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, 3.71('s, 6H ), 3.81 - 3.91(m, 1H ), 4.32 - 4.35( m, 1H ), 5.28( d, 1H, J = 4.
4 Hz ), 6.12( dd, 1H, J = 6.3, 6.8 Hz ), 6.42(br s, 2H), 6.81(dd, 4H, J = 6.8, 8
.8 Hz ), 7.17-7.34C m, 9H ), 7.76( s, 1H ), 10.58( br s, 1H )
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31p NMR (CDCl;): 149.4 149.2

1H NMR (CDCl3): 1.01 - 1.25(m, 12H ), 2.41( t, 1H, J = 10.5 Hz ), 2.43 - 2.77( m
, 3H), 3.31 - 3.80( m, 12H), 4.11 - 4.18( m, 1H ), 4.55 - 4.61( m, 1H ), 6.43 -
6.49C m 1H ), 6.74 - 6.80( m, 4H ), 7.10 - 7.36( m, 11H ), 760 - 7.69( m, 1H )
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4 - 3.61( m, 1H ), 3.78 - 3.83(m, 1H), 4.40 - 4.41(m, 1H), 4.91(s, 1H), 5.29(s,1
H), 5.43(brs, 2H), 6.13(t, 1H, J = 7.25 Hz), 8.12(s, 1H )
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1H NMR (DMSO): 2.05 - 2.12(m, 1H ), 2.21(s,3H), 3.03 - 3.16(m, 1H ), 3.45 - 3.48
(m, 1H), 3.55 - 3.60( m, 1H ), 3.78 - 3.80(m, 1H), 4.38 (brs, 1H), 4.81(brs, 1H)
, 5.22(s,1H), O 6.15Ct, 1H, J = 7.25 Hz), 8.12(s, 1H ), 10.20(brs, 1H), 10.83(
brs,1H).
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H NMR (CDCl3): 2.11 - 2.15( m, 1H ), 2.21('s, 3H ), 3.04 - 3.15( m, 1H ), 3.70
(s, 6H), 3.81 - 3.91(m, 1H ), 4.32 - 4.35( m, 1H ), 6.13( dd, 1H, J = 6.2, 6.
7 Hz ), 6.81(dd, 4H, J = 6.8, 8.8 Hz ), 7.10 - 7.28( m, 9H ), 8.20( s, 1H ), 10.
20( br s, 1H), 10.82(brs, 1H).
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OcooDDOO0O0000oo0o@omOODODOODODO0DO0DOO0OO0OODOODODDDODOOODO (55

L, 4mmo) D0 O0DOO0OE@2% L, 4mmo)DO0OODODO ODO0ODOODOODDODOO

OO0 ((.48g, 4.4 mmo)00C00CO0DODOOOOOO40000C00DDOOOOOOOC

O0O00OCHI,00D0O00D0003000000000000000
000000000000 000000000000OO0ooNoan
00(0g, 0 OO0O0) 00000000000 O0S500100%0 O
00000003% 0000000000000 0O00O0N0O0O
0oooooo 0O’ 000 (4,4 0000000000)02 0000007
ooooooo 0000 (1.5 g, 68%)

T4 NMR (CDClg) & 2.31 -2.49 (m, 2H), 2.25 (s, 1H), 3.66 (s, 6H), 4.08 (d, 1H,
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2.97 Hz), 4.54 -4.56 (m, 1H), 5.55 (brs, 2H), 6.19 (d, 1H, J = 4.1 Hz), 6.66 (d
, 4H, J = 8.9 Hz), 7.05 - 7.22 (m, 9H), 7.33 (d, 2H, J = 1.4 Hz), 8.13 (s, 1H),
8.46 (d, 1H, J = 4.3 Hz); *3C NMR (CDCl;) & 40.8, 55.2, 64.1, 72.2, 83.4, 85.6,

86.4, 99.1, 103.6, 113.6, 121.9, 123.9, 125.3, 126.9, 127.9, 128.3, 129.1, 130.

11

g
u
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g
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135.9, 136.3, 144.7, 149.6, 150.3, 151.5, 156.9, 158.5.
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L, 7.45mmoD)O0 00O 0000300000000 DOOO0OO0OOOOOODO@G31pO, 7.45m
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000000000000 0000000000000000000000000000A0
000000000000 0000000 (@5¢,1% 0000) 00000000000
gs001000 0 0000000000000 D00O0O003I 0000000000000
0000000000000 00000% 000 (4,4 0000000000)02
O00O0006eNDODDOO0D700000000000000 (1.4 g, 95%)
O *H NMR (CDCl3) : 2.30 (s, 3H), 2.39 -2.46 (m, 1H), 2.52-2.57 (m, 1H), 3.33-3.3
9 (m, 2H), 3.75 (s, 6H), 4.06 (d, 1H, 4.3 Hz), 4.59 (dd, 1H, 6.2 Hz, 9.9 Hz), 6.
77 (d, 4H, J = 8.6 Hz), 6.86 (d, 1H, J = 4.1 Hz), 7.18 - 7.31 (m, 9H), 7.39 (d,
2H, J = 6.75 Hz), 8.46 (s, 1H), 8.63 (s, 1H); 13C NMR (CDCl;) : 24.6, 40.4, 55.2
, 63.9, 72.7, 77.2, 83.1, 85.2, 86.6, 108.6, 113.2, 123.5, 126.9, 127.9, 128.1,
130.0, 135.6, 135.7, 144.5, 149.9, 150.3, 158.5
oooooo
0000000D00000% 000 (4,4 0000000000)I2 0000006
NOODOOOO7000000000@.4g, 2.4mo)0 000000000030 0000
D00D0000D000D000@EsSmM)IDNOONODN0ONDONDN0NON0NOoOooOonooan
OO0 (5750 L, 3.5mmol )00 OO (200000000) (ON,N DODODOODOO
00)O0DO0OO(S571w0,2.6mmol )D0D0OD0DO0OODOODDO300000000
00000000 ImO0O0O00S000000000CHCI,,0OO0O0LOOoOO0O00O0O
0000000030 0000000000000000000000000000
0000000000000 000000000000000000000000 (2
59, 1% 00 000000)0000000000O00500100%0 0000000000
O00O0000o03wW ] 0000000000000 000000000000000a0
0000000000000 0000005 000(4,4 0000000000 )dz2
" 000000eNDD0D0O0D070000000000% 0@IOODOODOOODOO0OOOO
000000000000 0000)I0o0 (@.7 g, 91%)
O TH NMR (CDCI3) : 1.01-1.12 (m, 12H), 2.36 (s, 3H), 2.39 (t, 1H, J = 6.8 Hz), 3
.23-3.27 (m, 2H), 3.49-4.16 (m, 10H), 4.16 (s, 1H), 4.65 (s, 1H), 6.77 (dd, 4H,
J=4.3Hz, J =7.8Hz), 6.81 (d, 1H, J = 3.2 Hz), 7.11 - 7.36 (m, 11H), 8.43 (s
, 1H), 9.37 (s, 1H); *3C NMR (CDCl3) : 20.1, 20.2, 20.3, 20.4, 22.8, 24.5, 24.6,
24.7, 29.7, 39.8, 43.1, 43.1, 43.3, 43.3, 55.2, 58.1, 58.2, 58.4, 58.5, 63.4, 6
3.6, 68.3, 73.3, 73.6, 73.9, 74.2, 77.3, 83.4, 84.9, 85.0, 85.1, 85.2, 86.4, 104
.2, 109.0, 113.1, 117.4, 117.5, 123.7, 126.9, 127.8, 128.2, 128.2, 130.1, 130.5,
135.7, 135.7, 144.6, 150.2, 152.8, 152.8, 158.5, 169.0; 3P NMR (CDCl;) :149.2,
149.4.
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OoOoood
N N/)
DMTrO
O (20)
0 N

