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OCoOoOOosomlOO00C200000550000000002.09011.7mmol0 O O O SOCI,02
2ml029.2mmolO 00 CC0C200 0000000 2.5mL0 23.3mmol0 O O O CHCI;O 50mLO
gobooobooA0ODOO ooooooooooowdMeoHDODODDODOOOOOOOOOO
Ood1l.72g000000O 0000520 00%H NMRO cbCl,0 06 0 8.370dd,J0O 1.5,8.3H
z,1HO O 8.220 br s,1HO 7.480d,J0 2.3 Hz,1HO O 7.420 dd,J0 1.5,8_.1Hz,1HO O 7.3
10 dt,J0 1.4,7.8Hz,1HO 7.220 dd,JO 2.4,8.8Hz,1H0 O 7.090 dt,Jd0 1.5,7.7Hz,1HO
06.670d,J0 8.8Hz,1HO 5.560 br s,2HO0 O
gooaao

20 0000NOC2000
0oooagsombd OO 20

O o0Ooooo

Oooooboe0O0OO0OO0OO0OOOOnOnOanailen
OoeODDODDOOOCOODO?2.0g0 12.9mmold O O O SOCI,
2.3mLO 32.2mmolO0 O O 2000000000 2.7mLO 25.8mmol0 O O O CHCI,0O 50mL
oooooooAdDOao OODO0O0OO0ODODO0OO0ODOO0OO0OEtOAc/OD0O0O0DOOODODOOD
DEIEIDEIEIIZIIZID[I[I[I2.0Gg|:|DDDDDDDDDDDGODDDlH NMRO CDCI, 0O o
9.000 d,J0O 17Hz,1HO O 8.470 d,J0 8.3Hz,1HO O 7.410 d,J0 8.0Hz,1HO O 7.300 t,J
7.9Hz,1HO O 7.100 7.200 m,1HO O 7.070 t,J0 7.7Hz,1HO O 6.490 d,J0 8.3Hz,1HO O
.030 br s,2HO O MSO ESO O m/z 265.00 MO O O

ooooad

200000600 COONDOD20000000000O00O0DODDODODGDOOIfFO
OCoO0Om00020000060000000002.59g0 14.6mmol0 O O O S0oCI,;0 2
./mLO 36.4mmol0 0000200000000 03.1mL0O 29.1mmolD O O O CHCI;0 75mLO
oooooooACOO0ODO0OO0ODO0OOoOoOooooooocH,CL,ODODDODOOOOO0DO0oDOoooo
goododl.osg0O0OO0OO0OO0OO0OO0OOOO26000 "H NMRO cbCl,0 6 O 8.540 d,JO 8.1Hz
,1HO O 8.300 br s,1HO O 7.410 dd,JO 1.5,8.0Hz,1H0 O 7.330 t,J0 7.8Hz,1HO O 7.10
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t,J0 8.1Hz,1HO O 7.090 dt,J0 1.6,7.8Hz,1H0 0 6.780 dd,J0 0.4,7.9Hz,1HO O 6.63
dd,JO 0.9,8.2Hz,1H0 O 4.690 br s,2HO0 O MSO ESO O m/z 303.00 MO 220 O 281.00 M
oo

ooooad

200 000N 02000000000 06000000O000O0D0OO0OAO 1190
OCoO0oOm00020000060000000002.59g0 16.5mmol0 O O O SsoCI,03
.OmLO 41.3mmol0 0000200000000 03.5mL0O 33.0mmolD O O O CHCI,;0O 75mLO
oooooooACOO0ODO0OO0ODOoOoOooooooocH,CL,ODODDODDODOOOODODD0ODODoOoOoo
oodz2.19g9g000C00O0OO0OO0O0oO0ooOooOos1o00O "H NMRO cbCl,0 6 O 8.580 d,JO 8.1Hz
,1HO O 7.990 br s,1HO O 7.400 dd,JO 1.4,8.0Hz,1H0 O 7.340 t,J0 7.7Hz,1HO O 7.11
Ot,J0 7.8Hz,1HO O 7.090 dt,J0 1.5,7.7Hz,1H0 0 6.640 d,J0 7.5Hz,1H0 O 6.590 d,J
O 8.1Hz,1HDO O 4.290 br s,2H0 O 2.450 s,3H0O O MSO ESO O m/z 283.00 MO 220 O
gooooao

020000030 0000ONDO02000000000000000A0O01KO
OoODO0O0OO02m00020000030000000001.0905.82mmol0 O O O SOCI,01
JAmlO 4.emmol0 000020000 000001.2nL0 11.7mmolD O O O CHCI;O 25mLO
ooouooboACOOO0OO0OOoOooooooooboboOwvMeoHDOOOOOOOOO1.2990 0
000000000780 00%H NMRO CbCl,0 6 O 8.430 dd,J0O 1.4,8.3Hz,1HO O 8.300 b
r s,1H0 0 7.470 dd,J0O 1.1,8.0Hz,1H0 O 7.420 d,J0 8.0Hz,2HO O 7.330 dt,J0 1.4,7.9
Hz,1HO O 7.090 dt,J0 1.5,7.7Hz,1H0 O 6.680 t,J0 7.9Hz,1HO O 6.130 br s,2H0 O MS
O ESO Om/z 281.00 MO O O

gooaoan

O200000NO0O0CDOO0O0D020000600000000000150

ooooddeOmtO 0020000060000 0C0O0O0O0OZ2.0g011.7mmol0 O O O SOCI,O 2
AnmLlO 29.3mmol0 0 0002000 00000000004.1590 24.5mmol0 O O O CHCI,
OeomlO0 D O0DDO0O0OCDODOADOODOCOODOODODOOODODOOCH,CIL,OODODDOODODODOO
EIEII:IEIEIEI|:|2.169|:||:||:||:|DDDDDDDDDDDDS?DDDIH NMRO CDCI; O & O 8.
480 d,J0O 8.2Hz,1HO O 7.790 br s,1HO O 7.340 7.460 m,6HO O 7.200 7.300 m,2HO O 7.
00O t,JO 8.1Hz,1HDO O 6.630 dd,JO 0.6,7.9Hz,1H0 O 6.540 d,J0 8.3Hz,1HO O 4.580 br
s,2HO O MSO ESO O m/z 323.10MO 0O O

oooooad

0200000600 000NODoDODDDODDOOOODOOOO?NO
ocoOoO0osomlOO0OC20000060000000001.0905.83mmol0 O 0O0OSOCI,O1
JnLlO 14.6mmol0D0 0000000000000 11.4mL0O 12.8mmol0 O O O CHCI;O 30mLO O O
OoOO0O0oAOQODOOOCDOODODODOOODOOCH,CIL,OOOODODOooODOoOoooOOd
ogodsd4omgO OO OO OOOOOOOOSB5000 "H NMRO cbCl, 006 O 7.960 d,JO 7.9Hz,1
HO O 7.600 br s,1HO O 7.230 7.300 m,2H0O0 O 7.140 t,J0 7.5Hz,1H0 O 7.110 t,J0 8.3H
z,lHO 0 6.780 d,J0 7.9Hz,1HO O 6.640 d,J0 8.2Hz,1HO O 4.730 br s,2H0 0 2.350 5,3
HO O MSO ESO O m/z 261.00 MO O O

gooooan

O200000e600000ONOO02000000000000D0O0O0CD1kO
OCoOO0O0OO0eomLOO 020000060000 000002.090111.7mmol0 O O O SOCI,02
JAnmLO 29.immol0 00 0020000000000 2.3mLO 23.4mmol0 O O O CHCI;0 60mL
OCoOO0oO0oooOO00oA0ODODOODODODODOODDODOODOCHCKL,ODOODODOODODDOO
gobooo1l.o5g0000O0D0O0OO0DOO0O340 00 "H NMRO CbCI; O 6 O 8.450 t,J0 8.0Hz
,1HO ,8.010 br s,1HO O 7.020 7.220 m,4HO O 6.780 dd,JO 0.5,7.9Hz,1H0 O 6.640 dd,
JO 0.8,8.2Hz,1H0 O 4.730 br s,2HO0 O MSO ESO O m/z 265.00 MO O O

gooooan

O200000e600000ONOO200000000DO00O00CDOODODOI™NIO
OCDOO0O0OO0eOmMLOO 020000060000 000002.090111.7mmol0 O O O SOCI,02
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JAnmLO 29.dmmol0D 00 000000 O0O00DO2.6mLO 23_.4mmold O O O CHCI;O 60mLO O O
OD0ODO00oA0ODODOOODODOODODDODDODOODOCHCL,ODOOODDODOODDODDOOODOGO
O2.6lgD000COOO0OO0OO0OO0OO0OOO81IO00O "H NMRO cbCl; 006 O 8.530 dd,JO0 1.7,

.9Hz,1HO O 8.390 br s,1HO O 7.110 dt,J0 1.6,7.8Hz,1H0 O 7.090 t,J0 8.1Hz,1HO O

.020 dt,J0 1.4,7.8Hz,1H0 O 6.920 dd,J0O 1.4,8.0Hz,1H0 0 6.620 dd,JO 0.9,8.2Hz,1H
0 4.660 br s,2H0 O 3.870 s,3HO0 O MSO ESO O m/z 277.00 MO O O
oooogad
200 000N 0200000000000 0DO0O00O0O0OO0DO0OO0D0O0O0O00OO00O01ImO
ocoOoOsomlt0O0 0300000000000 O0OOCO0DOO2.00009.75mmol0O0O0OS

oCl,01.8mLO 24.4mmol0 00002000 0000002.1mL0O 19.5mmol0 O O O CHCI,O

somlOODDODOOCOCOODADDDDDDOCOCOOOODOOOOMeOHODODODODODDDODDOGDODRO

oooooooono2.38g o ooooooooovrsonan "H NMRO cbCl, 0 6 O 8.400 dd
,JO0 1.4,8_.3Hz,1HO O 8.250 br s,1HO O 7.710d,J0 7.8Hz,1HO O 7.600 d,J0 7.8Hz,1H
0O07.430 dd,J0 1.4,8.0Hz,1H0 O 7.340 dt,J0 1.3,7.9Hz,1H0 0 7.110 dt,J0 1.5,7.7H

z,lHO 0 6.770 t,J0 7.8Hz,1HO O 6.240 br s,2H0 O MSO ESO O m/z 315.00 MO O O
gooooan
gs30ooOoOOO0OO0oo0cocOoz2000000020000000000000 100
OoODOoOoosomlOO0O0DO3MOO0O0O0200000002.0g0 10.7mmolD O O O SOCI,0 1.9

mLO 26.7mmol0 00 002000000000 2.3mLO 21.4mmol0 O O O CHCI;0O 50mLO O
ooooboACODOOO0OOoOoooooooooOowvMeoHDODODDOOOOOO1.7g00OD0O0O
000000540 00'H NMRO CbCl;O 6 O 10.880 br s,1HO O 9.210 s,1HO O 8.910 s,1
HO O 8.700 dd,JO 1.0,8.3Hz,1H0 O 7.950 8.010 m,1HO O 7.870 7.940 m,1HO O 7.600 7
.680 m,2HO O 7.410 dd,JO 1.3,8.0Hz,1H0 O 7.340 dt,J0 1.2,7.8Hz,1H0 O 7.070 dt,J

1.4,7.7Hz,1HO O MSO ESO O m/z 297.10 MO O O

gooado

0000oONOOC2000000D0D0D00400000000D000 100
ocoO0oOi1smlO 004000000000 0O0ODOS.090 27.5mmold 00O O SOCI,O 5.0mL

68.6mmol0 0 OO0 D200000000O0A5.8mLO55.0mmol0 O O O CHCI,0O 150mLO O O
OoooADDODOOOCOOO0OOOOOoOoOoOgCcCH,Cl,OoOooDbODODOOOOODODOOoOoQoo

OOvMeOHO O OOOOOOOODODDODDODOOOOOOO?2.2g0000C0C0O0O0O0OO0OOO0OS

10 0 O 'H NMRO cbCl,0 %6 O 8.410 dd,J0O 1.3,8.3Hz,1H0 O 8.310 br s,1HO O 7.670 d,J

0 8.6Hz,1HO0 O 7.570 d,J0 2.1Hz,1HO O 7.520 dd,J0O 2.2,8.5Hz,1H0O0 O 7.440 dd,JO0 1.3
,8.1Hz,1HO0 O 7.350 dt,J0 1.3,7.9Hz,1H0 O 7.130 dt,J0O0 1.4,7.8Hz,1H0O O 5.880 br s,

2H0 O MSO ESO O m/z 292.00 MO O O
ogooaoan
o200000NO 0200000000000 00000000000I11pO
ooOoOogilsomltOD 002000000 0000000D0DD0OD0OS.09032.7mmolO O O O SOC
I,06.0mLO 81.6mmol0 0 0002000 0000006.9mLO 65.4mmol0 O O O CHCI,0O 15

omltOODO0OO0ODOO0OADODODODOOCDOOODODOOONMeOH/CH,CI,ODOD20000000
ooboooboooboooboobooobooegomg 0D OODOODOODOI1I2000 "H ONM

