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0020000000000000¢(6.73g, 21.6 mo)0 OO ODOO0ODO
(00 600 OODO, 1.028g, 25.7 mo)D 0 DO O0DO0DOOODOOOO

0000000000000 00000000020@O0000000)
0000 ¢@G.00mL, 263mmoD)I 0000000 DOODDOOODODOOD
0.0000000000000000mO000000000D00000

0000000000000 00000000000000000000
000(9.70 g, 000 0O0)I ™ NMR (300 MHz, DMSO, dg) & 7.976 (d,
Hz, ArH;), 7.79 (s, 1 H, C=CH), 7.53 (d, 1H, J,=2.7 Hz, ArHg), 5.70

(s, 2 H, OCH,0), 3.99 (s, 6 H, OCHy 0 O O CO,CHs), 3.88 (t, 2H, J=8.0 Hz, OCH,C
H,Si), 0.97 (t, 2H, J=8.0 Hz, OCH,CH,Si),), -0.04 (s, 9H, Si(CHg)s; 0O O OO0
0 : 00000 ([CigHosBrNOgSI+H]T 0D O D0) OO0 m/z = 442,444; OO0 442,4
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000D000)I0000020000000000000(1.01 g, 2.28 mmol)ONI OO
00000000 (.32m, 257 mol)J 0 0000000000000000000 ,(db
a),(43.8 mg, 0.048 mmol)J 0 0D 0000 (169.8 mg, 0.27 nmol)J 00000000
0000000000000 (@.124¢9, 3.45mmel)00000000000000000
0000000000000 000000D000000000000000000000
0000000000000 000000D00000D0000000000000000
0000000000000 000000D000000000000000000000
(1.004 g, 920 )0 H NMR (300 MHz, DMSO, dg) & 7.67 (s, 1H, ArHg), 6.94 (d, 1H, J
n=2.4 Hz, ArHg), 6.66 (d, 1H, J,= 2.4 Hz, ArH,), 5.60 (s, 2H, OCH,0), 3.94 (s, 3
H, CO,CHg), 3.88 (s, 3H, OCHgz), 3.82 (t, 2H, J=8.0 Hz, OCH,CH,Si), 3.75 (bs, 4H,
ArNCH,CH,CH,NCHg 0 0 0 APNCH,CHoN-CHg), 3.45 (bs, 2H, ArNCH,CH,NCH5), 3.31 (bs,
2H, ArNCH,CH,CH,NCH5), 2.83 (s, 3H, N CHg), 2.28 (bs, 2H, ArNCH,CH,CH,NCH3), O.
92 (t, 2H, J=8.0 Hz, OCH,CH,Si), -0.04 (s, 9H, Si(CHy)s ; 00D ODOOO: 000
00 ([CosHaNgOsSi+H]* 00D DO) 00O m/z = 476; 000 4760
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Y OOOODD20000000000000(1.00g, 2.100moN00DODCOO0OODODOO
00000000 (0.267 g, 6.35 o000 000000000000 00000O000
0 0000000000000 0000000000000O0O0O0O0OoOoOoOoooaOao
0000000000000 0O0H NMR (300 MHz, DMSO, dg) 8 11.06 (s, 1H, NH), 7.53
(s, 1H, C=CH), 7.00 (d, 1H, J,=2.4 Hz, ArHg), 6.70 (d, 1H, J,=2.4 Hz, ArH;), 4.

05-3.99 (m, 2H, ArNCH,CH,CH,NCH3), 3.87 (s, 3H, OCH3), 3.68-3.60 (m, 2H, ArNCH,C

HoNCHg), 3.54-3.47 (m, 2H, ArNCH,CH,NCH3), 3.41-3.26 (m, 2H, ArNCH,CH,CH,NCH3),

2.82 (d, 3H, J=4.8 Hz, NCH3), 2.46-2.41 (m, 1H, ArNCH,CH,CH,NCH3), 2.30-2.25 (m,
1H, ArNCHLCH,CH,N CHp) ; 0000000 : 00000 ([CayHN3O,+H]IT OO0 O)

000 m/z=2332; 000 3320

000000

Ooo0o0oaQ

ooooao

el 0d0d0gsg@oooooooogoooimoo)yo4000o0gl,400000000
dooz2000goooogag
gboboooooooboboboboooobobobobooooboooboo
ugboogood

goooao

gooood

%
I VAN

(;;it:) o ‘\[::::L\T::::L
/

e00000poDs@ioooOoI40000001000)M040@@EOIODDODOOOODODO
000000 Oo0O0HMOOooogoo2000000@IOO0O0O000400000000)H0
gooooag

gboooog

goooooan
giboooboebb0oobobD4CO0ObDlI4000D00O0O0O0DOO2000000
UOmbOOO0OO0OO0OO0OOOCOO0OO0ODODOO0OO0OO0ODODOOO0OO0ODOOOO0OO0 sOboO0oOobOoe0b0OO
o040 uO000O0ooopooooDOO0oOoOoO)oooOoD2000000000

