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238 (C12H14039)

00O O 83-850

TLCO(ODODODO-0D00D0D :6-4)Rf=0.2

lH—NMR(ZOOMHZ,CDCI3)6 01.53-1.77 (m, 2H, H-5),

.1-2.45 (m, 4H, H-4,6), 2.6 (d, J=9.1Hz, 2H, H-2),

.2-3.4 (m, 1H, H-3), 7.5-7.7 (m, 3H, H ar. -37, 47),

.8-7.9 (m, 2H, H ar. -2%).

3C—NMR(SOMHZ,CDCI3)6 023.2 (C-5), 23.5 (C-4"), 40.1 (C-6° ),
40.2 (C-2° ), 62.1 (C-3), 128.8 (C ar.-2"), 129.3 (C ar. -3"),
134 (C ar. -4"), 136.5 (C ar. -1"), 206.2 (C -1).

O IR(KBr)O 3053, 2966, 2926, 1708, 1582, 1450, 1304, 1288, 1228, 1198,
1159, 1138, 1084, 1062, 912, 765, 728, 693, 661, 605, 540.
Ouw@OOOOOO)N maxd 222nm (¢ 3740), A : 258 (¢ 640),
0264 (¢ 905), 271 (¢ 777).

MS(EI)D 238.1 (M", 0.3), 143 (PhSO,H,, 0.2), 141 (PhS0,, 0.3),

OooooooogogQgogooQg
oo oooog=20d
OOoooooodg

Ll NI GO \S]

TLCO(DOODO-00000:6-4)RF=0.26

"H-NMR(200MHz,CDCI;)d O 1.3-1.6 (m, 3H, H-5, 4a),

01.61 (t, J=12.5Hz, 1H, H-2a), 1.65-1.73 (m, 1H, H-4e),
01.75-2.05 (m, 2H, H-6),

02.12 (ddt, J,.,=12.5Hz, *J=3.5Hz, ‘J=2.5Hz, 1H, H-2e),
03.21 (tt, *J=12.5Hz,%J=3.5Hz, 1H, H-3),

0 3.84-3.99 (m, 4H, 0-CH,-CH,-0), 7.5-7.7 (m, 3H, H ar.-3", 4%),
07.8-7.9 (m, 2H, H ar.-2").

0 "®C-NMR(50MHz,CDCI;)8 O 21.8 (C-5), 24.5 (C-4), 33.9 (C-2"),
0034.1 (C-6"), 61.3 (C-3), 64.4 (0-CH,-CH,-0), 107.9 (C-1),
00 128.9 (C ar.-2"° ), 129(C ar.-3"° ), 133.6 (C ar.-4"),

O
O

0 0125 (PhSO, 0.4), 120.1 ((CH,),S0,, 0.4), 110 (PhSH, 0.3),

0 097 (M-PhSO,, 100), 96 (0D DO OO OO, 17), 77 (Ph, 19),

0 069.1 ((CHy)s-CH=CH,, 63.2), 55.1 ((CHy),-CH=CH,, 22).

000000000

00000O0CO60.5, HO 5.9

000O00O0CO60.4, HO5.7.

oooooo

0000000000000 O00O00O0C0D0O00O00D0O0O0ON0ON0NONOO0ONoONoOnaO
mMOODODODOO0DOD0DO0D0O0O0O0O00O0000O0OmMOOO0O0O0OO0OO0DO0O0O00DO0oonGoan
0000000000000 O00O000C00DO00O000OODON0ON0ONOO0Ooooooao
0000000000000 O00O0000O0O00O0000O0ON0O00ONOO0ONoOooOoaO
0000000000000 D00O00000O00O000000000000000000
0000000000000 O0000O00O0O00O00O00O0ONO0ON0ONOoONooooa
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0000000000000 O00O00O00ODO00O00ONODOOoOOoONooood
00000 282(C,4H1504S)
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0 0136.9 (C ar.-1%).

O IR(KBr)O 3060, 2968, 2938, 2894, 1583, 1448, 1301, 1267, 1158,
1144, 1082, 1023, 939, 916, 838, 749, 718, 689.
Ou(0O0OO0D0O0D)N maxd 221 nm (e 4970), A : 258 (¢ 710),
264 (¢ 1010), 271 (¢ 861).

O MS(CI,NH;)O 300.2 (MNH, ", 100), 283.1 (MH', 27), 256.1 (8),

0 141.1 (M-SO,Ph, 83).

DO0oooooo

00000CO59.82, HO 6.32.

00000CO59.6, HO 6.4.

Do0o0o

000000000000 0O00O00O00O0O00O00000O00000000000aO
OOmg0 00000000 OOmOOMOOOD0OOCODOOOD0OOOODOO0ODOONOO
0000000000000 O00O00OmOO00OO0COO0DOO0O0O0ONOO0ODO0O0OnOan
0000000000000 D00O00O00O0O00O0000OmIO0OO000O0000O0
000000000000 0000000000000000000000Ong00nl
0DO0o0o0o0O0O00O0o0

000000000000 0O00O00O000O00O00000O0000000000o0an
0000000000000 O00O000O0D0DO00O000O0O0ON0ON0ONOOoooooan
000000000000 0O00O00O00O0O00O00000O00000000000aO
0000000000000 O00O00O0ODO00O000O0O0ONOoO0ONOooooooan
0000000000000 O00O00OmOO00O0C00O00O00O0O

00000

0000000000000 O00O00O0O0DO00O000NO0O0ONoON0oONOooooooan
0000000000000

000 0438(Cy,Hs505S)

TLCO( DODO-00000 :6-4)RF=0.14

"H-NMR(200MHz,CDCI;)3 O 1.26 (s large, 14H, H-8a, H-14),

01.57 (q Iarge,sJ:6.5Hz, 2H, H-15),

01.6-1.94 (m, 8H, H-4, 5, 6, 7),

01.98 (s, 2H, H-2), 3.64 (t, J=6.5Hz, 2H, H-16),

0 3.86-3.92 (m, 4H, 0-CH,-CH,-0), 7.5-7.7 (m, 3H, H ar.-3", 4%),

07.81-7.87 (m, 2H, H ar.-2").

'3 C-NMR(50MHz,CDCI,)3 O 19 (C-5), 23.8 (C-14), 25.7 (C-7),

0 28.4 (C-4), 29.5 (C-10 a C-13), 30.2 (C-8), 30.5 (C-9),

032.7 (C-15), 34.5 (C-6), 35.7 (C-2), 62.9 (C-16),

0 63.8, 64.8 (0-CH,-CH,-0), 67.4 (C-3), 108.5 (C-1),

0 128.97 (C ar.-3""), 130.3 (C ar.-2""), 133.5 (C ar.-4"),

0 135.8 (C ar.-1").

IR(NaCl)O 3510, 3063, 2926, 2853, 1585, 1447, 1286, 1140, 1096, 1083,

0 723, 693.

WO DODODOODOOOA maxd 218 nm (¢ 8600), A : 258 (¢ 1050),

0265 (¢ 1300), 271 (¢ 1150).

MS(CI, NHy)O 456.3 (MNH,", 36), 439.2 (MH", 3.5),

0 299.3 (MH,-SO,Ph, 33), 297.2 (M-SO,Ph, 100), 141 (SO,Ph, 10),

098.9 (CqHy,0, 28).

ooooo

0000000000000 0000000000D000000000000O0DOnOn
000000000000 0000O0mO00000000mID0D000000nIO0O
0000000000000 0Omg000000000000000000000000

[ s e e e e s e R Y ) [y



Oo0ooooooooooooodg

(9) JP 3766591 B2 2006.4.12

O0O0O00O0O0OmOO0O0OO0O0O0O000D00000O00000000000O0
0000000000000 00000000000000-0000000
0000000000000 O0000000D000O0O000O0000000O
0000000000000 Omg0O0O000D0D00O0OO0O0

O

0000000000000 0O000000000000

0000252 (CyeHyg0,)

TLCO(ODDODOO-00000 :6-4)RF=0.33

lH—NMR(ZOOMHZ,CDCI3)6 01.28 (s large, 14H, H-8 a, H-14),

01.44-1.59 (m, 2H, H-15), 1.97 (q, J=6.4Hz, 2H, H-5),

02.1-2.4 (m, 6H, H-4, 6, 7), 3.64 (t, J=6.4Hz, 2H, H-16),

05.87 (s, 1H, H-2).

13 C-NMR(50MHz,CDCI;)3 O 22.6 (C-5), 25.6 (C-14), 26.8 (C-4),

029.3 (C-8 to C-13), 32.6 (C-15), 37.2 (C-7), 37.9 (C-6),

062.7 (C-16), 125.5 (C-2), 166.9 (C-3), 200.1 (C-1) .