RO MeOHO d,0 6 O 7.920 dd,J0O 1.6,8.1Hz,1H0 O 7.480 dd,JO 1.5,7.7Hz,1HO O 7.340d

t,J01.5,7.7Hz,1HO0 O 7.200 dt,J0 1.7,7.7Hz,1HO O 7.160 d,J0 2.7Hz,1H0 O 6.830 dd
,02.7,8.7Hz,1HO O 6.760 d,J0 8.7Hz,1HO O 6.240 br s,2HO O MSO ESO O m/z 263.00

MO O O
gooooao
o200000NOO0200000000004,500000000000001q0
OoODO0O0OD0eoOmLOOD04,5000000000D0D0O00O00D0Z2.0g0 11.6mmol0 O O O SOCI,0O

2.1m10 28.9mmol0 0 00020000 000002.4mL0O 23.2mmol0 O O O CHCI;0 60mLO

u
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R B N

O 0Ooo0oooo

OCOO0O0OO0DOACDODOOCDOODODODOOODOOCH,CI,OOOEtOAc/OD0D0DOO0O200
oooooooooooooobobbbooOooooo7e9mgOOD0ODOOOOOOOOZ23
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0OO00'H NMRO cbCl, 006 O 8.690 8.820 m,1HO O 8.000 dd,JO 8.4,9.0Hz,1HO O 7.900 d
d,JO 8.9,12Hz,1H0 O 7.390 dd,JO 6.8,10Hz,1H0 O 6.530 dd,J0O 6.6,12Hz,1H0O O 6.410
br s,2H0 O 5.790 br s,1HO O MSO ESO O m/z 283.10 MO O O

oooood

22000 0o0ONOD20000000000S50000000000001rd
OCoO0oOOos3omlOO0 020000050 0000000001.0906.45mmold 0 0O O SoOCH,
O1.2nLO16.1mmol0 0 0002000000000 1.4mL0O 12.9mmol0 O O O CHCI;O 30mL
Ooo0ooooooACOD0O0O0OO0O0oOoOoooooooOcH,CcL,ODDODOO0OO0OO0OD0ODOoOoDoOooOoOogos
85mg|:|DDDDDDDDDDDDDDDSSDDDlH NMRO CDCI; 0 & O 7.660 dd,JO 2.9,8
.7Hz,1HO O 7.520 7.550 m,1H0 O 7.320 7.370 m,3H0 O 7.090 dt,J0 3.0,8.5Hz,1HO O 6
.710 dd,J0O 4.3,8.7Hz,1HO O MSO ESO O m/z 305.00 MO 400 O

ooooad

gooogao

oooooboooboaoooad
zi0b0booooosoz20b0b0O000COO0OO0OSG,7DO0D0O00COCO3KOOOOOOOE
g ooz2a0

O0030ml0O 0O O 1ab0 2.95g0 9.63mmol0 0000000 O0O0CDOOO0OCDO?2.3mLO 28.9
molD ODOOODODODOOBOODDOODOODOODODOK,Co,00000000D00O0O0DO0O0OC
OooooooooooooobDbDbDDo0O1.6lg00D0D0ODDDODOOCOODOODOd4600O0
"H NMRO cbCl, 006 O 7.590 7.660 m,2HO O 7.450 7.560 m,3H0O O 7.200 s,1HO O 4.37
d,JO 12Hz,1HO O 4.080 d,J0O 12Hz,1HO O 4.040 s,3HO O 4.000 s,3HO O MSO ESO O m/
365.00 MO O O

oooogad

e 0D o0obD200000000300200000000003K0O00000O040 OO
2b0

ODO0O1omLO O O 1b0O 500mg0 1.54mmol0 0 00000 0D0O0O00DODOO0O0OO0.37mLO 4.61m
molDO OOOOOOCOBOODODODODODODODOODODODODODDODDODODODODODODODODODOODOO
DDDDDDDDD490ngDDDDDDDDDDDSSDDDlH NMRO CDCI; O & O 8.430
d,JO 2.3Hz,1HO O 7.910 dd,J0O 2.3,8.7Hz,1H0 O 7.670 d,J0 8.7Hz,1HO O 7.600 7.650
m,1HO O 7.470 7.560 m,2H0 O 7.520 t,J0 5.3Hz,1HO O 7.470 7.560 m,1HO O 4.370 d,J
O 12Hz,1HO O 4.060 d,J0 12Hz,1HO O MSO ESO O m/z 385.00 MO O O

gooooan

20000000030 02000000000070000003KO000000040O0
0 d2cOd

O0010mLO O O 1cO 500mg0 1.89mmol0 0D O D00 O0O0ODOOOCODOOODOO0.45mLO 5.67m
molDO OOODOOOCOCBOODOOOODOODODOK,Co,00000000D0O0O00DOO0OO
gooooboooboooboobooboosoaimg 000D 0o0bO0oO0bOOons20dd
O 'H NMRO cbCl, 06 O 8.320 dd,J0O 6.0,8.9Hz,1HO O 7.590 7.660 m,1HO O 7.500 7.55
Om,3H0 O 7.440 dd,J0O 2.4,9.4Hz,1H0 0O 7.270 dt,J0 2.5,8.5Hz,1H0 O 4.370 d,J0 12H
z,1HO O 4.070 d,J0O 12Hz,1HO O MSO ESO O m/z 323.00 MO O O

ugoodaoan

e 00002000 00000300200000000003K00000004000
O 2d0O

OD0OO0O1omLD O O 1dO 500mg0O 1.78mmol0 0000 O0OC00ODOO0O0OCDOOODOO0.42mLO 5.33m
mlO OO O0O0O0O0O0OBOOOOOODODODODODODODODODODDODDDDDOOCOCDOODODODOOO
DEII:II]DSSSngDDDDDDDDDDQZDDDlH NMRO CDCI; 0 & O 8.270 d,J0 1.9Hz
,1HO0 O 7.740 7.780 m,2HO O 7.600 7.660 m,1HO O 7.480 7.570 m,3H0 O 4.370 d,J0O 12
Hz,1HO O 4.070 d,J0 12Hz,1HO O MSO ESO O m/z 339.00 MO O O

ugoodaoan
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O 0O 2ed

OD0010mLO O O 1e0 500mg0 1.89mmol0 00D 0 0 O0O0ODOOOODOOODOO0.45mLO 5.67m
molD OO ODOOOOCBOODODOOODOODOK,C,00O00O00O0ODODODOOODODOODO
0000000000000 OoOO0D0DOooOoDO043mgi 0000000 OoOO0DOODaDO7T00
0 O'H NMRO CDCI,0 & O 7.760 dt,J0 5.3,8.2Hz,1H0 0 7.560 7.650 m,2H0 O 7.470 7.5
60 m,3HO O 7.160 7.250 m,1HO O 4.350 d,J0O 12Hz,1HO O 4.070 d,J0O 12Hz,1HO O MSO E
SO Om/z 323.00MO0 0O

oooooao

0500000200000 000300200000000003KMO0O00O0000O0O4000O0
O 2f0

O0015ml0 0 0O 1f0 1.00g03.56mmol0 0 000000 O0O0OCOCDOOOQOO0.85mLO 10.7m
molDO DO ODODODOOBOODDODODODODODUOODODODODDODODODODOODODOODODOODOO
000000000 79Amg0 0000000000 DO0O0O065000%H NMRO CDCI,08 O
7.700 s,1HO O 7.680 d,J0O 3.8Hz,1HO O 7.610 7.650 m,1HO O 7.550 dd,J0 2.7,6.4Hz,1
HO O 7.510 d,J0 3.1Hz,1HO O 7.500 s,2HO O 4.350 d,J0 12Hz,1HO O 4.050 d,J0 12Hz,
1HO O MSO ESO O m/z 339.00 MO O O

oooooao

020000000030 0200000000005000003O00O00000O4000
0 2g0

O0040mL0O O O 1g0 2.18g0 8.36mmol0 0 0000 00O OOODOOOO?2.0mLO 25.1mm
ol 000000 O0BOODODOODODODOODODOCH,CI,DOOEtOAc/OOODOODO200000O
0oo0Do0ooDo0Do0oooo0Do0ooooDOo0o0ooDo0DooooDo0DooDoDoDoOooDoDoDoooDoOooOan
O0D0638myg0 0000000000 DO0D0240 00 'H NMRO DMSOD dgO & 0 7.730 7.8
00 m,3HO O 7.580 7.640 m,3HO O 7.410 d,J0 7.4Hz,1HO O 4.400 d,J0 12Hz,1HO O 4.26
0 d,JO 12Hz,1HO O 2.740 s,3H0 O MSO ESO O m/z 319.00 MO O O

oooooao
Osoo0O0O0O0200000000O3MqO200000000003O0O0OO00O0ODO400O0O
O 2h0O

O0010mLO O O 1hO 500mg0O 1.78mmol0 0000 0O00O0OO0O00ODOOODOO0.49mI0 6.13m
molD DO ODDOO0OBOODODODOODOODODOK,Co,00000000O00O00ODOOOO
0000000000000 0000000448mg0 0 0000000007400 0°%H NM
RO CDCI;0 6 O 8.230 dd,JO 1.4,8.0Hz,1HO O 7.900 dd,J0 1.4,7.8Hz,1H0O O 7.610 7.66
Om,lHO O 7.510 7.550 m,3H0O O 7.470 t,J0 8.0Hz,1HO O 4.480 d,J0O 12Hz,1HO O 4.12
0 d,JO 12Hz,1HO O MSO ESO O m/z 339.00 MO O O

Ooooooao

030 0000o0D200005000002000000003K0000O0O0O0O400002
i0

O00O30mlO OO 1li02.0gd6.20mmol0 000000000 DOOODODOODZ1.5mLO 18_.6mmo
ID0000000BOOODODODOODODODOCHCI,OOOOoOoooOOooooDoooooOodo
Ooo0oo0oooO0O0ooOO0DO0ooooDooooD0Oob0l1l44gD0D0DDO0OoO0DOODeBIOO
O'H NMRO €DCI,0 8 O 7.610 7.640 m,1HO O 7.580 7.590 m,1HO O 7.540 7.570 m, 2HO
0 7.520 7.530 m,1HO O 7.450 7.520 m,2H0 O 7.240 s,5H0 O 3.920 4.030 m,2H0O O MSO
ESO O m/z 381.00 MO O O

oooooao
Os50000020000000030o000003WOOO0ODOOO40 O OO 250
O0015ml0O 0O 0O 150 750mg0 2.88mmol0 0 OO0 O0O0ODOOOODODOODOO0.69mLO 8.63m
molD DO ODODODOO0OBOODODODODODODODODOCH,CL,0OOODOOODODOooOoDOooooDOoOo
ooooooO0O0ooOOoDOooooDooooDoooD3omg OO0 oooDOoOoos37od
O'H NMRO €DCI,0 & O 7.690 d,J0 2.1Hz,1HO O 7.680 q,J0 7.4Hz,1HO O 7.540 dd,J0 2
.2,7.0Hz,1H0 O 7.350 7.470 m,3H0 O 7.210 7.250 m,1HO O 4.270 d,J0 12Hz,1HO O 4.1
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10 d,J0 12Hz,1HO O 2.180 s,3H0 O MSO ESO O m/z 319.00 MO O O

ooooogad
os000002000000003002000000000003K0000000O0400
O 0O 2k0O

OO00O20mLO0 00 1kO 1.0g03.78mmolO 0000 000O0OOOOOOOOO0.90mLDO 11.3mm
ol 0 0D0DOO0O0OOBOOODOOODOOOODOCH,CIL,OODOOODODODOooODOOooDOO
DDDDD484ngDDDDDDDDDDD4ODDD1H NMRO CDCI, 0 & O 7.690 s,1HO O
7.680 d,J0 3.2Hz,1HO O 7.560 d,J0 3.0Hz,1HO O 7.540 d,J0 3.0Hz,1HO O 7.400 7.47
Om,1HO O 7.350 7.380 m,1HO O 7.270 7.320 m,1HO O 4.350 d,J0O 12Hz,1HO O 4.180 d,
JO 12Hz,1HO O MSO ESO O m/z 323.00 MO O O

ogooaoan
os000002000000003002000000000003K0000000400
Ooogdz21g

OCOO0O40mlO 0O 110 2.6g0 9. 41mmol0 000 00COO0OCDOOODODOOZ2.2mLO 28.2mmo
ID0000000BO0O0O0ODOOOODOODOCHCL,OODDODODOODDOODOooODODODOoODODOO
goooobooooboooboobooboobosr4amgb 00D O0O0ODOODOOOZ280 0O
O 'H NMRO cbCl,0 06 O 7.550 7.740 m,2HO O 7.470 7.540 m,2H0 O 7.340 dd,J0 1.7,7.8
Hz,1HO O 7.130 dt,J0 1.2,7.7Hz,1H0 O 7.080 dd,JO 1.0,8.4Hz,1H0 O 4.290 d,J0 12Hz
,1HO 0 4.110 d,J0 12Hz,1HO O 3.800 s,3HO O MSO ESO O m/z 335.00 MO O O
oooood

