k. 5-8TCT, HEH 85
S, ALALARKRERARZLIRIATRE, BASHYRBLAL
BaPH pHO,ENE A SOm LRLBERA K, AARRPREAN S
AUAMERFFRELR., AEABBEEMNAH S14mg *k &HRY.
42k J Sephadex LH-20 #(&£4:7 B=1:1)fst RE(L B L&: T H=95:1)
s 30 W A7 &8 AT 5 293 mg A K SR RFALEY.

NMR (CDC1,) &:2. 22 (3H, s), 2. 3 (1H, br. s),
2. 6 (14, br. s), 3. 33-3. 37 (1H, m), 3. 91—4.
05 (2H, m), 4. 4 (1H, br. s), 4. 55 (2H, br. s),

4. 66 (1H, dd, Jl=15. 3Hz, 12=5. OHz), 4. 84 (1

H, dd, Jl=15. 3Hz, J2=6. 6Hz), 5. 2 (1H, br. s),
5. 85 (1H, br. s), 6. 77 (14, d, J=4, 2Hz), 6. 9
8 (1H, s). 7. 2 (1H, br. s), 7. 74 (1H, d, J=4. 2
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Hz) -~

MS (EI) : 408 (MH
SR F RN 2
(35,55)-3- . Bt H oK 155 A KA K E-5-[N-(3R 2 # [5,1-b] ok 5 )7 -
N-7 3 &L 3 X ntd iR |

SEOREAN TR, £AEGSSS)3-CRERL-1-HERERE

s 5.2 % 260 mg . 1.1 M # Vilsmeier &H/= & 7 5% &4 159 mg
S.(N-FHAAETH) %ok H#(51-b] %25 TH A 190.6 mg A% & & ZH IR
Bs.

NMR (CDCly (#3: 2iugfHtkRey ) d:1. 78~

1. 88 (1H, m), 2. 31 (3H, s), 2. 66—2. 81 (1H, m)

3. 07 (LHx3/5, s), 3. 10 (1Hx2/5, s), 3. 486

(1H, dd, 1;=10. 2Hz, J,=8. THz), 3. 99 (1H, qu
intet, J=8. 1Hz), 4, 07-4. 15 (1H, m), 4. 22
(1Hx2/5, dd, J,=13. 3Hz, I,=5. 4Hz), 4. 47 1

2
Hx2/5, d4d, ] =13.3Hz,J2=5.7Hz).4.57—4.6_

0(2Hx3/5,m§,4.69(1H.dd.Jl=15.4Hz.JZ=T
4Hz), 4. 82 (1Hx3/5, d, J=15. 0Hz), 4. 96 (1H
x3,/5, d, J=15. OHz), 4. 97—-5. 03 (2HX2/5, m),
5. 09—5. 36 (2H, m), 5. 50 (1Hx2./5, m), 5. 93
(1HX3/5.m).6.73(1H.d.J=4.3Hz).6.98(1
Hx3,/5, s), 7. 00 (1Hx2/5, s), 7. 72 (LHX3/5,
d, J=4. 3Hz), 7. 81 (1Hx2/5, d, I=4. 3Hz)

MS (EI) :422 (MD

SRERN3
(38,55)-3- B XA 135 B AL KX S5-[N-[5-(F R fEziatvHs

148



ok #[5,1-b]E2-3-H) P EAN-FERERR]weblt

$HLRTAN1HYRE, 2825 mg (35,55)-3- L@ ESR-1-5
ERES A S - 2%, 0.93ml11M# Vilsmeier EM/= & FHE#&
#2262 mg S-HARAZE LR TEIN-TAKEATR) *2H[51-b]%
s FEHE4CTF,mA 0145 ml 2 L1, BETERSTRHSOSH, /T
$HA3275mg LEERBEALS Y.

NMR (CDC1,) (Was##ERe®) 6:1.9-2. 0 (1H,

m), 2. 32 (3Hx1/3, s), 2. 37 (3Hx2/3, s), 2. 6
5—2. 95 (totallH m), 3. 12&3. 18&3. 27 (tot
al3H, s, 3:1:6 each), 3. 37-3. 40 (1H, m), 3.

90—4. 15 (2H, m), 4. 50—-4. 95 (total9H, m), 5.
15—-5. 35 (4H, m), 5. 8—6. 1 (2+1H, m+br. s), 6.
77 (1H, d, J=4. 2Hz), 6. 82&6. 95 (totallH, s,
3:1 each), 6. 95&7. 02 (totallH, s, 3:1 ea
c h)

MS (EI) : 535 (Mh

L& %kkH4
(3S,55)-3- . Bt A -1-3% B REZ A5 [1-5 K-1-(K 2 5 [5,1-b] E 2 -3-
Ry P A abep R (AR ME A)
a) BR5S)-1-H B AEZAI-H-THA-FAT &ﬁiii-s-[l-#;ﬁz-l-(qa
ok #[5,1-b] E%-3-K) 7 R]abt (LA A B K A)P(3S,55)-1-H 7 AR
A3 d-TE-FATRREKES[1-25 1-(h2#[51-bE%-3-5)F
A obed 2Lk 5-H4 B)

A teik s K & & 3 (Merck #1 65 9385 5 Silica Gel 60, 360 g =47
e 2 B=20:1)% & R L& 7-2)H(3R,58)-1-H H KA K E-3-H- TH=VF
AP KA S[1-E 1-(het #[5,1-b] E-3-2) F ] wbed SR (F A B
fi% A H)(1.80 g)it #7 $u 4L 7 T 77 51 650 mg & & &8 K(35,55)-1-5 & R

BRI R-TE-FA7TAREKES-[1-2E-1-(%k =4 #[5,1-b] ok 3-%)
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Ph|aR(LARME A, SHELESY)P 586 mg LA & LEH
GR,5S)-1-H A AAZA3-H-TA-FEFTAREALS[1-BE-1-(F2
#[5,1-b] T -3-%) T X2 R(EAAHE B)R 429 mg L b & X R B &
%A kG RAY.
(A& AHEA)
NMR (CD4COCDy &:0. 07 (3H, s), 0. 08 (3H, s),
0. 86 (9H, s), 1. 70—1. 90 (1H, m), 2. 33-2. 45
(1H, m), 3. 47 (1H, dt, J,;=10. THz, J,=3. 9Hz),
3. 57 (LH, dt, J;=10. THz, J,=5. 0Hz), 4. 35-4.
51 (14, m), 4. 55—4. 70 (3H, m), 5. 15-5. 50 (4
H m 1H is exchangeable with DfD. 5. 9
0—6. 05 (1H, m), 6. 96 (1H, s), 7. 03 (1H, s), 8.

10&8. 37 (totallH, s, 1:3 each)
Ms (FABYH :438 (MT+H)

(4 AH&E B)

NMR (CDC1,) 6:-0. 01 (3H, s), 0. 01 (8H, s),
0. 82 (9H, s), 1. 66—1. 73 (1H, m), 3. 40 (1H, d
d, J,=11. 6Hz, J,=8. 8Hz), 3. 64 (1H dd, I;=1
1.6Hz.Jz=1.7Hz).4.21—4.24(1H.m).4.55
~4. 79 (4H, m), 5. 25-5. 37 (2H, m), 5. 80-6. 0
9 (1H, m), 6. 25 (1H, br. s), 6. 63 (1LH, s), 7. 0
8 (1H, s), 8. 26 (1H, s)

MS (FABD :438 amt+m)

b) (3R,5S)-1-3 % ALK 3- 245 [1-X-1-(F2 % [5,1-b]E=-3-2) F
A wteg R (kAWK A)
FhAHTFAZE 7 T),HRLH2.0 ml)iisHGERSS)-1-HH AEHK
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A3 A-TEA-FATRRERLS(1-2X1-(h2H[51-D]E23-5)F
A ubes (525 me) (LA AMK A RKTHE mDERY, FLRET
BESHN, EEF2058ARZAAZEISTHAKAERSE 2 220 ml,
BA40ml S%HEREARTRIEHLKEEH AL pH 8.5.4 100 ml L&
LEERIKA, SAHGANELARATREZE R R L EN, 75457
mg L& &EXZHAE 3R,S5S)-1-HA AEBA 3 BES[1-BE-1-(k%
#[5,1-b] E=-3-%) 7 K| wbed (LR A MK A).
(kR AHBEKA)
NMR (CD,COCDg) 6:1. 73—1. 88 (LH, m), 2. 36—
2. 45 (1H, m), 3. 42-3. 65 (2H, m), 4. 18 (LH, b
r. s+shoulder), 4. 35-4. 65 (3H, m), 5. 17-5.
55 (4H, m), 5. 90—6. 05 (1H, m), 6. 96 (1H, s),

7. 03 (1H, s), 8 10&8. 37 (totallH, s, 1:2 e
ach)

MS (EI) :323 (MY

©) 3R,58)-1-% & AA R S [1-2E1-(k ot #F[5,1-b)F-3-L) P HX]-3-7
BE AR X b (AR R A)

3CTF, £&L&/Y, 025 ml =CkEA0.12 ml P ok B B4R K e Bl
(3R,58)-1- 3% & A X Z X -3- A5 [1-#K-1-(R 4 [5,1-b]E = -3-%) 7 &]
e SR AR A)45T me)f B Akvh(12 m)ER Y, ERRET, &
H3054. AL T MAS%HERAAKERGBOM), A100ml ZHR LR
AR, AREBRFPLARLFERABE TR, 2&, AERMIELERN
B ERGRGEE AR, AtcdaRe#E( LRLR: TH=92: §)
A abib B iR E 344 mg RO EEREBAE GRSS)-1-HAE REZE-
5[1-# %-1-(% % 5 [5,1-b] E £-3-%) 7 X -3-F s st A A RSB (THh A
Bk A).

(AR FHHE A)

NMR (CD4COCDy 6:2. 12—2. 30 (1H m), 2. 62~
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2. 71 (1Hrm), 3. 14 (3H, s), 3. 67-3. 97 (2H, m)
, 4. 44—4. 67 (3H, m), 5. 19-5. 57 (6H, m, 1H i
s exchangeable with D,0), 5. 92-6. 07 (1
H m, 7. 01 (1H, s), 7. 04 (1H, s), 8. 09&8. 34
(totallH, s, 1:2 each)

MS (EI) :401 (M)

d)(3S,55)-3- . B A s 15 W AX R A5 [1- 2 K-1-(F 2 H[5,1-b] £ 2-3-
E)? R wted R (EARAHEKA)

#ER LB 4 (134 mg)w ® (3RSS)-1-5 A KA EES-[1-2A-1-(%
o 3 [5,1-b] Ek-3-K) P £ ]-3-F 5t & KA Kot oS (LR M4k A)(314 mg)
BAK=FPLAFHREGM)FLATEQm)E#RT, £EFERTOT, LR
FTHED IH. A60ml CRLEHE, FhpdRtEmkik, ANEA
BABATFRELE, AEXHMBEXN, REYALZIRAFARTR,
Mt ReER(CALB)NRLEIRPRAFE 21T mg RELELK
R

(ZhFH4EA)
NMR (CDC1ly) 6:2. 17-2. 35 (3H, br+m), 2. 33
(3H, s), 3. 20 (1H, br. t), 3. 84 (2H, quintet,
J=8. 4Hz), 4. 19 (1H, br. t), 4. 32 (1H, dt, 'Jl
=7. 8Hz, J,=2. 6Hz), 4. 4-4. 6 (2H, m), 5. 19~
5. 35 (2H, m), 5. 54&5. T56 (totallH, br. s ea
ch), 5. 85—5. 95 (1H, m), 6. 71 (1H, s), 6. 99
(1H, s), 8. 06&8. 24 (totallH, br, s, 1:2 ea
ch)

MS (EI) :381 (MD
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LR E#ENS

(3S,55)-3- LA AL 157 A A K ES5-[1- £ -1-( k7 [5,1-b] F = -3-
)7 A3 R (LA A Bk B)

a) (3R,5S)-1-# A RERA-3- -5 [1-2K-1-(% %5 [5,1-b] & =2-3-%) 7
R wteg R(LAAHE B)

FohAPF(AE 3 T),H2L£8(034 mhilimal & REEN 4-2)8
(BR,5S)-1-H A AAEA 3 H-TA= FEFARERES(1-25-1-(F %
#15,1-b] & = -3-2) P £ ]#te555(372 mg)( 4k £ #4k B)#) £ 7k T A (8.5 ml)
Rad, FRRATRAE20HH, AS0ml LBRLEHAE, WA 5%HE
% EMAEREXERBIEDHIZERGETHANE, KEASOmI L&
LBERB L, AMA S%MERELMKTARIEA AL pHI2, 5 LER
WELH, DAVMANEGRBETRELRE, SERARLEN, &2
313 mg &% &# R A I (3R,SS)-1-4HF AEEE-3-£ A5 (1-24-1-(K %
#1[5,1-b] E ot -3-35) 7 K2R (L4 # 4 4k B).

(ZHh##4% B)

NMR (CDClip) &:1. 65-1. 85 (3H, m), 3. 42-3.
50 (1H, m), 3. 79 (1H, br. d, J=12. 1Hz), 4. 33

(1H, br. s), 4. 60—4. 70 (3H, m), 4. 80 (1H, br.

4, J=T7. 9Hz), 5. 25—5. 38 (2H, m), 5. 88—6. 02
(1H, m), 6. 62 (1H, s), 6. 65 (1H, br. s), 6. 97
(1H, s), 8. 21 (1H, br. s)

MS (E1) :323 (M)

b) (3R,55)-1-3% % A& % A-5-[1-% K-1-(% = F [5,1-b] F%-3-) 7 &]-3-
¥ 5k R A L wbet B(FRFHKk B)

14 TCTF, &R T, ¥ 0.165 ml = THEF 0.080 ml F 5 & &4 K Ao
53 (3R,55)-1-% & KA Z K 3-8 -5 [1-F X-1-(% =2 5 [5,1-b] ek 3-X)
P & kb (LA 5 Mk B)(313 mg)H W £k (8.5 mFk ¥, ERRE

F, BH 405, A TmA0.08ml FTHEEL, KHE205%, WAS%
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R AAARR2O M), AS0ml ZRLBLRAAER. ANEARR
TR SR AEEAHGEIENFHNISSmgRFELEY LS GRSS)1-
%% AL B A S [1-A1-(R2HF[5,1-b]%2-3-X)FR]3-FRAEALL
wted- (L4 F# 4 B).

NMR (CDC13) 5:1. 75 (1H, br. s), 1. 90—2. 15

(2H, m), 3. 01 (3H, s), 3. 60 (1H, dd, J,=13. 4

Hz, J,=3. 8Hz), 4. 10-4. 16 (1H, m), 4. 60—4.

