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S 0. 42

T 110 1.0 0. 36
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.6 0. 90

B 170 2.0 0.26
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26 0.56

L97 1.6

[ 28 2.6

[ 30 1.4

. 34 0. 86

- 1 0.53
38 0. 67

'S 0.92

[ 43 52 2.0 0,13

[ 45 0. 54 1.0 0. 20
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d,J0 2.3,8.6Hz0 ,7.770 1H,d,J0 15.2Hz0 ,6.770 1H,d,J0 15.5Hz0 ,6.770 1H,d,J0 8.9
HzO ,6.740 1H,br0 ,4.240 1H,d,J0 10.9HzO ,4.160 1H,dd,J0 10.9,4.6Hz0 ,3.980 3H,s
O ,3.810 3H,sO ,3.550 3.610 1H,m0 ,2.620 3H,sO ,2.400 1H,dd,J0 7.4,3.5Hz0 ,1.31
O 1H,dd,J0 4.6,3.6Hz0
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r sd,7.890 1H,dd,JO 8.6,2.3Hz0 ,7.790 1H,d,JO0 15.2Hz0 ,6.820 1H,d,JO0 15.2Hz0O ,6
.810 1H,d,JO 8.6HzO ,4.490 4.600 1H,mO ,4.450 1H,d,J0 10.2Hz0 ,4.300 1H,dd,J0 9.
6,8.9Hz0 ,3.980 3H,sO ,3.950 3H,s0 ,3.790 1H,dd,J0 9.6,9.6Hz0 ,3.760 2H,brd ,3.6
30 2H,br0 ,3.210 1H,dd,J0 10.2,9.9Hz0 ,2.530 3H,s0 ,2.490 4H,brd ,2.360 3H,s0
FABMSO m/z0O ;628,6260 0 O O O °
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"HO NMRO 270MHz,DMSOD dg 0 & O ppmO ;12.120 1H,s0 ,10.700 1H,brO ,8.500 1H,d,J0 2
.3HzO ,7.350 1H,dd,JO 8.6,2.3Hz0 ,8.100 1H,br0 ,7.610 1H,d,J0 15.5Hz0 ,7.190 1H,
d,JO 15.2Hz0O ,6.920 1H,d,J0 8.9HzO ,4.360 4.510 4H,m0O ,4.120 4.180 2H,brd ,3.91
O 3H,sO ,3.850 3H,sO ,3.790 1H,brd,JO 8.3HzO ,2.850 3H,s0O ,2.680 3H,sO

IROKBrO v Ocm 'O ;1714,1695,1657,1651,1435,1414,1219,1173,1095
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0 ,7.880 1H,dd,J0 8.6,2.3Hz0 ,7.790 1H,d,J0 15.2Hz0 ,6.820 1H,d,J0 15.2Hz0O ,6.80
O 1H,d,JO 8.6HzO ,4.500 4.600 1H,mO ,4.460 1H,d,J0O 9.9HzO ,4.300 1H,dd,J0 9.2,9.
2Hz0O ,3.980 3H,sO ,3.960 3H,sO ,3.940 3H,sO ,3.800 1H,dd,J0 9.6,2.6Hz0 ,3.220 1H
,dd,J0 10.2,9.9Hz0 ,2.680 3H,s0O
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z0 ,4.420 4.700 2H,m0 ,4.280 4.400 1H,mO ,3.950 3H,s0 ,3.910 3H,s0 ,3.810 3.870
1H,mO ,3.790 2H,sO ,3.550 3.630 1H,mO ,2.670 3H,sO
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O0O0O000020.9mg0 0.0497mmolD 000 OCODDOO11.25mI0O 0O 4800
ooooOoobOoosoooboooboobobooOobooOoooooooooonan
OooooooooDz1.o05mMIDO0O0O0O0O0o4mmIDDOOODOOY80000
Ooo0oOoooooos3imgOo.154mmol0 00 00O DOOOCODO20.8u 000
obosooooooozo00b0o0ooboooboo0obooOobooOobnda3img

O00.154mmol0 00 C0O0DO0OODOOO20.8u 000.149mmol0 000 O0D0200000000
OCOoO0O00o0oO0oooDoDOoOO0OCocOoO0OO00O038.6p00O0348mmolD 0 0000200000000
geoO0O0OO0OO0OOOOOOOOOODODOOOOOOOOOOOOOOOOOOOOOO
obobooboboobgooobooboooboobooboobobooboboooboboo
uboooboboobuoooboboooboboobuobobobooboboooboboboa
oooooobooooooooboolo:loboboobooboOoDbz0.4mgODbO650000O0
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u

ooooooobooooooooooboooan

1H[]NMRDZ?OMHZ,CDCI3D 6 O ppmO ;9.010 1H,s0 ,8.750 2H,s0O ,8.210 1H,s0 ,7.710 1H
,d,J0 15.5Hz0 ,6.930 1H,d,J0 15.5Hz0 ,4.530 4.630 1H,m0 ,4.450 1H,d,J0 10.2HzO ,
4.310 1H,dd,JO 9.6,9.6Hz0 ,4.070 3H,s0O ,3.950 3H,s0 ,3.800 1H,dd,JO 7.3,2.6Hz0O ,
3.740 2H,br0O ,3.640 2H,br0 ,3.230 1H,dd,JO 10.2,9.9Hz0 ,2.610 3H,sO ,2.500 4H,br
st ,2.370 3H,s0

FABMSO m/z0 ;629,6270 000 0"

IROKBrO v Ocm 'O ;1714,1701,1653,1473,1435,1412,1338,1219,1153,1095
ooooobooboonn

Oo000O0oo0ooooooDoO0O020.4mgdo.0325mmolD 000 COCO1.33mMIDO0O0O0ODODO
o.67mlD OO COCe6.86mol/LO 00 O0DODODOOODOOO1O0OOODODDODOCODOOS3000O
gboobobooobgoobooboobobooz2.2mg 0D OO0 OO0ODODODOODOO
obooooaoooand

"HO NmRO 270MHz,DMSOD d¢0 6 O ppmO ;12.060 1H,sO ,10.440 1H,brO ,9.080 2H,s0O ,8.
110 1H,s0O ,7.590 1H,d,J0 15.8HzO ,7.360 1H,d,JO 15.8Hz0O ,4.400 4.490 3H,mO ,4.10
O 4.240 1H,br0 ,3.980 3H,s0O ,3.850 3H,s0 ,3.760 3.840 1H,mO ,2.860 3H,sO ,2.680
3H,sO

IROKBrO v Ocm 'O ;1705,1701,1659,1477,1433,1412,1336,1215,1186,1095

oooooboooooonon

OO0o0DO0o0o0oOO0oO0ooOO0oO0oO0O0g0Oi18.2mgd0.0433mmolD 000 O0D00OODO1.1mI0O O 4800
oobOo0ov.ep0000D0O0O0DOO0ODOODODOODODOODODOOOOOOODOOOOOO
OoooooooooooOoboOoOogo.amiDOObOODOoOBGMID OO OOOY80DO0ODO
OooDOoooDO0oOooog20.6p000.267mmolD 0 000O0D00O0ODO0OS36.1p OO 0.259mmol
oobooooOysoooOooOOoOobOOo40000000D0OO0O0DODOO0ODODOODODOOOOODOO
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ooooooobooobooobooboz20:100b000bO0oO0ObO0O0O15.3mg0 006300000
goooboooobooboboobooo

"HO NMRO 270MHz,CDCI;0 & O ppmO ;8.820 1H,sO ,8.740 2H,sO ,8.390 1H,brsO ,7.710
1H,d,J0O 15.5Hz0 ,6.920 1H,d,J0 15.2Hz0 ,4.510 4.650 1H,m0 ,4.460 1H,d,J0 9.9HzO
,4.320 1H,dd,J0O 9.9,8.6Hz0 ,4.080 3H,sO ,3.960 3H,s0O ,3.940 3H,s0 ,3.800 1H,dd,J
09.9,2.3Hz0 ,3.250 1H,dd,J0 9.9,9.6Hz0 ,2.700 3H,sO

FABMSO m/z0 ;561,5590 0 O O O "

IROKBrO v Ocm 'O ;1763,1697,1653,1593,1475,1414,1338,1271,1217,1095

gobOil1o0000O010000

O0D0DO0o00OO0OO0O0OO0O0O00O0?28.8mg00.0685mmol0 000 O0D00OODO1.5mI0O0O4800
obobOo23.2p0000000D0300000000000O0O0O0OOOOOOOOOO0O
Oo0o0oo0o0ooooooooobooO0O0lr.4miDOODODODOOSSMIDOOOOOY8O0DODODO
O0oDOo0ooO0oooOoooOoooOg42.8mgOo0.212mmolD D0 0000 0ODO0O0O0O47.7p 0O
0o.343mmol0 00 0ODO40000000000O0DODOOOOOODOOOOOODODOCOGO
00 040.4mg0 0.240mmol0 000000000 0O33.4p 000.240mmol0 0000 DO 780
OOo00O0ooooooooooOoO0oOoOooooOpHrOO.0OImol/LOOD OO OOODODODODO
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gboooboobooobgooobobooobobooobuooboboboobobooboboboo
oboooboe1igoobouobbouooboboobooboooboooood47.mgd OO
Oo00oO00oo0oooooDoOoOO0ob0O0O3./mgd1,2000000003.5mMIDO0O000O00O00O0ODO
go.ie8miD 00,8000 0001000000000 DOO0DO0ODODOO0DDODOODODOOOOODOO
uboooboboobuoooboboooboboobuobobobooboboooboboboa
uoooooOooooooooooooooooboooboobooboobocobooboonas:
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OoO0oO0O0ooooooD0i18.9mgd0.0314mmol0 0O D600 C0O0OO
gobolo0o00oO0oo0ooooooobooooban

"HO NMRO 270MHz,0 0 0 0O O de0O0O0COOOOOOOOS OppmDO ;8.970 2H,s0,8.20
O 1H,brsOd ,7.650 1H,d,J0 15.5Hz0 ,7.370 1H,d,J0 15.5Hz0 ,4.510 1H,d,J0O 9.6HzO ,4
.480 4.600 1H,br0O ,4.340 4.450 1H,mOd ,4.000 3H,sO ,3.990 2H,sO ,3.840 3H,s0O ,3.7
40 3.800 1H,md ,3.350 1H,dd,J0 9.9,6.9Hz0 ,2.610 3H,sO

FABMSO m/z0 ;604,6020 0 O O O "

IROKBrO v Ocm 'O ;1684,1655,1595,1479,1435,1414,1275,1211,1138

ugboliooboobliogan

O00000000D0D00O0D014.3mgd 0.0340mmolD 0000 DODOOO1L1.43mI0O 0O 4800
oobOO0o1r5p0000000D400000000DO00DOD0O0O0ODODOODODODODOODODOO
OooO0oooooooooOoboOoO0og1r45moooooOoSMIDOOOOOOOODOD
O09.94p O OO0.105mmmol0 00 000CODOOCODOOODODOOI13.3mgd 0.109mmolO O O
OCoOoO0Oo3p0ooooooooO0oOoOgOgdpepH7OoO.OImol/LOO 00 O0O0OOODODODOO
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
obobooboboobgooobooboooboobooboobobooboboooboboo
oobOe:10oo0obobocuobbotblno1ymgobooaonooon
obob01nooooooooooooooooan

"HO NMRO 270MHz,CDCI; 0 & O ppmO ;8.740 2H,sO ,8.660 1H,brsd ,8.270 1H,s0O ,7.700
1H,d,J0 15.5Hz0 ,6.920 1H,d,J0 15.5Hz0 ,4.530 4.650 1H,m0 ,4.450 1H,d,J0 9.6HzO
,4.320 1H,dd,JO 10.2,8.9Hz0O ,4.080 3H,s0O ,3.960 3H,sO ,3.820 1H,brd,JO 9.2HzO ,3
.250 1H,dd,J0 9.9,9.9Hz0O ,2.670 3H,s0 ,2.390 3H,s0O

FABMSO m/z0 ;545,5430 0 0 O O °

IROKBrO v Ocm 'O ;1761,1697,1655,1593,1475,1435,1412,1338,1201,1188,1088
oob0i12000 012000

3,60 00000000020 O000DDOSGBONMIDOOODODODODODODR20.1290 268.4mmol0O
oobooobOoooboOoooboDoovvo0bOoo0obOO0oO0DbDOoO0ODODOoO0ODbODOoOobODOobOoooOooOoDaO
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gbooobobooobuooboboobobooobs,e0b00bO0obO0ODbO2.73g0 8.
23mmol0 0006100000

3, 60000000 0O0O0O2.73g08.23mmmol0 000 O00O0O8OMIODO28wt0 O OO0 OO0
oo OO0DO0oO0D3.17g016.46mmolD 00 000D00OO0100000000O0D0O00
ugbogobooboodobuoboobobuoobobooobuoobobobooboaobodo
oooboobOoO0obOoo0obOOoO0obOoo0obOOoO0oOO0oOooOooOooOoOobooOooog
g2oomiD 00 0O0O0ODOOCOOOS8:10000O0DODODOODODODOOOOOO
O1.661g0 7.04mmol0 D 008600000
OO0DO0oO0oDbDO0oOO0ODO01.661g07.04mmolOONNOOODOODOODOSR
OCoooOoooooooo9emg 0 O0O0OoonOol.oegh7.6vmmolD 00 O0000O00O0ODO
01.96g0 7.05mmol0 00000 O00OO00O00O112.12g0 141mmol0 00 00O
gsopooogoosgooooobooboobooboboobooboonnb
ugbodobuobooboobuoooboobooboboobuoobooboooboonn
Oooo0ooooooooOooOooooooooooDseomIDDOOOO
102100000000 0D0O0O0DO0OO0DOODODODOODOODOOO
O0000818mgO 4. 21mmolD 0 006000000

goo gboooboobobuooboboobobboobuobbODbsismgh 4.2
InmolO O ODODOOO2mIOO4mol/L00DO0DOOCCOCOOO4.22mMI0000000000O
oooooooooooogo.S00bO0OO0ODOO0ODOODbODOODOOOOOOOODbOOO
obobooboboobgooobooboooboobooboobobooboboooboboo
uboooboboobuoooboboooboboobuobobobooboboooboboboa
O0O0000e68mg0O3.71mmol0 00088000 0ODO