Oooogoogad
oodogoao
o5 ,3 00000002 00000060000 -7-000000 (2.0 g, 4mm0I)D
Oooooogogano —MeOH(40mL)D gD ogooDoogadd
JgdoeOU0DDO0OO30DDDDODOOOLDDODUOUODLDDODUOUODODOUUODODOUODDODOODOOOd
OoooogogosomlO00O0O004d4oml0 00000000000 0000 b0booooaog
godooDo0o0ooDo0oooDooooDoo3o0 oo o oDooooDogao (40 mL)D o0
oo gogad (559u L, 4 mmoI)D gooogad (329p L, 4

mmol)J 4,4 -00000O00O00O0C0O0O0OC(.48¢g, 4.4mmol )JOOD0O0O0DO
0040000000000000000CHCI,0000LO0000000CHCI,0O0O000
00030 00000000000000000000000000000000000
0000000000000 0000000000000000000(209,1% 0000
yOOOODODOOODOODOOSs001000 00 0000000000000 0O003% 00
000000000000 000000000000000005 000(4,4 000
000DO00O00)I2 0000008000070000-000000000 (1.9 g, 85%
)O

0 'H NMR (CDClg) : 2.35 -2.49 (m, 1H), 3.02 -3.11 (m, 1H), 3.22 (dd, 1H, J = 6.2
Hz, J = 9.2 Hz), 3.32 (dd, 1H, J = 5.1 Hz, J = 9.7 Hz), 3.79 (s, 6H), 4.03 (dd,
1H, J = 5.1 Hz, J = 11.1 Hz), 4.86 (dd, 1H, J = 6.1 Hz, J = 11.5 Hz), 5.55 (brs
, 2H), 6.73 (d, 4H, J = 8.1 Hz), 6.76 - 6.83 (m, 1H), 7.16 - 7.34 (m, 9H), 7.39
(d, 2H, J = 1.6 Hz), 7.82 (s, 1H), 8.38 (s, 1H); 23C NMR (CDCl) : 21.2, 38.0, 5
4.9, 64.2, 72.3, 77.2, 84.0, 85.6, 86.0, 100.9, 112.8, 123.8, 125.1, 126.5, 127.
5, 127.6, 127.7, 128.0, 128.0, 129.0, 129.9, 132.0, 135.9, 136.3, 144.7, 149.0,
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153.8, 155.3, 157.4, 158.1, 158.2, 158.3.

oooooao

oooooODbOO0OO000O000Y OO0 @U.4 D0DO0oOoooooooH)D2 ODOoOoooos
oooov7vwboo0O00-00000 (@.62g, 2.9vmoH)0 00 00QCCOCO30D0DO0000O0OO0O
coooooOoO0o@Om)ooooooooooOooooooooOoDDOO0O0OgE.9r

mL, 8.8 mmol )JODDODOODODOD3000000000000000000(C6274 0, 8.8m
mol ) JODODODO03.500000000000000000028%0000000 15mL
00000100 00000000CHI,0000L000000000000000003
0000000000000 D00O0O000D0OO0O0O0O0O0ODOODO0OO0ODOODOoDOoooooan
0000000000000 000000000000000(5g, 1%0000) 000
0O0D0O0000D005001000 0 000000000000000003%0 000000
0000000000000 O0D0O0O0O0O0ODOODO0OO0OS -0- (4,4 -0000000
00) -2"-0000-6N-0000-8-00-7-000000000000(1.4g, 85%)0

O 'H NMR (CDCl3) : 2.30 (s, 3H), 2.38 -2.48 (m, 1H), 3.01-3.10 (m, 1H), 3.20-3.3

5 (m, 2H), 3.76 (s, 6H), 4.06 (dd, 1H, J = 5.1 Hz, J = 11.3 Hz), 4.84 (m, 1H), 6
.72-6.83 (m, 5H), 7.15 - 7.35 (m, 9H), 7.36 (d, 2H, J = 6.48 Hz), 8.22 (s, 1H),

8.56-8.65 (S, 2H);

Do0o0o00

00000000000 O005 -0- (4,4 -000000000) -2"-0000 -6N-0
000-8-00-7-000-00000(560mg, 0.9 mol)J 000000000 030000
0000000000000 0000@OML)D000000000000NO0N00NON0onoon
000000 (230p L, 1.4mmol )DDO0O(@OOOCOOOOO)NN -00000O00
D0O00)JoOoOo(¢228u 1 ,1.0mmol )JOOOOOOOOOODO300000000
00000000000 IMO0D0005000000000CHCI,0000L000000
0000000000030 00000000000000000000000000n
0000000000000 0000000000000000000000000000

(259,10 0000000)000000000000500100%0 0000000000
000000003 O0O0O0O0DO0O0OODODOODODOODONOODOOODOOODOOODOOODOn
00000000000 00O000O0O0% -0- (4,4 -000000000 ) -2°-0
D0O0-6N-0000-8-00-7-00000000-3"-(-000000 -N,N-0OOOO
000000000000)000 (672 mg, 90%)0