10

20

30

40

50



(68) JP 4280067 B2 2009.6.17

O00D00000000D0(@4.98¢g, 11.3moND000DO0O0O0O0O0O0O0O0O0O0O0O0O0O0O
0(.367 g, 32.6mo)0 0000000000 O0O0OODODOOOODOODOOOODOO
0000000000 000O00O00 00000000000 O000O00O000000
000000000000 0D00D0000000000000000000000000
(2.6732 g, 800 )0 0000.00000(70)00000000000000000O0?
NMR (300 MHz, DMSO, dg, TFAO O 0O ) & 7.86 (d, 1H, J,= 2.7 Hz, ArHg), 7.55 (d, 1H
, Jn=2.7 Hz, ArH,), 7.32 (s, 1H, C=CH), 3.94 (s, 3H, OCHg) ; 0O ODDOOOO : O
0000 ([Cy4HgBrNO,+H]" 0D DOD) 0O 0O m/z = 298,300; OO O = 298,3000
OoDO0O0O0a0
Doooooo
80 000060000004000001,4000000000002000000 @00
000O00400000000)0000
O0D0OmOO0O0OO0O0D0OO0OO0O0ODOO0OO0O0 800000600000 04000001,4000
O0000000200000000000000 (3.446 g, 11.56 mmol)J 0 0 O O (9.0
39 g, 28.15mmo0 000000 (3.757 g, 27.8mo)D 000000040000 00
0000(.733 g, 15.3mmol)J 000000000000 O000 (8.2 mL, 50.2 mmol)
0000000000000 D00O0000000000000000000000000
0000000000000 D00O000000O0000000000000000000
0000000000000 000000D00O0O000D0O0O0O000D0O0O0O000D0O0O0
000 (3.09 g, 580 )0 *H NMR (300 MHz, DMSO, dg) & 12.13 (s, 1H, NH), 10.18 (s,
1H, C(O)NH), 7.90 (d, 1H, J,=2.7 Hz, ArHg), 7.68 (d, 2H, Jo=9.0 Hz, ArH,.0 O O
Hg-), 7.63 (s, 1H, C=CH), 7.51 (d, 1H, J,=2.7 Hz, ArH;), 7.00 (d, 2H, J,=9.0 Hz,
ArHz. O 0 O Hg-), 3.94 (s, 3H, OCHs), 3.75 (t, 4H, J=4.8 Hz, OCH,CH,N), 3.10 (t
, 4H, J=4.8 Hz, OCH,CH,N) ; 0000000 : 00000 ([CoiHooBrNz0,+H] O O O
0) 000 m/z = 458,460 ; 0 O O = 458,4600
000000
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80 0000600000040 IOOOONOOOOOOOODOOODDODO)DDDODODOD
2000000@0000000400000000)30000
OOmO NOODODODOOOODOOOO 800000600000 04000001,4000
0000000020 00000@0000000400000000)00000000
0000 (3.092 g, 6.75mmol)0 0000000000 O0OOO0O(DO 600 ODODOO,
0.410 g, 10.24 mmo)0 0 000D DO0O0O00ODOOODOOODOOOOODOOOOOO
0000000000000 D00000000000000000000020@O00
000O0)I000O0O0O0000O0Q@.6mL, 9.1mmoDOOODOO0OCODOOOOOCODOO
000000000000 .000000000000000O0OmMOC0D0O0O0O000O0O
0000000000000 D00D0000D000000000000000000000
O00000000000000000000000000(3.190 g, 800 )0 *H NMR (3
00 MHz, DMSO, dg) & 10.18 (s, 1H, C(O)NH), 7.95 (d, 1H, J,=2.4 Hz, ArH;), 7.83 (
s, 1H, ArHy), 7.69 (d, 2H, Ju=9.0 Hz, ArH,. 0 O O Hg-), 7.51 (d, 1H, J,=2.7 Hz,
ArHg), 7.00 (d, 2H, Ju=9.0 Hz, ArHz. 000 Hg-), 5.69 (s, 2H, OCH,0), 3.95 (s,
3H, OCHg), 3.85 (t, 2H, J=8.0 Hz, OCH,CH,Si), 3.75 (t, 4H, J=4.7 Hz, OCH,CH,N),
3.10 (t, 4H, J=4.7 Hz, OCH,CH,N), 0.94 (t, 2H, J=8.0 Hz, OCH,CH,Si), -0.04 (s,
9H, Si(CH3)5; 000D DO0: 00000 ([CarHasBrNg0sSi+H]" 0 OO D) OO0 m/