O 0Ooogooog
O 0Ooo0oo0ooao
O 0OooQgoooo
O Ooogooo
OO oQgogoao

SN

m

Oooooo=0O0o0o0oao

O Ooo0ooooao

O0Oo0oo0oo0oao
O 0Ooo0ooooao
O OooQgooooao
OO O0OoOoooao
O 0O woogoao

10

20

30

40

50



(28) JP 3565559 B2 2004.9.15

6000000000 0O3.7mgd 0.0936mmolOONNO O O0OOOODODODOOO4mIDOOO
Oooo0o0z2mg0OONNOOOOOOOOOODODDO4MIDOOOOOOOODODOD
gz000003O0O00DO0OO0DOO0ODOO0ODOOODODOODODOOOOOOODOOOOOO
Ooo0oO0o0oooooDoODoO0OOoOOoOO0O0oO0oOooooDDOO?25.8mgd 0.86mmol0 00O ON,NO DO
oooDOoooOOoooOoOoo4miDODODDOOD20O0000D00O0DO0OODOODOOPHTOO.01
mol/LOODOOCOOO0O0OOOOODODOOOOODOOOOODOODODDDODDODODODOOOOO
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
ooooooooogosomiDO0OoOopooOobobogoboOoDbilo0:lDbvolDOODOODOOO
0120 24amg0O0 007300000

obob01200000000000000O00O00RGO

1H[]NMRDZ?OMHZ,CDCI3D o O ppmO ;11.480 1H,brsO ,7.840 1H,d,J0O 15.2Hz0 ,7.520 1H
,d,J0 9.2HzO ,7.440 1H,d,J0 15.2Hz0 ,7.000 1H,d,J0O 9.2HzO ,6.930 1H,br0O ,4.290 1
H,d,JO 10.9HzO ,4.200 1H,dd,JO 10.9,4.6Hz0 ,4.190 3H,sO ,3.810 3H,sO ,3.540 3.66
O 1H,mO ,2.620 3H,sO ,2.390 1H,dd,J0 7.6,3.6Hz0 ,1.310 1H,dd,JO 5.0,3.6Hz0O
FABMsO m/z0 ;42300000 *,42100000°

IROKBrO v Ocm 'O ;1701,1610,1466,1411,1396,1294,1248,1217,1109,1072

oob0i13000013000

0001200000000 12020.3mgd 0.0482mmol0 0000 0O OO O11.23mlI0O 0O 4800
oobOO0olr2p0000D0O0O0OD300000000D0O0O0O0DO0OODOOODOOODOOODOO
OoooooooooooOoboOoO0oOgr.e2miDOOOOOO40OmMIDOOOOOY8O0DODODO
Oo0oDO0o0ooOO0oo0ooOOoO0oo0OO0oO0oO0Oas0.-1mgOo.149mmolD D0 O0DOODOOODO?20.2p O
Oo.145mmol0 00 0ODOSO0C0O000O02O00000C0000000000DDO0OCL03
0.1mg0 0.149mmol0 0000000 DODO0O20.2p OOO0.145mmol0 0O DO DODO0OGOO0O0OO
ooooooooooooooooobogoDos37.4p 00033y mmolD 00000020000
uboooboboobuoooboboooboboobuobobobooboboooboboboa
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ooooooobooobooobooobobobloliobooboOobOilsb21.1mg OO 700
good

oboowkooooooooooooooooan

'NO NMRO 270MHz,CDCI;0 6 O ppmO ;9.150 1H,brsO ,8.240 1H,s0 ,7.840 1H,d,J0O 15.2H

z0O) ,7.570 1H,d,J0 15.2Hz0O ,7.540 1H,d,J0 8.9HzO ,7.010 1H,d,J0O 8.9HzO ,4.530 4.6
00 1H,mO ,4.520 1H,d,JO 9.9HzO ,4.330 1H,dd,J0 9.6,9.6Hz0 ,4.200 3H,s0O ,3.950 3H
,s0 ,3.790 1H,dd,J0O 10.2,2.6Hz0 ,3.750 2H,br0 ,3.610 2H,brd ,3.210 1H,dd,JO 10.2
,9.9Hz0O ,2.570 3H,s0O ,2.490 4H,br0d0 ,2.360 3H,sO

FABMSO m/z0 ;627,6290 0 0 O O °

IROKBrO v Ocm 'O ;1714,1705,1699,1653,1466,1412,1294,1217,1153,1093,1005
ogbo14000014000

O001BO00000D0DDOI13021.1mgd0.0336mmolD O 00O OO O1.38mIDOO0ODODODO
go.eoamlDDOO06.86mol/LO OO0 O0DODO0ODODOODOO19.6p 0000DO0OODOODOS30
obooOooobOobobOooboOoobOOob0obOOoO0oboOoOo0n?23.3mgd 00O
obobn40o00oo0oo0ooooooobooooan

"HO NMRO 270MHz ,DMSOD d¢O & O ppmO ;12.120 1H,s0 ,10.540 1H,brO ,8.310 1H,d,J0O 8
.9HzO ,7.740 1H,d,J0O 15.2Hz0 ,7.540 1H,d,J0 15.2Hz0 ,7.340 1H,d,J0O 8.6Hz0O ,4.34
0 4.600 4H,mO ,4.020 4.240 1H,br0 ,4.090 3H,sO ,3.850 3H,s0O ,3.760 3.820 1H,mO ,
2.850 3H,br0O ,2.690 3H,s0O

IROKBrO v Ocm 'O ;1716,1705,1699,1417,1435,1414,1252,1219,1093
oobooi15000015000
Oo0O00O00oO00ooDO0O3g031.5mmolO0000ODOOOS8OMIODOOOOOODODOA4.7290 3
1.5mmol000D0D0OD0OOCO0O0O0O01.26g031.5mmol0 00000000 ODDOOODOOO
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oOobOoOoOoss.5ghloo0 000000 DOO0oO0OOOoO0OODOoOoOoOoOooOoOoOooOobooooodO
ooooooooooDiomiCOO.Amol/LOO0O0ODODOOOODOOOOODOODODDOO
ugboooboboooboooboboooboboooboobobooboboooboboo
I 150 I A A o I A A
gbooobooooboobobooboobobO0o2.38g D340 0000

600 0000000 0Oe647TmgO 16.2mmolO0 ONNO O OO OODODODOO20mMIDO0OO0OO
Oo00oO00oo0oooooDOoOO0Ob0OD02.38g010.8mmolD O DONNOOOO0ODOOODODODOOD
gz2omiD00O0OO0ODOOODOOODOODOODODOODODOOOOOOOOOODOOODOOO
02.14g015.2mmol0 0000CCO0O0O000O0O0OODOOQCQCOOOPpPH7TOO0.0Imol/LO O DO
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ocoogdzoomiODOODOOOOOOOOOS:104:100000000000O0O0DDDOOO
gbooogobgz2.57gdoboil1oo00bonon
OoOO0oO00oo0ooooooOoOOocOoOOsoomgd2.3mmol0ONNOOOOOOOOODODOG6MI
Oo00O00o0oo0o0ooDOoO02amg0O0O00000O0736mg0O5.33mmol0 0000000000
Oo0oDOoo0ooO0o0oo0ogs9z2mgd2.13mmolD0 000000 O0D0OOOY17mg0 10.65mmol0 O O
oboooooOoboooooobil2o0b00120000000000000000O0pH7TOO0.01

mol/LOODOODOOOO0OOOOOODODODOOODODODOOODODOOODDODDOODDODOOOO
ugboooboboooboooboboooboboooboobobooboboooboboo
OCooooooooDz2oomID000O0O0000O0ODDO4:103:1000000000000
ooooooOoooOOoooOoooOOoooOOoboboOoDboO0oDbOoODi16e8mgd 0.87mmolO OO
g4100040an
obooooooboooooooooboooboooboobocOobOoODbD429mgd 2.22mmo
ID0000O0D012miD4mol/LO0000O0D00O0ODOO1I.1IMIDOOODOOO2000000
ocooooooooomwmoi/LOOOOOOOOODODOOOOOOOOOODODODDOOO
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
277mg0 1.55mmol0 0 007000000

600 00 0O0D000ODO3.7mg0O 0.0936mmolD ONNOODOODOOODOOO3mMIODOOO
ocooodod2omgOONNOOOOOOOOOODODDO4mIDOOOOOOOOODOD
00000200000 0000000O00O0O0O0O0OO0O0OOOOOOOOOOO
ooooooOoo0ooOooooooooboOoDbO0Oga25.8mgho0.86mmolI 0 O ON,NODODOO
OCooooooooo4miDOD0O0OO00OORUOODODDOOODOOOOOOPpPHTOO.01MOM/
Lboooooooooooobooobooooooboooboooboboobooboobobooboo
ugboooboboooboooboboooboboooboobobooboboooboboo
OCooooooosomiDOCOOO0OOOO0OOOODDII00:1O050:100000000A015
g27.img0 00800000

gbooiooooobooobaoboobooan

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;11.800 1H,brO ,8.230 1H,d,JO 15.2Hz0O ,8.220 1H,
dd,JO 4.1,1.5Hz0 ,7.460 1H,d,J0O 15.2Hz0 ,7.210 7.300 2H,mO ,6.920 1H,br0 ,4.310
1H,d,J0 10.9HzO ,4.200 1H,dd,JO 10.6,4.6Hz0 ,3.900 3H,s0 ,3.810 3H,sO ,3.550 3.6
20 1H,mD ,2.620 3H,s0 ,2.360 1H,dd,JO 7.6,3.3Hz0 ,1.290 1H,dd,J0O 4.6,3.6Hz0
FABMSO m/z0 ;4220 0000 *,42000000°

IROKBrO v Ocm 'O ;1701,1672,1618,1578,1450,1390,1296,1252,1217,1113

gob01le0 00 0O 160 00O

01500 00000015017.7mg00.0422mmol0 00 00O O 0O0O1L1.06mI0O 0O 4800
oodo9.ep 000000003000 O0O0OO0OO0OOO0OOOOOOOOOOOOODOOO
OooDoOooDoOoDoOooDooOoDo.gomIDObDOoODo3MIIOUODODODYYSODODOO
OooO0oO0O0ooooooDDoOoO024./mg0o.B1mmol0 0 O0O0OOCOOOOOL7.6p 0O
A2mmmolD 00O 0OOS00000000000000000000000O0O0ADOI16.4p
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0.14smmol0 000007000 D0OOOCO30000O00O0ODODODDOOODODOOOO
toboboobooobooobooboobOoOobOoo0ooOoOooooooooooboooan
gbooobooboooobobooboobooboobobooobobobooboobonn
ooboooboOooobooobooboobOoO0obOoobOoOobOOooDbOOobOoDbDe:1onOO
ObOoo0led1s5.2mg 005800000

oblebooooooooooooooonn

'NO NMRO 270MHz,CDCI;0 6 O ppmU ;9.470 1H,brsO ,8.280 1H,d,JO 15.2Hz0O ,8.270 1H,
dd,JO 4.0,1.3Hz0 ,7.550 1H,d,J0 14.9Hz0O ,7.210 7.300 2H,mO ,4.540 1H,br0 ,4.520
1H,d,J0 9.6HzO ,4.330 1H,dd,J0 9.9,9.2Hz0O ,3.930 3H,s0 ,3.890 3H,sO ,3.760 1H,dd
,J0 9.9,2.6Hz0 ,3.740 2H,brd ,3.600 2H,br0O ,3.210 1H,dd,J0 9.9,9.9Hz0O ,2.510 3H,
sO ,2.460 4H,brd ,2.340 3H,sO

FABMSO m/z0 ;628,6260 0 0 O O "

IROKBrO v Ocm *;1722,1701,1697,1433,1408,1292,1259,1217,1153,1093
gbooi1vboooilvogn

0001600000000 16014.4mgd0.0230mmol0 O 00O OO OO.5mIDOOODODODO
o.28mlD O OD0O6.86mol/LO0 D 00DO0OODOOOOOI0.lpO00O0O0ODOOOOODODOOO
oooooooboooooooobooobooboo7yobilemg 0000017000 O0D0OO0ODOO
ooooood

"HO NMRO 270MHz,DMSOD d¢O & O ppmO ;12.150 1H,s0 ,10.750 1H,brO ,8.280 1H,d,J0O 3
.6HzO ,8.110 1H,s0 ,7.960 1H,d,J0 15.2Hz0O ,7.620 1H,d,J0 8.6HzO ,7.540 1H,d,JO 1
5.5Hz0 ,7.450 7.500 1H,mO ,4.300 4.580 4H,mO ,4.080 4.240 1H,brd ,3.940 3H,sO ,3
.850 3H,s0 ,3.810 1H,brd ,2.850 3H,br0 ,2.690 3H,sO

IROKBrO v Ocm 'O ;1722,1699,1655,1614,1437,1416,1255,1219
ogoboi1soogno0oisogn

O Ooo0oooo
OO ogogog

6000000000 09.3mgdO0.23mmolDONNOC O OOOOOODODODOOSMIDOOOO
O0O0000G50mgOo0.194mmolDONNOOO0DODODOOODOOOOIIMIDOODODDODOO
ooboboz200000000D000DO0OO0DOO0OO0ODODOOOOOOOOOODbOOODOOO
OCoOoOooooooDOvomgDo0.23molDONNODOOODOOOOOOOOWIDDODOO
g0 000000C000C0O00OCO0OO0OOCODOOODOpH7TODO.2mOlI/LODOOODOOODOO
ugboooobooboooboooboobooobobooobuooboboobooobooobobod
oooooooooooOooooooooooooOOoOoOoOoooooooDODDsonl
,0u0boboobgooboboolo:1oboobobooisdramgd 0O 7300000

ooboi1sooo0oooooooooooooban

"HO NMRO 400MHz,CDCI1,0 & O ppmO ;10.650 1H,brO ,7.250 1H,br0 ,6.890 2H,d,JO 9.2H
z(0 ,6.830 2H,d,J0O 9.2HzO ,4.730 2H,s0O ,4.200 1H,br d,J0 10.6HzO ,4.110 1H,md ,3.
810 3H,s0O ,3.760 3H,s0 ,3.560 1H,mO ,2.600 2H,s0 ,2.310 1H,dd,J0 7.5,3.4Hz0 ,1.1
70 1H,m0O

IROKBrO v Ocm 'O ;1701,1606,1507,1409,1217,1109,1027

SIMSO m/zO ;42300000 "

ogbooi190o00o0Oi19000

180 0 0000D0OO0180 20mgd 0.047mmol0 ONND OO OOOOODOOOIml,O0
OCOoOmwmlooooo4000000MIOO00000O0ODODOODOODODOOOO0OOO
Imol/LOO0ODODOOCOOOOOOODODDODDODOOOOOOOODOOODODDOOO
coooooooooooboboooOooooooooobObooOoO0oooommoO
o780 00000D0OO0OO0DOO0ODOODOODO?29mgOo0.144mmolD OO0 DO00OODOO
OoOo.o2omlid0.244mmol0 00 CCOO0OOOOODODODOODOODOODOOOOOOO
L0omiD 0. 17mmolD 00000780 0000000000000D0O0OD0DOOGOODPH?
2mol/LO000D0OODOODOODOODOODDOODOOODOODOOODOOODOOO
ubooboobooooboboobuooboobooboboobobbooboooboaonn
oooooooooooboDbDz2oml,0000O0000O0DODOOS0:10000000O0