220000000030 bo200000000008 00000000 0O0O0O3KOOODOOO
o040 00 0O 2mO

ODO0O1omLDO O O 1m0 500mg0O 1.59mmol0 00000000000 DOOO0O0O0.38mLO 4.77m
molO OO O0O0O0O0O0BODODO0OO0ODODODODODODODODODODODODDODODDDDODOCODODDODODODOOO
EII:II:II]DDDDDSSngDDDDDDDDDDDDDDGlDDDlH NMRO CDCI; O & O 8.
510 dd,JO 1.0,8.0Hz,1HO O 8.140 d,J0 7.3Hz,1H0O O 7.650 dd,J0 2.5,5.6Hz,1H0 O 7.6
20 d,J0O 3.9Hz,1HO O 7.480 7.600 m,3HO O 4.440 d,J0 12Hz,1HO O 4.120 d,J0 12Hz,1H
O 0OMSOESOD Om/z 373.00 MO O O

gooooao

20000000030 0200000000003KOO0D0OD0O0OgOOOOODODOA4GO OO
0 2nQd

O00O10mLO O O 1n0O 500mgd 1.68mmol0 0 000 0O0D0DDODDDOOCCOODOO.40mLO 5.05m
molDO O OODOOOOBOODOOOODODOOODOCHCIL,OOOOooOOoOOoOoooooooOood
ooooooooooooobobobbODoOoOoocboo232mgbODO0OO0OO0OOCOCOOOOOS390
OO 'H NMRO cbCl,0 06 O 8.920 s,1HO O 8.290 s,1HO0 0 8.810 d,J0 8.3,1H0 O 8.3200d,
JO 8.3Hz,1HO O 7.510 7.690 m,4H0 O 7.550 d,J0O 5.2Hz,1H0 O 7.530 d,J0O 3.8Hz,1HO
0 4.430 d,J0O 12Hz,1HO O 4.120 d,J0 12Hz,1HO O MSO ESO O m/z 355.00 MO O O
gooaoan

20000000030 0200000000007000003K000000040 00
0 200

ODO00O1omLD O O 1o0 500mg0O 1. 7mmol0 00000000 O0O0CDOOO0CO0.41mLO 5.14m
molD O OODODOO0OBOODDOOODODOODDOK,Co,000000000000CHCI,DO
20000000 00000000000000O0S3mg OO0 O0O0000O00O0DODOGDODDRDDSeO
0O O 'H NMRO cbCl, 006 O 8.640 d,J0 2.2Hz,1HO O 8.480 d,JO 8.8Hz,1HO O 8.320 dd,J
02.2,8.7Hz,1H0 O 7.660 dd,JO 2.5,6.0Hz,1H0 O 7.520 7.590 m,3HO O 4.410 d,J0 12H
z,1HO 0 4.100 d,J0 12Hz,1HO O MSO ESO O m/z 350.00 MO O O

oooooad
goboz20000000030200000000004000003,400000000
ooodebOOOCOOOOO?2pd

ODO0O1omlDO O O 1p0O 670mg0 2.55mmol0 0 0000000000 DODOO0OO.61mLO 7.65m
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molO OO OOOOOBOODODOOOOOOOOOD3O MeOH/CH,Cl,OOOOOOOOGOd
ooooooooooooobobbDbDboOOoOOocOoOOoDO0oO0oOoOoUogsb2amgbboood
D0O00D0DO00D0D0O057000%H NMRO CDCI,0 8 O 8.000 d,J0 2.7Hz,1HO O 7.820d,J
0 8.8Hz,1HO O 7.600 7.660 m,1HO O 7.560 dd,J0 2.7,8.8Hz,1H0 O 7.510 t,J0 4.7Hz,2
HO O 7.500 s,1HO O 4.380 d,J0 12Hz,1HO O 4.080 d,J0O 12Hz,1HO O 2.360 s,3HO O MS
O ESO Om/z 363.00 MO O O

ooooogod

020000000030 0200000000006, 70000 0003KWO00OOO0O0ODOA4
0O004d2q0d

OO00O12mlO0 0O O 1q0 700mgd 2.48mmol0 0 0000 O0DODDODOOOCCOCODOO.60mMLO 7.43m
molO O OO0 O0O0O0OBODODODOOOOOOOOCHCIL,OODDDODDDODODOODOoDOoooodd
gooooogogoooooooobbooooCoboOo?299ghbODDDOOCCODODODUODOUOOg2
60 O O 'H NMRO CDCI;0 & O 8.070 dd,JO 8.5,9.7Hz,1H0 O 7.640 dd,J0 2.5,5.6Hz, 1HO
0 7.600 dd,JO 3.5,11Hz,1H0O0 O 7.550 q,J0 2.9Hz,3HO O 7.520 d,J0O 1.9Hz,1HO O 7.49
7.510 m,1HO O 4.360 d,J0O 12Hz,1HO O 4.060 d,J0 12Hz,1HO O MSO ESO O m/z 341.0
MO OO

oooogod

2000000003 OD2000D0DDODODOO0OGOODDODODODO3KHODDODOODOCODO4D O
0 2r0O

0O0O0O15ml0 O O 1rO0 850mgd 3.21mmol0 0000 O0O0DODDODODOOOCODOO0.77mLO 9.63m
molO 0000 O0O0O0BOODOOOOODOOOOK,CO,000000000O0O0D0ODOEt0Ac/O
gooogoogoooooooooooooooO0oUooUoog/0cobbbgog20o0D000OO
O000D000000125mg00 0000000001200 0%YH NMRO CDCI,08 O 7.950
dd,JO 2.9,8.2Hz,1H0 0 7.810 dd,JO 4.8,9.0Hz,1HO O 7.610 7.660 m,1HO O 7.570 dd,J
02.7,8.6Hz,1H0 O 7.570 dd,J0O 2.7,8.6Hz,1H0O0 O 7.520 dd,JO 3.2,6.9Hz,1HO O 7.520
br s,2HO O 4.380 d,J0O 12Hz,1HO O 4.080 d,J0O 12Hz,1HO O MSO ESO O m/z 323.00 MO
od

ooooogod

oooogod

PIBKO ODODODODODODOAO

0O0O0O3dDbpOoo1

2006000000000 DODODODDODDOOO30200000000006, 700000001
O3HOOOooooo400 0O

0O00O02a0d 200mgO 0.546mmolD 00 OO 0O O 81mgd 0.601mmolO O K,C0,0 83mgd 0.601m
molO OO O ODMFO 4mLO OO DODDDODDODDOCOOOODODODDODDDDDODOOOODODODODOOGO
OEtoHO O OO0 O0OoooOoOooODODDODODO1e4mg0 00 O0DDDODDODOOCOCOOOSGBSO OO
00 281.50282.70 0000 0'H NMRO DMSOO dg 0 & O 8.060 s,1HO O 8.040 s,1HO O 7.
760 7.810 m,1HO O 7.700 7.760 m,1HO O 7.600 7.670 m,2HO O 7.450 s,1HO O 7.220 s,
2HO O 6.900 s,1HO O 5.080 d,J0O 17Hz,1HO O 4.910 d,J0 17Hz,1HO O 3.870 s,3HO O 3.
870 s,3HO0 O '*Cc NMRO DMSOO dg O ppmO 159.90 156.20 155.40 152.90 150.00 149.70 14
9.40 143.00 141.90 133.70 132.10 131.90 131.20 130.80 129.30 118.40 113.60 108.4
0 105.80 56.50 56.10 44.70 MSO ESO O m/z 464.10MO O O C,,H;4CIN;,0,0 0.1C,Hs00 0
L05KCID OO DODODOODOCOS56.470 HO 3.970 CcIO 7.880 NO 20.760 O O O O CO 56.540 HO
4.050 CIO 7.770 NO 20.550

oooogod

0O O0O0dadobpoooz2
20060000CCCO0OoO0DODODDDDOOEIODODODO3WU20OO0CCDOD0OD0ODOOSHO
Oo0oooo400 0

0O0O0O0d2b0d 100mgO 0.260mmol0 0000 0O O 39mgd 0.286mmol0 O K,CO0,0 40mgd 0.286m
molOOOOODMFO 2mLlO OO DO DDODOCOOOODODODODDDDOOCOCOCOOEtoOHO OO

O 0Ooo0ooo
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oooooooooooos2mgD0D000CC0CCOO0OO0OO0O0O04100000284.20284.700
0O00O"H NMRO DMSOO de 0 & O 8.240 d,J0 2.0Hz,1HO O 8.050 s,1HO O 8.030 s, 1HO
0 7.980 dd,JO 1.9,8.6Hz,1HO O 7.740 7.830 m,2H0 O 7.590 7.680 m,2HO0 O 7.460 d,J
0 8.7Hz,1HO O 7.220 s,2HO0 0 5.120 d,J0 17Hz,1HO O 4.940 d,J0 17Hz,1HO O *°C NMR
O DMSOO dg O ppmO 159.50 156.20 152.90 152.00 150.10 145.80 141.80 138.40 133.10
132.20 131.90 131.10 130.90 130.10 129.40 128.90 122.40 120.40 118.40 45.00 MSO
ESO O m/z 482.00 MO O O C,oH,;3CIBrN,00 0.1KCIOD O OO O O O CO 49.010 HO 2.670 CI
O 7.960 NO 20.000 0 O 0O O CO 48.820 HO 2.820 C10 8.000 NO 19.790

ugoodaoan

0o0ddgobpooos

200600000 CO0OoODODODODDODDO3O02000000000070D00000S3H
ooooooo400 0

O00O0O02cO 100mgO 0.310mmolD O OO OO O 46mgd 0.340mmolO O K,C0,0 47mgl 0.340m
molO OOOODMFOIMLO OO ODOOOOCOCOODODODODDODODOODOOOCODOEtOHDOD OO
oooooooooooosmgbOO0OO0OO0COOCOO0OO0OO0OO0OO0OO04400000216.80217.2
OO 'H NMRO DMSOO d¢ 0 6 U 8.220 dd,J0 6.3,8.7Hz,1HO O 8.050 s,1HO O 8.030 s,1HO
Ov7.780 7.800 m,2HO O 7.610 7.640 m,2H0 O 7.460 dt,J0 2.1,8.6Hz,1H0 O 7.320d,J
0 9.8Hz,1HO O 7.220 s,2H0 0 5.130 d,J0 17Hz,1HO O 4.950 d,J0 17Hz,1HO O **C NMR
O DMSOO dg O ppmO 166.10 d,J0 253Hz0 O 159.60 155.80 152.50 149.70 148.60 d0O JO 1
4HzO O 141.40 132.80 131.80 131.60 130.80 130.50 129.80 d,JO 11HzO O 129.00 118.
10 117.40 116.20 d,J0O 24HzO O 112.70 d,J0 22HzO O 44.60 MSO ESO O m/z 422.00 MO
O0C,pH;3CIFN,00 0.1H,00 0.15KCIO 0 O OO O O CO55.250 HO 3.060 C10 9.380 NO 2
2.550 00 00 CO55.130 HO 2.920 CI0O 9.120 NO 22.300

gooooan

O 0O0O0DDOoo4
00eODOO0O0OOCOOSODODODDODOOOeOO0ODODO3WO200000C0O0O0O0OS3HO
ooooaood4boaano

OD00O02d0 100mgd 0.294mmolD 0 O O 0O O O 44mg0 0.323mmol0 O K,C0,0 45mg0 0.323m
molOOOOODMFO ImLO OO DODDDOCOOOODODODODDDDOCOCOCOOEtoOHO OO
oooooooooooosomgDOOOCOCOOO0OO0OO0O0O03900000294.50294.8000
0O00'H NMRO DMSOO d¢0 & 0 8.100 d,0J0 2.2Hz,1HO O 8.050 s,1HO O 8.030 s,1HO
07.860 dd,JO 2.4,8.8Hz,1HO O 7.750 7.820 m,2HO O 7.590 7.670 m,2H0 O 7.530d,J
0 8.7Hz,1HO O 7.220 br s,2H0 0 5.130 d,J0 17Hz,1HO O 4.950 d,J0 17Hz,1HO O *°C N
MRO DMSOO dg O ppmO 159.70 156.20 152.90 151.90 150.10 145.50 141.80 135.70 133.1
0 132.30 132.20 131.90 131.10 130.90 130.00 129.40 125.90 122.00 118.40 44.90 MS
O ESO Om/z 438.00 MO O O C,oH,3CI,N, 000000 00O CO54.810 HO 2.990 NO 22.37
Oo0000cObs54.720 HO 2.870 NO 22.180

gooaoan

0O O04dgobpooos

2006000000000 00000D000O03IDO2000000000050000003H
uobooaoobd4d oo

OD0O0O02e0 200mgd 0.619mmolD 0 OO0 0O O O 92mg0 0.681mmolD O K,C0,0 94mg0 0.680m
molDO O OOODMFO4mLO O DO DODOODOCOOODOODODODOOODOODODOMeOH/CH,CI
, 000000000000 COCO0O0O0O168mgO0 000 COO0OO0OO0OO0OO0O0640 00 0O O 159
017200000000 O0'H NMRO DMSOO d¢ 0 6 O 8.100 s,1HO 0 8.080 s,1HO O 7.730 7
.890 m,3HO O 7.570 7.710 m,2H0 O 7.370 7.480 m,2H0 O 7.340 d,J0 11Hz,1HO O 7.30
0 d,J0 8.3Hz,1HO O 5.140 d,J0 17Hz,1HO O 4.940 d,J0 17Hz,1HO O “®C NMRO DMSOD dg
O ppmO 160.80 d,J0O 264Hz0O O 157.50 d,J0 4.2HzO O 155.80 152.40 152.40 150.00 148
.70 142.10 136.40 d,J0 11HzO 0O 133.00 132.20 132.10 131.20 130.90 129.40 123.80
d,JO 3.6Hz0O O 118.40 114.50 d,J0O 20HzO O 110.20 d,J0 6.0HzO O 44.90 MSO ESO O m/
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z 422.00 MO O O C,oH,3CIFN, 00 0 00O OO OCO 56.950HO 3.110 CIO 8.400 NO 23.24
O000ODCO54.620 HO 3.320 CIO 9.400 NO 21.290

