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oooao
AEx—L2:
H cat. NH
: 0 0 0 o) O
OR + :
Q 0R7
e HQ
d o
d'e
Ooo0o00ooano

000000000000 00O0ODO0DODOODO0DODOODOoOoOOoOoOoOoooooao,
AD -C(O)RED DI ODBO-OHOODOODODODODODODOODeIODDOOODDODOOOOOOREO)C-
cHo0 0O 0000000000000 O00D0O0D0O0O00O0O0O00O0O0O0O0O0O0O0O0OO
00O00(@OO0000.1-5mol%) 0000000000000 O0DDOODO0DOOOOOO
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CRRIORIID D 0 DOBI-OHO OO -OC(O)R¥O DD UDODODDDOOef0DO0ODDODOOD

ocoooooooocicooc.Hisooooooooooooao

oooooao

gobooooooboooooob oo ooooboooooao

I 1 I I I 6 6 A 6 R R A A M A
godooobobooooboboooooboooboboo oo oDboo o bobboboooooooao
gobooooooooooooooboad

oooooao

oodooooooooooooooooooooooooan

000000 (0.10ml, 0.5 mol%)D 000000 ((5.69g, 0.20mo)0 00D ODOODO 10
o000 (38.4g, 0.20mol) DO O OOB COODODDDODOODDODOOODODOOOOGO
gooboooooob oo b oo ooob oo ooooboooooE-0Ood
000D O0ODOO0oDO0oDOO0oDOoDODOoODOoDoDOoOoD2NO0OHIIDODODODODODODODODOGODO
gooOMgso,00000000

0odo0oooo0o0ooDoDoOo0oooDoooooDoDOo 18.0g (38w ODOOOOOEZODDOOO
000129-135° C/ 0.1l mbari D00 O0D0OD0ODODODODODODODODGODRO
Ooooooao

ooooao

BC-NMR (CHCly, 100 MHz; 7= 321tk ): 194.5 (s), 164.6 (s), 148.6 (d), 1372 (5), 133.7 (d), 2

133.6 (s), 129.0 (d), 128.8 (d), 61.0(t}, 31.6 (1), 29.5 (£), 29.1 (¢), 28.8 (), 28.3 (1), 22.5 (), 14.

(@), 13.9 (@)
MS (EL 70 eV): 302 (<1, M"), 257 (2), 217 (10), 199 (15), 186 (15), 171 (4), 157 (13), 105

(100).

gooodad

goooano

goooooooboogoobooobobbooobbooobbooobboooooban
gogbooboooooboooobbooad
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Ooo0ooao
SC-NMR
W Bl CDCls, 100 MHz oS
(E1-2E%EDH) '
o o . 194.9 (s), 166.5 (s), 147.5 (d), |266 (29, M),
R 139.8 (s), 1316 (s), 1242 (d), [221(27), 205
2 | o 127 10.07 [59.4 (1),39.5 (£), 35.3 (), 32.3 (d), |(26), 177 (29),
A [PC I mbar] | 274 (1),25.7 (q), 22.4 (), 19.6 149 (20), 43 10
(q), 14.4 (), 14.1 (q). (100).
o o S 195.0 (s), 1688 (s), 149.3 (d), [272 (1), 239

oo | 18847100 | 1366 (), 718 (1,704 (1), 689 |(7), 195 (17),
’ l 1008 | 635(1),589(q),325 (1), 300137 (45), 124
() °C / mbar] | ®» 292 0, 29.0 (0, 27.0 (1), 22.5 |(27), 59 (94), 43