IR(NaCl)D 3446, 3058, 2926, 2854, 1665, 1624, 1446, 1301, 1152, 1125,

O Oooooo
O Ooo0oooo
OO0oOo0ooood
O Ooo0oooao

1078, 728, 693.

Ooooooo0ooooooo0 oo oDooooDooDoDooo4gogooooao

UWW(OODOOOOO)A maxd 232 nm (¢ 16050).
MS(EI)D 252.1 (M*, 9), 222.1 (8), 124 (12), 123 (C4H,,0, 93),

0110 (100), 97 (CqHe0, 65), 95 (CeH,0, 22), 82 (64), 81 (13),

079 (12), 66.9 (26), 55 (23).

Doo0oo0ooo

00000CO76.14, HO 11.18.

00000CO75.8, HO 10.9.

00000

00O

0000000000000 O00O00O000O00O00000ONO0ON0ONOoONooooa
0ooooo

0000266 (CprHze0,)

TLCO (DO OO0-00000 :6-4)RF=0.2

0 00 34-350

MS(EI)O 266.1 (M*, 9), 248.1 (M-H,0, 2), 236.1 (8), 124 (11),

0 123(CgH,,0, 83), 109.9(100), 97(56), 95(CiH,0, 25), 82(51),

0 81(13), 79(12), 69(7), 66.9(23), 55(21).

DOooO0ooooo

00000CO76.64, HO 11.35.

00000CH76.4, HO 11.6.

0o0o0o0o

00o

0000000000000 O00O00O00O0O0DO00ONOD0ONO0ON0OooOoooooa
00000

0000 280(C;5Hs20,)

TLCO (D OO O0-00000 :6-4)RF=0.24

00 0 35-360

MS(EI)T 280.3 (M*, 12), 262.1 (M-H,0, 3), 250.1 (7),

0 150.9 (C,oH;50, 5), 136.9 (CoHy50, 4), 124 (10),

0 123 (CgH,,0, 84),

0110 (100), 97 (51), 95 (CgH,0, 22), 82 (46), 81 (10), 78.9 (10),
066.9 (20), 55 (22).

0O0o0O0O0O00o
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0000294 (CyoHs,0,)

TLCO (DO OO0-00000 :6-4)RF=0.26

00 0 42-430

MS(EI)D 294.2 (M*, 8), 276.1 (M-H,0, 2), 264.1 (5),

00 00 308(Cy0Hs60,)

TLCO(OOOO-00000 :6-4)RF=0.28

00 O 44-450

MS(EI)D 308.1 (M, 10), 290.3 (M-H,0, 3), 278.4 (6),

TLCO(DOODO-00000 :8-2)RF=0.8
"H-NMR(200MHz,CDCI5)3 0 0.17 (s , 9H, Si-(CHs)s3),

00.94 (d, J=6.2Hz, 3H, H-7), 1.2-1.43 (m, 1H, H-4),

01.57-1.76 (m, 3H, H-3, 6), 1.88-2.14 (m, 3H, H-5),

04.8-4.83 (m, 1H, H-2).

'3 C-NMR(50MHz,CDCI3)3 0 0.3 (Si-(CHz)3), 21.2 (C-7), 28.3 (C-4),
00 29.6 (C-5), 31.3 (C-6), 32.3 (C-3), 103.5 (C-2), 150.1 (C-1).

ey s e s e e e [

ooobOogcov77.07, HO 11.50.

gooboogocov77.1, HO 11.5.

ogboooadgd

goo
gboboobooooobobobobooboboboobooooobobobopobDoobo
gbooobooan

0151 (CyoHy50, 5), 136.9 (CoH,50, 4), 124 (9), 123 (CgH,,0, 77),

0111 (8), 109.9 (100), 97 (46), 95 (C4H,0, 20), 82 (36), 81.1 (10),

078.9 (8), 66.9 (18), 55 (21).

0Doo0oo0Oooo

00000CO77.50, HO 11.64.

00000CO77.4, HO 11.5.

00000

00O

0000000000000 O00O000O0D0DO00O000O0O0ON0ON0ONOOoooooan
0000000

Oooo0ooioodg
Oooo0ooiogodg
O 0Ooo0ooin;od
O 0Ooo0ooino;od
O 0Ooo0Ooio;od
O 0Ooo0Ooino;od
O0Ooo0Ooino;od

0 150.9 (C,oH;50, 5), 137(CoH,50, 3), 124 (8), 123 (CgHy,0, 77),
0111 (8), 119.9 (100), 97 (44), 95 (C¢H,0, 19), 82 (30), 81.1 (8),
078.9 (7), 66.9 (18), 55 (20).

0oo0oo0Ooo0o

00000Ccd77.87, HO 11.76.

00000CO77.6, HO 11.4.

00000

0o0o

0000000000000 O00O0C0OmMOOOm000O0000000
0000000000000 OmMOOO0OO00O00O0O0O0O00O00000
000000000000 OmOOOMOOO0OODOOO00OO0OO0On
000000000000 0D0000000000000000000
0OO00000OmMOCOD0DO0O0OOD0O00O0DO0O00O0OO0DOOoOooon
0000000000000 O00O00000O00O00O0O00O00OnOan
000000000000 00000000000000000000
0000000000000 00O00O00O0O0O0O00OoOoOooond
00000

000000000000 0D00O00000O00000000000
0000 184(CyoH,00Si)
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(11) JP 3766591 B2 2006.4.12

IR(NaCl)O 3052, 3021, 2954, 2926, 1670, 1457, 1371, 1252, 1190,

000001046, 892, 844.
Do0o0o

0000000000000 O00O00O00O0O00O00000000000000000
OmI0000OO0O0O00O00OD0OO00OO00OO0ODO0OO00OODOODODO0OOO0OOOOoooan
0000000000000 O00O00D0O00O00O0O0O0ONO0ONO0ONOO0ONooooon
000000000000 -00000000000000000000000000
0000000000000 O00O00O00O0O0DO00ONOD0ONO0ON0OooOoooooa
000000000000 00000000000

00000

000000000000 0O0O0O00O0oao

0000 110(C, H,,0)

TLCO(DOODO-00000 :8-2)RF=0.35
"H-NMR(200MHz,CDCl,)3 O 1.15(d, J=7.1Hz, 3H, H-7),

0 1.56-1.76(m, 1H, H-5a), 2.1(dqa, J;.,=13.3Hz,°J=4.9Hz, 1H, H-5e),

0 2.26-2.48(m, 2H, H-6), 2.49-2.62(m, 1H, H-4),

0 5.94(dd, *J=10.1Hz,*J=2.5Hz, 1H, H-2),

06.79 (ddd,®J=10.1Hz,%J=2.7Hz,*J=1.5Hz, 1H,H-3).

'3 C-NMR(50MHz,CDCI,)3 0 20.1 (C-7), 29.6 (C-5), 30.9 (C-4),

0 36.8 (C-6), 128.4 (C-2), 156.2 (C-3), 199.7 (C-1) .

IR(NaCl1)O 3025, 2958, 2932, 1683, 1617, 1458, 1391, 1375, 1251, 1094,
000001053, 1016, 828, 750.

00000
0000000000000 O00O00O00O0O0DO00ONOD0ONO0ON0OooOoooooa
000000000000 mMO0OO00OO0O0O0O00O00O0O0O0O00O0C0Oni0O0OO0O
0000000000000 D00O0000000O00000000000000000
0000000000000 O00O00O000O00O00000ONO0ON0ONOoONooooa
0000000000000 O00O0000000

00000

0000000000000 O00O00000O00O00O0O00O00OnOan

0000 252(C;3H;,6055)

000 71-740

TLCO((ODOOO-00000 :6-4)RF=0.2
"H-NMR(200MHz,CDCl;), -trans & 0 1.32 (d, J=6.9Hz, 3H, H-7),
01.5-1.7 (m, 1H, H-5), 2.15-2.3 (m, 1H, H-5),

02.35-2.5 (m, 3H, H-4,6), 2.55-2.68 (m, 2H, H-2),

0 3.17 (ddd, J=8Hz, J=6.6Hz, J=6.4Hz, 1H, H-3),

d7.52-7.72 (m, 3H, H ar.-3", 4%), 7.83-7.9 (m, 2H, H ar.-2%"),

O -cisd 0 1.44 (d, J=7.1Hz, 3H, H-7), 1.75-1.9 (m, 1H, H-5),
01.95-2.1 (m, 1H, H-5), 2.23-2.5 (m, 3H, H-4, 6),

02.73-2.9 (m, 2H, H-2), 3.34 (dt, J=12.9Hz, J=4Hz, 1H, H-3),
07.52-7.72 (m, 3H, H ar.-3", 4%), 7.83-7.9 (m, 2H, H ar.-2").
'3C-NMR(50MHz,CDCl,), -transd O 20.3 (C-7), 28.5 (C-4), 30.4 (C-5),
037.9 (C-6"), 38.6 (C-2"), 66.3 (C-3), 128.6 (C ar.-2"° ),

0129.1 (C ar.-3"° ), 133.9 (C ar.-4"), 137.2 (C ar.-1"),

0 206.6 (C-1) .

