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ive): m/z [M+1]" 287 (O O 60%);
5-B3-000-3H-00000DDOO-1-000D00O0
05-4-000-3,4-0000-00000-1-000T
z [M+1]* 271 (O O 94%)0O

ooooon

(b)) 4-4-00D0 -3,4-0000-0000D0-1-00
oo

goooaod

{iii'e) {lve)

ooocooao
04-3-000-3H-00D0O00CO0O00-1-0000OO0

OCOO0OpH3DO1INHIIODOODO
gooo: 32 mgO

00000000000 O0O0OO
Ooooooao:
0]-0000-2-00000 (iiib)0
000)-0000-2-00000 (ivb)

0)-00000-2-00000 (iiic)
O000)-00000-2-00000(

0)-000-2-00000(@iid)00
00)-000-2-00000 (ivd): m/

000)-0000-2-00000 (ive)

OoD)-00O00-20000000 (i

"e) (3.72 g, 15.0 mmoDO OO (00 MO OO OO OCODO0100 O (1.5 g, 30.0 mmol)O

ooocoboDbboboooooebdlo00 000000
OoODO0oO0OO0DO0o0O00DOoD0O0OOob00OE@x 20 mb)d o

ooooobooboooooooobooooao
ooooobobooOooooooooooboao

OLC-MSO 0000000000 (7-0g, 76%); m/z (LC-MS, ESN)O rt=3.540 (M+H)=261

oooao

O
O
ooobDDbOOO0oO0oi1sgO0vobooDDOOOOOO
4
O

P)O RT=3.490 O (M+H)=282; O O O (2M+H)=5630 O
0OOooooo

DO0oo0oo0oO0oa0

@)
b)O OO

4-[6-(C0O000-1-00000)-0D0DOOD0O -2-

00000 (.36g, 9.0 mol)J 00000 @ M) 000000 Gm)IOOOO

gsoooobooooobooooban

OCoOO000O00Exs5m)000oo0oooOooco0DEx220mM)oo0ooooooo
ocoooooooLe-MsODOOOODODODDODODOO(C2-40 g, 94%); m/z (LC-MS, ES

gooboooooobbooobbooo

ooooDl1-2--O00000O-1-00 v
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goooano

(ivb) (Vb)

0Ooo0o0oo
06-(4-000-3,4-0000-00000-1-00000)-0000-2-00000 (ivh) (

0.3 g, 1.1mmo) 0000 O0D0O0OCDOE-3ml, 2.1 mmo)O tert-0 00 -1-000000O0
ooboo0b@.23¢g, 1.3 moH)IODOD2-(H-ODOO0OCODODOODO-1-00 )-1,1,3,3-000
ocooooooO0oooDOoooOooo0ooDO0E@.5¢9, 1.3mmoH0C0OOCOOOODOD Q@O
mDOOODOD1BODOODODOODODOoGoOmMHDOODODOODOODODODODOOODOoOODOooDODOOO
ocooocoooO0oooDOoooooboOD@Emphooogoobo12Mo00GmDHDOOODOODODODOO
g3 ooooooooooooboobooooooooo0@omhoooboboboooooOoO
OCExi1omhHoO0ooOOOoOoOOOOOoOO0OODODODODODOOODODODOODOODODOEx
miomDHDOOOODODODODODODODOOOMgSO, 0000000 DOODOODOODODOODOC

va) 0 0O ODO0OD000(0.23 g, 73%)0 000 00 m/z [M+1]* 250 (O O 96%)0
gooooao
gogooboooobbdo-1-000dbttert-000Dbbooobbbooobboon
gobobobobobobobobobobooboooao

gooooao

I I I I I I N
5-4-000-3,4-0000-0D0000-1-00000)H)-000-2-00000 (va)ooad
4-[4-(00000-1-00000)-0000-2-000007-2H-00000 -1-00 (va):
m/z [M+1]" 250 (O O 96%);
5-4-000-3,4-0000-0D0000-1-00000)H)-00000-2-000003 Cive)d
0o04-[5-(0 0000 -1-00000)-000D00-2-000007-2H-00 000 -1-00
(vc): m/z [M+1]" 339 (O O 80%);
5-4-0o0o0-3,4-0000-0D0000-1-00000)H)-000-2-00000 Cvd)oadd
4-[5-(00000-1-00000)-000-2-000007-2H-00000-1-00 (vd): m/
z [M+1]" 355 (O O 84%)0