79 (3H, m)., 4. 85 (1H, br. d, J=T7. 5Hz), 5. 1%

(1H br. s), 5. 25-5. 40 (2H, m), 5. 88—6. 02

(1H, m), 6. 69 (1H, s), 7. 09 (1H, s), 8. 26 (1H,

br. s)
MS (EI) :401 M

) (35,55)-3- LA AR 1357 REZAS[1-55-1-(F 2 H[5,1-b] E -
3-2%) 7 X wes B4k A4k B)
' BBAR LB AP (149 mg)m 5 (3R,5S)-1-4 A REEE-S[1-K-1-(R
ok #[5,1-b]Ewk-3-2) F £)-3-7 A & KA R abod (L4 7 4 B)(355 mg)
HAEK- FTRATREG m)PLAT RS m)RSHERT, £EFR 80
C. EARTEH120H, A60ml CRLBARE, 40 ml 5%HRAL
BRERAEF/L, AREARABLTRELR, AEAMBRLEN, &
LM AAETERFARTR 2 Mo, RAMER(CHLE)P Sephadex
LH-20 (&5 7 8=1:1)it f &# 5 245 5 139.1 mg AL & L R H AL
49,
(4% A# 4 B)

NMR (CDCI3) §:1. 70 (1H, m), 2. 29 (1H, m), 2.
33 (3H, s), 3. 22 (1H, br. t), 3. 84 (1H, quint
et, J=7. THz), 4. 17 (1H, br. t), 4. 53 (1H, dd,

J,=14. 5Hz, J,=7. TH2), 4. 60-4. 80 (2K, m), 4.
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92 (1H, d, J=8. 0Hz), 5. 22-5. 42 (2H, m), 5. 8
5—6. 00 (1H, m), 6. 50 (1H, br. s), 6. 68 (LH, s)
, 7. 04 (iPL‘s), 8. 23 (1H, br. s)

MS (EI) :381 (M

S AEEHN6
(3S,5R)-1-3 & A A HA-3- X 7 s A AK-5-(% 2 5H[5,1-b] £ w5 X)F X
S |
a)5-i& k% H#[5,1-b]E%, 7-R%k4H([51-b]E%, 57— kFKEH[51-
b] =i
3 N-if 3% 76 5 B 8:(8.900 g)Me %k =% i [5,1-b] E =(6.208 g)&y LK =
£ LBERSOmMDE#RY, TCEATTRRAOSH, AEXSE £ S0ml,
A500ml LA CEARLKEY, B 250ml A48 K 250 ml F et
SR hERBEAERE, ANREARBATRELE, AEZMRLE
NAMNwEY, AhdaRe#i(E-LR: LB LB=2:1-1:1)kiLF 2
3245 g .G &R S-REEF[51-b]E R, 4443 gL G EHRT-R0%
#[5,1-b]E=fo 1,174 g & & d K 5,7-= #F 2 H[5,1-b]E%.
5-3 ok 5 [5,1-b]E =
NMR (CDClg) 6:6. 89 (1H, d, J=4. 3Hz), 7. 09
(1H, s). 7. 29 (1H, d, J=4, 3Hz)

MS (TSP) :205 (M +H+2), 203 (M +H)

7- kot #[5,1-b]E %
NMR (CDC1,) 6:6. 88 (1H, d, J=4. 2Hz), 7. 43
(1H, d, J=4. 2Hz), 7. 91 (1H, s)
MS (TSP) :205 (M '+H+2), 203 (M +H)

5,7-= & %k #[5,1-b] E %
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NMR (CDClp) 6:6. 94 (1H d, J=4. 3Hz), 7. 31
(1H, d, J=4. 3Hz)

MS (TSP) :285 (M'+H+4), 283 (M'+H+2), 281
T+ H)

b) (3R,5S)-1-3 & A A B E3-4-T A= FEF 2 RERLS[1-2E-1-(F
ok #[5,1-b] E-5-X) T st (LA B A)#*(3R,5S)-1-3 7 £ ¥
A3RTA-FATHREALS[1-BE1-(K2H [5,1-b] E = -5-X) F
RAwees (LA FH & B)

A 60 ml KD A kmAE 0.99 M # A LA/ LkohE&R(1S5.2
ml). T & LR F, 3 5- Kk H[5,1-b] £ £ (3.046 g)#) &k & £ R (60 ml)
RAREEYISHPHA@ST)dime A ERY, RREATRISTH. #
ARAHEEY 105 W AAHHNICRELAEY 20544, TR HM
GBR,5S)-1-# A AA R A 3-H-TA=FRAFRREALS-F ¥ XA
(4.702 g)# £k W Ekm(60 m)F ik, T-1TE1T. XRRETRH 80 %
¥, AT mAFa RS KER(ASO m),/A 360 ml LERLBRERE
., AMEBRBRATRAEIRE, AEAMBIENRHRXEHRY,
Wi e RA(E- SR LELE=1:1-12)FHH4934g L ERLE
B(GR,5S)-1-HHH AABAI-R-TE-FPEYP Rk ARX-s[1-2X-1-(%
ok 3 [5,1-b] Ek-5-2) P R |weos (LA Rk A, HREASW)F 60558
Ak e. SHE GRSS-I-HHAEFZEIR-TE-FET 23 ROk
5-[1-2 & -1-(% ok # [5,1-b] =k -5- ) 7 R b B (LA R M4k B AL BA
&%),

(AR FHE A)

NMR(CDCIQ §:—0. 02 (3H, s), 0. 01 (3H, s),
0. 81 (9H, s), 1. 53—1. 63 (1H, m), 1. 94—-2, 15
(1H.m),3.37(1H,dd,Il=11.5Hz,Jz=3.9Hz),

3. 60 (1H, br. d, J=11, 5Hz), 4. 18 (1H, br. s),
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4. 44 (1H, q, J=7. THz), 4. 60-4. 73 (2H, m), 5.
00 (1H, d, I=7. THz), 5. 23-5, 37 (2H, m), 5. 8
9—6. 02 (1H, m), 6. 05 (1H. br. s), 6. 77 (1H d.
J—4. 3Hz), 6. 97 (1H s), 7. 80 (1H, d, J=4. 3H
z)

MS (TSP) :438 (M'+H)

(4 F#4& B)

NMR (CDC1,) 6:0. 00 (3H, s), 0. 02 (3H, s), O
. 83 (9H, s), 1. 87—1. 97 (1H, m), 2. 09 (1H, s),
2. 33—2.43(1H,m),3.12(1H,dd.]1=11,3Hz,
J2=5-0HZ).3.35(1H,dd,J1=11,3Hz,J2=3.2

Hz), 4, 04 (1H, quintet, J=4., 5Hz), 4. 49 (1H,
br. t, J=7. 5Hz), 4. 62—4. 65 (2H, m), 5. 20-5.
37 (3H, br+m), 5. 88-5. 99 (1H, m), 6. 74 (1H,

d, J=4. 1Hz), 6. 98 (1H, s), 7. 71 (1H, d, J1=4,

1Hz) ,

MS (ES) :438 (M'+H)

¢) GR,5R)-1-15 % A& % A3-2 -5 (%% H#[5,1-b] E=+-5-1) F X)wtwa ke
kA9 F, ¥ £ A £(0.39 m) 2 (3R,58)-1-55 A A A F A 3-R-T A
=P A P aR R h-5[1-E-1-( = H[5,1-b]E-5-5) F R]wbed (L4
2 H4k A)(774 mg)ty XK = F A 7 5t (0.014 ml)Fe £k = & F (5.3 ml)
By, WEAT, E#255%. AEAMBIEMNHPIEFEAN, ARZE
ZAETRBIARKEALRZHY S, FRLSEME177Tml 90%TET, *
AHTF, ARERTMALISOg 4, RRETHEH 2058, #RAkF,
BASEB100H, MAZBAPLBLE. ARHAT, LARLAHR
RoWI pH 6,5 RANE, REBRAKEATHREAL pHSEAAL

&Lﬁ#h,%%ﬁﬁﬂ%ﬂs%&&i%#ﬁ&%%%&aﬁ&ﬁ#&&_
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#%ﬁ,ﬁﬁ,&Eiﬂ%%ﬁm,ﬁ%%ﬁcm—ﬁﬁﬁ%ﬁzﬁ,#
AERAWERE 17 Tml CHY. RAEFT, PA0TOmI RER, DR E
FTHEH15H5H, BOHZ200ml CRLERALA S0 ml S%HREL
%*ﬁﬁ%%,ﬁ%%&ﬁ&ﬁ%i,ﬁﬁ,ﬁEéﬁ%%ﬁﬂ#ﬂﬁﬁ
B AEME. RARYSRAEEAREGA CRLE: T B=0:1 &K, AR
$.45: 7 8=9:1 % K )% Sephadex LH-20(&.45: 7 B=1:1)i fr & # A 2
138 mg £ & XXM & 3RSR)-1-HH AL R 3-E 5 (%kEH[51-bE
w52 ) F K wbed I,

NMR (CDCIB) §:1. 96-2. 10 (1H, m), 2. 15—-2.
30(1H,m).3.08—3.16(1H,m).3.25—3.60(3
H, m), 4. 00 (1H, br. s), 4. 17—-4. 40 (2H, m), 4.
45—-4. 66 (2H, m), 5. 20-35. 40 (2H, m), 5. 86—6.
00 (1H, m), 6. 77 (1H d, J=4. 1Hz), 6. 90 (1H,

s),7.22(1H,br.s).7.62(1H,d.J=4.1Hz)
MS (ES) : 308 (M +H)

d) (3S,5R)-19 % AEER-3-% 7 s EARS(h F (5,1-b] & = -5-%) 7
Eoated it

F.11CZ-10CTF, #0105 m B A -—FTH-LEN #(3R,5R)-1-%
% fk g 3 K5 (k ok H#[5,1-b] Ek-5-) T A kg 1R(102 mg)F = *
B(174 mg)th £ 9 £xW(L7 mhF& T, AEATHEHF IS, aX T
A 0.130 ml 0% AKETE, #F 14 DK, B HEZAEEAAE
2. AEEmEEEAALFENAAREARY, REER Sephadex
LH-20(&.%: 7 B=1:1)F2 K (LR E-LH: LR LE=1:1 % B0 )it 17 &
AL 73 5| 87 mg ¥ &M REHLESH.

NMR (CDC1p 5:2. 13-2. 85 (1H m, 2. 50-2.
65 (LH m), 3. 17-3. 30 (2H m), 8. 45-3. 62 (1
Hom), 4. 15-4. 35 (3H, m), 4. 62—4. 65 (2H, m),

158



5. 22-5. 36 (2H, m), 5. 88—6. 02 (1H, m), 6. 76
(1H, d, J=4. 2Hz), 6. 97 (1H, s), 7. 42-7. 48
(2H, m), 7. 56—7. 61 (2H, m), 7. 91—7. 94 (2H,

m)

MS (EI) :427 (MH

SRERNT

(38,55)-3- L 8 R i 135 A R A A5 1-%2 % -1-(% = # [5,1-b] & % -2-
)7 2 wbeg R0 (3E 2 B bk R4 9)

a) BR,5S)-1-45 % A A E A IR THA= wh PR ALS[ 1-BE-1-(F
ok £ [5,1-b] = -2-24) T A b3 (3 2 Bk iR B ) Ao (3R,58)-1-% & & A&
gRIBTA-FATRARALS [ 1-25-1-(R2H# [5,1-b] & =-3-2) 7
EAL N AC 2 T 3R )

EEF 105848, #1.60 MHETAR TIRERT.2 mliie =
ok #[5,1-b]E £ (2.09 )89 £ K & % H(40 mDE#& T, F H¥EERNE
70 CHT0CTHT, ERBATHHE2 M, HEAFER,SS)-1-HF 3
BRI RTEA-PEATARERES FoEtsIt(532 g)W™ #7520
ml)% & il e 2] A ¥, £-70 TTRH# L5 PR EEF1IHAKRS
AAHOCOCFRHELIH, EETAHRF LS M, LARBRT WA
X, RLBLBER 3 %, ANREARMERLEAR, ABRETR, &
&, A5 EMEEEMN. 488 A Sephadex LH-20(— & 7 5: F B=1:1)F4
RE(LR: LR LB AR ARAFARE LI 092 ¢
GR,5S)-1-3% % A A X I RTE-FAEYT A AL S 1-2X-1-(%%
#15,1-b]E k-2 2) 7 2| wba S (3F 2 ek 4 4) 70 1.85 ¢ (3R,58)-1-% &
FAEAIRTA-FAPaRARL S| 1-2K-1-(%h2 H[5,1-b]E2-
3.2%) 7 K ws B(aE o sk R A 4). |

GR,5S)-1-% A AEEEIHTRE-FET BREAE-S] 1-25-1-
(ko 3 [5,1-b]E ke 2- %) F K wbod Sk ek R4 H)

NMR (CDC13) 5:0. 01, 0. 02 (total6H, s, eac

h), 0. 82, 0. 83 (total9H, s, each), 1. 66-—1.
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75 (1H, m), 1. 83—1. 95 (1H, m), 3. 30—-3. 41 (1
H, m), 4. 20—4. 35 (2H, m), 4. 36—4. 81 (3H, m),
4, 79—-4, 83, 5. 02 (totallH, m+s), 5. 31—5. 4
6 (2H, m), 5. 87—6. 00 (1H, m), 7. 01, 7. 03 (to
tallH, s, each), 7. 34 (1H, s), 7. 90 (1H, s)
MS (ES) : 437 (M)

GR,5S)-1-H A AL EAI R TA-FAPERERES[ 1-25-1-
(o £ [5,1-b] = -3- ) F A koA BE(3E 3wk R4 20)

NMR (CDC1p) 6:0. 02, 0. 03 (total6H, s, eac
h), 0. 82, 0. 84 (total9H, s, each), 1. 63—1.
76 (2H, m), 3. 36-3. 51 (1H, m), 3. 65-3. 69 (1
H m), 4. 22—4. 46 (1H, m), 4. 50—4. 80 (4H, m),
5 27-5. 39 (2H, m), 5. 91-6. 03 (1H, m), 6. 64,
‘6. 66 (totallH, s, each), 7. 08 (1H, s), 8. 26,
8

.29 (totallH, s, each)
MS (ES) :437 (MH

b) (3R,5S)-1-4% % RAF 5[ 1-# % 1-(% = % [5,1-b]E2-2-2) 7 X)-3-
P 5% b AR S wbed B (2R A R R A )

F kAT, 4 0.85 ml ¥k & & > 2 (3R,55)-1- 8 RAERE-I-HT
EovieaRt fR-5] 1-BA1-(kekH[51-b]Ed2-5) 7 X]wtddt
(899 mg)& £ K LHQOm)F kT, ERBRATHEF205%. ASOmIL
BB REEERBITFE, R, MARPERBRIAKERRZESH
BE, RLBLBER I &, ANRERBPLREH L, RBETR,
R, AREMBRLEENAARIGRSS)-1-HAALEEI-BRS[1-4
A-1-(k ok H#[5,1-b] Eok-2-2) P K wbep it a2k & L&) W A H(20

ml)% & ¥ & A Z LE(0.46 mDF» 024 ml FHAB K. LAk, -14 CTHRH
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058, mAKERLRCEERL k. AREARFEKRE, ARET
B o2, ARAHMREIENAALG, BAREAE(LRLE:TH=I])
b4 7% 2| 472.6 mg % &HHGR,SS)-1-5HH REEES[ 1-2E-1-(F2#
5,1-b] E =k -2- %) F K ]-3- F 5B KA K abeb BE(IE H Be Ak 8 40).
NMR (CDC1p) &:1. 53-1. 72 (2H, m), 2. 25~-2.
45 (1H, m), 2. 50~2, 75 (1H, m), 3. 02, 3. 03 (¢t
otal3H, s, each), 3. 57—-3. 67 (1H, m), 4, 00—
4. 15 (1H, m), 4. 38—4. 48 (1H, m), 4. 65—4. 75
(2H, m), 5. 15—5. 36 (3H, m), 5. 90—-6. 02 (1H,
m), 7. 05 (1H, s), 7. 39 (1H, s), 7. 93 (1H, s)
Ms (FABYH 402 M +H).