O -cisd 013 (C-7), 27.2 (C-4), 31.1 (C-5), 35.9 (C-6"), 36.9 (C-27),
064.6 (C-3), 128.3 (C ar.-2"° ), 129.1 (C ar.-3"° ),

0133.9 (C ar.-4"), 138 (C ar.-1"), 206.6 (C-1) .

MS(EI)D 111.1 (M-SO,Ph, 88), 110.1 (27), 83.15 (32), 77.1 (29),
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(12) JP 3766591 B2 2006.

069.1 (36), 55.2 (100)

00000

0000000000000 O0000000O00O000O0O0O0oOn
00000OmOO0O0OO0C0OO0O0O0O00O00O0O0O0O000000nO0
0000000000000 O00O00O0O0DO0O00O0OOoOoOn
0000000000000 00O000O00O00O0000O0O00On
000000000000 0D00O00O000O00000000000
0000000000000 O00O00000O00O000OoOOooooon
0000000

00000

0000000000000 O0000000O00O000O0O0O0oOn
000 0296(C;5H,0045)

000 105-1060

TLCO(DOODO-00000 :6-4)RF=0.3

"H-NMR(200MHz,CDCl,;), -transd O 1.23(d, J=6.1Hz, 3H, H-7),
01.37-1.77 (m, 6H, H-2a, 4, 5, 6),

1.84 (ddd, J,.,=12.9Hz, *J=3.7Hz,"J=2.7Hz, 1H, H-2e),

3.02 (ddd, ®J=13Hz,%J=10.3Hz, ®J=3.7Hz, 1H,H-3),

3.71-3.91 (m, 4H, 0-CH,-CH,-0),

7.48-7.67 (m, 3H, H ar.-3", 4*), 7.8-7.88 (m, 2H, H ar.-2")

0
O
O
0
0
01.84 (ddd, J,., =13Hz, °J=3.7Hz, ‘J=2.7Hz, 1H, H-2e),
02.02 (t, J=13Hz, 1H, H-2a), 2.30-2.45 (m, 1H, H-4),

0 3.29 (dt,*J=13Hz,%J=3.7Hz, 1H, H-3),
O 3.
O

7.8-7.88 (m, 2H, H ar.-2").
1

0128.6 (C ar.-3""), 129 (C ar.-2""), 133.5 (C ar.-4"),
0138 (C ar.-1%).

Oooooooo0oooooo oD ooDoDoooo0ooooDoDooogoQgoQgaoQg

(CH,-0), 108.2 (C-1), 128.3 (C ar.-2", 3"), 133.5 (C ar.-4"),
0 0138.5 (C ar.-1").

O IR(KBr)O 3060, 2968, 2938, 1583, 1448, 1301, 1267, 1158, 1144, 1082,

1023, 939, 916, 838, 749, 718, 689.

ooboocooooano

gbgoooche0.79, HO 6.8.

oooOOoOoO0oocboe0.5, HO6.9.

oooooao
gboboooobobobobooboobobobooooboobao
OCooooo0oU0o0odOm0ooooooooOmgOOmIODOODODODOODO
oooooooooooooooomoooooooboboboboODoDDD
ocooooooogmi0ooooooooooooooooooDOD
OCOmgOOmMIOO0O0O0O0O0O0O0O0O0O0O0O0O0O0O0O0OOOOODODODODOGO
gbooboooooboboboboobooboboboooooboobao
gbooboooooobobobooboooboboboboo-000b0000
ooboocoooooooooboooobooobooooboooooooan
gboboooobobobobooboobobobooooboobao
ubooboooood

oooooao

O 0Ooo0oooao
O Ooo0oooao
O Ooogooao
O Ooogooao
O O0OoQgooao
O O0Oo0gogooao
O O0Oo0gogoao
O 0Oo0oo0ooao

-cisd 01.18 (d, J=6.9Hz, 3H, H-7), 1.37-1.77 (m, 4H, H-5, 6),

OO0 ooooogogg
OO0 oooooogg
OO0 oooooogg
Ooooooogoo
Ooooooogoo
Oooo4ooogoo
Ooo4ooogono
OoooooooQgd

71-3.91 (m, 4H, 0-CH,-CH,-0), 7.48-7.67 (m, 3H, H ar.-3", 4"),

*C-NMR(50MHz,CDCl;), -transd O 20.4 (C-7), 31.9 (C-4), 32.6 (C-5),
034.1 (C-6), 35.8 (C-2), 64.4 (CH,-0), 66.8 (C-3), 107.9 (C-1),

.12

O -cisd : 12.4 (C-7), 26.7 (C-4), 29.2 (C-5, 6), 32 (C-2), 64.1 (C-3),0 0 64.4
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odo0o00o0oooo0oDoU0U0oDo0oU0o0oO0U0DOoOO0DOoDO0OU0DOoDOO0DOoDOoOUODODODOoOOO
0o0ooOoo0ooDoooooooDoDooooog
00000OdA452(C,5H,005S)
TLCO((ODOODO-00D000:6-4)RF=0.14
lH—NMR(ZOOMHZ,CDCI3)6 01.13 (d, J=6Hz, 3H, H-17),
01.28 (s large, 12H, H-9 a, H-14),

O

Ooooooooooooo4o0 oo oooooooDooogogooao

O

001.27 (s large, 12H, H-9 to, H-14), 1.40-1.57 (m, 4H,

01.43-1.6 (m, 9H,

01.87 (dd, Jge., =12.5Hz, J=3Hz, 1H, H-6e),

02.14 (t large, J=12.5Hz, 1H, H-6a), 2.43 (dd, Jgen

0 *J=2.5Hz, 1H, H-2), 3.63 (t, J=6.5Hz, 2H, H-16),
0 3.83-3.97 (m, 4H, 0-CH,-CH,-0), 7.49-7.68 (m, 3H,

0 7.80-7.88 (m, 2H,

Har.-2").

H-4, 5, 7, 8, 15), 1.67 (m, 1H, H-2),

=13.8Hz,

Har.-3", 47),

13 C-NMR(50MHz,CDCI;)3 O 16.1 (C-17), 24.4 (C-14), 25.6 (C-5"),
025.8 (C-7"), 29.5 (C-9, C-13), 30.3 (C-8), 32.7 (C-15),
0034.9 (C-6), 35.5 (C-4), 36.2 (C-2), 62.8 (C-16),
063.9, 65.1 (0-CH,-CH,-0), 71.2 (C-3), 108.4 (C-1),
0 128.7 (C ar.-3"), 130.1 (C ar.-2"), 133.3 (C ar.-4"),
00136.8 (C ar.-17).
IR(NaCl)O 3510, 3063, 2926, 2853, 1584, 1286, 1140, 1096, 1083.
MS(CI-NH; )0 470.3 (MNH,*, 2), 313.3 (MH,-SO0,Ph, 23),

O
g
u

O

O Ooogoog

Ooooooooooooao
OOoo0oooao

O

O
g
u

mlO

O

O

OO0 ooooogogg

O

ceMo (O
"H-NMR(200MHz,CDCI;)3 O 1.

O

O Oo0ooooao
O 0Oo0ooooao
O O0Oo0ooooao
O 0O0oO0ooOoooao
OoOoo0oo0oo0ooao
OoOoo0oo0oooao
OoOoo0oo0oo0ooao
OoOoo0ooooaoo
OoOoooooaoo

O
O0oO0O0o0000g
266(Cy7Hs00)
Ooo00-00000:

312.3 (MH-SO,Ph, 19), 311.2 (MH-SO,Ph, 100), 255.1 (19),
155 (5), 99 (59), 81 (5), 78 (9).

0000000000000 O0O0O0O0On
0000000000 mOOOO0O0O0O00O
00000OmOO0OO0O0O0O00O0000
OO00OmI0OO0O00O00O0O0D0O0O0O0000
0000000000000 000000
0000000000000 O0O0O0O0On
0000000000000 O0O0O0O0O00
0000000000000 O00O0O0O0d
6-4)RF=0.2
18 (d, J=7.1Hz, 3H, H-17),

H-8, 15),

001.76 (dga, Jg.,=13.3Hz, J=5.8Hz, 1H, H-5e), 2.01-2.13 (m, 1H,

~2.26 (m, 2H,

O
g
u
O
a
O
g
a
O
g
u
O

H-7), 2.28-2.56 (m, 3H, H-4, 6),
03.63 (t, J=6.4Hz, 2H, H-16), 5.8 (s large, 1H, H-2).