1), 27.0 (@), 14.0 (q). (100).
20
194.1 (s), 192.8 (s), 163.9 (), 1
o e 1562 (s), 1479 (d), 141.9 (s), ggggg)g%
1333(5), 1317 @), 1303 (5), | g3 So0
a4l | “ 1295 (D), 1254 @, 137 (@), | Se 351 Gor
© 55.5 (@), 351 (s, 3L6 311 | ) 150*(9;)
(@.310(9,310 0,292 0,289 OO
(0,225 0, 140 @) '
1653 (s), 1638 (s), 151.1 (d), .
& 135 6 (s), 135.4 (s), 128.5 (d), 3346?119",1]2’23?0
oo \ 128.4(d), 128.3 (d), 128.2 (d), ’ =
s [T 7T 128.0 (d), 128.0 (d), 67.0 (t), 66.9 (112(1739)’(11% %
9,317,299 (9,202 9,289 | 11 (10 (12
(t), 283 (1), 22.6 (1), 14.1 (q). '
o o 227 (3, M), 210
- 166.8 (s), 166.2 (5), 1553 (&), | (19), 178 (39),
o | oY e . 1273 (s), 523 (q), 316 (8), 30.4 | 168 (37), 153
(1), 30.0 (1), 29.2 (1), 28.9 (1), 22.6 | (62), 139 (65),
©, 14.0 (q). 113 (92), 81
(93), 41 (100).
40
T o 206.4 (s), 196.4 (s), 148.4 (s), | 248 30, M"), 233
it 1460 (5), 1406 (5), 140.1 (d), {(®% 2070 (4. 209
7 | o |126:128°C, 1250(s), 1250, 1149y, | G777, (e
BEDE | 112.2(d), 646 (1),31.7(0), 263 | 55y 14511, 43

OH (@, 14.7 (). ' (100),

HoOoDoooooooooboboooo
G O0oogoooooo1s% o2--0o0ooo-0Do0o0o0gd)-00-83-000 2-2-0O
ocoo-ooogo)-oooooooooobOoobooboos-ooo-0ob0O0 2-2-00O 50
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0-0000)-000000000000000000

ooooo

0O0D0O0000O0(9.0g0 0.30mo)000O0O0OO0ODONODCOONONOODOODODOOO
(36.0 g0 0.30 mol)0110° C (DD ODDOCOODDO)ODODOOODODODOODOODOO
000000 (.60 miO 2.0 mmold 0.7 mol%)O0 OO OOCOOOOODO150° cO O
000000000000 CGgIII0NINNDNNNDNDNNDO0DNDNDnDood
000080 mhar0 00000000 DCOODO0D0OODO0DO0OOOeE5-120° C / 0.06 mba
r0000030.5¢g00000000010%000000000000000000000O0
0000 (OO044%)0

O
O
O
O

OOoooooaog

Ooo0o00ooao

Oo0o0ooao

3C-NMR (CHCl,, 100 MHz): 200.4 (s), 167.0 (s), 89.9 (d), 71.8 (1), 70.4 (1), 63.8 (1), 64.2 (1),

59.0 (q), 50.0 (1), 30.0 (q).

MS (EL 70 eV): 302 (<1, M"), 257 (2), 217 (10), 199 (15), 186 (15), 17t (4), 57 (13), 105

(100).

Ooo0o0o0Oooao

0 8:2-0000-3-00000-0000 40000000 1-(2-0000-000) 0O
Ooo0oao

000000000000 d@OooDDso%wd 40.84 g 0.20 moDHO 2-00 0 O0OO0ODO
0000000 5°c0ooDoDO0oo0oooDDoDOogd (0.10 mIOD 1.0 mmolO 0.5 mol%)O OO O
goooooooooooooootbooboo0oboo0oboo0ob0o0oboo0ooo0ooDooDU0s-00000a0n
ocooooooO0ooDOoooOoboO0o2z2NDHIIDODDODODODODODODODDOODODOODOMgSO,
Oo0o00o0o0oo0ooooboo0oo0oo0oooo b0 oo oooo oD oDooooDob0ooooonOobn
goooboboooobooouobilird4i1 20000 -3-0000b0b-00oob 4-000
0000 1-2-0o0o0o0-0co0)ooDOoDOooOooODoDOoOOoooDoDOoOoOoooOoO (33%0 00

YboooooooooooooooDoao
ooooDooD

Oooooao
BC-NMR (CHCls, 100 MHz, mismsriE@1mE ) 201.7,201.0 (s), 171.8, 171.8 (s), 167.6,
167.5 (s), 70.0, 69.9 (¢), 69.7, 69.2 (d), 64.5, 64.4 (), 62.1, 62.1 (1), 61 8, 61.7 (d), 38 8, 58.8 (q),
29.9,29.8 (q), 13.9, 13.9 (q).
MS (EL 70 ¢V): 263 (<1, [M+1]), 245 (<1), 219 (6), 189 (36), 147 (45), 85 (39), 71 (43), 58
(65), 43 (100).