gooooao

() 4-[2-(00000-1-00000)-0000-4-000007]-2H-00000 -1-00 (v
e)O O O

ogoooan

N N K,NH

(ive} {ve)
gooooao
04-(4-000C-3,4-0000-00000-1-00000)-0000-2-00000 (ve) (
0.563 g , 2720 molDO O ODCM (B0 ML)D O OO01-000O00000C0COtert-000 (0.
45 g, 2.4 mmol) 00000 DOO0ODOCDOOOOOO-00DODODOODOO-N,N,N*",N"-D0ODOO
OO0o0o0000@.919, 24mmoDDO0ODOOCON",N-O000C0CO0O0OCOO0OOOGOC.42
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mL, 2.4 mmoD)0 000000 0OCDOOOSCO000O0DO0ODOOODOOOOs30O0ODOOOO
oooobDbOO0O000O0oo0oooOO0ODb0DO00O0EtOAc:MeOH 910 00O OOOOODODOO
o@20rHDOO0ODOOODODODODODDOLC-MSOO00O0DO0DODOO.71 g, 79%)0
ocoooooooooDoooDOdoOdmfz (LC-MS, ESP)T RT=3.750 O (M+H)=4500
uaggoano

MOOODOO(B.25mL, 13.0mo) D0 OO OODOODOO (.60 g, 1.35 mmol)O DO ODOO
oooobDboO0o1oooooooboboobooooyNO000oococoobbog 3mL, 1520
mmoDDO O OOODOOODODODODODOOOODOOODODODODDODOODODODODODODODODDOO

O 0Ooo0oooo
F > i W

OoDO0ooog(@.3dlguoswybogoLc-Mvscooooo3woooooooooooooao
0 m/z (LC-MS, ESP)O RT=2.860 0O (M+H)=3500
ooooOooao
oooooao
00000000 ooDooo0oDOooooOo @24 moDO4-[4-(00 000 -1-00000d)-
ooooD-2-000007]-2H-00000-1-0D00(va) 0000000 EmDHO0OODOO
doooooooooooo@.4mmoDODOODODDODDOOOD1I6000000000O
000000 O0o0O0OHWPLCODOOOOOOO
Ooo0o00ooao
gooooooooooooOoaon
ooono
0
]?IH
=N o
X
DAY
g “R
it& R Rt(ﬁ}) M+1
1 ,,,/0 3.17 442
~
S
U
A
2 *EO 3.37 4486
3 EO 3.41 472
F
4 *ZO" 3.06 418
5 *EFO 3.50 460
6 i:T?O 3.00 406
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00000000000 O000(0.24 mol)J4-[4-(00000-1-0000
2-00000]-2H-00000-1-00@b)D00000C00@mDHIOO0
000000000 (@.4mmoD)0 000000000 O01600000000

oooooao
oooooao
0@@) 000
0)-0000
oooooao
0000000000 O0OHPLCOOODODOOD
OooooOoao
00000 000O00oDO0ooOoooao
oooao
8]
l?IH
N
N
® Q\R
E& R Rt (%) M+1
7 */VI/O 3.10 408
8 o 0 3.32 442
~
S
o
s
9 *ESO 3.56 446
10 *;EO 3.53 472
F .
11 'IO 3.19 418
12 *EEO 3.66 460
oooooao
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20

30

40

O() 00O0D0O000O000.24 mo)D4-[4-(00000-1-00000)-0000 -2
-00000]-2H-00000-1-00(b) 00000000 @EmMDOOODO0DO0ODO00O0O
0000160 0000000000000 000C00OHPLCOODODODOOOO

gooooaad

ooocoobobooOoooooooooao



(49)

