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Ci

IR : 75 %; El{K, B 95-97 °C (EtOAC /A$1Y).

R¢ 0.2 (EtOAC).

IR (KBr, cm™): 3265, 3088, 2951, 1641, 1610, 1589, 1491, 1263, 1238, 1227.
'H-NMR (CDCl;, 8): 1.50-1.68 (m, 2H, 2Hg), 1.72-1.85 (m, 4H, 2Hz, 2H4), 3.35
(t, J = 6.1 Hz, 1H, OH), 3.80 (t, J = 6.4 Hz, 2H, 2H, or 2Hg), 3.87 (1, J = 6.4 Hz,
2H, 2Hs or 2Hy), 4.41 (d, J = 6.1 Hz, 2H, CH,OH), 6.44 (s, 1H, H3), 6.73 (d, J =
9.0 Hz, 2H, Hy, Hs Ar-H), 7.15 (d, J = 9.0 Hz, 2H, Ha, Hs Ar-H), 7.49 (s, 1H, He).

3C.NMR (CDCls, 8): 22.3, 28.6, 28.7, 60.7, 67.8, 69.4, 111.8,115.6, 127.1,
129.1, 139.2, 147.7, 157.4, 166.8, 174.6.
C17H1505Cl D TR H7
HE{E : C, 60.23 %; H, 5.61 %.
=23AI1E : C, 60.28 %; H, 5.91 %.
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0ooogaoao
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s s oo 0™
0N o
0
cl
IRER: 71 %; Bk, Bh e : 87-88 °C (EtOAC / MY ). 10
Ry 0.2 (EtOAGc).
IR (KBr, cm™): 3248, 3082, 3060, 2955, 2906, 2874, 1645, 1608, 1589, 1573,
1479, 1452, 1278.
'H-NMR (CDCls, 8): 1.45-1.61 (m, 2H, 2H3), 1.69-1.87 (m, 4H, 2Hz, 2Hy), 3.79
(t, J = 6.3 Hz, 2H, 2H4 or 2Hs), 3.87 (t, J = 6.3 Hz, 2H, 2Hs or 2H¢), 3.99 (t, J =
6.4 Hz, 1H, OH), 4.41 (d, J = 6.4 Hz, 2H, CH,OH), 6.45 (s, 1H, H3), 6.71 (dd, J =
2.4, 0.8 Hz, 1H, Hp Ar-H), 6.83 (m, 2H, Hy, Hg Ar-H), 7.11 (t, J = 8.1 Hz, 1H, Hs 20
Ar-H), 7.55 (s, 1H, He).
3C-NMR (CDCls, 5): 22.6, 28.8, 28.9, 60.9, 67.9, 69.6, 111.9,113.1, 115.1,
120.8, 130.3, 134.9, 139.5, 147.9, 159.8, 167.6, 175.1.
C17H1905Cl DTTESHT
SEfE: C,60.23 %; H, 5.61 %.
=238 : C, 60.20 %; H, 5.59 %.
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Cl

IR : 73 %; Bk, Bhe: 97-99 °C (EtOAC / AH4Y).

Rt 0.2 (EtOAC).

JP 2005-529079 A 2005.9.29

IR (KBr, cm™): 3377, 3115, 3055, 2952, 2873, 1645, 1606, 1469, 1375, 1230,

1122, 1053, 918, 856.

'H-NMR (CDCls, 5): 1.51-1.65 (m, 2H, 2Hy), 1.76-1.86 (m, 4H, 2Hy, 2H4), 3.40
(t, J=6.6 Hz, 1H, OH ), 3.82 (t, J = 6.3 Hz, 2H, 2H; or 2Hs), 3.89 (t, J = 6.3 Hz,
2H, 2Hs or 2Hy), 4.44 (d, J = 6.4 Hz, 2H, CH,OH), 6.49 (s, 1H, Hs), 6.70 (dd, J =
8.7, 3.5 Hz, 1H, He Ar-H), 6.93 (d, J = 3.5 Hz, 1H, H, Ar-H), 7.26 (d, J = 8.7
Hz,1H, Hs Ar-H), 7.53 (s, 1H, He).
3C.NMR (CDCls, 3): 22.4, 28.7, 60.6, 68.2, 69.4, 111.6, 114.4, 116.2, 123.6,
130.5, 132.7, 139.1, 147.7, 157.9, 167.7, 174.9.
C17H1505Cly D ITR S H7

FHEfE : C,54.71 %; H, 4.86 %.

SAIfE : C, 54.66 %; H, 5.02 %.
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gooado

Cl
Cl

10

IR : 73 %; ElA,RBiA: 107-108 °C (EtOAC /A1)
Ry, 0.2 (EtOAc).
IR (KBr, cm™): 3354, 3068, 2958, 2937, 2912, 1651, 1610, 1589, 1562, 1535,
1469, 1448, 1257, 827.
'H-NMR (CDCls, 8): 1.74-1.83 (m, 4H, 2Hy, 2Hy), 3.71-3.81 (m, 5H, 2H¢, 2Hq,
OH), 4.28 (d, J = 5.7 Hz, 2H, CH,0H), 6.32 (s, 1H, H3), 6.53 (dd, J = 8.5; 3.5 Hz,
1H, Hg Ar-H), 6.77 (d, J = 3.5 Hz, 1H, Hz Ar-H), 7.07 (d, J = 8.5 Hz, 1H, Hs Ar-H),
7.37 (s, 1H, He).
3C.NMR (CDCl,, &): 25.7, 25.8, 60.9, 68.1, 69.4, 111.9,114.6, 116.1, 123.9,
130.8, 132.8, 139.7, 147.8, 158.1, 167.7, 175.1.
C15H1505Cl, D TR HH

SHE(E: C,53.48 %; H, 4.46 %.

Sl : C, 53.40 %; H, 4.68 %.
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0o
6 0.2
OH

5 3 7 ] l
O/\/\/\O 5 3

4 2

(o]
Cl

Cl
10
N - 73 %,; Bk, B 85 - 86 °C (EtOAc /Et0).
Ry 0.2 (EtOAc). _
IR (KBr, cm™): 3300, 2945, 2870, 1647, 1607, 1452, 1259, 1207, 1151, 1082,
1026, 870.
"H-NMR (CDCl3, 5): 0.90 (t, J = 8.3 Hz, 3H, CH3), 1.39-1.62 (m, 4H, 2CH,), 1.74-
1.92 (m, 4H, 2CH,), 2.73 (dd, J=7.9; 5.9 Hz, 2H, CH,), 3.13 (br s, 1H, OH), 3.81-
3.93 (m, 4H, 2CH,0), 4.45 (s, 2H, CH,0H), 6.52 (s, 1H, Hs), 6.63 (d, J = 8.9 Hz, 20
1H-Ar), 7.17 (d, J = 8.8 Hz, 1H, Ar-H), 7.72 (s, 1H, He).
C-NMR (CDCl,, §): 14.3, 21.9, 22.7, 28.9, 29.1, 30.2, 60.9, 68.3, 69.7, 110.4,
111.9, 127.5, 131.8, 139.6, 147.9, 156.2, 175.1.
C20H2405Cl, DTTR ST
StEfE : C, 57.83 %; H, 5.82 %.
=iflfE : C, 57.96 %; H, 5.72 %.
30
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gooado

Cl
Ci

IR : 60 %; Bk, @tm: 83 - 84 °C (EtOAc /Et;0).
Ry, 0.2 (EtOAc).
IR (KBr, cm™): 3315, 3082, 2952, 2927, 2873, 1649, 1608, 1587, 1450, 1263,
1215, 1151, 977.
'H-NMR (CDClj, 8): 0.84 (t, J = 7.3 Hz, 3H, CHa), 1.39-1.62 (m, 4H, 2CH,), 1.72-
1.98 (m, 4H, 2CH,), 2.47 (t, J= 7.8 Hz, 2H, CH,), 3.65 (br s, 1H, OH), 3.82-3.89
(m, 4H, 2CH;0), 4.41 (s, 2H, CH,OH), 6.45 (s, 1H, H3), 6.78 (s, 1H, Ar-H), 7.08
(s, 1H, Ar-H), 7.50 (s, 1H, Hs).
3C-NMR (CDCI;, 8): 13.8, 22.4, 22.6, 28.6, 28.7, 31.5, 60.8, 68.1, 69.5, 111.9,
113.0, 122.9, 129.5, 130.7, 131.7, 139.4, 147 .4, 155.8, 167.2, 174.8.
C20H2405Cl; D TR AT

FTEfE : C, 57.83 %; H, 5.82 %.

=A{E : C, 58.05 %; H, 5.88 %.
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O\»// 0]
IR 75 %:; Bk, Bh: 75 —76 °C (EtOAC-ELO). 0

R 0.2 (EtOAc).

IR (CHCIs, cm™): 3367, 3010, 2983, 2941, 2873, 1647, 1612, 1593, 1504, 1475,
1452, 1394,1251, 1215, 1151, 1126, 866.

'H-NMR (CDCl, 8): 1.35 (t, J = 6.9 Hz, 3H, CHa), 1.52-1.64 (m, 2H, CHy), 1.74-
1.91 (m, 4H, 2CHy), 2.71 (br s, 1H, OH), 3.82 (t, J = 6.5 Hz, 2H, CH,0), 3.95 (t,

J = 6.5 Hz, 2H, CH;0), 4.02 (q, J = 7.1 Hz, 2H, CH;0), 4.41 (s, 2H, CH,0OH),

6.47 (s, 1H, 1Hs), 6.82 (s, 4H, Ar-H), 7.51 (s, 1H, 1He). 20
BG-NMR (CDCls, 5): 14.8, 22.3, 28.6, 28.7, 60.8, 64.5, 68.8, 69.5, 111.9, 113.9,
114.1,121.0, 121.1, 139.3, 147.7, 148.8, 166.7, 174.6.
CroH2406 D T3R5 H7
S8 C,65.51 %; H, 6.89 %.
S : C, 65.41 %; H, 7.03 %.
Ooooao 30
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Cl
IR : 75 %; Bk, MR 86 — 87 °C (EtOAc /Et0). 10

R¢ 0.3 (EtOAC).

IR (KBr, cm'1): 3301, 3099, 2937, 2908, 2756, 1645, 1610, 1591, 1456, 1253,
1080, 999.

'H-NMR (CDCl3, 5): 0.88 (t, J = 7.4 Hz, 3H, CH3), 1.37-1.56 (m, 6H, 3CHy), 1.72-
1.78 (m, 4H, 2CHy), 2.71 (t, J = 6.4 Hz, 2H, CHy-Ar), 3.04 (br s, 1H, OH), 3.79 (4,
J=6.9 Hz, 2H, CH;0), 3.86 (1, J = 6.2 Hz, 2H, CH;0), 4.42 (s, 2H, CH,0H), 6.47
(s, 1H, H3), 6.61 (d, J = 9.5 Hz, 1H, Ar-H), 7.15 (d, J = 8.6 Hz, 1H, Ar-H), 7.51 (s,

T T e T e T e T e O e T e T e T e B e T e T e O e O e T e R e T e T e T e T e T e T e T e R e R e Y

20
1H, He).
1BC.NMR (CDCls, 6): 14.1, 21.8, 25.5, 25.8, 28.9, 29.1, 30.0, 60.9, 68.2, 69.6,
110.2, 111.9, 125.1, 126.3, 127.3, 132.5, 139.3, 147.8, 156.7, 167.5, 175.2.
Co1H26Cl.05 D ITHE A 4T
FTEE : C, 58.75 %; H, 6.10 %.
SFBE : C, 58.45 %: H, 5,89 %.
O 30
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IREE : 73 %; HIRY.
R¢ 0.3 (EtOAC).

IR (KBr, cm™): 3350, 2954, 2933, 1649, 1612, 1492, 1452, 1242, 1209, 1151,

1126.

'H-NMR (CDCls, 8): 0.85 (t, J = 6.9 Hz, 3H, CHs), 1.45-1.95 (m, 8H, 4CH,), 2.50
(t. J=7.9 Hz, 2H, CH,), 3.25 (t, 6.5 Hz, 1H, OH), 3.80 (t, J = 7.5 Hz, 2H, CH,0),
3.90 (t, J = 7.5 Hz, 2H, CH,0), 4.45 (d, J = 7.7 Hz, 2H, CH;OH), 6.45 (s, 1H, Hs),
6.65-6.85 (m, 2H-Ar), 6.95-7.10 (m, 2H-Ar), 7.45 (s, 1H, He).

C-NMR (CDCls, 5): 14.1, 226, 23.0, 28.8, 29.1, 32.3, 60.8, 67.4 69.7,
111.1,111.8,120.2, 126.8, 129.9, 131.2, 139.5, 147.8, 156.8, 167.5, 174.9.

CaonaDsd)iﬁiﬁﬁfiﬁ
FHEE : C, 69.36 %; H, 7.51 %.
SEH{E : C, 68.35 %; H, 7.44 %.
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IREE: 60%; ER, mhm: 62-64 °C.
IR (KBr, cm‘1): 3238, 2937, 2854, 1653, 1638, 1616, 1585, 1459, 1263, 1217,
1149, 1076, 989, 949, 814.
"H-NMR (CDCls, 5): 0.88 (t, J= 7.3 Hz, 3H, CHa), 1.19-1.55 (m, 8H, 4CHy), 1.69-
1.81 (m, 4H, 2CHy), 2.68-2.75 (m, 2H, CHy), 2.98 (br s, 1H, OH), 3.7 (t, J= 6.2
Hz, 2H, CH,0), 3.85 (t, J= 6.5 Hz, 2H, CHy), 4.41 (s, 2H, CH;0H), 6.41 (s, 1H,
Ha), 6.59 (d, J=8.9 Hz, 1H, Ar-H), 7.14 (d, J= 8.8 Hz, 1H, Ar-H), 7.48 (s, 1H, He).
13C-NMR (CDCls, d): 14.0, 21.7, 25.7, 25.8, 28.8, 28.9, 29.0, 29.9, 60.8, 68.3,
69.6, 110.2, 118.8, 127.2, 131.6, 133.0, 139.2, 147.8, 156.0, 167.0, 174.7.
C22H2s05Cl; DTTHR 74
FH&EI{E : C, 59.60 %; H, 6.37 %.
EAE : C, 59.72 %; H, 6.19 %.
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uoano

Cl

Cl
10
INEE : 52 %; E{A #hm=: 82 -83 °C (EtOAC-EL0).
Rr. 0.3 (EtOAC-~Y ).
IR (KBr, cm™): 3257, 3128, 3064, 2906, 1651, 1627, 1596, 1481, 1465, 1263,
999, 835, 740.
"H-NMR (CDCls, 8): 1.53 (m, 2H, CHy), 1.71 (m, 4H, 2CH,), 3.76-3.86 (m, 4H,
2CH,0), 4.21 (s, 2H, CH,0), 4.52 (s, 2H, CH,0), 6.41 (s, 1H, Hs), 6.65 (dd, J =
8.9, 2.9 Hz, 1H, Ar-H), 6.89 (d, J = 2.9 Hz, 1H, Ar-H), 7.17-7.34 (m, 6H, Ar-H), 20
7.48 (s, 1H, He).
BC.NMR (CDCls, 8): 22.6, 28.8, 67.7, 68.4, 69.6, 73.3, 113.6, 114.6, 116 4,
123.8, 127.9, 128.3, 128.7, 130.7, 132.8, 136.9, 139.6, 148.1, 158.2, 163.9,
174.4.
C24H24Cl205 D THR 7T
FTEIfE: C, 62.14 %; H, 5.18 %.
ERIfE : C,61.88 %; H, 5.13 %. 30
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10

Cl

IR 57 %; ElX, Bhm: 154-156 °C (MeOH).
IR (KBr, cm™): 3402, 2947, 2876, 1732, 1602, 1602, 1578, 1493, 1477, 1283,
1242, 1208.
"H-NMR (DMSO-ds, 8): 1.51-1.68 (m, 2H, 2H3), 1.75-1.88 (m, 4H, 2Hy, 2Hy),
3.95 (t, J = 6.3 Hz, 2H, 2H or 2Hs), 4.05 (t, J = 6.2 Hz, 2H, 2Hs or 2Hy), 6.99 (s,
1H, Hs), 7.03 (d, J = 8.7 Hz, 2H, Hy, He Ar-H), 7.38 (d, J = 8.7 Hz, 2H, Hs, Hs Ar- 20
H), 8.35 (s, 1H, He).
*C-NMR (DMSO-ds, 8): 21.9, 28.2, 67.7, 68.5, 116.1, 116.9, 124.0, 1291,
140.6, 148.4, 152.2, 157.9, 160.7, 173.7.
C17H4706Cl D TR T

FHEIE: C,57.84 %; H, 4.82 %.

SEAIE : C, 57.61 %; H, 5.01 %.
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10

INEE : 60 %; Bk, Bh&S:160-161°C (MeOH).
IR (KBr, cm™): 3439, 2941, 2912, 1733, 1635, 1601, 1576, 1284, 1232, 1209.
'H-NMR (DMSO-ds, &): 1.56-1.64 (m, 2H, 2H3), 1.73-1.83 (m, 4H, 2Hz, 2Hy),
3.76 (t, J = 6.2 Hz, 2H, 2H, or 2Hs), 3.88 (t, J = 6.2 Hz, 2H, 2Hs or 2H;), 6.91-
6.97 (m, 4H, Hy, Ha, Hs Ar-H, Hs), 7.34 (t, J = 7.9 Hz, 1H, Hs Ar-H), 8.31 (s, 1H,
He).
BC.NMR (DMSO-ds, 8): 21.9, 28.1, 67.7, 68.8, 113.5, 114.3, 116.9, 120.3, 20
130.7, 133.6, 140.5, 148.5, 152.3, 159.5, 160.7, 172.8.
C17H1706Cl D TTEHH

SHEE : C, 57.84 %; H, 4.82 %.