'3 C-NMR(50MHz, CDCI;)3 O 17.6 (C-17), 25.6 (C-14), 26.9 (C-5),
029.2 (C-9, C-13), 30 (C-8), 32.6 (C-15), 32.8 (C-4), 34 (C-7),

035.4 (C-6), 62.6 (C-16), 124.6 (C-2), 170.7 (C-3), 199

IR(NaCl)O 3450, 3058, 2926, 2854, 1665, 1624, 1055, 1043.
UV(ODODODOOOO)A maxd 288 nm (e 10840).
MS(EI)D 266.1 (M*, 31), 248.1 (M-H,0, 6), 236.1 (21),
0 165 (Cy1H,,0, 8), 151 (CyoH,50, 5), 138 (14),

0 137 (CoH,50, 100), 123.9 (98), 111 (85), 110 (21),
0109 (C,H,0, 38), 96 (56), 95 (29), 82.1 (11), 81 (29),
078.9 (15), 69 (10), 67 (29), 55 (38).
0O0o0O0O0O00o

oo
mlO
0o
oo
oQ
oo
oo

OO0Oo0ooooao
Ooo0oo0ogoood
Ooo0oo0ogoood
Ooo0oo0ogood
Oo0oo0ogoood

H-5a),0

.7 (C-1).

.15
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Ooooooogogooooao

OoooooogoQgdg

ooodo
0000
0ood0
0ooao

0o0o0
ooodo
0000
TLCO (O
MS(END

Oooooooogogoao

OOoo0ooood
O0Ooo0ooood

O

(14) JP 3766591 B2 2006.4.12

0chO 76.64, HO 11.35.
gchv76.5, HO 11.5.
O

0000000000000 O00O00DO00O00O0OODOOoO0ONooooa
0Dooooooo

280(Cy1gH3,02)

000-00000 :6-4)RF=0.21

280.1 (MO , 25), 262.1 (M-H,0, 7), 250.1 (21),

165 (C,,H;,0, 7), 151 (C;oH;50, 5), 138.1 (13),

137 (CoH,50, 100), 123.9 (94), 111 (86), 110 (20),

109 (C,Hs0, 41), 96 (46), 95.1 (26), 82.1 (10), 81 (28),
78.9 (15), 69 (12), 67 (28), 55 (35).

O

u
O
g
u

g
O
g

ugooand

gco77.09, HO 11.50.
gcdv76.9, HO 11.3.
U

000000000000 000000000000000000000000
0000000
294(C1oH5402)

TLCO (DO OO0-00000 :6-4)RF=0.22
MS(EI)D 294.1 (M*, 29), 276.1 (M-H,0, 8), 264.1 (21),

0165 (Cy;,H,,0, 7), 151 (CyoHy50, 4), 138.1 (12),

0 137 (CoH,,0, 100), 123.9 (88), 111 (73), 110 (17),
0109 (C,H,0, 36), 96 (37), 95.1 (22), 82 (9), 80.9 (28),
078.9 (13), 69 (12), 67 (25),

055 (32).

Oo0oooO0oo

00000CO77.50, HO 11.65.

00000CcO77.2, HO 11.5.

Do0o0O0O

000o

0000000000000 D00O0000000O00000000000000000
000000000000

000 0308(Cy0Hs60,)

TLCO(O O OO-00000 :6-4)RF=0.25

MS(EI)D 308.1 (M*, 31), 290.1 (M-H,0, 10), 278.1 (21),

164.9 (Cy1H,,0, 9), 151 (C,oH;50, 4), 138.1 (12),

137 (CoH,50, 90), 123.9 (100), 111 (73), 110 (17),

109 (C,Hg0, 40), 96 (33), 94.9 (26), 81 (25), 79 (13), 69 (14),
67 (23), 55 (37).

O

Ooooooggdg
OoOoo0oooogod

goond

oco77.87, HO 11.76.
gcdv77.6, HO 11.5.
u

0000000000000 00000000000000000000000
0ooooooooo
322(C21H5502)
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OooDoooo0ooDooooogooooaog
Ooooooooooooooggg
OoDooooooooooooggg

(15) JP 3766591 B2 2006.4.12

TLCO (DO DODO-0000 0 :6-4)RF=0.3
MS(EI)D 322.2 (M", 37), 304.1 (M-H,0, 12), 292.1 (21),

0 164.9 (C,,H;,0, 9), 151 (C;oH;50, 4), 138.1 (12),
0137 (CoH,5, 98), 123.9 (100), 111 (69), 110 (17),
0109 (C,He,0, 43), 96 (30),

094.9 (24), 81 (24), 78.9 (13), 69 (15), 67 (25), 55 (37).
0ooO0o0Ooo0o

00000CH78.20, HO 11.88.

00000CO78.6, HO 11.9.

00000

0000

000000000000 0D00O00000O000000000
00000000 O0O0OmOOOOmMIOOOOO0OO0OODOOO
0000000000000 O00O000O0O0O00O00O0OOO
000000000000 0D00O00000O000000000
0000000000000 O00O000O0O0O00O00O0OOnO
00000

oooocoobooooao
oooDooooOmiOD O
oooooooboooao
oooocoobooooao

gobobocooboooobooobooobooobobooboooobooobooooobooooao

266(Cy 4H,5055)

00 0O 84-860

TLCO(DOODO-00000 :6-4)RF=0.3
"H-NMR(200MHz,CDCI,)d O 1.52 (s, 6H, H-7, 8),
01.67 (ddd, Jg., =14Hz, °J=12.3Hz,%J=4.4Hz, 1H, H-5a),
.85 (ddd, Jg., =14Hz, *J=6.2Hz, °J=4.4Hz, 1H, H-5e),
.26 (ddd, Jg., =15.5Hz, *J=4.6Hz, ‘J=2Hz, 1H, H-2e),
.29 (dtd, Jgo, =15.7Hz, *J=4.4Hz, *J=2Hz, 1H, H-6e),

.75 (ddd, Jg., =15.5Hz, °J=12.2Hz,"J=1Hz, 1H, H-2a),

.18 (dd, *J=12.2Hz,%J=4.6Hz, 1H, H-3),

O0O0oo0oo0oaoao
w NN NN

i
w

*

38.9 (C-2), 40.8 (C-5), 69 (C-3), 128.4 (C ar.-2""),
129.3 (C ar.-3""), 133.8 (C ar.-4"), 139.1 (C ar.-1"),
207.1 (C-1).

oooo

0 CO 63.13, HO 6.8.

CO 63, HO 6.6.

OO0 oooooogogg
O 0O0ooooao
O 0O0OooOoooao
O 0Oo0oo0oo0ooao
I I I O
O 0Ooo0oo0oooao
O 0Ooo0oo0oooao
O 0Ooo0oo0oooao
O0Ooo0oooo
O 0Ooo0oooao
O0Ooo0oooo
O0Ooo0oooao
O0Ooo0oooao
O0Ooo0oooao
O Ooo0oooao
O0Oo0oooao
O 0OoO0oooaog
O 0Oo0Oo0ooaog
O 0OoO0Oooog
O0Oo0oo0oo0oao
O0Ooo0oo0ooao
O0Ooo0oo0ooao
O0Ooo0oo0ooao
O0Ooo0oooo
O0Ooo0oooo

O

Oo0o0o0oooooooooooboooooooononoao
OO0
310(Cy 6 Hy,04S)

O
O
O
O
O
O
O
O
O
O
O
O
O
O
O
113-1150

O0Ooo0oooo

7.52-7.7 (m, 3H, H ar.-3", 4%), 7.82-7.88 (m, 2H, H ar.-2").
C-NMR(50MHz,CDCI;)d O 21.3 (C-7), 30 (C-8), 34.8 (C-4), 37.1 (C-6),

oo
mlO
oo
oo
oo
oo

oo

.51 (dddd, Jg., =15.7Hz,°J=12.3Hz, °J=6.2Hz,*J=1Hz, 1H, H-6a),

O0Ooo0oooao

O0Ooo0oooao

O Ooo0oooao

O0Ooo0oooao

O 0Oo0oooaog

OoOoo0oo0oogao
OoooOoo0ooano
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TLCO(DOODO-00000:6-4)RF=0.36

"H-NMR(200MHz,CDCI,)3 O 1.27 (s, 3H, H-7), 1.34-1.41 (m, 1H, H-5),
01.37 (s, 3H, H-8), 1.45-1.78 (m, 4H, H-2e, 5, 6),

2.01 (t,%°J=13.1Hz, 1H, H-2a),

3.15 (dd, ®J=13.1Hz,%J=3.4Hz, 1H, H-3),

3.6-3.93 (m, 4H, 0-CH,-CH,-0), 7.50-7.67 (m, 3H, H ar.-3", 4"),
7.86-7.90 (m, 2H, H ar.-2").