Ooooooao

O0O0O0ODO 006

2006000000000 0D0DDODODO0OS00000300200000000003HO
Oooooo4000

O0O0O0d2f0 300mgd 0.883mmol0 0 OO O O O 131mg0d 0.972mmol0d O K,C0,0 134mg0 0.97
2mmol0 O OO ODMFO 4mLO 0D DD DOOOCOODODDDDDODOOOOOOOOMeOH/CH,
cCl,0OODOOoODODUOODDODODUODOODEtOHOD D OO O DODOOODO1188mg0 O OO OOOGOO
O0O00D0D04900 00 0245.70246.00 0220000000000 "%H NMRO DMSOO dg O
6 0 8.060 s,1HO O 8.040 s,1HO O 7.760 7.810 m,2HO O 7.720 dO JO 8.0Hz,1HO O 7.59
0O 7.660 m,3HO0 O 7.410 d,J0O 8.1Hz,1HO O 7.260 br s,2HO O 5.110 d,J0 17Hz,1HO O 4.
930 d,J0 17Hz,1HO O *®C NMRO DMSOO dg O ppmO 158.50 156.20 152.90 152.20 150.10 1
49.20 141.80 135.40 133.30 133.20 132.10 132.00 131.2,130.90 130.40 129.40 127.3
0 118.40 117.70 44.90 MSO ESO O m/z 438.00 MO O O C,qH,53CI,N,00 0.1C,Hg00 0.05H,
00000000 cds54.670HO 3.110 CI0O 15.980 NO 22.090 0 0 0O O CO 54.350 HO 3.00
O ClO 15.820 NO 22.310

oooooao

0O 0Odadobooov

200600 000000900 DOOO0OOO3OO20000000000500000 3HO
OoO0oOooo4000

00 0O0d2g0d 250mg0 0.783mmol0 0 0000 O 116mg0 0.862mmold O K,C0,0 119mg0d 0.86
2mmol0 O OO ODMFO4mLO OO0 O OO OOCOODOODDODODODODODOODODODOOOEtOHO O
D000D0DO0009mg000000O00D00002800000190.70190.90 0 'H NMRO
DMSOO dg 00 & O 8.050 s,1HO O 8.030 s,1HO O 7.760 7.790 m,1HO O 7.710 7.740 m,1HO
0 7.590 7.670 m,1HO O 7.340 d,J0 7.4Hz,1H0O O 7.280 d,J0 8.2Hz,1HO O 7.240 br s,2
HO 0 5.070 d,J0 17Hz,1HO O 4.920 d,J0 17Hz,1HO O 2.730 s,3H0 O "*C NMRO DMSOO dg
O ppmO 161.10 156.20 152.80 150.90 150.10 148.30 141.90 141.00 134.60 133.60 132
.20 131.90 131.30 130.80 130.30 129.30 125.90 119.10 118.40 44.80 22.80 MSO ESO
Om/z 418.10 MO O O C,,H;¢CIN, OO H, 000 00 00O OCOS57.870 HO 4.160 C10 8.130 N
022.490 0 00O DO COS57.780 HO 3.990 C10O 8.380 NO 22.320

oooooao

O0O0O0ODOoos

200600 000000900 D0OOODODODOGOOIDDO3WD200000D0D00OD0DO3HO
Oo0DOo0Oooo40 00

O00Od2h0O 100mgd 0.294mmol0 0 O O 0O O O 44mg0 0-.324mmol0 O K,C050 45mg0 0.324m
molO OOOODMFO ImLO OO DO DDDODDOCOOOOODODDODODDDDDOOG® ODQODMeOH/CH,CI
, 0000000000000 o0ooosomgD 00000000 D0OOO3900000273.3
0273.5000000"H NMRO DMSOO dg 0 & 0 8.110 dd,JO 1.30 8.0Hz,1HO O 8.080 s, 1H
0 08.050s,1HO0 0 8.000dd,J0O0 1.3,7.8Hz,1HO0 O 7.790 7.830 m,2HO O 7.630 7.660 m,
2HO O 7.560 t,J0 7.9Hz,1HO O 7.210 br s,2H0 0 5.170 d,J0O 17Hz,1HO O 4.970 d,J0 1
7Hz,1HO O *®C NMRO DMSOO dg O ppmO 160.20 156.10 152.80 152.20 150.20 143.30 142.
00 135.60 133.10 132.30 131.90 131.10 131.00 130.90 129.40 128.40 126.00 122.50
118.40 45.00 MSO ESO O m/z 438.00 MO O O C,oH,;3CI,N,00 0.1CH,00 0.6H,00 0.15KCI
0O000000COS52.090HO 3.180 N0 21.1500 00 0O CO 51.850 HO 2.930 NO 21.010
oooooao

OO0O0O0ODO 009

2006000000000 0ODODODODOO0O3L00O0O0O0OD200005000003HO0O
OoDooo4000

OD000O?2i0400mgd 1.05mmol0 O OO O O O 155mg0 1.15mmol0 O K,CO05;0 159mg0 1.15mm
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olDODDOODMFOSGMLOOODDODOODOCODODODODODDODODODODDODODDODODODOEtOHDO OO
O000D000344mg0 0 0000000006800 000299.90300.1000 000"
NMRO DMSOO dgO &6 0O 8.080 s,1HO O 7.890 s,1HO O 7.580 7.730 m,5H0 O 7.510 d,J0 7.
9Hz,1HO O 7.460 d,J0O 7.5Hz,2H0 O 7.270 7.410 m,3HO0 O 7.140 7.270 m,3HO0 O 5.140 d
,JO0 17Hz,1HO O 4.820 d,J0 17Hz,1HO O *®Cc NMRO DMSOO dg O ppmO 159.60 156.20 152.8
0 152.50 150.00 149.00 141.70 140.20 137.70 135.00 133.30 133.20 131.80 130.70 1
30.10 129.80 129.50 128.80 128.60 128.40 127.10 118.40 117.60 45.30 MSO ESO O m/
z 480.10MO 0O O C,gH,4CIN; OO D DD DODODOCOG65.070 HO 3.780 ClO 7.390 NO 20.430
O0O00OCO64.770 HO 3.750 C10 7.430 NO 20.350

oooooao

0O0O0O0ODDOOo10

50000020090 0000600000000DO00O0OD0O0O3000000O0O3HOODN
OO00040 OO

O000O2j0200mg00.626mmol0 060 0 00000000000 0NOO93mgO 0.546mmolO O
K,C0,0 95mg0 0.689mmol0 0 0 O ODMFO4mLO DO ODO0ODOODOCOODODODODOODOOOD
ODO0O0DOO0OEtOHO O OO OOODDODD125mg0 0 000DO0DODODODODOOGA 460 00 0O0O213.9
OO0 'H NMRO DMSOO dg0 & O 13.530 br s,1HO 0 8.490 s,1HO O 8.440 s,1HO O 7.780 t,
JO 7.9Hz,1HO O 7.630 d,J0O 8.2Hz,1HO O 7.590 d,J0 7.7Hz,1HO O 7.490 d,J0 6.9Hz, 1H
00 7.240 7.410 m,3H0 O 4.320 4.450 m,2HO0 O 2.140 s,3H0 O "*C NMRO DMSOO dg O ppm
0 158.90 157.20 154.20 151.50 149.70 149.60 143.50 136.10 135.90 135.10 133.20 1
31.30 130.30 130.00 129.90 129.10 127.60 127.10 117.80 32.40 17.50 MSO ESO O m/z
438.00 MO O O C,;H;5CINgOSO 0 O OO DO OCOS58.000HO 3.480 C10O 8.150 NO 19.320
SO 7.370 0 00O 0OCO58.050HO 3.380CI10 8.890 NO 18.380 SO 7.000

oooooao

O0O0O0ODOo11

50000030 02000000000002000H00000G000ODO0ODO0ODOOOO
Oo0o0go3Hooooooo400d

O0002k0O 210mg0 0.650mmol0 060 0 0000 O0ODOOO0ODOO1122mgd 0.715mmol0O
0O K,C0,0 99mgO 0.715mmol0 0 0D 0O ODMFO4nLO D0 0D 0O OOCOODODODODODODOOO
OD0DO0DO0OO0ODEtOHO OO OO OOODOO240mg0 00000 O00DODOODO® 840 00O 0O 0O 244
.00 O 'H NMRO DMSOO dg0 & O 13.560 br s,1HO 0 8.500 s,1HO O 8.450 s,1HO O 7.810
t,J0 8.0Hz,1HO O 7.740 t,J0 7.7Hz,1HO O 7.670 d,J0O 8_.1Hz,1HO O 7.620 d,J0O 7.7Hz,
1HO O 7.460 7.550 m,1HO O 7.290 7.420 m,2HO O 4.470 4.590 m,2HO O “>C NMRO DMSO
O dgO ppmO 158.40 157.30 d,J0O 249Hz0O O 156.40 153.80 151.00 149.10 143.20 135.0
0 132.90 131.80 d,J0O 8.0HzO O 130.80 129.90 126.70 125.30 d,J0O 3.5Hz0O O 123.60 d
,JO 13HzO O 117.00 116.20 d,J0O 19HzO O 31.70 MSO ESO O m/z 439.00 MO O O C,qH,,C
IFN;OSO DO DOOO 0OCO54.740 HO 2.760 C10O 8.080 NO 19.150 sO 7.310 0 0 O O CO
54.420 HO 2.880 Cl10 8.080 NO 18.870 SO 7.080

oooooao

000 3ODbOoolz

20060 0000000900 DODOODODOOSODOO0OO3D2000000D000003H
OoO0oOoooDo4000

00 0O02kO 210mgO 0.650mmol0 0 000 0O O 97mgd 0.715mmol0O O K,CO050 99mgO 0.715m
molDO O OOODMFO4mLO OO DD ODODOCOODODOODDODDODODODDODODODODODOEtOHOD OO
D000DO00137mg0 0000000000050 0000295.60295.8000000°"
H NMRO DMSOO dgO & O 8.050 s,1HO O 8.040 s,1HO O 7.750 t,J0 7.6Hz,1HO O 7.740 t,
JO 7.9Hz,1HO O 7.620 7.690 m,1HO O 7.610 d,J0 7.6Hz,1HO O 7.470 7.550 m,1HO O 7.
480 d,JO 7.8Hz,1HO O 7.410 d,J0O 8.0Hz,1HO O 7.240 br s,2HO0 O 5.190 d,J0O 17Hz,1H
0 05.030d,J0 17Hz,1HO O *°C NMRO DMSOO dg O ppmO 158.70 157.60 d,J0 250Hz0 O 15
6.20 152.80 152.40 150.00 149.20 141.80 135.40 133.30 132.50 d,J0O 8.0HzO O 131.0
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0 130.40 127.30 126.20 d,J0 3.5Hz0O O 123.10 d,J0 14HzO O 118.40 117.60 117.20d,
JO 19HzO 0O 45.10 MSO ESO O m/z 422.00 MO O O C,oH,3CIFN,00 0.05C,Hg00 0 0 O 0O O
0O CO 56.920 HO 3.160 CIO 8.360 N0 23.120 0 0 O O CO 56.790 HO 3.200 clO 8.460 N
0 22.790

gooooao

0O040obpoo1s

300000002000 06000002000H0000060000000D0OD0O00O0A0
g3 ooooood4bo 0o

OO00OO0O2i0400mgO 1.05mmol0 060 0000000000000 196mg0O 1.15mmolO O K
,C0,0 159mgO 1.15mmol0 0 00 O0DMFO SMLO O OO DOODOCOODOODODODDOODODOGO
O0O0OOMeOH/CH,CI,OODODODOODODODODODODODODODODOOEOHO OO DODOOOODOO4
39ngDDDDDDDDDDDDDD84DDDDDZZZ.ODZZZ.SDDDDDDlH NMRO DM
SO0 dg 0 & O 13.560 br s,1HO O 8.550 s,1HO O 8.450 s,1HO O 7.730 t,J0O 8.0Hz,1HO
07.640 d,J0 7.7Hz,1HO O 7.500 7.590 m,4H0 O 7.410 7.480 m,1HO O 7.250 7.380 m,5
HO O 4.410 d,J0 16Hz,1HO O 4.160 d,J0 16Hz,1HO O “*C NMRO DMSOD de 0 ppmO 160.20
157.00 153.70 151.50 149.70 149.30 143.50 139.90 137.80 135.10 134.10 133.30 131
.50 130.50 130.30 130.10 129.10 128.90 128.40 128.40 126.90 117.50 32.30 MSO ES
OD0Om/z 497.00 MO O O C,eH,7;CINgOSO O DO OO DO DOCDO 62.840 HO 3.450 C10 7.130 NO
16.910 SO 6.450 0 O O O CO 62.600 HO 3.470 C10 7.150 NO 16.650 SO 6.410
oooood