0oooao
o]
I}!H
=N 0
N\ /\
J U
Tt R Rt(%) | M+
13 P 3.67 487
Q/NH
F
Oo00o0ooOoao
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0() 6-(4-000-3,4-0000-00000-1-00000)-0000-2-00000 (iv
a) (0.3 g, 1.1mmol)0 0D O0O0O0D0O0C.3ml, 2.1 mmo)D 000000 (1.3 mmol)

Oo00oao
Ooodoaod
godoooooooogoorHPLCODOD OO OOO
Ooo0oo0ogaod
Oo0oo0ooooDoooogoogaogan
Oo00oao
Eam R RU(Z) | M1
14 ~ 373 450
e
>r°
15 N 38 464
N""'\7
LN o
ﬁ/o
OoO00oognoaod
godoognoaod

coooooooo2-H-O0O0D0O0O0ODODODO-1-00)-1,1,3,3-000000
0@.59, 1.3mmoDH00O0CO0DOOCODODO0D@OmMHDOIOCODOBOODODOODOO

0 0000000 (.24 mmol)0 4-[5-(C0000-1-00000)-000-2-000
O00]-2H-00000-1-00d)00000000@EmDIDDDDODOOOOOO0O0C
0000 (@@.4mmol)J 0000000000160 000000000000000000
HPLCOO OO OO0O00O
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ooooOooao
0Oo0o0ooo0oooobOooooDbDoOoo
Ooo0ooao
0O
I?|H
=N
Q
N/
/E\
R
& R RE(Z) | M+
16 ﬁ 423 431
S
(0]
17 0‘: 4.46 435
18 ‘ g 542 521
S~
1
0
19 OI 4.47 461
F
20 ZX\H/* 4.49 407
Q
21 0>\ < : 4,64 449
22 W' 4.00 395
0
23 j\ 3.85 381
ooooOooao
0@ 0000000000 (0.24 mmo)0 4-[5-(0 0000 -1-00000)-000 -2-
OoDoooO]-2H-O0CDODO0-1-00vd) 00O O0O0DO0DODEmMDOOCOOOODOOOOO
Oo001e00 0000000000000 OO0OO0OAHPLCOOOOOOOGOO
oooooao
0oo0o0ooooooOoDooobDDoOoo
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Ooodoaod
Q
ITJH
=N 0
(8]
N/ N
2
R
L& R RU(Z) | M+
24 i 10
oY
0
F
25 O
[NY]
Q
gooo0O0o0oOoaod

0() 5-¢4-0000-834-0000-00000-1-00D00DO)-000-2-00000 (ivd) 20
@.1mwmoDHOOOOODODOOOC@.3ml, 2.2 moD0IODODOOOOC@.3mmo)O0OOO
ocoooooooo2-H-0000O0DO0DO0DO-1-00)-1,1,3,3-00000000D0O0
0@.5¢g, 1.3mmoDH0000O0O0O0O0ODODOD@OmMDHDODOD0ODDIBIODOOODODODDODOO
oooooDoDOoOodHPLCOOOOODODOO

Oooooo

Ooooooopooooooooog



(52)

0000
O
vH
=N
QO
N/ N
@
R
tE&m R Rt(%) | M+
26 @ 3.69 421
27 — 3.61 416
\N Y
28 *Q( 4.64 457
O
29 . N 4.21 433
0
8]
30 Q 4,96 445
[e]
/

31 @/W\, 3.93 455
32 /\©\ 3.89 463
Cl
33 C{‘ 5.09 433

F
34 3.99 437
(Olﬂ/*
0

gooooao
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(53)

35 )\ 4.35 417
N N
g
36 * / 3.51 397
__W\__O
Ooo0on
o)
\
=N
o 0
|/ .
L&t R Rt (43 M+1
37 | 3.42 367
)
QN
\l-
38 [Oj 3.51 423 -
N
[:t]
!
0ooooao
00oooao

goooan

OooooogQgdg

ugobobooooboooobn
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() 0000000 (.24 nmol)J 4-[5-(00000-1-00000)-00000 -2-0
000]-2H-00000-1-00(ve)0 0000000 @mDIO0000O0O0O0O0O0OO
00000C@.4mol)0J 0000000000160 0000000000000000
OHPLCOO OO OOO00O
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Ooo0ooOoao
(o}
fI\IH
=N 0
S .
N /N
O
R
10
(=% R ' Rt (%) M-+1
39 0 443 447
*/S\\\/
e}
0 3 465 451
41 A\ﬂ/ 4.23 423 20
Q
42 0@ 287 465
43 - 4.14 411
Y
44 i 4.80 492 30
F
45 OE* 453 459
26 )OL 3.96 397 40