O 0O o0oogoo

OoooooogoQgogoaoQg
OO oogao
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0190 12mg0O0 0O 0O 4100000

gooboi10000o0o0oo0oooooooooboan

"HO NMRO 400MHz,CcDCI;0 & O ppmO ;8.750 1H,brO ,8.100 1H,br0 ,6.970 2H,d,J0 9.1Hz
0 ,6.840 2H,d,J0 9.1HzO ,4.780 2H,s0 ,4.540 1H,mO ,4.410 1H,d,J0 11.0Hz0O ,4.190
1H,dd,JO 10.2,8.5Hz0 ,3.940 3H,sO ,3.770 1H,brd ,3.760 2H,br0 ,3.760 3H,sO ,3.62
O 2H,brd ,3.200 1H,dd,J0 10.0,10.0Hz0 ,2.680 3H,sO ,2.500 4H,brd ,2.370 3H,sO
IROKBrO v Ocm 'O ;1688,1589,1506,1412,1292,1216,1149,1096,1004

SIMSO m/z0 ;631 6290000 0O "

ooobz2o0000020000

O00190000000D019011mgdo0.017mmol0 0O DO0ODOO.5mlI,000000.5mlDO
CoOs53mol/LO0O0DOOOCCOOO0OoO.OOMIDDODODOOOOODOOOOOODODDOOGO
ooooooooOo0ogn?2o013mgd OO

gooz2oo0o0o0oobgooboboobooo

"HO NMRO 400MHz ,DMSOD dgO & O ppmO ;12.080 1H,br0d ,10.560 1H,brO0 ,7.920 1H,s0O ,6
.930 2H,d,J0 9.1HzO ,6.840 2H,d,J0 9.2HzO ,4.920 1H,d,J0 15.2Hz0O ,4.830 1H,d,JO
15.2Hz0 ,4.490 1H,br0O ,4.350 2H,br0d ,4.300 1H,dd,J0O 10.5,10.5Hz0 ,4.190 1H,br d,
JO 11.2HzO ,3.850 3H,sO ,3.790 1H,dd,J0 9.0,2.4Hz0 ,3.690 3H,s0O ,3.410 7H,br0O ,2
.830 3H,s0 ,2.670 3H,sO

IROKBrO v Ocm 'O ;1649,1559,1507,1437,1219,1091

oob021000021000

60000 00D000ODO3.7mg0d 0.092mmolD ONNOOOOOOOCOOOCOO.IMIODOOD
O00020mgd 0.078mmol0 ONNOOOOODODODOOCOCOOOM4mMIDOOOODDODOO
gobOoz2000000000000D0O0O0O0O0DODO0OO0OOO0OO0OOO0OOOO0ODbOOOOO0OO
O0DO0o0oDO0oO00oO0oO00O0O0n03imgdo.094mmolDONNOOOOOOOOOOOODOoO.
smiDO0OO0OQ0C20000000000000C0C000000000PpHTOO0.2mol/LO OO0
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ocoOd2oml,0OOODOOOOOOOOO0100:100000000021018mg00OD0O 510
good

obobo21000000000000oo0o0ooban

"HO NMRO 400MHz,CDCI,0 & O ppmO ;10.300 1H,brO ,7.250 1H,br0 ,6.870 2H,d,J0 9.2H
zO0 ,6.830 2H,d,J0 9.3HzO ,4.730 2H,s0O ,4.210 1H,br d,J0 10.8HzO ,4.110 1H,m0O , 3.
860 2H,t,JO 6.6Hz0O ,3.810 3H,sO ,3.560 1H,mO ,2.600 3H,sO ,2.300 1H,dd,JO 7.5,3.
4Hz0O ,1.770 2H,mO ,1.170 1H,mO ,1.020 3H,t,J0 7.4Hz0O

IROKBrO v Ocm 'O ;1701,1606,1506,1457,1293,1213

SIMSO m/zO ;45100000 °

gbooz2200 0022000

600000000 0O0O3.7mgd 0.092mmolO ONNO OO OOOOODOOCOCO.AMIDOOOO
000020mgO 0.078mmolOONNOOOODODODOOODOOOOM4mMIDOODODDODODO
goobogdzob0bo0oboobooboobobooboobobooboboobooboao
00O0O00o0oo0ooooOoOO0C0OO34mgdo.095mmolDONNO OO OOOOOOODODOO
Smi0 00002000000 0000000000000000PpHTOO0.2m0l/LO000O
gooobooobooboooboobooobobobooboobobooboboobooboao
oooooocooboocoobooooboooobooobooboobooobOoboooboooboodg
oooO2oml,0000CO0DCODOODODO00:1000000000O0?220 18mg0 O O :48
gooad

gboz200000000000000O000O

"HO NMRO 400MHz,CDCI; 0O & O ppmO ;10.280 1H,brO ,7.250 1H,brd ,6.870 2H,d,J0 9.2H
z0O ,6.820 2H,d,J0O 9.3HzO ,4.720 2H,s0 ,4.210 1H,br d,J30 10.7HzO ,4.100 1H,md ,3.
900 2H,t,J0O 6.6HzO ,3.810 3H,sO ,3.560 1H,mO ,2.600 3H,sO ,2.300 1H,dd,JO 7.6,3.
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6HzO ,1.770 2H,m0 ,1.430 4H,m0 ,1.170 1H,m0 ,0.920 3H,t,J0 7.2HzO
IROKBrO v Ocm 'O ;1703,1604,1507,1400,1293,1261,1215

siMsO m/zO ;47900000 "

00023000023000

60000 00D000ODG6.3mgO 0.0158mmolD ONNOODOODOOODOOO3mMIODOOO

ocooooo3omg0ooNNOOOOOOOooooooDoo.SMID0O0O0OoOoOoOoooOoD
000003000 O0OO0OO0OOO0OO0ODOOO0OOO0OO0ODODOOOOOOOOOOOOOOOO
Oo0oDOoo0oo0ooooo0oooooOonod49.7mgdo.139mmolD OO DONNODODODDODODDOO
coogo.5miOO0O0D0OOO0ODO100000000000C0CO0OOOPpH7TOO.0Imol/LODOO O

uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ocogs3omlO0O0OoODODO0O0OO0OO0OO0O0000wo:10 00000000230 39.6mgh 0.0831m

molO O DOO7200000

oboo2300o0o0oooooooooooooban

"HO NMRO 270MHz,CDCI;0 6 O ppmUO ;11.900 1H,brsO ,7.150 2H,d,JO 8.6HzO ,7.000 1H,
brO ,6.930 2H,d,J0O 8.9HzO ,4.770 2H,s0O ,4.150 2H,brsO ,3.800 3H,sO ,3.630 1H,brs
0 ,2.600 3H,sO ,2.330 1H,dd,J0 7.3,3.0Hz0 ,1.180 1H,brsO

FABMSO m/z0 ;47900000 *,47700000°

IROKBrO v Ocm 'O ;1730,1697,1647,1601,1512,1410,1252,1217,1174,1138,1096
24000024000

2300000000230 19.9mgd 0.0418mmolD 0D 00 D0 OCODODO1L1.06mIODO 4800

O
O

0o

oboboo0o1419p 00000 0DO0OGOODO0O0DOODOODODOODODOOOOOOODOOO
Ooooooooooooocbo11.06mMiDOO0O0O0ODOY80000O0O0O0O0O0O0O0OODDORO
OO00025.3mg00.125mmol0 00 000O0D0O00ODOL7.5p O000.125mmol0 0 0 O O 350
OCo0oO00ooo0oooDoDoO0OCocOoOO0O0oO0oOoooooDDOOO0O?24.3p 000.29mmolODODO0O0O
g7sboooOoO0ooOoO0oOOoO0oOO0oO0obOO0oO0oOO0oo0ooOoobOooOo0obooOoobOooOoOobooOoboodg
ugboooboboooboooboboooboboooboobobooboboooboboo
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
oboDooboboboobuoobobooboboobO0llo:l0b0o0DbO0ODbOD?240 25.7mg
goooeoconDOoOn

O

gbz2d000000CO0b0O0cOoboooooonn
HO NMRO 270MHz,CDCI; 0O & O ppmO ;9.180 1H,brsO ,8.040 1H,sO ,7.160 2H,d,JO 8.9Hz
0 ,7.010 2H,d,J0 9.2HzO ,4.860 1H,d,J0 14.9HzO ,4.800 1H,d,J0 14.9HzO ,4.510 1H,
brt,JO 7.6Hz0O ,4.350 1H,d,J0 10.6HzO ,4.170 1H,dd,JO 10.6,8.6Hz0 ,3.920 3H,s0O ,3
.760 1H,brd,J0O 10.2HzO ,3.630 3.720 4H,mO ,3.190 1H,dd,J0 9.9,9.9Hz0O ,2.470 7H,b
rsO ,2.350 3H,s0O

FABMSO m/z0 ;685,6830 0 0 0 O "

IROKBrO v Ocm 'O ;1701,1670,1506,1439,1417,1261,1238,1220,1196,1159,1005
ooo025000025000

000240 0000000240 19.5mg00.0285mmol0 000 0O000O0.92mIO000OD0O0OO0
0.46mlD0CCOCe6.86mol/LO 00 O0DODOOOOCOOO83OOODODOOODOOOO3000
oooooooboocooooooobaoa?2sbz20.4mgn 00O
ooo2000000000000000000
"HO NMRO 270MHz,DMSOD dg 0 6 O ppmO ;12.130 1H,s0 ,10.620 1H,br0 ,7.910 1H,s0 ,7.
290 2H,d,JO 8.6HzO ,7.090 2H,d,JO 9.2HzO ,5.100 1H,d,J0O 15.8Hz0 ,4.970 1H,d,JO 1
5.5Hz0O ,4.500 4.520 1H,m0O ,4.320 1H,dd,JO 10.2,8.9Hz0 ,4.170 1H,d,J0O 10.6HzO ,3.
850 3H,s0 ,3.790 1H,dd,J0 9.6,2.0Hz0 ,2.820 3H,s0 ,2.670 3H,s0O
FABMSO m/zOOODOOODO"

IROKBrO v Ocm 'O ;1716,1695,1506,1439,1417,1248,1232,1194,1171,1097
oobOz26000026000
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o
o
O

0O0O0O0O00001.9mgd0.048mmol0 ON,NDO O DOCOOOOODOCOO0.AMIDODODOO
DO0O0O0O0O010mg0d0.04mmolD ONNOOOODODOOOOOOODO0.20I0000000
D000020000000000000000000000O0O0O0O0O0O0O0D0O00O0
00000000000 0000019mgd 0.049mmolON,ND D DDOOCOOODODODOO
.2mMi00000200000000000000000000000pH?O0.2mol/L0 O
0000000000000 00D000O0000000O0O0O000DODOoOO0Ononoao
0000000000000 0000000000000000000000000
OO0O020ml,000000000000080:100000000026013mgd 00 :65
000

D20 0000000000000000

NMRO 270MHz,CDCI, 0 & O ppmO ;11.320 1H,brO ,7.760 1H,d,J0 15.5Hz0 ,7.510 2H,
d,J0 8.8HzO ,7.410 2H,d,J0 8.9HzO ,6.800 1H,d,J0 15.1Hz0 ,6.620 1H,brO ,4.230 1H
,d,J0 11.2HzO ,4.120 1H,dd,J0 11.2,7.3Hz0 ,3.820 3H,sO ,3.590 1H,mO ,2.620 3H,s
0 ,2.400 1H,dd,J0 7.6,3.3Hz0 ,2.050 1H,s0O0 ,1.540 9H,s0 ,1.300 1H,dd,J0 4.3,4.0Hz
0

IROKBrOu Ocm 'O ;1707,1620,1587,1525,1520,1394,1294,1240,1159

siMsO m/zO ;50400000 "

DO0027000027000

6000 00000001.9mgd0.048mmol0 ONNO DD OOCOOODOCOOO0.IMIDDOODOO
OO0O0O0O010mg0d0.04mmol0 ONNO O OOODODOOOOOODO.2mI0000000C00O
000020000000 00000000000000000O0O0O0O0O0O00O0O0D0O0O0
00000000 10mgdo0.052mmol ON,ND DO OO OCOOOODOOCCOO.2nID0DO000?2
0000000000000 0000000000pH7OO0.2m0l/L0 0000000000
000000000000 00000000000000000D00O0O0O000oooaO
000000000000 00000000000000000000000O0:?20nl,0
0000000000 0050:10000000002701img000 6400000
000270 0000000000000000

HO NMRO 270MHz,CDCI,0 & O ppmOd ;10.730 1H,brd ,7.770 1H,d,J0 15.2Hz0 ,7.460 2H,
d,JO 8.9HzO ,6.590 2H,d,J0 8.9HzO ,6.640 1H,d,J0 15.1Hz0 ,6.630 1H,brd ,4.210 1H
,d,J0 10.9HzO ,4.140 1H,dd,J0 10.9,4.6Hz0 ,3.820 3H,s0 ,3.530 1H,mO ,3.040 6H,s
O ,2.610 3H,s0 ,2.360 1H,dd,J0 7.3,3.6Hz0 ,1.300 1H,dd,J0 4.9,3.3Hz0O

IROKBrOu Ocm 'O ;1701,1593,1525,1389,1360,1242,1217,1169

siMsO m/z0O ;43200000 "

DO0028000028000

260 00000002608mgd0.016mmol0 0000000000000 1mol/L
Doo.5mMI00D0CO0O0O0O000.2mMI000000000O0O0O00ODOOOO0O0O00OD
0000000000000 O0O0O0O0O0O0O0O0OO0OIml,00.2miI0000O000OO
2mM0 00240 0000000000000 0pH7OO0.2mol/LO0 0000000 O0O
000000000000 0000000000000000000000000
O00O00000000000D00OO0O0000D0O0O0O0O0O000DODO0OO0O0O0ooao
000000000 000010:10000000002803mg0 004700000
2800 000000000000000

NMRO 270MHz,CDCI, 0 & O ppmO ;10.280 1H,brO ,7.740 1H,d,JO 15.5Hz0 ,7.390 2H,
d,J0 8.6Hz0 ,6.680 1H,d,J0 15.5Hz0 ,6.650 2H,d,J0 8.5Hz0 ,6.620 1H,br0 ,4.210 1H
,d,J0 11.2HzO ,4.110 1H,dd,J0 11.2,6.3Hz0 ,3.820 3H,sO ,3.560 1H,mO ,2.600 3H,s
0 ,2.360 1H,dd,J0 7.6,3.3Hz0 ,1.320 1H,dd,J0 4.5,3.4Hz0

IROKBrO v Ocm 'O ;1697,1595,1518,1443,1392,1242,1219,1174

siMsO m/z0O ;40400000 "