C-NMR(50MHz, CDCI;)3 O 20 (C-7), 30.6 (C-8), 30.8 (C-6),

O oOooo

[,
w

032.5 (C-2), 34.5 (C-4), 40.8 (C-5), 64 (0-CH,-CH,-0),
0 64.3 (0-CH,-CH,-0), 68.8 (C-3), 108.1 (C-1), 128.3 (C ar.-2""),

0129 (C ar.-3""), 133.3 (C ar.-4"), 139.9 (C ar.-1").

OooooOoOo000

O0000CcOe61.91, HO 7.14.

Oo000D0OcOe2, HO7.1.

ooooo
Oo0o0oo0oDoooooooooooooooooooooooooooooooooao
0oooDoo0o0oo0D0ODOdOoOmgDO0O0O0DOODODOO0OOmgO0OMIODODODODODOOOOODOO
0000000000000 00O0O00O0mMO00000D00O0O0O0O00oooooan
Of0oooooooooomiCO0D00D00D0ODO0DO0OU0DO0OLDO0OODODODUODODODOLoDoOooOoOon
O0O0O0OOmg0OmIOOCOCOODODOOOO0
goooooooogoooooooooogoooooooooooooooooooao
gooooooocoooooooocooooooooocoooooooooooooao
0000000000000 000O00000000000O000000o0DoooO0d
Oo0o0oo0oDoooooooooooooooooooooooooooooooooao
gooooooocogoooooooocootoooooooooooooooodg
ooooo
gooooooocoooooooocooooooooocoooooooooooooao
ooooo00

0000 466(C,eHs5059)

TLCO(ODODOO-00000 :6-4)RF=0.15
"H-NMR(200MHz,CDCI;)3 O 1.17 (s, 3H, H-7),

01.05-1.4 (m, 14H, H-8 to H-14), 1.42 (s, 3H, H-18),

01.49-1.64 (m, 2H, H-15), 1.77-2.00 (m, 4H, H-2, 6),

02.6 (d, Jg.,=14.3Hz, 1H, H-2), 3.65 (t, J=6.3Hz, 2H, H-16),

03.77-3.96 (m, 4H, 0-CH,-CH,-0), 7.47-7.66 (m, 3H, H ar.-3", 4%),
07.83-7.88 (m, 2H, H ar.-2").

13 C-NMR(50MHz,CDCI;)3 O 24.1 (C-14), 25.4 (C-17, 18), 25.7 (C-7),

029.5 (C-10 to C-13), 30.2 (C-8), 31.1 (C-2"), 31.5 (C-6"),

032.7 (C-15), 33.3 (C-9), 38.1 (C-4), 38.6 (C-5), 62.9 (C-16),

0 63.8 et 64.7 (0-CH,-CH,-0), 75 (C-3), 108.9 (C-1),

0 128.8 (C ar.-2"), 129.8 (C ar.-3"), 133.2 (C ar.-4"),

0 140.7 (C ar.-17).

IR(NaCl1)D 3474, 3064, 2925, 2853, 1590, 1464, 1447, 1297, 1135,

O0O00O 1078, 729, 692.

MS(CI-NH, )0 484.3 (MNH,*, 12), 327.3 (44), 326.3 (22),

0 325.3 (M-S0,Ph, 100), 282.2 (5), 265.2 (6), 255.2 (5), 174.9 (8),

0160 (6), 99 (17).
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(17) JP 3766591 B2 2006.4.12

s Y |

uboboboooooobodbobodomgbbobbobooooboaobd
oooooooOoOooooomuooooooooooooooooon
gbobobooboooboboboboooboooboboboboobooad
ooboooooboocoooooobooooooooboocobooooboooonn
gbobobgooboobobobobuooooboobobobooood

Oo0oo0ogod

O

gboboboooooboobobooooobobooogogooboobognn

00 00280(C;gHz,0,) 10
TLCO(ODODOO-00000 :6-4)RF=0.25

"H-NMR(200MHz,CDCI;)3 O 1.16 (s, 6H, H-17, 18),

01.30 (s large, 12H, H-9 to H-14), 1.42-1.63 (m, 4H, H-8, 15),

01.85 (t, J=6.6Hz, 2H, H-5), 2.19 (t, J=7Hz, 2H, H-7),

02.44 (t, J=6.6Hz, 2H, H-6), 3.64 (t, J=6.4Hz, 2H, H-16),

05.79 (s, 1H, H-2)

'3 C-NMR(50MHz,CDCI;)3 O 25.7 (C-14), 26.4 (C-17, 18), 27.4 (C-8),

0029.4 (C-9 to C-13), 31.9 (C-7), 32.7 (C-15), 34.2 (C-6), 35.6 (C-4),0 0 37.9
(C-5), 62.9 (C-16), 124.2 (C-2), 172.9 (C-3), 199.6 (C-1).

IR(NaCl)D 3425, 2928, 2853, 1660, 1610, 1464, 1412, 1366, 1330, 1276, 20
000001245, 867.

w@oooooo)x maxd 232 nm (¢ 12120).

MS(EI)D 280 (M*, 24), 262.1 (M-H,0, 4), 250.1 (21), 224 (8),

196.1 (6), 179 (C;,H;00, 8), 152.1 (12), 151 (CyoH;50, 100),

138 (35), 125.1 (34), 124.1 (31), 123 (39), 121 (13), 110 (23),

109 (27), 107 (C;H,0, 11), 96 (27), 95 (36), 82 (12), 81 (21),

79 (16), 69 (15), 67 (29), 55.1 (33).

OoooooogoQgooao

OoOoo0oooao
Ooooooogod

O

O

O

ooooao

gcd77.09, HO 11.50.

ocov77.3, HO 11.4. 30
O

gbooobooboobobouoboooboboboboobooboboboooad
goboooboooood

OOoo0oooao

TLCO(O OOO0-00000 :6-4)RF=0.25

MS(EI)D 294 (M*, 14), 276.1 (M-H,0, 4), 264.1 (23), 249.1 (5),

00 238.1 (6), 210.1 (4), 195.1 (5), 179 (Cy,H;,0, 8), 152.1 (13),

00 151 (CyoH;50, 100), 138 (30), 125.1 (40), 124.1 (31), 123 (43),

00121 (14), 110 (24), 109 (28), 107 (C,H,0, 10), 97 (11), 96.1 (25), 95 (40), 40
83.1 (11), 82 (11), 81 (20), 79 (16), 69 (18), 67 (32), 55 (38).

Ooo0oooogQgoo
. 1 Y Y [ |

—

LS i s [ s [ Y |

O
~

O

OOoooooaog

Ooo000ono

O0cO77.50, HO 11.64.

goocOov77.4, HO 11.4.

OO

O

go0d0ooooooooo0ooobooooooooooooooooooooonon
Ooo0oo0ooooooOooOooao

0 308(C50H360,)

0000-00000 :6-4)Rf=0.27 50



(18) JP 3766591 B2 2006.4.12

MS(EI)D 308 (M*, 19), 290.1 (M-H,0, 5), 278.1 (25), 263.1 (6),

252.1 (6), 209.1 (6), 179 (Cy,H,40, 8), 152.1 (12),

151 (C,oH;50, 100), 138 (26), 125.1 (35), 124(28), 123 (40),
121 (13), 110.1 (18), 109 (22), 96 (21), 95 (32), 82 (10),
81 (17), 79 (12), 69 (16), 67 (25), 55 (37).

ugooand

gcov77.87, HO 11.76.
gcov7s, HO 11.7.