00o00O0O0bOdol4
stooogs3goz20o0o0boob0Ob0Ob0OO0O0c0c2000DOD0O0O0O6O0O0O00ODODODODODODODRDO
oooos3Hooooooo4000d

0000210 250mgO 0.746mmol0 060 00000000 D0ODODODODO140mgd 0.821mmolO
O K,C0,0 113mgd 0.821mmol0 0D OO ODMFO4mLO0 OO OO OOOCODODDOOOODOOODO
UoooooEtoHO O O0OO0OO0OD0ODDODDODOR4mg0 OO DO DDODODOOOOOG Y60 0000237
000000 154.6000000%H NMRO DMSOO d¢ 0 & O 13.530 br s,1HO O 8.520 s, 1H
O D0D8.450 s,1HO0 O 7.780 t,J0 7.9Hz,1HO O 7.640 d,J0 8.0Hz,1HO O 7.590 d,Jd0 7.7Hz
,1HO O 7.480 d,J0O 7.3Hz,1HO O 7.420 t,J0 7.7Hz,1HO O 7.150 d,J0O 8.2Hz,1HO O 7.03
0 t,J0 7.5Hz,1H0 O 4.450 s,2H0 0 3.760 s,3H0 O *°C NMRO DMSOO de¢ 0 ppmO 158.90 15
7.10 154.80 154.70 151.50 149.60 143.60 135.10 133.20 131.30 130.40 130.00 127.0
0 124.80 121.20 117.80 112.70 56.10 32.00 MSO ESO O m/z 451.00 MO O O C,,H;5CINg
0,50 0.15C,Hs 00 0.05KCIO 0 OO DO O OCOS55.430HO 3.470 CI0O 8.070 NO 18.210 SO 6
.950 0 O O O CO 55.490 HO 3.680 C10 7.950 NO 17.820 SO 6.820

ogooaoan

0O O04doobools
3020000000000 000002009HO0 000060 0ODOOODOOODOOO
oooos3Hooooooo400d

OD0OO0O2e0 200mgd 0.619mmol0 060 000000000 O00DO0OOOI1116mgd 0.681mmol0
O K,C0,0 94mg0O 0.681mmol0 0D OO ODMFO SMLO DO OOOOOCOOOODODOODOOO
OoooooEetoHO O OOODODODDODOO12mg0 00 O0DODODODOOOOS600000222.7
0223.80 0000 0"H NMRO DMSOO de 0 & O 13.560 br s,1HO O 8.480 s,1HO O 8.440 s
,1HO O 7.890 dt,J0O0 5.6,8.1Hz,1HO0 0 7.760 dd,0 JO 1.6,7-.3Hz,1HO0 O 7.670 d,J0 7.4H
z,1HO 0O 7.560 d,J0 8.1Hz,1HO O 7.470 t,30 7.1Hz,1H0 O 7.410 7.530 m,2H0 O 7.370
dd,J0 8.7,11Hz,1HO O 4.380 4.520 m,2HO O *°C NMRO DMSOO de¢ O ppmO 160.90 d,J0O 264
HzO O 157.60 156.80 154.10 151.50 149.60 149.00 143.60 136.40 d,J0 11HzO O 133.9
0 132.20 131.70 131.60 130.50 130.20 128.80 123.60 114.40 d,J0O 20HzO O 110.20 32
.00 MSO ESO O m/z 439.00 MO O O C,oH;,CIFNgOSO 0.5C,H00 O 0 O O O 0OCO 54.610H
0 3.270 CIO 7.680 NO 18.190 sO 6.940 0 O O O CO 54.370 HO 3.260 C10 7.890 NO 18.
260 SO 6.550
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oooo0oo
00O ODO 016
300200000000006,7000000020009H000006000000000C
000003000 D0O0004000

0000 2a0 200mgd 0.546mmol0 060 0000000000000 102mgd 0.601mmold
0 K,CO0,0 83mg0 0.601mmol0 0 0 D ODMFO SmL0 00O OO ODOCOOOODOODOOODO
O0O0ODODEtOHO 000000000 172mg0 0 0000000000650 0 000160
01800 00000 O OOYH NMRO DMSOO dg 0 & O 13.550 br s,1HO O 8.490 s,1HO O 8.4
40 s,1HO O 7.720 d,J0 6.9Hz,1HO O 7.660 d,J0 6.9Hz,1HO O 7.380 7.540 m,3HO0 O 7.2
20 s,1HO O 4.360 4.520 m,2HO0 O 3.940 s,3H0 0 3.890 s,3H0 O **C NMRO DMSOO dg O pp
mO 160.10 155.40 151.50 151.10 149.40 143.20 134.60 132.30 131.60 131.50 130.40
128.70 113.60 108.40 105.80 56.50 56.10 32.00 MSO ESO O m/z 481.10 MO O O Cy,H,,
CINg0,S0 0.5C,H,00 0.05KCI0 0 0O OO0 COS54.410 HO 3.970 C10 7.330 NO 16.550 S
06.320 0000 CO54.430 HO 3.940 CI0 7.690 NO 16.690 SO 6.520

Ooooo0oo

000 ODO 017

60 0000300200000 000002009H000006000000000000
O003KHO0OOO0OO0OD0O04000

000 O 2b0200mgd 0.519mmol0 060 0000000000000 97mgd 0.570mmold O
K,C0,0 79mg0 0.572mmol0 D OO ODMFO S0 00O D O0D0OCOODODO0OOOOOOO
O0O0OOOEtOHOO O ODOOOOO123mg0 00000000000 4700 000 2120
2420 00000000 NMRO DMSOO dg 0 & O 13.070 br s,1HO O 8.480 s,1HO O 8.44
Os,1HO0 0 8.240 d,J0 2.3Hz,1HO 0 8.060 dd,J0 2.3,8.7Hz,1HO O 7.760 dd,J0 1.9,7.4
Hz,1HO O 7.700 d,J0 8.7Hz,1HO O 7.660 d,J0 8.1Hz,1HO O 7.510 dd,J0 2.1,7.9Hz, 1H
00 7.460 dd,J0 1.9,7.9Hz,1H0 0 4.470 s,2H0 O *°C NMRO DMSOO dg O ppmO 159.70 156
.80 153.60 151.50 146.10 143.60 138.50 134.00 132.10 131.80 131.50 130.50 130.2
0 129.90 128.90 128.80 122.20 120.30 32.00 MSO ESO O m/z 499.00 MO O O CyoH,,CIB
rNg0SO 0.2C,H 00 0.05KCIO 00 00O O CO47.790 HO 2.590 NO 16.390 SO 6.250 O O
00 CO 47.560 HO 2.540 NO 16.250 SO 6.580

oooo0oo

000 ODO 018
3002000000000009H0000060000000000000000000
000003000000 0400 0

0000 2m0 200mg0 0.536mmol0 060 0000000000000 100mgd 0.588mmol
0 K,CO0,0 82mg0 0.593mmol0 0O 0 D ODMFO 4nl0 00D OO OO OCOOOODOODOOODO
O0O0ODOODEtOHDO 000000000 148mg0 0 0000000005600 000 218.5
0219.40 O *H NMRO DMSOO dg 0 & O 13.520 br s,1HO O 8.480 s,1HO O 8.440 s,1HO O 8
.430 d,J0 6.0Hz,1HO O 8.260 d,J0 7.5Hz,1HO O 7.840 dd,J0 2.5,6.7Hz,1HO O 7.700 7
.750 m,2H0 0 7.510 7.590 m,2HO O 4.400 4.550 m,2HO O *°C NMRO DMSOO dg O ppmO 160
.00 157.20 154.20 151.40 149.60 144 .40 143.40 133.80 133.00 q,J0 5.1HzO 0 132.0
0 131.90 131.60 131.40 130.60 129.00 127.30 125.20 q,J0 30HzO O 123.60 q,J0 273H
z0 0 121.80 32.60 MSO ESO O m/z 489.00 MO O O C,,H,,CIF;N,0S0 000 O O O cO 51.
590 HO 2.470 C10 7.250 NO 17.190 SO 6.560 0 0 O O €O 51.510 HO 2.550 C10 7.370 N
0 17.050 SO 6.380

oooooo

000 ODO 019
300200000000002000H000006000000000000003HO00O0
O0g0 0000004000

0000 2n0200mg0 0.563mmol0 060 0000000000000 105mgd 0.619mmolD
0 K,C0,0 86mg0 0.619mmol0 0 O O ODMFO 4nl0 000 CODO0DO0COO0OODO0O0O0OODO
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OO0OOOOEeEtoOHO OO OODODDODODO1128mg0 000 DODODODODODOOCODOA480 0000247
.80 254.40 000 0 0 'H NMRO DMSOO d¢ 0 & O 13.560 br s,1HO O 8.900 s,1HO O 8.50
0O s,1HO O 8.460 s,1HO O 8.340 s,1HO O 8.270 d,J0O 8.2Hz,1HO O 8.160 d,J0O 8.2Hz,1H
0odv7.810dd,JO 1.6,7.3Hz,1HO O 7.700 t,J0 7.5Hz,1HO O 7.610 7.740 m,2HO O 7.49
O t,J0 7.5Hz,1H0 O 7.440 7.530 m,1HO O 4.440 4.560 m,2H0 O **C NMRO DMSO0O de¢ O pp
mO 161.30 151.6,151.50 143.90 142.20 136.70 134.40 132.50 131.80 131.60 130.50 1
29.70 129.30 128.80 128.60 128.30 128.30 127.10 125.20 119.50 32.40 MSO ESO O m/
z 471.00MO0 D0 OC,,H;5CINgOSO 0.2C,HgOO 0.05KCIO O OO O DO OCOG®G0.570 HO 3.370
ClO 7.690 NO 17.370 SO 6.630 0 0 O OCO 60.240 HO 3.460 CIO 7.500 NO 17.340 SO 6
.690

oooogod

0O0O0OO0ODDOo20
60 0000300200 000000002009H00 000600000000 0O0OD0OAO
OO03HOOoooooo40 00

0O00O02d0O 200mgd 0.587mmolD 060 000 000O0DODDDODOODOI1110mgd 0.646mmolOd
O K,CO0;0 90mgO O0.651mmol0 0 00 ODMFO SMLO O DO OO OOCODODOODODOODOGOO
OO0O0OOdOEeEtoHOOOOOODODDODOD113mg0O0O0ODODODDODDODODOOCOODO42000d
0 237.10238.20 0 000 O 'H NMRO DMSOO d¢ 0 &6 O 13.550 br s,1HO O 8.480 s,1HO O
8.440 s,1HO0 O 8.110 s,1HO O 7.940 d,J0O 8.3Hz,1HO O 7.780 d,J0O 8.1Hz,2HO O 7.660
d,J0 6.7Hz,1HO O 7.480 7.560 m,2HO O 4.480 s,2H0 O “*C NMRO DMSOO deg O ppmO 159.8
0 156.80 153.50 151.50 149.60 145.80 143.60 135.70 134.00 132.20 132.10 131.70 1
31.50 130.50 130.20 129.80 128.80 125.80 121.90 32.00 MSO ESO O m/z 455.00 MO O
OCyeH,CI,Ng0OSO 0.1C,Hs00 0.6H,00 0.15KCID O 00O O OCO50.340 HO 2.890Cl101
5.820 NO 17.440 SO 6.650 0 O O CO 50.020 HO 2.630 C10O 15.510 NO 17.390 SO 6.810
oooogod

0O0O0O0ODbpOo21

g0 0U0o30b200d0bU00bU0oU0bDUo200H0 DD DDUODUODODOODOO
OO03HOOOOoooo4000

O00002h0O 200mg0 0.589mmol0 060 0 0000000 0O0ODOOAO124mgd 0.726mmol0O
O K,C0;0 100mgd O0.726mmol0 O O O ODMFO 4mLO DD DO DODOOOCCOOODODDODODOGDODAO
OOOOOOEtoOHO OO ODODODDODODO202mg0 00O DODDODOOOOVYSOD0O0O0O0O?212.9
0212.70 000 00 'H NMRO DMSOO d¢d o 0O 13.540 br s,1HO O 8.470 s,1HO O 8.440 s
,1HO O 8.120 d,JO 7.9Hz,1HO O 8.070 d,J0O 7.6Hz,1HO O 7.780 d, JO 7.5Hz,1HO O 7.6
70 d,J0 7.1Hz,1HO O 7.580 t,J0 7.9Hz,1HO O 7.420 7.540 m,2H0 O 4.520 s,2H0 O '%cC
NMRO DMSOO dg O ppmO 160.30 156.90 153.90 151.50 149.70 143.50 135.70 134.00 132
.10 131.80 131.40 131.10 130.50 130.30 128.90 128.30 126.10 122.40 32.50 MSO ES
O 0Om/z 455.00 MO O O C,4H,,CI,NgOSO O OO O OO COSB52.760 HO 2.660 CIO 15.570 N
0 18.460 SO 7.040 O O O O CO 52.650 HO 2.790 C10O 15.320 NO 18.470 SO 7.180
ooooogod