0002000029000

600 00000000 12ng0 0.3mmol0 ONNODOODODODDOCOOOOO.6mMIDODOOOO

Ooo0oooogQgoo
OO0 oeogooao

O

T
O

Oo0oooogoQgg
OO0Ooooooaog
OOooOoogeood
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O60mgd 0.23mmol0 ONNOD OO OOOOOOOODOD1ISMIDOOOOOOOODODO
oboobOooboobooboobz20b00O0bOO0OO0ODO0OO0ODODOO0ODOODOOO
Ooo0O0Ooo0oooooDoOoOoOoO00O0oOoOoooDDOaOi124mgl 0.31mmolO ON,NDO O
ocoooooooor.smiDOOOO2000000O0DOO0O0ODODODOOOOOOO
pH7O O.2mol/LOD D O0D0O0ODOODOODODOODOOODOOOOODOOODOOOOO
uboobooboooboboobuooboobooboboobobobooboooboaodnn
oooooooooooDboobosoml,00O0O0O0OoOODOOOOOS0:1000000
0290 77/mgd O O 6500000

o220 00o0O0OooOO0oOooocobooooban

NMRO 270MHz,CDCI1,0 & O ppmO ;9.810 1H,br0 ,7.680 1H,d,J0O 15.5Hz0 ,7.110 1H,d

d,JO 8.3,2.0HzO ,7.010 1H,d,J0 2.0HzO ,6.810 1H,d,J0 8.2HzO ,6.660 1H,d,J0 15.5H

zO ,

6.560 1H,br0O ,4.150 1H,d,JO 11.2HzO ,4.070 2H,t,J0 5.9Hz0 ,4.060 1H,mO ,3.84

O 3H,sO ,3.760 3H,sO ,3.500 2H,t,J0 6.6Hz0O ,3.460 1H,mO ,2.520 3H,sO ,2.310 1H,d
d,J0 7.6,3.3Hz0 ,2.050 2H,mO ,1.250 1H,dd,J0 5.3,3.4Hz0O

IRO

KBrO v Ocm 'O ;2098,1697,1622,1608,1516,1392,1263,1217

sIMSO m/zO ;51800000 "

u

Ooooooogd

-

HO

g3o0ooosoonn

0200000000290 15mg0o0.029mmol 0000 DODO0OOCOCOO1.5mIOODODODO
OCooO0oOoOoooo2smgbo.088mmolD 000 00ODOOS000000000O00O00O0D0OO
1.5mi0D0D00OO0O0CO0240000000O0O0C0C0O0O000O0O0DODODDOODOOOO
ooooooooobooobooboobooobOoooobooooooooooboooao
ooooooboooobOooobooobOoo0obOooobOoooobooooooooobooonn
os3oml,0000000O0ODODOODOOO0OO0O0O0O0O0ODOD®200:10:1000000000

300 4mg0 0 0O 2800000

g0 ooooooooooobooooban
NMRO 270MHz ,DMSOO dg O & O ppmO ;7.750 1H,d,J0O 15.2Hz0 ,7.540 1H,br sO ,7.49

O 1H,br d,J0 8.6HzO ,7.180 1H,d,JO 8.6HzO ,7.090 1H,d,J0 15.2Hz0O ,7.030 1H,brO ,
4.150 1H,br d,JO 11.2HzO ,4.390 1H,m0O ,4.270 2H,t,J0 6.3HzO ,3.960 3H,s0O ,3.870
3H,s0 ,3.610 1H,mO ,3.120 2H,t,J0 7.2Hz0O ,2.610 3H,s0 ,2.230 1H,mO ,2.160 2H,mO
,1.460 1H,mO

IRO

KBrO v Ocm 'O ;1647,1610,1512,1458,1394,1385,1294,1219

sIMSO m/zO ;49200000 "

u

O
g
O
g
u

Oo0oooooooo9oeoooogoo
Oooooogoogdg

O

Ho

0310000310000

0200000000290 50mg0o0.096mmol 00 00DODO0O0COSmIOO0O0OOA4800
OCoOmwloooooooooooooooooooooooimol/LO0O0O0O0OOO
ooobooooboooobooobooobOooobOoooOobooOooboooboooboooboooan
oooDoooDOoOooDoOooDooOoDosmiODOO0COOO70000O0OO0OOOOOODOOO
OOO0OS58mgdO0.29mmol000CCO0O0O00O0O00O0O0DODOO-04mIO 0.29mmold 00O OO0.

OooooooooooDbDoOoOboOoO0oO0oOoooooo.o3smi0o.34mmold 000 0O DO 780

good
ugod
ooo

g OO00o0O0OO0oDoOO0OoDOoOoDOpH7OO.2mol/LO0O00O0OOOOODODOO
u ubooboobodobooboboobuobobobobooboboobobobaa
O ooooooooooooboOoOoboboOoooooooDoDOoO0ODDasond,
oooooboobooboz20:100000000000Mmg OO 7300000000
0 35mgd 0.049mmol0 00 COCOO5GmI,00001Iml, 10000000000 22mg
goooboobobooboboobooboboobobbooboobonon
oooooooooooocooooooooooosom,bOO0ooooooao
oobOoO0o0Dbi10:1:100000000031012mg0 00O 3500000
Jlgooboobooobobobooboobo

NMRO 270MHz,DMSOC dg O & O ppmO ;8.090 1H,br sO ,7.960 1H,s0O ,7.900 2H,br0O ,7

OoooooooOodg
OoOoo0ooooao

.580 1H,d,J0 15.2Hz0O ,7.440 1H,s0 ,7.350 1H,br d,JO 8.2HzO ,7.070 1H,d,J0O 15.5Hz
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0 ,7.050 1H,d,J0 8.6HzO ,4.530 1H,m0 ,4.420 2H,m0 ,4.180 2H,t,J0 5.9HzO ,3.850 3
H,sO ,3.840 3H,sO ,3.790 1H,m0 ,3.450 1H,m0 ,3.000 2H,br0 ,2.750 2H,br0 ,2.740 3
H,sO ,2.690 3H,s0O ,2.060 2H,mO

IROKBrOu Ocm 'O ;3547,1718,1697,1637,1511,1436,1409,1263,1219

FABMSO m/z0 ;698;7000 0 O O O "

00032000032000

00031000000 0031016mg00.023mmol0 000000 2mI00 0 06.86mol/LO
00000000 00.0084mMID 0000000 ODOODOODOCOOODOOODOODOO
000320 16.4mg0 O O

0003200000000000000000

"HO NMRO 270MHz,DMSOO dg O & O ppmO ;12.180 1H,brO ,10.930 1H,brO ,8.090 1H,br s
0 ,7.890 2H,br0 ,7.560 1H,d,J0 15.2Hz0 ,7.430 1H,br sO ,7.330 1H,d,J0 8.2HzO ,7.
060 1H,d,J0 15.3Hz0 ,7.030 1H,d,J0 8.3HzO ,4.500 1H,mO ,4.400 2H,m0 ,4.150 2H, t,
JO 5.6Hz0 ,3.850 3H,sO ,3.830 3H,s0 ,3.460 6H,br0 ,3.260 4H,br0 ,2.990 2H,mO , 2.
840 3H,sO ,2.680 3H,s0 ,2.050 2H,mO

IROKBrOu Ocm 'O ;1716,1647,1509,1437,1408,1263,1140

FABMSO m/z0O ;700,6980 0 0 O O "

0003000033000

6000000000 0O3.7mgd 0.093mmolO ONNO OO OOOODODOOCOO.2MIDOOOO
O000020mgO0.078mmolD ONNOOOODODODOOOOOOO.SMIDOODODDODOO
gbobogogobz2o000boobobooboboobobbooboobobooboboo
Oooo0ooooooooCocoO0O0oO0oooooDoDoOOCDOO0O41mgd 0.10mmold ON,NO
OooooooooDoobo.SMIDOOO0O0O200000000000000D0DO0OO0RGO
OO0O0OpH7O O0.2mol/L0D0DO0O0DOO0OODOODOODOODOODODOOOODOOODODOO
uboooboboobuoooboboooboboobuobobobooboboooboboboa
ooooooooooooOobooOoOgz2oml,DOO0OODODOOODODOOOS:10000D0DO0
O0033021img0 00O 5200000

ooos3ooooooooooooooban

'HO NMRO 270MHz,DMSOO dg O & O ppmO ;12.380 1H,br0 ,7.590 1H,d,J0 15.5Hz0 ,7.390
1H,br sO ,7.280 1H,br d,JO 8.5Hz0 ,7.000 1H,d,J0 8.6HzO ,6.940 1H,d,J0 15.6Hz0 ,
6.900 1H,br sO ,4.340 1H,br d,J0 10.8HzO ,4.270 1H,mO ,4.060 1H,t,J0 6.2Hz0 ,3.8
10 3H,s0 ,3.760 1H,m0 ,3.730 3H,s0 ,3.120 2H,mO ,2.590 3H,sO ,2.230 1H,mO0 ,2.16
O 2H,m0 ,1.460 1H,mO

IROKBrO v Ocm 'O ;1684,1601,1443,1437,1385,1263

FABMSO m/z0 ;5200 0 0O O °

oo0oo0O34000034000

Oo003000000003505mgdo.009mmolD 00000 ODOOODOO.5mIODO0OO
0480 000000.2mI000S00000000O0OO0OOOCOCOOOOOOOODODOCOGO
Oo00oO00oooooooOoOiml,phi70000000DO0O0.2mol/LO4mMIOOO0000O0ODODO
gbooboboboobdp4DO00DO0OO0OOODOODODOODOODOODOODOD
uboooboboobuoooboboooboboobuobobobooboboooboboboa
oooooooooDbDoOoOOoOOooOooooooDzoml,D00O0CO0O0O0O0O0OODOD10:10
Oo0ooDo0oo0oo0oO00s3404mg0 00 880000 O
ooo340000000000000C0O0D0O

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;10.690 1H,brO ,7.650 1H,d,JO 15.1Hz0O ,7.150 1H,
dd,J0O 8.2,1.7Hz0 ,6.960 1H,d,J0 2.0HzO ,6.830 1H,d,J0O 8.6HzO ,6.630 1H,d,J0 15.5
HzO ,6.600 1H,br0 ,4.660 2H,sO ,4.140 1H,dd,J0 10.9,10.9Hz0 ,4.070 1H,mOd ,3.860
3H,s0 ,3.760 3H,sO ,3.740 3H,sO ,3.480 1H,mO ,2.520 3H,s0 ,2.310 1H,dd,J0O 7.6,3.
3HzO ,1.250 1H,dd,JO0 5.0,3.4Hz0O

IROKBrO v Ocm 'O ;1699,1653,1616,1516,1458,1396,1219
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m/z0O ;5070 000 0O °
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OO04.0mg0o0.1mmolD ONNOD ODODOOODOOODOOO.2mI00D0O00OO

35000
oood

O
O

0 O 20mg0O

0 O 200
oood
oooad
2mol/L0O
oood
oooad

50 35mg0d O O
Oogo30000a0
"HO NMRO 270MHz,CDCI,0 & O ppmOd ;10.610 1H,brd ,7.650 1H,d,J0 15.2Hz0 ,7.150 1H,
dd,J0O 8.2,1.6Hz0 ,6.920 1H,d,J0O 2.0HzO ,6.830 1H,d,J0O 8.5Hz0O ,6.600 1H,d,J0 15.5
HzO ,6.580 1H,brO ,4.520 2H,sO ,4.140 1H,d,J0 10.9Hz0O ,4.090 1H,mO ,3.860 3H,sO
,3.750 3H,s0 ,3.490 1H,mO ,2.540 3H,sO ,2.310 1H,dd,JO 7.6,3.3Hz0 ,1.550 9H,s0O ,
1.250 1H,dd,J0 4.6,3.4Hz0

IROKBrO v Ocm 'O ;1751,1701,1616,1512,1458,1392,1294,1142

FABMSO m/zO ;5490 000 O "
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OO00O0O00000oo0OoOO00O41mgd 0.096mol0 ONNODO OO
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ooO0z2oml,J0O0O0OODOOODOOOOS0:1 0000000003
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oso0000000D0ODOO0OO0OO0.162mIO1.8mmol0 0D OO0 7800
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0b020:10000000003000000D044mg0 OO 3500
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2000 00Dbo0O0oDbo0o0oboU0DbDmoi/L00D0O0O0ODDODODOO
ugboobooobooboobobooboobooboobooboobaa
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"HO NMRO 270MHz,DMSOD dgO & O ppmO ;12.010 1H,br0d ,8.020 1H,br0 ,7.510 1H,d,J0 1
5.1Hz0O ,7.260 1H,br d,J0 8.5Hz0O ,7.170 1H,br sO ,6.970 1H,d,J0 15.1Hz0O ,6.960 1H
,d,JO 8.5Hz0O ,4.500 1H,mO ,4.380 2H,mO ,4.300 2H,s0O ,3.840 3H,s0 ,3.810 3H,s0 ,3
.780 2H,br0 ,3.150 3H,s0O ,2.960 3H,s0 ,2.650 3H,s0O

IROKBrO v Ocm 'O ;1701,1585,1437,1416,1317,1267,1169

FABMSO m/z0 ;645,6430 0 0 0 O "
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ocooOo2.omliD0O0O0ODO20000000000000000000000pHTOO.
2zmol/LOO0OCOCOOOO0OOODOODOOODODODOOODODODODODODDODODODODODOOODOOO
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uboooboboobuoooboboooboboobuobobobooboboooboboboa
ooooooooooDosoml,DOO0O0O0O0O0O0OODOOS0:100000000D3700
oooODOoo0oobODO0oO0ooOo0BecODO9BmgD OO 9700000
oooO370BocOO0ODOO0OODOOODOOODOODOO

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;10.760 1H,brO ,8.370 1H,brO ,7.780 1H,d,JO 15.1
HzO ,7.170 1H,dd,J0 8.6,2.3Hz0 ,7.110 1H,br sO ,6.840 1H,d,J0O 8.6HzO ,6.790 1H,b
r0 ,6.740 1H,d,J0 15.5Hz0 ,4.240 1H,d,J0 10.5Hz0 ,4.160 1H,dd,JO 10.4,3.9Hz0O ,3.
920 3H,s0O ,3.820 3H,s0 ,3.540 1H,mO ,2.600 3H,sO ,2.360 1H,dd,JO0 7.5,3.3Hz0 ,1.5
40 9H,sO ,1.320 1H,dd,J0 4.0,3.3Hz0O

IROKBrO v Ocm 'O ;1705,1614,1531,1390,1261,1219,1157

FABMSO m/z0 ;5340 000 0 "

00370 BocO O30mgOo0.056mmol0 00 000D000CCOO3mIOOO00O00O480000
go.mmlODOS00C00D0O0O0ODO0OODOODOODODODDODODODOODOOODODOODOO
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gs3oml,JODO0DODODO0OODODO0OODOO40:100000000037012mg0 00O 49000
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"HO NMRO 270MHz,DMSOD d¢O 6 O ppmO ;12.400 1H,brO0 ,7.530 1H,d,JO 15.5Hz0 ,7.030
1H,d,J0 1.7HzO ,6.960 1H,dd,JO 8.3,1.8Hz0 ,6.880 1H,d,J0 8.3HzO ,6.830 1H,brO ,6
.760 1H,d,JO 15.5Hz0O ,4.880 2H,sO ,4.300 1H,d,JO 10.5Hz0 ,4.220 1H,dd,JO 10.4,4.
9HzO ,3.850 3H,sO ,3.760 3H,sO ,3.480 1H,mO ,2.500 3H,sO ,2.110 1H,dd,J0 7.3,4.0
HzO ,1.350 1H,dd,JO 4.6,3.3Hz0O