¢) (35,55)-3-L @ A A 155 B RAZES 1-2E-1-(F 2 #[5,1-b] £ 2-
2-3) P R wted B (dF A Bk R4 )

WA LB T B(204 mg)E (3R,5S)-15E AA XX 3- PRl
A5 [1-5 1k ok F[5,1-b] ek 2- ) P At ob SR (A A B A RS
$)(236.9 mg)dy =~ P AT RENOMD)ERT, £70C. AXVRFTEHS b
B, AdpiEk, mAk, ALBRLEER 3 Kk, ARERRPEKRE,
AELTREARE, ALEHBIEN, ASAAR(CR:FR=:1)EH
2 864077 5] 136.4 mg 45 & b PR A A W (4F 4 ik R A4

NMR (CDCl3) §:1. 60-1. 69 (1H, m), 1. T2-1.
88 (1H, m), 2. 25, 2. 26 (total3H, s, each), 2.

95—3. 05 (1H, m), 3. 13-3. 21 (1H, m), 3, 69~3.
81 (1H, m), 4. 09—4. 28 (2H, m), 4, 54—4. 60 (2
H, m), 4. 86—4. 90 (1H, m), 5. 16—5, 30 (2H, m),
5. 81—-5. 92 (1H, m), 6. 97, 6. 98 (totallH, s,

each), 7. 31 (1H, s), 7. 86 (1H, s)

Ms (FABY :382 mt+m)
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SRE#RNS
(3S,5R)-3-Z. st A AR -1-55 7% RAF X 5.(k 2 H[51-b]Eok-3-K)F X
w5t
a) GR,SS)-1-H A RAEZEIRTEA-FPATAREARLES] 1-(k=H#
[5,1-b]E ok -3-2)-1-(FAEF A AL 7 A wbed RN BRA RS )
KA F, #2.7ml%E. 0.53ml =FALZER 128 mg LMK N

HARERY 7-a)GRSS)-1-HAREAEEI- TR -_FEAPHREEAR
A5 1-4-1-(k ok F[51-b) ok -3-K) P R |nbd R (F kRS
#)(1.28 g)# £ KW A XH(20 m)Fky, ERBATHHAE2045 4, i
0.19ml TR, EF AR, ERTHRIELRA, oK, ALBECEBERI X,
AMERBfL kR, ABRETR, &, ZEXERIEN, 2
SRAaREBL(CR: CECLB=1:1)T2 131 ¢ £&HKER,S5R)-1-5H
RAESA I HRTA=PRAFARERE-S[ 1-(F ot H#[51-b]E-3-5)-1-
(P A R R) TP R wns (k2 Bk R A 40)
| NMR (CDC13) 6:0, 02, 0. 03 (totalbBH, s, eac

h), 0. 85 (9H, s), 2. 07-2. 11 (2H, m), 2. 60 (3

H, s), 3. 20-3. 60 (2H, m), 4. 20—4. 45 (2H, m),

4. 58-4. 78 (3H, m), 5. 21-5. 31 (2H, m), 5, 79

—5. 98 (1H, m), 6. 72 (1H, s), 7. 10 (1H, s), 8.

12, 8. 19 (totallH, s, each)

Ms (FABH :528 Mt+m)

b) GRSR)-1-H B AAF R I-RT A - 7R 7 aREKL-5- (%4 H#[51-b]
ok 3-K)F Rwbed iR

FER,S5S)-1-H B AEZE IR TE-_FEAFAREAES] 1-(h
H#[51-b] Erek-3-K)1(FTREEEAX) PR |t R(ENBRERS
#)(1.31 @) EKRFT RS m)FB&RY, wAZ-ETEEAE N34 m)f

22° SE-FTH43 mg). LLATRL205%, S@mk 5 IH,
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EERRLEMNEANE, RERERE(S KT T B=SOEDF
Sephadex LH-20(&.%: ¥ #=1:1)it # & # L% 2/ 732 mg RZEERRH
GR,5R)-1-5%% REZAI-RTA-FE 7 sk 5T K 2 -5-(T ok 3 [5,1-b]E 2
3-2) 7 Awtedix.

NMR (CDCly) &:0. 01 (6H, s), 0. 82 (9H, s), 1.
75—1. 86 (1H, m), 1. 91-2. 04 (1H, m), 2. T2-2.

91 (1H, m), 3. 25-3. 53 (3H, m), 4. 22—4. 38 (2

H m), 4. 58—4. 69 (2H, m), 5. 20-5. 33 (2H, m),

5 86-6. 00 (1H, m), 6. 41 (1H, s), 7. 07 (1H, s)
8. 00, 8. 17 (totallH, s, each)

MS (FAB" :422 (M +H)

¢) 3R,5R)-1-# & KA X-5-(F 2 # [5,1-b] =k -3-) 7 K-3-7 s & AL
wheg- B,

FokAdF, #0.75ml k&8 #w# (3RSR)-1-F A AARE3-HT
2= 7 & P R A5k (5,1-b]E 4 -3-2) T Habes 3R(732 me)#I L
KCHASm) ¥, EXBRATRH 3045 4. A S0ml LE LR IR EE
AAERE, MKk, MABRPBEBEARKEABRZIBAN. LRLEF
B3k, AREARPEKLE LKARKTR, 48, ARRMEZ
% % 5 8 3 (3R,5R)-1-H H AEZEA I BA S (ke H[51-b]E%-3-1)
PRAIAR. kAF. LLAT, REARLLEHH=KTREG ml) % #&
FMAZLEQOA mDF023ml FRRE. THEATHRHF2IH. A 5K
ER-KTRER 3 k. AREARPLKREAR, LERBETR,
R, BAEERGLENFARS, B4R EFE(LRLE)RAA 4282
mg % & #KEBR,SR)-1-H & f A A 5 (kok[5,1-b]E-3-25)F E-3-F
B LK wbvE )T .

NMR (CDC1l,) §:1. 85-2. 08 (1H, m), 2. 31—-2._
50 (1H, m), 2. T1—2. 93 (1H, m), 2. 95 (3H, s),

3. 31—-3. 63 (2H, m), 3. 83-4. 12 (1H, m), 4. 29
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—4. 41 (1H, m)., 4. 56-4. 65 (1H, m), 5. 09—5. 3
6 (3, m), 5. 82—5. 98 (1H, m), 6. 42 (1H, s), T.
04 (1H, s), 7. 94, 8. 14 (totallH, s, each)

MS (EI) :385 (M)

d) (3S,5R)-3-C B ARA 1A AE K K-S (K2 #[51-b]E2-3-K)FT &
A S
HHR LB TEE65 mgm 3RSR)-1-5H A RAZL-S- (R
(5,1-b]E=k-3-%) P X -3-F A s A K b5 55 (427.7 mg)t = F R F BE(4.5
mhE&Y, £70C., EXATHABS IH. AHAFR, wK, ALE
LEER 4k, AMERBAERAE ARABRETRELE, AER
BhLEN, LSARRE#E(CHE: L& LR=1:1)k4LAE 3747 mg &
&R FALSD.
NMR (CDCly) &6:1. 62-1. 79 (1H, m), 2. 30 (3H
,s), 2.35-2. 53 (1H, m), 2. 79-2. 88 (1H, m),
3. 22-3. 56 (2H, m), 3. 85—-4. 09 (2H, m), 4. 18
—~4, 28 (1H, m), 4. 53—-4, 61 (2H, m), 5. 16-5. 3
3 (2H, m), 5. 81—-5. 95 (1H, m), 6. 40 (1H, s), T.
03 (1H, s), 7. 95, 8. 18 (totallH, s, each)
MS (TSP) :366 (M'+H)

SR E®A9
(3S,55)-3- L B XA 135 & A X Z A -5-(k o [5,1-b] ok -2-2) 7 Howb
C X3
a) BR,SS) -1-HH AA B X IR TE - FE T 2RAES-[1(F2H([51-b]
ko 22 1(FTREFERL) 7RISk

FTHLALERNA 8- T XK, 2A4KRERN T-2)M(3R,S5S)-1-FH A &

A2 3 RTA-FATARARS] 1-24-1-(% = H[51-b] E4-2-X)
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7R AR (R AR RS H)(LI6 g), T HAF 124 g % & REGRSS) - .
1- 5 FAEBRE 3 R TA-FETARALS] 1 (=t f[51-b]E2%-2-
B)1-(PRAEEARE) 7RIS RE A Bk RS ).
NMR (CDC13) 6:0. 01, 0. 02 (totalBH, s, eac
h), 0. 82, 0. 87 (total9H, s, each), 1. 71-1.
79 (1H, m), 2. 05-2. 19 (1H, m), 2. 61 (3H, s),
3. 30-3. 36 (1H, m), 3. 42—-3. 62 (2H, m), 4. 21
-4. 29 (1H, m), 4. 50—4. 70 (3H, m), 5. 20-5. 3
5 (2H, m), 5, 88—6. 01 (1H, m), 7. 04 (1H, s), 7.
26 (1H, s), 7. 93 (1H, s)
Ms (FABY :528 (Mt+m)

b) BR,SS) -1-3 7% KA HE I RT A= FEPARARS (K= H[51-b]
Eok 2 X)) 7 Avbed bt
A RE AN 8b)H TR, 2AGRSS)-1-HEREZRI-RTE=

PATARALS]1-BA1- (R H51-b]E%-2-K)1-(FAEEERE)
PRI (124 ) F B R AL RL(CRLE: T H=91),HFLEH
HGR,SS) -1 H AAZAI-HTE = 7R ARAR-S-(F2K[51-b]%
w22 ) P & wtes IR 656.2 mg.

NMR (CDC1ly §:0. 02 (6H, s), 0. 81 (9H, s), 1.
87—1. 98 (1H, m), 2. 93—3. 04 (1H, m), 3. 00-3.
18 (2H, m), 3. 36—3. 58 (2H, m), 4. 21—4. 30 (2
H m), 4. 61—4. 67 (2H, m), 5. 20—5. 34 (2H, m),

5 89-6. 00 (1H, m), 7. 00 (1H, s), 7. 16 (1H, s)

’ 7. 89 (al S)
Ms (FaBH 1422 (Mt +H)
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¢) BR,5S) -1-35# AEBE 5 (Rt H[51-bEE2-K)FPEI-FHRAEAL
LS - , '
S 4 ARERHSONI R, EAGRSS)1HAHAERRAIRTE=
P K723t A 5(h A [5,1-b]Ek-2-K) TEABRE562 meFE
AABTRAFTRAKLAR, PTHELLHRERSS)-1-HA AERE
3.9 5 & fL-5-(K % A [5,1-b] E ok -2- %) F A vbvsIt 349.1 mg .

NMR (CDClp) §:1. 90-2. 06 (1H, m), 2. 32-2.
45 (1H, m), 2. 95 (3H, s), 2. 98-3. 23 (2H, m) ,

3 40-3. 52 (1H, m), 3. 87—4. 00 (1H, m), 4. 21
—~4. 30 (1H, m), 4. 58—4. 64 (2H, m), 5. 07=5. 1

i (1H, m), 5. 17-5. 31 (2H, m), 5. 83-5. 98 (1H,
m . 6. 95 (1H, s), 7. 14 (1H, s), 7. 85 (LH, s)
us (FABH :386 (M +m) |

d) (3S,58) -3-La®ARE-1-HA £ 3 A S (R o H[5,1-b]Ek-2-%)F
Roabes it
FHOREARN S-AN IR, AGRSS)-1-HHAEEEI-THE

A5 (ot 5 [5,1-b] E-2- %) 7 K b3 55 (326.8 mg), B T # AAR & 41
A4S 289.4 mg.

NMR (CDCl,) &:1, 66-1. 78 (1H, m), 2. 24 (3H,

s), 2. 34—-2. 50 (1H, m), 2. 91-3. 22 (3H, m), 3.
76—3. 87 (1H, m), 3. 97—4. 12 (2H, m), 4. 54—4.