SiIfE : C, 58.05 %; H, 5.09 %.
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IR 56 %; Bk, Bhm:145 - 146 °C (EtOAc). 10
IR (KBr, cm™): 3443, 2957, 2032, 2573, 2437, 1732, 1635, 1601, 1572, 1242,
1207, 935, 760.
'H-NMR (DMSO-dg, 5): 0.86 (t, J = 7.4 Hz, 3H, CHs), 1.00-1.21 (m, 4H, 2CH,),
1.43-1.82 (m, 4H, 2CHy), 2.47-2.55 (m, 2H, CH,-Ar), 3.85-4.00 (m, 4H, 2CH,0),
6.79-6.93 (m, 3H, Ha, 2H-Ar), 7.08-7.18 (m, 2H-Ar), 8.20 (s, 1H, He).
BC-NMR (DMSO-d¢, 8): 14.0, 22.3, 22.7, 28.3, 28.6, 31.8, 67.3, 69.0, 111.5,
117.0, 120.1, 127.1, 129.7, 130.2, 140.7, 148.7, 152.8, 156.5, 161.0, 173.0. 20
CoH2405 DTTHR DT
itE{E : C, 66.65 %; H, 6.71 %.
SEAE : C, 66.34 %; H, 6.65 %.
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Cl
Cl 10

IR 55 %; Bk, Bhs: 159-161 °C (EtOAc / A4Y)
IR (KBr, cm™): 3437, 2874, 2345, 1732, 1637, 1602, 1569, 1471, 1282, 1207.
'"H-NMR (DMSO-dg, 8): 1.49-1.55 (m, 2H, 2H3), 1.68-1.77 (m, 4H, 2Hz, 2Hx),
3.86 (t, J = 6.3 Hz, 2H, 2Hy or 2Hs), 3.99 (t, J = 6.3 Hz, 2H, 2Hs or 2H,), 6.89 (s,
1H, H3), 6.94 (dd, J = 8.7, 3.5 Hz, 1H, He Ar-H), 7.21 (d, J = 3.5 Hz, 1H, H; Ar-H),
7.48 (d, J = 8.7 Hz, 1H, Hs Ar-H), 8.26 (s, 1H, He). 20
¥C-NMR (DMSO-d;, §): 21.7, 27.8, 68.0, 68.6, 115.3, 116.0, 116.7, 121.9, 130.7,
131.3, 140.4, 148.4, 152.2, 157.9, 160.7, 172.7.
C17H1606Cl2 DITR D

EtE(E : C,52.73 %; H, 4.16 %.

=AHE : C, 52.59 %; H, 4.21 %.
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Cl
10
IRE: 57 %; Bk, BA:182-183 °C (MeOH).
IR (KBr, cm™"): 3452, 3107, 3076, 2972, 2918, 2875, 1735, 1618, 1598, 1562,
1475, 1249, 974, 788.
'H-NMR (DMSO-ds, 5): 1.55-1.75 (m, 4H, 2Hz, 2Hy), 3.75 (t, J = 6.2 Hz, 2H, 2H;
or 2Hy), 3.88 (t, J = 6.2 Hz, 2H, 2Hy or 2Hy), 6.74 (s, 1H, Ha), 6.79 (dd, J = 8.9,
2.9 Hz, 1H, Hg Ar-H), 7.05 (d, J = 2.9 Hz, 1H, Ha Ar-H), 7.33 (d, J = 8.9 Hz, 1H,
Hs Ar-H), 8.1 (s, 1H, Hg). .

3C.NMR (DMSO-ds, 8): 25.1, 67.9, 68.7, 115.5,116.4, 117.0, 122.3, 130.9,
131.6, 140.7, 148.6, 152.5, 158.2, 160.9, 172.9.
C16H1406Cl, DR HT

FtE{E : C,51.47 %; H, 3.75 %.

=I{E : C, 51.23 %; H, 3.87 %.
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Cl

Cl

IR 55 %; Efk, Wi 155 - 156 °C (MeOH-T7Hby).
IR (KBr, cm™): 3448, 3090, 2958, 2870, 2570, 2447, 1736, 1635, 1603, 1577
1452, 1263, 1246, 1032, 935, 758.
'H-NMR (DMSO-ds, 8): 0.90 (t, J = 7.3 Hz, 3H, CH3), 1.38-1.62 (m, 4H, 2CHj),
1.81-1.95 (m, 4H, 2CH,), 2.73 (t, J = 8.0 Hz, 2H, CH,-Ar), 3.88 (t, J = 6.2 Hz, 2H,
2CH30), 3.99 (t, J = 6.1 Hz, 2H, 2CH;0), 6.91 (s, 1H, Ha), 7.00 (d, J = 7.1 Hz,
1H, Ar-H), 7.41 (d, J = 7.5 Hz, 1H, Ar-H), 8.28 (s, 1H, He).
3C-NMR (DMSO-dg, 8): 13.7, 21.3, 21.9, 27.9, 28.1, 29.4, 68.0, 68.7, 111.5,
116.8, 123.0, 127.8, 130.5, 131.0, 140.4, 148.5, 152.3, 155.9, 160.7, 172.7.
C20H2;,06Cl; D TEHE DT

FTEfE : C, 55.96 %; H, 5.17 %.

SEIfE : C, 56.03 %; H, 5.10 %.
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gooado

IR 75 %; Bk, B 141-142°C.
IR (CHCI3, cm™): 3068, 2875, 1732, 1637, 1602, 1575, 1253, 1211.
'H-NMR (DMSO, &): 1.47 (t, J = 6.9 Hz, 3H, CHs), 1.71-1.78 (m, 2H, CH,), 1.82-
2.00 (m, 4H, 2CH,), 4.02-4.21(m, 6H, 3CHy), 7.00-7.15 (m, 5H, Hy, 4H, Ar-H),
8.45 (s, 1H, 1H).
3C.NMR (DMSO-dg, 5): 14.5, 21.8, 27.9, 28.2, 63.6, 68.1, 68.7, 113.7, 116.6,
120.7, 140.3, 148.2, 148.3, 148.4, 152.2, 160.6, 172.2.
Ci1gHz207 DIEESHT

SHEE : C,62.97 %; H, 6.12 %.

Z3HI{E : C, 62.75 %; H, 6.05 %.
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gooado

IRZE: 56 %; EfF, B 125-126 °C (MeOH / Et,0).

Ry 0.3 (EtOAc).

IR (KBr, cm™): 3423, 2947, 1732, 1637, 1602, 1569, 1469, 1282, 1207, 1122,
864.

'H-NMR (CDCls, 8):1.35-1.95 (m, 6H, 3CHy), 3.75-3.95 (m, 4H, 2CH,0), 4.45 (d,
J=7.5Hz, 2H, CH:N), 6.72 (d, J = 9.0 Hz, 2H, Ar-H), 7.10-7.35 (m, 8H, Ha, 7H,
Ar-H), 7.45 (s, 1H, He).

3C-NMR (CDCl,, §): 22.2, 26.7, 28.8, 29.6, 32.2, 62.6, 67.8, 115.6, 127.5, 128.0,
128.8, 129.2, 157.5.
C24H24CINO; D TTHE 7
SHEfE : C,65.23 %; H, 544 %; N, 3.17 %.
EAME : C, 64.84 %; H, 5.64 %: N, 3.12 %.
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Cl
IR 75 %; Bk, BhA: 84-85°C.
Rr 0.3 (EtOAc / A#Y).
IR (KBr, cm™): 3350, 3012, 2943, 1718, 1654, 1641, 1596, 1560, 1492, 1473,
1436, 1286, 1244, 1217, 1197, 1170, 1153.
'H-NMR (CDCls, 5): 1.48-1.79 (m, 6H, 3CHy), 1.85 (d, J = 5.0 Hz, 3H, CH3), 3.86
(t, J = 6.3 Hz, 2H, CH20), 4.00 (t, J = 6.3 Hz, 2H, CH;0), 4.40 (s, 2H, CH,OH),
6.41 (s, 1H, Hs), 6.48-6.53 (m, 2H, —-CH=), 6.70 (d, J = 9.0 Hz, 2H, Hy, Hs Ar-H),
7.14 (d, J = 9.0 Hz, 2H, Ha, Hs Ar-H)
3C-NMR (CDCl3, 8): 18.7, 22.3, 28.7, 29.5, 60.6, 67.9, 72.4, 111.9, 115.6, 118.5,
125.1,129.1, 134.5, 141.2, 154.8, 157.5, 166.1, 176.6.
C2oH23Cl05 DT RS
5tEfE : C, 63.41 %; H, 6.07 %.
= : C, 64.26 %; H, 6.03 %.
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gooado

Cl
UREE: 77 %; El4E, BRA: 50 — 51 °C (ELO). 0
Ry 0.3 (EtOAC / A##Y).
IR (CHCl3, cm'1): 3392, 3018, 2943, 1654, 1643, 1595, 1469, 1436, 1284, 1215.
H-NMR (CDCls, 5): 1.45-1.81 (m, 6H, 3CH,), 1.85 (d, J = 5.1 Hz, 3H, CHs), 3.88
(t, J = 6.3 Hz, 2H, CH,0), 3.98 (t, J = 7.1 Hz, 2H, CH,0), 4.41 (s, 2H, CH;OH),
6.36 (s, 1H, Hs), 6.42-6.52 (m, 2H, ~CH=), 6.68 (dd, J = 7.1, 1.3 Hz, 1H, Ar-H),
6.81-6.86 (m, 2H, Ar-H), 7.11 (t, J = 8.3 Hz, 1H, Ar-H).
20

3C.NMR (CDCl3, 5): 18.9, 22.4, 28.9, 29.6, 60.9, 68.0, 72.5, 112.2, 113.0, 114.8,
118.7,120.7, 130.1, 134.5, 134.8, 141.4, 154.8, 159.8, 165.9, 176.7.
CaoH23CI0s D TR H

StE(E : C,63.41%; H, 6.12 %.

EiflfE : C,62.64 %; H, 6.09 %.
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Cl

10
Cl

IR : 77 %; Ek, Bhs:100-101°C (EtOAC/AHY)

Ry 0.3 (EtOAc / A%#Y).

IR (KBr, cm™): 3220, 2947, 2850, 2765, 2360, 2343, 1658, 1643, 1600, 1568,
1541, 1508, 1481, 1463, 1438, 1234, 1207, 1181.

"H-NMR (CDCls, 5): 1.45-1.81 (m, 6H, 3CHy), 1.86 (d, J = 5.0 Hz, 3H, CH3), 2.97
(t, J = 7.0 Hz, 1H, OH), 3.85 (t, J = 7.0 Hz, 2H, CH,0), 4.02 (t, J = 7.0 Hz, 2H,
CH,0), 4.41 (d, J = 7.0 Hz, 2H, CH,OH), 6.35 (s, 1H, Hs), 6.49-6.55 (m, 2H, 20
—CH=), 6.67 (dd, J = 9.0, 3.0 Hz, 1H, Hs Ar-H), 6.91 (d, J = 3.0 Hz, 1H, Hz Ar-H),
7.23 (d, 9.0 Hz, 1H, Hs Ar-H).

3C.NMR (CDCls, 8): 18.6, 22.2, 28.6, 29.4, 60.6, 68.2, 72.2, 112.2, 114.3, 116.2,
118.5, 123.5, 130.4, 132.5, 134.1, 141.3, 154.4, 157.9, 164.9, 176.2.

C20H2205C|2 @iiﬁﬁ

FTHIE : C, 58.12 %; H, 5.37 %.

EiHlfE : C, 58.02 %; H, 5.39 %. 30
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cl 10

Cl

IR : 75 %; El{K, Bhm: 75 - 76 °C (Et,0).

R 0.3 (EtOAC-A¥1Y).

IR (KBr, cm’"): 3222, 2929, 1660, 1598, 1456, 1442, 1261, 1234, 1097, 1058,
962.

TH-NMR (CDCl;, 8): 0.88 (t, J = 7.3 Hz, 3H, CHs), 1.41-1.86 (m, 8H, 4CH,), 1.86

20
(d, J = 5.1 Hz, 3H, CH3), 2.72 (m, 3H, OH, CHz-Ar), 3.88 (t, J = 6.2 Hz, 2H,
CH20), 4.01 (t, J = 6.4 Hz, 2H, CH;0), 4.42 (d, J = 4.7 Hz, 2H, CH,OH), 6.34 (s,
1H, 1Hs), 6.51 (m, 2H, -CH=), 6.62 (d, J = 8.8 Hz, 1H, Ar-H), 7.15 (d, J = 8.8 Hz,
1H, Ar-H). '
3C-NMR (CDCls, 8): 14.1, 18.8, 21.8, 22.4, 28.9, 29.6, 30.0, 61.0, 68.3, 72.4,
110.2, 112.4, 118.7, 1241, 127.2, 131.7, 132.7, 134.1, 142.5, 154.5, 156.1,
164.8, 176.2. 0
C23H2305C|2 o)iiﬁﬁ
FTE{E : C, 60.66 %; H, 6.20 %.
EAME : C, 60.44 %; H, 6.24 %.
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oooad
10
Nk : 75 %; @Bk, BhsA: 67 - 68 °C (EtOAC-Et,0).
Ry 0.3 (EtOAC / A#4Y).
IR (CHCl;, cm™): 3367, 2954, 2868, 1654, 1641, 1601, 1452, 1240, 1191, 968.
"H-NMR (CDCl3, 8): 1.01 (t, J = 7.4 Hz, 3H, CHs), 1.51-1.70 (m, 4H, 2CH,), 1.75-
1.90 (m, 4H, 2CH,), 1.90 (d, J = 5.7 Hz, 3H, CHs), 2.66 (t, J = 7.8 Hz, 2H, CH,-
Ar), 3.96 (t, J = 7.5 Hz, 2H, CH;0), 4.07 (t, J = 7.7 Hz, 2H, CH,0), 4.56 (s, 2H,
CH,OH), 6.42 (s, 1H, Hs), 6.47-6.58 (m, 2H, —CH=), 6.85-6.97 (m, 2H, Ar-H),
7.15-7.25 (m, 2H, Ar-H). »
BC.NMR (CDCls, 3): 14.1, 18.9, 22.6, 23.1, 29.2, 29.7, 32.4, 60.9, 67.6, 72.8,
111.1,112.1, 118.7, 120.2, 126.8, 129.9, 131.2, 134.8, 141.4, 155.2, 156.9,
176.3.
Ca3H3005 DITES
StEE : C,71.48 %; H, 7.82 %.
=HI{E : C, 70.92 %; H, 7.81 %.
30
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ugoobodgd

10

Cl

R : 55 %: B, B 136 — 137 °C (EtOAC-EL0).

Ry. 0.3 (EtOAG).

IR (CHCls, cm™): 3076, 2943, 2914, 2871, 1732, 1647, 1629, 1596, 1581, 1541,
1492, 1442, 1286, 1244.

"H-NMR (CDCl3, 5): 1.48-1.60 (m, 2H, CHy), 1.69-1.78 (m, 4H, 2CH), 1.87 (d, J

= 6.8 Hz, 3H, CHa), 3.83 (1, J = 6.3 Hz, 2H, CH;0), 4.06 (t, J = 6.5 Hz, 2H, 20
CH,0), 6.53 (dd, J = 15.8, 1.5 Hz, 1H, -CH=), 6.75 (d, J = 9.0 Hz, 2H, Ar-H),
6.76-6.95 (m, 1H, ~CH=), 7.10 (d, J = 9.0 Hz, 2H, Ar-H) 7.26 (s, 1H, Hs), 7.71 (br
s, 1H, COOH).
3C-NMR (CDCl, 5): 16.2, 19.1, 22.4, 28.9, 29.7, 68.1, 72.7, 115.8, 118.2, 118.5,
125.4,129.3, 138.1, 142.9, 151.4, 156.7, 157.6, 161.1, 177.1.
C20H2106Cl DTTHRH
FtE(E : C, 61.14 %; H, 5.35 %. 30

ERIfE : C, 60.93 %; H, 5.35 %.
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Cl 10

INEE : 57 %; [EF, Bis: 116 — 117 °C (EtOAc-Et,0)

R 0.3 (EtOAc).

IR (CHCls, cm™): 3070, 2945, 2873, 1735, 1637, 1595, 1579, 1544, 1469, 1440,
1385, 1307, 1245, 1182.

'H-NMR (CDCls, 8): 1.76-1.82 (m, 2H, CHy), 1.88-1.96 (m, 4H, 2CHy), 2.09 (d, J
= 5.9 Hz, 3H, CH3), 4.07 (t, J = 6.1 Hz, 2H, CH,0), 4.28 (t, J = 6.6 Hz, 2H,

CH,0), 6.74 (dd, J = 18.0, 1.5 Hz, 1H, —-CH=), 6.92-7.08 (m, 4H, 1H, -CH=, 3H ?
Ar-H,), 7.28 (t, J = 8.5 Hz, 1H, Ar-H), 7.47 (s, 1H, Hs), 8.12 (br s, 1H, COOH).
BC.NMR (CDCl,, 8): 18.9, 22.2, 28.7, 29.5, 67.8, 72.5, 112.8, 114.6, 118.0,
118.3, 120.5, 130.0, 134.6, 137.9, 142.7, 151.2, 156.5, 159.6, 160.9, 176.9.
CxoH2106Cl D TR
sHEfE: C,61.14 %; H, 5.35 %.
=HIfE : C, 60.57 %:; H, 5.34 %. .
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Cl

10
Cl

IR : 58 %:; Ek, Bhm: 118 - 119 °C (EtOAc-EL,0)
R 0.3 (EtOAc).
IR (CHCl3, cm™): 3018, 2945, 2873, 1732, 1645, 1633, 1593, 1546, 1469, 1442.
TH-NMR (CDCl3, 5): 1.56-1.68 (m, 2H, CHy), 1.72-1.82 (m, 4H, 2CHy), 1.91 (d, J
= 6.8 Hz, 3H, CHa), 3.88 (t, J = 6.2 Hz, 2H, CH;0), 4.09 (t, J = 7.1 Hz, 2H,
CH,0), 6.57 (dd, J = 14.9, 1.5 Hz, 1H, -CH=), 6.67 (dd, J = 8.8, 2.9 Hz, 1H, Ar-
H), 6.75- 6.86 (m, 1H, -CH=), 6.91 (d, J = 2.8 Hz, 1H, Ar-H), 7.18 (d, J = 8.8 Hz,
1H, Ar-H), 7.21 (s, 1H, Hs), 7.21 (br s, 1H, COOH).
3C.NMR (CDCls, 8): 19.1, 22.3, 28.7, 29.6, 68.3, 72.5, 114.5, 116.2, 118.1,
118.5, 122.9, 127.5, 130.5, 137.9, 142.9, 151.7, 156.5, 158.1, 161.1, 176.5.
C20H20C1,06 D TTHEAHT

SHEfE : C, 56.22 %; H, 4.72 %.

= h{E : C, 55.58 %; H, 4.61 %. 30
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I : 57 %; Bk, BhA:161 - 162 °C (EtOAc-Et,0).
Ry 0.2 (EtOAC).
IR (CHCl;, cm™): 3423, 3082, 2958, 2931, 1726, 1649, 1631, 1578, 1549, 1454,
1261, 1201, 1182, 968.
"H-NMR (DMSO-ds, 8): 0.72 (t, J = 7.5 Hz, 3H, CHa), 1.23-1.43 (m, 4H, 2CH,),
1.53-1.63 (m, 4H, 2CH,), 1.76 (d, J = 5.2 Hz, 3H, CH3), 2.56 (t, J = 7.4 Hz, 2H,
CH,-Ar), 3.82-3.91 (m, 4H, 2CH;0), 6.38-6.55 (m, 2H, —CH=), 6.69 (s, 1H, Hs),
6.82(d, J=8.8 Hz, 1H, Ar-H), 7.26 (d, J = 8.8 Hz, 1H, Ar-H).
BC.NMR (DMSO-dg, 5): 13.8, 18.4, 21.3, 22.1, 28.2, 28.9, 29.5, 68.2, 71.7,
111.6, 117.5, 118.3, 122.7, 127.8, 130.6, 131.3, 135.5, 142.9, 151.7, 153.8,
156.1, 160.8, 174.8.
C23H26Cl0s D THR 4T

EHEfE : C, 58.86 %; H, 5.58 %.