IROKBrO v Ocm 'O ;1703,1612,1514,1446,1390,1271,1217,1111

FABMSO m/z0 ;43400000 °

go3sgnoog3soon
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ooooOobOoOO0oDOoO0oDbDOoOO0DbDOoO0oDbOoU0oDbDOoOoDbDOoOoDOoego:1IDODbDOO
380 BocO O 32mgd O O :850 0 0 OO O O BocO 25mgd 0.037mmol0 00 0000
OODO2ml,48000000o.065mMID00OO8ODO0O0OOOOODODOODODOODODDOO
pH7O 0000000000 DOU0ODOODOODOODOODODOODOOODOODOOO
goooooooooooOoooUoooUooOoU0ooDoU0ooDoooDoooDoooooodg
0 e o A A B e 7 [ M R R WG
oooad
gOo3sgooooooooooogooogao
YHO NMRO 270MHz,CDCI;0 6 O ppmO ;8.580 1H,brd ,8.420 1H,br0O ,7.730 1H,d,JO 15.2H
z0Ob ,7.710 1H,t,J0 4.5Hz0 ,7.010 2H,br0O ,6.980 1H,dd,J0O 8.4,2.0Hz0O ,6.800 1H,d,J
0 8.3HzO ,6.750 1H,d,J0O 15.2Hz0 ,4.560 1H,m0d ,4.470 1H,br d,JO 10.6HzO ,4.300 1H
,dd,JO 8.6,8.6Hz0 ,3.970 3H,s0O ,3.950 3H,s0O ,3.900 3H,sO ,3.800 1H,dd,J0 9.5,2.3
HzO ,3.230 1H,dd,J0O 9.6,9.6Hz0 ,2.710 3H,s0O
IROKBrO v Ocm 'O ;1767,1647,1514,1439,1282,1221,1115
FABMSO m/z0O ;574,5720 0000 °
ooo3900003900a0n
OO003y00000000370BocH O 29mgl 0.054mmolD 0000 ODOOO3m,48000
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cooo.o2miDOOCDODOOOOOOOOOOOOODODOOCCOOIMOI/LOOOODODODOODOD
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ocoooooooooooocooOoO3miDooopooOys00000ooooooDOOO
OO0O00033mgOo.16mmolO 00000000 ODOODOO.023mIO0.16mmolO D000 0O
ooooooOoooOoooooooooooboooDo.o2imiO.19mmolD OO0 OO 780
OCoO0oO00oo0ooooDoDoOOoCocOoOoOoOooooOpH7OO.2mol/LO0O0O0O0O0O0DODODOOO
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
oooooooooooooooooooooooooboooboboooboooobooOasont,
obooooooboooboogz0:1000000CODbOO0O390BocOO20mg 0O 500000
OO0 OBocO20mgd 0.027mmolD 000000000 0ODO2mIO480 0000 0O0.025mI0OD0O
gsoboobOO0oO0oDODOoO0ODbODO0oO0oDbDOoO0oobODOoo0ooODoooDooooooobooooboooooog
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gooooooooooooooooobooobobogobooboobooDoOogom,oonoo
obooOooboOob0oDbz0:100000000039015mg OO 870000 0O
ooo30ooooooooooooobooban

[,

HO NMRO 270MHz,CDCI; 0O & O ppmO ;8.800 1H,sO ,8.250 1H,br0O ,7.730 1H,d,JO 15.2Hz
0 ,7.020 1H,br sO ,6.800 1H,d,JO 8.3HzO ,6.750 1H,d,J0O 15.8Hz0 ,4.570 1H,mO ,4.4
70 1H,br d,JO 10.2HzO ,4.300 1H,mO ,3.960 3H,sO ,3.900 3H,sO ,3.810 1H,dd,JO 9.6
,2.3Hz0O ,3.760 2H,br0O ,3.630 2H,br0 ,2.680 3H,s0O ,2.500 4H,br0d0 ,2.370 3H,sO
IROKBrO v Ocm 'O ;1699,1646,1589,1514,1437,1408,1284,1257,1219,1151,1095
FABMSO m/z0 ;642,6400 0 0 O O "

oob40000040000

0003000000 D0039015mgd 0.023mmol0 0000 OCOImIOO0OOG6.86mol/LO
oooooooooo.00MIDDODODODODODOODDOODDOODODOOOODOOODOO
000400 16mgh O O

goobo400000000000000000O

"HO NMRO 270MHz,DMSOD dg O & O ppmO ;12.090 1H,brd ,10.640 1H,br0 ,8.100 1H,br0O ,
7.490 1H,d,J0 15.2Hz0 ,7.220 1H,br sO ,7.160 1H,d,J0 8.6HzO ,6.950 1H,d,J0 2.9Hz
0 ,6.900 1H,d,J0O 15.1HzO ,4.420 2H,m0O ,4.190 1H,mO ,3.860 3H,sO ,3.850 3H,sO ,3.
790 1H,br0O ,3.490 9H,brd ,2.890 3H,s0O ,2.680 3H,sO

IROKBrO v Ocm 'O ;1699,1645,1514,1439,1412,1281,1219

FABMSO m/z0 ;642,6400 0 0 O O °

ugbod4i100b0041000

6000000000 0O7.5mgO00.19mmolDONNOCOOO0OO0OODODODO.2MIDOOOO
0O00040mgO 0.155mmolO ONNO O O0O0ODODOOCCOOO1I.OMIDOODODODODOO
gbooozo0cobobocoboooboooboooboobooboooboboobooboooboodg
Oo0o0oooOOobooOobooOoboOoOde4mgd o 19molDONNOODDODODODODOODO
omliDOODO0O200000000000000C0C0000000PpHTOO.2m0l/LOC O
goooboocooboocoboooobooobooboobooobooobOoooobooooodg
gooobgoooboobgooobooboobooboooboobobooboboobooboao
oodz2oml,0OOODODOOOOOOOOOS0:10000000D0O0O41046mg0 0O 0O 640
gogoo

gbo4i1000o0boo0obooooboobooobonn

"HO NMRO 270MHz,CDCI;0 6 O ppmU ;10.730 1H,br0O ,7.770 1H,d,J0 15.5Hz0 ,7.220 1H,
dd,JO 8.6,2.0Hz0 ,7.110 1H,d,J0O 2.1HzO ,6.870 1H,d,J0O 8.5Hz0O ,6.730 1H,d,JO 15.5
HzO ,4.230 1H,d,JO 10.9Hz0O ,4.150 1H,dd,JO 11.0,4.6Hz0 ,3.940 3H,s0 ,3.820 3H,s
0 ,3.550 1H,mO ,2.820 6H,s0O ,2.610 3H,s0O ,2.110 1H,dd,JO0 7.6,3.2Hz0 ,1.320 1H,dd
,J0 4.9,3.3Hz0

IROKBrO v Ocm 'O ;1705,1614,1576,1387,1240,1219,1109

FABMSO m/z0 ;4620 0 O O O °
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oob42000042000

0004100000000 410 24mgdo0.052mmol0 0000 0COCOOImI, 480000000
LOowgmiDO0OOOOCOCOOO0DOO00OO0DODDDOOODODODO0OOOOODODDDOODODDODOOO
ocooooooooomwl,0co000o.5mMIDOO0ODOOYS0O0O0O0OOOOODODDOOO
Oo0D0O0O032mg0O016mmol 000 000CODOOCODOODOO0.029mIO0.21mmol0 OO0 0O
OCoooooooooooocooOoOoooooooo.02imiCo0.19mmolD OO0 O DO O 780
Oo0O00000o0ooODODOoO0O0O0OO0O0O0ooooo0OpH7OO.2mel/L0000O0O0ODODDODOO
obobooboboobgooobooboooboobooboobobooboboooboboo
ocoooooooooooocooOoOooooooooobobooooooooooaoasont,
obobOoobOob0ooob0oboo0ol0:100b0000b000042022mg0 006300000
oob042000000000000000000

"HO NMRO 270MHz,CDCI;0 & O ppmUO ;8.800 1H,sO ,8.250 1H,br sO ,7.790 1H,d,J0 15.2

HzO ,7.260 1H,mO0 ,7.170 1H,d,J0 2.0HzO ,6.880 1H,d,J0 8.3HzO ,6.770 1H,d,J0 15.5
HzO ,4.450 4.570 2H,m0 ,4.320 1H,mO ,3.960 3H,s0 ,3.940 3H,s0 ,3.800 1H,mO ,3.79
O 2H,br0 ,3.630 2H,brd ,3.230 1H,dd,J0 10.2,9.9Hz0 ,2.850 6H,s0 ,2.680 3H,s0 ,2.
500 4H,br0 ,2.370 3H,sO

FABMSO m/z0 ;670,6680 0 0O O O "

IROKBrO v Ocm 'O ;1726,1697,1646,1408,1240,1215,1149,1093
00D043000043000

000420000000042022mg0 0.033mmol0 000000100 OO6.86mol/LO
OO00OoO0oO0oOoOoDo.006mMID0DCOO0DODOODODOODDOODOOOOODOODOOODOOO
000430 21mg0 O O

0004300000000000000000

"HO NMRO 270MHz,DMSOO dg O & O ppmO ;12.090 1H,brO ,10.550 1H,brO ,8.100 1H,br s
0 ,7.580 1H,d,J0 15.2Hz0 ,7.460 2H,br0 ,7.040 1H,d,J0 15.2Hz0 ,7.030 1H,br0 ,4.4
90 4H,mO0 ,4.180 1H,mO ,3.860 3H,sO ,3.850 3H,s0 ,3.790 1H,br d,JO 9.9HzO ,3.480
3H,br0 ,2.850 10H,s0 ,2.680 3H,s0 ,2.500 3H,sO

IROKBrOu Ocem 'O ;1716,1697,1647,1510,1434,1414,1246,1217,1095
0004000044000

4100000000410 20.4mgd 0.0442nmmol0 000000 0 O 1.86ml0 0 480 O
D15y 0000000060000 O0O0O0O00O0ODODOO0O0ONODODOOOOOOOD
D000O00D0O0O0001.86mI000000O000O0000O12.9y 00O 0.137mmol
0000000000 0017.3mg00.141mmol0 00 0000000000000
O0pH700.01mol/L00000D0C0O0O0O0O00DODODOOOOODODOOOOOOOD
000000000000 00D00OO0O0O000D0OO0O0O0O00DDOoOOOoOOoooao
0000000000000 00000000000015:1000000000 44
023.8mg0 009200000

000400000000000000000

YHO NMRO 270MHz,CDCI,0 & O ppmO ;9.330 1H,brsd ,8.290 1H,brsd ,7.800 1H,d,J0 15.
2HzO ,7.240 1H,d,J0 9.2HzO ,7.160 1H,s0 ,6.870 1H,d,JO 8.6HzO ,6.780 1H,d,Jd0 15.
5HzO ,4.540 1H,br0 ,4.480 1H,d,J0 11.2HzO ,4.330 1H,brt,J0 8.9HzO ,3.950 3H,s0O
3.930 3H,s0O ,3.800 1H,brd,JO 7.6HzO ,3.230 1H,dd,J0 10.2,9.9Hz0O ,2.840 6H,s0O , 2.
560 3H,sO ,2.340 3H,sO

FABMSO m/z0O ;586,5840 0 0 O O °

IROKBrOu Ocm 'O ;1767,1697,1645,1508,1435,1414,1321,1246,1190,1088,1028
000450000450 00

O00440000000044020.4mgd 0.0349mmol0 00000000000 1.7nI00
OO06.86mol/L0 00000000 COO0D010.17y 00000000000000000O0
0000000000000 D045024.6mg0 00
0O00400000000000000000
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(40) JP 3565559 B2 2004.9.15

"HO NMRO 270MHz,DMSOD dg O & O ppmO ;12.070 1H,s0 ,8.060 1H,brsO ,7.950 1H,br0O ,7
.800 7.830 1H,br0O ,7.630 1H,d,JO 15.5Hz0 ,7.270 1H,d,J0 8.6HzO ,7.150 1H,d,JO 15
.2Hz0O ,4.430 4.530 3H,brd ,3.980 3H,s0 ,3.850 3H,s0O ,3.790 1H,br0 ,3.090 6H,sO ,
2.660 3H,s0 ,2.390 3H,sO

IROKBrO v Ocm 'O ;1759,1693,1651,1514,1437,1414,1277,1203,1090,1014

OO00O460 00046000

6000000000 0G6.4mg0O0.16mmolDONNOCOOOOOOODODODOSMIDOOOO
OO0D0O0034mg0 0. 13mmolOONNODODODODOODODOOODOOOOMIODDOOODOO
oobOoz2000b00O0b00oO0bOOoO0obooooobooobooobooobooobooboa
O0O0O0000oo0oooDoDOoOO0OO0OOOsS8mgd O l6molDONNODDODDODODOOODODOOO
SmiDO000C2000000000000C0C0O000O00O00O00O00O0OPHTOO0.2mol/LO
ooooooOobOooobOooooOooOooooooOooobooobOoobooobooboobooboo
gooooboobooobgoooboobgooboobooobuooboboboobobooobonn
ocogs3oml,OOOODOOOOOOOOOS0:1000000000A46055mg00O0O -87
ogoao

gbo04600000000DO0ODO0O0O0DODODO

"HO NMRO 270MHz,CDCI;0 6 O ppmUO ;10.390 1H,br0O ,7.760 1H,d,J0 15.5Hz0 ,7.250 1H,
dd,J0O 8.6,1.9Hz0 ,7.110 1H,d,J0 2.0HzO ,6.860 1H,d,JO 8.6HzO ,6.700 1H,d,JO 15.1
HzO ,6.670 1H,br sO ,4.220 1H,d,J0O 10.9HzO ,4.150 1H,dd,J0 10.9,4.6Hz0 ,3.900 3H
,sO ,3.820 3H,s0 ,3.540 1H,m0d ,3.190 4H,q,J0 7.3HzO ,2.600 3H,sO ,2.360 1H,dd,J
07.6,3.6Hz0 ,1.320 1H,dd,JO 5.3,3.5Hz0 ,1.050 6H,t,J0O 7.0HzO

IROKBrO v Ocm 'O ;1701,1616,1508,1389,1255,1109

FABMSO m/z0 ;4900 0 O O O °

O 0Ooooo

g
4
O
a
O
0
a

e e e = e Al

oboo47000047000

000460 0000000460 16mgdo0.033mmol0 00 D00COCOO11.5miO0O480000
ooo.o6miDOOODODOODOOOOOODODOOODODOOCOOImel/LOODOOODODODOD
ugboooboboooboooboboooboboooboobobooboboooboboo
ooooooooooooobooOol.smMioooooovysO0OO0O0O0OOoOoOoOooOooODo.O
osmliJ0.10mmolD O DO ODOODOOODOOO.014mIOO.10mmol0 O O0DO0OCODODOOO
OCoOoO0OooOoooDpH7OO.2mol/L0000O0ODOOOOOOOOOOOODODOCOGO
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
oooooooooooogooogooboooogobooDb2oml,DOo0obOOobOooOoboOO
o0so:100000O00b00O4701ymg0D 00O 8200000
oobo4700000000000C0COO0C0ODOOC