0Doo0o0oo

O() 00O0D0O0O00O000.24 mol)D4-[5-(00000-1-00000)-00000
-2-00000]1-2H-00000-1-00(we)00000000EmDIODODODODODO0OO
00000160 0000000000000 00000HPLCOD0ODOODODOO
0Dooooo

00000000000 O00000



(55)

OoDooao
o
?H
=N
W/
2
R
A=ty R Rt (%) M+1
47 A 466 | 477
@’ g
0
F
48 Ou* 410 468
télgj
0
oooooo

JP 2008-510783 A 2008.4.10

10

20

0()5-¢4-00n0-83,4-0000-000C0D0-1-00000O0)-00000=-2-00000¢C
ive) (A-1mmoDH)OODDODDOODOOOOC@83mI, 2.1 moDDODOODODOO (-3 mmol)O O
ocooooooDoooDg2-(H-OOODDODODODDODOO-1-00)-1,1,3,3-00000000
O00@.5¢g, 1.3mmoH)J OO0 O0D0ODO0DO0ODODOOD@OMHDOODODO1BOOO0ODODODDODOO

goobooooboborPLCODDOOODODOD
gooodadad
ooooobobOoOoooooooooao
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goooao
o
NH
=N
s
\ /) ﬁ
N
R
(A=x?) R Rt (4) M+1
49 ‘Q 3.85 437
50 = 3.73 432
\—?

51 \@j/ 4.87 473

o
52 Q 5.21 461

O

/
53 /\@\ 4.14 479

Cl

54 ©: 5.33 449

F
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gooooao
0
N
=N
S O
l .
b&% R Rt (4 M-+1
10
55 1 3.53 383
( N3
N
\
Ooo0oo0oOooao
gooo0O0oao
0@ 0000000 (.13 mmoDI4-[2-(CO0000-1-00000)-0000-4-00 20
0007]-2H-0 0000 -1-00 (ve) (0.045 g, 0.13 mmol)O O O DCM (1.0 mL)O O O O
OO00O0ODO0OON",N-O0000D00O0O0D0DDOOO0OQ@7ppL,0.26moDOOODODODOOA18
Oo0ooo0ooOo0oo0oo0ooo0oooooboooboornPLCOOOOOODOO
gooooaod
Oo0ooooooooooOoooono
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Oododao
Q0
l‘}QH
2N
X N
| =N Q\
T R Rt (9) M+1
10
56 O>\'_<:> 412 460
57 % 3.60 418
Q
58 Q 3.07 446
20
59 0>\_Nmo 3.50 463
NS
60 2 3.71 476
N
* i
N
61 . 3.85 460
. \ 7 30
62 0>_© 3.86 454
Ooodoognoaod
O@) 4-(4-000-3,4-0000-00000-1-00000)-0000-2-00000 (iv
e) (0.037 g, 0.13mmoNDO 00 O0DC0ODC0ODDODODO@mDOODCOODD20000 (0
A4 mmoDD0 DD ODOODDODDODOODDDO-00DODOOODDO-N,N,N",N"-ODOOOODODO
0000 (0.060 g, 0.16 MmoDIO D OOONN-000D0O0DOCODODOO(0.47 p L, 40

c.zce molD)DODODOOOOODOOSODDODDOOOOOOODODODODDODODOOODOODORD
ooo0OHPLCO O OO OOOO

goooaao

ooocoobobooOoooooooooao



(59)