EiflfE : C, 58.77 %; H, 5.36 %.
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R : 53 %; Eltk, Bh:145 - 146 °C (c-Hex).
Ry 0.4 (EtOAc).
IR (CHCls, cm™): 3063, 2957, 2870, 2559, 1736, 1637, 1585, 1493, 1242, 1184,
970, 908.
'H-NMR (CDCl3, 5): 0.78 (t, J = 7.4 Hz, 3H, CHa), 1.40-1.51 (m, 4H, 2CH,), 1.65-
1.76 (m, 4H, 2CHy), 1.83 (d, J = 6.3 Hz, 3H, CHs), 2.44 (t, J = 7.9 Hz, 2H, CH.-
Ar), 3.84 (t, J = 5.9 Hz, 2H, CH,0), 4.04 (t, J = 5.1 Hz, 2H, CH,0), 6.46-6.54 (m,
1H, —CH=), 6.65-6.77 (m, 3H, 1H, ~-CH=, 2H, Ar-H,), 6.96-7.03 (m, 2H, Ar-H),
7.21 (s, 1H, Hs).
BC.NMR (CDCl, 5): 14.2, 19.2, 22.7, 23.2, 29.2, 29.8, 32.5, 67.6, 72.9, 111.2,
118.3, 118.7, 120.3, 126.9, 130.0, 131.3, 138.0, 143.1, 152.0, 156.7, 157.0,
162.0, 177.1.
Ca3H2506 DIEE ST

SHEfE : C,68.98 %; H, 7.05 %.

53115 : C, 68.19 %; H, 6.97 %.
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I : 55 %; Bk, BhA: 202-204°C (MeOH).
Ry 0.3 (EtOAc).
H-NMR (CD;0D, 3): 5.37 (s, 2H, NHy), 5.48 (s, 2H, CH,-N), 5.59 (br s, 1H,
NH,), 6.78 (br s, 1H, NHy), 7.24 (s, 2H, Ha 5), 7.42 (d, J = 8.5 Hz, 2H, Hz 5), 7.69
(d, J = 8.5 Hz, 2H, Hy. ¢).
3C-NMR (CD30D, &): 48.9, 128.4 (2C), 130.6 (2C), 132.1 (2C), 133.2, 135.2,
138.0, 141.0, 142.1, 146.8, 192.3.
MS (EI, 70 eV): 425 (M), 379, 353, 199, 139 (100 %), 98, 63, 55.
C17H120,NsCls D TR

SHE{E : C, 48.05 %; H, 2.82 %; N, 16.47 %.

SEHIfE : C, 48.08 %; H, 3.40 %; N, 15.83 %.
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MW: 291.14; IR3&: 54%.

JP 2005-529079 A 2005.9.29

'H-NMR (CDCls, 8): 1.47-1.65 (m, 2H, CHy), 1.75-1.98 (m, 4H, 2xCHy), 3.23 (br
s, 1H, OH), 3.36 (t, J = 6.6 Hz, 2H, CH2Br), 3.82 (t, J = 5.7 Hz, 2H, CH,0), 4.44

(s, 2H, CH,OH), 6.54 (s, 1H, Hs), 7.57 (s, 1H, He).

13C.NMR (CDCls, 8): 24.5, 28.2, 32.3, 33.5, 60.8,

69.6, 111.7, 139.8, 147.6,

O 0Ooo0ooo
O 0Ooo0gooo
O 0Ooo0ooo

167.9, 174.6.
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X2 "0

[ 1
[
: 2
[ MW: 331.20; IR : 70 %.
[ TH-NMR (CDCl;, 8): 1.80-2.18 (m, 9H, CH3 and 3xCHy), 3.08 (br s, 1H, OH),
[
: 3.63 (t, J = 6.6 Hz, 2H, CH2Br), 4.27 (t, J = 6.5 Hz, 2H, CH,0), 4.73 (s, 2H,
[ CH,OH), 6.73-6.86 (m, 3H, 2xCH=, Hs). .
E BC-.NMR (CDCls, 8): 19.1, 24.7, 29.3, 32.6, 33.9, 61.0, 72.6, 112.2, 118.8,
c 135.1, 141.5, 155.3, 166.6, 176.8.
O
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Cl

MW: 168.62; 1R : 78%.
H-NMR (CDCl, 8): 4.44 (d, J = 5.3 Hz, 2H, CH,0), 5.16-5.36 (m, 2H, CHy=),
5.84-6.03 (m, 1H, CH=), 6.74 (d, J = 9.0 Hz, 2H, Ar-H), 7.13 (d, J = 9.1 Hz, 2H,
| Ar-H).
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MW: 203.07; Ix2E: 95 %.
TH-NMR (CDCl,, 8): 4.53 (d, J = 8.2 Hz, 2H, CH,0), 5.31-5.45 (m, 2H, CH,=),
5.98-6.03 (m, 1H, CH=), 6.82 (s, 2H, Ar-H), 6.97 (s, 1H, Ar-H).
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Cl
3
10
MW: 168.62; IR : 47 %.
"H-NMR (CDCl3, 5): 4.36 (dd, J = 5.2 Hz, J = 1.5 Hz, 2H, CHy), 5.15-5.33 (m, 2H,
CH,=), 5.79-5.98 (m, 1H, CH=), 6.68 (m, 2H, Ar-H), 6.81 (d, J = 1.8 Hz, 1H, Ar-
H).
0oooaoao
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gooad 20
OH
=
Cl Cl
4
MW: 203.07; IR : 66 %.
"H-NMR (CDCls, §): 3.49 (dm, J = 6.9 Hz, 2H, CHy), 4.96-5.10 (m, 2H, CHy=), 30
5.32 (s, 1H, OH), 5.74-5.94 (m, 1H, CH=), 6.65 (d, J = 2.0 Hz, 1H, Ar-H), 6.90
(d, J=2.0 Hz, 1H, Ar-H).
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[ MW: 205.08; 4R : 90 %.

E 'H-NMR (CDCls, 8): 0.89 (t, J = 7.3 Hz, 3H, CH,), 1.49 (sext, J = 7.3 Hz, 2H,

[ CHy), 261 (t, J = 7.7 Hz, 2H, CH,), 6.61 (d, J = 2.0 Hz, 1H, Ar-H), 6.86 (d, J =

: 2.0 Hz, 1H, Ar-H).
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MW: 170.05; IR : 70 %.

H-NMR (CDCls, 8): 0.90 (t, J = 7.3 Hz, 3H, CHs), 1.56 (sext, J = 7.4 Hz, 2H,
CHy), 2.51 (t, J = 7.9 Hz, 2H, CHy), 6.61 (d, J = 8.4 Hz, 1H, Ar-H), 6.93 (m, 2H,
Ar-H).
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MW: 286.14; UL : 56 %.

1H.NMR (CDCl3, 5): 1.41-1.65 (m, 2H, CHy), 1.71-1.94 (m, 4H, 2CHy), 3.35 (t, J
= 6.7 Hz, 2H, CH,Br), 3.94 (t, J = 6.2 Hz, 2H, CH,0), 6.59-6.71 (m, 2H, Ar-H),
7.44 (t, J = 8.1 Hz, 1H, Ar-H).
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MW: 379.14; IXZE : 12%. A

'H-NMR (CDCls, 8): 1.48-1.69 (m, 2H, CHy), 1.70-1.95 (m, 4H, 2CH,), 3.37 (t, J
= 6.6 Hz, 2H, CH,Br), 3.97 (t, J = 6.2 Hz, 2H, CH,0), 7.21 (s, 2H, Ar-H), 7.37 (s,
1H, Ar-H).
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F

MW: 279.12; xR : 23%.

TH-NMR (CDCla, 8): 1.42-1.91 (m, 6H, 3CHy), 3.37 (t, J = 6.6 Hz, 2H, CH2Br),
3.83 (t, J = 6.3 Hz, 2H, CH;0), 6.41-6.65 (m, 2H, Ar-H), 6.98 (q, J =9.2 Hz, 1H,
Ar-H).
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MW: 347.34; IRZE : 95 %; BE{K; #lm: 126-128 °C (Et,0).
R 0.1 (A+4Y:EtOAc = 1:1).
IR (KBr, cm™): 3371, 3090, 2949, 2226, 1639, 1620, 1607, 1508, 1445, 1302,
1232, 1121, 1009, 920, 885, 849.
'H-NMR (CDCls, 8): 1.51-1.68 (m, 2H, CHy), 1.70-1.91 (m, 4H, 2xCHj), 2.30 (br
s, 1H, OH), 3.82 (t, J = 6.2 Hz, 2H, CH;0), 3.95 (t, J = 6.1 Hz, 2H, CH;0), 4.42
(s, 2H, CH,0H), 6,47 (s, 1H, Hs), 6.59-6.70 (m, 2H, ArH), 7.39-7.51 (m, 2H, ArH,
He).
BC-NMR (CDCly, 8): 22.6, 28.7, 28.8,61.1, 68.9, 69.7, 92.9 (d, J=10.1 Hz, ArC-
CN), 102.9 (d, J = 22.9 Hz, ArCH), 111.8, 112.2, 114.6 (CN), 134.3, 139.6,
147.9, 164.2, (d, J = 11.0 Hz, ArC-0), 164.5 (d, J = 250.1 Hz, ArC-F), 174.8
(C=0).
BEE52# : 348 (M+1), 316, 211, 198, 179, 167, 155, 142, 126, 113, 95, 85, 69,
55, 41 (100).
C1sH1sFNOs D TR HT
StEE: C,62.24%;H, 522 %;N, 4.03%
SEANE: C,61.98%; H, 537 %:; N, 4.00 %
Dooooo
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MW: 378.85; IR : 90 %; El¢A ; Bhsi: 98-100 °C (Et.0).

Ry 0.2 (A %Y :EtOAc = 1:1).

'H-NMR (CDCls, 8): 1.49-1.62 (m, 2H, CHy), 1.70-1.90 (m, 4H, 2xCH,), 3.06 (br

s, 1H, OH), 3.26 (br d, J = 6.6 Hz, 2H, CHAr), 3.79-3.90 (m, 4H, 2xCH,0), 4.43 20
(s, 2H, CH,OH), 4.99 (m, 2H, CH,=), 5.76-5.96 (m, 1H, CH=), 6,53 (s, 1H, Hs),

6.64-6.76 (m, 1H, Ar-H), 7.02-7.16 (m, 2H, Ar-H), 7.54 (s, 1H, He).

3C.NMR (CDCl;, 5): 22.6, 28.8, 29.0, 34.1, 60.9, 68.0, 69.7, 111.8, 112.3,

115.9, 116.1, 125.0, 126.9, 129.3, 133.0, 136.1, 139.8, 147.7, 155.0, 167.7,

174.8.

BES : 378 (M), 211, 169, 143, 127, 113, 95, 77, 69 (100), 55, 41.

C2oH23Cl0s DR : 30

FtEE: C,63.41%; H, 6.12%

EAME : C,63.25 %; H, 6.50 %
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MW: 380.86; IR : 91 %; Elfk; B&: 92-94 °C (EL,0). 10

Rg 0.1 (A$}V:EtOAC = 1:1).

IR (KBr, cm™): 3327, 2926, 1647, 1616, 1265, 1248, 1219.

'H-NMR (CDCls, 8): 0.85 (t, J = 7.3 Hz, 3H, CH3), 1.45-1.63 (m, 4H, 2xCH),
1.71-1.81 (m, 4H, 2CH,), 2.47 (t, J = 7.2 Hz, 2H, CH,Ar), 2.60 (br s, 1H, OH),
3.79-3.89 (m, 4H, 2xCH;0), 4.42 (s, 2H, CH;0H), 6,47 (s, 1H, Hs), 6.62-6.67 (m,
1H, Ar-H), 6.98-7.04 (m, 2H, Ar-H), 7.50 (s, 1H, Hg).

BC-NMR (CDCls, 8): 14.0, 22.6, 22.7, 28.8, 29.0, 32.1, 61.0, 67.9, 69.8, 112.1,
112.2, 125.0, 126.3, 129.6, 133.1, 139.7, 147.8, 155.5, 167.1, 174.8.

EE5T - 380 (M), 378, 357, 346, 211, 195, 170, 155, 143 (100), 125, 113, 95,
77, 69, 41, 39.

C20H25Cl10s D TR

20

FTHE({E: C,63.07 %; H, 6.62%
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EHME . C,62.67%:; H, 6.92% 30
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gooad

MW: 413.29; IR : 80 %; El{k; AR :59-61 °C (Et0).

10
Ry 0.13 (A+4Y:EtOAC = 1:1).
"H-NMR (CDCls, 8): 1.52-1.63 (m, 2H, CHy), 1.72-1.90 (m, 4H, 2xCHy), 3.00 (br
s, 1H, OH), 3.41 (br s, 2H, CHAr), 3.81 (t, J = 6.1 Hz, 2H, CH;0), 3.83 (t, J =
6.3 Hz, 2H, CHy0), 4.42 (s, 2H, CH,OH), 4.86-4.96 (m, 2H, CH,=), 5.68-5.88
(m, 1H, CH=), 6,46 (s, 1H, H3), 6.66 (d, J = 1.9 Hz, 1H, Ar-H), 6.92 (d, J = 1.9
Hz, 1H, Ar-H), 7.51 (s, 1H, Hg).
3C.NMR (CDCl,, 8): 22.7, 28.8, 28.9, 31.1, 61.1, 68.6, 69.8, 110.7, 112.2,
20
115.6, 121.4, 125.6, 132.7, 134.7, 135.5, 139.8, 148.0, 158.1, 167.4, 175.0.
BHESH - 412 (M-1), 241, 229, 211, 169, 155, 143, 127, 113, 95, 69 (100), 55, 41.
C2oH22Cl05 DTRAH
$tHE{E: C,58.12%:; H,537%
SEHE : C, 57.90 %; H, 5.56 %
Ooodogano 30
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MW: 415.31; IR3E: 90 %; B4 ; BR&: 77-79 °C (Et,0).
Ry 0.2 (NH#Y:EtOAC = 1:1).

1211, 1051.

1H, Hg).
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IR (KBr, cm™): 3367, 2958, 2930, 2870, 1635, 1602, 1558, 1458, 1394, 1236,

H-NMR (CDCl;, §): 0.86 (t, J = 7.3 Hz, 3H, CH3), 1.35-1.63 (m, 2H, CH,), 1.72-
1.86 (m, 4H, 2CH,), 2.62 (t, J = 7.3 Hz, 2H, CH,Ar), 3.24 (br s, 1H, OH), 3.82 (,
J=6.4 Hz, 2H, CH,0), 3.87 (t, J = 6.1 Hz, 2H, CH,0), 4.42 (s, 2H, CH,OH), 6.48
(s, 1H, Ha), 6.63 (d, J = 1.9 Hz, 1H, Ar-H), 6.89 (d, J = 1.9 Hz, 1H, Ar-H), 7.52 (s,

3C.NMR (CDCl;, 5): 14.1, 21.9, 22.5, 28.7, 28.8, 60.9, 68.3, 69.7, 110.4, 112.0,
121.2,128.3, 131.9, 135.2, 139.8, 147.8, 158.1, 167.5, 174.9.
BHENH : 414 (M-1), 399, 385, 365, 273, 245, 211, 193, 175, 155, 143 (100),
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MW: 480.40; I : 46 %; Bk ; Bl 90-92 °C (Et0).

Rr: 0.1 (A1 :EtOAc = 1:1).

IR (KBr, cm™): 3443, 3277, 2951, 2879, 1664, 1635, 1610, 1591, 1397, 1369
1284, 1169, 1122.

"H-NMR (CDCl3, 8): 1.59-2.01 (m, 9H, CHa, 3xCH,), 2.58 (br s, 1H, OH), 4.10
(ap q, 4H, 2CH,0), 4.54 (s, 2H, CH,0H), 6.54-6.65 (m, 3H, Hs, 2xCH=), 7.29 (s,
2H, Ar-H), 7.45 (s, 1H, Ar-H).

BC-NMR (CDCl;, 5): 18.9, 22.5, 28.8, 29.7, 61.0, 68.8, 72.6, 112.3, 114.2,
114.7, 120.5, 124.0 (q, J = 272.5 Hz, 2xCF3), 125.9, 132.9 (d, J = 33.4 Hz,
CCF3), 155.0, 157.0, 159.6, 166.1, 172.0, 176.7.

BHE5H - 480 (M), 465, 451, 425, 251, 237, 209, 195, 181, 167 (100), 135,
121, 95, 69, 55, 41.

CxH2oFs05 DRSS

SHEE : C, 55.00 %; H, 4.62 %

EAME . C,54.62 %; H, 487 %
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10
MW: 380.38; X : 69 %; [Efk; = 86-87 °C (Et0).

Ry 0.1 (A 1Y :EtOAC = 1:1).

IR (KBr, cm™): 3265, 2992, 2852, 1662, 1635, 1601, 1581, 1213, 1161, 1091,

988.

'H-NMR (CDCls, §): 1.49-1.51 (m, 2H, CHy), 1.52-1.80 (m, 4H, 2xCH;), 1.86 (d, J

= 4.8 Hz, 3H, CH3), 3.61 (brs, 1H, OH), 3.84 (t, J = 6.2 Hz, 2H, CH;0), 3.98 (t, J

= 6.3 Hz, 2H, CH;0), 4.40 (s, 2H, CH20H), 6.30-6.41 (m, 1H, Hs), 6.42-6.47 (m,

4H, 2CH=, 2xAr-H), 7.03 (q, J = 9.3 Hz, 1H, Ar-H). 20
*C-NMR (CDCl;, 8): 18.9, 22.5, 28.9, 29.7, 61.9, 68.7, 72.6, 104.1 (d, J = 20.2

Hz, C,nF), 109.7 (dd, J = 6.0, 3.5 Hz, CpypF), 112.2, 117.1 (dd, J = 18.5, 2.6 Hz,

ComF), 118.8, 134.7, 141.5, 144.8 (dd, J = 239.5, 13.1 Hz, CF), 150.4 (dd, J =

248.0; 14.9 Hz, CF), 155.0, 155.4 (dd, J = 10.6, 4.7 Hz, CO,,F), 166.3, 176.8

(C=0).

BE54H : 380 (M), 365, 351, 325, 285, 251, 237, 209, 195, 181, 165 (100), 143,

135, 113, 101, 83, 69, 55, 41. 30
C20H22F.05 DIERAH

ftEfE: C, 63.15%; H, 583 %
ERIE : C,63.61%; H,595%
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MW: 387.40; IRZ&: 60 %; El{k; Bhm= = 123-125 °C (Et.0).

Ry 0.1 (Af1Y:EtOAC = 1:1).

IR (KBr, cm™): 3430, 3240, 2870, 2230, 1662, 1622, 1603, 1506, 1439, 1300,
1234, 1205, 1178, 1121, 962.