1H[]NMR[]Z?OMHZ,CDCI3D o O ppmO ;8.630 1H,br0d ,8.430 1H,br0 ,7.780 1H,d,J0 15.6H
z0O ,7.290 1H,dd,JO 8.9,2.0Hz0 ,7.170 1H,d,JO 2.0HzO ,6.880 1H,d,JO 8.6HzO ,6.75
0 1H,d,JO 15.5Hz0 ,6.740 1H,br sO ,4.560 1H,mO ,4.500 1H,dd,JO 10.5,1.7Hz0 ,4.34
O 1H,dd,JO 10.4,10.4Hz0 ,3.970 3H,s0 ,3.950 3H,s0 ,3.910 3H,s0 ,3.810 1H,dd,JO 6
.7,2.3Hz0 ,3.250 1H,dd,JO0 6.7,6.7Hz0 ,3.210 4H,q,J0 6.9Hz0 ,2.710 3H,s0O ,1.060 6
H,t,J0O 7.0Hz0O

IROKBrO v Ocm 'O ;1699,1653,1645,1591,1506,1412,1257

FABMSO m/z0 ;629,6270 0 O °

oobo480 00048000

0460 0000000460 20mgo0.041mmol 0000 DODOOCOCOC2mIO 04800000
AmlO00OO0OO0OOOOOCOOOOOOCOoOOOoOoOOoOOOmoi/LO0OOODOOOOO
uboobooboooboboobuooboobooboboobobobooboooboaodnn
ocooooooooooDoOo2miD000O0O0O0oOoOoODOOODODODODOOoOoDoooon
O038mgd 0. 125mmol0 00000 0O0OOOOOOO.018mIO0.13mmolD OO DO0OO
OooooooooooooboobooOoOooOo.c23miDo.1vmmolD 000 O0O00OOO
O0Oo0OO0O0O0oo0ooooDDOpH7ODO.2mol/L0000DODOOOODOODOOOOOOO

Oo0oooogoQgg
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(41) JP 3565559 B2 2004.9.15

uboooboboobuoooboboooboboobuobobobooboboooboboboa
ooooooooooOoOoOOoOOoOoOooooooooOOODODOoOoOoOoocom,ooODODOOO
oobDo0ob0oDb0o20:100000000048014mg0 OO 5000000
ooo4800000000000O0000O00O00O

"HO NMRO 270MHz,CDCI;0 & O ppmO ;8.780 1H,sO ,8.250 1H,br sO ,7.790 1H,d,J0O 15.2
HzO ,7.280 1H,mO ,7.170 1H,d,J0 2.0HzO ,6.890 1H,d,J0O 8.6HzO ,6.760 1H,d,J0 15.5
HzO ,4.580 1H,mO ,4.470 1H,br d,J0 10.6HzO ,4.310 1H,mO ,3.960 3H,s0O ,3.910 3H,s
0 ,3.820 1H,mOd ,3.790 2H,brO ,3.630 2H,br0 ,3.210 4H,q,J0 6.9HzO ,2.690 3H,s0 ,2
.510 4H,br0O ,2.370 3H,s0 ,1.070 6H,t,J0 6.9HzO

IROKBrO v Ocm 'O ;1697,1652,1591,1506,1408,1292,1259,1217,1093
oo0oDbD49000049000

000480 0000000480 11mgd0.01l6mmolD OO0 O0OCOCOImIOO OO 6.86mol/LO
oooooooooo.004miDbO0OO0DO0OODOODOODDOODODODOODOOODOO
000490 13mgh O O

ooo4900000000000000O00O0RO

"HO NMRO 270MHz,DMSOD d¢ 0 6 O ppmO ;12.190 1H,br0d ,10.880 1H,brO ,8.100 2H,br0O ,
7.600 1H,br d,J0O 8.6HzO ,7.400 1H,br sO ,7.240 1H,br sO ,7.000 1H,brO ,4.580 3H,
mO ,3.850 6H,sO ,3.810 3.260 6H,mO ,3.210 4H,q,J0 7.2Hz0O ,2.880 4H,br0 ,2.690 3H
,s0 ,2.510 4H,br0 ,2.370 3H,s0 ,1.070 6H,t,J0 7.0HzO

IROKBrO v Ocm 'O ;1714,1645,1435,1417,1410,1255,1219

FABMSO m/z0 ;698,6960 0 0 O O "

goosoOobOOoOosoonOon

O00410000000041032.2mgd 0.0698mmol0 0000 0OC0OOOZ2.94mI0O 0O 3500
gis.2p 00000 DOD0e6O0DDOOO0DOODOOODODODODOODOODODOODODOO
OCooooooooooooco2.94mD0000D0ODODOOCODOO20.4p OOO0.216mmol
Oo00o00oo0oo0oooDOoOO0O0O00O27.2mgdo0.223mmol0000CO0O0O0O0O0O0ODODDODOO
OCOoOOoOddpH7OO.0OImol/LMO OO OO OODODOODOOOOOODOOOOOODODOCOO
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gboobobooobgooboboobobooboboobgokIgoboobobobon
500 26.3mg 0O 7000 00O

gooso0o0oOooooOoooooobooonoan

"HO NMRO 270MHz,CDCIl,;0 6 O ppmO ;9.620 1H,brsO ,8.290 1H,brsO ,7.790 1H,d,J0O 15.
1HzO ,7.230 1H,d,J0O 9.6HzO ,7.150 1H,sO ,6.860 1H,d,JO 8.6HzO ,6.780 1H,d,J0O 15.
2HzO ,4.410 4.540 1H,br0 ,4.500 1H,d,J0 9.9Hz0O ,4.320 1H,dd,J0O 9.2,8.2Hz0 ,3.92
O 6H,sO ,3.850 3.900 1H,mO ,3.350 1H,dd,J0 10.2,10.2Hz0 ,2.830 6H,sO ,2.530 3H,s
0 ,2.320 3H,s0O

FABMSO m/z0 ;542,5400 0 0 O O "

IROKBrO v Ocm 'O ;1697,1643,1591,1510,1437,1414,1242,1190,1115,1090
oooOs510000s51000
ooos000000000S50018.3mg0.0339mmol0 000000 ODOOODOI1.52mlI0O0
OOe6.86mol/LO00O0DODODOOOOOOO%.pyO00ODODOOOODOODOOS0O0O0ODODODO
oooOoobOOoO0oDbOO0OO0ODb0OO00D0OS51020.0mg0O OO0
gboosioogoooboooboboobooan

"HO NMRO 270MHz,DMSOD dgO & O ppmO ;12.090 1H,brsO ,8.070 1H,brsO ,8.030 1H,brs
0 ,7.850 1H,d,J0O 7.9HzO ,7.630 1H,d,J0 15.5Hz0 ,7.300 1H,d,J0O 8.6HzO ,7.170 1H,d
,J0 15.5Hz0 ,4.380 4.520 3H,mOd ,3.990 3H,s0 ,3.910 1H,brd,J0 9.2HzO ,3.840 3H,s
0 ,3.560 1H,dd,J0 9.9,9.3Hz0 ,3.120 6H,s0 ,2.660 3H,s0O ,2.390 3H,s0O

IROKBrO v Ocm 'O ;1693,1651,1516,1470,1435,1414,1277,1203,1190,1090
oooOs52000052000

000410 28.5mg0 0.0618mmol0 0 000000 D1.5mIDO00O00O0O0O0O0DODOOO
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gooOs3omgObOOCOobOOosS0000b000obOoo0obOoobooobooooobooboobooo
Oo0o0oo0oooooooooOoboOo148miDO00O00ODOv80D0O0O0OO0O0O0O0O0OOODODOODO
O000037.4mg0 0.185mmol0 000000 0O0ODO25.8py OO 0.185mmold 00 O O 400
Oo0oO00oooooDoOoO0OO0OO0oO0O0oO0ooooooDDOO0O016.4p OOO0.309mmolDDODOD0OO
gr7gogboooooboosboobooboobuobboobooboobooboDboo
ugboooobooboooboooboobooobobooobuooboboobooobooobobod
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
gbobooboboboobooboobooboboobobobi1s:10000000¢00520 28
.omgO0 007400000

ooos200000000000000O000RO

"HO NMRO 270MHz,CDCI;0 & O ppmUO ;9.920 10.160 1H,brO ,8.240 1H,brsO ,7.800 1H,d,
JO 15.2Hz0O ,7.240 1H,d,J0 8.3HzO ,7.160 1H,s0O ,6.870 1H,d,JO 8.6HzO ,6.790 1H,d,
JO 15.2Hz0 ,4.450 4.540 1H,brO ,4.470 1H,d,J0 9.6HzO ,4.400 1H,dd,JO 10.2,9.2Hz
O ,3.940 3H,s0O ,3.930 3H,s0 ,3.770 1H,dd,J0 9.5,1.9Hz0O ,3.280 3H,br0 ,3.200 1H,d
d,J09.9,9.9Hz0 ,2.840 6H,sO ,2.300 3H,sO

FABMSO m/z0 ;616,6140 0 0 0 O °

IROKBrO v Ocm 'O ;1697,1686,1647,1508,1437,1414,1246,1219,1188,1159,1111
oooOs530000s300a0

000520 000000052018.0mgd0.0293mmol0 000 O0O0OOOOO2.0mIO0O0O
oooooooooooooboobo4z2g000O0D20000000000000000
gooobooboobOs3b20.7mgd OO

ooos3oooooooooooooooban

"HO NMRO 270MHz,DMSOD dgO & O ppmO ;12.020 1H,brsO ,8.120 1H,brsO ,7.970 1H,brs
0 ,7.830 1H,d,J0O 8.2HzO ,7.630 1H,d,J0 14_.8HzO ,7.290 1H,d,JO 8.6HzO ,7.170 1H,d
,J0 15.2Hz0O ,4.400 4.580 3H,brd ,3.990 3H,s0 ,3.850 3H,s0d ,3.810 1H,brd,JO 10.0H
z0O ,3.110 6H,s0O ,2.670 3H,sO

IROKBrO v Ocm 'O ;1650,1645,1516,1464,1435,1416,1279,1219,1190,1159,1107,1092
ooo0Os5400005%4000

OO0 D410 40.0mgO 0.0867vmmol0 000 O0COCOD21OmIDOD0O0ODOOODOODOO
obob42mmg0DOO00DO4O000DO0O0DOODOODODOODODOOOOOOODOOO
Oo0o0oO00oooooDoOoO0OOoOoO0zaaomiDOODODD200000000032.0mg0 0.260m
molOODODO0OD0ODOO0OD0ODOO0OD0OO0OO0OD0OOOS53.7mg0o0.260mmolD 0000000 ODO0ODO

OCoo0oO0oooooooDoO0OocoO0oO0oO0oooooasi.emgbo.260mmold 0000 DO 20000
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
Ob0Doo0oboboo0o0oboobobOoob25:10000000D0054047.4mg0 0 0O 8400
goad

ooos400000000000CO000O00OC

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;11.790 1H,brsO ,9.270 1H,s0O ,8.670 1H,brsO ,8.2

90 1H,s0O ,8.170 1H,d,J0 7.9HzO ,7.730 1H,d,J0 15.2Hz0 ,7.260 1H,br0 ,7.230 1H,d,
JO 8.6HzO ,7.130 1H,s0O ,6.860 1H,d,JO 8.3HzO ,6.730 1H,d,J0O 15.2Hz0 ,4.570 4.68
O 1H,mO ,4.460 1H,d,J0 9.9HzO ,4.310 1H,dd,J0O 10.2,9.2Hz0 ,3.970 3H,sO ,3.920 3H
,s0,3.850 1H,dd,J0O 9.9,2.4Hz0 ,3.260 1H,dd,J0 9.9,9.9Hz0 ,2.830 6H,sO ,2.710 3H
,sO

FABMSO m/z0 ;649,6470 0 0 0 O °

IROKBrO v Ocm 'O ;1697,1647,1591,1508,1437,1410,1267,1246,1217,1192,1093
gooss50000s55000

000540 0000000540 47.4mgdo0.0732mmol0 00000 OO00O00O0O2.6mI00 0O
oboooooooooooooogs3ssgoooboono3ooboooooooooodg
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OO0oOO0oO0oo0o00Oo0Oaogssosl.eamgd OO

oooss000o0oooooooooooonoan

"HO NMRO 270MHz,DMSOD d¢O & O ppmO ;12.160 1H,s0 ,9.370 1H,s0 ,8.960 1H,d,J0 4.3
HzO ,8.570 1H,dt,J0 7.9,2.0Hz0 ,8.230 1H,brsO ,8.120 1H,brsO ,7.930 1H,d,JO 8.3H
zO ,7.730 1H,dd,J0O 7.9,5.0Hz0 ,7.650 1H,d,J0O 15.2Hz0O ,7.350 1H,d,J0O 8.9HzO ,7.22
O 1H,d,JO 15.2Hz0O ,4.470 4.600 3H,brd ,4.020 3H,s0O ,3.860 3H,sd ,3.840 1H,dd,J0O
10.6,2.6Hz0 ,3.510 1H,dd,J0 9.6,8.6Hz0 ,3.180 6H,sO ,2.640 3H,s0O

IROKBrO v Ocm 'O ;1686,1647,1516,1466,1458,1437,1414,1279,1219,1097
goosed00OnOsendn

00 0410 30.0mg0O 0.065mmolD0 00000000 1.58mIOD00O00O000O0DODDOOO
oo0oo0O31emg 0D OO0ODO40000D0O0O0DOODOODOODODOOOOOOODOOO
OoooooooooooOoboOo.s8miDO0O0O0OOoOoz20000000000000O0O0
32.2mg0 0.195mmol0 000000 DOOCOOOOOODODOA40.2mgOd 0.195mmolO0 00O 0ODO

OoooooooooooCocoO0oO0oO0ooooooOOC0DOO0OO?23.8mgd 0.195mmol0 0O 0O

gobz2o0000000000000O00O0OO0O0OO0OOOO0OOOOOOOOOOOO0OO
obobooboboobgooobooboooboobooboobobooboboooboboo
uboooboboobuoooboboooboboobuobobobooboboooboboboa
uboooobOoboooooooooooobooOoOobooOo40:1000000O00O00005S7.8
11 1 A e 0 I N R I N R AR R