U

0000000000000 O00O000O00O0000O0O00O00ONOOnood
000000000000

322(C, 1 H350,)

0D000-00000:6-4)RF=0.3

322.2 (M, 19), 304 (M-H,0, 6), 292.2 (22), 277.1 (6),

266.1 (5), 223.1 (5), 179 (Cy,H,40, 8), 152.1 (13),

151 (C,oH;50, 100), 138 (25), 125.1 (34), 124.1 (28), 122.9 (48),
121 (14), 110 (18), 109 (23), 96.1 (21), 95 (33), 83.1 (10),

81 (18), 79 (12), 69 (18), 67 (24), 55 (40).

ooon

gcd 78.20, HO 11.88.
0och78.4, HO 11.6.
O

0000000000000 O00O000O00O000000000000000
0000000000000

336(C;2Hs002)

000-00000:6-4)RF=0.3

336.2 (M*, 20), 318 (M-H,0, 6), 306.2 (6), 291.2 (5),

280.1 (5), 237.1 (5), 179.1 (C;,H;,0, 9), 152.1 (13),

151 (C,oH;50, 100), 138 (30), 125.1 (33), 124 (29), 122.9 (56),
110 (17), 109 (25), 96.1 (22), 95 (33), 83.1 (12), 81.1 (19),
79 (12), 69 (20), 67 (28), 55 (40).
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00

00

00

00
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0o0o0O0o
0oooo
0o0oO0o
00000
Do0ooo
0 TLCO (O
0 MS(END
00

00

00

00

00000
Do0ooo
00000
0oooo
Doooo
0o0o0O0o
0oooo
0o0oO0o
00000
Do0ooo
00000
0oooo
Doooo
0 TLCO (O

goon

0chO 78.51, HO 11.98.
ocov78.3, HO12.1.
O

ooooobooag
oooooomld
gboooooaoad
goooobogd
gbooooooa

ooboocoobOoobooooboobooobooobooao
oooooooooobooooooowmiD0booonn
ugbogboobobobuobooboobobooboodd
oboocoobOooboooobooobooobooao
ogbooobooan

O Oogoo
O Ooooo
O Ooooo

g
goooboboooobbtboououobobbuoouobbooooo
252(Cy3H;6035)

OO00-000D0O0 :6-4)Rf=0.25

O "H-NMR(200MHz,CDCl5),-cisd O 1.41 (d, J=7.19Hz, 3H, H-7),
0 01.49-1.68 (m, 1H, H-5), 1.96-2.33 (m, 4H, H-4, 5, 6e),
0 02.57 (ddd, J=14.8Hz, J=12.5Hz, J=6.2Hz, 1H, H-6a),
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(19) JP 3766591 B2 2006.4.12

02.85-3.01 (m, 1H, H-2), 3.31 (dt, ®J=11.2Hz,*J=4.1Hz, 1H, H-3),

0 7.54-7.73 (m, 3H, H ar.-3", 4%), 7.87-7.92 (m, 2H, H ar.-2").

'3 C-NMR(50MHz,CDCl;), -transd O 14.7 (C-7), 22.7 (C-5), 24.6 (C-4),
0 39.2 (C-6), 45 (C-2), 68.2 (C-3), 128.7 (C ar.-2""),

0129.3 (C ar.-3""), 133.9 (C ar.-4"), 138.2 (C ar.-1%),

0209.2 (C-1).

0 -cisd : 12.7 (C-7), 20.2 (C-5), 23.2 (C-4), 36.9 (C-6), 44 (C-2),
065 (C-3), 128.3 (C ar.-2""), 129.3 (C ar.-3""), 133.9 (C ar.-4"),
0138.2 (C ar.-1"), 209.2 (C-1).

ooood0

000000000000 000000O0000000000000000
0000OmMOO0OO000D00000O000000000000mIO0000
0000000000000 000000000000000000000
000000000000 000000O0000000000000000
000000000000 0000000000000000000000
000000000000 000000O0000000000000000
Oooooo

ooood0

000000000000 000000O0000000000000000

000 0296(C,5Hy0045)

000 76-770

TLCO(DOODO-00000 :6-4)RF=0.4

"H-NMR(200MHz,CDCl,),-transd O 1.24 (d, J=6.8Hz, 3H, H-7),
01.32-1.53 (m, 2H, H-5), 1.60-1.85 (m, 4H, H-4, 6),

.12 (dga,’J=11.3Hz, *J=6.8Hz, 1H, H-2),

.14 (dt, %J=11.3Hz,%J=3.5Hz, 1H, H-3),

.83-3.99 (m, 4H, 0-CH,-CH,-0), 7.49-7.68 (m, 3H, H ar.-3", 4),
.83-7.93 (m, 2H, H ar.-27).

-cisd 0 1.24 (d, J=7.1Hz, 3H, H-7), 1.32-1.53 (m, 2H, H-5),

~N W wN

3.34 (dt, %J=12.3Hz,%J=3.6Hz, 1H, H-3),

3.83-3.99 (m, 4H, 0-CH,-CH,-0), 7.48-7.67 (m, 3H, H ar.-3", 4%),
7.8-7.88 (m, 2H, H ar.-2").

C-NMR(50MHz,CDCl,),-transd O 11.7 (C-7), 21.5 (C-5), 27.2 (C-4),

OoooooogogQgoao

[,
w

I I I
I I I
I I
I I
I I

1.60-1.85 (m, 4H, H-4, 6), 2.43 (dga, >J=7.1Hz, >J=3.6Hz, 1H, H-2),

0 34.3 (C-6), 40.6 (C-2), 65.3 (0-CH,-CH,-0), 67 (C-3), 110 (C-1),

0128.5 (C ar.-2""), 129 (C ar.-3""), 133.4 (C ar.-4"),

0138.7 (C ar.-1").

O -cisd 010.1 (C-7), 19 (C-5), 21.5 (C-4), 29 (C-6), 36.4 (C-2),

0 63.8 (C-3), 64.3 (0-CH,-CH,-0), 110.2 (C-1), 128.4 (C ar.-2""),

0129 (C ar.-3""), 133.4 (C ar.-4"), 139 (C ar.-1").

oooooooo

0OD0D0D0O0CO60.79, HO 6.8.

OO0O0Ooocdel, HO6.7.

Oooo0oOoQo

0000000000000 00000000000000O0D00000000000
O0000O000mg0OO0O0OO0O0O0O0O0O0O0mgOOmIOOOO0O0O00000000000
0000000000000 O0O0OmID00D0DDOOOO0O0O0O0O000000000O0
00000000 0OmMOO0OO0OO00O0O000000000000000000000O0
OmgDOmIDOOOODDOOOOOOOOO0O0OODOOOOOOOOOOO0O0D0OOOOO
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Ooo0oooooo0oooooo4o0 oo oDooooo oo oDoDoDoDoo0ooooDoDooogoQgogoaog
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0000
0000
0000
0000
0000
0000
0000
0000
0000
TLCO (O

O Ooo0oooao

O

I I B
I I B R

O

0

oooooooaon
oooooooao
oooooooao
oooooooaon
00

oooooooaon

gooobbooooao
452(Cy5H40055)

000-00000 :6-4)RF=0.2
"H-NMR(200MHz,CDC1,)3 O 1.14 (d, J=6.8Hz, 3H, H-17),

O
O
O
O

O
O

O
O
O
O

oo
oo

(20)

JP 3766591 B2 2006.4.

ooboboooooobobocoooboobooboooan
gobooboooobobooobooboogao
oooboooooooboooboboooboooo
oooboooooooobobocobobooboooan

goboooboooobooobooboooano

01.27 (s large, 14H, H-8 to H-14), 1.42-1.75 (m, 6H,
H-4, 6),

01.85 (ga, J=6.8Hz, 1H, H-2), 2.15-2.33 (m, 4H,
03.63 (t, J=6.5Hz, 2H, H-16), 3.71-4.06 (m, 4H, 0-CH,-CH,-0),

0 7.48-7.67 (m, 3H,

H ar.-3", 4%), 7.84-7.89 (m, 2H,
'3 C-NMR(50MHz,CDCI;)8 O 7.7 (C-17), 18.7 (C-5), 23.7 (C-14),

H-5, 7, 15),

Har.-2%).

025 (C-4), 25.6 (C-7), 29.4 (C-9 to C-13), 30.3 (C-8), 32.6 (C-15),
034.9 (C-6), 43 (C-2), 62.6 (C-16), 64,

0 133.3 (C ar.-4"), 137.2 (C ar.-1").
IR(NaCl)O 3515, 3063, 2926, 2853, 1585, 1286, 1140, 1098, 1083.

O

OooooogogQgoao

O Ooooo
O Ooogooao

O

a
O
g

u
O
g

miO

O

O

O

O

Ooooooggogoao

O

TLCO (O
'H-NMR(200MHz,CDCl,)8 O 1.27 (s large, 12H, H-9 to H-14),
01.44-1.63 (m, 4H,
01.91 (q, J=6.3Hz, 2H, H-5), 2.18-2.41 (m, 6H,

0 3.64 (t, J=6.5Hz, 2H, H-16).