O 'H NMR (CDCl3) : 1.07-1.28 (m, 12H), 2.30 (s, 3H), 2.42-2.62 (m, 3H), 3.14-3.2
9 (m, 3H), 3.56-3.81 (m, 10H), 4.22 (s, 1H), 4.82-4.97 (m, 1H), 6.67-6.73 (m, 4H
), 6.83 (t, 1H, J = 4.1 Hz), 7.12 - 7.37 (m, 11H), 8.22 (s, 1H), 8.56 (s, 1H), 8
.58 (s, 1H); 3P NMR (CDCl;) :149.2, 149.4.
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TR | #fE Al iG]
1 Y CH3;CN 0. 2
2 Wi b U FIE | 3% ClsCCOOH/CH:Cl: 1.5
3 P CH,;CN 0. 4
4 *he 0.1M amidide + 0.1M HoBt in + BIT [ 1. O
in CH3CN
5 i CH,CN
fETT 0.1M amidide + 0.1M HorBt in + BIT| 1. O
in CHsCN-NMP(15:1,v/v)
P CH;CN 2
AL, 0.2M 12 in Py-H2O-THF(20:2:78 v/iv/v} | 0. 5
P CH,;CN 4
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A T 45 -

A G 32 —-13

A C 26 -19

A A 29 -16

EiE#4 | T 43 —

EhaEl4 | G 32 —-11

K4 | C 24 -19

KR4 | A 27 —16

EWHS T 45 -

ERFES | G 31 —14

Ehfl 5 | C 26 —-19

ERF S | A 29 —16
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000070 00000000¢@azardeazaA)J D0 0D 0D OOOODOODODODODODOODOO
000000000000 DO0O0O0OXoooOOoOor OoDooDOobOooooooAODOD
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oooao
T | #ME RS I
1 Yo CH;CN 0. 2
2 il b FIUE | 8% ClsCCOOH/CH:Clz 1. 5
3 PR CH,CN 0. 4
4 1 0.1M amidite + 02M BIT in| 1. 0
CH:CN-NMP (15:1, v/v)
5 P CH,CN 0. 2
55 0.1IM amidite + 02M BIT in| 1. O
CH3CN-NMP (15:1, viv)
Pt CH,CN 0. 2
i3] d 0.2M 12 in Py-H:O-THF(20:2:78 v/viv)
P CH,;CN 0. 4
oooooao
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OoOoOoDDODMITODOOOOO0OODODODDODODOOOCHCILOODOOODDODOOOCHCI,
ocooobDOOoO0oO0oOoOogcH.CNDOODDOODODOOoouoooboooDDi10%9 00000
OOO0OCOCOO0OO0ODBUOOCHCNO O (GooiL) DO OOODOOODOOODOO0OOO0D0AOCHSCN
1mLx3))D000000000000O0TBAF (131 mg, 0.5 mmol)JD O OO (24iL, 0.5mmo
1) OOOTHF 500p LOO O OO OODODOOCODODDDODO1I000O0OODNACDODDODOOO
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goooooooobooooooobooboooobooooboooooooboooooao
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0’ 0000000000000000
000D000000D000000000
000000000D000000000
000D000000D000000000
0o0D0DAOO,,,00000000
ooooooo

-00ooooooo)-6-0-00000
(290mg,0.342mmoDO0 0 0 OO0 OO OO
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oooobOOoO0ooooooOooobooooobooogoCc10omH)oooooO
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(54) JP 4882074 B2 2012.2.22

coooooooo4000000% -0-(4,4 -OOOOCOOOOO)-2 -0-000-3-
00000000000 (50mg,73%)0

O *H NMRO DMSO-d600 ¢ 3.39 ( 3H, s ), 3.72 ( 6H, s ), 4.01 ( 1H, d, J = 3.4 Hz ),
4.14 (1H, t, J =49 Hz ), 4.21 (1H, t, I3 =5.6Hz ), 5.27 (1H, d, J = 6.4 H

z), 545 (1H, s ), 556 (2H, d, J =8.3Hz ), 5.66 (1H, d, J = 4.6 Hz ), 6.8

2 -6.84 (44, m) 7.18 - 7.32 (9H, m ), 7.77 ( 1H, s ), 10.32 ( 1H, s br ) = M

S m/z calcd for C35 H 35 N , O 5 ™ : 599.2506, found 599.2550

oooooao

ocoooooooooooos -0-(4,4 -0000O0O0O0O00O0)-2 -0-000-3-000

OO0O000@70mg,0.284mmo)0 0D 0000003000000 0O0O00O0OO0ODO2.8mD)
000000000000 o0oo0o0ooo0ooO0ooo0o0ooo0Doooo0oooooooon

ocoooooOOO0OO0OO0oO0O0oOoo0oD ((2.8m)0O0O0oOoOooooooooDoOoOoOoOO
(44p 1, 065 mo) D0 CO0OODODOOOODODODODODOOOODODDDOODODODODOODODOO
oooo0oDDOO0O000oOoooooooODoOOoOoUoooOoooooooDOo@oomhoooo(
omhHho200000000ODOO000O0O0O0O0QoOOoOOODDODODOO0OODOoO0oOoOoODODODDO
ooooODODOOO00O0O0O0ooooOoOoODOOWNeOD D O0O0OOODODH)Y DDODOOOOOO

gboboooooboboboboobobobo2n004000b000b002-N-0000-=5
' -0-(4,4 -0OD0DDOOOO0OO0OOO0)-2 -0-000-3-0000000CCODODO@A20mg, 65

