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., CHCb-MeOH(7% 3) il
(17mg); 15 . CHCE-
MeOH(10: 1) (8% 2) X 1
(28, 19 ., CHCL-
MeO H(10% 2) [ (8mg)

3
[: e B - 213 (¢, 0.68 in

MeO H), Gotes Oz, FABMS m /z: 577[M- HT ;
EIMS m /2 290(41), 152(60) , 139(100), 123( 64);
UV Amn (MeOH) (nm): 220, 280, ' HNM R ( 400
MHz, MeOHds) & 4.65(1H, d,J= 7.2 Hz, H-
2u), 4. 31(1H, dd, J= 7.2, 9.5 Hz H3u), 4. 16
(1H,d,J= 9.5 Hz, H-4u), 6. 15(1H,d,J= 2.0 Hz,
H-6u), 6. 13(1H,d,J= 2.0 Hz, H-81) ,6. 73( 1H, d,
J= 1.8 Hz, H2'u), 6. 67( 1H, d,J= 8 2 Hz, H-5
u), 6.64(1H, dd, J= 8.2, 1.5 Hz, H-6u), 4. 44
(1H, d,J= 7.2 Hz, H-2t), 4. 40( 1H, brs, H-3t),
2.50(1H, brd,J= 16. 5 Hz, H-4at), 2. 86( 1 H, dd,
J= 16.5,4.5 Hz, H4bt), 6. 35( 1H, s, H-8t), 6. 85
(1H,d,J= 1.8 Hz, H2't),6 58(1H,d,J= 8.2 Hz,
H-s’t) 6.72( 1H, dd, J= 8.2, 1.8 Hz, H-6't);

"CNMR (100 M Hz, MeO H-da) 0 82 8(d, C-2u),
74.1(d, C3u), 38.9(d, C4u). 101 4(s, C-10u),
157. 5(s, C-5u), 96. 5(d., C-6u), 159.0(s, C-7u),
97.7(d, C-8u), 159. 0(s, C-9u) , 133.0(s, C-1'u),
115.9(d, C2'u), 146 4(s, C-3u), 146. 0(s, C4
u), 116.8(s, C5'u), 121. (s, C6u), 84 5(d, C-
2t) ,68. 9(d, C-3t),29. 1(t, C—4t), 101. 4(s, C-10t),
157. 0('s, C=5t), 108. 9 (s, C=6t), 156. 2(s, CTt),
97.3(d, C-8t), 156. 0(s, C-9t) . 132. 8( s, C-11),
115. 6(d, C2't), 146 1(s, C3'1), 145. 8(s, C4'1),
116. 7(s,C-51), 120. 3(d, C-6't)

I : (MeOH), mp 241°C~ 242
C,al= 77 (c;0.5in MeOH), Cis Hi+ Os, EIM S
m lz 290[M T (60),272(5), 163(15), 152(70), 139
(100), 123(70); ' HNM R(400 M Hz, MeO H-d4) du
4.57(1H,d,J= 7.6 Hz, H-2), 4 01( 1H, ddd, J=
54,8.2,7.6 Hz, H3), 2 88(1H,dd,J= 16.1,5 4
Hz, H4a), 2. 52(1H, dd,J= 161, 8. 2 Hz, H-4bh),
595(1H, d,J= 1.8 Hz, H-6),5. 88( 1H, d,J= 18
Hz, H-8),6 83(1H,d,J= 1.8 Hz H2),6. 77( 1H,
d,J= 8.0 Hz, H5'), 6 72(1H,dd,J= 8 0, 1.8 Hz,
H-6); “CNMR( 100 M Hz, MeO H-s) &: 82 3(d,
C-2), 68 3(d, C-3), 28 1(t, C4), 156.9(s, C-5),

C, o0, EIMS m /z: 426[M T (

96. 2(d, C-6), 157. 0(s, C-7), 95. 4( d, C-8), 156. 3
(s,C-9), 100. 7(s, C-10), 131. 6(s, C-1"), 119, 9(d,

C2), 145.6(s, C-3), 145 7(s, C4) ,116. 0(d, C-
5'),115.0(d, C-6)
B ,mp 182°C~ 184°C | s 1k

O4, EIM Sm /z: 168[M T (100), 153(94),136(9),
125(70), 108 (43), 97 (86); UV Amx (MeOH)
206. 5(4 39), 212( 4 28), 257(4. 15), 289
(3.84); IR vm em : 3 486, 3100, 2 854, 2 652,
1682, 1598, 1523, 1473, 1380, 1282, 1 186,
1 029; ' HN M R( 400 M Hz, M O H-ds) di 7. 90( 1H,
s, H2),7.57(1H, dd,J= 8 3,7.3 Hz Hb), 6. 85
(1H, d, J= 8.3 Hz H-5), 390 (3H, s, Me);
“CNM R( 100 MHz MeOHd+) & 123.4(s, C-1),
116.2(d, C2), 149. 0(s, C-3), 153. 0(s, C4), 114. 2
(d, C-5), 125.6(d, C-6), 170. 4(s, COO) , 56. 8(q,
Me)

(nm):