59 (2H, m), 5. 15~5. 30 (2H, m), 5. 81—-5. 95 (1

H m), 6. 95 (1H, s), 7. 14 (1H, s), 7. 84 (1H, s)

MS (FABY :366 (M +H)

SR K &H 10

(3S,55) -3- LB ARE 1A AERES Q- TRE2A [5,1-b] ok -2-2)
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7 X atei i
a) GR,5S) -1-H B AL R I- A TR FEFARALS 1-%-1-3-7
2 ok ok 5 [5,1-b] E ok -2-3) T K wtos SR (E 2 ok M4k iR S 4h)
AZY 1054 R, #1.69 M&E-TRE/ECIRE#(T.4 ml)iide 2
3.9 ok ok #[5,1-b] E£(1.56 g)#) XKW LR W25 m)E#R T, AHK=
RABBETOCHETOCTUT, EXBATEHE2 PH, £8EFEGR,55)-1-
BEALRZEEIRTA-FE?PRRALS-FREALBIRES )T L
k(1S ml)ERFmRESR T, EE2FITHA, HEER-TOTHE
0C, OCTHR#E2IH, £E2F, ¥H#2 I H, mAXERLBECRERI
ko AMERBfFSKEALA, ARETHR, L& AEREELEN.
ja 4 A 7 & (T % L %)# Sephadex LH-20(=& Fh: 7 H=1:1)%# &%
FodhtRALELEYAGRSS)- 1-HBERAREIRTE-TFTEAYT
85 RIS 1-8A-1-G-F Aok 54 [5,1-b] E-2- ) P A wdt 2.74 g
(dk 2 Bk 4k 24 90).
NMR (CDClg) &:0. 01, 0. 02 (total6H, s, eac
By, 0. 80, 0. 81 (total9H, s, each), 1. 63-2.
06 (3H, m), 2. 32, 2. 39 (total3H, s, each), 3.
35-3. 61 (2H, m), 4. 17—4. 38 (2H, m), 4. 58-4.
88 (2H, m), 5. 02—5. 31 (2H, m), 5. 81-5. 89 (1
H, m), 7. 00, 7. 03 (totallH, s, each), T. 79
(1H, s)
MS (EI) :451 (M9

b) 3R,5S)-1-3% % KA B A 3-RTE-FTEATARALS[ 1-G-F ke
#[5,1-b]Ek2-K)-1-( T AL Z X RE) T R obed (5 stk R 4-4)
SHAREEN 82N T %, £ABRSS)1-HHALRE I RTES
FATP R AES] 1-BE-1-G-F A% H#[51-b]E=%-2-%) 7 Rl
(1.40 g),B7 T #1 7 1.74 g 4 & % RER,SS)-1- 55 A AABRIRTEA-TFE

L F:3- X & XN 1-(3-?E&*&#[S,l—b]i&-z-ﬁc)-l-(?Miiii&)‘Fiﬂ]
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wted B2 (4F 2 Rk A H).

NMR (CDC1,) §:0. 07 (6H, s), 0. 80, 0. 88 (to
tal9H, s, each), 1. 70-2, 28 (3H, m), 2. 35, 2.
19 (total3H, s, each), 2. 65 (3H, s), 3. 20—-3.
55 (2H, m), 4. 20—4. 66 (3H, m), 5. 02—-5. 31 (2
H m), 5. 81-5. 99 (1H, m), 7. 01—-7. 10 (1H, _m).

7. 81—17. 91 (1H, m)
MS (ESI) :542 (M +H)

©) BRSS)-1-HHEALBEIRTE-_FEAPARALS[ G-FR%AH}f
[5,1-b]E=-2-5K) 7 K ]ntodi%

| THARERN 8-b)HIF %, 2AGR,SS)-1-HAH KEHFEI-RTE

PP AR ARS[ 1-G-F ALk H[5,1-b]Eek-2- %) 1(FRAEALER

)7 R wtes52(1.74 g), B T #1 & 660.9 mg % & % K(3R,55)-1-% 7 RAE

RI3BTR-_FPEAPARALS] 3-F kel #[51-b)E=k2-%) 7X]

whed B (3E A B4k R4 4).

NMR (CDC1p &:0. 01 (6H, s), 0. 82 (9H, s), 1.
70-2. 01 (2H, m), 2. 36 (3H, s), 2. 75-2. 84 (1
H.m),3.03—3.22(1H.m).3.39—3.42(2Hfm):
4. 14—4. 27 (2H, m), 4. 61—4. 66 (2H, m), 5. 19
~5. 34 (2H, m), 5. 88—6. 01 (1H, m), 7. 03 (1H,
s), 7. 82 (1H, s)

MS (ESI) : 436 (M'+H)

d) BR,58)-1-3 % A A H X -3-7 sr sk KA K 5-[(3-F Aok o #[5,1-b] E -
2-3%)F X]wtd it
THLORE#RH IO I X, 2AGBRSS)-1-HAHRAEHEEI-KTE

PR PR AES[ (3-F K%kt H[51-b]Eok-2-5) F K ][abe- 52 (660.9
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9), 2 T #1 1 596.5 mg £ & % &K (3R,5S)-1-H ¥ K EZ X 3- 7 sz KL K-5-
[(3-F Eokok H[5,1-b]E=k-2-%) FX|uts I3k vtk 4 ).
NMR (CDCly &:1. 91-2. 18 (2H, m), 2. 45 (3H,
s), 2. 45-2. 60 (1H, m), 3. 10 (3H, s), 3. 30-3.
39 (1H, m), 3. 58—3. 68 (1H, m), 3. 99—-4. 17 (1
H, m), 4. 33—4. 41 (1H, m), 4. 72—4. 79 (2H, m),
5 21—-5. 27 (1H, m), 5. 33—-5. 46 (2H, m), 5. 98
~6. 12 (1H. m), 7. 12 (1H, s), 7. 93 (1H, s) MS

(FABY :400 (M'+H)

e) (3S,55)-3- Lo X ah Ak -1-45 % AL A5 [(3-F Ak =k H[5,1-b] FE=t-2-5)
P k) wbeg it
TALRERN S-A)HFREK, 2AGRSS)-1HAREZELI-THE

AR -5-[(3-F ok ek H#[5,1-b) Eok-2-2) T K] #bn8-1%.(596.5 mg), B 7T 41 %
4745 mg ¥k & B R AFEL 4.

NMR (CDClg) 6:1. 69—1. 88 (1H, m), 2. 34 (3H,

s), 2. 39 (3H, s), 2. 40—-2. 60 (1H, m), 2. 81-2.

90 (1H, m), 3. 20—3. 41 (2H, m), 3. 05—-3. 96 (1

H m), 4. 01—-4. 18 (2H, m), 4. 62—4, 64 (2H, m),

5. 22-5. 38 (2H, m), 5. 89—6. 01 (1H, m), 7. 05

(1H, s), 7. 84 (1H, s)

Ms (FABH : 380 (M)

SR ERN 11
(3S,55)-3- L@ R s -1-3 A A A ZE-5-(5- 7 AR ) [5,1-b]EE-2-K)F
Howteg i,

a) BR,SS) -1- BB REFRI-HTEA-_FEAPARALS[1-BX-1-(5-F

Fokvk 5 [5,1-b] Eok-2-2)] F X bR
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THAOREARA 10-a)H T X, =R 5-F A%+ H[51-b] %% (1.53g)
#(3R,5S)-1-HH AABEEI-RTH-FEFTRRALS-F g R ab et 3%
(3.46 g), # BB ARE(LELE: FH=9:1)% Sephadex LH-20(=& ¥
B:PE=LDRFEARLAANRKERZH 092 g (GRSS)1-HA AL
BRI RTE-_FEPARARLS] 1-2X-1.(5-F Ak #(5,1-b) & %-2-
) 7 2wt R (E A B RS H). _

NMR (CDC13) §:0. 00, 0. 01 (total6H, s, eac
h).O.81.0.82(tota19H,s,each),1.60—2.
04 (3H, m), 2. 51 (3H, s), 3. 31—3. 68 (2H, m),
A, 20—4. 48 (2H, m), 4. 60—-4. 75 (2H, m), 4. 98
(1§, m), 5. 21-5. 34 (2H, m), 5. 88—6. 00 (1H,
m), 6. 86, 6. 88 (totallH, s, each), 7. 16, T.
17 (totallH, s, each)

Ms (FABY : 452 (M +H)

b) BR,5S) -1-H B AAZEI RTA-FPATARARS[1-(5-F R+
#[5,1-b] 2 -2-2%)-1-( P AL ZA £ A) F L obod I
FHORERN 8N VR, 2AGBRSS)-1-HH AEREI-RTH-

v TR AR5 [1-2 15 F Aok ok #[5,1-b] ek -2-K) T K] abed it
(179 g),Bp TH A% &%k GRSS) -1-HBREAEKA I HTEA-FATR
5 R A5-[1-(5-F Aok ok #[5,1-b]E = -2- ) 1-(FAEARK LA RL) TR
abes-BE(3E 2 B4k R 4-40)(2.19 ).

NMR (CDC1,) §:0. 06 (6H, s), 0. 81, 0. 87 (to
tal9H, s, each), 1. 69-1. 88 (1H, m), 2. 01-—2,

18 (1H, m), 2. 31—-2. 38 (1H, m), 2. 51 (3H, s),

9 60, 2. 61 (total3H, s, each), 3. 30—3. 55

(2H, m), 4. 22—4. 67 (4H, m), 5. 19-5. 33 (24,

m), 5. 87—6. 03 (1H, m), 6. 88—6. 93 (1H, m), T.
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10-7. 21 {1H, m)

Ms (FABH :542 (MT+H) | ,
¢) BR,5S) -1-H A REAZE I HTA-FTEPRARARS(S-FLEF2H
(5,1-b]E =-2-) T wbod 3t

FEAORTAN DB TR, 2AGRSS)-1-HBHAEERI-RTEA=
PP a3 R A5 [1-(5-F Ak F[5,1-b]E%-2-K)1(FTRAEAREE
R T A SR 219 g), B THAKEHR 3RSS) -1-H A AKX HE3-
HTEA-FRAPERALSS-Fhkotif(51-b]E4-2-%)FHaboiiz
(1.10 g).

NMR (CDCI3) 6:0. 05 (6H, s), 0. 81 (9H, s), 1.

79—1. 88 (1H, m), 1. 93—-2. 05 (1H, m), 2. 50 (3

H, s), 2. 98-3, 12 (2H, m), 3. 37-3. 45 (2H, m) ,

4. 19—4. 28 (2H, m), 4. 59—-4. 68 (2H, m), 5. 19
-5. 33 (2H., m), 5. 88—6. 01 (1H, m), 6. 84 (1H,

s), 6. 97 (1H, s)

MS (FAB® : 436 M'+H)

d) 3R,5S) -1-3 & AR X3 7 s AL KE5(5- 7 A4 H[5,1-b] E=%-
2-3) 7 K wteg it
FELREAEN 90N F R, 2AGRSS)-1-HH AAHKEA I RTE-

7R P a5 R -5(5-F Ak ok 5 [5,1-b] E ok -2-F) T Hmbed BR(1.15 2),BF T
HBLEHRERSS) -1-HHAEZEI- PR AELS(S-FEARAH
[5,1-b] i -2- ) 7 K abed-$(1.04 g).

NMR (CDCly) §:2. 10-2. 21 (1H, m), 2. 48~-2,

62 (1H, m), 2, 60 (3H, s), 3. 10 (3H, s), 3. 11—

3. 38 (2H, m), 3. 58-3. 69 (1H, m), 4. 01—-4. 15

(1H, m), 4. 34—4, 43 (1H, m), 4. 71—-4, 80 (2H,
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m).s.20—5.25(1H,m),5.32—5.44(2H.m),5.
98—6. 10 (1H m), 6. 93 (1H s), 7. 10 OAH s)
MS (TS) : 400 (M +H)

e) (35,55)-3- L s ALK 1-5H B AEZL 5(5-F Kokek H[5,1-b]EE-2-1)
1 F T A8

FHLREAN SN TR, 2AGRSS)-1HFAEZEI-FTHRELK
AR 5. (57 Aokt A [5,1-bE-2-K) 7 R a3 52(1.04 ), B T H AR & i
3 47 M 4.4 3 (766.4 mg).

NMR (CDC1g &:1. 60-1. 79 (2H, m), 2. 27 (3H,

s), 2. 47 (3H, s), 2. 40-2. 51 (1H, m), 2. 90-3.
00 (1H, m), 3. 02—-3. 23 (2H, m), 3. 78-3. 89 (1
H m), 3. 99—-4. 11 (1H, m), 4. 54—-4. 58 (2H, m),
5. 15-5. 30 (2H, m), 5. 81—-5. 96 (1H, m), 6. 80
(LH, s), 6. 94 (1H, s)
© MS (TS) :380 (MH
SR EEN 12
(3S,5R)-1-3 % A X A 3- X P s ek 5 (4 H(51-b]E=%-7-K)F x
A8 '
2)5,7- = B ok H[5,1-b] =, 5-HRokk I (5,1-b] b T-FAR ok ok
[5,1-b] & =%

3ok vk 5 [5,1-b] E = (5.95 g)# 1,2-= & LHE(150 mD)#F #& 4 ¥ 3-38 T,
AT MmMA1080g N-RRAAKERE, ERYTIIHOANEARRFRA
AETE, BESIH, ®A250mI =K FR, A250ml kb kAR, A
MEBRABE TR, I8, ENREENAePBaRE&FH AT X
L& LE=10:1-3:1 ~ A LR LBMAK)F I 57-—K k4 F[51-b%F
#(1.65 g), 5-ARRkEH[51-b]E£(159 g)fe T-HRAE4H[5,1-b] %%

(8.06 g).
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5,7- = B ok #[5,1-b] E =

NMR (CDC1p §:6. 97 (1H, d, J=4. 3Hz). 7. 386
(1H, 4, T=4. 3Hz)

MS (E1) :376 (M)

S-BA ok HF[S,1-b] E+
NMR (CDClg) 6:6. 91 (1H, d, J=4. 83Hz), 7

(1H, s), 7. 28 (1H, d, J=4. 3Hz)
MS (EI) : 250 (mH

. 17

7-B X Kok A [5,1-b] E %

NMR (CDC1p) 6:6. 89 (1H, d, J=4. 3Hz), 7. 50
(1H, d, J=4, 3Hz), 7. 96 (1H, s)

MS (EI) : 250 (MH

b)3R,5S)-1-HH REZ X I-HTEA-FRATHK A5 [1- A1
#[5,1-b] Ek-7-3) T K| wes RUT A R B 4& A)FGRSS)-1-H A E g3
BRI RTEA-FATRRALS[1-BE-1-(%2H(51-b]E%-7-%)7
R abeg R U 24k F-#4E B)

BA50ml RS ASHAE2MALTREE/CRLBEFRE.6mI). &
SR, RART, #7-9K %k H(5,1-b]E%(2.0 g)tyw Kk (50 ml)
BB RIARARERY. ABATERI0SH,28TF, RH 1S5 IHEA
H35.50 C, ARTHMGBRSS)-1-HHAEZERINTE-FETHRR
A5 7 gk abes $5(1.735 g)89 W9 Eokwh(50 ml)F k. LA B BRSERTALE
E5 3 pHEAARZSASE 10 T,0A 200 ml F 5 &AL KER,A
250 ml LB LEERMKL, AMEBAKABETRALES, 2HRE

EH, Ao kediabit(LBRLB- LR TE: T H=20:1-10:1)
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#5450mg (RS5S)-1-HH AXAEIRTE=-FPATRRALS(1-£
£1 (ot [5,1-b]E kT E) P R AROUUT LA R KK A, HEAS
$r)#2 395 mg BR,5S)-1-HHAEEE I HTEA-FETF BRAE-5-[1-2
&1k 5 [5,1-b] E%-7-2) F RS ROULT LA R K4 BRMLELS
).
(JUIT 4k R #4E A)
NMR(CDCIQGW0.0I(GH,s),0.82(9H,s).l.
78 (1H, m), 2. 18 (1H, m), 3. 40 (1H, m), 3. 60
(1H, m), 4. 20 (1H, m), 4. 34 (1H, m), 4. 65 (2H,
m), 4. 87 (1H, m), 5. 20-5. 40 (2H, m), 5. 30—6.
05 (2H, m), 6. 82 (1H, d, J=4. 2Hz), 7. 36 (1H,
d, J=4, 2Hz), 7. 91 (1H, s)