z =588, 590; 0O OO . = 588,590
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000000)000002000000@0000000400000000)0000
00000000 (.155g, 1.96 mo)OND OO D OO O0DOD (0-39 mL, 3.14 mmol)
000000000000 0000000 ,(dba),(90.0 mg, 0.098 mmol)D 0 00000
0(0.358 mg, 0.58 moND 0D D0DO0DO0ODODODODODOODODO(2.544 g, 7
BlmmoDNDODODOD0DD0DO0DDODODDODODOODODODOOODODODOODODGO
0000000000000 D00000O00D000DO0O0O00DO0DO0O0O0O0DOoDoOoao
0000000000000 0000000000000000000000000000
000000000000 000 (0.989 g, 810 )0 *H NMR (300 MHz, DMSO, dg) & 9.88
(s, 1H, NH), 7.73 (s, 1H, ArHg), 7.68 (d, 2H, J,=8.9 Hz, ArH,- 0 0 O Hg-,), 7.
00 (d, 2H, Jo= 8.9 Hz, ArHz. 00O Hg-), 6.94 (d, 1H, Im=2.7 Hz, ArHg), 6.66 (d
, 1H, J,=2.7 Hz, ArH;), 5.62 (s, 2H, OCH,0), 3.87 (s, 3H, OCHz), 3.80(t, 2H, J=8
.0 Hz, OCH,CH,Si), 3.73 (t, 4H, J=4.7 Hz, OCH,CH,N), 3.63 (t, 2H, J=5.9 Hz, ArNC
H,CH,CHoNCHg), 3.33 (bs, 2H, ArNCH,CHoNCH3), 3.09 (t, 4H, J=4.7 Hz, OCH,CH,N), 2
.97 (bs, 2H, ArNCH,CH,NCH3), 2.69 (bs, 2H, ArNCH,CH,CH,NCHg), 2.35 (s, 3H, NCH3)
, 2.09 (bs, 2H ArNCH,CH,CH,NCHz), 0.94 (t, 2H, J=8.0 Hz, OCH,CH,Si), -0.03 (s, 9
H, Si(CHy)5; 00D D0O0OD0: 00000 ([CazHarNsOsSi+H]"O DO O) OO DO m/z =
622; OO0 = 6220
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OSQ4 o0 DODDODODODDODODDODDODODOODOD@.OML, 6.2 mmoH)0 0D ODOODOODOODO
pgoooooooooooooooooboooboobo0obDoDobDoDoooDooooOog
gododooooooooooooooobooooooboooboooboboboooooon
0 (0.406 g, 490 )0 *H NMR (300 MHz, DMSO, dg) & 10.15 (s, 1H, C(O)NH), 8.33 (s,
1H, Arﬂs), 8.10 (d, 1H, J,=2.7 Hz, Arﬂ7), 7.70 (d, 2H, Jg = 9.0 Hz, ArH,. O 00O
Hg-), 7-56 (d, 1H, J,= 2.7 Hz, ArHg), 7.01 (d, 2H, Jg=9.0 Hz, ArHs. 0O 0O O Hg-)
, 4.06 (s, 3H, OCHy), 3.75 (t, 4H, J=4.8 Hz, OCH,CH,N), 3.11 (t, 4H, J=4.8 Hz, O
CH,CHoN) ; 0DDOO0O0O00: 00000 ([CyHieBrCINgO+H]I™O OO DO) OO O m/z =
476,478; 0 O 0O = 476,4780
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0000000 DOpsiD00O0C0O0C0DOpsi 0000000 O0DOO0DOODOOOOOO
0000000000000 O0000000000000000000000000
0000000000000 0000000000000000000000o00ndg
0 (0.142 g, 920 )0 *H NMR (300 MHz, DMSO, dg) & 10.20 (s, 1H, C(O)NH), 7.90 (d
, 1H, J,= 2.7 Hz, ArHg), 7.69 (d, 2H, J,=9.0 Hz, ArH,. 000 Hg-), 7.60 (s, 1H,
ArH3), 7.41 (d, 1H, J,= 2.7 Hz, ArH;), 7.01 (d, 2H ; Jo= 9.0 Hz, ArH;-0 O O Hg-
), 3.96 (s, 3H, OCHg), 3.75 (t, 4H, J=4.8Hz, OCH,CH,N), 3.10 (t, 4H, J=4.8 Hz, O
CHoCH,N), 3.08 (S, 6H, N(CHz),) : 0000000 : 00000 ([CaqgHaoBrCINgOz+H]
*0000) 000 m/z = 485,487; 00O O = 485,4870
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