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gobobocooboooobooobooobooobobooboooobooobooooobooooao
OOoo0oO0oO0oO0oo0oO0oo0oooooooooooooooooooooo0on0 (hexane - A
8

10 AcOEt) D 00000000000 ODODODODODODOgDO,,0000000

0000000000000 00000000000000000YH-NMR (CDCI,):8 1.
27 (3H, t, J= 7.3 Hz), 1.77 (2H, m), 2.16 (2H, m), 2.50 (2H, t, J= 6.3 Hz), 2.70

(2H, t, J=6.8 Hz), 2.88 (2H, t, J=6.3 Hz), 4.15 (2H, q, J=7.3 Hz)O 1.39 gO 52 %
Yy0OOO 00000000000 0,0,,00000000000000000000
0000000000000 O00O00O000O00000O00O00N0O0OO0ONONO0oonoOd
0000000000000 000000H-NMR (CDCl3):8 1.24 (3H, t, J= 7.1 Hz),

1.73 (4H, m), 2.11 (4H, m), 2.40 (2H, t, J= 6.6 Hz), 2.48 (4H, t, J=6.1 Hz), 2.
76 (2H, t, J=6.6 Hz), 4.12 (2H, q, J=7.1 Hz) 0 1.34 g0 28 %)0 O O

Dooo0oQ
Doooo0

00000000000 00O0000O0000O000000000000(1.34g, 1.29
mmol) DO ODOODO (20mL) OO O1IM NaOH (10 mL) OO0 D O70 000D OCOOOOO
ODO0O2MHCl OODD0OOODOOD pH 000000000000 O0O0DOO0OCOOO0O0O
000000000000 0O0000O0000O0000000000000000000
D00000O000O0O000O,0,,00000000000000000000000
0000000000 00O0O0O0O0O0 0000000000000 000000000
0000 H-NMR (CDCI;-CD,0D = 1 : 1):8 2.01 (4H, m), 2.28 (4H, m), 2.70 (2H, t,
J= 6.3 Hz), 3.04 (4H, t, J=7.9 Hz), 3.24 (2H, t, J=6.3 Hz)O 1.22 g0 94 %) O O
0

DooooQ

Dooooo

000000000000 (0.74g, 1.29mmol) 00O O0O00D0O0O0O0O0O0DO.0,,00
000000000000 000000000000000000O00(0.74g, 1.29mmol)
0000000000 (20ml) 0O0O0O0O0O0O0O0O0OO (0.54 mL, 3.86 mmol) O PyBO
P (0.80g, 1.54 mmol) 00 ODDODCODOODODCOOODOODODODOOODOOS 0000000
0000000000000 O0O00O0O0O0O0O0O0O0O0O0O00O0O0O0O0O0O0OO0OO0OooaOn
00000000000 000000O00000000000000000000 (hexa

ne : AcOEt = 4 : 1H)OODOOODODDODODOODDODODODDOOOODg0;,0000D0000DO0O
ugbogbooboobobobobooobobobuoooobobobobooobooobonb
0000000000000 o0oo0oo0oo0o0o0o0o0o0o0o0o0o00b0o0o0oo0n00Onaosefp-0HO DO
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000000000000 O0OYH-NMR (CDCI;):8 1.27 (3H, m), 1.87 (2H, m), 2.10 (
2H, m), 2.61 (6H, m), 3.45 (2H, m), 3.64 (2H, m), 4.16 (2H, m)Od MALDI-TOF-MS: C
alcd for C,;H,gF3,NO; (M"): 1051.1, Found: 1051. 0 1.27 g0 93 %)O0 O OO OO OO
0000000000000 O0000O00O00O00O00000000O0Bfp-0HOOOOO
0000 (1.26 g, 1.20 mmol) OO OO OO (20 mL) OO DO 1M NaOH (10 mL) OO OO
700 0400000000002MHCI OOOODOOODO pi 000000000000

0000000000000 000000000000000000000000000
00000000 Db0OD000D000000DbOO0OD0DO0o0DO0D0o0DU0ODbD0OODODbDODaOBfp-0HO
000000 O 1H-NMR (CDCl5-CD30D = 5 : 3)3 : 1.92 (2H, m), 2.15 (2H, m), 2.65 (