(U7 4 5 # 4k B)

~ NMR (CDClg) 8:0. 02 (6H, s), 0. 84 (9H, ), L.
70 (1H, m), 2. 00 (1H, m), 2. 46 (1H, m), 3. 03
(1H, m), 3. 40 (1H, m), 4. 11 (1H, m), 4. 45—4.
70 (3H, m), 5. 00—~5. 40 (2H, m), 5. 60—6. 00 (2
H m), 6. 80 (1H, d, J=4., 2Hz), 7. 35 (1H, d, I=
4. 2Hz), 7. 88 (1H, s)

) BR,58)-1- 5% % A A H A 3- R TE = FRF 2R AE-5-[1-(% 45 [5,1-b]
ok 7-2)-1-(FAEBR E A £E) T At LT LR R A& A)
FHAOREAN 8%, 28 BRSS)1-HAAERLINTE
—P AT ARAES[1-BE-1-(h ok H(5,1-b] Ek-7-5) T X3 RULE
FhRH& A)511 mg), PP T2 410mg(3R,55)-1-5% A R A HE-3-RT
Ao 9E T2l RAS[1-(RH[51-bE2-T7-5)1-(FTALARZE R

2)7 Ao RULIT A FHK A)
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NMR-(CD'Q-lg) §:0. 01 (6H, s), 0. 85 (9H, s), 2.
08 (1H, m), 2. 43 (3H, s), 2. 50 (LH, m), 2, 98
(1H, m), 3. 20~-3. 43 (1H, m), 3. 80—4. 02 (1H,
m), 4. 52 (1H, m), 4. 57—4. 76 (2H, m), 5. 13—5.
50 (2H, m), 5. 50—5. 78 (1H, m), 5. 88—6. 20 (1
H m), 6. 82 (LH, d, J=4. 3Hz), 7. 34 (1H, d, J=
4, 3Hz), 7. 92 (1H, s)

d) GRSR)-1-H A KA Z X 3-RTE=FRF AR ALS-(R2H[51-b]%
e 7-25) 7 bbbt

SHORTARN SN TR, 28 GBRSS)-1-HHREXLI-RT
£ =9 P sk g RS [1-(% ok H[5,1-b] F ok -7-K)-1-( T AL AR EE &
) 7 R s R (JUFT L4 R 4 4 A)(410 mg), B T 7 2 (3R,5R)-1-% & £
FhIHTE=PEPRRALS(EHF[51-b)E%-T-5)T Kabeb it
(206 mg).

NMR (CDC13) §:0. 01 (6H, s), 0. 83 (9H, s), 1.

82—-2. 25 (2H, m), 3. 00—-3. 45 (4H, m), 4. 05 (1
H m), 4. 30 (1H, m), 4. 67 (2H, m), 5. 18-5. 40
(2H, m), 6. 00 (1H, m), 6. 79 (1H, 4, J=4. 3Hz),
7. 34 (1H, d, J=4., 3Hz), 7. 92 (1H, s)

¢) GR,SR)-1-35 % AL 2 X -3- 4 5-(%k =4 5 [5,1-b] Eb-7-F) T Htod i
FkA%T, 30204 ml % &%l 5 (3R,5R)-1-9 & A HA-3-4
TA - 7R 728 AL 5 (%K% HF[51-b]E=%-7-%)F Hnateg (206 mg)s
EACHGEm)ERY, EXBETEH2054. A20ml LR LEBHF,
mALZK, MARPEREAMKEAALNpHI . LRLBERI X, AR
BT, 38E, ARAHREIENAehEakeFAR(RG: TH=10:1)

wALEE 162 mg (BRSR)-1-3H78 REHEE 32X -5 (%2 H([51-bE=%-
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7-%) P X bed iz |
NMR (CDC1y) 6:1. 90-2. 40 (2H, m), 3. 00-3.

60 (5H, m), 4. 25 (1H. m), 4. 33 (1H, m), 4. 64
(2H, m), 5. 16—5. 40 (2H, m), 5. 98 (1H, m), 6.
79 (1H, d, J=4. 5Hz), 7. 34 (1H, d, J=4. 5Hz),

7. 90 (1H, s)

f) 3S,5R)-1-% A AAEE-3-X TR EAL-S-(F2 4 [5,1-b] E =k -7-55) F
X oabes it
* A3 (3R,5R)-1-H % A A Z £ 3-8 K5 ok #[5,1-b] E=2-7-5)F

Hoates 52134 mg)d © Ak h(S m)E k. KUK T, @3k ¥ A= XB(228
mg)f 4% L= T B = C®(0.139 ml), AXBR THH L5 M H. MARKX
7 %(0.104 mi),EXBATRH 2004, E2THEH I N, A0 ml L
BRLRY AL ERRITHE, ALK, MARPERELAKRERAS
pHY . 2 B8 ANER L KABRATFR, L&, AR FMEZENAED
BaReER(TE: CRL®=10:1 &4: CECLB=2u1)R4FH 147 mg
RS .

NMR (CDC1lg 6:2. 10 (1H, m), 2. 54 (1H, m), 3.
00-3. 35 (3H, m), 4. 05 (1H, m), 4. 18 (1H, m),
4, 30 (1H, m), 4. 65 (2H, m), 5. 20—5. 42 (2H, m)
, 6, 00 (1H, m), 6. 77 (1H, d, J=4. 2Hz), 7. 34

(lH, d, J=4. 2Hz), 7. 40—-7. 60 (3H, m), 7. 90
(1H, s), 7. 93 (2H, m)

AR E#&HA 13
(3S,58)-1- L B X K 1-55 % A A Z X 52 (K25 [5,1-b]E=%-3-K) LK
Aty (U Rk R4 )

a) f Aok F[5,1-b)E%3-R)PR=XFag S
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% T AE (127 m)e # 3-2 K F Rokuk A [5,1-b] ok & B 2(6.67 g)
¥, 60 CTHEHI0 L H. RIATZZBENARAR, Xt tihm, AET
BASPAHI-R ¥ Aotk H[5,1-b|Ek B S, oL FEHEISM = F
Aompd, mA 1011 g Z XK, 100 CTTHH# 12 1H, MESRITA
%, %% 886g(kEH[51bELIH)TR=XBILER.

NMR (CDCly &:5. 99 (2H, d, J=14. 8Hz), 7. 4

l(lH.s).7.60“7.TO(SH.m).7.80—7.90(9R
m), 9. 59 (1H, s)

b) 3R,5S)-1-5 & RAHE L -3-2 5-5-2-(F % #15,1-b]E=-3-2) T K]
o BL(JUAT Ak R4 )
hAHTF, #1.95g KT Hirmsz F AL (ot H[5,1-b)E%-3- )T RAE
E4f 3 & & (4.09 g)¥ W £kwh(15 mD)= FREROASmDHEFERT . K2
N, AT A GRSS)-1-HEAAREI-RTA-FHT i k-5
7 8 A atea SR (2.9 g)89 W Ackh(1S ml) B k. KAH T RS2 P M, AL
&Lﬁ,ﬁﬁm#ﬁ&#&#ﬁ*%%,%&ﬁ+ﬁ,ﬁ&éﬁ%%ﬁm,
AeMERESOM THY, WA3SmISN LR KER, FRTHRHE 12
¢H,HSNﬂi&#$&&ﬁ+#,wkii?ﬁé&&ﬂ*#ﬁ#ﬁ
#&%,m&ﬁ+ﬁ,gm&%%m,ﬁ%%m&&t&ﬁ&%%mﬁﬁ
(R,5S)-1-3% & Ak # K-3- £-5-[2-(K % [5,1-b] % =-3- %) L A%
$(1.48 g)
NMR (CDC1p) §:1. 75-2. 00 (1H, m), 2. 05—2.

30 (14, m), 3. 40—3. 55 (2H, m), 4. 75-5. 35 (3

H m), 5. 80—6. 00 (1H, m), 6. 35-6. 64 (2H, m) ,

7 05—7. 15 (1H, m), 7. 20-7, 30 (1H, m), 8. 20-

~8. 50 (1H, m)

¢) (3S,55)-3- Lk R K157 KA & E-5[2-(K 25 [5,1-b] & =-3-%) T
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3 2| et B JUAT 545 4k 34 4)
# 0.84 g = LEA 043 ml 7 # & &> 2 (3R,5S)-1 156 % R A Z A 3-

& 52-(h =k H#[5,1-b]EE-3-H) LH A58 = L FRQ0 mhER
G, kAHT, B# 2 P, ARFTRA-LTR, REARRLHLE
mA At K d, ARSETR, RERIEN, FATRBAITLES,
G HH - FATRENS m)FRT MARAR K077 g). 70T
T, BH 4 0K, MACLBRLE, RBAK. ERERLAKERPRP
KA, ARL TR, 2B+ EN, RePhAsREFERARTE 1.4
g ALY .

NMR (CDCIp 6:1. 75-1. 95 (1H, m), 2. 34 (3H,
m), 2. 56—2. 80 (1H, m), 3. 33-3. 48 (1H, m), 3.
90—4. 15 (2H, m), 4. 40—4. 65 (2H, m), 4. 85-5.

35 (3H, m), 5. 60—6. 05 (2H, m), 6. 20—-6. 35 (1
H om), 6. 40—-6. 75 (1H, m), 7. 11 (1H, m), 7. 92

-8. 20 (1H, m)

LR EEH T4
(35)-3- C B R ALK -1-45 & A g R -5-(k =2 5 [5,1-b] E 2 -5-F) e S (JL
FEHE A) F(3S)-3-LoAAE-1-5 7 REXL-S- (2 H[51-b]E -
5-%)beg- 3R (JUIT F# 4K B)
a) (3S,55)-3- L a A A 1-55 7% RAEA-5[2-(£2-2-5)F EaERE®
.S

#1-B A X H = (0,47 g~ KT EBE L= EE(0.66 g)i 3 (3S,5S)-
3 LBARE1-HEAELR RS- RB G Akh(12 mD)FRT, ER
FRE 12 00, kA, FRERA2-K1FEE4$(037 )89 L%%H(1
m)F &, H#F 12 b H, REREY, 2SI EN, ReéhBRrKER
R, % £(38,55)-3- Lo Rk 155 % AR H A 52 (24 2- )P RAER
2 ]+e53%.(1.00 g).

'NMR (CDC1yp 6:2. 30 (3H, s), 2. 30-2. 80 (2H,
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m), 3. 30~3. 40 (1H, m), 3. 90—4, 00 (1H, m), 4.
10—4. 15 (1H m), 4. 40-5. 50 (1H, m), 4. 45-4.
55 (2H, m), 4, 78 (2H, d, J=5. 8Hz), 5. 15—5. 3
5 (2H, m), 5. 80—5. 95 (1H, m), 7. 29 (1H, d, J=
3 3Hz), 7. 55 (1H, s), 7. 72 (1H, d, J=3. 3Hz)

b) (3S)-3-CL B AAE-1-5H 7 #A A5 (%ok #[5,1-b]E%-5-%) sl
(24 FHE A)F3S)-3-T R sk -1-5%E REH A S (K2 HA[51-b]E 2
5-4) g (L4k A4k B)

3% & AL 8%5(1.2 ml)Me £ (3S,58)-3-C A A- 1A RAEAS (£
ok 2- %) 7 A £ A B wk s 5(1.00 g) F (10 ml)iE#& ¥, 100CTF, &
1 obH., SERE, mAZLTR, mEAEE KRR LE KR
F, ABATR, RWHEEN, &KoY MR BLAS 027 g AL
S M (kMR A& LEREI)F 007 g ¥ B ALA P (AR B4k BRI
BALE ).

(Z AP A)

NMR (CDC1p) &:2. 32 (3H, s). 2. 70-2. 83 (2H,
m), 3. 30—3. 40 (LH, m), 3. 91—-4. 05 (1H, m), 4.
19—-4. 26 (1H, m), 4. 36—4. 60 (2H, m), 4, 905,
30 (3H, m), 5. 80—5. 95 (14, m), 6. 75—-6. 80 (1
H, m), 7. 05 (1H, s), 7. 70-7. 80 (1H, m),

(4 ##4k B)

NMR (CDC1lg &:2. 22-2. 40 (4H, m), 2. 98-3.
07 (1H, m), 3. 55-3. 63 (1H, m), 3. 95~4. 05 (1
H m), 4. 44-5. 62 (3H, m), 5. 17-5. 32 (3H, m),
5. 82—5. 96 (1H, m), 6. 75—6. 82 (1H, m), 7. 03
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(1H, s), 7. 86 (1H, m)

A& K &M 15
(3S,58)-3- L B XA E-1-H & fk & A5 2-(kH(5,1- b]-g¢-z-;£)cﬁ%
E AL LSS
a)E AR H(5,1-b|Ex2-R)FA=RRLRL
% 2-fo & F fok ok #[5,1-b] ok & 8 2(1.40 ) &F T w9 L"H(15 mI)

K@, mAOSml EAKK, 60 CTHHLS M, RnEEMNAS
D R TRk A5, 1D EE RS, FHASPERE=TLTBET m)
¥ mA178g =X, 100 TT,H# 12 0H, KELEMBRIIEKR
2.14¢g ALK H5,1-b] 2 )T AZ RBL B A

NMR (CDCLB) 5:5. 89 (2H, 4, J=15. 4Hz), 7. 57

(1H, s), 7. 75-8. 05 (16H m). 9. 40 (1H, s)

b) (3R,58)-1-# A RAEEA-3-F & A A5 [2-(K o [5,1-b] E k-2-55)
B2 LA
kAT, % 1.06 g 3T 84700 2 £ 4(H = H(5,1- bjE=k-2-3)F =
L4m & 5224 )8 W A k(5 mhF = FERHS ml) & & F .k A4
T, B2 M, kAFTRE2 H. kEHFT, ¥ (3R,58)-1-5 A &
A i 3.7 s RE RS- T B Ekes (132 g)8 8 Ak (5 ml)F kAt
SABERE 2 IH. MALRLE, REARLISPAPLREE, AR
BT8R, EHMoEEN, AehRaRkEdFERRLES (3R,5S8)-1-%
&AL E A 3 FRm LRSS [2-(FHF[5,1-b]Ek-2-K) LH R
(1.07 @)(JUIT H- 4k i &)
N|MR(CDC13)6 1. 90-2. 15 (1H, m), 2. 55—2.
70(1H m), 3. 05—3. 10 (34, m), 3. 65—3. 75(1
H m), 3. 95—-4. 05 (1H, m), 4. 05—-4. 70 (2H, m),

5. 05—5. 35 (4H, m), 5. 65—-6. 00 (2H, m), 6. 30
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~6. 70 (1H, m), 7. 00—-7. 05 (1H, m), 7. 15 (1H,
s), 7. 84—7. 95 (1H, m)

¢) (3S,55)-3- L gt A E-1-5% 7\ RAEZE-5-2-(F 2 #[5,1-b]E=-2-K) T
# A | T R AR RS ).