'H-NMR (CDCls, 8): 1.56-1.63 (m, 2H, CHy), 1.71-1.88 (m, 7H, CH3 and 2xCH,),
2.73 (br s, 1H, OH), 3.93-4.03 (m, 4H, 2CH,0), 4.42 (s, 2H, CH,0OH), 6.36-6.71
(m, 5H, Hs, 2xArH and 2xCH=), 7.39-7.47 (m, 1H, Ar-H).

'3C.NMR (CDCls, 3): 18.9, 22.3, 28.6, 29.6, 61.0, 68.9, 72.4, 92.8 (d, J = 10.1
Hz, ArC-CN), 102.7 (d, J = 22.1 Hz), 111.7, 112.3, 114.4 (CN), 118.7, 126.5,
134.3 (d, J = 17.4 Hz, ArCH), 141.5, 154.8, 162.5, 164.0 (d, J = 250.0 Hz, ArC-
F), 164.5 (d, J = 20 Hz), 165.6, 176.4 (C=0).

BE4# - 387 (M), 372, 358, 326, 251, 237, 209, 195, 181, 167 (100), 150,
135, 120, 95, 83, 69, 55, 41.

C21H2FNO; DR ST

FEME: C,65.11%;H,572%;N,3.62%

EAME : C,64.92%; H, 5.64 %; N, 3.57 %
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Cl

10
MW: 418.91; UXE : 64 %, BB ZHFUT=HKY.

Ry 0.2 (A+#Y:EtOAc = 1:1).

IR (CHCl3, cm™): 3385, 2928, 2856, 1645, 1599, 1491, 1435, 1244.

'H-NMR (CDCl3, 8): 1.52-1.63 (m, 2H, CH,), 1.72-1.86 (m, 4H, 2xCH,), 1.91 (d, J
= 4.0 Hz, 3H, CH3), 2.21 (br s, 1H, OH), 3.31 (br d, J = 7.5 Hz, 2H, CH,Ar), 3.39
(t, J = 6.1 Hz, 2H, CH,0), 4.06 (t, J = 6.3 Hz, 2H, CH,0), 4.47 ( s, 2H, CH;0H),
4.98-5.10 (m, 2H, CH,=), 5.85-5.97 (m, 1H, CH=), 6.42 (s, 1H, Hs), 6.48-6.85 (m,
3H, 1Ar-H, 2xCH=), 7.07 (m, 2H, Ar-H).

®C-NMR (CDCls, 8): 19.0, 22.6, 29.1, 29.7, 34.2, 60.9, 68.2, 72.7, 112.1, 112.4,
116.2, 118.7, 125.2, 126.9, 129.6, 130.7, 134.9, 136.2, 141.4, 155.2, 155.3,
166.4, 176.8.

BESHT - 418 (M), 403, 363, 251, 237, 209, 195, 167, 156, 135, 115, 103, 95,
69 (100), 55, 41.

20
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Cl

MW: 420.93; IR : 35 %, & &S U mRY.

Ry 0.2 (A4 :EtOAC = 1:1).

IR (CHCl, cm™): 3350, 2923, 2852, 1647, 1599, 1551, 1437, 1242.

'"H-NMR (CDCl3, 5): 0.85 (t, J = 7.4 Hz, 3H, CH), 1.36-1.82 (m, 8H, 4xCH,), 1.86
(d, J = 4.9 Hz, 3H, CHs), 2.47 (t, J = 7.2 Hz, 2H, CH.Ar), 3.51 (br s, 1H, OH),
3.87 (, J = 6.1 Hz, 2H, CH,0), 4.00 (t, J = 6.4 Hz, 2H, CH,0), 4.42 ( s, 2H,
CH,OH), 6.41 (s, 1H, Hs), 6.46-6.68 (m, 3H, 1Ar-H, 2xCH=), 6.80-7.04 (m, 2H,
Ar-H).

3C.NMR (CDCls, 8): 14.0, 18.9, 22.6, 22.9, 29.1, 29.8, 32.2, 61.0, 68.1, 72.7,
112.1, 112.3, 118.8, 125.0, 126.4, 129.7, 133.2, 134.9, 141.5, 155.2, 155.6,
166.3, 176.6.
B 84547 : 420 (M), 405, 389, 251, 239, 209, 195, 183, 167, 141, 125, 107, 95,
69 (100), 55, 41.

10

20

30



(82) JP 2005-529079 A 2005.9.29

ooooo
N O ron
0/\/\/\0
@V/ }
Cl cl
MW: 453.36; Ix 3= : 88 %,; [El{k. 10

Rf. 0.1 (A$4Y:EtOAC = 1:1).

IR (KBr, cm™): 3414, 3221, 2930, 2852, 1643, 1599, 1560, 1439, 1232.

'H-NMR (CDCls, 8): 1.78-2.21 (m, 9H, CHs and 3xCH,), 2.92 (br s, 1H, OH),
3.86 (br d, J = 6.2 Hz, 2H, CH,Ar), 4.16 (t, J = 6.1 Hz, 2H, CH,0), 4.29 (t, J =
6.4 Hz, 2H, CH20), 4.74 (s, 2H, CH;0H), 5.14-5.22 (m, 2H, CH,=), 5.98-6.12 (m,
1H, CH=), 6.80-6.90 (m, 3H, Hs, 2xCH=), 6.93 (d, J = 1.8 Hz, 1H, Ar-H), 7.18 (d,
J=1.9 Hz, 1H, Ar-H). 20
"*C-NMR (CDCls, 5): 18.8, 22.3, 28.7, 29.5, 30.8, 60.7, 68.5, 72.4, 110.5, 112.0,
115.3, 118.6, 121.1, 126.0, 132.4, 134.4 (3C), 134.6, 134.7, 154.9, 166.0,
176.5.

BESH - 452 (M-1), 437, 423, 363, 251, 235, 209, 183, 167 (100), 156, 135,
121, 95, 69, 55, 39.
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Cl Cl
MW: 455.37; IR : 25 %; Bk ; B8 91-93 °C (Hex / EtOAc). 10

R 0.1 (A+4#V:EtOAc = 1:1).

IR (KBr, cm™): 3414, 3221, 2930, 2852, 1643, 1599, 1560, 1439, 1232.

'H-NMR (CDCls, 8): 0.86 (t, J = 7.3 Hz, 3H, CHs), 1.35-1.84 (m, 8H, 4xCH,), 1.89
(d, J = 5.4 Hz, 3H, CHa), 2.62 (t, J = 7.5 Hz, 2H, CH,Ar), 3.42 (br s, 1H, OH),
3.87 (t, J = 6.1 Hz, 2H, CH;0), 4.02 (t, J = 6.4 Hz, 2H, CH;0), 4.46 (s, 2H,
CH,0H), 6.46-6.62 (m, 3H, 2xCH= and Hs), 6.64 (d, J = 2.0 Hz, 1H, ArH), 6.89
(d, J=1.9 Hz, 1H, Ar-H). 20
BC.NMR (CDCls, 8): 14.2, 19.0, 22.1, 22.6, 28.9, 29.0, 29.8, 61.0, 68.6, 72.7,
110.5, 112.2, 118.8, 121.3, 128.4, 132.0, 134.9, 135.3, 141.5, 155.2, 158.2,
166.4, 176.8.

BE5H - 455 (M), 454 (M-1), 439, 425, 413, 273, 251, 237, 209, 183, 167,
156, 135, 111, 95, 69, 53, 41 (100).

C23H26Cl205 D TR 5T

FTEfE : C,60.66 %; H, 6.20 % 30

SERIfE : C, 60.49 %; H, 6.39 %
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MW: 266.18; IXZE: 40%; B £V hKY .
Rr 0.2 (MY :Et,0 = 10:1).
'H-NMR (CDCls, 8): 1.36-1.63 (m, 2H, CH,), 1.88-2.03 (m, 4H, 2CH,), 3.45 (t, J
= 6.7 Hz, 2H, CH,Br), 4.23 (t, J = 7.0 Hz, 2H, CH,N), 6.59 (d, J = 3.0 Hz, 1H, Ar-
H), 7.16-7.45 (m, 4H, Ar-H), 7.73 (d, J = 7.7 Hz, 1H, Ar-H).
3C-NMR (CDCls, 8): 25.7, 29.5, 32.4, 33.4, 46.2, 101.2, 109.3, 119.3, 121.1,
121.5, 127.8, 128.7, 136.0.
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[
. MW: 327.37; IR : 85 %.
[ Re. 0.2 (Et,0 / MeOH, 8:2).
[
: 'H-NMR (CDCls, 8): 1.20-1. 36 (m, 2H, CHy), 1.56-1.79 (m, 4H, 2xCHy), 2.39 (br
[ s, 1H, OH), 3.60 (t, J = 6.4 Hz, 2H, CHyN), 3.97 (t, J = 6.9 Hz, 2H, CH,0), 4.29
E (s, 2H, CH,OH), 6.30 (d, J = 3.1 Hz, 1H, Ar-H), 6.35 (s, 1H, H3), 6.87-7.18 (m,
[ 5H, 4 Ar-H and Hg), 7.45 (d, J = 7.6 Hz, 1H, Ar-H).
[ BC-NMR (CDCls, 8): 23.5, 28.8, 30.1, 46.4, 61.0, 69.6, 101.2, 109.5, 112.1,
[
: 119.4, 121.1, 121.5, 128.0, 128.8, 139.6, 147.9, 167.4, 174.9.
O
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MW: 398.45; IR : 25 %; Btk ; Ris: 81-83 °C.
Re 0.4 (EtOAc).
IR (KBr, cm™): 3319, 3070, 2932, 2872, 1732, 1647, 1624, 1541, 1252, 1213,
741,

'H-NMR (CDCls, §): 1.09 (t, J = 7.2 Hz, 3H, CHa), 1.32-1.47 (m, 2H, CHy), 1.67-
1.90 (m, 4H, 2xCH3), 3.11-3.25 (m, 2H, CHyNH), 3.72 (t, J = 6.4 Hz, 2H, CHN),
4.07 (t, J = 6.9 Hz, 2H, CH,0), 4.81 (s, 3H, CH,0CO, NH), 6.33 (s, 1H, H3), 6.41
(d, J = 3.1 Hz, 1H, Ar-H), 6.98-7.29 (m, 4H, Ar-H), 7.40 (s, 1H, Heg), 7.55 (d, J =
7.6 Hz, 1H, Ar-H).

®C-NMR (CDCls, 8): 15.3, 23.5, 28.8, 30.1, 36.3, 46.3, 61.5, 69.5, 101.1, 109.5,
113.4, 119.3, 121.1, 121.5, 127.9, 128.7, 136.0, 139.5, 148.1, 155.0, 161.2,
174.3.

BESHT - 399.4 (M+1), 421.4 (M+ Na).

C2:H2zsN205 D TR

FTEE : C, 66.32 %; H, 6.58 %; N, 7.03 %
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SHIME : C, 66.23 %; H, 6.43 %; N, 7.06 %
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MW: 452.54; U : 77 %; E{k; @ts: 78-80 °C.
Rz 0.7 (EtOAc).

JP 2005-529079 A 2005.9.29

IR (KBr, cm™): 3325, 2933, 1734, 1684, 1570, 1234, 1215, 742.
"H-NMR (CDClj, 8): 0.89-1.79 (m, 16H, 8xCH,), 3.20-3.45 (m, 1H, CHNH), 3.62
(t, J= 6.4 Hz, 2H, CHoN), 3.97 (t, J = 6.9 Hz, 2H, CH,0), 4.62 (d, J = 9.9 Hz, 1H,
NH), 4.69 (s, 2H, CH,OCO), 6.23 (s, 1H, H3), 6.30 (d, J = 2.8 Hz, 1H, Ar-H),
6.87-7.18 (m, 4H, Ar-H), 7.29 (s, 1H, Hg), 7.44 (d, J = 7.5 Hz, 1H, Ar-H).
3C.NMR (CDCl3, 5): 23.2, 24.5, 25.2, 28.5, 29.7, 33.1, 46.0, 50.1, 60.2, 69.2,
100.8, 109.1, 110.4, 119.0, 120.8, 121.2, 127.6, 127.8, 136.0, 139.5, 147.0,

163.5, 175.0.
BEHH - 453.1 (M+1), 475.1 (M+ Na).
C25H32N205 o)iiﬁtﬁ'

SHEfE: C,69.01 % H,7.13%; N, 6.19 %

SHIME : C, 68.69 %; H, 7.09 %; N, 6.16 %
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MW: 446.50; IR : 77 %; B4 ; Ris:150 °C (9 #2).

Ry 0.3 (EtOAC).

IR (KBr, cm™): 3448, 3259, 3084, 2949, 2930, 1730, 1647, 1616, 1553, 1448,
1238, 748.

"H-NMR (DMSO-ds, 5): 1.33-1.49 (m, 2H, CH,), 1.70-1.91 (m, 4H, 2xCH,), 3.84
(t, J = 6.4 Hz, 2H, CH;N), 4.25 (t, J = 7.0 Hz, 2H, CH,0), 5.08 (s, 2H, CH,0CO),
6.47 (d, J = 3.1 Hz, 1H, Ar-H), 6.53 (s, 1H, Hs), 7.02-7.21 (m, 3H, Ar-H), 7.32-
7.61 (m, 7H, Ar-H), 8.21 (s, 1H, He).

BC-NMR (CDCls, 8): 23.9, 28.0, 29.8, 45.8, 61.0, 69.9, 100.5, 109.9, 112.7,
118.6, 121.3, 121.5, 124.2, 127.1, 128.8, 138.7, 141.1, 174.9. |
BHESH : 445.5 (M-1).

C26H26N20s DR

10

20

RHEfE : C,69.94 %; H, 587 %; N, 6.27 %

XAE : C,69.76 %; H, 5.80 %; N, 6.07 %
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MW: 480.94; Yield: 30 %; El{4; Btm:170-171 °C.

10
Ry 0.2 (EtOAG).
IR (KBr, cm'): 3448, 3286, 2032, 1734, 1701, 1655, 1549, 1271, 1243.
'H-NMR (CDCIJ/DMSO-ds, 5): 1.30-1.50 (m, 2H, CH,), 1.68-1.96 (m, 4H,
2XCHj), 3.74 (t, J = 6.4 Hz, 2H, CH,N), 4.08 (t, J = 7.0 Hz, 2H, CH,0), 4.92 (s,
2H, CH,0CO0), 6.38 (d, J = 3.0 Hz, 1H, Ar-H), 6.43 (s, 1H, Hs), 6.95-7.50 (m, 9H,
Ar-H), 7.54 (s, 1H, Hs), 9.44 (br s, 1H, NH).
3C.NMR (CDCl,, 8): 23.4, 28.7, 29.7, 29.9, 46.2, 61.8, 69.4, 101.0, 109.5, .

113.8,119.2, 120.0, 120.9, 121.4, 127.8, 129.2, 139.4, 148.1, 174.0.
FE54 : 481.0 (M+1), 503.0 (M+ Na).
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MW: 491.49; IR : 30 %; Eltk; Bhs: 135-137° C.
Ry 0.6 (EtOAC).

(89)

IR (CHCI3, cm™): 3377, 1709, 1653, 1514, 1337.
"H-NMR (CDCl, §): 1.30-1.43 (m, 2H, CHy), 1.72-1.82 (m, 4H, 2xCH,), 3.75 (t, J
= 6.3 Hz, 2H, CHyN), 4.08 (1, J = 6.9 Hz, 2H, CH,0), 5.34 (s, 2H, CH,0CO), 6.40
(s, 1H, H3), 6.49 (s, 1H, Ar-H), 7.01-7.12 (m, 3H, Ar-H), 7.25-7.27 (m, 2H, Ar-H),
7.45-7.60 (m, 3H, 2Ar-H, He), 7.80 (br s, 1H, NH), 8.10-8.15 (m, 2H, Ar-H).
BC-NMR (CDCls, &): 23.4, 28.7, 30.0, 46.3, 69.4, 101.1, 109.1, 119.3, 121.0,
121.5, 124.7, 127.5, 135.0, 139.1, 144.6, 147.8, 173.6.

C6H25N307 DITHR ST

5tEfE : C,63.54 %; H, 513 %; N, 8.55 %

SEANME : C,63.45%; H, 4.97 %; N, 8.25 %
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MW: 397.46; IR : 55 %; iMik#.

Rr: 0.1 (A$4V:EtOAC = 1:1).

IR (CHCI;, cm™): 2037, 1743, 1653, 1464, 1169.

"H-NMR (CDCls, 8): 0.89 (t, J = 7.4 Hz, 3H, CHa), 1.10-1.22 (m, 2H, CH,), 1.31-
1.46 (m, 2H, CHy), 1.52-1.89 (m, 4H, 2CH,), 2.30 (t, J = 7.4 Hz, 2H, CH,COO),
3.68 (t, J = 6.4 Hz, 2H, CHN), 4.06 (t, J = 6.9 Hz, 2H, CH,0), 4.81 (s, 2H,
CH,0CO), 6.34 (s, 1H, H3), 6.40 (d, 1H, J = 3.0 Hz, 1H, Ar-H), 6.97-7.28 (m, 4H,
Ar-H), 7.39 (s, 1H, Hg), 7.55 (d, J= 7.6 Hz, 1H, Ar-H).

3C.NMR (CDCl3, 3): 13.6, 18.3, 23.4, 28.7, 29.9, 35.7, 46.2, 60.9, 69.4, 101.0,
109.3, 113.7, 119.2, 121.0, 121.4, 127.8, 128.6, 135.9, 139.4, 148.0, 161.6,
172.5,174.0.

EESH : 398.1 (M+1), 420.1 (M+Na),
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MW: 437.53; UXE: 21 %; E{f; Bhs: 62-66 °C.

Ry 0.5 (EtOAc: AY#Y = 8:2).

IR (KBr, cm™"): 3421, 2932, 2854, 1736, 1655, 1637, 1263, 1242, 1213, 748.
'H-NMR (CDCl3, 5): 1.20-1.47 (m, 8H, 4xCH,), 1.48-1.95 (m, 8H, 4xCH,), 2.25-
2.38 (m, 1H, CHCO), 3.73 (t, J = 6.4 Hz, 2H, CH,N), 4.08 (t, J = 6.9 Hz, 2H,
CH.0), 4.81 (s, 2H, CH,0OCO), 6.34 (s, 1H, Ha), 6.41 (d, J = 3.1 Hz, 1H, Ar-H),
6.99-7.29 (m, 4H, ArH), 7.40 (s, 1H, Hg), 7.56 (d, J = 7.7 Hz, 1H, Ar-H).

*C-NMR (CDCls, 8): 23.3, 25.2, 25.5, 28.6, 28.8, 29.8, 42.8, 46.1, 60.7, 69.3,
100.9, 109.2, 113.4, 119.1, 120.9, 121.2, 127.7, 135.3, 139.3, 147.2, 161.8,
174.1, 180.0.

BESH - 438.1 (M+1), 460.1 (M+ Na).

CzsHzINOs D TTRS T

gooado
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20

HHEfE: C,71.37 %; H, 7.14 %; N, 3.20 %

EAME: C,71.55%;H,6.77 %; N, 3.12%
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TR 10
MW: 445.51; UREE: 62 %,; ;HIK#).