O00O0OO0ODOo022

30020000000 Odgog7/mboo0O0UU20bD9HOD OO ObOeODODDODDODDODDDDODOORO
OO0O0O3HOOoooooo4000

00 02c0200mgO 0.619mmol0 060 0 000 00O0O0DO0DODODODOI1116mg0 0.681mmolOd
K,CO;0 95mgd 0.687mmolD 0D 0O ODMFO 4nLO 000 O0ODODOCOOOOOOOOOO
O00DO0O0EtoHO O OO DODOODODOO143mg0 00 00D0OO0ODOOODOOObBR3 000
151.40154.20 00 0 O O "H NMRO DMSOO d¢ 0 &6 O 13.550 br s,1HO O 8.480 s,1HO O
.440 s,1HO O 8.230 dd,JO 6.3,8.7Hz,1HO O 7.770 dd,J0 1.7,7.4Hz,1H0 O 7.640 d,J
0 7.4Hz,1HO0 O 7.570 d,J0 9.8Hz,1HO O 7.450 7.520 m,3HO O 4.480 s,2H0 O *°C NMRO
DMSOO dg O ppmO 169.00 d,J0O 253Hz0 O 162.60 159.3,157.00 154.00 152.20 151.70d,J
0 13HzO O 146.10 136.50 134.70 134.20 134.00 133.00 132.60 d,JO 11HzO O 131.30 1
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20.20 118.90 d,J0 24HzO O 115.30 d,J0 22HzO O 34.60 MSO ESO O m/z 439.00 MO O O
C,oH1 2 CIFNg0SO 0.4C,Hg 00 0.4H,00 0.15KCI0 0 0 00 O O €O 52.520 HO 3.220 Cl1O 8.5
70NO 17.670 0 0 0 O CO 52.250 HO 3.110 C10 8.200 NO 17.690

Do0oooao

00 O00DO 023
3002000000000070000020009H000006000000000000
0030000000400 0

0000200 216mg0 0.617mmol0 060 0000000000000 116mg0 0.681mmolDO
0 K,C0,0 94mg0 0.680mmol0 D O O ODMFO 4nl0 00O ODOCOCOODOOOOOOOD
DO0O0OO0OO0ODOEtOH00O0O0O0O0O00O00212g0 0000000000000 740000
0218.00218.30 0000 O 'H NMRO DMSOO dg 0 & O 13.560 br s,1HO O 8.490 s,1HO O
8.420 s,1HO 0 8.380 8.450 m,2H0 O 8.310 d,J0 8.4Hz,1HO O 7.810 d,J0 6.5Hz,1HO O
7.680 d,J0 6.7Hz,1HO O 7.430 7.580 m,2HO O 4.530 s,2H0 O *3C NMRO DMSOO dg O ppm
0 157.70 154.40 153.30 149.80 149.30 147.60 145.20 141.40 131.50 129.80 129.70 1
29.20 128.40 127.10 126.70 122.70 120.30 119.40 29.90 MSO ESO O m/z 466.00 MO O
0 C,oHy,CIN; 0580 0.4C,H,00 0.05KCIO 0 0 OO OO CO51.190 HO 2.970 C10 7.630 NO
20.090 SO 6.570 0 0 O O CO 51.270 HO 2.880 CIO 7.400 NO 20.040 SO 6.520
Dooooao

00 O00DO 024
30020000000000600000002009H0000060000000000
D0003HOODODODO0OOD04000

0000 2p0200mg0 0.552mmol0 060 0000000000000 117ng0 0.685mmolDO
0 K,C0,0 95mg0 0.687mmol0 D O O ODMFO 4nl0 000D OCOCOODOOOOOOOD
DO0O0DO0DO0ODEtOH0 0000000001820 0000000000000 00000
0000000000000 O000O000O120mg0 O O MeOHD 2ml0 O O O NaHC0,0 O O
D0O00MOOO0O0OO0O0D0DO0O0D04000000000000000000000O00H,0
D1mMID 0000040000000 00000000000O000O0000O0103mg0 00O
0DD0O0660000018602140 00000000 H NMRO DMSOO dg0 & O 8.480 s,1HO O
8.450 s,1H0 0 7.710 d,J0 6.8Hz,1HO 0 7.620 7.640 m,2H0 0 7.430 7.510 m,2H0 O 7.4
00 7.430 m,1HO O 7.350 d,J0 8.8Hz,1HO O 4.390 4.520 m,2HO O “3C NMRO DMSOO dg O p
pmO 160.60 157.10 156.20 151.40 150.80 149.30 144.10 140.20 134.50 132.20 131.6
0 131.40 130.40 129.30 128.70 124.80 121.70 109.80 32.00 MSO ESO O m/z 437.00 M
00O 2C,0H,5CINg0,S0 0.1C,H,00 0.6H,00 0 0 00O OCO 49.680 HO 3.880 C10 7.26
ONO17.210 SO 6.570 0 0 O O CO 49.430 HO 3.620 C10 7.320 NO 17.070 SO 6.580
Do0ooo0ao

00 O00DO025

S0 0000300200000000002009H0000060000000000000
D030 OO0O0O0D004000

000 2f0 300mgd 0.883mmol0 060 0000000000000 165mgO 0.972mmolO
K,CO,0 134mgd 0.972mmol0 OO O ODMFO4nl0 00D D0 C0CODDOCOODOOOOOOODO
DO0O0OO0DODEtOHO OO ODOO0O0O0O0O034img0 0000000000000 00S8500
00 233.70234.400 000 0 'H NMRO DMSOO dg 0 & O 13.580 br s,1HO O 8.500 s, 1H
008.470 s,1H0 0 7.770 7.850 m, 0 2HO O 7.680 dO JO 8.1Hz,2HO O 7.650 d,J0 7.7Hz
,1HO O 7.410 7.560 m,2HO O 4.450 d,J0 12Hz,2HO O *3C NMRO DMSOO dg O ppmO 158.70
156.80 153.80 151.50 149.60 149.50 143.50 135.40 134.10 133.30 132.20 131.60 131
.60 130.50 130.20 128.80 127.10 117.60 32.00 MSO ESO O m/z 455.00 MO O O CyoH,,C
1,N;0SO C,Hg00 0.3H,0 0 000 OO CO52.140 HO 3.700 €10 13.990 NO 16.580 SO 6.3
30 0000CO52.070 HO 3.370 C10 13.400 NO 16.650 SO 6.420
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30020000000000500000200040000060000000000000
003D OOO0OO0OO0OO04000
0000290 300mg0 0.940mmol0 060 0000000000000 176mgd 1.03mmold O
K,C0,0 142mg0 1.03mmol0 O OO ODMFO SO0 00O D O0O0O0COO0O0O0O0O0OOOOO0
O0OO0OOODEtOHO OO OODOODDOD0324ng0 00000000000 D0O0790000002
27.80230.10 000 0 O 'H NMRO DMSOO dg0 & O 13.570 br s,1HO 0 8.490 s,1HO 0 8.4
70 s,1HO0 0 7.690 7.780 m,2HO 0 7.660 d,J0 7.3Hz,1HO O 7.550 d,J0 7.9Hz,1HO O 7.3
90 7.520 m,2HO O 7.360 d,J0 6.9Hz,1HO O 4.380 4.500 m,2HO 0 2.740 s,3HO0 O *3C NM
RO DMSOO dg O ppmO 161.20 156.30 152.40 151.50 148.60 143.90 141.00 134.60 134.5
0 132.30 131.70 131.40 130.40 130.20 128.70 125.70 119.00 32.00 22.80 MSO ESO O
m/z 435.00 MO O O C,,H;5CINgOSO 0.65C,Hg00 0.1H,00 0 0 0 0 00O CO57.400 HO 4.13
0 CI0 7.600 NO 18.010 S0 6.870 0 0 0 0O CO 57.110 HO 3.960 CI0 7.450 NO 17.790°S
06.900
oooo0oao
000 O0DO 027
300200000000006,70 00000020090 00006000000000
000003000 O0O000400 0
000 O02q0200mg0 0.586mmol0 060 0000000000000 110mgd 0.645mmolld
0 K,C0,089mg0 0.645mmol0 0 0 O ODMFO4nl0 0 00O D O0ODCOOOOO0O0OOODO
O0D0ODO0O0EtOHDO 000000000 143mg0 000000000000 0053000
00207.80 000013600000 O%H NMRO DMSOO dg0 & O 13.570 br s,1HO O 8.490
s,1HO 0 8.460 s,1HO 0 8.110 t,J0 9.4Hz,1HO O 7.880 dd,JO0 7.3,11Hz,1H0 O 7.770 dd
,J0 1.7,7.3Hz,1H0 0 7.670 d,J0 7.4Hz,1HO O 7.420 7.550 m,2H0 O 4.480 s,2H0 O ¢
NMRO DMSOO dg O ppmd 159.50 d,J0 2.5Hz0 O 154.60 dd,JO 14,255Hz0 O 154.00 d,J0 1
.5HzO O 151.50 149.30 dd,J0 14,250Hz0 0 145.10 d,J0 12HzO O 143.90 133.90 132.1
0 131.80 131.40 130.50 128.90 118.00 d,J0 4.9Hz0O O 115.80 d,J0 18HzO O 114.60 d,
JO 20HzO O 32.00 MSO ESO O m/z 457.00 MO O O CyoH,,CIF,N0SO 0000 OO COB52.5
80 HO 2.430 C10 7.760 NO 18.400 SO 7.020 0 0 0 O CO 51.810 HO 2.370 CI0 7.490 N
0 18.040 SO 7.550
oooo0oao
000 O0DO 028
3002000000000060000002009H00000600000000000
0003KO0O0O0OO00O004000
000 O02r0118mg0 0.365mmol0 060 0000000000000 68mgd 0.402nmol0 O
K,C0,0 56mg0 0.402mmol0 D OO ODMFO 2nl0 00O D O0O0OCODODOOOOOOOO
O0O0OOEtOHO OO OOOO0OO0OO0O0103mg0 0000000000000 06400 00O
0232.80233.00 00000 'H NMRO DMSOO dg0 & O 13.560 br s,1HO O 8.480 s,1HO O
8.440 s,1HO O 7.810 7.860 m,3H0 0 7.760 d,J0 7.5Hz,1HO0 O 7.670 d,J0 7.5Hz,1HO O
7.400 7.540 m,2HO O 4.480 br s,2H0 O **C NMRO DMSOO dg O ppmO 160.80 d,J0 247HzO
0 160.20 d,J0 3.3HzO 0 156.90 152.30 d,J0 1.9HzO O 151.50 149.70 144.00 143.60 1
34.10 132.10 131.70 131.50 130.50 130.40 130.20 128.80 124.00 d,J0 24HzO 0 122.0
0d,J08.7Hz0 0 111.70 d,J0 24HzO 0 32.00 MSO ESO O m/z 439.00 MO O O CyoHy, CIFN
s0S0 0.2C,Hs00 0.1H,00 0 0 0 00 O CO 54.460 HO 3.000 CI0 7.880 NO 18.680 0 0 O
0 CO 54.090 HO 2.730 C10 7.800 NO 18.770
Oooo0o0o
000 O0DO 029
2006000000009000000003002000000000000050000
03O OOO0O0OO004000
O00O0O005ml00020000060000000001.51g010mmol0 000000
000000000 O02.2nl030mmol0 000 0000000000180 0000000

10

20

30

40

50



Oo0oo0ooood

a
u
O

0o00Oaobgdaoso

O 0Ooo0oooao
O Ooo0oooao
O 0Ooo0oooao

Oooo0ooood

oogd
HOAcO
uoano
ogdd

20 O 60
40 O 0O

O

O 0Ooooo

O

O

O0Ooo0oooao

O

O 0Ooo0oooao
O 0Ooooo
O 0Ooo0oooo

O
200

LcMsO
000
ooao
000
000
ooo
HONM
m,4HO

(83) JP 2005-509635 A 2005.4.14

OCoO0O0O0O0OO0O0O0O0OO0OO0OO0OO0OO2mMlOD02000000000CHCI;O50mLO O
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.00 258.20 O "H NMRO DMSOO de 0 6 O 8.190 s,1HO O 8.090 s,1HO O 7.600 m,3HO O 7.4
50 m,2H0 O 7.230 m,3H0 0 5.110 d,J0 17.5Hz,1H0 O 4.710 d,J0O 17.5Hz,1HO O 2.680 s
,3HO0 0 2.730 q,J0 6.9Hz,1HO0 0 1.340 d,J0 6.8Hz,3H0 0 1.130 d,J0 6.8Hz,3HO O 3¢
NMRO DMSOO dg O ppmO 161.90 156.20 152.80 151.60 150.10 148.40 146.10 142.20 140.
80 134.30 133.70 130.60 130.00 129.00 127.70 127.60 125.80 119.20 118.40 44.80 2
8.30 24.40 23.30 22.90 MSO ESO O m/z 426.40 MO O O Cy4H, 3N, 00000 OO OCOGT.
750 HO 5.450 NO 23.040 0 O O O CO 67.600 HO 5.450 NO 22.820
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OCoOO0O0oO0ODO0DO0O0oo0OD0O0OO0O0DA470mgO 1.57mmold O DMFDO 10mLO O O O
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ocooooooooooz2o0omOH,00000000DODO3000000O0<O
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O123mgh 200 0 000000000000 0O00O0281.50282.700000