HEK LB #(0.22 g E (RSS)1-HE AAZEI-THR RIE k-
5-[2-(% = # [5,1-b] E = -2-5) L K] b 5 (1.07 g)(JUAT F-Hy 4 i 6 ) 6
—PATEREG mELRT, WOCTFHEEAIE, MACLELS, WEH
K. g imkEafRid il REETR, AHEEEN,
Ee ARk ERLAL0Q2g HFALED.

NMR (CDCly &:2. 32-2. 38 (3H, m), 2. 55-2.
80 (1H.m), 3. 30—3. 40 (1H, m), 3. 90—-4. 15 (2
H m), 4. 50—-4. 70 (3H, m), 4. 90-5. 35 (3H, m),
5. 70—6. 00 (2H, m), 6. 25—6. 60 (1H, m), 7. 00
~7. 05 (1H, m), 7. 15 (1H, s), 7. 92-8. 00 (1H,

m)

SRE#EH 16
(38,58) -3- L B A A1 A AA R A5 (K2 H#[5,1-b]E =t -3- )t es b
a) 3R,5S)-1-3% A AEF X S-2-(RT AEKET Ryges 4-%)-3-8-TE
= 7R R abng bt |
#4£(3S,5R)-1-H B AAZEI-RTE - FEA SR TE0.72 g)H
$ 152(0.35 )8 £ KW ARG m)E R, TR/ARELY, #iwl14M T
Ri/os, w2 ETREILNH, Mo Ao AL G KR R RZIERE, W
ALBGLE, Biedk ki, AEZBRARE, MA=TFTE T HEQCmI).
020 g 44, 020 g HKKEM038¢g H-(T ST TR AN 2704
B, 45CFHRE2 M, RALERLS, SkkEk, RBRETR, AEA
ik, AeYBakitfea#RiER: LR LE=3:1)7 4 0.08

g 3R,5S)-1- %% REFEI-H-TH-F ERAESDR-(RTAEALTL
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c 3R S A5
NMR (CDC1l;) §:0. 07 (6H, s), 0. 88 (9H, s), 1.

47 (9H, s), 2. 20—-2. 30 (2H, m), 3. 45-3. 60 (1
H m), 3. 65-3. 75 (1H, m), 4. 45-4. 60 (5H, m),
5 05-5. 30 (4H, m), 5. 70-5. 95 (1H, m), 6. 95
-7. 05 (1H, m)

b) (3R,5S)-1-% A A A ZAS5-2-(H-TAREAKA T R)E-4- %] F 58 &
E S A ’ - -

£EF, 2:0HA, #1MAALITAE/WAREHER (4 ml)
#e #(3R,5S)-1- F RAFE A3 H-TA-FEARES2-(RTAELLAT
Jyd ek 4R |abea 3E(1.85 )M W AR B30 m)E kT, MALBLE, £
kkik, WAZEFTR20ml. ZCEOLTSmIFFRKKOIIMLERT
BHE 1 MH, REAK FRAAKRERPLEKEE, LKARETR,
ZHB LN, Aehaagke#EBAL(CR: LR OUBR=11)F 2
(BR,5S)-1-5 & L % K -5-2-(R-T RA KA T R)R=4-K]-3-F R & R
Aapeg bt 1.26 g

NMR (CDC1:) 8:1. 45 (9H, s), 2. 55-2. 65 (2H,

m), 3. 05 (3H, m), 3. 85—4. 05 (2H, m), 4. 45—4.
60 (4H, m), 5. 05—5. 50 (5H, m), 5. 70-5. 95 (1
H, m), 7. 00—7. 15 (1H, m)

¢) BR,5S)-1-HH A A SQ-FREAAFEES4K4)3-PHRBEAL
A3

BRZR OB mDmEGERSS)-1-5E AL ES2-(R-TREARET
Bygek 4-54)3-F s 8 RARBR(1262)F, EXTHRH1PH, HEX
. mARABE AAKERG m)f =& 7520 ml),#Hwd 1.0 ml 7

EA075ml CHIBERLORE, EXTRFLIE, SESARERR
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#i*%%,a&ﬁ+ﬁ,ﬁ&gw%%ﬁm,&%%&&&ﬁﬁﬁaé"

WAL(TB: CBL®=5:95% (3RS5S)}1-H A AARE5Q-FTRELL
P A ek g-%)3-F st Attt 0.81¢g.
NMR (CDCl3) 6:2. 50—2. 70 (2H, m), 3. 05 (3H,
s), 3. 85-4. 00 (2H, m), 4. 45—4. 60 (2H, m), 4.
75 (2H, dd, J=1. 0, 5. 8Hz), 5. 05—5. 35 (3H, m)
, 5. 40-5. 50 (1H, m), 5. 70-6. 00 (1H, m), 6. 3
5 (1H, br s), 7. 05—-7. 15 (14, m), 8. 30 (1H, s)

d) (3R,5S)-1-% & £& & &-5-(%k = #[5,1-b] o -3-5£)-3- 7 5 8 RS2
b5 8

FGBR,5S)-1-5% A AAZAS5--F oA AR 7 A%+ 4-3)3-7 5 &
At A 20 ml FEF095 ml As&K, 120CTF, @amkds
S8, BERE, MAZATR, REAkK, BPFEBRABKERF LK
ik, LKABRSETR, AMBEIEN, AebhBaRi#7E#RAT
. & C&=5:95)7F 2|(3R,58)-1-5 & AL #AL-5-(%k ek i [5,1-b] £ =£-3-
£)-3-7 s 8t R A wte53% 0.52 g.

NMR (CDC1ls) 6:2. 40-2. 50 (1H, m), 2. 70-2.
90 (1H, m), 3. 10 (3H, s), 3. 80-3. 90 (1H, m),
4. 10~-4., 25 (1H, m), 4. 45—-4. 65 (2H, m), 5. 05

—5. 35 (4H, m), 5. 60-5. 95 (1H, m), 6. 63 (1H,
s), 7. 11 (1H, s), 7. 84 (1H, s)

¢) (35,55)-3- Lo A AR 1557 R A H A 5 (%% H[5,1-b]EoE-3-K)w%
58

HEA LB 47(0.24 g 2 (3R,55)-1-% & KA K -5-(% =5 [5,1-b]
ok 4-%)-3-F s s A A E1(0.52 )= FATRES mhERT, 70
CTRE2 I, MACLBLE, ABAK. BRAAKTRILEKRE,
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FEARRETR, AHSLEN, ZRé4WRASRERfFERRA(THLAE
. 8=2:98)7F ¥ 0.46 g AL EH,

NMR (CDC1,) 6:2. 33 (3H, s), 2. 10-2. 20 (1H,
m), 2. 80—2. 90 (1H, m), 3. 45-3. 55 (1H, m), 4.
05—4. 15 (1H, m), 4. 25—4. 35 (1H, m), 4. 45—4.

55 (2H, m), 5. 05-5. 35 (3H, m), 5. 70—5. 95 (1
H, m), 6. 60 (1H, s), 7. 11 (1H, s), 7. 84 (1H, s)

SR EAERM1T
(3S,55)-3- & B A A1 A AR R A-S-[2-(R % 5 [5,1-b]Ek-5-%) T
K]S BT F Ak R4 90)
a) L AL(K ek H(S5,1-b]E2-5-K)F K= K5
# 2 £ M 2.51 o)t 51 5. R P Sk ok F[5,1-b Rk K £(1.23 )0 =

PRAT&KEQR0 m)ER T, 100 TFHRHE 12 b8, RAEZEN, % &
YA ak e it b AL(F B~ AP =5:95)F £ 2.1¢g F AL (B ok HF[S,1-b] E k-
5-%)7 k= X5k

NMR (DMSO-d6) 6:5. 73 (2H, d, J=14. 8Hz), 6.
98 (1H, s), 7. 12 (1H, d, J=4. 3Hz), 7. 65—-T7. 9
0 (16H, m)

b) (BR,5S)-1-5 % £& g A -5-[2-(% % H# [5,1-b E=-5-K) CHK]-3-F m st
E g 2.8

kAT, % 0.11 g 8T 8o s £ (k= HF[51-b]E2S5-H)FE=
EE L8 (044 g9 W A2 m)F= FEERQ ml)E#&¥.HEE
F, #4841 W, kEHFT, A GR,5S)-1-5 A AAEE I NTE-TE
% 23 AL -5-F A A wbea3(0.28 )8 W Akh(2 mE AN RSHEH
FPH. MALBRLE, REAAKLE. RPRBAAKRTRPRIFLL R

& RABRATR, AHBEIEN, AeWAARERFEERIL(TH: L
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% . ®=5:95)F 2 (3R,55)-1-3 & KA ZA-5-2-(h 2 [5,1-b] E = -5-3%)
L3 K37 A g R A wbea3R(0.33 UL A AR A ).

NMR (CDC1;) 6:2. 15—-2. 25 (1H, m), 2. 55—2.

65 (1H, m), 8. 06 (3H, s), 3. 65-3. 75 (1H, m),

3. 95-4. 10 (1H, m), 4. 60 (2H, m), 4. 75 (1H, m)
. 5. 10-5. 35 (3H, m), 5. 85—-6. 00 (1LH, m), 6. 3
5-6. 40 (1H, dd, J=7. 3, 15. 6Hz), 6. 50~6. 70

(1H, m), 6. 85—6. 90 (1H, m), 7. 10 (1H, s), 7.
40-7. 50 (1H, m)

¢) (35,55)-3- LB hAE-1-H & R B L5 [2-(FK ok HF[5,1-b]ER-5-5K) T
- AL S

& 54 & F AW 16-e)85 F &, 42 A(3S,55)-1-% A AR B RS [2-(R
#[5,1-b] % =-5-%) L K]-3-F 3 B AL w5 15(0.32 ) B T # & 0.25 g 4
HLH.

NMR (CDC15) 6:1. 85—-1. 95 (1H, m), 2. 32 (3H,
s)., 2. 60—2. 75 (1H, m), 3. 30—-3. 40 (1H, m), 3.
95—4. 05 (1H, m), 4. 05—-4. 15 (1H, m), 4. 55-4.
65 (3H, m), 5. 10-5. 35 (2H, m), 5. 80—6. 00 (1
H m), 6. 40—6. 65 (2H, m), 6. 85-6. 90 (1H, m),
7. 10 (1H, s), 7. 45 (1H, dd, J=4. 1Hz)

&R EwEP 18
(3S,55)-3- & B R s K155 B KA R A5 2-(F 25 [5,1-b]E=-7-K) LK
A wees B (U 5 # 4k R4 H0)

SEOREANIS R, 2R T-2ATEE2H([S1bERERL
(0.44 g), B T # #F(0.25 o)iE A LS.

NMR (CDCls;) 6:1. 85—-1. 95 (1H, m), 2. 33, 2.
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35 (3H, s, each), 2. 60-2. 75 (1H, m), 3. 30—3.
40 (1H, m), 3. 95—-4. 05 (1H, m), 4. 10—-4. 15 (1
H,m).4.55—4.65(3H.m),5.10—5.30(2H,m),
5. 80—6. 00 (2H, m), 6. 50—6. 60 (2H, m), 6. 75
—6. 80 (1H, m), 7. 30~7. 40 (1H, m), 7. 90, 9. 9
5 (1H, s each)

&R E#EH 19
(35,55)-3- L AR A- 1 A KA B RS (2-G- 7 Ak #(5,1-b]E=k-2-%)

5 R ks SE(JUAT 54 4k 3R 6 4)
FHLATEN 15 TR, =M 3-FR-2-7 P54 4(51-b] %4

Lk 1.0g, BT HAO0.92 g)EELLY,
NMR(CDCls)G:Z.05—2.20(1H,m),2.42(3H.

s), 2. 55-2. 70 (1H, m), 3. 07 (3H, s).

75(1H.m).3.95—4.lO(lH,m),4.55—4.70(3
80—5. 75 (1H, m),

3. 65—3.

H m), 5. 00—-5. 35 (3H, m), 5.
5.80—6.00(1H.m).6.35—6.70(1H.m),7.00

—7.10(&H.m),7.85—7.90(1H.m)
SR F 20
(3S,5S)-3- & h AL 105 7 R AR 3 A -5[2-2- 7 Hkok S [S,1-b] ok -3-4)

L3 2R ) o B (JUAT - 4 3 4-4)
FHOAERN 15 9F %, 28 2-7E-3-2 7 Eskok F(5,1-b] K%

$m%080g, FTHFAN20 g)FALEY.
-NMR (CDC13) 6:1. 85-2. 00 (LH, m), 2. 35-2.