6H, m), 3.49 (2H, m), 3.66 (2H, m).0 MALDI-TOF-MS: Calcd for C,sH,sFasNO; (M'): 10
1023.1, Found: 1022.6. (1.21 g, 98 %) OO OO

000000

OoO00o0oo0ao

ooooao

‘Ph3CO— OH PhaCO— OBfp

[ -0 o)

HO o BfpO

. "HO Bfp0

[

: OMe 2 OMe

[ 20
[ Q [VII]

[ J‘K/\ /v\

[ prO—Z —0 N CgF17

[

[ O CgF17

[

0

0000 (1.05¢g, 1.03mmol) 00 O0DO0DODODOO0OOO0DO,0,,0000000000
0000000000000 O00O00O00OD0DO00O000ODON0ON0ONODOooooao
0000000000 000000000000 OBfp-0HO (124 mg, 0.29 mmol)D OO 30
0000000 (10n) 00000000000 O00O000 (139 mg, 1.14 mmol)O DCC
(353 mg, 1.7 mmo0 0 CDOO0OD0O02000000000000000 (30 mL) O
000000000000 00000™FC-72 030 ML) 0O00O00O0OFC-720000
000000000000 0D0000000000000000000 (836 mg, 85 %)
0000
Dooooo
oooooo
0000 (43 mg, 12.1mmol) 0O OODO (2nl) OOCODOODO (2ml) OOOODO5.2
M NaOMe (20 p 0) 00D OODOODO0OODCOODOOO0OODOOODOOOOOOOO(IR-120; H
form) 000000 ODO0O0OOD0OO0COODOO0OO0OO0OOO0OFRC-72 (10mL) O 0OOCOO 40
0O (loml) 00D0O0D0D00O0C0OO0OO0D0OODO0OO0COOOOOOOIXOOOOOOOO0OO0O0 (4
lmg, 95 %) OO0OOOOOOFC-720000000000000000000040,,0
0000000000000 O00O000C0D0O00O000O0O0ON0ON0NONOONOoooooaO
00000000 IXOOODOOOOBfp-OMed (35 mg, 92 %) OO OO
0oooo



(11) JP 3888914 B2 2007.3.7

[ OAc
[

o)
[
: A0 O— OBfp
[ AcO BfpO -0
[ é%p()
E 3 OMe
[ OH [1X]
[

0

H O— OH
"o ‘5 + Bfp-OMe
[ HO Ho
: HO 5
[ 4 OMe
O
gooooao
oo0o0o0Oooao

000000000000 0,;,00000000000000O000O0ONIOO0O0O0O0OaO0
0000000000000 oooooooooooooooonO (0-.74g, 1-29m
mol) 00O O0DDOOODODODD0,,00I1000000000O0OO0DOOODOOO
00 (10.0g, 9.8mmol)0 000000000 (300mLl) DDODODODOOOOOO (4-1mL
, 29.3 mmol) O PyBOP (6.1g, 11.7 mmol) OO DODODODODOODOODODOOOODOODOOGO
O5% 0000000000000 U0oDo0Do0o0o0U0oDoDo0oo0DoDo0ooDoDooOooDooOoo
0000000000000 oooo oo oo oDoDoooDoDoDoDoDoDoDoODoODDOOaD
OO0OO0OO0ODOO0OO0O (hexane : AcOEt =3 : 2) 00 0O0O0OO0DODOODODODODODDODDDODDOGGO;,
;,00000000C000O0O0O0000U0U0DU0UU0DUU0UU0D0DU0UU0DU0UU0UO0DO0DODODODODODODOO
0000000000000 00000000000000000000000O00"'H-N
MR (CDCI;):d 1.26 (3H, t, J = 7.1 Hz), 1.87 (4H, m), 2.08 (4H, m), 2.58 (6H, m)
, 2.73 (2H, m), 3.45 (4H, m), 3.63 (4H, m), 4.14 (2H, q, J = 7.1 Hz).O MALDI-TOF
-MS: Calcd for C,;HyoFs;N,0, (M+H"): 1583.1, Found: 1581.6. 0 1.21 g0 78 %0 O O
000000000 oo0oooDooooDoooooooog (5-20 g, 3.29 mmol) OO
OO0OO0OO0 (70mLl) OOOIM NaOH (35 mL) DO O OS50 0 OD300OO0O0O0OO0OO0OO0O0O0O2M H
Cl 000000 D0OD0 pHODODDODDOOOOODODODOD-EtOC,F(1:2) D 000000 OoOoQ
0000000000000 oooo0o0o0Do0oDo0oDoDoooDoDoDoDoDoDoDoDoDOO0aD
0000000000000 ,.,,000000000DD0DO0DO0DO0DO0DODODODODOODODODODOD
0000000000000 ooooooooooooooooooooDoDoDoDoOOoO0an
O MALDI-TOF-MS: Calcd for CyqH,sFs,N,0, (M+H"): 1555.1, Found: 1553.2. (4.94 g,
97 %) O DODODO