60 27.2mg0 0 061000 0 O
0005000000000 00000000

"HO NMRO 270MHz,CDCI,0 & O ppmO ;9.500 1H,brsd ,8.270 1H,brsO ,7.900 2H,d,J0 9.2
HzO ,7.730 1H,d,J0 15.2Hz0 ,7.230 1H,d,J0 8.6HzO ,7.150 1H,s0 ,6.860 1H,d,J0 8.6
HzO ,6.740 1H,d,J0 15.2Hz0 ,6.500 2H,d,JO 8.9HzO ,4.480 4.580 1H,mO ,4.440 1H,d,
JO 10.2HzO ,4.270 1H,dd,J0 10.6,8.4Hz0 ,3.940 3H,s0 ,3.920 3H,s0 ,3.810 1H,dd,J
09.6,2.3Hz0 ,3.200 1H,dd,J0 10.2,9.9Hz0 ,3.000 6H,s0 ,2.830 6H,s0 ,2.480 3H,sO
FABMSO m/z0 ;691,6890 0 0 O O "

IROKBrOu Ocm 'O ;1697,1686,1647,1606,1508,1437,1412,1269,1182,1090
0oo0s57000057000

000410 30.0mgO0.065mmolD 000000001 8mIOO00O000O00O0ODODOOOGO
ob0oO0O31emg OO OCODO40000000D0OO0O0DOODOOODOOOOOOOODOOO
oooDoooooooooooo.semlib0gbOo200000O0O00O0ODOODOO
OO00027.1mg0 0.195mmol0 0000000000 DODO0OQCOCDOA40.2mgd 0.195mmol0 O
gboooobOoboooooooooooobooobooobooOobogb?23.8mgd 0.195mmo

IDo0ooooQo20000000000O3OO0O0O000000O0DODDODDODOODODOOOO
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gboooboobooobgooobobooobobooobuooboboboobobooboboboo
oooooooboooooooooooobooboobooboOo210000D0O00
Oos57036.2mg0 00840000 0O

goosrboooobooboboobooan

"HO NMRO 270MHz,CDCI;0 & O ppmU ;11.470 1H,sO ,8.320 1H,brsd ,8.180 1H,d,J0O 2.3H
z0O ,7.790 1H,d,J0O0 2.3HzO ,7.750 1H,d,J0O 16.8Hz0 ,7.210 1H,dd,J0O 7.3,1.7Hz0 ,7.14
O 1H,d,JO 2.0HzO ,6.860 1H,d,J0O 8.3HzO ,6.730 1H,d,J0O 15.2Hz0 ,6.100 6.700 2H, br
O ,4.480 4.590 1H,mO ,4.450 1H,d,J0 10.9HzO ,4.290 1H,dd,J0 9.6,9.2Hz0 ,3.920 3H
,sO ,3.890 3H,s0O ,3.790 1H,dd,J0O 9.6,2.0Hz0 ,3.220 1H,dd,JO 10.2,10.2Hz0 ,2.830
6H,s0 ,2.590 3H,sO

FABMSO m/z0 ;665,6630 0 O O O "

IROKBrO v Ocm 'O ;1647,1637,1595,1508,1437,1410,1298,1246,1221,1192,1092
goossgo0o0oOssgndn

O0O0570000000O057023.8mgd 0.0359mmolD 0000 OCOOOO0O1.65mIO0D0O
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ooooooooooooooooyyrmg0OO0O0D0OO0OO30 000000 O0OO0OOooOO0OO
oo0oo0Oo0oO0oo0o0g0o0oaogassd26.4mgd OO

ooossoooooDoooooooooooan

"HO NMRO 270MHz,DMSOD dg¢ 0 & O ppmO ;12.130 1H,s0 ,8.410 1H,d,J0 2.3HzO ,8.140 2H
,brsO ,8.070 1H,d,JO 2.0HzO ,7.940 1H,d,J0O 8.6HzO ,7.660 1H,d,J0 15.2Hz0O ,7.430
3H,br0O0 ,7.350 1H,d,J0 15.2Hz0 ,7.210 1H,d,J0 15.2Hz0 ,4.130 4.410 3H,mO ,4.020 3
H,sO ,3.860 3H,sO ,3.840 1H,brd,J0O 11.2HzO ,3.180 6H,s0 ,2.620 3H,sO

IROKBrO v Ocm 'O ;1689,1645,1601,1516,1437,1414,1279,1219,1190,1095

goosegnooosoonon

OO0 0410 40.0mgO 0.0867mmol0 000000002 1ml00000O00000O00ODODOADO
obobD42mmg0 00O O0O0DO400D00D000DOODOODOODODOOOOOOODOOO
ocooooooooooooboo2amwmlDO0O0OoOOvs0DO0OO0OO0OO0DO0OO0OOO0OOOOODOD
OO0D00O52.0mg00.258mmol 0 00 0D0O0ODOO36.00 00O0.258mmol0 00O 0O O3000
oCoooooooooooocooOoOoOooooooooOocOoOoOOOs1.8u O0O0.430mmol
ooOoobOoO0ooOoo0ooOoooOs3oboo0obO0oo0oobOOoO0oO0ob0ooOOoO0obOOobooOoOooOooao
obobooboboobgooobooboooboobooboobobooboboooboboo
uboooboboobuoooboboooboboobuobobobooboboooboboboa
uboooooOob0ooOooooooooooobooOo0obooOobooboOoobs1oboobooDbos

o0 27./mg0 0 O 470000 O

ooossooobooooooooooooban

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;10.080 1H,brsO ,8.240 1H,s0O ,7.770 1H,d,J0O 15.2
HzO ,7.250 1H,dd,JO0 8.7,1.7Hz0 ,7.150 1H,d,J0 1.7Hz0O ,6.860 1H,d,JO 8.6Hz0 ,6.75
O 1H,d,JO 15.2Hz0O ,4.450 4.550 1H,m0 ,4.420 14H,d,J0O 11.2Hz0O ,4.260 1H,dd,J0O 10.2
,8.9Hz0O ,3.920 3H,sO ,3.890 3H,sO ,3.740 1H,dd,J0O 8.9,1.9Hz0 ,3.170 1H,dd,JO 9.9
,9.9Hz0O ,2.960 4H,br0O ,2.830 6H,s0O ,2.560 3H,s0 ,2.490 4H,br0 ,2.230 3H,sO
FABMSO m/z0 ;685,6830 0 0 O O "

IROKBrO v Ocm 'O ;1697,1645,1591,1508,1446,1414,1246,1215,1190,1088

goobOeod O OOe600OO

OOoo0s50000000059027.7mgdo0.0405mmol0 000 O0D0O0O0ODOOO11.82mIDDO0O
oooooooooooooobogoze2g0 00000060 DOOO0ODOOOOODODOO
oo0o0Ooo0oo0oO0o0Oo0geon31.3mgd OO

gbooeocbboboboobOoobOobDOOoODbDOoOOn

"HO NMRO 270MHz,DMSOD dg O & O ppmO ;12.090 1H,s0 ,9.530 1H,brO ,9.480 1H,s0O ,8.0
30 2H,brsO ,7.850 1H,d,J0 7.9HzO ,7.630 1H,d,JO 15.2Hz0 ,7.310 1H,d,JO 8.3HzO ,7
.180 1H,d,J0 15.2HzO ,4.390 4.580 3H,mO ,4.000 3H,s0 ,3.850 3H,sO ,3.800 1H,dd,J
09.4,2.8Hz0 ,3.450 4H,br0O ,3.140 6H,s0O ,3.080 3.250 5H,brd ,2.820 3H,d,J0O 4.3Hz
0 ,2.660 3H,sU

IROKBrO v Ocm 'O ;1743,1689,1649,1516,1464,1435,1416,1279,1219,1190,1094

oob0el00OO6100O0O

0O 00410 30.0mgO 0.065mmolD 000 O0O0DOO18mIDO0O0DO0OODOOOOOOOO
ob0oO31emg OO OCODO40000D0O0O0DOODOODODOODOOOOOOOODOOO
Oo0o0oo0o0ooooooooOoOoOo.s8miDO0O0O0OOv80D0O0O0OO0DO0O0O0OO0OOOODODOODO
0O00039.3mg0 0.195mmol0 0000000 0O00O027.2pu OO O0.195mmold 00 O O 4000
Oo0000o0oo0ooooooO0obD1,10000000000D024.7p 000.325mmol0ODODODO
gzo0oboooobOod4ob0b00oboboobobboboobobooboDboo
ugboooobooboooboooboobooobobooobuooboboobooobooobobod
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
gboooboboobooboobooboobobooboobz20:1b0o0b0O0bO0O0DbOe1D 2109
mg 0 05400000

oboboel00OOO0OO0OOO0OOOOOOOOODOO
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"HO NMRO 270MHz,CDCI,0 & O ppmO ;9.780 1H,brsd ,8.230 1H,brsO ,7.800 1H,d,JO 15.
2HzO ,7.250 1H,dd,J0 6.3,2.0Hz0 ,7.160 1H,d,J0 2.0HzO ,7.130 1H,brO ,6.870 1H,d,
JO 8.6HzO ,6.770 1H,d,J0 15.2Hz0 ,4.420 4.520 1H,m0 ,4.410 1H,d,J0 9.6HzO ,4.26
O 1H,dd,J0 9.9,8.9Hz0 ,3.930 3H,s0 ,3.870 3H,s0 ,3.720 1H,brd,JO0 6.6Hz0O ,3.160 1
H,dd,J09.2,8.1Hz0 ,2.840 6H,s0 ,2.640 6H,s0 ,2.480 3H,sO

FABMSO m/z0 ;630,6280 0 0 O O "

IROKBrO v Ocm 'O ;1734,1697,1645,1591,1508,1458,1437,1414,1246,1217,1190,1098
0006200006200 0

O00610000000061015.8mgd 0.025tmmol0 00000000 001.13mI00 0
0000000000 00000D0122ng00000003000000000000000
000000000D0e20 18.2mg0 O O

000620 0000000000000000

"HO NMRO 270MHz,DMSOO dg O & O ppmO ;12.080 1H,sO ,9.170 1H,brsd ,8.020 2H,brsO ,
7.870 1H,d,J0 8.9HzO ,7.640 1H,d,J0 15.2Hz0 ,7.320 1H,d,J0 8.9HzO ,7.180 1H,d,J
0 15.5Hz0 ,4.390 4.580 3H,mO ,4.010 3H,sO ,3.840 3H,s0 ,3.800 1H,dd,J0 9.9,2.6Hz
0 ,3.150 6H,s0 ,2.650 6H,s0 ,2.610 3H,sO

IROKBrOu Ocm 'O ;1749,1695,1684,1647,1516,1471,1437,1414,1277,1219,1095

oobe30 00063000

000410 30.0mgO0.065mmolD 000000001 8mIOO00O00O00O0ODODOOOGO
ob0O0O31emg OO OCODO4000000O0DOO0O0ODOODODOODOOOOOOOODOOO
ooooooOoooooooooO14OmiObCO0DbDOOODODODODODODOODOO
O00039.3mg0 0.195mmol0 000 00O000O00O027.2p O00O0.195mmold 00 O O 4000
Oo0o0o00oo0oooooDooO0obD1,200000000000000043.2mgd 0.325mmolO
OooooooOooooeo.6p 0Oo0.65mmolO 000D OCODO.2mMIDOODOOODOOZ2000
gooso0bOo0oO0ooOOoO0obODOoO0obODOoO0obODOoO0obODOoOooDobOooobooobooobooooboodg
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ooooooobOoooboooooobse:1000bo0o0ob0o0Ooe3ds3s5.omgd DO O8O OO
0o

oooe30DOO0OO0OOOOOOOOOOODnO

-

HO NMRO 270MHz,CDCI,0 & O ppmO ;9.870 1H,brsO ,9.630 1H,brsO ,8.220 1H,s0O ,7.79
0 1H,d,JO 15.5Hz0 ,7.260 1H,dd,J0 8.3,2.0Hz0 ,7.170 1H,d,J0 1.7HzO ,6.880 1H,d,J
0 8.6Hz0O ,6.780 1H,d,J0 15.2Hz0 ,4.420 4.550 1H,br0 ,4.470 1H,d,J0 10.2HzO ,4.34
O 1H,dd,JO 9.2,9.2Hz0 ,3.940 3H,s0 ,3.930 3H,s0 ,3.770 1H,dd,J0 9.6,2.0Hz0 ,3.26
O 3H,brsd ,3.190 1H,dd,JO 10.2,9.9Hz0 ,2.850 6H,s0O ,2.690 3H,s0 ,2.360 3H,brsO
FABMSO m/z0 ;630,6280 0 0 O O °

IROKBrO v Ocm 'O ;1697,1647,1591,1508,1458,1435,1414,1246,1219,1190,1157,1109
oo0obe40 000640 00

000630 0000D0D0OO0OG63025.8mgd 0.0410mmol0 000 OCOCOOOOO1.8mIO0DO
gbooboboboobooboboi1y9omgb0boobo3oo0boooobooboonn
O0ooOoo0oo0o0o0Oo0Ooge4n28.2mgd OO

oboboe40000O0OOOOOOODOOODOO

"HO NMRO 270MHz ,DMSOD d¢O & O ppmO ;12.040 1H,s0 ,8.120 2H,brsO ,7.920 1H,d,J0O 8
.6HzO ,7.640 1H,d,J0O 15.2Hz0 ,7.350 1H,d,J0O 8.6HzO ,7.200 1H,d,J0 15.5Hz0 ,4.39
0 4.600 3H,mO ,4.020 3H,s0 ,3.850 3H,s0O ,3.810 1H,brd,JO 10.7HzO ,3.190 6H,s0O ,2
.670 3H,s0 ,2.500 3H,sO

IROKBrO v Ocm 'O ;1695,1651,1645,1516,1471,1441,1435,1416,1279,1219,1107
obooes0 00065000

00 0410 25.0mg0 0.0542mmol0 0 0000000132000 0O0O0O0O00O00O0ODODOO
gooO3%imgboboobosobooooobooboobooooboooooooobooda
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(46) JP 3565559 B2 2004.9.15

cooo0oOolr.ae2miOODOOOCOC200000000D00O00C0O0O0
38.1mgO 0.163mmol 0 0 000 DODOONOCOOOODOOODODODOD
O031.2mgd 0.163mmol0 00 C0C0OC0O0O0O0OOOODODDOCOO
OOD019.9mgOO0.163mmol0 0000 O20000000000
oboobooboobgooboboboobobooboobonn
uboobobooobobobooboobobooboooaadnn
oobooobOooobOoobOoobOoobOobOooOooboooooo
10:1000000000e65025.0mg0 006100000
ubooodaobghn

O 0Ooo0oo0ooao
O 0Ooo0oooao
O Ooo0oooao

g

CDCI;0 6 O ppmO ;9.270 1H,brsO ,8.320 1H,brsd ,8.070 2H,d,J0O 8.3

,7.730 1H,d,Jd0 15.2Hz0 ,7.380 2H,d,J0 8.2HzO ,7.220 1H,dd,JO 8.2,2.0HzO ,7.1
30 1H,d,JO 2.0HzO ,6.860 1H,d,J0 8.6HzO ,6.730 1H,d,J0 15.2Hz0 ,4.480 4.600 1H,m
O ,4.450 1H,d,J0 10.6HzO ,4.290 1H,dd,J0 9.5,8.9Hz0 ,3.950 3H,s0 ,3.920 3H,s0O ,3
.800 1H,dd,J0 9.6,2.3Hz0 ,3.530 2H,s0 ,3.210 1H,dd,J0 10.2,9.9Hz0 ,2.830 6H,sO
2.600 3H,s0 ,2.480 8H,brO ,2.300 3H,sO