ooooonoD

g 9 - 14:
ooocoobbobooooooooobbbooooooooobbobobooooooooboao
ooooooD

ooocooao

10

20

30

40



(22) JP 2008-528451 A 2008.7.31

Ooo0ooao
. BC-NMR MS
#is cDCl;, 100 MHz £l 70 eV
o 0 ( FHHEMEHK)
2032 (s), 202.2 (), 171.9 (s), 69.5
9 (d), 69.5 (d), 62.1, (1), 30.0 (q), 30.0 -
HO” PO | (@.139(@.
\/O
233 (<1,
o o 201.9 (s), 2013 (s), 171.9 (2 5), M+, 159
o~ 167.6 (s), 167.5 (s), 69.9 (d), 69.2 (3), 143 (3),
10 (d), 622 (21),61.9(21),61.8(d), 130 (8), 117
HO o 61.6(d),30.0 (2 q), 14.0 (2 ). (20), 102 (6),
O~ 88 (21), 85
(19), 43 (100).
1947 (s), 1932 (s), 172.0 (s), 171.8
O O (s), 167.7 (s), 167.4 (s), 136.2 (s), 294 (<1, M"),
o™ | 136.0 (s), 133.9 (d), 1338 (d), 276 (<1}, 221
11 o 1288 (2d), 12852 d), 706 (@), | (5 192 (17)
HG ~7169.9(d), 622 (10,620 (1).620 V), | 147 (7, 105
s) 61.9 (), 56.8 (2 d), 14.0 (), 13.9 (100).
(@.
204.5 (s), 204.4 (s), 172.0 (2 5),
i1 1677 (s), 1675 (s), 70.0 (d), 69.3 226001(8)’ gg
0" | (d), 62.1(1),61.9(1),61.8(t),61.0 @), 1357 2))
12 ou- | (4),60.9(d), 447 (0,446 0,167 | 152 "4
HO @0, 140@. 139@, 35@. | (16, 11735)
0 134 (q). ’ g
71 (100).
261 (<1,
¢ o 201.7 (s), 201.5(s), 172.1 2 5), [M+119), 204
o/|< 1667 (s). 166 5 (), 83.2(5), 83.0 | (5), 187 (59),
13 (s), 70.0 (d), 69.2 (d), 62.7 (d), 62.4 | 169 (5), 161
HO O | (d).62.1 (1), 30.0(q), 299 (q),27.8 | (21), 131 (82),
-5 (q), 14.1 (q). 14.0 (). 117 (66), 71
(86), 57 (100).
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Ooo0ooao
- BC-NMR MS
= CDCl;, 100 MHz El, 70 eV
210.6 (S), 208.6 (S)J 1724 (S), 1719 261 (<1,
Q Q (s), 167.6 (s), 167.3 (s), 71.3 (d), M+119, 203
o 69.8 (d), 622 (1), 62.0 (1), 55.2(d), | 3).175(8), 158
14 o 55.0(d), 52.8 (q), 52.5(q), 454 (s), | (18).130(9), 10
HO ~ | 45.1(s),260(q),259(q), 140(q), | 10321, 101
5 13.9(q). (100}, 69 (34),
TN
o o 201.6(s), 201.0(s), 171.8(2s),
O | 167.5(25),69.7(d), 69.2(d), 61.8(d),
15 )i 61.7(d), 69.9(2t), 64.5(1), 64 4(t), )
HO o 62.1(21), 58.8(2q). 29.9(2q),
0) 13.92q).
20
Oo00o0OooOoao
0O 16: 2-0000-00-2-0000000000000
02-0000~-3-00000-0000 ODO0ODODODOOoO (10.0 gd 38.5 mmol)d O O p-
0o0o0oDoOOo0ooDn0O (.20 D00O0DDOOOODODODOODODOODOGOOOAOD Dean-Stark
Oo0o00o0o0oo0ooooboo0oo0oo0oooo b0 oo oooo oD oDooooDob0ooooonOobn
OCOOO0OO0ONaHCOgU DO OOOODODODODODODOOODOODOODMeSO,0 0000000
I I e T I 0 6 A 0 N R W s e 0 2 0
Oc c0UdOdo.lmhar0 D0 OOODDDOOODDDODOOODDDOOODDODOOODO (7-20 g 30
o 77% 0 0O 0O )HO
oooooao
Ooo0oooao