DMSOO dg 0 & O 8.070 s,1HO O 8.050 s,1HO O 7.610 t,J0 7.8Hz,1HO O 7.48
7.250 m,3HO0 O 5.090 d,J0O 17.4Hz,1HO O 4.760 d,J0 17.4Hz,1HO O 2.730 s,
3HO 0 2.180 s,3HO0 O *®C NMRO DMSOO de¢ 0 ppmO 161.30 156.20 152.80 151.40 150.00 1
48.50 142.20 140.90 136.10 135.40 134.30 131.70 130.10 130.00 129.00 128.00 125.
80 119.20 118.50 44.80 22.90 17.40 MSO ESO O m/z 398.20 MO O O C,,H, N, 00 O O O
O00CDh®66.490 HO 4.820 NO 24.670 O O 0O 0O CO 66.290 HO 4.780 NO 24.720
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oooog30ooooooooDoDoooo3000000goooooooooDoDoDDoDaOano
OCOOEtOHO OO OODDODODOOODO0DOODOO0OO48/mg0 7700 00000CDODOO0ODOOO
0 0 151.90 152.20 O *H NMRO DMSOO dg 0 & O 8.480 sO 1HOO 8.440 s,1HO O 7.700 m, 2H
00 7.480 m,2HO O 7.330 m,3HO O 4.550 d,J0 15.1Hz0O 1HO O 4.480 d,J0 15.1Hz,1HO
02.730 s,3H0 0 **C NMRO DMSOO dg O ppmO 161.30 157.80 d,J0 249.1HzO O 156.90 152
.80 151.50 149.60 148.60 143.60 140.90 134.70 131.90 d,J0O 8.0HzO O 131.40 130.2
125.60 d,J0 3.6Hz0O O 125.50 124.40 d,J0O 13.5Hz0 0O 118.80 116.60 d,J0O 19.6Hz0O
56.40 22.90 MSO ESO O m/z 419.50 MO O O C,,H,5FNgOSO 0.15C,Hg00 0 0 0O 0ODOC
60.140 HO 3.770 FO 4.470 NO 19.760 SO 7.540 0 0O O O CO 59.890 HO 3.880 FO 4.42
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.580 dd,JO0 0.6,7.9Hz,1HO O 7.430 7.570 m,4H0 O 7.360 dd,JO 0.7,8.0Hz,1HO O 7.26
Obr s,2H0 0 5.120 d,J0 18Hz,1HO O 4.780 d,J0 18Hz,1HO O 2.200 s,3HO0 O *°C NMRO
DMSODO dg O ppmO 158.70 156.20 152.90 152.70 150.00 149.40 142.10 136.10 135.10 13
5.00 133.20 131.80 130.30 130.10 128.90 128.10 127.20 118.50 117.90 44.90 17.40
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10 tO JO 8.0Hz,1HO O 7.570 dd,J0 0.9,7.9Hz,1HO O 7.520 7.590 m,1HO O 7.500 dd,J

01.6,7.8Hz,1H0 O 7.380 dd,JO0 1.1,8.2Hz,1H0 0 7.270 dd,J0 0.6,8.3Hz,1H0 O 7.240
br s,2HO 0 7.170 dt,J0 0.9,7.6Hz,1H0 O 5.070 d,J0 17Hz,1HO O 4.970 d,J0 17Hz, 1H

00 3.790 s,3H0 O *°C NMRO DMSOO dg O ppmO 158.80 156.20 154.70 153.20 152.80 150
.10 149.30 142.00 135.10 133.20 131.80 130.10 130.10 127.20 123.80 121.60 118.4
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02002000 00%9%KHO000006000000000000DO0DOD3000000000S
O0o0oogo3HooooooD40 00 0ODDO 0530

O 3a0 100mgd O0.4mmol0 020 0O 0 D060 00 O000O0OO0DOS8OmgO 0.48mmolD 0O 0O O DO
K,Co,O77mgOd O.56mmol0 00 D0DODOOCCOCCOODODODDDDOOCOCOOOOOH,OODDOCOCO
0000000000000 0O0D000'M NMRO DMSOO dgO0 & O 7.890 d,J0 0.9Hz,1HO

0 7.540 t,J0 7.4Hz,1H0 0 7.340 d,J0 8.1Hz,1HO O 7.190 d,J0 7.2Hz,1H0 O 6.280 s,2

HO O 4.940 s,2H0 0 2.700 s,3H0 O 1.240 d,J0O 6.5Hz,2H0 0 0.910 s,2H0 O MSO ESO O 40
m/z 380.00 MO HO O 1900

ooooogad

o330 000000000 0oOosoboDoOoOob02000ODDDDODOeOODDOODODODDDODDOGDODRDO
OO03HOOOOO0OO0OO040 0 O O DO 0540

O 3b0O 300mgO 1.14mmolO0 06000 0COCOCOO0OO0O0O0OOR?214mg0O 1.26mmol0 0 0 0O OK
,C0;0189mg0 1.37mmol0 0 00 0O0O0OCOODODOOOODODOOCODODOOOH,OODOOO0
O00O00O0O0O0OO0OO0OOMeOHOODOODODODODODOOOOOOODODOO'MH NMRO DMSOO dg

06 0O 13.600 br s,1HO O 8.720 s,1HO O 8.480 s,1HO O 7.630 t,J0 7.8Hz,1HO O 7.42
0d,JO 8.0Hz,1HDO O 7.280 d,J0 7.3Hz,1HO 0 5.010 s,2HO O 4.110 d,J0 6.8Hz,2H0O O 2
.780 s,3HO O 1.350 quintO JO 6.2Hz,1H0O O 0.440 0.590 m,4HO O MSO ESO O m/z 3790 50
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MO HO O 3250

ooooogad
o20060000000090000O0O0O0OSOO0ODO0ODODODOOOOOSOODOOOSBH
Ooooooo40 0 0O 0O DO 0550

O 3b0O 300mgO 1.14mmol0 0 0 O O O O 170mg0 1.26mmol0 O O O O K,C0,0 189mgDd 1.37mm
ol 0O00DOOODOCOCOODOOODODODODODOOODH,OODOO0CQCDODODODDODDODOODOGO
OMeOHO OO OOOODODOODODODOODOODOODO?M™ NMRO DMSODO dgO0 & O 8.210 s,1HO O
8.100 s,1HO O 7.520 t,J0 7.7Hz,1HO O 7.180 7.310 m,3HO0 O 7.060 d,J0O 8.1Hz,1HO O
5.680 s,2H0 0 4.140 d,J0 6.8Hz,2H0 0 2.770 s,3H0 O 1.340 quint,J0O 6.4Hz,1H0 O 0.
450 0.600 m,4HO O MSO ESO O m/z 3620 MO HO O 3080

ogooaoan

0200200 0000000006000 0000O0DODODODOOCO30OO0O0ODODO0OD0ODO0ODAO
gos5000003HO000000040 0 0 0O DO 0560

O 3b0O 280mgd 1.1mmolO0 020 0O 006000 O000O0OO0DOZ200mgO 1.2mmol0 O O O O
K,CO0,0 180mgO0 1.3mmol0 OO0 DO O0OOCOODOOODODDODOODODOOODODOMeOHO D OO
0000000000000 O0O0000'M NMRO DMSOO dg O & O 12.700 br s,1HO O 7.95
Os,1HO O 7.640 t,J0 7.8Hz,1HO O 7.440 d,J0 7.9Hz,1HO O 7.280 d,J0 7.4Hz,1HO O 6
.410 s,2HO O 4.910 s,2H0 O 4.050 d,J0 6.8Hz,2H0 0O 2.780 s,3H0 0 1.260 1.430 m,1H
00.360 0.560 m,4HO O MSO ESO O m/z 3940 MO HO O 3400

oooood
gsgoobooo3soooboooboz20b0H0bbO0bebbbOODbDODODbDOODnOOSH
Ooooooo400 0 0ODO o570

O 3cO 750mgd 2.4mmol0 060 0000 O0O00DOO0O0ODOAO442mg0 2.6mmol0 OO0 O OK,C
0,0398mg0 2.9mmol0 0 000 00O0COO0DO0OODODOOOODODODODDOH,00O0000O0
0000000000000 000*M NMRO DMSOO dgO0 & O 13.610 s,1HO O 8.710 s, 1H
O D 8.480 s,1HO0 O 7.650 t,J0 7.7Hz,1HO O 7.440 d,J0 7.9Hz,1HO O 7.160 7.350 m,6H
00 4.890 s,2H0 O 4.290 br t,J0 7.9Hz0O 2HO O 3.080 br t,J0 7.8Hz,2HO0 O 2.810 s,3
HO O MSO ESO O m/z 4290 MO HO O 1050

gooooao

U200200 00090000 DO060 000000 O0O0ODODODODOS0000030 000
Oo0ods3HoOoOooOoOoO40 0 0O O DO 0580

O 3cO 750mg0 2.4mmol0 020 0 0006000 00000O0OO435mg0 2.6mmolO 0000
K,CO0,0398mgO 2.9mmol0 0 O O0DDOOOOCOODDOOOODOOOODOOCODOH,OODOO0OC
0000000000000 D0O0DO0O00?M NMRO DMSODO dgO0 & O 12.610 s,1HO O 7.950 s
,1HO O 7.650 t,J0 7.7Hz,1HO O 7.450 d,J0 7.9Hz,1HO O 7.140 7.320 m,6HO O 6.440 s
,2H0 O 4.810 s,2H0 O 4.240 br t,J0 7.9Hz0O 2HO O 3.040 br t,J0 7.8Hz,2HO O 2.810
s,3HO O MSO ESO O m/z 4440 MO HO O 3400

gooaoan
g300O00O0O000O0OsS000002000H0000060000000000000OA0O 3H
gobOoo0obOo40 O 0O 0O D0 o590

O 3d0 100mgd 0.36mmolD 060000 0C0OO0O0O00O0O0O0OO0OT73mgd 0.43mmol0 00O O 0OK,
Co,0 100mgO O.72mmol0 D 0D D0 O0OCOCODOODODODDOODOODODOOODOMeOHO D OO
00000000000 0000YH NMRO DMSOO d¢ 0 0 O 13.620 br s,1HO0 0 8.770 s, 1H
0D 8.480 s,1H0 O 7.620 t,J0 7.7HzO 1HO O 7.420 d,J0 7.8Hz,2H0 O 7.260 d,J0O 7.4H
z,1HO O 5.030 s,2H0 O 4.800 quint,JO 8.0Hz,1HO O 2.760 s,3HO 0 2.120 2.310 m, 2H
0O01.790 2.040 m,4HO O 1.440 1.580 m,2HO O MSO ESO O m/z 3930 MO HO O 3250
oooooad
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Oooo400 0 0O DO o600
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ID000000O0C00O0O0D0DOOoODOoDOOoDDOOONMeOHDOODODODOODODOODODOO
0O0O00D0'H NMRO DMSOO dg0 & O 8.150 s,1HO 0 8.110 s,1HO O 7.520 t,J0 7.7Hz, 1H
O0Ov7.160 7.310 m,3HO O 7.100 d,J0O 8.0Hz,2HO O 5.680 s,2HO O 4.780 quint,JO 8.3H
z,lHO 0 2.740 s,3H0 0 2.090 2.320 m,2HO O 1.860 2.040 m,2HO O 1.680 1.860 m,2HO
01.430 1.670 m,2HO O MSO ESO O m/z 3760 MO HO O 3080 1540

oooooao

0300200000000 00300000s00002009HO0 0000660 ODOOOD
O0ODO0O0O00O0O0O3WODOOOODOO40 0 00O DO 0610

0O 3ed 500mgd 1.6mmol0 060 000D DO O0ODOOODODOOR?289mg0 1.7mmol0 O O O OK,C
0;0262mg0 1.9mmol0 0 0000 OOCCOODODODOODODODODDODDODOODDOH,COO0O0O0O0O
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D—022 1.8 2.3
D—024 2.9
D—025 0.340.1 4.4+0.6 0.34+0.2 0.3+0.3
D—026 0.3+£0.1 3.5 0.2+0.2 0.3+0.3
D—027 >2 2
D—028 0.4+0.2 1
D—029 0.1+£0.03 3.4+2 0.5+0.6 0.3
D—030 0.1£0.1 6 0.4£0.5 0.2
D—031 0.2+0.1 0.7+0.1
D—034 0.6+0.4
D—035 0.2+0.1 2.9+0.7 0.340.1
D—036 0.9+0.4 4.1 5.5%5 0.2
D—037 1.240.4 1.3+0.4 2.0
D—038 1.4%0.1 2.9 5
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INTERNATIONAL SEARCH REPORT
PCT/US 02/27240

A. CLASSIFICATION OF SUBJECT MATTER
IPC 7 ABlK31/B05  A61K31/E3

£07D473/16  CO7D473/00

C07D473/24
£07D487/04

cO7DA73/38
€07D403/12

C07D473/34
£07D473/40

Acenrding to International Patent Classification {IPG} or to bath natianal clessillcation and IPC

B. FIELDS SEARCHED

Minimum documentaticn searched (classification sysiem followad by classificalion symbels)

IPC 7 ABIK COVD

Documantation searchad othar than minimum documantation: to the exlant that such docurents are included In the fields searched

Eiectronic data base consuited during hé Intarmational search (name of data base and, where practical, search lerms Used)

EPO-Internal, WPI Data, PAJ, CHEM ABS Dafa

C. DOCUMENTS CONSIDERER TO BE RELEVANT

Category ® | Cilation of document, with indisation, wher apptoptiate, of tha ralevent passages Relevant 1o claim No.