%)O
0 *H NMRO DMSO-d60 ¢ 2.09 ( 3H, s ), 3.14 - 3.20 ( 2H, m ), 3.41 ( 3H, s ), 3.71
(6H, s ), 4.06 ( 1H, dd, J = 5.1 Hz, J = 8.6 Hz), 4.20 ( 1H, t, J = 4.7 Hz ),
4.24 ( 1H, dd, J = 5.4 Hz, J = 11.5 Hz ), 5.31 ( 1H, d, J = 6.4 Hz ), 5.86 ( 1H,
d, 3 =4.4Hz ), 6.45 (1H, s br ), 6.80 - 6.83 (4H, m), 7.15 - 7.29 ( 9H, m
), 8.07 ( 1H, s ), 10.54 ( 1H, s br ), 11.28 ( 1H, s br ) - MS m/z calcd for Csg
Hz> N 4, O g° - 641.2611, found 641.2642
oooooo
ooobooooDooDooDooe2-N~~0b00no0-5% -0-4,4 -000O0D0OODOO0O)-22 -0-
0o0o0-3-00000000 @9 mg, 0O.18SmmoH) I 00000 ODODODDOODOODDOOO
ooooD@oamMhoooogooboooooooooooDnD G4 1,0.27mmoH) 0O OO OO
O@-0000000)N,N -O000O000O000)O0OO0O0G7p 1,0.259mmol)0 O
gobbo4.500000bboobbo0obbuoobbuoobbooobooobooo
oo¢@omhoooooooooooodGomMpDooooooogooooogoobooood
oooooOO0ooOoO0oooO0oooO0ooo0ooo0oooooobOoooOooooooDoDOn @
oobobooo)yobooooog2-N~-0000-5 -0-4,4 -DO0DODOOOO)-2 -0
-0o00 -3-go0popooooo-3"-(2-0000O0O0-NN-ODO0O0O0DOODOODODDOOO
oo)
000 (47mg,30%)0
0 1H NMR ( CDCl; -d1 ) ¢ 1.03 - 1.05 ( 4H, m ), 1.17 - 1.29 ( 8H, m ), 2.02 ( 3H
, m), 2.37, 2.68 ( 2H, m ), 3.36 - 3.67 ( 7H, m ), 3.77 ( 6H, m ), 3.87 - 3.98
(1H,m), 4.13 -4.16 (1 H, m), 4.32 - 4.38 (1 H, m), 4.47 - 4.50 (1 H, m
), 5.85 (1 H, m), 6.80 (4 H, m), 7.20 - 7.49 ( 9H, m ), 7.96 ( 1 H, m ), 10.
21 (1H, sbr), 11.80 (1 H, sbr) : 3P NMR ( CDCI, -d1 ) ¢ 151.6, 152.2
oooooo
gooogad
03 ,5 -00-0-(tert-J000Q0O0O00DODO )OO0DOO0DOOODOD (1.59, 3.02m
mol ) D O00OOOO0OOOOCOOOQOOUOQOOOOCOOOE@SmM)OODOooOoDooOooooDOoO
OoOoooOG7ep 1,453 mo) 0000000 O0O0OO0OOOOOOOOOOOOODOO
OoO¢Geo 0,3.93mmoH)0 000 0000D0DDO0OD0OD0ODD0ODO0DO0DO0DO0DoDoOoDoDOooOooDoodd
ooo (1.8ml, 15,2 mmol ) OO OO0ODOOCOOODODODOCOOODOOOODODODC2
ocoml )OO (C10m )OO0 ODOOOOCOOOOOOC200 ml )OOOOC150 ml )O2
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(55) JP 4882074 B2 2012.2.22

0oo0o00DD0DDOD000000000o00o0DDDODO0D00D0D00O0Do0Do0DoDoODoODDOoDOoOOoDOoDOOg
NHOOOQOOODDODODOODODOoOoooooOoODDoDoDOoDOoOooOooooooooDoooood
oooooo3® ,59 -00-0-(tert-0000000O00O0O)-2-N-0000000O00O0
000o0o0oO0o0oo0ooDDo (1-38g,78%)0
O *H NMR ( DMSO-d6 ) & 0.01 ( 6H, d ), 0.08 ( 6H, s ), 0.84 ( 9H, s ), 0.86 ( 9H
, S ), 2.26 - 2.30 ( 1H, m ), 2.61 - 2.67 ( 1H, m ), 2.70 ( 3H, d, J = 3.9 Hz ),
3.62- 3.71 (2H, m ), 3.81 ( 1H, m ), 4.48 ( 1H, m ), 6.15 ( 1H, t, J = 6.5 Hz
), 7.02 ( 1H, s br ), 8.05 ( 1H, s ), 10.26 ( 1H, s br ), 11.98 ( 1H, s br ) = 1
3C NMR ( DMSO-d6 ) & -5.6, -5.6, -5.0, -4.9, 17.6, 17.9, 25.6, 25.7, 26.1, 62.6,
71.9, 82.5, 87.1, 119.1, 136.2, 148.9, 149.2, 155.5 : MS m/z calcd for C,, H 4,

Ng O 5 Si , * : 553.2990, found 553.3027

oooooo

000000000000003% ,5 -00-0-(tert-0000000000)-2-N-00
0000000000000 000(889mg,1.6lmmoN0 0000000 O0ODDOOD
D000 @eMDI0DOD0O00O00O00O00O00O00O00O00O0O0nO0(421ip 1,2.41 mmol )
0000000000 0000000000 @24 mg, 1.93mmol)0 0000000 .50
0000000000000 00@mMDIOOD0OOD0OOD0O@m)YIOI0O00O000O
0000000000000 C150ml )0000(C150ml )0100000000000
O(C150 ml )0 OO0 (C100ml )D200000000000000000000000
000000000000 0000000000000000000000 ( €200 ) O
DO00o000000O0000O00O00O00O00O00o0ns ,5 -00-0-Ctert-0000
000O000)6-0-00000000000-2-N-00000000000000000
0000 (1.13 g, 94 %)0

0 H NMR ( DMSO-d6 ) & 0.00 ( 6H, s ), 0.10 ( 6H, s ), 0.83 ( 9H, s ), 0.88 ( 9H

,S), 2.3 -2.39 (1H, m), 2.77 (3H, d, J = 4.6 Hz ), 2.79 - 2.84 ( 1H, m ),
3.65 - 3.76 ( 2H, m ), 3.86 ( 1H, m ), 4.55 ( 1H, m ), 6.39 ( 1H, t, J = 6.5 Hz
), 7.29 - 7.50 ( 10H, m), 8.36 ( 1H, dd, J = 4.6 Hz, J = 9.2 Hz ), 8.49 ( 1H, s
), 9.87 ( 1H, s br ) : *3C NMR ( DMSO-d6 ) & -5.5, -4.9, -4.7, 17.6, 17.9, 25.6
, 25.7, 26.3, 62.5, 71.7, 83.3, 87.3, 118.6, 127.4, 129.4, 141.6, 142..8, 153.4,
154.0, 154.0, 155.2 : MS m/z calcd for C4, H o, N 5 Og Si ,* : 748.3674, found
748_3677
oooooo
00000O0000000% ,5 -00-0-(Ctert-0000000000)-6-0-0000
0000000-2-N-000000000000000000 (1.13g,1.52mmol)0 0 00O
000000000000 00000000000000@Sm)000O00O00O00O
000000000 (743u 1,4.56mmo)0 0000000000000 00000000(
smDIOOODOODODCODOCODODODODOOODODODODODODODODODODOO(C20
0)I00000OD0DOD0OD0OD0ONO0ONO0ON0ONO0ON0ON0ON0ON0ONOoOoOgd(ml)
0000000000 @EsM)D000O0000000000000000006-0-00
000000000 -2-N- 0000000000000 0O00O000O0O0 (643 mg, 81%)
O
0
3
3