3C.NMR (CHCl,, 100 MHz): 202.2 (s), 195.9 (s}, 165.5 (s), 164.1 (s), 164.0 (s), 162.9 (s),
147.2 (s), 1445 (s), 128.4 (d), 127.7 (d), 62.3 (£), 62.0 (1), 61.7 (1), 6 1.7 (1), 44.6 (1), 41 .2 (1), 16.9

O, 163 (), 14.0 (), 13.9 (@), 13.9 (q), 13.5 (1), 13.5 (q).
MS (EL 70 eV): 197 (11, [M-OE(]"), 169 (28), 143 (100), 125 (29), 71 (37).

gogao
a 1v
ooo
gogao

O0ad
- 22:
0000000000000 O0O0bO0O0o0DO0o0DO0oODO0o0DO0oDoDO0ooDoOooDoOooDoOooDoOooaag
O00ano
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Ooo0ooao
BC-NMR MS
Bt CDCls, 100 MHz
El, 70 eV
o o 193.5 (s), 165.1 (s), 163.8
o (s), 144.1 {s), 134.8 (s), 277 (<1, [M+1]M), 231
17 | /\© 129.0 (d), 128.9 (d), 128.6 | (2), 170 (100), 142 &1),
© (d), 128.5 (d), 67.8 (1), 124 (68), 91 (85).
~© 61.8 (1), 26.8 (), 13.9 (q)
Q 199.6 (s), 163.9 (s), 162.5
0 (s), 146.6 (s), 134.5 (s),
18 | /\© 128.6 (2 d), 128.6 (d),
0 128.1 (d), 67.8 (1), 61.7 (1),
O~ 302 (q), 138 (9.
(EssvZ Ritik )
199.6 (s), 193.4 (s), 163.9 245 (2, [M+179, 229
] O » 1)
o (s), 162.6 (s), 144.1(s), | (6),201 (13), 199 (6),
19 | O I | 1287 (d), 128.5 (d), 69.8 | 170 (34), 167 31), 142
(), 69.8 (1), 65.0 (), 64.7 | (30), 141 (55),127 (19),
Ps © (©), 61.7 (), 61.7 (1), 588 | 124(21),99(25),58
© (@),58.7 (@), 30.1 (q), 26.7 (100).
(@), 13.8(q), 13.7(q).
(Eb&vZ Rit# )
Q O 203.5 (s), 196.4 (s), 166.4
NH (s), 164.8 (5), 164.5 (s), 186 (6, [M+119), 170
20 | 2| 1636(s), 1492 (¢), 1434 | (312, 156 (33), 140 (5T),
H 0 (s), 131.2(d), 126.1 (d), 114 (53), 99 (45) 70
61.7 (1), 30.8 (q), 27.1 (Q), (63), 43 (100).
O~ 13.9 (q), 138 (q).
o o (E1-BRIEH)
_ | 2038(9), 16509, 1640 |
21 | © (s), 145.2(s), 1268 (d), | |57 1007 140 35), 126
o 61.6 (1), 52.8 (q), 45.1 (), us).
G 26.6 (q), 14.0 (q).
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Oo0oao
BC-NMR MS
& CDCl3, 100 MHz
Wig : EL 70 eV
P % | 1999(5), 1639 5), 163.0
7 | 0 (s), 146.1 (), 129.3 (d), | 238 (<1, M), 185 (17),
22 ou_-| 82.7(s),68.7(d),61.9(), | 157 (76), 125 (32),81
53.1(q). 415 (1), 13.9 (q), (30), 53 (100). 10
0 125 (t)

gooo0oOoaod

0 23:2-0000-3-0000~-000b0 ODooouoouodo
03-0o0o0od0-4-000-000-2-0000000000 (3.0g9g0 16.3 mmol) OO 0O O

0140 00000000000 DOO0DO0O0DOmMHDOODO0O0DDODDOO0O0OODODODOODODDOOO
go0doo0og0oooogggogoooyggoooyggyggooyygpoD ooy ooy oo ogooao
0o0oooo0oo0ooDoDoOo0oooDooo0ooDoDoDoo0oo0oDoDoo0ooooDDoDOog@@2.35 g0 0063
%) 20
OoooO00Ooaod

ooo0oaog

BC-NMR (CHCls, 100 MHz; £#-2214¢k): 201.2 (s), 200.4 (s), 170.4 (s), L08.7 (s, T/—L7),

775 (d), 69.9 (d), 67.3 (1), 61.5 (1), 30.6 (), 29.8 (g), 23.8 (g), 15.1 (g), 15.0 (q), 14.1 (), }4.0

(Q.