0

O O0OoQgooooao
O O0OO0ooooao
O 0O0OooOoooao
OO 0OooOoooao
O 0Ooo0oo0oooao
O 0Ooo0oo0oooao
O 0Ooo0oo0oooao
O 0Ooo0oo0oooao
O 0Ooo0ooooao
O Ooo0ooooao
O Ooo0ooooao
O 0Ooo0ooooao

0

gono
266(C17H3002)

gbo-obabod

od

O

ooood

H-8, 15), 1.76 (s, 3H,

oo
oo
oo
ml0O
oo
oo
oo

oo

16-4)RF=0.2

O O0Oo0ooooao

oo
oo
mgQd
o0
oo
oo
oo

oo

Oo0Oo0oood

65.5 (0-CH,-CH,-0),
072 (C-3), 110.3 (C-1), 128.6 (C ar.-3""), 130 (C ar.-2""),

0O0o0O0o0O0o0on
Omg0 0O O0OO00O
DO0o00O00O0O00
000000000
DO0oo0oooon
000000000
OO0oO0o0ooonO
000O00o0oO0oQ

H-17),

H-4, 6, 7).,

'3 C-NMR(50MHz,CDCI;)3 O 10.7 (C-17), 22.4 (C-5), 25.7 (C-14),
00 27.3 (C-4), 29.5 (C-9 to C-13), 30.8 (C-8), 32.7 (C-15), 35.2 (C-7),0 0O 37.6
(C-6), 62.8 (C-16), 130.6 (C-2), 159.4 (C-3), 199.6 (C-1).
IR(NaCl)O 3455, 2926, 2853, 1665, 1620, 1450, 1120, 1055.

MS(EI)D 266.2 (M*, 7), 137 (51), 125 (9), 124 (100), 111 (15),

109 (11), 96 (15), 67 (11), 55.1 (11).
0000
0 cO 76.64,

O

O

g
u
O
g
u
O

0ch 76.4,

O

HO 11.35.

HO 11.7.

O O0O0ooooao
Ooo0Oo0ogoood

oo
mlO
od
Od
oo
oo
oo

od

Oo0Oo0oood
O0Oo0oood
O0Oo0ogoood
O O0O0oo0oooao
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00000 280(C;4Hs50,)

TLCO(O OO0DO-00000:6-4)RF=0.24

MS(EI)O 280.2 (M", 6), 137 (43), 125 (9), 124 (100), 111 (14),
109 (9), 96 (13), 67 (7)., 55.1 (11).

e e s e e s |

Oooooooooooogdg
Ooooooogooooodg
Ooooooogogogoooao
OoDooooogogogoooao

Ooooooodg
OOoooooao
O0Ooo0ooood

O

O

O

O

O Ooo0oooao

O

TLCO (O
MS(END
109 (9), 96 (13), 67.1 (7), 55.1 (11).

Oooooooogd
OOoo0ooooao
OO0oOo0ooood

O

O

O

O

O Ooo0oooao

O

TLCO (O
MS(END
111 (15), 109 (8), 96 (11), 55.1 (10).

Ooooooogdg
OOoo0oooao
OoOoo0oooogod

O

O

O

O

O

O Oooooao

O

TLCO (O
MS(END
109 (9), 96 (10), 67.1 (7), 55.1 (10).

O

O

oooo

och77.09, HO 11.50.
ochv76.8, HO 11.3.
O

000000000000 0O0000O0000O00000000000000
0oooooooo

294(CyoH3402)

00O0-00000 :6-4)RF=0.26

294.2 (M*, 6), 137 (44), 125 (10), 124 (100), 111 (14),

gooo

0 ch 77.50, HO 11.64.
gcov77.6, HO 11.8.
g

0000000000000 O000000D0O00O000O0ODO0O0oOnoond
0Doo0ooo0oon

308(C20H3602)

000-00000 :6-4)RF=0.28

308.2 (M*, 6), 138 (6), 137 (40), 125 (9), 124 (100),

gooad

oco77.87, HO 11.76.
gcd 78, HO 11.5.

u

0000000000000 O0000000DO00O000O0D0O00O0oonoond
000000000

322(C21H3502)

000-00000:6-4)RF=0.3

322.2 (M*, 6), 137 (45), 125 (9), 124 (100), 111 (15),

gooad

gcho 78.20, HO 11.88.

gcd78.5, HO 11.9.

U
gbooobooboboboboboobobobooboobgoogooogooaooboao
oo0o0o0o0Omg000O0o0ooooooooooeéGgmp)ooooooobo0n
oooooooooooooobooooooobooooooooooweoOonn
oooooooooooooooooooooooomoooooooooo
gooooobooooobooooobooooooobooobooooooOomgonO
gboooooobobobobooobobobobobooooboobobobooboo
ooooooom00ooooooooooooooooooooooooao
gooboboooboooooboooobooooooboooobooooooobooao

10

20

30

40



(22) JP 3766591 B2 2006.4.12

ugbogbooboobobobobooobobobuoooobobobobooobooobonb

uooboocoboooobooooboooooooobooobooooboooboboobooonD:s

2064000 00mg0 00 O0O0DOODOODO
TLC:(ODOOO-00000 :5-5) RF=0.43
1H—NMR(200MH2,CDCI3),6 :0.87(s,3H,H-19), 0.97(s,3H,H-20),
1.16(s,br.14H,H-10,to H-16), 1.2-1.57(m,8H,H-4,5,9,17),
1.94(s,3H,H-21), 1.98-2.25(m,4H,H-8,3),

3.61(t,J=6.8 Hz,1H,H-18), 3.71(t,J=6.8 Hz,1H,H-7),
7.48-7.65(m,3H,H ar.-3",4"), 7.86-7.92(m,2H,H ar.-2"),
13C—NMR(SOMHZ),6 :19(C-4), 23(C-21), 25.7(C-16), 28.5(C-8),

a
O
g
u

0 28.9(C-19,20), 29.4(C-9 to C-15), 31.2(C-17), 32.7(C-3),

0 35.9(C-6), 39.8(C-5), 63(C-18), 67.9(C-7),

0 128.4(C ar.-2"), 130.5(C-2), 133.5(C ar.-4"), 137.8(C-1),

0 141.8(C ar.-1%)

00 :77-780

Dooooo

0o0oO0o

000000000000 0O0000000O00000000000000000000
0000000000000 OmOOO0O0D0DO00ONODON0ON0NONOO0O0ONoOoooo
OO00OmIDO0OO0OO0O0O0OOO0OOO0OOO0OONaHPO, O0OmgD0O0O0D00O00O0O0D0O000O
0000000000 O0ONaDDOO0OOCODOODOO0OOCODOOO0OODODOOONOODOod
0000000000000 O00O000O0D0O00D00DN,00000000000000
000000000000 0O0000000O00000000000000000000
D0000000000:8-2000000000000000000000000000
000000000000 00000000000000O0mn00000000000
0ooooo

TLC:(D O DOO-00000 :8-2) RF=0.52

6C:40-2800 O 200 /minO 10.73min;

"H-NMR(200MHz,CDCI5),d :0.96(s,6H,H-19,20),

O 1.27(s,br,16H,H-9 to H-16), 1.35-1.54(m,8H,H-4,5,8,17),
O 1.57(s,3H,H-21), 1.83-2.03(m,4H,H-3,7),

O 3.62(t,J=6.5Hz,2H,H-18).

L3C-NMR(50 MHz),d :19.6(C-4), 19.8(C-21), 25.7(C-16),

0 28.6(C-19,20), 28.9(C-8), 29.6(C-9 to C-15), 30.5(C-17),
O 32.8(C-3"), 32.81(C-7"), 34.8(C-6), 39.8(C-5), 63(C-18),

0 126.3(C-2), 137.8(C-1).

IR:3330(broad,0-H), 2925, 2852(w,C-H), 1466(s,C-H), 1112(s,C-0)

Ooooooao

ooooo
O000000000000000000000000000000000000000
O0OmgD OO0 O0ODODOODODODODOOOOODOODODOOOOOmIODODODOODOOOOmIODO
00000000000 00000000000000000000000000000
gooooooooooooooocooooooooooooooooooooooonoano
0000000000000 D000O0O00000000D0O0O0O0O00000OOoOooooOaOn
OoOoOoooooogogoao

Ooooooao

TLC:(DODODO-00000 :5-5) RF=0.75

GC:40-2800 O 200 /min0 11.02;

' H-NMR(200MHz,CDCl,),8 :0.96(s,6H,H-19,20), 1.27(s,br,16H,H-9 to H-16),
0 1.35-1.54(m,8H,H-4,5,8,17), 1.57(s,3H,H-21), 1.83-2.03(m,4H,H-3,7),

10

20

30

40

50



(23) JP 3766591 B2 2006.4.12

O 2.04(s,3H,CH;-C00), 4.04(t,J=6.6Hz,2H,H-18).