Ooo000ao
0]
|T]H
=N
o]
s
| ™
=N K/N\R
& R Rt (53) M+1
65 Q 3.73 456
o]
/
66 = 2.98 427
\N /
67 o~ 2.83 378
68 o 3.52 456
< > \
69 O 2.85 408
70 ~-oH 2.76 394
71 - 277 364
72 | 2.81 421
SN
73 0}_ 3.03 392
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OCoOO0C0Ce40000DOD0OHIDDODODDODDOODODODODOB3 00O ORE 3.210 0 M+1 36

(60)
gooooao
0
NH
=N o
= R
LA
L& R Rt (5} | M+t
74 | 2.82 378
)
QN
\ﬁ
75 OH 2.80 408
O
N
\*
64 * 4.41 464
N"‘"\7
<NW/N 0
%/O
gooooao
©
gooooao
0 0
NH NH
=N =N o
2N\ P S 2
l’N u_qo 1’” K,JNH
83
gooo0O0oao
40
goooo0O0oOoo
gooooao
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Ooo0oad
o o)
N N
| > —_— |l = Ol-{_-. IN\ H . 0 /N —_—
- e e \ - 7
il I} T
N N |N| N
(iid} {iii-int)
o o i
) " )
=N I =N o - & s}
=N
y” Yo o 0
N. = N 7
o]
(iva) 5
Oo0ooa

(200000000 -0DOO0O0DODOO0OOD

u
O
g
u

00D04-0000000 (10.4 g, 100.0 mmol)D 0 000 O (100 mL)D OO O (50 mL)
000O0000O0CGmM)IIDODDDODODDDODODDNDODODODODODD1000000070
0(10mg, 3.0 moDI 00 O0CODO0DOCODODODODODONODO/000000020000
0000000000000 00O000000000O00-0-00 (11.3 g, 100.0 mmol

Ybooooooooooooboobi1oooooooooboOoobDooboboooOooDOoo

O

O
O
O
O
0
O
O
O
O

oooono

200000000000 DO0ODO0ODO0O-0-00 (11.3 g, 100.0 mmol)O O 0O O (5 mL)O
Ooooanpnrocogd@omg, 3.0mo) D 0 00O0DODDOCDOOO33O0OD0OOODOON
O0oo0ooDOoo0@8.og20moDOOOOCODODDOODDODOODOODODODDODO QO
mDHDOOODOOODOooOoOoooOov/00O0O00OO0O0oOO0oOoOODOoobOOoOoOoooOOooDoDOooaO
OO00GOmDHODODODOEAc (Bx 100 MDHO O ODODODODODDOODOOODOMgSo,00
ooo0DDDbOO0O0oDOoooooooboobobOoO0e.1gbb0Ond

oooonon

OO0O0OD0D0O0O00OHex:tEtOAc 8:10 0O O0OODDODODODOOOOOOODDOOOOOODOGA

-000b00000bDbO0o00bbDO0O00Db0Hex:EtOAc 21000 000DO0O0O0O0ODDOO

g
u
0

O

0000000000000 (rf 0.5, Hex/EtOAc 2:1)0 0 0000 0 O LC-MSO O O O
00000 (3.3 g, 24.6%)0 m/z (LC-MS, ESP)0 RT=1.700 O (M+H)=135.00 *H NMR (30
MHz) 8.72 (1H, dd , J 0.9, 6.0 Hz), 7.78 (1H, m), 7.71 (1H, dt, J 0.9, 6.0 Hz)
5.65 (1H, t, J 6.9Hz -OH), 4.61 (1H, d, J 6.9 Hz);” *3C NMR (100 MHz), 163.72,

149.85, 123.60, 121.69, 119.77, 116.99, 63.700

ooooao

(b) 2-0000-0000000000(iid)

a
O
g
g
u

oooooo-y8000O0O0O0O0O0D@3.2 mkL, 150 mmol)O O O DCM (86 mL)O O O O
ODMSO (21.2mb)D200 00 0000CDOO0CODCM (60 ML) DODODODOO2-00000O0
oo0o-0ooooooODbDDbO0oO0@.0g9g,30moHOSOOD0ODDODODODOOODODOODDDOGO
O0Oo(7s0)H)oisgooooooooooooooooooooogo-vs0o2000O
O000O0O0DOO0O0OO0O0oDO0O0oDOobDOCEGhsu)H)Yoooooooooooooogaonocs.