TH NMR ( DMSO-d6 ) & 2.33 - 2.36 ( 1H, m ), 2.67 ( 1H, m ), 2.79 ( 3H, d, J =
.4 Hz ), 3.50 - 3.60 ( 2H, m ), 3.85 ( 1H, d, J = 2.7 Hz ), 4.41 ( 1H, s ), 4.9
(1H, s ), 5.34 (1H, d, J =3.2 Hz ), 6.39 (1H, t, J = 6.0 Hz ), 7.31 - 7.48
( 10H, m), 8.39 ( 1H, d, J = 3.4 Hz ), 8.56 ( 1H, s ), 9.87 ( 1H, s br ) : *3C
NMR ( DMSO-d6 ) & 26.4, 61.3, 70.3, 83.4, 87.8, 118.7, 127.4, 129.4, 141.6, 143.
2, 150.0, 153.4, 154.0, 154.1, 155.1 : MS m/z calcd for C,g H -5 N 5 Og * : 520.
1945, found 520.1945
oooooo
00000000000 006-0-00000000000 -2-N-000000000O00
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(56) JP 4882074 B2 2012.2.22

00000000 (643mg,1.24mmoN0 0000000 DOODO0OODOOOODDO@2mDO
00004,4 -00000000000000(629mg,1.86mmo)0 0000 O0000OODO
0000000 ooooGm)IODODODDODOOODDOOODODODOOODoDOooOOC 100 mi
Y looo@ooml D10 ODDOOODDODOODDDO@OO M) DODOO (G mDHI20000
0000000000000 0000000000000D0000Do0O0O0o0ooOooooan
000000000000 OMeOD 0000000000 ODOOODODOOOOOO
0000000000000 D00000000000005% -0-(4,4 -0000000
00) -6-0-00000000000-2-N-00000000000DO000DO0DOO0O0OOOO
(889 mg,87 %)O
0 1H NMR ( DMSO-d6 ) ¢ 2.37 - 2.42 ( 1H, m ), 2.76 ( 3H, d, J = 4.6 Hz ), 2.80 -
2.84 (1H, m ), 3.12 - 3.19 ( 2H, m ), 3.65 ( 6H, d, J = 8.5 Hz ), 3.96 ( 1H, d
,J=2.4Hz), 4.43 (1H, s ), 5.36 ( 1H, d, J = 3.7 Hz ), 6.43 ( 1H, t, J = 6.
0 Hz ), 6.73 - 6.78 ( 4H, m), 7.08 - 7.49 ( 19H, m), 8.42 ( 1H, d, J = 4.6 Hz ),
8.46 ( 1H, s ), 9.88 ( 1H, s ) : 3C NMR ( DMSO-d6 ) & 26.4, 64.0, 70.2, 83.5,
85.4, 85.9, 113.0, 113.0, 118.9, 126.5, 127.6, 127.6, 129.4, 129.6, 129.7, 135.4
, 135.6, 141.6, 143.2, 144.9, 149.9, 153.4, 153.9, 154.1, 155.2, 158.0 : MS m/z
calcd for C,g H 4,3 N, Na O g © : 844.3071, found 844.3075
gooooo
0ooo00oO0o0oooOoooos -0-(4,4 -000000000) -6-0-00000000
000-2-N-000000000000000000 (760 mg,0.925mmol)0 0000 OO
0000000000000 000000000000000000@.2n0O00O0O0
0000000000000 @10p 1,2.35mmo)0 000000 @-0000000)CN,N
-0000000000)0000010u 1,1.8smmo)0 00D O0O00DODOOOODODOO
O@mhO00DO00DO00000000000000000(C150ml ) 0000000000
go@oomhOO0O0O0OODODDO0OODDOOODODODOODDODOOODDODOOODODOOOoOaOn
0000000000000 0000O00O0(@OUO0DO0O0O0oO0)0000ooooooao
00000000000 O000s -0-(4,4 -000000000))-6-0-000000
000DO00-2-N-000000000000000DO0D00-3"-(2-000000-N,N-00
000000000000 00)000(644mg, 68%)0
0O ' NMR (CDCI; -d1 ) & 1.13 - 1.27 ( 14H, m ), 2.43 ( 1H, m ), 2.58 - 2.76 ( 3H
, m), 2.94 (3H, m), 3.35 ( 2H, m ), 3.61 - 3.84 ( 4H, m), 3.73 ( 6H, m ), 4.29
-4.33 (1H, m), 471 (1 H, m), 6.35 (1 H, m), 6.80 (4H, m), 7.18 - 7.4
3 (194, m), 7.63 (1 H, m), 8.09 (L H, m), 8.61 (L H, s) : *3C NMR ( CDCI
-d1 ) ¢ 20.1, 20.2, 20.3, 20.4, 24.5, 24.5, 24.6, 26.7, 39.5, 39.7, 43.2, 43.3,
55.1, 55.1, 58.1, 58.1, 58.2, 58.3, 63.3, 63.4, 73.4, 73.6, 74.0, 74.1, 84.4, 85
.7, 85.8, 86.0, 86.5, 113.1, 117.4, 117.5, 119.8, 126.9, 126.9, 127.8, 128.0, 12
8.0, 129.2, 129.9, 130.0, 130.0, 135.4, 135.5, 141.7, 144.4, 150.1, 153.0, 154.4
, 154.5, 155.6, 155.6, 158.5 : 3P NMR ( CDCl; -d1 ) ¢ 150.0, 150.3 : MS m/z cal
cd for Cgg H g0 N g Na Og P ¥ : 1044.4149, found 1044.3683
oooooao
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(57) JP 4882074 B2 2012.2.22

ogoooad

DMTr0

0
|

CN\/\O/P\N/l\

PN

ooooao
0oooo
3 ,5 -00-0-(tert-0 0 0000000DO0)IDO0OO0O0DOOOO (2.89,5.83mmol)0
0000000000000 00000 (60ml) 0000000000000 DO0OO
0012 ml, 8.75mmol ) 0D O0O0D0O0DO0ODOO0DOODOODOODODOODDOOD
(.10 ml, 8.75mmol )0 D O0O0O0DDOO0ODDDOOOODDOOODDDOODODOOO (4.
ml,29.1mmol )0 0000000 DODO0OO0OODOOODDOODODODO (250 ml )OO (200
mlH)D1000000000000C250ml)J000C150ml )I200000000
0000000000000 D0000000D0D00000000000ONODODOOD
0000000000 (s 0000000000 DDO0OO0DNDOONOONDDOODOOD
3 ,5 -00-0-(tert-0000000000)2-N-000000000000DO00DO
000 (2.12g, 68 %)O
0 *H NMR ( DMSO-d6 ) & 0.02 ( 6H, d ), 0.10 ( 6H, s ), 0.86 ( 9H, s ), 0.88 ( 9H
,S), 2.26 -2.35 (1H, m), 2.62 - 2.68 ( 1H, m ), 3.62 - 3.71 ( 2H, m ), 3.82
(1H, m), 4.48 (1H, m), 6.15 ( 1H, t, J = 6.8 Hz ), 6.41 ( 1H, s br ), 7.23
( 1H, s br ), 8.07 ( 1H, s ), 10.07 ( 1H, s br ), 12.03 ( 1H, s br ) : 3C NMR (
DMSO-d6 ) & -5.5, -5.5, -5.0, -4.8, 17.7, 18.0, 25.7, 25.8, 62.6, 71.9, 82.6, 8
7.1, 119.2, 136.4, 148.9, 1491, 156.2 : MS m/z calcd for Coz H 453 N g0 5 Si 5, ©
: 539.2834, found 539.2809
oooooo
00000000000 O00% ,5 -00-0-(tert-000000000O)-2-N-00
0000000000000 @.23g,2.29mmo)0 0000000000 O0DOODOODO
0@3m ) 0000000000000 0000O0D0O0000OO (@970 1,4.58mmol)0 00O
0000000000000 0000(689Mg,2.98mmoN)0 0000000 .5000000