13C—NMR(SOMHZ),6 :19.5(C-4), 19.8(C-21),20.9(CH;-C00), 25.9(C-16),

O 28.6(C-19,20), 28.9(C-8), 29.6(C-9 to C-15), 30.5(C-17),

O 32.7(C—7*), 32.75(C—3*), 34.8(C-6), 39.9(C-5), 64.6(C-18),

O 126.3(C-2), 137.8(C-1), 171.2(CH;-C00).

IRv :2925, 2852(w,C-H), 1744(w,C=0), 1466(s,C-H), 1238(w,C-0)

ooooo

0000000000000 oO0U0DoDOoO0ooDoU0UU0o0DoDOOoDoDUoUoUooDoODOoOooOad
OOmgO 00000000 O0DDOO0ODOUODOOUODOOOODOmMIDOOOOOMIOO
000000000 DoDo00oDoO0o0oOmg0 000000 0DOOD0DOtBuOOH O OO0OMm
ID000000000d00D0D0O0D0Do00U0DOoDU0U00D0DU00DOo0DU0OU0DOOUODDODOOOoOoOON
a,S0; 00000000000 U0DOo0U0DO0DU0UO0DOoDO0oUoDoOOoO0DoDoODOooDoOoDOooOoDoOO
0000000000000 0000000D00D0D0D0Do0Do0DO0D0Do0Do0oD0D0DUoo0o0D0DO0DO
Jodoo0-00o0gpooesdispo9opiodooddooooDoU0oOooooooOoooao
0000000000000 U0oDo0U0DO0oO00DOoOO00D0DO0OO0O0DOoOO0O0DOddmgO
oooooooogao

oooooao

TLC:(ODOOO-000D00 :3-7):Rf=0.68

GC:40-2800 O 200 /min0O 12.2min,990 O

lH-NMR(ZOOMHZ)D o :1.13(s,6H,H-19,20), 1.26(s,br,16H,H-9 to H-16),

O 1.35-1.69(m,4H,H-8,17),1.73(s,3H,H-21), 1.78(t,J=7.5Hz,2H,H-5),

O 2.02(s,3H,CH;-C00), 2.11-2.19(m,2H,H-7),

O 2.43(t,J=6.8Hz,2H,H-6), 4.03(t,J=6.8Hz,2H,H-18).

13C—NMR(50MHz),6 :11.5(C-21),20.9(CH; -C00), 25.8(C-16), 26.8(C-19,20),

O 28.8(C-8), 29.1(C-17), 29.5(C-9 to C-15), 30.45(C-7), 34.2(C-5),

O 36.2(C-4), 37.3(C-6), 64.5(C-18), 130.5(C-2), 165(C-3),

O 171(CH;-C00), 199(C-1).

IR:2925, 2852(w,C-H), 1741(w,C=0), 1667(w,C-0), 1607(s,C-C),

0 1468(s,C-H), 1239(w,C-0).

Dooooo

0o0o0O0o

0000000000000 O00O000C00DO00O000OODON0ON0ONOO0Ooooooao
00000O0OmOOD0O0O0D00O0C0OO0DODOD0OO0OO0DONO0ONO0ONOO0OO0OOmnOOnO
0000K,C0, 0Omg0 0000000000000 O0DON0OON0OONOO0DON0ON0ONOOO
DO00OO0OC0OOOOWCIOpHO 0O DOODOOO0OOCODOOOODOODOOOOODODOOO
000000000000 0D0000000O00000000000000000000

-0000008-207-30 00000000000 DO0ODODODODOODODOOOOO
000000000000 oO0U0D0DOoUDO0OU0U0DDOoDUOU0DD0DOmMDOOOO0OOODOO
oo

oooooao

TLC:(DOOO-00000 :7-3)RF=0.2

GC:40-2800 (200 /min) 12min,990 ;

1H—NMR(200MHZ),6 :1.13(s,6H,H-19,20), 1.26(s,br,16H,H-9 to H-16),

O 1.35-1.69(m,4H,H-8,17), 1.73(s,3H,H-21), 1.77(t,J=7.5Hz,2H,H-5),

o 2.11-2.19(m,2H,H-7), 2.43(t,J=6.8Hz,2H,H-6),

O 3.61(t,J=6.8Hz,2H,H-18).

13C—NMR(SOMHZ),6 :11.4(C-21), 25.7(C-16), 26.8(C-19,20), 28.8(C-8),

0 29.5(C-9, to C-15), 30.45(C-7), 32.7(C-17), 34.2(C-5), 36.2(C-4),

O 37.3(C-6), 62.9(C-18), 130.4(C-2), 165.4(C-3), 199(C-1).

IR:3440(broad OH);2925, 2852(w,C-H), 1666(w,C=0), 1605(s,C=C),

10

20

30

40

50



Oo0oooooo0oooooooooooooDoDoooo0ooDoooggg
Oo0oooooo0ooooooooooooDooooogooDoooggog

1467(s,C-H)

Oo0oooooo4o0ooDooooooooDoDooogogooao

OOoo0oooao

O

O

O

OO0 X Oooo4ooooooooooooooogogoooooggog

(24)

O

ood
0o0o0o0ooooooooooooao
oooooooooooooooao
O
0o0oooooooooooooao
oooooooo

O
0o0o0o0ooooooooooooao
oooooooooo

O
0o0oooooooooooooao
ooooooooood

O
0o0oooooooooooooaon
oooooooooo

O

ooooood
0o0oooooooooooooao
Borg J., et al. Dev. Brain Res.
OOmmO0 000000000 OOO
0o0o0ooooooooooooano
0o0o0o0ooooooooooooao
00 0000000000000
0o0oooooooooooooao
ooooooooooo

O

oono

goaog

oono

goaog

ooo

od

oo

od

oo

oo

0oo) O

1985,

ooo
goag
oono
good
ugoad

18,
od
ao
od
oo
g o

od

oo

od

oo

oo

g
370
g

JP 3766591 B2 2006.4.12

ooooao

goood

ooooao

goood

ooood

oooon
oooaono
0000

0o
mlO
0o
0o

O Ooo0ooio;ooao
O O0Ooo0ogoio;ooao
O OooOooio;ooao
O OooOooio;ooo
O 0Oo0oofx oo
O 0Ooo0oomo;oao
O 0Ooo0oomo;oaoo

goood
oooogd
goooog
goaooad

10

20

30



L T e T e T e T e T e T e T e T e T e T e R T e T e T e T e T e T e T e T e T T e T e T e T e TR e T e T e T e |

ooooooo
o e e O e O o B

(25)

JP 3766591 B2 2006.4.12

L&Y HRRENOEE

& 1 S F 0

EREs 8 +++

E R 9 + o+ -+

L1 0 ++++

Ehupl 1 2 ++ 10
EhEs) 1 3 +++

EhEFl 1 4 +++

EHF 1 5 ++ +

Ehs 1 8 ++

EHF 1 9 +++

EWEF 2 0 + 4+ ++ 2
EhaE 2 7 ++++

Ehs 2 8 + 444+

BHEEMRERERT ++

0 :EE8LL, + DIV REE, ++ :DLOBE, +++ : BNEE

>160%, ++++ BVWEE>S>200%, —:=ZMEHD, —— BRNE
" B0

30

Ooo0ooOoao
o000ty oDUoooDooo
Oo0opoDoboOooogao

Ooo0ooao

Ooo0gooodg
godooooo0ooQ0oooooooooooogopoooooggoooooogooOogao
O00000D0ooDooDooDooDooooo



(26) JP 3766591 B2 2006.4.12

ubobaoooood

GDInt.Cl. 00
0000 403/08  (2006.01) 0000 403/08 0OOO oDoooo

(72000 000000
00000000000000000000000000000000000000000000
00Oo00oooo

(72000 000000000
00000000000000000000000000000000000000000000
00O0o00oooo

(72000 000000000000
00000000000000000000000000000000000000000000
00O0000o0ooo

(72000 0000000000
00000000000000000000000000000000000000000000
00O0000o0o0oo

(72000 00000
0000000000000000000000000000000000

(72000 00000
0000000000000000000000000000000000

ooo 0OOoooo

(6)0000 000000000000000000000
J.0rg.Chem., (1994), Vol.59 No.15, p.4143-4153

G8)D0O000O(nt.cCl.0000)
CO7C 49/713
ABIK 31/122
AB1P 25/28
AGIP 43/00
CO7C 49/743
€07C403/08
CA(STN)
REGISTRY(STN)



	bibliographic-data
	claims
	description
	overflow