oooooo

oooo

0000000000000 g0, 0000 O0DO0oDOoDoDoDoDoDoDoODOoODODDOD
0000000000000 o0oo0o0ooDooooooooooDoDoDoDoDoDoOOoO0aD
(0.76 g, 0.49 mmol) 0000000000000 O0,;,00100000000
00000 (@0.28¢g, 0,49 mmo) D0 DO OODOOOO (30mML) ODODODO
(0.2 mL, 1.47 mmol) O PyBOP (0.31 g, 0.59 mmol) DO DO ODOOOO
g00O0OO0OO0OO0OsS 000000000000 Ooooooooooooo
0000000000000 UoUUoUUoUoUoooooooooooooao
000000000 O0ODODOO (hexane - AcCOEt =1 : 1) OO OOOOO
0o0o0o0gs0,.,,00000000000U0U00DO0D0DO0DODODOODOOOOO

OoooooogoQgogoaoQg
OoooooogQgogoaoQg

OoOoo0oooao
OOoo0oooao
OOoo0oooao
O0Oo0oooao
O0Oo0oooo
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ooooooO0oU0oooOoOooooOoUoooOoUoooOooDoDOoooOoOoUoOooUooooDoOoo
O00O0O0O0O00000O H-NMR (CDCl,):8 1.26 (3H, m), 1.86 (6H, m), 2.09 (6H, m)
, 2.59 (6H, m), 2.73 (4H, m), 3.45 (6H, m), 3.65 (6H, m), 4.14 (2H, m).O MALDI-T
OF-MS: Calcd for CggHsoFggNz0s (M+H'): 2114.2, Found: 2112.2. O 0.52 gO 50 %O
0000000000000 oooooooooo6O0on(3ss mg, 0.16 mmol)O
O0O0O0D0(.5ml)000IM NaOH (1.8 mL) DO ODO70 0 0O3O0O0OO0OOOOOOO2M
HCl ODO0OOO0OO0OOO pHOOODOOOOELOC,F,0O0D0O0ODODOOODODOOOODODOO
0000000000000 o0000o0o000Do0o0Do0DDo0Do0DoODO0D0O0DoDOoDU0OOoDoODoDOoOOo
¢0.,;00000CCOCO0O0O0DOO0OU0DODDOODODOOOO0DUOOOODUODDODODODODODOOODODOO
Oo00O0oo0O00oo0O00oooD0ooooO0O0ooo0oO0O0DoOOdMALDI-TOF-MS: Calcd fo
r CszHysFggNyNaOg (M+Na®): 2108.1, Found: 2106.9. (226 mg, 75 %)0 O O O

oooooano

goooooao
gboobooboboboboboobobooboboboooooboboboboooboobaadnb
ooboocooobOooboooobooooboooboooobOooooooobooooboooan
gboboooooboboboooobooboboooobooboboboobobonb
ugbogbooboobobobobooobobobuoooobobobobooobooobonb
ooboocoooOooobooobooobooooboooao
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