Re: 0.3 (A4 :EtOAG = 1:1),
IR (CHCI; cm™): 3018, 2941, 1747, 1653, 1159.

"H-NMR (CDCl3, 5): 1.35-1.47 (m, 2H, CH,), 1.68-1.90 (m, 4H, 2xCHy), 3.64 (s,
2H, CH,COO0), 3.72 (t, J = 6.4 Hz, 2H, CHoN), 4.08 (t, J = 6.9 Hz, 2H, CH,0),
4.83 (s, 2H, CH,0CO), 6.30 (s, 1H, H3), 6.41 (d, J = 3.1 Hz, 1H, Ar-H), 6.97-7.31
(m, OH, Ar-H), 7.37 (s, 1H, He), 7.56 (d, J = 7.7 Hz, 1H, Ar-H).
3C.NMR (CDCls, 8): 23.4, 28.7, 29.9, 40.9, 46.2, 61.5, 69.5, 101.0, 109.3,
113.9, 119.2, 121.0, 121.4, 127.5, 127.8, 128.6, 128.8, 129.3, 132.0, 135.9,
139.4, 148.0, 161.2, 170.0, 174.0.

EESH : 446.0 (M+1), 468.0 (M+Na).
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MW: 431.48; UXE : 62 %; Elfk; Bhm: 71-73 °C.

Rr: 0.2 (CHCly). 10
IR (KBr, cm™): 2920, 1730, 1718, 1649, 1626, 1601, 1452, 1261, 1215, 735,
714.

"H-NMR (CDClj, §): 1.32-1.47 (m, 2H, CHy), 1.68-1.90 (m, 4H, 2xCH,), 3.73 (t, J
= 6.4 Hz, 2H, CH,N), 4.07 (t, J = 6.9 Hz, 2H, CH,0), 5.07 (s, 2H, CH,0CO), 6.40
(d, J = 2.5 Hz, 1H, Ar-H), 6.41 (s, 1H, H3), 7.46-7.59 (m, 9H, Ar-H), 7.98 (d, J =
3.6 Hz, 1H, Ar-H), 8.03 (s, 1H, He).

*C-NMR (CDCl;, 8): 23.2, 28.5, 29.4, 37.4, 46.0, 61.3, 69.2, 100.8, 109.2,
113.5, 119.0, 120.7, 121.2, 127.6, 128.4, 129.7, 133.6, 139.1, 148.2, 161.6,
174.1.

BESH - 432.8 (M+1), 454.5 (M+ Na).

CasH2sNOs DRSS HT

gooado

20

SHEfE : C,72.37 %; H, 5.84 %; N, 3.25 %
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SAIfE : C,72.76 %; H, 5.80 %; N, 3.07 %
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MW: 421.44; IR 35 %; Bk, BEmR: 103-105° C (5 fE).

Rz 0.2 (CHCly).

IR (KBr, cm'1): 3329, 3086, 3057, 2932, 1720, 1649, 1628, 1315, 1165, 968,
739.

'H-NMR (CDCl3, §): 1.34-1.47 (m, 2H, CH,), 1.68-1.90 (m, 4H, 2xCHy), 3.73 (t, J
= 6.4 Hz, 2H, CH;N), 4.07 (t, J = 6.9 Hz, 2H, CH,0), 4.99 (s, 2H, CH,0CO), 6.40
(s, 2H, Hg, Ar-H), 6.70 (d, J = 1.3 Hz, 1H, Ar-H), 6.99-7.28 (m, 4H, Ar-H), 7.39-
7.42 (m, 2H, Ar-H, Hg), 7.55 (d, J=7.7 Hz, 1H, Ar-H), 8.01 (d, J = 0.7 Hz, 1H,
Ar-H).

3C.NMR (CDCl;, 8): 23.2, 28.5, 29.7, 46.0, 60.7, 69.2, 100.8, 109.1, 109.5,

113.6, 117.2, 119.0, 120.8, 121.2, 127.6, 128.4, 135.1, 139.2, 144.0, 148.3,
161.2, 161.3, 173.8.

BESH - 444.1 (MH1).
Ca4H2sNOg D TR

gooado

FTHE{E . C, 68.40 %; H, 553 %; N, 3.32 %

SRME : C, 68.57 %; H, 573 %; N, 3.70 %
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MW: 465.93; IR : 55 %; E{&; Bhm: 215-220° C.

Ry 0.2 (CHCl3: A¥Y = 8:2).

IR (KBr, cm"): 3113, 3092, 2951, 1718, 1645, 1626, 1283, 1261, 1217, 1109,
739.

"H-NMR (CDCly, 8): 1.36-1.47 (m, 2H, CHy), 1.69-1.87 (m, 4H, 2xCHy), 3.74 (t, J
= 6.4 Hz, 2H, CH2N), 4.08 (t, J = 6.9 Hz, 2H, CH,0), 5.06 (s, 2H, CH,0CO), 6.41
(d, J=3.1 Hz, 1H, Ar-H), 6.44 (s, 1H, Hy), 6.98-7.43 (m, 7H, 6Ar-H, He), 7.55 (d,
J=7.7 Hz, 1H, Ar-H), 7.90-7.96 (m, 2H, Ar-H).

3C.NMR (CDCls, 5): 23.6, 28.3, 30.0, 45.2, 61.8, 64.9, 101.2, 1095, 114.1,
119.3,121.2,121.6, 127.3, 129.2, 131.4, 136.1, 139.4, 147.9, 160.8.

EESH : 466.1 (M+1), 488.1 (M+Na).

C26H24CINO;s D TR 7T

gooado

FTEfE: C,67.02%; H,519 %; N, 3.01 %

XAfE: C,67.35%; H, 5.36 %; N, 3.00 %
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MW: 367.44; In= : 80 %, E{K; Bim =62-64°C.
Ry. 0.4 (Et,0:MeOH = 8:2).

(96)

JP 2005-529079 A 2005.9.29

IR (KBr, cm™): 3402, 3215, 3051, 2926, 2852, 1655, 1641, 1593, 1439, 1311,

1194, 737.

'H-NMR (CDCl3, 8): 1.48-1.60 (m, 2H, CH,), 1.74-2.10 (m, 4H, 2xCH), 1.98 (d, J
= 5.2 Hz, 3H, CH3), 2.64 (br s, 1H, OH), 4.07 (t, J = 6.6 Hz, 2H, CH:N), 4.21 (t, J
= 7.0 Hz, 2H, CH0), 4.54 (s, 2H, CH,0OH), 6.47-6.61 (m, 3H, 2xCH=, Hs), 7.11-
7.43 (m, 5H, Ar-H), 7.69 (d, J = 7.6 Hz, 1H, Ar-H).
*C.NMR (CDCl;, &): 18.7, 23.2, 29.8, 46.1, 60.8, 72.2, 100.8, 109.1, 112.1,
118.5, 119.0, 120.8, 121.1, 127.6, 127.8, 134.3, 136.0, 141.7, 154.9, 165.0,
175.8.

BEE4H - 367 (M), 251, 237, 209, 185, 170, 156, 144, 130 (100), 117, 103,
77,69, 63, 39.

C2oH2sNO, D TR
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C, 71.91 %; H, 6.86 %; N, 3.81 %

C, 71.51 %; H, 6.92 %; N, 3.90 %
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H-NMR (CDCls, 8): 1.63-1.98 (m, 12H, 6xCHy), 3.45 (t, J = 5.4 Hz, 2H, -NCHy),
3.52-3.60 (m, 1H, CH.CH.0), 3.81 (t, J = 6.6 Hz, 2H, OCH,), 3.84-3.98 (m, 1H,
CH,CH:0), 4.28 (d, Jsa = 14.4 Hz, 1H, CH,0), 4.38 (d, Jas = 14.4 Hz, 1H,
CH;0), 4.72-4.77 (m, 1H, OCHO), 6.32 (s, 1H, -C=CH-), 6.76 (d, J = 3.6 Hz, 1H,
Ind-H), 7.24-7.36 (m, 2H, Ind-H), 7.57 (d, J = 7.8 Hz, 1H, Ind-H), 7.63 (d, J = 7.8
Hz, 1H, Ind-H), 7.87 (s, 1H, -C=CH-), 8.03 (d, J = 3.6 Hz, 1H, Ind-H).

Ooooooogodg

O

.29

OOoooooogodg

ooooooboooboooboooboooboobooboobooboobooann
ooooooooooooobobobooooooboooooao
ooooooooooooooobDboDoOoOOoOmmelD0O00O0O0OOOOOOOOO
uoo,0ogoooooooooobooooboocbooboocooboooboooboooboaodo
oooooooooooooobobobooboooooboooooooooooooao

0000000000000 O0O0O0O0O0O00
0000000000000 O0D0O0OOn
0D0O0O0oOo
Do0o00oDO0O00oO0O0o
0000000000000 0000000
0000000000000 O0O0O0O0000
00000O00Om0O0OD0O0OOD0O0OOD0O0O
0000000000000 0000000
0000000000000 O0O0O0O0O0O00
0000000000000 O0O0O0OO0O0OO
,00D0DOoDOoOxOOmOODODOOOO,O00
0000000000000 O0O0DO0OO0O0O0O
0000000000000
Do0o0OoO0o
0000000000000 O0O0DO0OOO0OO
0000000000000 0000000
0000000000000 O0O0O0O0O0O00
0D,00,0000000000000000¢0
0000000000000 0000000
Dooooo
00000
N AAO

MW: 411.49; IRZE: 53 %; IRIABDHIKY .
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MW: 404.52; IR 63 %; EEOMIRY .

'H-NMR (CDCls, 8): 1.50-1.95 (m, 12H, 6xCH,), 2.95 (t, 2H, J = 4.8 Hz, SCH),),
3.50-3.58 (m, 1H, CH,CH,0), 3.82-3.90 (m, 3H, CH,CH:O and OCH}), 4.34 (dd,
Jsa = 14.4 Hz, J = 0.6 Hz, 1H, CH,0), 4.53 (dd, Jas = 14.4 Hz, J = 0.6 Hz, 1H,
CH;0), 4.71-4.75 (m, 1H, OCHO), 6.52 (d, J = 0.6 Hz, 1H, -C=CH-), 7.14-7.36

(m, 5H, Ar-H), 7.56 (s, 1H, -C=CH-).

MS-ESI m/z (rel. int.): 405.0 (IMHJ', 15), 179.0 (100).

HPLC: 53% A, #H UV 254 nm, EHT 1414 RT = 6.64 %, E—4 @
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MW: 320.40; UN: 65 %; 1B DEK; R = 98.6 °C.

"H-NMR (CDCls, &): 1.45-1.90 (m, 4H, 2xCH,), 2.93 (t, 2H, J = 7.0 Hz, 2H, -
SCH,), 3,15 (s broad, 1H, OH), 3.83 (t, 2H, J = 6.5 Hz, 2H, OCHy), 4.47 (s, 1H,
CH,OH), 6.51 (s, 1H, -C=CH-), 7.12-7.21 (m, 1H, Ar-H), 7.22-7.26 (m, 4H, Ar-H),
7.54 (s, 1H, -C=CH-).

MS-ESI m/z (rel. int.): 321.0 ((MH]*, ), 179.0 (100).

HPLC: 7 A, #H UV 254 nm, EHT 2939 RT = 5.27 4, E— 4~ & 90.7 %.
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MW 388.45; IR 76 %; BEOE(F; AR =54.4°C.
H-NMR (CDCls, 8): 1.50-1.99 (m, 12H, 6xCH,), 3.50-3.58 (m, 1H, CH.CH.0),
3.82-3.93 (m, 3H, CH,CH,O and OCHy), 3.98 (t, 2H, J = 6.3 Hz, OCH}), 4.33 (d,
1H, Jsa = 14.4 Hz, CH,0), 4.53 (d, 1H, Jns = 14.4 Hz, J = 0.8 Hz, CH,0), 4.71-
4.75 (m, 1H, OCHO), 6.52 (d, 1H, J = 0.6 Hz, -C=CH-), 6.85-6.98 (m, 3H, Ar-H),
7.23-7.35 (m, 2H, Ar-H), 7.57 (s, 1H, -C=CH-).
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MW: 304.34; IR : 80 %, IRIHEBDMIKY .

"H-NMR (CDCls, 8): 1.50-1.70 (m, 2H, CHy), 1.75-1.99 (m, 4H, 2xCHy), 2.78 (s

broad, 1H, OH), 3.90 (t, J = 7.0 Hz, 2H, OCHy), 3.99 (t, J = 7.0 Hz, 2H, OCHp),
4.49 (d, J = 5.1 Hz, 2H, CH,0H), 6.52 (d, J = 0.6 Hz, 1H, -C=CH.-), 6.85-6.99 (m,
3H, Ar-H), 7.23-7.34 (m, 2H, Ar-H), 7.58 (s, 1H, -C=CH-).
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' MW: 423.89; UXZE 39%; #&fE0;HikY .

[ "H-NMR (CDCls, 5): 1.45-1.92 (m, 12H, 6xCH;,), 3.50-3.58 (m, 1H, CH,CH,0),

E 3.82-3.97 (m, 3H, CH,CH,O and OCH_), 3.98 (t, J = 6.3 Hz, 2H, OCH,), 4.34

[ (dd, Jsa = 14.4 Hz, J = 0.6 Hz, 1H, CH,0), 4.52 (dd, Jas = 14.4 Hz, J = 0.6 Hz,

[ 1H, CH;0), 4.71-4.75 (m, 1H, OCHO), 6.52 (s, 1H, -C=CH-), 6.55 (d, J = 0.3 Hz,

[

C 1H, Pyr-H), 7.23-7.36 (m, 3H, Pyr-H), 7.58 (s, 1H, -C=CH-).
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MW: 457.44; IRE 77 %; ZEDBIKY.

"H-NMR (CDCls, 5): 1.45-1.95 (m, 12H, 6xCHy), 3.50-3.58 (m, 1H, CH,CH,0),
3.82-3.95 (m, 5H, CH,CH,0 and OCHy), 3.99 (t, J = 7.5 Hz, 2H, OCHy), 4.34 (d,
Jsa = 14.4 Hz, 1H, CHo0), 4.53 (d, Jag = 14.4 Hz, 1H, CH20), 4.71-4.75 (m, 1H,
OCHO), 6.52 (s, 1H, -C=CH-), 6.62 (d, J = 9.3 Hz, 1H, Pyr-H), 7.45 (dd, J=9.3
Hz, J = 2.7 Hz, 1H, Pyr-H), 7.59 (s, 1H, -C=CH-), 7.70 (s, 1H, Pyr-H).

L T e T e T e T e T e T e T e T e T e B e T T e T e T e B e |

O
oooood
ooooooooooooobboboooooooooooooooooobobDbODbODOao

10

20

30

40

50



Oooooooodg
Oooooooodg
O 0Ooo0oooo
O 0Ooo0oooo
O 0Ooo0oooao

L T e T e T e T e T s T e T e B e T e T e T s T e B e B |

oooooooooll
e e O o e s [ R
e e O e s s [ o R

(101) JP 2005-529079 A 2005.9.29
ubobooobooboobooboobooboobooboobooboobao

ocoooooOo0O0ooooOooooDOoOoooooooooooommolOOO
cooooooo,oo,0o0obobObOOOOCOCOO0OO0OOooOooooooooan
gooooobooobooboobooboobooboobooboobao
gooaao
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MW: 464.57; IR 23 %; HEOHKY.

"H-NMR (CDCls, 8): 1.47-1.95 (m, 12H, 6xCHj), 2.87 (t, J = 7.2 Hz, 2H, -SCH)),

3.50-3.58 (m, 1H, CHoCH,0), 3.75-3.95 (m, 3H, CH,CH,O and OCHy), 3.88 (s,

6H, OMe), 4.33 (dd, Jaa = 14.4 Hz, J = 0.6 Hz, 1H, CH,0), 4.52 (dd, Jas = 14.4 2
Hz, J = 0.6 Hz, 1H, CH,0), 4.71-4.75 (m, 1H, OCHO), 6.51 (d, J = 0.6 Hz, 1H, -

C=CH-), 6.81 (d, J = 8.1 Hz, 1H, Ar-H), 6.91-7.00 (m, 2H, Ar-H), 7.55 (s, 1H, -

C=CH-).
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MW: 531.41; IR : 30 %; EEOHIRY.

TH-NMR (CD;Cl, 5): 1.50-1.99 (m, 12H, 6xCHy), 3.52-3.59 (m, 1H, CH,0), 3.83-
3.90 (m, 1H, CH,0), 3.88 (s, 3H, MeO), 3.92 (t, J = 6.6 Hz, 2H, OCH,0), 4.19 (,
J = 6.3 Hz, 2H, OCH;0), 4.33 (dd, Jga = 14.4 Hz, J = 0.6 Hz, 1H, =CCH,0), 4.52
(dd, Jag = 14.4 Hz, J = 0.6 Hz, 1H, =CCH.0), 4.73 (m, 1H, OCH,0), 6.51 (d, J =
0.6 Hz, 1H, —~C=CH-), 7.39 (s, 1H, Ar-H), 7.59 (s, 1H, ~C=CH-).
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MW: 530.61; Ux=E : 4.5 %; EEOHIKY.

'H-NMR (CDsCl, 8): 0.35-0.40 (m, 2H, CH, ¥m7°nt's),  0.60-0.68 (m, 2H, CH;
yhoyoe'n),  1.27-1.35 (m, 1H, -CH-Y/n7°nt'y),  1.39 (t, J = 7.2 Hz, 3H, Me),
1.50-1.92 (m, 8H, 4xCHy), 1.92-2.10 (m, 4H, 2xCHz), 3.50-3.57 (m, 1H, CH;0),
3.83-3.90 (m, 1H, CH0), 3.90 (d, J = 6.9 Hz, 2H, OCH, ¥/n7'nE'n), 3.92(t, J =
6.6 Hz, 2H, OCH,0), 4.10 (1, J = 6.3 Hz, 2H, OCH;0), 4.34 (dd, Jsp = 14.4 Hz, J
= 0.6 Hz, 1H, =CCH_0), 4.36 (q, J = 7.2 Hz, 2H, OCH,CHa3), 4.53 (dd, Jas = 14.4
Hz, J = 0.6 Hz, 1H, =CCH;0), 4.70 (t, J = 3.0 Hz, 1H, OCH,0), 6.52 (s, 1H,
-C=CH-), 6.88 (d, J = 8.4 Hz, 1H, Ar-H), 7.56 (d, J = 1.8 Hz, 1H, Ar-H), 7.58 (s,
1H, -C=CH-), 7.66 (dd, J = 8.4 Hz, J = 1.8 Hz, 1H, Ar-H).

ogooaoan
ooooooooooooooboboobooooocobooooooooooooobobDbODODOao
gooooobooooboooboooboobooboobooboobooboobogobao
ooano
ocooooo0OO0ooooOooobOO0oO0oooOO0OoOobObO0DOooODO0DO0ODDODO0OO0OO0O0OmMmmMolOD
oooooobooooboooobooobo,0b0,0b0o0bo0obooboobooboobao
uobobooboobooboobooboobooboobooboobooboobad
oooooooooooooao

ogooaoan



(104) JP 2005-529079 A 2005.9.29

ugoodaoan

L T e T e T e T e T e T e T s T s T s T e T e T s T e T e B e T e T s T e T e B e |

ocoooooooob
o o e e s O s R
O O e e e s O s R
e O e e e e O s R
O e e e s O s R
O e e e s O s R

e
HN TN
0

O

-
ey

N
I
AT NG o

MW: 504.57; I : 10 %; BERE DMK,

"H-NMR (CDsCl, 8): 0.99 (t, J = 7.2 Hz, 3H, Me), 1.40-2.00 (m, 16H, 8xCHy),
3.25-3.32 (q broad, 2H, -NCHp), 3.50-3.57 (m, 1H, CH.0), 3.80-3.87 (m, 1H,
CH:0), 3.91 (t, J = 6.9 Hz, 2H, OCHy), 3.92 (t, J = 6.3 Hz, 2H, OCH,0), 3.95 (t, J
= 6.3 Hz, 2H, OCH.0), 4.35 (dd, Jga = 14.4 Hz, J = 0.6 Hz, 1H, =CCH,0), 4.54
(dd, Jas = 14.4 Hz, J = 0.6 Hz, 1H, =CCH,0), 4.73 (m, 1H, OCH,0), 6.52 (s, 1H,
~C=CH-), 6.83 (d, J = 9.3 Hz, 1H, Ar-H), 7.17 (dd, J = 9.3 Hz, J = 3.0 Hz, 1H, Ar-
H), 7.58 (s, 1H, ~C=CH-), 7.62 (d, J = 3.0 Hz, 1H, Ar-H), 8.00 (t broad, 1H, -NH).
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MW: 515.64; Ix3 : 29 %; #ZEOHKY.