IV: ,mp 241 C~ 243°C |
[« b+ 143.7 (¢, 1. 72 in CHCL), Co His 02, EIM S
mlz 438[M [ (55),423(15), 410(20), 273(67),
232(100), 135( 54); ' HNM R (400 M Hz, CDCh) &t
0. 84,0.86,0.87,1. 04, 1. 07, 1. 14, 1. 23, 1. 33(each
3H,s, Mé&< 8),2.60(1H, m), 2. 94( 1H, m), 5 59
(1H, s, H-12); " CNM R( 100 M Hz, CDCB) & 39. 7
(t, C-1), 34 4(t, C-2), 217. 2(s, C3), 47. 7 (s, C-
4), 55. 4(d, C-5), 18. 7(t, C-6), 32 1(t, C7), 43. 5
(s, C-8), 61. 0(d, C9), 36. 6(s, C-10), 199. 5( s, C-
11),127.9(d, C-12), 171 1 (s, C-13), 44.9( s, C-
14) , 26.5(t, C-15), 26. 3(t, C-16), 32. 3(s, C-17),
47.6(d, C-18), 45. 2(t, C-19), 31. 0( s, C=20), 34. 2
(t,C21),36. 4(1, C22),26 8(q, C23),21. 3(q, C-
24),15. 6(q, C-25) , 18. 5(q, C-26), 23. 4(q, C-27),
28. 7(q, C-28), 33. 0(q, C29),23. 3(q, C-30)

V: (Me2CO),mp 172°C~ 174
13),411(4),218
( 100), 203 (26), 189 (12); IR vmax em™: 3 295,
2947, 2925, 1736, 1464, 1 384, 1 097, 'HNMR
(400 M Hz, CDCB) & 5. 19(1H, d, J= 3.6 Hz H-
12), 3.22(1H, dd,J= 10.8, 4.8 Hz, H-3), 1. 04,
1. 02, 0.96, 0. 87, 0.84, 0.82, 0.97 (each 3H, s,
M& 8); " CNM R( 100 M Hz CDCh) &: 38. 7(t, C-
1),27.0(t, C-2), 79. 1(d, C-3) ,33. 8(s, C4), 55. 3
(d, C-5), 18 9(1,C=6), 32 7(t,C-7), 39. 9(s, C-8),
47.7(d, C9), 37. 0(s, C-10), 23. 6(t, C-11), 121. 8
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(d, C-12), 145. 2(s, C-13), 41. 8( s, C-14), 28. 4(¢,
C-15), 26.2( 1, C-16), 32. 5(s, C-17), 47.3(d, C-
18), 46. 9(t, C-19), 31. 3(s, C20), 34 8(t, C-21),
37.2( 1, C22), 28. 1(q, C23), 15. 6(q, C-24), 15. 5
(q» C-25), 16.9(q, C26), 20. 6(q, C27), 27. 3(q>
C-28),33.3(q, C29) , 23. 7(q, C-30)

VI: (CHCL) , mp 196 C~ 187
C, G2 H204, EIMS m 2z 220 [M | (100), 192
(85),177(70) , 162(15), 149( 35), 134( 12); ' HNMR
(500 M Hz, CDCL) &t 2 58(3H, s,Me), 3. 89,3. 90
(each 3H,s, Me& 2),5.50(1H,s, H3), 6. 58( 1H,
d,J= 20 Hz, H-8),6. 63( 1H,d,J= 2.0 Hz, H-6);
BCNMR(125 MHz, CDCh) &: 162 7(s, C-2), 87. 4
(d, C-3),169. 3(s,C4), 138. 2(s, C-5), 115. 4(d, C-
6), 161. 6(s, C-7), 98. 6(d, C-8), 156. 3(s, C9),
107. 6(s, C-10), 55. 8(q.4-OMe) . 55. 4(q. 7-OMe) .,
23.4(q,Me)

VII: (CHCI) , mp 209 C~ 210
C, 3 H40s, EIMS m /zz 250 [M [ (100), 235
(87),222(13),207(40),192(13), 175(27); UV Ama
(MeOH) (nm): 225, 275, 287, 313, 327; ' HNM R
(500 M Hz, CDCL) & 2 54(3H,s,Me), 3. 71, 3. 87,
3.90( each 3H, s, Me< 3),5.52( 1H, s, H3), 6. 67
(1H, s, H-8); "CNM R( 125 M Hz CDCB) &: 163. 1
(s, C2),87.9(d, C3),169. 8(s, C4), 129. 9(s, C-
5), 144. 2 (s, C-6), 156. 1(s, C7), 98.3(d, C-8),
152. 2(s, C9), 107. 6(s, C-10),55. 9, 55. 6, 60. 6(s,
Me& 3),13.9(s, Me)

VII: ( ),
TLC , Rf
IX: ,
TLC s Rf .
X: , Gs Hpo Os, positive ion

FABMSm /zz 555[M+ 1] , EIM Sm /z: 550(23),
354(15), 331(20), 313(77). 299( 27), 239(100);

"HNMR(500 M Hz, CDCL) & 0.85(3H, t, J= 7.0
Hz, H32), 1. 25(56H, s, H3',30), 1. 61( 2H, m.
H31), 2 32(2H, t,J= 7.5 Hz H=2), 4. 16(4H,
overlap, H-1 and H-3); "CNMR (125 M Hz, CDCk)
& 14.0(q, C-32),22 6(t, C31), 24. 8(t, C30),
29.6(t, C4-29), 3L.9(t, C3'), 34.0(t, C2),
65.0(t, C-1 and C-3), 72 1(d, C=2), 173.9 (s,
c-1')

XI: . B-
TLC , Rf
XIT - , B-
TLC , Rf
XIII: ,
TLC , Rf
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