MS (EL 70 ¢V): 197 (11, [M-OEt]"), 169 (28), 143 (100), 125 (29), 71 (37).

Ooooo0oOoaod

O 24 - 27: 30
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oooao
BC-NMR MS
A& CDCls, 100 MHz £l 70 eV
2006 (), 2003 (s), 192.8 (s), 170.8 (s),
o © 170.3 (s), 137.1(s). 136.1 (s), 1338 (d), | 246 (4, [M-
1338 (d). 129.0 (d), 128.9 (d), 1288 (d), | EtOHT), 219 @),
24 o | 1288(d),1287(d),783(d),783(), |200(6),177(19)
0 67.7 (1), 67.4 (1), 64.6 (d), 64.6 (d), 61.4 | 131 (6), 105
J o (). 614 (t), 295 (), 294 (¢), 15.1 (q), (100).
14.8 (q), 14.1 (q), 139 (g)
o o 2028 (5), 1704 (5), 1667 (9, 1666 ), | p ot 51
o~ | 714@, 773,676,675 0,618 | " oc
25 (0,616 (0,615 1,613 (0,602,462 | 13 5313,
70T (1),444 0, 167 (1), 166 (0, 15.1 @, 15.0 | 42 70 43
~0 (), 14.0(q), 13.9(), 13.44@), B4@ | (36) 31(100)
o o 192.2 (s), 170.6 (s), 170.2 (s), 166.7 (s), |
] 1369(9,1338(a), 1335 (@), 1289(d), | 2762, [M-
26 @Jﬁ 0 128.8 (d), 128.6 (d), 128.6 (d), 78.1 (d), | EtOH]"), 247 (3),
O | 778 (d), 678 (9,677 1), 61.8 (), 61.7 (1), | 231 (2), 105
gl 61.3 (1), 574 (d), 55.9 (d), 15.1 (g), 14.9 | (100, 77 (22).
(q), 14.1 (q), 14.0(q), 13.9 (q), 13.8 (@)
. 2006 (s), 2003 (s), 170.2 (s), 170.0 (s), Et?)oé]g;liS[I;{(-4)
| 1666(9,777 @,715©),7120,705 | 5126 (0 3y
- K‘)ilrr"‘“ (0,705 (0, 702 (1), 701 (), 698 1), 66.6 | * 2T "0
T (9,621 (@), 617 (0, 616 1), 614 0, 61.1 | 1,010 150
{t), 30.8 (q), 29.8 (q), 15.1(q), 14.0 (q), (36j 73 (39) 59
13.9 (q). ; *
(40), 45 (100).
o 9o 201.2(5), 200.5(s), 170.4(s), 77.6(d), ]lgfg%iﬁ\)’[‘l 0)
8 )ﬁO/\ 69.9(d), 67.3(0), 61 50,30.6(0). 298@), | 1421311530}
So 0 23.8(q), 15.0(29), 14.1(g), 14.0(). 57016, 43(100).
~_O
goooooano
O 29:00000000000O0¢0C
O023xx7s5s mO0 000000000000 o255 mMI0D4mMOOO0OCOODOOOOOODODODGDO
O0ODo0o00O00O/H,0 11000000000 DODO0O0OO0D0OO0ODO0O0ODODODDODODO0OOo.25
OoOoo0o0ooO0ooDbO/H0 110000000 O038WoO0ooDooooooooDoo
goooz2om0O0O0O0O0OO0OO0OOO0OOCOOO0OOOOOOOOOOOOODOOOnOaGO
ooooo(@CcoooooooooDoDoooooo)oo.2smiO4mMMODOO0ODODDO
oooo0O00 OOoo0ooooooo0oaoo /HZO 1100 0 0000000000000 0
0000000000000 000Ge-MSOOODOOD0OOOOODOOD0ODOOD
godoobooooobooooo oo oo b0 oo oDboo oD boODpOoooboboooan 50
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