TH-NMR (CDsCl, 5): 0.99 (t, J = 7.2 Hz, 3H, CH,CH,CHs), 1.23 (t, J = 7.2 Hz, 3H,
NCHoCHs), 1.49-1.99 (m, 14H, 7xCHy), 2.57 (s, 3H, CH3C=0), 2.58-2.65 (m, 2H,
Ph-CH,CH,CHj3), 3.22 (q, J = 7.2 Hz, 2H, -NCH,), 3.51-3.58 (m, 1H, CH,0),
3.80-3.87 (m, 1H, CH;0), 3.92 (t, J = 6.6 Hz, 2H, OCHy), 4.04 (t, J = 6.3 Hz, 2H,
OCH,0), 4.34 (d, Jsa = 14.4 Hz, 1H, =CCH,0), 4.53 (d, Jag = 14.4 Hz, 1H,
=CCH,0), 4.73 (m, 1H, OCH,0), 6.37 (d, J = 9.0 Hz, 1H, Ar-H), 6.52 (s, 1H,
_C=CH-), 7.58 (s, 1H, ~C=CH-), 7.64 (d, J = 9.0 Hz, 1H, Ar-H), 8.00 (s broad,
1H, NH).
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MW: 487.59; IR : 33 %; BEDHRKY .

TH-NMR (CDsCl, 8): 0.93 (t, J = 7.2 Hz, 3H, CH,CH,CH3), 1.50-1.99 (m, 14H,
7xCHy), 2.18 (s, 3H, CH3C=0), 2.54 (t, J = 7.2 Hz, 2H, Ph-CH,CH,CHs), 3.51-
3.58 (m, 1H, CH,0), 3.80-3.87 (m, 1H, CH.0), 3.91 (t, J = 6.9 Hz, 2H, OCH,),
3.95 (t, J = 6.3 Hz, 2H, OCH,0), 4.35 (dd, Jga = 14.4 Hz, J = 0.6 Hz, 1H,
=CCH,0), 4.54 (dd, Jag = 14.4 Hz, J = 0.6 Hz, 1H, =CCH,0), 4.74 (m, 1H,
OCH,0), 6.52 (s, 1H, ~C=CH-), 6.91 (dd, J = 8.1 Hz, J = 1.8 Hz, 1H, Ar-H), 7.03
(d, 1H, J = 8.1 Hz,4H, Ar-H), 7.23 (d, J = 1.8 Hz, 1H, Ar-H), 7.52 (s broad, 1H,
NH), 7.60 (s, 1H, ~C=CH-).
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MW: 515.64: IR 10 %; IRHEEDHIKY .

H-NMR (CD;Cl, 5): 1.03 (t, J = 7.2 Hz, 3H, -CH,CH2CHa), 1.32 (t, J = 7.2 Hz,
3H, NCH,CHj), 1.49-1.99 (m, 14H, 7XCHy), 2.50-2.57 (m, 2H, Ph-CH;CH,CHs),
257 (s, 3H, CHsC=0), 3.25 (m, 2H, -NCH), 3.51-3.58 (m, 1H, CH.0), 3.76 (t, J
= 6.3 Hz, 2H, OCH,0), 3.80-3.87 (m, 1H, CH,0), 3.93 (t, J = 6.3 Hz, 2H, OCH)),
4.00 (s broad, 1H -NH-), 4.34 (dd, Jza = 14.4 Hz, J = 0.6 Hz, 1H, =CCH.0), 4.53
(dd, Jag = 14.4 Hz, J = 0.6 Hz, 1H, =CCHZ0), 4.74 (m, 1H, OCH,0), 6.41 (d, J =
8.7 Hz, 1H, Ar-H), 6.52 (s, 1H, -C=CH-), 7.57 (d, J = 8.7 Hz, 1H, Ar-H), 7.60 (s,
1H, ~C=CH-).
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MW: 487.59; IR : 19 %; JEHIE DKM,

"H-NMR (CDCls, 8): 1.25-1.40 (m, 2H, CHy), 1.53-2.00 (m, 10H, 5xCH_), 3.52-
3.60 (m, 1H, CH,CH,0), 3.73 (t, 2H, J = 6.3 Hz, -NCHy), 3.82-3.96 (m, 1H,
CH,CH,0), 4.20 (t, J = 6.6 Hz, 2H, OCHy), 4.34 (dd, Jga = 14.4 Hz, J = 0.6 Hz,
1H, CH,0), 4.53 (dd, Jas = 14.4 Hz, J = 0.6 Hz, 1H, CH,0), 4.72-4.77 (m, 1H,
OCHO), 6.51 (d, J = 0.6 Hz, 1H, -C=CH-), 6.53 (d, J = 0.9 Hz, 1H, Ind-H), 7.15
(m, 1H, Ind-H), 7.25 (m, 1H, Ind-H), 7.30-7.50 (m, 7H, Ph-H, Ind-H & -C=CH-),
7.64 (d, J = 7.8 Hz, 1H, Ind-H).
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MW: 487.50; I3 : 18 %; H&EDHIKY .

"H-NMR (CD3Cl, 8): 0.98 (t, J = 7.2 Hz, 3H, CH2CH,CHs), 1.49-1.99 (m, 14H,
7xCHy), 2.55 (t, J = 7.2 Hz, 2H, Ph-CH,CH,CHs), 2.57 (s, 3H, CH3C=0), 3.51-
3.58 (m, 1H, CH,0), 3.80-3.87 (m, 1H, CH,0), 3.92 (t, J = 6.3 Hz, 2H, OCH,0),
4.04 (1, J = 6.3 Hz, 2H, OCH,), 4.34 (d, Jsa = 14.4 Hz, 1H, =CCH,0), 4.53 (d, Jas
= 14.4 Hz, 1H, =CCH,0), 4.74 (m, 1H, OCH,0), 6.27 (d, J = 9.0 Hz, 1H, Ph-H),
6.52 (s broad, 3H, ~C=CH- and -NH,), 7.58 (s, 1H, -C=CH-), 7.63 (d, J = 9.0 Hz,
1H, Ph-H).
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MW: 422.54; IR : 16 %; HROMIKY.

TH-NMR (CDsCl, 8): 1.49-1.99 (m, 12H, 6xCHy), 2.24 (s, 3H, Me), 2,30 (s, 3H,
Me), 2.61 (t, J = 6.9 Hz, 2H, CH,S), 3.51-3.58 (m, 1H, CH20), 3.80-3.87 (m, 1H,
CH.0), 3.89 (t, J = 6.3 Hz, 2H, OCH,O), 4.34 (d, Jsa = 14.4 Hz, 1H, =CCH;0),
453 (d, Jas = 14.4 Hz, 1H, =CCH,0), 4.74 (t, J = 3.0 Hz, 1H, OCH,0), 5.92 (s,
1H, Ar-H), 6.51 (s 1H, ~C=CH-), 7.27 (s, 1H, Ar-H), 7.56 (s, 1H, -C=CH-).

oooad
goooooboooooooboooboobooboobooboobooboobodg
uooobooooboooboocobooboobooobooboobooboobooboodd
oooooooooao
goooooboooobooobooboobooboobooboobooboobod
CmmolOOOOOOODOOOOOOOCODOO,00,000000000000000
ooooooooooooooobobobobobooooboooooooooooooooao
gooooobooobooobooboooboad

oooad

10

20



(111) JP 2005-529079 A 2005.9.29

ugoodaoan

[ T e T e T e T e T e T e T s T s B T e T s T e T e T e T e T e T e T e B

O

OoooooooQgdg

OoooooQgdg

MW: 490.59, IR : 35 %; IEIAE DMK

1H-NMR (CDsCl, 5): 1.49-1.99 (m, 12H, 6xCH,), 2.54 (s, 3H, Me), 2,67 (s, 3H,
Me), 3.21 (¢, J = 6.6 Hz, 2H, CH;N), 3.45 (t, J = 6.3 Hz, 2H, OCH0), 3.50-3.58
(m, 1H, CH,0), 3.82-3.89 (m, 1H, CH,0), 4.23 (d, Jsa = 16.8 Hz, 1H, =CCH;0),
4.41 (d, Jag = 16.8 Hz, 1H, =CCH,0), 4.77 (m, 1H, OCH;0), 6.47 (s 1H, ~C=CH-
), 6.97 (s, 1H, Ar-H), 7.38 (dd, J=7.8 Hz, J = 0.9 Hz, 1H, Ar-H), 7.51 (dd, J =
7.8 Hz, J = 0.9 Hz, 1H, Ar-H), 7.70 (dd, J = 7.5 Hz, J = 0.9 Hz, 1H, Ar-H), 8.07
(d, J = 7.5 Hz, 1H, Ar-H), 8.17 (s, 1H, -C=CH-).
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MW: 425.52, URE: 2 %; REOHIRY .

'H-NMR (CDsCl, 8): 1.30-1.99 (m, 12H, 6xCH,), 2.45 (s, 3H, Me), 3.23 (1, J= 6.6
Hz, 2H, CHaN), 3.30 (t, J = 6.3 Hz, 2H, OCH,0), 3.50-3.58 (m, 1H, CH;0), 3.82-
3.89 (m, 1H, CH20), 4.22 (d, Jga = 16.8 Hz, 1H, =CCH,0), 4.41 (d, Jas = 16.8

Hz, 1H, =CCH,0), 4.75 (m, 1H, OCH,0), 6.42 (d, J = 1.8 Hz, 1H, Ind-H), 6.45 (s

1H, -C=CH-), 7.10-7.28 (m, 2H, Ar-H), 7.34 (dd, J = 7.8 Hz, J = 0.9 Hz, 1H,
Ind-H), 7.51 (dd, J =7.8 Hz, J=0.9 Hz, 1H, Ind-H), 7.70 (dd, J=7.5 Hz, J = 0.6
Hz, 1H, Ind-H), 7.47 (s, 1H, -C=CH-), 7.51 (d, J = 1.8 Hz, 1H, Ind-H).
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MW: 412.49 IR 5 %; BEOEK; A =37.9°C.

TH-NMR (CDsCl, 8): 1.41-2.02 (m, 12H, 6xCHj), 3.46 (t, J = 6.6 Hz, 2H, CH.N),
3.51-3.59 (m, 1H, CH,0), 3.87 (t, J = 6.6 Hz, 2H, OCH.0), 3.88-3.95 (m, 1H,
CH.0), 4.19 (d, Jsa = 16.5 Hz, 1H, =CCH,0), 4.38 (d, Jas = 16.5 Hz, 1H,
=CCH,0), 4.75 (m, 1H, OCH,0), 6.31 (s 1H, -C=CH-), 6.70 (d, J = 3.6 Hz, 1H,
Ar-H), 7.22 (dd, J = 7.8 Hz, J = 4.8 Hz, 1H, Ar-H), 7.93 (dd, J=7.8Hz, J=15
Hz, 1H, Ar-H), 8.17 (d, J = 3.6 Hz, 1H, Ar-H), 7.51 (dd, J = 4.8 Hz, J = 1.5 Hz,
1H, Ar-H), 8.42 (s, 1H, ~C=CH-).
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MW: 471.54, IR : 18 %; EEOHKY.

TH-NMR (CDCl, 8): 1.49-2.01 (m, 12H, 6xCHy), 3.45 (t, J = 6.6 Hz, 2H, CHzN), 20
3.51-3.59 (m, 1H, CH.0), 3.80 (t, J = 6.6 Hz, 2H, OCH0), 3.83-3.91 (m, 1H,

CH,0), 3.95 (s, 3H, OMe), 4.00 (s, 3H, OMe), 4.09 (d, Jea = 18.9 Hz, 1H,

=CCH,0), 4.30 (d, Jas = 18.9 Hz, 1H, =CCH,0), 4.75 (m, 1H, OCH.0), 6.33 (s

1H, —~C=CH-), 6.65 (d, J = 3.6 Hz, 1H, Ind-H), 7.03 (s, 1H, Ind-H), 7.08 (s, 1H,

Ind-H), 7.76 (s, 1H, ~C=CH-), 7.89 (d, J = 3.6 Hz, 1H, Ind-H).
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MW: 441.52; IX3E: 6 %; HEDOEK, MR =37.8°C.
'H-NMR (CDsCl, 3): 1.49-2.01 (m, 12H, 6xCHy), 3.45 (t, J = 6.6 Hz, 2H, CH,N),
3.51-3.59 (m, 1H, CH,0), 3.80 (t, J = 6.6 Hz, 2H, OCH.0), 3.83-3.91 (m, 1H,
CH,0), 3.92 (s, 3H, OMe), 4.20 (d, Jga = 16.8 Hz, 1H, =CCH20), 4.40 (d, Jas =
16.8 Hz, 1H, =CCH20), 4.75 (m, 1H, OCH;0), 6.33 (s 1H, -C=CH-), 6.67 (d, J =
3.6 Hz, 1H, Ind-H), 6.90 (dd, J = 8.7 Hz, J = 2.1 Hz, 1H, Ind-H), 7.02 (d, J = 2.1
Hz, 1H, Ind-H), 7.49 (d, J = 8.7 Hz, 1H, Ind-H), 7.79 (s, 1H, -C=CH-), 7.89 (d, J =
3.6 Hz, 1H, ind-H).
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MW: 445.94, IR 1 %; & & OE .
H-NMR (CDsCl, 8): 1.50-2.00 (m, 12H, 6xCH,), 3.44 (t, J = 6.6 Hz, 2H, CH,N),
3.52-3.60 (m, 1H, CH,0), 3.80 (t, J = 6.6 Hz, 2H, OCH,0), 3.83-3.91 (m, 1H,
CH;0), 4.20 (d, Jsa = 16.8 Hz, 1H, =CCH,0), 4.40 (d, Jas = 16.8 Hz, 1H,
=CCH;0), 4.75 (m, 1H, OCH,0), 6.33 (s 1H, ~C=CH-), 6.72 (d, J = 3.6 Hz, 1H,
Ind-H), 7.15-7.27 (m, 2H, Ind-H), 7.54 (d, J = 8.4 Hz, 1H, Ind-H), 7.72 (s, 1H,
~C=CH-), 7.99 (d, J = 3.6 Hz, 1H, Ind-H).
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MW: 441.52, IR : 11 %; EEOEK, BR=113.3°C.

H-NMR (CD;Cl, 8): 1.50-2.00 (m, 12H, 6xCH,), 3.44 (t, J = 6.6 Hz, 2H, CH;N),
3.52-3.60 (m, 1H, CH,0), 3.80 (t, J = 6.8 Hz, 2H, OCH,0), 3.83-3.91 (m, 1H,
CH,0), 3.98 (s, 3H, OMe), 4.19 (d, Jsa = 16.8 Hz, 1H, =CCH,0), 4.39 (d, Jap =
16.8 Hz, 1H, =CCH,0), 4.75 (m, 1H, OCH,0), 6.32 (s 1H, -C=CH-), 6.68 (d, J =
7.2 Hz, 1H, Ind-H), 6.86 (d, J = 3.6 Hz, 1H, Ind-H), 7.18 (d, J = 8.4 Hz, 1H, Ind-
H), 7.25 (m, 1H, Ind-H), 7.82 (s, 1H, ~C=CH-), 7.92 (d, J = 3.6 Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 443.9 ([MH]*+1, 100), 441.9 (IMH[", 70).
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MW: 441.52, I3 : 10 %; EEOBKY.

"H-NMR (CD;Cl, 5): 1.48-2.00 (m, 12H, 6xCHy), 3.45 (t, J = 6.6 Hz, 2H, CH,N),

3.51-3.59 (m, 1H, CH,0), 3.80 (t, J = 6.6 Hz, 2H, OCH,0), 3.83-3.91 (m, 1H,
CH;0), 3.88 (s, 3H, OMe), 4.19 (d, Jsa = 16.5 Hz, 1H, =CCH,0), 4.39 (d, Jas =
16.5 Hz, 1H, =CCH,0), 4.75 (m, 1H, OCH,0), 6.30 (s 1H, ~C=CH-), 6.69 (d, J =
3.6 Hz, 1H, Ind-H), 6.97 (dd, J = 9.0 Hz, J = 2.4 Hz, 1H, Ind-H), 7.10 (d, J = 2.4
Hz, 1H, Ind-H), 7.45 (d, J = 9.0 Hz, 1H, Ind-H), 7.80 (s, 1H, ~C=CH-), 7.99 (d, J =
3.6 Hz, 1H, Ind-H).
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MW: 494.28, IR : 5 %; EEOHKY.

TH-NMR (CD:Cl, 8): 1.48-2.00 (m, 16H, 8xCH,), 2.57 (s, 3H, Me), 2.59 (s, 3H, .
Me), 2.71-2.77 (m, 2H, CH,C=C), 2.91-2.97 (m, 2H, CH,C=C), 3.32 (t, J = 6.6

Hz, 2H, CH.N), 3.51-3.59 (m, 1H, CH,0), 3.56 (t, J = 6.6 Hz, 2H, OCH,0), 3.83-

3.91 (m, 1H, CH,0), 3.88 (s, 3H, OMe), 4.19 (d, Jsa = 16.8 Hz, 1H, =CCH,0),

4.37 (d, Jas = 16.8 Hz, 1H, =CCH,0), 4.73 (m, 1H, OCH,0), 6.37 (s 1H,

~C=CH-), 6.73 (s, 1H, Ar-H), 7.80 (s, 1H, -C=CH-),
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MW: 473.41: IXZE 62 %; BEO;mIKY.