= O0O0o0oQgod
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(58) JP 4882074 B2 2012.2.22

000000 o0O(s5m ) D0D00D00DO00DO00DO0OO0OO0o0OOooOo0nC180 ml )OJO
Oo@som010 00000000000 C180 ml ) DD OO C100ml )J200000
0000000000000 D00000O00DO000O0O00DO0ODO0OO0ODO0DOoODOoOoOao
000000000000 (C200)0000000000000000000000O0O0000
0% ,5 -00-0-(tert-0000000000)-2-N-000000-6-0-000000
0000000000000 00D0O0(1.53g,91%)0
0 *H NMR ( DMSO-d6 ) & 0.00 ( 6H, s ), 0.10 ( 6H, s ), 0.82 ( 9H, s ), 0.88 ( 9H
,S$),2.33-2.35 (1H, m) 2.62 - 2.67 ( 1H, m ), 3.65 - 3.74 ( 2H, m ), 3.84
(1H, m), 4.55 (1H, m ), 6.34 ( 1H, t, J = 6.5 Hz ), 7.05 ( 1H, s br ) 7.11 -
7.48 ( 10H, m), 8.36 ( 1H, dd, J = 4.6 Hz, J = 9.2 Hz ), 7.98 ( 1H, s br ), 8.4
9 (1H, s ), 9.71 ( 1H, s ) : *3C NMR ( DMSO-d6 ) & -5.5, -5.5, -5.0, -4.7, 17.7
, 18.0, 25.7, 25.8, 62.5, 71.6, 83.2, 87.3, 118.6, 127.3, 129.4, 141.6, 142.8, 1
49.9, 153.4, 154.2, 154.3, 155.1 : MS m/z calcd for C56H 5o N 5 0 o Si », * - 734
.3518, found 734.3581
ooooao

00000000003 ,5 -00-0-(tert-000000000O00O)-2-N-000O0
-6-0-0 0 0000000000000 00000 (1.539,2.09mmol)0 00000
0000000000000 D000O00oOoo(C1om ) 00000000000
00000 @.02ml,6.27mmol ) DD 00D O0DO0ODOO0DODOODOO0 mDO
0000000000000 D0D0D00000D00D00000000O00D0O00 (N6eo
000000)0000000000000000000000000d02-N-0
00-6-0- 0000000000000 O00D00D0O00O0O0DOD(1.21g,quant)d

1H NMR ( DMSO-d6 ) & 2.31 - 2.35 ( 1H, m ), 2.65 - 2.70 ( 1H, m ), 3.49 - 3.58
(2H, m), 3.85 (1H, dd, J = 4.5 Hz, J = 7.6 Hz ), 4.44 ( 1H, , dd, J = 3.2 Hz
,J=5.4Hz), 4.92 (1H, s ), 5.33 ( 1H, d, J = 3.9 Hz ), 6.35 ( 1H, t, J = 6.
7 Hz ), 7.12 ( 1H, s br ) 7.29 - 7.48 ( 10H, m), 8.06 ( 1H, s br ), 8.57 ( 1H, s
), 9.75 ( 1H, s ) : *3C NMR ( DMSO-d6 ) & 61.4, 70.5, 83.4, 88.0, 118.7, 127.4,
129.4, 141.6, 143.2, 150.0, 153.4, 154.2, 154.3, 155.2 : MS m/z calcd for C,,H
>4 N 50 g * - 506.1788, found 506.1796

0oooooo

00000000000 002-N-000000-6-0-0000000000000000
0000 (1.199,2.35mmo)0 00 0000000000000 0000@3mDOODO0ODN
4,4 -000000000D00D0O0O917mg,2.70mmo)0 000 00D000O0O0O0OODOO
oo@mIDO00DO0O0DO0D0DDO00DO0O0O0D0DO00DO0o0ooooOnD@soml )dooon @2
oml)I10000O00D00O0O0O0O@sSOmMDOODOO@oOOMDO20000000000
0000000000000 D000000000000000000000000DoOoao
O0oo0oDoOooe0 00000000 00D00DO0ODOND0DOODOODOODOOoaO
0000000000000 D00000O002-.N-000000-5 -0-(4,4 -00000
000D0)-6-0- 0000000000000 000D00000D0O0(1.45 g, 76 %O

0 *H NMR ( DMSO-d6 ) & 2.35 - 2.40 ( 1H, m ), 2.78 - 2.83 ( 1H, m ), 3.11 - 3.16
(24, m), 3.65 ( 6H, d, J =7.8Hz ), 3.95 ( 1H, dd, J = 4.4 Hz , J = 9.5 Hz),
4.43 (1H, m), 5.35 ( 1H, d, J = 4.9 Hz ), 6.39 ( 1H, t, J = 6.1 Hz ), 6.73 -
6.79 ( 4H, m), 7.09 - 7.48 ( 19H, m), 7.48 ( 1H, s br ), 8.46 ( 1H, s ), 9.73 (
1H, s ) : *3C NMR ( DMSO-d6 ) & 54.9, 54.9, 63.9, 70.2, 79.2, 83.4, 85.4, 86.0,
113.0, 113.0, 118.8, 126.5, 127.6, 127.6, 129.4, 129.6, 129.7, 135.4, 135.6, 141
.6, 143.0, 144.9, 149.6, 153.5, 154.2, 154.3, 155.2, 158.0 : MS m/z calcd for C,
s H 4, N, NaOg ™ : 830.2914, found 830.2907
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0000000000000 2-N-000000-5 -0-(4,4 -000000000)-6-0-
0000000000000 00D00000(250mg,0.309mmo)0 0000000000