40 (6H, m), 2. 70-2, 85 (1H, m), 3. 40—3. 50 (1
H, om), 4. 00-4. 15 (2H, m), 4. 55-4. 65 (3H, m),
5. 15-5. 35 (2H, m), 5. 85-6. 00 (1H m), 6. 15
~6. 25 (1H, m), 6. 40-6. 60 (1H, m), 7. 00—7. 1

0 (1H, m), 8 00 (1H, s)

& K et 21
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(35,55)-1-Hm ARA B A 3- X 7T R X AL S(5- P ALK A H[S,1-b]E2-2-
EINF Lo
a) GR5S)-1- %% AL EE 3 RTE-FATFARALS[1-2E-1-5-7F
B o JE[5,1-b] vk -2-2K)] T A abeg ST (3F 2 B AR R S 4)
FHEOAEAN 10-a) %, =28 5-FHE%EHF[51-b]E=% 1.60g

#2GR,5S)-1-H B AREFZR I RTA-FATFARARS-FRERER
2.97 g #4a % A Sephadex LH-20(=& ¥ ¥: ¥ &=1:1)Fo st BAE(T I
L& LE=12)dfr e d R THAR &R ZH &HEGRSS)-1-5 7 A
A3 RTE-FPRAPREERES[1-55K-1-5- 7 ALEK 4 H[5,1-b] E-2-
)7 R wteg B (dE o vk A H)(2.37 g)

NMR (CDC1l,) 6:0. 02 (6H, s), 0. 83 (9H, s), 1.
66—2. 07 (2H, m), 2. 51 (3H, s), 3. 32-3. 70 (3
H m), 4. 24—4. 37 (2H, m), 4. 37—4. 81 (2H, m),

5 24-5. 38 (2H, m), 5. 90-6. 01 (1H, m), 6. 19

(1H, s), 7. 09&7. 11 (totallH, s, each)
MS (FAB*) :484 (M* +H)

b) BR,55)-1-5 A RAZAI-RT A= PR T 2K LKES5-[1-(5- 7L A %
#15,1-b]E o 2-2)-1-( P ALE 3 A AL T A d SR (kA BRAR R4 H)
EHAORERY 8a) HIK, £AGRSS-1-HAREFEI-RTE

PR PR ARES[1-BR1-(5-F ALK % F[51-b]Ek-2-K)7 K]+
w332 2.10 g(3F A Bk iAW), oF TH A% & k2 (3R,59)- 1555 KA HE
B RTE=FPET 2R ARS[1-(5-F A%k H#[5,1-b] E=k-2-%)-1(F
AEZEE R T R wbed 5o (dE 5 Bk R4 4)(2.84 g)

NMR (CDC1l;) 6§:0., 01&0. 06 (totalB6H, s, eac
h), 0. 80&0. 84 (total9H, s, each), 1. 81—1.
87 (1H, m), 2. 02-2. 12 (1H, m), 2. 49 (3K, s) .,
2 59 (3H, s), 3. 42-3. 53 (1H, m), 3. 70-3. 75

(2H, m), 4. 22—4. 66 (4H, m), 5. 18—5. 32 (2H,
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m), 5. 86—6. 00 (LH, m), 7. 08 (1H, s), 7. 31 (1
H, br, s)
MS (FAB*) :574 (M" +H)

Q) GR,5S)-1-% % AEZ A I- BT X - 7R T AR AE-5-(5- PR e S
[5,1-b] &=t -2-K) F FKateg bt
$EOAREAN 9-b) T %, EAGRSS)I-HAAAFEIKTE

= & F a5 AK-5-[1-(5- F HA % =% K [5,1-b] Ek-2-K)-1-(F AL AN
A RA)TAIHSI 284 gEHBRARESY), P THAF LIRS
GR,5S)-1-% B R A ZXA I & TEA=FA TR AL-5(5- P ALk I
[5,1-b] & = -2- 2 ) P K atog3R(1.37 g).

NMR (CDC1ls) 6:0. 03 (6H, s), 0. 84 (9H, s), 1.
78-1. 91 (1H, m), 1. 96—-2. 08 (1H, m), 2. 51 (3
H, s), 3. 03—3. 19 (2H, m), 3. 38—3. 58 (2H, m),
4. 22—-4. 31 (2H, m), 4. 64-4. 68 (2H, m), 5. 22
_5. 38 (2H, m), 5. 90—6. 02 (1H, m), 7. 07 (1LH,
s), 7. 20- (1H, br. s)
MS (TS) *‘68 (M* +H)

d) (35,55)-1-3% % R A A 3- X 7 s A AR-5-(5- 7 sk ok F[5,1-b] & -
2-35) P K abed bt

FoaAHTF, ¥ 13m L% mIAGRSS)-1-HEREFEI-RTE-
AP a8 RE-5-(5-F Ak 4 [5,1-b]E ok -2- ) F At B I0(1.37 g)F)
Lok CHAS m)Ea T, K430 54 . mARPRRAAKRERRF TH,
MACLBRCLEN AL ERERI X, AEafdt K iEERR I A, K
B ETR, AEREENAAGCRSS)-1-HHEALAZAI-BRSGS-TRE
okok F[5,1-b]E=E-2-X)F K atop it 1.03g . HAALHERE 18ml ¥ &
skwbiy, 17 CTRAZER 153 g B A =-F%=C%K 0. 92 ml,EH# 30

%, MA0TmM ARETFHE, 20CTRIEA L4, B EN AL
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# A Sephadex LH-20(= & Fi: FEH=1:1)#fr&.#RAF2106g *
& RARELSW.
NMR (CDCls) §:1. 79—-1, 80 (1H, m), 1. 91-2.
10 (1H, m), 2. 42 (3H, s), 2. 49-2. 61 (1H, m),
3. 00—3. 12 (1H, m), 3. 19-3. 30 (1H, m), 4. 00
~4. 18 (3H, m), 5. 15—-5. 30 (2H, m), 5. 81-5. 9
6 (1H, m), 7. 01 (1H, s), 7. 16 (1H, br. s), 7. 3
5—-7. 41 (2H, m), 7. 49-7. 62 (1H, m), 7. 80—T.

83 (2H, m)
MS (TS) :474 (M® +H)

& i & e 22
(3S,5S)-3- T Bt Sk A Sk -1- 35 7 AL B K5 2-(5- 7 Aok i 4 [5,1-b] ok -3-5K)
- 2 LAY
a) & 4 (5- 7 Fhokok #F(5,1-b] -3 K) PR XBa g 4
#3-BRAPRS FRAESF[51-b]ELERENI10g)EFT20ml ©

Zkvhd, A 07 ml BHEEE, SSTCTFTHRHFIS M, R ERN,
8 3-f FR5-FHhoked F[5,1-b]Ek S & £(1.10g), HHALLSHERE
—PATPRETmDY, MAL36g KB, SITTFHHAISHH, 90T
FiE4 I, BLRroiSHEESR S, EFAALG-THE%RS
#[51-b]E-3-H)FRA=XBLB 4 1.87¢.

NMR (CD; OD) 6:2. 68 (3H, s)
16 (1H, s), 7. 58 (1H, s)

MS (TS) :413 (M*)

. 5. 59 (2H, m), 7,
, 7. 75-8. 05 (15H, m)

b) (3R,5S)-1-4 A A & K -4- 7 s st REK-2-[2-(5-F Kok 5 [5,1-b] £ o2
3-R)UH A asn
KAHTF, #045¢g 8T Héro 8 §40(5-F Aok ok #(5,1-b] E=-3-1)
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PR EAEE £09]1 B A% HE m)f= FEAERG mDAKH
RAMHERTY, KAHT, BH 2 +o. AL FmA 3RSS)-1-HA R
Az s Pai 3 Paa AXatE10.60 g)ff W A%WQ2 mFik. k4
HFTREE LI, MALRLE, REAFERFRPLEKRE, RE
TR, EBeLEN, AehRakERfFEERNL(LRLE: FHE=IS])
# 25 (3R,5S)-1-% A A& FE-4-F 5% ok KA K-2-[2-(5- F % = 5 [5,1-b]
o op 3-54) T8 R 98- 52.(0.49 g).
NMR(CD;OD)G:Z.38*2.50(1H,m),2.57(3H.

s)., 2. 98 (3H, s), 3. 60—3. 68 (1H, m), 3. 89—3.

98 (1H, m), 4. 38—4. 57 (2H, m), 4. 94 (2H, 4, ]

-7 4Hz), 5. 15-5. 26 (2H, m), 5. 69—-5. 78 (1H,

m),6.43(1H,d.J=11.3Hz).6.80(1H,s).7.

10 (1H, s)
MS (TS) :412 (M" +H)

¢) (38,55)-3- 7 Bt Sk At -1-45 7 R B -5-[2-(5-F Hhsk =k 5 [5,1-b] E £ -3-
) T R e S (JUAT R # 4k R A )

BN LB 4(0.33 g)m 2 (3R,5S)-1-4 A RAHA-4-7 s s AA -
2-[2-(5-F Ak ok 4 [5,1-b] & = -3- ) L3 B | b4 $2.(0.87 g)(JUIT A # 4k i
A= FRAPREG m)EkY, TOCTRHECS MK, MAKPLE
LREER 3 ok, AfakiE, ARSTR, ABBELIEN, Hé&D
ARkiERiFoEhiL(LELE)TH0.65g KALEY.

NMR (CDCls) 6:2. 36 (3H, s), 2. 58-2. 73 (3H,
m), 3. 32-3. 43 (1H, m), 3. 89—4. 10 (2H, m), 4.
50—4. 65 (2H, m), 4. 83—-5. 35 (4H, m), 5. 72—86.
00 (2H, m), 6. 15—-6. 21 (1H, m), 6. 44 (1H, d, J
=11. 3Hz), 6. 63 (1H, s), 6. 89 (1H, s)

MS (TS) :392 (M* +H)
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&k FE A 23

(3S,55)-1-% A R & # A -3- X 7 s A5k 5-(5- &kt 5 [5,1-b]%E=2-2-5)F
Aot iR

a) BR,5S)-1- B ARAZEI-RTHA - FLF AR AL-S5-[1-(5-&* 254
[5,1-b] & ot-2-K)-1- A 7 X|ws it (EdBkRED) .

A20ml £ kB Ak AHE14M PEL/CROEERT.I ml),A &
kP HAAHHNE T LAEEF1THHEER, AHEHF, DA THMSR
ook 5 [5,1-b]E (1,586 g) 89 £k W £ kwh(20 m)E ik, AIHFZ A S HE
65 CH-65SCTWLT, WESTERFITSH, TES 23 5HHAA, @
Bt T mBRSS)-1-HEHAAZA I RT A -—FTEATARALS-T
gk e es 13,135 )M £ KW Ak B (20 m)F ik, FIHBR R HHE-65T
#-65CRTF, HESTHEHS2SY, WA 100ml Fafidk, A 200
m BB ERBL, AL EsFe9ANE, LKEKEETR,
HR BEAMBEEN AEBAREFFEERAL(TR: LR TUE=2])
BHAFEEZNS 2351 g (GRSS)-1-HEHARBRAIRTEA-FLY
3 R I -5-[1-(5- &5k ok H [5,1-b)E ot -2- 8 )-1- 2 & 7 SR ubod B0 (4F 2 Bk
A,

NMR (CDC1;) 6:0. 02-0. 04 (6H, m), 0. 83&0.
85 (total9H, s, each), 1. 67—2. 07 (2H, m), 3.
30—3. 45 (1H, m), 3. 55—3. 70 (1H, m), 4. 20—4.

50 (2H, m), 4. 60—4. 75 (2H, m), 4. 80&5. 05 (t

otallH, d, each), 5, 22-5, 37 (2H, m), 5. T&S6.
15 (totallH, br. s, each), 5. 88—6. 02 (1H, m)
, 6. 95&6, 97 (totallH, s, each), 7. 24 (1H, s)
MS (FAB*) :474 (M* +3H), 472 (M" +1H)

b) BR,55)-1-45 B R A FE-3- =T X = AT B RE-5-[1-(5-& %

[5,1-b] & = -2-5)-1-(FRAARR F X LK) 7 R ats 50 (I8 ik RE)
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& BRSS)-1-HHAEZEIRTA-—FATARERALS5[1-(5-&
wk ook 3 [5,1-b] ok -2-2)-1-5 F K|ttt (2.300 g)(dF H ek RO H)EK
Ex AW EkwH24.5 mD)F, ks, RAKT, AEGA T oA ALK
(0.44 ml)A= 60% %5 ZALH(292 mg), RS TFTHH 20454, #Eim032ml
BmPE REATHEHLIH, A250ml CELEHRE, FRPLKLE,
EABRELE TR, SEEABRIENFIAG, 2R AEBAL(TRTE
L®=3:1)7F 2607 g #&8E GRSS)-1-HHAEFXI-RTEA-T
AFapt A5 [1-(5-f %= #[51-b]Ek-2-K)1-(FRAEARZE LK
)7 A wtea ik (dE A Bk R4 ).

NMR (CDC1;) §:0. 02&0. 03&0. 08 (total6H,
s, each), 0. 83&0. 87 (total9H, s, each), 1.
62 (1H, s), 2. 08 (1H, m), 2. 61&2. 62 (totald

H, s, each), 3. 25—-3. 70 (total3H, m), 4. 25
(1H, m), 4. 50-4. 80 (3H, br), 5. 20-5. 35 (2H,
m), 5. 85—-6. 05 (1H, m), 6. 96&6. 98 (totallH
s, each), 7. 15-7. 35 (1H, m)

MS (FAB*) :564 (M* +3H), 562 (M* +1H)

¢) BR5S)-1- B AKX BRI RTEA-TFETFTLRE RS (5-K*% it
[5,1-b] e wt-2-3k) P Hh mbeg IT

FERSS)-1-HAAEZEA IR TEA PR PaARRERES] 1-(5-&
ook F[5,1-b]E ok -2- ) 1-(FAERAREE RE) TR B B(E AR
£%)(2.520 g)F KT X(22.5 m)ER T, WMAZ-ETHRAALE(.8 ml)
F222° ABA=FTHA47 mg). 'R 80T, £AKRT, #9054,
A200ml B LRAHAL, Frafdkitdk, EAKRABRETR. AREBY%
+EMNFIASE, AakEER:CELE=2)EfFEELLF2 1467 ¢
AK EHRERSS)-1-HAALAZRAIKNTA-_FEPARERL 5-(5-&
wkod F[5,1-b]E =k -2-35) T A wbvd It

NMR (CDC1s:) 5:0. 01&0. 06&0. 07 (total6H,
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s, each)f 0. 82&0. 87 (total9H, s, each), 1.
75—1. 88 (1H, m), 1. 93-2. 15 (1H, m), 2. 97-3.
25 (2H, m), 3. 35-3. 60 (2H, m), 4. 24 (2H, br.
s), 4. 60—4. 67 (2H, m), 5. 19-5, 35 (2H, m), 5.

88—6. 02 (14, m), 6. 92 (1H, s), 7. 05 (1H, s)
MS (TSP) :458 (M* +3H), 456 (M" +1H)

d) (3R,5S)-1-# & £ # K -5-(5- A% 5 [5,1-b]E%-2-5)F £ 3-pkat
gt

HERSS)-1-5HH RAFAI- R TR = FATARARL-S(S-K%4
#[5,1-b]E =k -2- k) T K kg H(1.430 g)#9 &K TH(31.5 ml)F ik A3 2 3
T, Em13m EEE, AHFARSHEHESITRATAT, REKSETH
B 1554, A200ml LB LEBFS, 40mlS5%HER LA RERRECK
E pHY). AXRBETR, SERGRLEMNFARS, SRERLL
B Lm)&#% el (3RSS)-1-H A R FHE-5-(5- &K 45t [5,1-b]E 2 -2-
HEypih-3- ket 1.020g .