15 mL, 450 mmo)O 50 000000000 DOO0OOOOOODODODDODOD2000D00

g
a
O
g
g

oooDDDbOO0oOO0DOoooooooODbDCeM (oo MU D ODODODDDODExSsB0mLH)ODOODODDOO
OobcM Bx 50 MmO O O0OODODDOOODODOCOCODOODOODUODODDODODOODODODODOO
oooooooboooobooobDoobooooLwe-vsODOODOOoOODOODDOD@ODOO
oooDDoOO0OO0O)Omlz (LC-MS, ESP)O RT=2.530 O (M+H)=133.00

goooan
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() 2-(3-000-3H-00000000-1-0000000)-0000000000 (iii-i
nt)

O[@GE-0o0o0-1,3-0000-00000000-1-00)-0000000000O000OO0OI]O0O
0000 () (8.0 g, 33.0 mol)I THF (400 mL)OD DD OO (QoO))ODOOOO2-00
00-0000000000@id) (30.ommoNDI0DO0DNODODODODODO(6.2m, 3

3.0ommo)D00DD0OOOCOOOOOOO3IOOOOODODDOODODDOOOOODOOD
gooooao

ocooocooo0oooDOoooOobOO0oooDOoooOooOoooDUooODOoo0OE@x 5 mL)ooao
OCoOO0@x15m)00000O0OD0O0O0D0DO0DE20mLH)0O0O0OOCDOLC-MSOO0D020000O
oooobDDboooogog; m/z (LC-MS, ESP)TJ RT=4.270 0 (MtH)=249. 00 0 OO DODOO
O0O0O@0O0O40%) RT=4.470 M+H 194)0 0000 O0O0D0OO0OODODOOCODODODOODODOO
aogao

gooooao

(d 2-4-00D0 -3,4-000D0-000D0D-1-000D00O0)-000000O0OCODODO
ooooo2-GB-000-8H-0OO0O0D0ODO0DO0DDO-1-0000000O0)-0O000O0O0DODOO
(ir-int) (C4.0mmoHO D @BOML)DODODODODODODDID OO E@EmL)DOODODOoDODOOO
oooooDooOoeooooI OO0 DDO0DU0DU0DODODO0DO0DDDODODODODODODUOOoODOoOODDOO
OooooDoooooDGm)io@onhooooooooooE@Ex300om)0ooood
OoDooo0ooOooDpDooLLeCe-MsOOODODODODODOOOODOO (.61 g, 3000 26.-7%);
m/z (LC-MS, ESP)0O RT=3.480 O (M+H)=263.00

OoDoooo

(e) 2-4-0 00 -3,4-0000-00000-1-0000C0O)-00O000O00O0DO (1va)
02-4-000-3,4-0000-00000-1-DO0D0DO0O0)-00000DOODODOO (.54 g,
2.06 moDOODODDODDODDODO@5mML)0O0D0DD0DODODODO@3ImMLDO0DODODODODOODOOO
OoooOooo7o00000O000O0ODODODODOOOS0O0D0DO0DO0ODODOO0OOOOODODOO
000000000 Exs5mM)00000D0D0Do00DO0ooO0E220mM)ioooooood
oooooDoDoooLwe-MSOOO0OooooOooDOoODOOOd(0-49 g, 88%); m/z (LC-MS, ES
P)O RT=3.080 O (M+H)=282; O 0O O (2M+H)=5630

oooooo

M 4-4-4-00000DO0ODODODODDO0D-0DDODUOD-1-00D000)Y-00O00O-2-0D0000O
O0-2H-0 0000 -1-0 0 (5)
02-4-000-3,4-0000-00000-1-00000)-0000000(iva) (0.25 g,
0.89 moDHI O O0DDOOODODOO (diemthylacetamide) (2 mL) DO 000 O0OOO0ODO
0oo0o-00odoo0-1-00-0000(@-20g, 1.0 mol)I 0O 0O DODOHBTU (0-38 g, 1.0 m
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