OoooooQgooao
OoOoo0oood
OO0Oo0oooogod

10

20

30

40



(59) JP 4882074 B2 2012.2.22

0000000000000 000D0D0000O000D0O0O0@.omDOOODDOODODOD
000000000 @7u 1, 0,145 mmoD)0 O OO DOH-000 00O (11 mg,0.145mmol)0
000 (-0000000)I(N,N -D00000D00000)00000 (410u 1,1.85mm
oD 00000000 DDOO0OODDDOOODDOOODOGmMDODOOOVMOODDOO
oooDo0Do@mHOOOODODOODODOOODOOOODDOOODOOODOoDOOoOooao
0000000000000 0000000D0D0DO00O0o@oOoOooDo)O0Ooooa
0ooDoOoOooo(som )OO OMIOODDOOODOOOCGGOm ) DOODOOOO
000000000000 D0DO0O0DO2-.N-000000-5 -0-(4,4 -000000
0oo))-6-0-00000000000D0DO0O00D0DOOO -3"-(2-000000-N,N-O0
000000000000 000)000 (245 mg, 75 %)O
O'™ NMR ( CDCI, -d1 ) & 1.11 - 1.33 ( 14H, m ), 2.46 ( 1H, m ), 2.55 - 2.74 ( 3
H, m), 3.32 - 3.40 ( 2H, m ), 3.57 - 3.87 ( 4H, m), 3.75 ( 6H, m ), 4.26 - 4.32
(1H,m), 4.67 -4.72 (1H, m), 5.36 (1H, sbr), 6.35 (1H, m), 6.79 (
4H,m), 7.17 - 7.50 ( 19H, m ), 8.07 ( 1 H, m ), 8.53 (1 H, s br ) : 13C NMR
(¢ cocl, -d1 ) & 20.6, 20.7, 20.8, 20.9, 24.9, 25.0, 25.0, 40.2, 43.6, 43.6, 43.
7, 43.7, 55.6, 55.6, 58.5, 58.6, 58.6, 58.7, 63.7, 63.8, 73.9, 74.0, 74.4, 74.5,
84.7, 84.8, 86.2, 86.2, 86.4, 86.9, 113.6, 117.8, 117.9, 120.5, 127.3, 127.4, 1
28.3, 128.4, 128.5, 129.6, 130.3, 130.4, 130.4, 135.8, 135.8, 135.9, 135.9, 142.
1, 144.7, 150.4, 153.1, 154.8, 154.9, 155.0, 156.2, 159.0 : 3P NMR ( CDCI, -di
) 0 149.9 - MS m/z calcd for C5, H 59 N g Na O g P* - 1030.3993, found 1033.4001
oooooao
ooooao

O/dpc

DMTrO

0
|

CN NN 0 - I)\\‘~Pq //,L\\
A

03 ,5 -00-0-(eert-0000000DO00O00OD)IOOOOO0ODOD (3.09,6.05 mmol)
ooooooooooooOoooooOoooDboooooDEGom) OODooOoobooOg
Oo00@99mg,7.86mmo)0 00 C0C0C0ODODODOOOOOOOOOOCOOODDODOOOOO
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0000000000000 000(@.24ml,18.2mmol ) DO 0D O0DO0OOO0DOOOO
000000000000 00OMOOO0D00O000000 @s50ml)00O000O0000C(
200ml ) 00D0OMOO0DOOODOOOOODO (150ml )010000000O000OO (0
oml )OO @50mNI20000000000000000000000ONHOODOODOO
0000000000000 000000000000000000000000000
000000000000 000000000000000003 ,5 -00-0-Ctert-
0000000000)-2-N-0000000000000000000D0000J(1.65g,4
8 )0
0 H NMR ( DMSO-d6 ) & 0.01 ( 6H, d ), 0.09 ( 6H, s ), 0.84( 9H, s ), 0.87 ( 9H,
s), 2.30 - 2.34 ( 1H, m ), 2.58 - 2.63 ( 1H, m ), 3.07 ( 3H, s ), 3.63 - 3.74
(24, m), 3.83 (1H, dd, J = 4.4 Hz, J = 8.5 Hz ), 4.51 ( 1H, m ), 6.30 ( 1H, t
,J=6.5Hz), 8.06 (1H, s ), 10.73 ( 2H, s br ), 11.98 ( 1H, s br ) : 13C NMR
( DMSO-d6 ) & -5.6, -5.5, -5.0, -4.8, 17.6, 17.9, 25.6, 25.7, 25.7, 31.7, 62.4,
71.5, 82.7, 86.9, 119.8, 136.6, 147.4, 179.0 : MS m/z calcd for C,, H 4, Ng O 4
S Si ,* : 569.2762, found 569.2750

2
Do0o0o0aQ
00000000000 0003 ,5 -00-0-(Ctert-0000000000)-2-N-00
000000000000000000(.0g,1.76 mo)0 000000000000
0000000 @mMDIO0OODODO0DODOO0DODONO0O0OO0O0O0O0O0G1i1p 1,3.16mmol)d O
000000000000000000 (489mg,2.11mmol) 0 0000000000000
000000 Gmn)ODODODDODODDONODDONODODODODODONO0ODOO0OO0O (50 ml )0
D00 (@20mDO1000000000000 @0 mDOOOO0@oom)J20000000
0000000000000 0000000000000000000000000000
0000000000 (OOOOODOODOOO)IOD0D0DO0D0DO000DON0ONONoOoNoon
000000003 ,5 -00-0-(tert-0000000000)-6-0-00000000
D0000-2-N-00000000000000000000000(1.09g, 81%)0
O *H NMR ( DMSO-d6 ) & 0.00 ( 6H, s ), 0.11 ( 6H, s ), 0.82 ( 9H, s ), 0.89 ( 9H

,S), 2.34 - 2.39 (1H, m), 2.81 - 2.87 ( 1H, m ), 3.11 ( 3H, d, J = 4.6 Hz ),
3.65 - 3.78 (2H, m ), 3.86 ( 1H, dd, J = 4.5 Hz, J = 8.8 Hz ), 4.55 ( 1H, m ),
6.42 ( 1H, t, J = 6.4 Hz ), 7.29 - 7.50 ( 10H, m), 8.56 ( 1H, s ), 10.59 ( 1H,

dd, J = 4.5 Hz, J = 9.1 Hz ), 10.78 ( 1H, s ) : *3C NMR ( DMSO-dO ) & -5.5, -5.5
-5.0, -4.8, 17.7, 17.9, 25.6, 25.7, 31.9, 62.4, 71.6, 83.6, 87.3, 119.1, 127.3,
129.4, 141.5, 143.5, 149.7, 15.0, 153.6, 155.0, 179.7: MS m/z calcd for C5, H ¢