H-NMR (CDCls, 8): 1.47-1.95 (m, 12H, 6xCHy), 2.93 (t, J = 7.2 Hz, 2H, SCHy),
3.50-3.58 (m, 1H, CH.CH,0), 3.80-3.88 (m, 1H, CH,CH,0), 3.86 (t, J = 7.2 Hz,
2H, OCHy), 4.36 (dd, Jsa = 14.4 Hz, J = 0.6 Hz, 1H, CH,0), 4.52 (dd, Jag = 14.4
Hz, J = 0.6 Hz, 1H, CH,0), 4.72 (t, J = 3.0 Hz, 1H, OCHO), 6.51 (d, J = 0.6 Hz,
1H, -C=CH-), 7.12 (dd, J = 8.4, J = 2.1, Hz, 1H, Ar-H), 7.29-7.40 (m, 2H, Ar-H),
7.56 (s, 1H, -C=CH-).

MS-ESI nv/z (rel. int.): 473, 475, 477 (IMH]", 65, 45, 8), 247,249, 251 (100, 68,
11).

HPLC: 7% A, #H UV 254 nm, EHT 0407 RT = 7514, E—S & 93.9%.
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MW: 445.94, I 8 %; HEOE.

H.NMR (CDCls, 5): 1.39-1.99 (m, 12H, 6xCHy), 3.44 (t, J = 6.6 Hz, 2H, CH:N),
3.50-3.58 (m, 1H, CH,0), 3.80 (t, J = 6.6 Hz, 2H, OCH,0), 3.87-3.95 (m, 1H,
CH,0), 4.20 (d, Jea = 16.8 Hz, 1H, =CCH,0), 4.39 (d, Jas = 16.8 Hz, 1H,
=CCH,0), 4.75 (m, 1H, OCH,0), 6.32 (s 1H, —C=CH-), 6.69 (d, J = 3.3 Hz, 1H,
Ind-H), 7.29 (dd, J = 9.0 Hz, J = 3.6 Hz 1H, Ind-H), 7.47 (d, J = 9.0 Hz, 1H, Ind-
H), 7.61 (d, J = 3.6 Hz, 1H, Ind-H), 7.76 (s, 1H, ~C=CH-), 7.51 (d, J = 3.3 Hz,
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1H, Ind-H).
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MW: 429.48, I 9 %; HEOEIK,; BR=72.1°C.

'H-NMR (CDCls, §): 1.45-1.99 (m, 12H, 6xCHy), 3.45 (t, J = 6.6 Hz, 2H, CH,N),
3.560-3.58 (m, 1H, CH;0), 3.80 (t, J = 6.6 Hz, 2H, OCH;0), 3.87-3.95 (m, 1H,
CH,0), 4.20 (d, Jga = 16.8 Hz, 1H, =CCH:0), 4.38 (d, Jas = 16.8 Hz, 1H,
=CCH,0), 4.75 (m, 1H, OCH,0), 6.32 (s, 1H, -C=CH-), 6.71 (d, J = 3.6 Hz, 1H,
Ind-H), 7.07 (ddd, J = 9.0 Hz, J = 3.6 Hz 1H, Ind-H), 7.29 (dd, J=9.0Hz, J=
2.4 Hz, 1H, Ind-H), 7.47 (m, 1H, Ind-H), 7.78 (s, 1H, -C=CH-), 8.06 (d, J=3.6
Hz, 1H, Ind-H).
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MW: 460.56, IR : 9 %; t5EDHIRY.

"H-NMR (CDCls, 8): 0.95 (t, J = 7.2 Hz, 3H, CH,CHs), 1.50-1.99 (m, 14H,
7xCHy), 2.54 (t, J = 17.9 Hz, 2H, CH,CH,CHz), 3.50-3.58 (m, 1H, CH,0), 3.84-
3.93 (m, 1H, CH,0), 3.86 (s, 3H, OMe), 3.90 (t, J = 6.6 Hz, 2H, CH,0), 4.01 (t, J
= 6.6 Hz, 2H, CH20), 4.34 (d, Jsa = 14.4 Hz, 1H, C=CCH,0), 4.53 (d, Jag = 14.4
Hz, 1H, C=CCH0), 4.74 (m, 1H, OCH,0), 6.51 (s, 1H, -C=CH-), 6.65-6.86 (m,
3H, Ar-H), 7.57 (s, 1H, -C=CH-).
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MW: 347.20: I : 66 %, BEEDMIKY.
"H-NMR (CDCls, 8): 1.49-1.91 (m, 6H, 3xCHy), 2.29-2.40 (m, 2H, CHy), 3.50-3.59
(m, 1H, OCH,), 3.61 (t, J = 6.2 Hz, 2H, BrCHy), 3.78-3.88 (m, 1H, OCH,), 4.03 (t,
J=5.8 Hz, 2H, OCHjy), 4.32 (d, Jga = 14.4 Hz, 1H, =CCH,0), 4.52 (d, Jag = 14.4
Hz, 1H, =CCH,0), 4.69-4.74 (m, 1H, OCHO), 6.51 (s, 1H, -C=CH-), 7.63 (s, 1H, -
C=CH-).
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MW: 361.23; I : 71 %, BEDEK, #im =715 °C.
TH-NMR (CDCl3, 8): 1.49-1.91 (m, 6H, 3xCH,), 1.91-2.10 (m, 4H, 2xCHy), 3.48 (t,
J =6.5 Hz, 2H, BrCH,), 3.50-3.59 (m, 1H, OCH,), 3.76-3.88 (m, 1H, OCH,), 3.92
(t, J = 6.1 Hz, 2H, OCHy), 4.32 (d, Jsa = 14.4 Hz, 1H, =CCH;0), 4.51 (d, Ja =
14.4 Hz, 1H, =CCH0), 4.70-4.75 (m, 1H, OCHO), 6.50 (s, 1H, -C=CH-), 7.58 (s,
1H, -C=CH-).
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MW: 359.21; U : 12%, ;HiK¥.

"H-NMR (CDCl3, 8): 1.35-1.90 (m, 14H, 7xCH,), 3.64-3.70 (m, 2H, OCH,), 3.78-
3.84 (m, 1H, OCHy), 4.32 (d, Jga = 14.4 Hz, 1H, OCH,), 4.51 (d, Jag = 14.4 Hz,
1H, OCHy), 4.53 (m, 1H, OCHO), 4.66-4.75 (m, 2H, BrCH,), 5.97 (m, 2H, -
CH=CH-), 6.51 (s, 1H, -C=CH-), 7.60 (s, 1H, -C=CH-).
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MW: 375.25; IR : 91 %; EEOEK; Bhm: 140.3 °C.

Ry 0.36 (CH,Clp: IFVTET-| = 8:2).

'H-NMR (CDCls3, 8): 1.53-1.84 (m, 12H, 6xCH,), 3.52-3.57 (m, 1H, OCHy), 3.77-
3.84 (m, 1H, O-CHy), 4.30 (d, Jsa = 14.5 Hz, 1H, OCH,), 4.48 (s, 2H, OCH,),
4.50 (d, Jag = 14.5 Hz, 1H, OCHjy), 4.70 (t, J = 3.1 Hz, 1H, OCHO), 5.07 (s, 2H,
BrCHy), 6.51 (s, 1H, -C=CH-), 7.36-7.42 (m, 4H, Ar-H), 7.53 (s, 1H, -C=CH-).
MS-ESI m/z (rel. int.): 374.9-376.9 ([MH]", 100).

HPLC: /& A, #&H UV 254 nm, RT=5.73 % .
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MW: 389.28; IR : 52%,; ihik#).
'H-NMR (CDCl3, 5): 1.40-1.95 (m, 14H, 7xCHy), 3.45 (t, J = 6.7 Hz, 2H, BrCH,),
3.52-3.64 (m, 1H, OCH,), 3.82-3.92 (m, 1H, OCH,), 3.90 (t, J = 6.5 Hz, 2H,
OCH.), 4.36 (d, Jga = 14.4 Hz, 1H, =CCH0), 4.56 (d, Jas = 14.4 Hz, 1H,
=CCH,0), 4.74-4.79 (m, 1H, OCHO), 6.54 (s, 1H, -C=CH-), 7.60 (s, 1H, -C=CH-).
MS-ESI m/z (rel. int.): 389-391 ([MHJ*, 97-100).
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MW: 403.31; IR : 78 %, EIBDEK.

H-NMR (CDCls, 8): 1.25-1.92 (m, 16H, 8xCHj), 3.40 (t, J = 6.8 Hz, 2H, BrCHy),
3.50-3.59 (m, 1H, OCH,), 3.78-3.88 (m, 1H, OCHy), 3.85 (t, J = 6.6 Hz, 2H,
OCHy), 4.32 (d, Jsa = 14.4 Hz, 1H, =CCH,0), 4.51 (d, Jas = 14.4 Hz, 1H,
=CCH,0), 4.70-4.75 (m, 1H, OCHO), 6.50 (s, 1H, -C=CH-), 7.55 (s, 1H, -C=CH-).
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MW: 417.33; IR : 62 %; EEOMIKY.

1H-NMR(CDCI:»,,S):1.25-‘1.92 (m, 18H, 9xCHy>), 3.40 (t, J = 6.8 Hz, 2H, BrCHy,),

3.50-3.59 (m, 1H, OCH_y), 3.78-3.88 (m, 1H, OCH,), 3.85 (t, J = 6.6 Hz, 2H,

OCHy), 4.32 (d, Jsa = 144 Hz, 1H, =CCH;0), 4.51 (d, Jas = 14.4 Hz, 1H,

=CCH;0), 4.70-4.75 (m, 1H, OCHO), 6.50 (s, 1H, -C=CH-), 7.55 (s, 1H, -C=CH-).
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MW: 179.65; INZ: 18 %; ER DMK .
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OV,

R¢ 0.65 (V90A%YY : IFNTET-b= 8:2).

"H-NMR (CDCl3, 8): 3.71 (, J = 6.6 Hz, NCHy), 4.36 (t, J = 6.6 Hz, CICH,), 6.45
(dd, J = 3.2 Hz, J = 0.8 Hz, 1H, Ind-H), 7.03-7.08 (m, 2H, Ind-H), 7.15 (ddd, J =

oono
ooano
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8.2 Hz, J=7.0 Hz, J = 1.1 Hz, 1H, Ind-H), 7.25 (dd, J = 8.1 Hz, J = 0.8 Hz, 1H,
Ind-H), 7.57 (td, J = 7.8 Hz, J = 0.9 Hz, 1H, Ind-H).
MS-ESI vz (rel. int.): 180.0-182.0 ([MH]", 100).
HPLC: 75 A, &t UV 254 nm, RT=6.15 5.
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MW: 369.41; 423 : 50 %; ~A— a2 BOEK; ’im: 97.7 °C.

Ry, 0.30 (CH.Cl,/EtOAc: 8/2).

'H-NMR (CDCls, 8): 1.62-1.84 (m, 6H, CH,-CH,-CH,), 3.49-3.55 (m, 1H, OCHy),
3.75-3.83 (m, 1H, OCHy,), 4.25 (t, J = 5.6 Hz, 2H, NCH,), 4.26 (d, Jsa = 14.5 Hz,
1H, OCHy), 4.45 (dd, Jas = 14.4 Hz, Jagx = 0.7 Hz, 1H, OCH,), 4.53 (t, J = 5.6 Hz,

2H, -OCHy), 4.68 (t, J = 3.0 Hz, 1H, OCHO), 6.46 (s, 1H, -C=CH-), 6.51 (dd, J =
3.0 Hz, J =0.7 Hz, 1H, Ind-H), 7.08-7.14 (m, 1H, Ind-H), 7.19-7.24 (m, 2H, Ind-
H), 7.30 (s, 1H, -C=CH-), 7.37 (d, J = 8.2 Hz, 1H, Ind-H), 7.62 (d, J = 7.8 Hz,
1H, ind-H).

MS-ESI m/z (rel. int.): 370.0 ([MH]", 100).

HPLC: A% A, BH UV 254 nm, EHT 7599, RT=5.78 7, E—/ &#& 99.8%.
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MW: 383.44, IR : 21 %; EEDHKY.
"H-NMR (CDCl, 8): 1.49-1.91 (m, 6H, 3xCHy), 2.25-2.38 (m, 2H, CHs), 3.50-3.59
(m, 1H, OCHy), 3.69 (t, J = 5.8 Hz, 2H, NCHy), 3.76-3.88 (m, 1H, OCH,), 4.31 (d,
Jea = 14.4 Hz, 1H, =CCH0), 4.41 (t, J = 6.4 Hz, 2H, OCH,), 4.50 (d, Jas = 14.4
Hz, 1H, =CCH,0), 4.69-4.74 (m, 1H, OCHO), 6.48 (d, J = 4.8 Hz, 1H, Ind-H),
6.53 (s, 1H, -C=CH-), 7.04-7.14 (m, 2H, Ind-H), 7.18 (dd, J = 8.2 Hz, J = 1.2 Hz,
1H, Ind-H), 7.35 (d, J = 8.2 Hz, 1H, Ind-H), 7.39 (s, 1H, -C=CH-), 7.62 (d, J = 7.8

Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 384.0 ([MH]*, 100).
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HPLC: 75i% A, &t UV 254 nm, EHT 4283 RT =5.94 57, E—V & 92.6 %,

Y RT=4.705, 7.4 %.
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MW: 397.46, IR3E: 43.5 %; EEOMKY.

'H-NMR (CDCls, 3): 1.51-1.90 (m, 8H, 4xCH), 1.98-2.10 (m, 2H, CH,), 3.50-3.59
(m, 1H, OCH,), 3.75-3.87 (m, 3H, NCH, and CH2CH.0), 4.22 (t, J = 6.8 Hz, 2H,
OCH,), 4.32 (dd, Jga = 14.4 Hz, J = 0.5 Hz, CH,0), 4.50 (dd, Jag = 14.4 Hz, J =
0.5 Hz, CH,0), 4.69-4.73 (m, 1H, OCHO), 6.47-6.51 (m, 2H, Ind-H and -C=CH-),
7.05-7.14 (m, 2H, Ind-H), 7.20 (dd, J = 8.2 Hz, J = 1.2 Hz, 1H, Ind-H), 7.35 (d, J
= 8.2 Hz, 1H, Ind-H), 7.44 (s, 1H, -C=CH-), 7.62 (d, J = 7.8 Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 398 ([MH]", 100), 172 (20).

HPLC: 5% A, f&H UV 254 nm, EHT 5741 RT=6.16 7, E—7 @& 95.7 %, -
T4 RT=5.05 %, 1.5%, RT =5.25 %3, 1.3 %, RT = 6.83, 1%.
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MW: 313.35, URZE: 60 %; REBOHKY .

(128)

N N/\/\/o

(o)

OH

JP 2005-529079 A 2005.9.29

'H-NMR (CDCls, §): 1.72-1.83 (m, 2H, CH,), 1.97-2.09 (m, 2H, CHy), 2.98 (s
broad, 1H, -OH), 3.76 (t, 2H, J = 7.2 Hz, -NCH,), 4.21 (t, J = 6.8 Hz, 2H, CH,0),
4.45 (s, 2H, CH,OH), 4.69-4.73 (m, 1H, OCHO), 6.46-6.51 (m, 2H, Ind-H and -
C=CH-), 7.04-7.13 (m, 2H, Ind-H), 7.19 (dd, J = 8.2 Hz, J = 8.2 Hz, 1H, Ind-H),
7.34 (d, J = 8.2 Hz, 1H, Ind-H), 7.41 (s, 1H, -C=CH-), 7.62 (d, J = 8.0 Hz, 1H,

Ind-H).
MS-ESI mv/z (rel. int.): 314 ([MH]", 35), 172 (100).

HPLC: A% A, #RH UV 254 nm, EHT 3089 RT = 5.12%, E—V &Ef&

T RT=3.72%, 42%, RT=164%, 1.6%.
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MW: 395.45, IR : 16 %; 18RO HIKY).

'H-NMR (CDCls, 8): 0.8-1.9 (m, 6H, 3xCH,), 3.50-3.60 (m, 1H, OCH,), 3.75-3.90
(m, 1H, OCH,), 4.31 (d, J = 15.0 Hz, 1H, OCHy), 4.36 (d, J =6.0 Hz, 2H, NCHy),
4.51 (d, J= 15.0, OCH,, 1H) 4.72 (t, J = 3.3 Hz, 1H, OCHO), 4.77 (d, J = 4.7 Hz,
2H, OCH,), 5.66 (dt, Jas = 5.8 Hz, Jsa=15.5 Hz, 1H, -C=CH), 6.0 (Jas = 5.3 Hz,
Jaa=15.5 Hz, 1H, -C=CH), 6.49 (s, 1H, -C=CH), 6.52 (d, J = 3.2 Hz, 2H, Ind-H),
7.05-7.15 (m, 2H, Ind-H), 7.18 (t, J = 6.9 Hz, 1H, Ind-H), 7.50 (s, 1H, -C=CH),
7.63 (d, J= 7.8 Hz, 1H, Ind-H).

MS-ESI vz (rel. int.): 396.1 ((MH]*, 100), 170.0 (40).

HPLC: A A, #H UV 254 nm, EHT 6895 RT =6.06 4, E'—4 @& 97.1 %.
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MW: 327.37; X : 67 %; R OEK; B==141.9°C.

H-NMR (CDCly, 8): 1.48-1.70 (m, 3H, OH and CHy), 1.77-1.84 (m, 2H, CHy),

1.84-2.00 (m, 2H, CHy), 3.45 (t, J = 6.6 Hz, 2H, -NCH,), 3.85 (t, J = 6.3 Hz, 2H,
OCHy), 4.69 (s, 1H, CH;0H), 5.84 (s, 1H, -C=CH-), 6.78 (d, J = 3.6 Hz, 1H, Ind-
H), 7.24-7.39 (m, 2H, Ind-H), 7.53 (d, J = 7.8 Hz, 1H, Ind-H), 7.65 (d, J = 7.8 Hz,
1H, Ind-H), 7.67 (s, 1H, -C=CH-), 8.04 (d, J = 3.6 Hz, 1H, Ind-H).
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MW: 425.52; UXEKE: 15 %; B OHKY.
R 0.3 (EtOAc: Yyma¥y = 20:80).
'H-NMR (CDCls, 8): 1.15-1.85 (m, 14H, 7xCH,), 3.45-3.55 (m, 1H, OCH,), 3.68-
3.78 (m, 3H, OCH; and NCHy), 4.06 (t, Jas = 6.8 Hz, 2H, OCH,), 4.26 (d, J =
14.4 Hz, 1H, OCHy), 4.45 (d, J = 3.2 Hz, 1H, OCH,), 4.65 (t, J = 3.2 Hz, 1H,
OCHO), 6,41 (d, 1H, J = 3.1Hz, Ind-H), 6.43 (s, 1H, -C=CH), 6.98-7.06 (m, 2H,
Ind-H), 7,13 (d, J = 8,0 Hz, 1H, Ind-H), 7,27 (d, J = 8.1 Hz, 1 H, Ind-H), 7.43 (s,
1H, -C=CH), 7.56 (d, J = 7.8 Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 426.3 ([MH]", 100).