NMR (CDCls) 6:1. 80—1. 95 (1H, m), 2. 06—-2.
95 (1H, m), 2. 55-2. 80 (1H, m), 3. 05-3. 25 (2
H, m), 3. 40-3. 47 (1H, m), 3. 60—3. 75 (1H, m),
4. 25-4. 35 (1H, m), 4. 38 (LH, br. s), 4. 55—4.
70 (2H, m), 5. 22-5. 36 (2H, m), 5. 88—6. 02 (1
H, m), 6. 92 (1H, s), 7. 08 (1H, s)

MS (FAB*) :344 (M* +3H), 342 (M" +1H)

e) (3S,55)-1-3 & REZ X -3- X F & A ARE-S5-(5- R4+ F [5,1-b]E=-2-5)
P A mbeg iy, |
£ AT, HORS5S)-1-HE LEZA5(5- %% H[5,1-bE%-2-5)

PR 3-pAateaiR 438 mg A= £ B 672 mg #) Rk W &% (6.5 mD)E
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A E-10CT. EEZFYTHHA, TATH R 040mMI BA-—THE LR,
AH$EAAHESCTRSTUT, ARET, REHSH. EEFS5H
WA, 10CTF, GATEM0% ARETE 034 ml, ARATF, BX
B2 4o#. AEEABREIENFIHBRE, dBRELAL (TR LBRLE
=1: 1) RB/HFKELBBFALLH S05mg .

NMR (CDC1s) 6:1. 83—1. 96 (1H, m), 2. 55—2.

70 (1H, m), 3. 05—3. 45 (3H, m), 4. 15—4. 35 (3

H m), 4. 62—4. 68 (2H, m), 5. 22-5. 38 (2H, m),

5. 88—6. 02 (1H, m), 6. 93&6. 95 (totallH, s),

7. 10 (1H, br. s), 7. 40—-7. 50 (2H, m), 7. 55—1.

63 (LH, m), 7. 89&8. 15 (total2H, d, each)

MS (FAB*) :464 (M* +3H), 462 (M" +1H)

FRAFHEGELOBEHBEHERTTALY.
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#F1

——

?&’FE@JE% Rl R2 A R3  Rf RO R6 R7
1 Clp H ~CONH-CE,~  H H g H -
2 CBy, H ~CONE-CR,~  H H g "H  Me
3 CHy  Na CON(-CE)-  H H Mg H -~
4 CH H  -CON (-CE)- H H M H Me
5 Cl H CONGCED- H B4 CHpNHy 0 0H Me
6 Ciy H  -CHQOE- H g H H -
7 Ci, H  -CHQOE)- H Mg H H Me
8 Cly H  CBHOD- H g u H -
9 Ci, H ~CH(OR)- H  Hg H H Me

10 Ci, H ~CH,- H H High H -
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F1 (%)

EMBIFS| R1 RZ A R Ré RS r6 RT
11 ¢H3 H ~CHo- H H B H M e
12 CH3 H -CH(OH) - H H g H -
13 Ciy H -CH(OE)- H H i H Me
14 Ciy H -CH(0)- H H H PR -
15 Ci; H -CH(OE)- H H H ik Me
16 Ci, H ~CH(OR)- g g H H H -
17 CBy H -CH(OM)-  pusgt H H H -
18 iy H -CH(OE)- g H H H Me
19 Ciy H -CHQOD)- g4 H H H Me
20 cly H ~CHy~ H Ml H H -
21 CB; H ~Clg- H g H H Me
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F£1 (%)

LiEplFs| R RZ A R& R4 RS RE RT7
22 Ciy H ~CHo- H ¥ H H -(CH9)9-0H
23 CB, H Clg- Mg H H H —

2 4 Ch, H - g H H H Me
25 CB, H -Cl-  pg  H H H -(Clg)o-0H
26 Ci, H CHy- Mg H H H -CHp-CONHg
27 B, H Cp- Mt H H H -(Cgg-F
238 C4, H -CHp~  MEr  Me H H -~

29 Ci, " H -Cllg- gt Me H H Me
30 iy H CHy-  pgg  Me H H -CHy-CONHg
31 i, H -Cl- mgg H Me H -

32 Ci; H -Clp- Mg H Me H Me
33 Ci, H ~CHg- & H Me  H -CHy-CONHg
34 Cy H  -CHy H H H g -
35 Ci, H ~CHg~ H H H g  Me
36 G, H g H H g H Me
37 Ci, H Mg H H B - H -(CHg-0H
38 CB, H @-CB=C;- H a4 H H —

39 Ci, H (@O-CBCB- H g H H Me
40 Cl, H (@E)-CBC:- H ¥4 H H Me
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LWEpFS| R!  RE A rR3 R4 RS RE RT
41 i, H Cly- M4 H Me H /\<]
42 i, H ~CHs- migr H Me H -(CH)9-F
43 ci; H ~Clig- Mg H Me H -(Cly)o-08
44 (i, H -CHg- Mg H Me H -CHo-CONXeo
45 CBh, H ~CHy- g H Me H -CHy-0-Ye
46(1) | CBy H ~CHg- Pt H Me H -Cy-COOEt
46() | Ciy H ~Clg- nE H Me H -CHy-CO0H
47() | Ciy H (@O-CE:CH-  jyp H H H Me
47( | Ciy H (®)-CH:CB- Mgk H H H Me
48 -] H H (@-Ch=Ci- mgge H H H Me
48@B) | H H (B)-CH=CE- M4t H H H Me
49 iy H g H B H H —
50 By H g H Mg H H Me
51 Ci, H Mk H | mge H H  -CHy-CONHg
52 CE, H (B)-CiCH- g H H H -

53 | Ciy H (B-CB-=CB- g H H H  -CHy-CONHg
53@® | Cl; H @-CBCi- g H H H -CHy-CONEg
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21 (%)

SHEHFS| R1 R2 A R3 R4 RS RE RT
54 CB, H (2)-CH=CE- H g o H  -CHy-CONHg
95 CH3 H (E)-CH=CH- H Hi H H  -CHp-CONHg
56 CH, H  (E)-CH=CH- H g H H -(CHg)9-CONHg
57 CH, H  (2)-CH=CH- H H gigk  H  -CHy-CONHy
58 CH, H  (E)-CH=CH- H H H  Hge -CHy-CONHy
59 |CH, H (E)-Ci=CH- Hiff Me H H  -CHy-CONHg
59(® |CH; H (D-CiCi- M4t Me H H  -CHy-CONHy
60 |Ciy H (E-Ci<Ct- Me Mg H H  -CHy-CONHy
60B) [Ci; H (@-Ci-Ch- Me Hfp H H  -CHy-CONHy
61 Cd, H ~CHo- Mg H -SMe H -
62 i, H ~Clg- B H -SMe H Me
63 CH, H  -CHp- %4 H —SMe H -CHy-CONHp.
6 4 Gl H  -CHp- g H Cl H -
65 Cl H  -C- g H ClI H Me
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F1 (%)

LEHFEl R R2 A R R4 RS RE  RY
66 CE, H  ~CHy- B H  Cl  H -CHy-CoNg
67 CB, H  ~CHy- B H  Me H -(CHy-Covy
68 CHy  H (2)-CH=CE- H mm Me H -CHy-CONE
69 Ci, H (E)-CH=CH- H it Me H -CHg-CONHg
70 CH3 H (2)-CH=CH- H Mgk H H —-Et
71 CH, H (2)-CH=CH- H it H H -(CHy)9-0H
72 CBy H (2)-C=CE- H s H H -(Cig)g-CoNgy
73 Cdy H (2)-CH=CH- H Mg H H -(CHg)o-F
74 Ciy  H (2)-CHeCH- H g H H /\<]
75 CHhy H @-CH=CB- % H H H -(CHy)o-08
76 Cl, H (2)-CH=Cl- Mg H H H  -(CHg)9-CONHy
TTW | G H (2)-CH=CH- Mg H H H ~(CH)o-F
TT®) [ Cly H (®-CiC-- g H g H -(CH)9-F
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(HEFXBEAHA IRATRE

A FAERMENGBERFER LD T ARABG LY, &R
CHEMOTHERAPY, Vol. 16, No. 1,99(1968) ¥ Fi i£ 7 9] & K 2 & # 85
B P H EAMIC, p g/ml). FTELE XK 2-5FF,
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£2 g

HB B Ll 2 LBl 6 SCHEf 18 SEHEH 26

WieY  wiay wkdy  BkEw
S. aureus 209P JC-1 0.10 <0. 025 0. 05 0.05
S. aureus N126™ 25 6. 25 12.5 12.5
E.coli NIAJ JC-2 0.10 <0. 025 0.05 0.05
K pneumoniae PCIG(02 0.20 0.05 0.10 0.10
E.coli GN206 0.10 <0. 025 0.05 0.10

P. vulgaris GN76 1.56 0.39 0.78 0.78
K. morganii 1510 0.78 0. 20 0.39 0.39
C. freundii GN346 0.20 0. 10 0.10 0.10
E. cloacae G-0008 0.10 0. 05 0.05 0.10
S. marcescens No. 1 0.20 0.05 0.10 0.10
Ps. aeruginosa GN10362 6.25 6. 25 0.78 0.78

% TP SRR R i ok
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%3

————

HEE SCHEf 38 SEMEBI 39 MBS0  SEHEH 534
Bibsdy  BEEYw HikdY K4y

S.aureus 209P JC-1 <0. 025 <0. 025 <0. 025 <0. 025
S. aureus 126 6. 25 6. 25 12.5 6. 25
E.coli NIHJ JC-2 0.10 0.05 0.05 0.05
K. pneumoniae PCIG02 0.10 0.10 0.10 0.10
E.coli GN206 0. 05 0.10 0.05 0. 05
P.vulgaris GN76 1. 56 0.78 0.39 0.39
M. morganii 1510 0.39 0. 39 0. 20 0.39
C.freundii GN346 0.2 0.10 0.20 0.05
E.cloacae G-0008 0.10 0. 10 0.05 0.05
S. marcescens No. 1 0.20 0.20 0.10 0.20
Ps. aeruginosa GN10362 12.5 1. 56 3.13 0.78

P SLTHCRS HE A
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x4

———

REEk  KEAISIB TMHISE miEpler Skl 72
WEEY W& whEY  BkAw

S.aureus 209P JC-1 <0. 025 <0. 025 <0. 025 <0. 025
S. aureus ¥126 ¥ 3.13 3.13 12.5 6. 25
E.coli NIHJ JC-2 0.05 <0. 025 0.05 0. 09
K. pneumoniae PCIG(2 0.05 0.05 0.10 0. 10
E.coli GN206 0.05 0.05 0.10 0.10
P. vulgaris GN76 0.39 0. 39 0.78 0.78
. morganii 1510 0.20 0.20 0. 39 0. 39
C. freundii GN346 0.05 0.05 0.05 0. 10
E.cloacae G-0008 0.05 <0. 025 0.05 0.05
S. marcescens No. 1 0.10 0.10 0.39 0.10
Ps. aeruginosa GN10362 0. 78 1. 56 0.78 1.56

* I ST M it
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#£5

————ni

B B Pk

i 76 &YW A

45y A B
S. aureus 209P JC-1 <0. 025 <0. 025 <0. 025
S, aureus ¥126™ 6. 25 50 25
E.coli NIHJ JC-2 0. 05 0.10 0. 10
K. pneunoniae PCIG(02 0.10 0.39 0.20
E.coli GN206 (.10 0.10 0. 10 0. 20
P.vulgaris GN76 0. 39 0.39 3.13 3.13
Y. morganii 1510 0. 20 0. 20 0.78 0.78
C. freundii GN346 0.10 0.10 0.20
E.cloacae G-0008 0.05 0.10 0. 20
S. marcescens No. 1 0. 20 0.39 0. 39
Ps. aeruginosa GN10362 0. 78 1. 56 12.5

* 5 O 4T B PG HE TP bR
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o A: ERIEH ( Imipenem )
{.4% B: Panipenem

[BHEFXEE AN 2] DHP-I1 AR M

REAXPIHABERFTEFHEDFARABRL A IAE PP ATR
£ B &%-IDHP-DH A X B, XBRFHE 3 M, HFEERFEIHIHEDY
B A ¥ (%) A 6 Fi.

BTRFFERZA DHP-1 698 2 H,

1. 97 & # S 4765 | % B H X 4 4 DHP-1

# 11 MR (Lot. 33H7225)%) 1.5g ¥ % B K(F Sigma £ *)EFT
100m] 44 20% T 8 65 S0mM Tris-HCl % ¥ & (pH7.0)¥, # ¥ &E¥ % T 5
CTTRHF48 0. BB, ¥ EF A S0mM Tris-HCI # # #% (pH7.0)
HATE M (B E £ 30/32 Viskase Sales Corp.), EEZTH %N %, Kh
B+ T8&. T 10000 x g(KUBOTA 6800) FHi&irm & 4% 20 4-4,
P Lk ik 434 46§ DHP-1 .. #¥¥4 3ittd DHP-I1 899 # F-80CTF
BA. %7 A 15z 0 A(Lot. 23F8105) 5 A M A K 5h, £ 4L Lkt A2, ik,
# 455 4L 65 DHP-1 # & 4.

2.2 &8 DHP-I R 2 &3 2

HThRIRDGERFTES, BAERKRHEER2000 p g(X
¥)ml). ¥ TFHEAREk, FHREEREFEHQ000 p g(F)/m)%#%
A EAANPHL R DEP-1 ¥, H&XEEH 100 p g(HF)/ml .
¥ % 2 K%, A SOmM Tris-HCI 4 » #& (pH7.0)4K £ Ay ik & # 5 45 3 5 4k
L% DHP-1 .4 R AT 37T CTF#AI MK, A RXZEINAAERS DRSS,
AREHRT, MABHRERSALAROYMAFGTEH, RAFREREBRIE,
BB %4 %% % B(Sanprep LCR 13-LH, MILLIPORE 4 *)ii # # # 47
HPLC(#: CAPCELL PACK C18 SG120, Shiseida Co., Ltd. 2% *, £3I:
UV; #ah4a: CH/10mM L& KEik), AR ZAHEE & F(%).

& F(%)=(F & & R/Z 4% & R)x 100
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#6

DHP—I i 20 KMl 26 fkaw kaw {Lay
(%6) ey ey A B C

¥ 100 95 24 19 71
/B 97 90 0.6 28 18

e A: 2EED ( Imipenem )
{443 B: Panipenem
o C: LFET

[(BEFXEEANIBRAZAHLEE TS
A2 A R(ICR, 3 1) /765K B F (F = R b K—4), % 1,000mg/ke
OMNERBERASIAALGLEY. B, HFEIRHEE.

CEEZT X BIET L
HEREEPARLLHOEHBBL WA B RE FRASIERF, &5
RHMAA 1000mg(# ¥)K LBk dd.

K&P 53 HENLSY 250 4 (3 ¥)
.4 60 &
e B 54

GEEX AN EN L EI $ €

WA, & 160 &
RiCLHEAHEAR 10 %
~PEBEH 5 4

MABSHHE)ERASIHNLAH LGB AR 52 ERAHGEH
Re, WREOUWANETIGAAGEREY, 54K E2 250mg & i

¥ 53 HA&GLeD.
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