PX WO 01 81346 A {ICOS CORP) 1,3,4
1 November 2001 (2001-11-01)

page 9 {last paragraph) - page 13 (end);
examples; claims

X WO 01 30768 A (BERGNES GUSTAVE ;CHABALA 1,3,4
JOHN C (US); FENG BAINIAN (US); FINER JEF)
3 May 2001 (2001-05-03)

page 8, 1ine 3 - pagel0, Tine 6; table 3
{page 63/90)

X EP ¢ 834 310 A (PFIZER PROD INC} 4
16 December 1998 (1998-12-16)

page 4, line 1 —page 4, line 39; example 4

—/—

Further documents are listed in the continuation of box C.

Patent family members are listed in annex.

* Special categaries of ciled documents :

*A* document defining the general state of the &t which is hat
considered to be of parficular relevanca

*E* earlisr documeni bul published on or alter the intsrational
fillng date

'[! document which may throw doubtsen priofity claim{s) or
which is clled to establish the pubicaiion date of anciher
clitation or othar special reason (a¢ specilisd)

*»* documant referring to an oral disclosure, use, exhibilion or
olher msans

*P* document published prior 1o the inlemational liling date but
later than the priorily date claimed

‘T lator docurnent publishad after tha international filing date
or prierily date and not in conflict with the application bat
cited 1o understand the principle or theory underlying the
invention

“X* document of pariicular relevance; the claimed invention
cannot be considered novel or cannot be considerad 1o
Involve an inventive step when the document is taken alone

“y* dogumeni of particular relevance; lhe claimed Invention
cannct be considered 1o involve an inventive step when the
documenl is combined with one or mere other such docu—
ments, such combination being obvious to 2 person shiled
inthe art.

& document mamber of the same patent family

Data of the ctual complelion of the international search

30 January 2003

Date of matling of Lhe internalional search reporl

24/02/2003

Mame and mailing eddress of tha ISA
European Patent Office, P.B. 5818 Patentlaan 2
NL — 2280 HY Rijswiik
Toh (+31-70) 5402040, Tx. 31 65t epa
Fax: {+31-70) 340-3016

Authorized offlcer

Worth, C

Form PCTASAZ10 (second sheel) (July 1882)

page 1 of &
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C.{Continuation) DOCUMENTS CONSIDERED TO BE RELEVANT

Category =

Gitatien of decurment, with indication whate appropriale, of the relevanl passanes

Relevant fo claim No.

X

EP 0 900 568 A (PFIZER PROD INC)

10 March 1999 (1999-03-10)

page 3, Tines 1 and 58; page4, lines 1 and
47: compounds of formuia (F)

JP B5 118918 A (MITSURISHI ELECTRIC CORP)
12 September 1980 {1980-09-12)
compounds QA-1 and QA-2

JP 55 118917 A (MITSUBISHI ELECTRIC CORP)
12 Septembey 1980 (1980-09-12)

compounds paragraph (10) and (11)

JP b6 002322 A (MITSUBISHI ELECTRIC CORP)
12 January 1981 (1981-01-12)

compound MQ-1

US 4 225 489 A (ROLF MEINHARD ET AL)
30 September 1980 (1980-09-30)

col. 1, compounds of formula (I); see
tnter alia examples 1-11 and 70

GB 1 356 763 A (MERCK & CO IMC)
12 June 1974 (1974-06-12)
page 2, Tine 27 -page 2, line 33

RATHMAN T L ET AL: "Functicnalization of
2-methy1-3-0-tolyi-4(3H)-quinazalinone and
related compounds through carbanion
reactions at the 2-methyl group”

JOURNAL OF ORGANIC CHEMISTRY, AMERICAN
CHEMICAL SOCIETY. EASTON, US,

vol. 45, 1980, pages 2169-2176,
¥PQ02102009

ISSN: 0022-3263

figure IV; example 14B
AGER T R ET AL: “Synthesis and central
nervous system activity of quinazolones
related to 2-methyl-3-(o-toly1)-4(3H)-
quinazoione (methaqualone)”

JOURNAL OF MEDICINAL CHEMISTRY, AMERICAN
CHEMICAL SOCIETY. WASHINGTON, US,

vel. 20, no. 2, Mareh 1977 (1977-03),
pages 379~386, XP002156696

ISSN: 0022-2623

examples 44,45; table IV

iy

Fomn FCT/ISA/210 (sontinuation of second sheet) (July 1522)

page 2 of §
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PCT/UST02/27240

G.(Ceatinugtien) DOCUMENTS CONSIDERED TO BE RELEVANT

Catagory °

Cilatien of dosument, with Indication whare appropriate, of the relevant passages

Relevant to ¢laim No.

X

CHEMICAL ABSTRACTS, vol. 98, no. 1,
1983

Columbus, Ohio, US;

abstract no. 4514,

ISMAIL ET AL.: "Some reactions of
2-(bromomethy1)-3~phenylquinazol in-4{3H)-o
ne"

XP002229325

compound (II)

abstract

& IND. J. CHEM., SECT. B,

vol. 21b, no. 5, 1982, pages 461-462,
CHEMICAL ABSTRACTS, vel. 121, no. 9,
1994

Columbus, Ohio, US;

abstract no. 108675e,

PARASHARYA ET AL.: ™"4(3H)-quinazolanes.
Part 1:
2-A1ky?/ary1aminomethyl—3—p—hydroxy/methox
yphienyt=-4{3H)-quinazolones"

page 106%; column 1;

XP002229326

RN 156672-76-3

abstract

& J. INST. CHEM.,

vol. 64, no. B, 1992, pages 184-185,
CHEMICAL ABSTRACTS, vol. 124, no. 21,
1996

Columbus, Ohia, US;

abstract no. 289434f,

BARAKAT ET AL.: "Synthesis and CNS
depressant activity of some new
quinazaline derivatives"”

page 1334; column 2;

XP002229327

compounds of formula (I)

abstract

& AL-AZHAR J. PHARM. SCI.,

vol. 14, 1894, pages 239-246,

iy -

Faim PCTASAI210 (coniinuation of second shaet) {duly 1992}

page 3 of &
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C.[Continuation) DOCUMENTS CONSIEERED TO BE RELEVANT

Category » | Citation of documeni, with Indication where approprigle, of lhe elevant passagas

Relevart to claim No.

X CHEMICAL ABSTRACTS, vol. 129, no. 16,
1998

Columbus, Ohio, US;

abstract no. 203126a,

CHERN ET AL.: "Studies on quinazolines.
VII. Reactions of anthranilamide with
beta—diketones; new approaches toward the
synthesis of
tetrahydropyride(2,1-b)quinazolin~L1-one
derivatives”

page 676; column 2;

XP002229328

compounds of formula (II)

abstract

& CHEM. PHARM. BULL.,

vol. 46, no. 6, 1998, pages 928-933,

X CHEMICAL ABSTRACTS, voi. 131, no. 23,
1999

Columbus, Ohio, US;

abstract ne. 310612u,

EL-FEKY ET AL.: ™“Novel quinazolinones
from
2-cyanomethyl-3-pheny1-4(3H)-quinazoline"
page 497; column 2;

AP002229329

compound {IID)

abstract

& BOLL. CHIM. PHARM.,

vol. 137, no. 7, 1998, pages 286-28%,

X CHEMICAL ABSTRACTS, wvol. 106, no. 13,
1987

Columbus, Ohio, US;

abstract no. 102196%,

EL-FEKY ET AL.: "Synthesis of certain new
sulfur—containing quinazolinene
derivatives 1ikely to possess CNS
depressant action”

page 650; column 1;

YP002229330

compounds of formula (ILI)

abstract

& EGYPT. J. PHARM. SCI.,

val. 24, no. 1-4, 1985, pages 39-47,

X HASSAN M F ET AL: "REACTIVITY OF
6-ANISYL-5-CYANO-4-0X0-2-THIOX0-1,2,3,4-TE
TRAHYDRO- PYRIMIDINE TOWARDS SOME
ELECTROPHILES AND NUCLEOPHILES"

CHINESE JOURNAL OF CHEMISTRY, XX, XX,
yol. 9, no. 3, 1991, pages 262-269,
XP000925588

page 264; example 6

—f—

Foren PCT/ISV210 (continuatien of second sheet) {July 1802)

page 4 of b
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C.{Continuation} DOCUMENTS CONSIDERED TO BE RELEVANT

Category ©

Citalion of document, with indication whers appropriale, of the relevant passages

Aelevant to claim MNo.

US 5 378 725 A (BONJOUKLIAN ROSANNE ET
ALY 3 January 1995 (1995-01-03)
the whole document

WO 01 53266 A (JACKSON SHAUN ;KENCHE
VIJAYA (AU); THOMPSON PHIL (AU); YAIP
CINDY) 26 July 2001 (2001-07-26)
claims 1,5,10,12

1,3,4

1,3,4

Farm FGTASA10 (continuation of second shest) (July 1662)

page 5 of ©
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INTERNATIONAL SEARCH REPORT PLT/US 02/27240

Box |1

Dbservations where certain claims were found unsearchable (Continuation of item 1 of first sheet)

This International Search Report has not been established in respast of certain claims under Artitle 17(2)(a) for the following reasans:

1 [x]

s L]

Claims Nos.:

because they relate to subject matter not required 1o be searched by this Authority, namely:

Although ¢laims 1-3 are directed to a method of treatment of the human/animal
body, the search has been carried out and based on the alleged effects of the
compound/composition,

Clalms Mos.: 4 {part)

because they relate ta parts of the International Application that do not comply with the prescribed reguirements to such
an extent that o meaningfu! Intematicnal Search can be carried out, speciflcally:

see FURTHER IWFORMATION sheet PCT/ISA/210

Claims Nos.:
because they are dependent claims and are not drafied in accardance with the second and third sentences of Rule 6.4{a).

Box Il

Observations where unity of invention is lacking (Continuation of item 2 of first sheet)

This International Searching Authority found multiple inventions in this international application, as follows:

1.

As all required additional search fees were timely paid by the applicant, this International Search Report covers all
searchable claims.

2. As all searchable claims could be searched without effort justifying an additional tea, this Autherity did not invite payment
of any additional fee.

3. As cnly some of the reguired additional search fees were fimely paid by the applicant, this International Search Report
covers only those claims for which fees were paid, specitically claims Nos.:

4, No required additional search fees wers timely pald by the applicant. Cansequently, this nternaticnal Search Report is
restrictad to the invention first mentioned in the claims; itis covered by claims Nos.:

Remark on Protest D The additional search fees were accompanied by the applicant’s protest.

D No protest accompanied the payment of additional search fees.

Form PGT/IBA/210 (continuation of first sheet (1)) (July 1838}
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International Application No. PCTAS 02 27240

FURTHER INFORMATION CONTINUED FROM  PCTASA! 210

Continuation of Box I.2

Claims Nos.: 4 (part)

Present ciaim 4 relates to an extremely large number of possible
compeunds. Support within the meaning of Articlie 6 PCT and disclosure
within the meaning of Article 5 PCT is to be found, however, far only a
very small proportion of the compounds claimed. In the present case, the
claims so Tack support, and the application so lacks disclosure, that a
meaningful search over the whole of the claimed scope is impossible.
Consequentiy, the search has been carried out for those parts of the
claims which appear to be supported and disclosed, namely those parts
relating to the methods of claims 1-3 and to the compounds of claims
5-15.

The applicant’s attention is drawn to the fact that claims, or parts of
claims, relating to inventions in respect of which no international
search report has been established need not be the subject of an
international preliminary examination (Rule 66.1(e) PCT). The applicant
is advised that the EPO policy when acting as an International
Preliminary Examining Authority is normally not to carry out a
preliminary examination on matter which has not besen searched. This is
the case irrespective of whether or not the claims are amended following
receipt of the search report or during any Chapter II procedure.
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