HPLC: 5% A, &t UV 254 nm, EHT 2358 RT =6.62 %, E— Y & > 99%.

O
g
a
O
a
u
O
a
O

ad

Ooao
Ooano
Ooano
mmo 1 O
Ooano
O0oano
Ooano

OoOoo0ooooao
OOoo0ooooao

O0Ooo0oooao
O0Ooo0oooao
O0Ooo0oooao
O0Ooo0oooaoo
O0Ooo0ooao
O0Ooo0oo0ooaoo
Oo0Ooo0oooao
O0Ooo0oo0ooao
Oo0Ooo0oooao
O0Ooo0o0ooao

oo
oo
mgQ
oo
oo
oo

Ooooooood
Ooooooood
Ooooooood
Ooooooood
X OoOoooooo

O0Ooo0ooaoo
O0Ooo0ooaoo
O0Ooo0ooao
O0Ooo0ooao

JP 2005-529079 A 2005.

Ooad
Ooad
Ood
oad
Od
mLO
Ooad
Od

Oooad
ood
mmol0
0oodd
ooad
ooad

S 00 ooogoaog

-

O0Oo0ooao

ugooad

Ooooooood

O 0Ooo0oo0ooao
O 0Ooo0oo0ooao
O 0Ooo0oo0ooao
O 0Ooo0oo0ooao
O 0Ooo0oo0ooao

O

ud

0ad
oad
mLO
Oad
oad
Od

O 0Ooo0oooao
O O0Ooo0oooao

u,goboooboocoboocobooobodaoan
,000o0o0oooboooOooocoo0ooogdd
obOdmgbO0OOO0oOoOOooO0Od

© O
\/\/\/\O

O

.29

gooobooboobao

O

Ooooooonodnmg
goooboooboobao
goboooboobad
oooooooooao

10

20

30

40



ugoodaoan

L T e T e T e T e T e T e Y e O e O s O e, R e T e R e, O s B e T e T e T e O e O e O e B e |

ooooooU
OoooOoQ
o B o R R
o e O e e e O s I
o e e O e e e O s I

mmol O
mgU O
O0oo

\N\/W\\/O
| |
(0)

(131)

MW: 439.54 IR : 30 %; HEBEBOHIKY.
TH-NMR (CDCl;, 3): 1.23-1.92 (m, 16H, 8xCH,), 3.50-3.59 (m, 1H, CH,OCHy),
3.77-3.87 (m, 3H, CH,OCHz and NCH,), 4.12 (t, J = 7.1 Hz, 2H, OCH,), 4.32 (d,
Jsa = 14.4 Hz, 1H, CH;0), 4.53 (d, Jas = 14.4 Hz, 1H, CH;0), 4.69-4.74 (m, 1H,
OCHO), 6.48 (dd, J = 3.1 Hz, 1H, Ind-H), 6.50 (s, 1H, -C=CH-), 7.05-7.13 (m,
2H, Ind-H), 7.20 (dd, J = 8.2 Hz, J = 1.2 Hz, 1H, Ind-H), 7.34 (d, J = 8.2 Hz, 1H,
Ind-H), 7.52 (s, 1H, -C=CH-), 7.62 (d, J = 7.8 Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 440 ([MH]", 100).
HPLC: 77i% A, #&H UV 254 nm, EHT 8733 RT = 6.90 7, E— /7 @& 95.9 %,
Y RT=5.26%, 20%, RT=6.35%, 1.1%.
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MW: 453.25; IR : 30 %; & & 0DHIKY.

'H-NMR (CDCl;, §): 1.18-1.93 (m, 18H, 9xCHy), 3.50-3.59 (m, 1H, CH>OCHy),
3.77-3.87 (m, 3H, -NCHz and CH,CH-0), 4.11 (t, J = 7.1 Hz, 2H, CH;0), 4.42
(dd, Jga = 14.3 Hz, J = 0.8 Hz, 1H, CH;0), 4.63 (dd, Jas = 14.3 Hz, J = 0.8 Hz,
1H, CH,0), 4.70-4.74 (m, 1H, OCHO), 6.48 (dd, J = 3.1 Hz, J = 0.8 Hz, 1H, Ind-
H), .50 (s, 1H, -C=CH-), 7.05-7.13 (m, 2H, Ind-H), 7.21 (ddd, J = 8.2 Hz, J =
1.2 Hz, 1H, Ind-H), 7.34 (d, J = 8.2 Hz, 1H, Ind-H), 7.53 (s, 1H, -C=CH-), 7.62 (d,
J=7.8 Hz, 1H, Ind-H).

MS-ESI m/z (rel. int.): 454 ([MH]", 100), 370 (10).

HPLC: 5% A, #&H UV 254 nm, EHT 2271 RT = 7.18 %, E—/ & 98.9 %,
4% RT=6.83 %, 1.0 %.
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MW: 405.40; IRZ: 53 %,; BN EX; R == 65.3 °C.

R¢ 0.65 (AcOEL: ¥/na+iy= 50:50).

TH-NMR (CDsCl, 8): 0.11 (s, 6H, 2xCHj3), 0.93 (s, 9H, 3xCHs), 1.52-1.68 (m, 2H,
CHy), 1.79-1.97 (m, 4H, 2xCHy), 3.43 (t, J = 6.7 Hz, 2H, CH2Br), 3.88 (t, J=6.4
Hz, 2H, CH,0), 4.46 (s, 2H, CH,0Si), 6.50 (d, J = 0.5 Hz, 1H, -C=CH-), 7.54 (s,
1H, ~C=CH).

3C.NMR (CD;Cl): 174.58, 166.84, 147.81, 139.00, 111.71, 69.38, 61.21, 33.53,
32.36, 28.21, 25.73, 24.58, 18.26, -5.48.
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MW: 476.08; INZE : 77 %; HBEOHKY .
'H-NMR (CDCls, 8): 0.11 (s, 6H, 2xCH3), 0.92 (s, 9H, 3xCHg), 1.35-1.50 (m, 2H,
CHy), 1.72-1.90 (m, 4H, 2xCHy), 3.78 (, J = 6.4 Hz, NCH,), 4.10 (t, J = 7.1 Hz,
OCH,), 4.45 (d, J = 0.9 Hz, 2H, CH,OH), 6.40 (dd, J = 3.0 Hz, J = 0.6 Hz, 1H,
Ind-H), 6.49 (d, J = 0.9 Hz, 1H, -C=CH), 7.09-7.17 (m, 2H, Ind-H), 7.20-7.25 (m,
1H, Ind-H), 7.43 (s, 1H, -C=CH), 7.55-7.56 (d, J = 1.7 Hz, 1H, Ind-H).
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Cl

%:

MW: 361.82; IR : 82%; HEDEK; Rim: 97.1 °C.

Rr: 0.35 (AcOEt)
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TH-NMR (CDCls, 8): 1.27-1.44 (m, 2H, CHy), 1.74-1.87 (m, 4H, 2xCHj), 3.71-3.76
(t, J = 6.3 Hz, NCH,), 4.06-4.11 (t, J = 7.1 Hz, OCHy), 4.44 (s, 2H, CH,OH), 6.39-
6.40 (d, J = 3.0 Hz, 1H, Ind-H), 6.49 (s, 1H, -C=CH), 7.09-7.13 (m, 2H, Ind-H),
7.20-7.25 (m, 1H, Ind-H), 7.43 (s, 1H, -C=CH), 7.55-7.56 (d, J = 1.3 Hz, 1H, Ind-

H).

MS-ESI m/z (rel. int.): 361.9 ([MH]", 100), 220 (70).

HPLC: /3% A, #&H UV 254 nm, EHT 9238 RT =5.68 %, E— V7 @& 92.3 %.
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MW: 329.39; UREE : 52 %; BEOEF; RS 106.8 °C.

R¢ 0.32 (CH,Cly/MeOH: 95/5).

'H-NMR (CDCls, 5): 1.48-1.70 (m, 4H, CH,), 1.82-1.91 (m, 2H, CHy), 2.94 (t, J =

8.2 Hz, 2H, Ar-CH,), 3.05 (t, J = 7.0 Hz, 2H, NCHy), 3.32 (t, J = 8.2 Hz, 2H,

NCH,), 3.78 (s, 1H, OH), 3.84 (t, J = 6.5 Hz, 2H, O-CH), 4.46 (s, 2H, CH,OH),

6.45 (d, J = 7.6 Hz, 2H, Ar-H), 6.51 (s, 1H, C=CH), 6.60-6.65 (m, 1H, Ar-H), 7.02-

7.07 (m, 1H, Ar-H), 7.54 (s, 1H, C=CH). 30
MS-ESI mvz (rel. int.): 330.0 ((MH]*, 100).

HPLC: 7% A, #&H UV 254 nm, EHT 8650, RT=3.70 %, E— /4 & 100.0%.
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MW: 364.78; IR 34 %; HEDEK; B=: 129.5 °C.

Ry 0.22 (EtOAG).

'H-NMR (CDCl3, 8): 1.47-1.57 (m, 2H, CHy), 1.80-1.89 (m, 2H, CH), 1.95-2.05
(m, 2H, CH,), 3.82 (t, J = 6.0 Hz, 2H, NCH), 4.34 (t, J = 7.1 Hz, 2H, OCH,), 4.40

(t, J = 6.0 Hz, 1H, OH & D.O TXi#wl#E), 4.49 (d, J = 5.9 Hz, 2H, -

CH,0H), 6.51 (s, 1H, C=CH), 7.54 (s, 1H, C=CH), 8.26 (s, 1H, H-Pur), 8.72

(s,1H, H-Pur).

MS-ESI m/z (rel. int.): 365.0/367.0 ([MH]", 100).
HPLC: /i A, BH UV 254 nm, EHT 0248, RT=3.804%, E— VY & 98.0%.
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MW: 341.40; IXZ: 8 %; |EOHIKY.

Ry 0.32 (EtOAC).

"H-NMR (CDCls, 5): 1.31-1.46 (m, 2H, CHy), 1.72-1.84 (m, 4H, CH,), 2.28 (s, 3H,
CHs), 3.40 (s, 1H, OH), 3.73 (t, J = 6.4 Hz, 2H, NCH,), 4.04 (t, J= 6.9 Hz, 2H, O-
CHy), 4.42 (s, 2H, O-CHy), 6.47 (s, 1H, C=CH), 6.82 (s, 1H, Ind-H), 7.05 (t, J =
6.9 Hz, 1H, Ind-H), 7.15 (t, J= 7.0 Hz, 1H, Ind-H), 7.22-7.26 (m, 1H, Ind-H), 7.42
(s, 1H, C=CH), 7.52 (d, J = 7.9 Hz, 1H, Ind-H).

MS-ESI m/z (rel. int.): 342.0 ((MH]", 100).

HPLC: 5% A, #&H UV 254 nm, EHT 3065 RT=5.60%", #E 95.0%.
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MW: 345.36; IR : 50 %; HEDEF; s 119.3 °C.

Ry 0.28 (EtOAc).

1H-NMR (CDCls, 8): 1.42-1.49 (m, 2H, CHyp), 1.75-1.92 (m, 4H, CHy), 3.76 (t, J =
6.3 Hz, 2H, NCHy), 4.11 (t, J= 6.8 Hz, 2H, O-CH;), 4.46 (s, 2H, O-CH,), 6.42 (d,
J=2.8Hz, 1H, Ind-H), 6.51 (s, 1H, C=CH), 6.93 (ddd, J= 9.0 Hz, J= 2.1 Hz, 1H,
Ind-H), 7.13 (d, J = 2.8 Hz, 1H, Ind-H), 7.21-7.26 (m, 2H, Ind-H), 7.46 (s, 1H,
C=CH).

MS-ESI m/z (rel. int.): 346.0. ((MH]", 100).

HPLC: 5 A, B UV 254 nm, EHT 9546 RT=5.50%", £—% @& 95.0%.
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MW: 361.82; UXZE: 35 %; BEDMKY.

Ry 0.28 (EtOAC).

"H-NMR (CDCls, 8): 1.26-1.45 (m, 2H, CH,), 1.70-1.84 (m, 4H, CH;), 3.69 (t, J =
6.3 Hz, 2H, NCHy), 4.03 (t, J= 7.0 Hz, 2H, O-CH,), 4.43 (s, 2H, O-CH;0H), 4.74
(s, 1H, O-CH;0OH), 6.42 (dd, J = 3.1 Hz, J = 0.6 Hz, 1H, Ind-H), 6.50 (s, 1H,
C=CH), 7.02 (dd, J= 8.4 Hz, J= 1.8 Hz, 1H, Ind-H), 7.05 (d, J= 3.1 Hz, 1H, Ind-
H), 7.30 (s, 1H, Ind-H), 7.44 (s, 1H, C=CH), 7.48 (d, J= 8.4 Hz, 1H, Ind-H).
MS-ESI m/z (rel. int.): 362.0/364.0 (IMH]', 100).

HPLC: A& A, & UV 254 nm, EHT 9853 RT=5.80%", E—¥ @E#& 99.9%.
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MW: 300.19; IR&: 15 %; EEOEKY.
R 0.37 (V9%  IFAT7ET-b = 9:1).

"H-NMR (CDCls, 5): 4.40 (s, 2H, BrCHy), 5.30 (s, 2H, NCH;), 6.54 (dd, J = 3.1
Hz, J = 0.7 Hz, 1H, Ind-H), 6.98 (d, J = 6.7 Hz, 1H, Ind-H), 7.07-7.26 (m, 7H, Ar-
H, Ind-H), 7.62-7.65 (m, 1H, Ind-H).
MS-ESI m/z (rel. int.): 300.0-302.0 ([MH]", 100).
HPLC: A& A, #&H UV 254 nm, RT=6.93%.
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MW: 409.27; In3: 22 %; HEOEK; Bim=83.5°C.

Ri: 0.35 (V0A%YY  IFVTET-F = 9:1).

'H-NMR (CDCl3, 8): 1.53-1.84 (m, 6H, CHy), 3.52-3.57 (m, 1H, OCH,), 3.77-3.84
(m, 1H, OCHp), 4.30 (d, Jsa = 14.5 Hz, 1H, OCHy), 4.48 (s, 2H, OCHy), 4.50 (d,
Jas = 14.5 Hz, 1H, OCHy), 4.70 (t, J = 3.1 Hz, 1H, OCHO), 5.07 (s, 2H, BrCH,),
6.51 (s, 1H, -C=CH-), 7.36-7.42 (m, 4H, Ar-H), 7.53 (s, 1H,-C=CH-).

MS-ESI m/z (rel. int.): 408.9-410.9 ([MH]", 100).

HPLC: A& A, #H UV254nm, RT=5.854%.
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[ MW: 409.27, IXZ: 11 %; #KY.
E 'H-NMR (CDCls, 8): 1.43-1.95 (m, 6H, 3xCHy), 3.46-3.59 (m, 1H, OCH,), 3.77-
[ 3.88 (m, 1H, OCHy), 4.31 (d, J = 14.4 Hz, 1H, OCH,), 4.50 (d, J = 14.4 Hz, 1H,
E OCHy), 4.66 (s, 2H, CH2Br), 4.72 (m, 1H, OCHO), 5.20 (s, 2H, CH;0), 6.53 (s,
[ 1H, -C=CH-), 7.28-7.45 (m, 4H, Ar-H), 7.67 (s, 1H, -C=CH-).
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MW: 445.51; IR : 37 %; JEDHIKY).

Ry. 0.50 (CH,CL/EtOAC: 8/2).

'H-NMR (CDCls, 3): 1.57-1.85 (m, 6H, CH,-CH,-CH,), 3.51-3.57 (m, 1H, O-CHy),
3.78-3.86 (m, 1H, O-CHy), 4.29 (d, Jga = 14.4 Hz, 1H, O-CHy), 4.49 (d, Jas = 14.4
Hz, 1H, O-CHy), 4.71 (t, J = 3.0 Hz, 1H, CH), 5.00 (s, 2H, N-CHy), 5.33 (s, 2H, O-
CHy), 6.50 (s, 1H, C=CH), 6.56 (d, J = 3.1 Hz, 1H, Ar-H), 7.03-7.30 (m, 8H, Ar-
H), 7.40 (s, 1H, C=CH), 7.65 (d, J = 7.7 Hz, 1H, Ar-H).

MS-ESI m/z (rel. int.): 446.1 (IMH]*, 100).

HPLC: 7% A, & UV 254 nm, EHT 8589, RT=6.47 %, E—% & 99.5%.
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MW: 445.51; UXE: 50 %; R— < 1 BOEMK ; B 93.3 °C.

Ry 0.47 (CH,Cl,/EtOAC: 8/2).

"H-NMR (CDCl3, 5): 1.58-1.84 (m, 6H, CHp-CHz-CH,), 3.51-3.56 (m, 1H, OCHby),
3.77-3.83 (m, 1H, OCHy), 4.29 (d, Jsa = 14.4 Hz, 1H, OCHy), 4.48 (d, Jag = 14.4
Hz, 1H, OCHy), 4.70 (t, J = 3.0 Hz, 1H, CH), 5.02 (s, 2H, NCH;), 5.33 (s, 2H,
OCHj), 6.50 (s, 1H, -C=CH-), 6.55 (d, J = 3.1 Hz, 1H, Ar-H), 7.09-7.33 (m, 8H,
Ar-H), 7.49 (s, 1H, -C=CH-), 7.65 (d, J = 7.8 Hz, 1H, Ar-H).

MS-ESI m/z (rel. int.): 446.1 ([MH]*, 100).

HPLC: /5i% A, #&H UV 254 nm, EHT 3986, RT=6.45%, £—%~ @& 99.5%.
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MW: 445,51, IR % : 21 %; 5EOMKY) .

'H-NMR (CDCls, 8): 1.45-1.80 (m, 6H, 3xCH,), 3.42-3.55 (m, 1H, OCHy), 3.70-
3.82 (m, 1H, OCH,), 4.24 (d, J = 14.5 Hz, 1H, OCH,), 4.43 (d, J = 14.5 Hz, 1H,
OCHy), 4.65 (t, J = 3.0 Hz, 1H, OCHO), 4.86 (s, 2H, CH;N), 5.43 (s, 2H, CH;0),
6.45 (s, 1H, -C=CH-), 6.47 (d, J= 3.1 Hz, J = 0.6 Hz, 1H, Ar-H), 6.84 (dd, J= 2.0
Hz, J = 7.7 Hz, 1H, Ar-H), 7.03 (ddd, J = 1.7 Hz, J = 7.2 Hz, J = 15.33 Hz, 2H,
Ar-H ), 7.16-7.23 (m, 4H, Ar-H), 7.30 (s, 1H, -C=CH-), 7.58 (dd, J=20 Hz, J =
6.9 Hz, 1H, Ar-H)

MS-ESI m/z (rel. int.): 446.1 (IMH]", 100), 220.1 (45).

HPLC: 5% A, 1& UV 254 nm, EHT 4336 RT =6.89 4, E—/ E#& >99 %.
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