4N, 0 g S Si,* : 764.3446, found 764.3432

Dooooo

000D00O000000003 ,5 -00-0-(tert-0000000000 )-6-0-00

000000000 -2-N-00000000000000000000 (900mg,1.17mmol)
0000000000000 O00000000000000000¢G.0omDO0O0O0O
0000000000000 (G74p 1,3.5mmo)0 0 0000000000000 000O

000O0GmM )D00000000000000000000000GmM)IOOI0O

O@EsSmDOOD,0O00O00000000000006-0-00000000000-2-N-
000000000000 00000000000 (504ng, 80%)0

0 *H NMR ( DMSO-d6 ) & 2.32 - 2.37 ( 1H, m ), 2.70 - 2.75 ( 1H, m ), 3.12 ( 3H,

d, J =4.4Hz ), 3.48 - 3.61 ( 2H, m ), 3.85 ( 1H, dd, J = 4.2 Hz, J = 8.1 Hz ),
4.42 ( 1H, dd, J = 3.8, Hz, J =5.9 Hz ), 4.92 ( 1H, t, J =5.4 Hz ), 5.34 ( 1H
,d,J=4.2Hz ), 6.41 (1H, t, J = 6.5 Hz ), 7.30 - 7.50 ( 10H, m), 8.62 ( 1H,
s ), 10.56 ( 1H, dd, J = 4.4 Hz, J = 9.1 Hz ), 10.80 ( 1H, s ) : 13C NMR ( DMSO
-d6 ) & 32.1, 61.2, 70.2, 83.8, 87.8, 119.3, 127.3, 129.4, 141.5, 144.0, 149.8,
152.0, 153.6, 155.0, 179.7 : MS m/z calcd for C,5 H 56 N 5 Og5 S * - 536.1716, fo
und 536.1546
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DoooooQ

00000000000006-0-00000000000-2-N-00000000000
000000000 (400mg,0.744mmol) 000D 0O00O00O00O0O0O0O0O (8.0
mHO0O0DO0004,4 -00000000000000 (278 mg,0.818mmol)0 0 000 00O
0000000000000 O0@m)IODOD0DODO0NODOODO0ODO0ODOODO0ODOOODO (150
mDOODOOD @0 m)I1000000000000 (50m)0000 00 mi)020000
0000000000000 000000000000000000000000000¢0

0000000000000 00O0eOOO0O0D0O00ON0)000000ON0OO

000000000000 0000000000000005 -0-(4,4 -00000
N-O0OD0OO0ODO0D0DC0OD0DO0D0DO0OO0DODOO0OO

000 (570mg,78 %)O
1H NMR ( DMSO-d6 ) & 2.37 - 2.42 ( 1H, m ), 2.84 -2.89 ( 1H, m ), 3.01 ( 3H, d

, J=4.4 Hz ), 3.11- 3.21 ( 2H, m ), 3.65 ( 6H, d, J = 10.2 Hz ), 3.97 ( 1H, m
), 4.46 ( 1H, t, J =5.5Hz ), 5.35 (1H, d, 3 =4.6 Hz ), 6.45 ( 1H, t, J =5.4
Hz ), 6.72 - 6.77 ( 4H, m), 7.06 - 7.50 ( 19H, m), 8.53 ( 1H, s ), 10.62 56 ( 1
H, dd, J = 4.4 Hz, J = 8.8 Hz ), 10.82 ( 1H, s ) : 3C NMR ( DMSO-d6 ) & 32.0, 4
0.0, 54.9, 55.0, 64.0, 70.2, 84.0, 8.3, 86.1, 113.0, 113.0, 119.5, 126.5, 127.6
, 127.6, 129.4, 129.6, 129.7, 135.3, 135.7, 141.6, 144.2, 144.9, 149.8, 152.0, 1
53.5, 155.0, 158.0, 179.8 : MS m/z calcd for C,g H 4,5 N - Na O, S * : 860.2842,
found 860.2859
ooooao

oooooooooos -0-(4,4 -000OD0ODOOOODO) -6-0-0000O0O0OO
-22-N-0 0000000000000 0D00OO0O0O0((250mg,0.298mmo)0 0O 0O0OO
000000000000 oo0oDoo0ooooDoooooDooooooo(@@.0mb
JoooooouooooooooEssu 1,0.477mmol) DO OO OODUOODOO
Y(-N,N OO0 O0O0O0oooooo)oooo@geu 1, 0387 mmol ) D OO QOO
0000000000 oo@ml)o00O0oOoooooooooooooooood(
somhHhO0DO0O0Do0DOoDOooDOooDod¢GomMboOoooooooooooooDooDoooooag
oooooooooooooooDoooooDoDoDOoooOooDoDUoooOooDo@oOoooooOoO)
ooooDooooooooooooodéGomH)ooooMoooooooooDoo Go ml
Y looooooooDoooooooooooooooys -0-(4,4 -00D0DOoO0ooOooOoao
N-6-0-0 0000000000 -2-N-O000000O00O0OD0OCOOODOOOODO-=-3"-(C2
-0000O0O0-N,N-OO0ODDOCOO0OO0DOOOO0DODO)O OO (144 mg,47%)0

O™ NVMR ( CDCI; -d1 ) & 1.12 - 1.29 ( 14H, m ), 2.46 ( 1H, m ), 2.57 - 2.75 ( 3
H, m), 2.25 ( 3H, m ), 3.30 - 3.38 ( 2H, m ), 3.58 - 3.88 ( 4H, m), 3.75 ( 6H,
m), 4.27 - 4.33 (1 H, m), 467 (1H, m), 6.32 (1H, m), 6.79 C4H, m),
7.16 - 7.43 (194, m ), 8.10 ( 1 H, m), 8.52 (1 H, s ), 10.59 (1 H, m) : 3C
NMR ( CDCI, -d1 ) & 20.3, 20.4, 20.6, 20.6, 24.7, 24.7, 24.8, 32.6, 39.8, 43.4,
43.4, 43.5, 55.3, 58u.2, 58.3, 58.4, 58.4, 63.4, 63.6, 73.6, 74.1, 74.2, 84.8,
84.8, 86.1, 86.1, 86.3, 86.7, 113.3, 113.3, 117.5, 117.6, 120.2, 120.3, 127.1, 1
27.1, 128.0, 128.2, 128.2, 129.4, 130.1, 130.1, 130.2, 135.5, 135.6, 135.7, 141.
7, 142.4, 144.5, 150.0, 151.8, 158.7, 158.7, 180.0 : 3P NMR ( CDCl, -d1 ) o 150
.0, 150.2 : MS m/z calcd for Cgg H go N g Na Og P S ™ : 1060.3921, found 1060.38
89
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