FABMSO m/z0 ;760,7580 00 0 O "

KBrO v Ocm 'O ;1740,1697,1647,1508,1446,1412,1248,1217,1192,1140,1090

0660 00066000

D650 000000065018.0mg0 0.0237mmol0 00000000 O0O11.00mIO0O0O
00000000000 000153mg0000000300000000000000
D0O00O0O00D0D66022.9mg0 00O

De0 000000000000 DOOOO

NMRO 270MHz,DMSOO dg 0 & O ppmO ;12.140 1H,sO ,9.510 1H,br0 ,8.210 2H,d,JO 8.
3HzO ,8.190 1H,d,J0 15.2Hz0O ,7.750 7.890 2H,br0 ,7.630 2H,d,J0 8.9HzO ,7.600 1H,
d,J0 5.9Hz0 ,7.240 1H,d,J0 8.6HzO ,7.160 1H,d,J0 15.5Hz0 ,4.450 4.580 3H,brO , 3.
970 3H,sO ,3.860 3H,sO ,3.830 1H,brd,JO 9.7HzO ,3.060 8H,brd ,2.810 3H,s0 ,2.63
O 3H,sO
KBrO v Ocm 'O ;1734,1695,1647,1616,1516,1437,1412,1263,1217,1092,1018

D670 00067000

00 010.0mg00.0238mmol0 00000 O0000.4nl00480000005.6pu 00O
0005000000000 0000000000000000000000000
DO000D00.26mID0O00002000000006.1mgd 0.0495mmol0 000000
O0O0O0O000020.4mgd 0.099mmol0 0000000 COOO0.1OMIDOO0O0O0O00OO
00000000000 000000000000G6.1mgd 0.0495mmol0 000002
000000018000 0000000000000000D0O0D0D0O0O0DO0O0DOoOan
000000000000 0000000000000000000000000000
000000000000 0000000000000000000000000000
000000000000 000000000025:100000000067010.9mg0 0
07600000
0006700000000 COO0DODOOODOODO

"HO NMRO 270MHz,CDCI,0 & O ppmO ;11.440 1H,brsd ,9.320 1H,sO ,8.730 1H,d,JO 4.9H
z0 ,8.710 2H,s0 ,8.310 1H,sO ,8.230 1H,d,J0 8.3HzO ,7.640 1H,d,J0 15.5Hz0 ,7.35
O 1H,dd,J0 7.9,4.9Hz0 ,6.900 1H,d,J0 15.5Hz0 ,4.590 4.690 1H,mO ,4.460 1H,d,J0 1
0.6HzO ,4.340 1H,dd,JO 10.6,8.9Hz0 ,4.060 3H,s0 ,3.970 3H,s0 ,3.860 1H,dd,J0 9.5
,2.6Hz0 ,3.310 1H,dd,J0 10.2,9.9HzO ,2.710 3H,sO

FABMSO m/z0 ;608,6060 0 O O O "

IROKBrO v Ocm 'O ;1697,1653,1593,1475,1435,1412,1335,1271,1219,1093

00068 DD 068000

0O00O0O040.0mg0 0.0951mmol0 00000000 2.32ml006.86mol/L0 00000 CO
O00004.6p0000000040000000000000000000000000
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0000000000 000000002.32mI00000078000000000000
O0O0O000D057.5mgd0.285mmol0 00000000053y 000.380mmol0 000050
0000000000000 000000000000000000S57.2u O00O0.476mmo
I00000078000000240000000000000000000000000
000000000000 0000000000000000000000000000
000000000000 00000000000000000D00O0O0O0ooooaO
000000000000 000000000000000006:10000000006
80 19.5mg0 0 034000 0 O

000680 000000000 DODOOOOOO

"HO NMRO 270MHz,CDCI1,0 & O ppmO ;9.670 1H,brsd ,8.730 2H,sO ,8.200 1H,brsO ,7.66
O 1H,d,J0 15.2Hz0 ,7.120 1H,br0 ,6.900 1H,d,J0 15.5Hz0 ,4.400 4.470 1H,br0 ,4.39
O 1H,d,J0 10.2HzO ,4.210 1H,dd,J0 9.4,8.9Hz0 ,4.060 3H,s0O ,3.880 3H,s0 ,3.850 1H
,br0 ,3.350 1H,dd,J0 10.9,9.4Hz0 ,2.950 4H,br0 ,2.510 7H,br0 ,2.260 3H,sO
FABMSO m/z0 ;600,5980 0 0 O O "

IROKBrO v Ocem 'O ;1743,1697,1653,1593,1475,1437,1412,1338,1215,1090

000690 DD O69000O

O00e6800 000000680 16.2mg0 0.027mmol0 00000000 O0O1.22mI00 0
O6.86mol/L0 00000000000 7.9u0000002000200000000000
0000000000000 e90 15.5mg0 0 O

00060 0DDOOO0OO0OODODOOOOOO

"HO NMRO 270MHz,DMSOO dg O & O ppmO ;12.150 1H,brsO ,10.210 10.280 1H,brO ,9.510
1H,s0 ,9.090 2H,sO ,8.040 1H,sO ,7.600 1H,d,J0 15.5Hz0 ,7.380 1H,d,J0 15.2Hz0 ,4
.520 1H,d,J0 10.9HzO ,4.310 4.490 2H,mO0 ,3.970 3H,s0 ,3.850 1H,brd,JO 10.9HzO ,3
.830 3H,sO ,3.530 1H,dd,J0 10.4,9.9Hz0 ,3.050 3.290 8H,md ,2.780 3H,brd,JO 3.3Hz
0 ,2.660 3H,sO

IROKBrO v Ocm 'O ;1691,1686,1653,1649,1595,1475,1458,1437,1414,1215,1190
ooo7o000070000

DO0O0O0O080mgd0.190mmol0 0000 O0O0O004.0mID00000000O0O0000O00O
D922mg0 00 00D004000000000000000000D0D0O0O0O0O00O0DODOOO
O0oO0O0O000O0O0O0O0O03.omID0O0O001.13mi0O00000000007800000
000000000000 00115mg00.570mmol0 000000000 106w O O 0.760mm
ol 0000000400 00000000000000000000O0D00O000000
114p 0D00.95mmol0 00000200 000001700400 0000000000000

uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gboooboobobooi0.20000Db0o0b0O0obDO0Od4SmuDD0boooobooboOonn
obooooooboooooooooboooboboobogobisomls:1booooooooOoyo
033.9mg0 002800000

ooorvo0OO0oO0OOOO0OOOOOOOOODOO

"HO NMRO 270MHz,CDCI;0 & O ppmO ;9.370 1H,brsO ,8.740 2H,s0 ,8.230 1H,brsO ,7.69
O 1H,d,JO 15.5Hz0 ,6.910 1H,d,JO 15.5Hz0 ,6.700 1H,brO ,4.500 4.600 1H,mDO ,4.41
O 1H,d,JO 10.6HzO ,4.270 1H,dd,J0 9.6,9.2Hz0 ,4.070 3H,s0 ,3.930 3H,sO ,3.780 1H
,dd,J0 9.9,2.3Hz0 ,3.220 1H,dd,J0 9.9,9.2Hz0 ,2.970 4H,brd ,2.610 3H,s0 ,2.580 4
H,brdO ,2.300 3H,sO

FABMSO m/z0 ;644,6420 0 0 0 O "

IROKBrO v Ocm 'O ;1703,1695,1651,1593,1473,1456,1435,1412,1338,1271,1215,1190,
1090

oooO7iooOoO0ovrioon
OoOov7000000DOD0OTvY0014.0mgd0.0218mmolD 0 00O OCOOOODO0O.98mIODODO
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O6.86mol/L0 0000000000 06G.4p 000000200020 000000000
0000000000 0000000000000O071014.4mg0 0O

000710 000000000000000

'HO NMRO 270MHz,DMSOO dg 0 & O ppmO ;12.130 1H,brsO ,10.040 1H,br0 ,9.500 1H,sO ,
9.090 2H,s0O ,8.040 1H,sO ,7.600 1H,d,Jd0 15.2Hz0 ,7.370 1H,d,J0 15.5Hz0 ,4.370 4.
570 2H,mO ,4.470 1H,d,J0 10.2HzO ,3.970 3H,s0 ,3.850 3H,s0 ,3.800 1H,brd,J0 10.8
HzO ,3.430 1H,dd,J0 9.2,8.6Hz0 ,3.000 3.300 8H,mO ,2.800 3H,s0 ,2.660 3H,sO
IROKBrOu Ocm 'O ;1736,1697,1653,1595,1473,1458,1411,1340,1219,1092
Oo0O072000072000

OO0O0700000000070033.9mgd0.0528mmol0 00000000 002.0ml0000
0000000000000 000174ig00000200020000000000000
00000000000 0000000000072036.8mg0 00
0007200000000000000000

"HO NMRO 270MHz,DMSOO dg 0 & O ppmO ;12.090 1H,brsO ,9.580 1H,brsO ,9.480 1H,brs
0 ,9.080 2H,sO ,8.040 1H,s0 ,7.600 1H,d,JO 15.8Hz0 ,7.370 1H,d,J0 15.5Hz0 ,4.37
0 4.570 2H,mO ,4.470 1H,d,J0 10.2HzO ,3.970 3H,sO ,3.850 3H,sO ,3.790 1H,brd,Jd0
9.6HzO ,3.000 3.300 7H,br0 ,2.800 3H,sO ,2.660 3H,sO

IROKBrO v Ocm 'O ;1747,1697,1653,1595,1475,1437,1414,1340,1219,1093
0Oo073000073000

O0O0O0029.6mg00.0704mmol0 00000000 1.27mI0 0000000000000
000342mg0000000450000000000000000000000000AGO
000000000000 1.7mID0000000C0C00O00000O000O0O0?28.8ng00.2
18mmol0 00000000000 O0O0027.5mg00.225mmol0 000000000000
O0O0O0O00D0O0DOOOpH7OO0.01mol/L0000O0O0O0O0DO0O00ODDOOOOOODDODOO
000000000000 00000000000000000000000000O0aO
000000000000 000000000000000000000000O08:1:0.
100000000073023.6mg0 005300000

000730 0000000000000000

'HO NMRO 270MHz,CDCI, 0 CD,0D0 & O ppmO ;8.490 2H,sO ,8.060 1H,sO ,7.240 1H,d,J0
13.2Hz0O ,6.640 1H,d,J0 15.5Hz0 ,4.370 4.470 1H,m0 ,4.230 1H,d,J0 10.4HzO ,4.170
1H,dd,JO 10.9,8.3Hz0 ,3.980 3H,sd ,3.850 3H,sO ,3.690 1H,dd,J0 9.6,2.3Hz0 ,3.64
O 2H,sO ,3.340 2H,s0O ,3.240 1H,dd,J0 10.2,8.9Hz0 ,2.470 3H,s0

FABMSO m/z0 ;635,6330 000 0O "

IROKBrO v Ocm 'O ;1697,1657,1597,1477,1435,1414,1338,1273,1219,1109
OoO074000074000

O0O00025.2mg0 0.0599mmol0 00000000 1.45mI0 0000000000000
0O002mg000000050000000000000000000000000AGO
000000000000 0001.omI000000.45mI0 0000000000 T7800
0000000000 000000036.2mg00.180mmol0 000000000250 000
Jgommol0 0000300000000 00D00O0D0O0D0O0D0O0DD0O015.9u 0

co.3mmolD 0 O0ODODOY8S0OO0O0O0OO0OOODODOOOOOOOOODOOODODOOGO
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ooboooobOooooooboooobOoo0oooooooooooooooooooboooooo
oooooooooooooooobooboobobocobooboobooDbOoe:looooo
gboogvr4gd22.5mg0 006600000

ooorWooooooooooooooooan

"HO NMRO 270MHz,CDCI;0 CD,0DO & O ppmO ;8.620 2H,sO ,8.110 1H,s0O ,7.450 1H,d,J0

15.5Hz0 ,6.820 1H,d,J0 15.5Hz0 ,4.390 4.510 1H,m0O ,4.340 1H,d,J0 10.2HzO ,4.210
1H,dd,J0 9.9,9.2Hz0 ,4.010 3H,s0 ,3.890 3H,s0 ,3.740 1H,dd,J0 9.7,2.5Hz0 ,3.240
1H,dd,J0 10.2,9.9Hz0O ,3.110 3H,s0 ,2.540 3H,sO
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FABMSO m/z0 ;575,5730 0 0 0 O "
IROKBrO v Ocm 'O ;1697,1653,1593,1475,1433,1412,1338,1271,1219,1161,1111,1090

ogoovyso00ovysoon
O000030.0mgOo0.0714mmol0 000000001 73mI000C0O0O0O0O00O00O0DODODODO
gbo034/mmg 00 O00DO4000000000000O0DOD0ODOODOODOODOORDO
OCooooooooooo1miD0gooo43miDOO0OOCOCO0OOOOOD2000000
Oo00000oo0o0ooODODO0O0O0O00000s50.2mgho0.214mmol0 000000 DODDOD0OO
oo0oo0OO0O044.2mg0o0.214mmol0 000 0O0DOOO0ODOODOODOOOOOOOODOOO
OCooO0oooooz2e.2mg0o0.214mmol0 00 0002000000020 00000000C0
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
oooooobOobOooOooooOooobOoobOooOooOoobOooobOooobooobooOobooooodg
gbooobe:l0DbOO0D0OODOO7YS025./mg0 O DOS0000O0O0O
gbooysbooooboobaobooaobooan

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;9.330 1H,brsO ,8.680 2H,sO ,8.300 1H,brsO ,8.07

0 2H,d,JO 8.3HzO ,7.610 1H,d,JO 15.5Hz0 ,7.400 2H,d,JO 8.3HzO ,6.880 1H,d,J0O 15.
2HzO ,4.480 4.610 1H,mO ,4.420 1H,d,J0O 9.9HzO ,4.270 1H,dd,J0 9.6,8.9Hz0 ,4.040
3H,sDO ,3.950 3H,s0 ,3.810 1H,dd,J0O 9.6,2.6Hz0 ,3.540 2H,s0O ,3.250 1H,dd,JO 10.2,
9.6HzO ,2.600 3H,s0O ,2.480 8H,br0 ,2.300 3H,sO

FABMSO m/z0 ;719,7170 000 0 °

IROKBrO v Ocm 'O ;1738,1697,1657,1593,1475,1435,1412,1336,1265,1217,1090
oobOved0 00076000
O0O07%O0000000O075024.2mgd 0.0337mmol0 0000 OCO0OO0O00O02.46mIO00D0O
gboobobobooboobobo0o1kemg 0D O00DOO10000000D0O00OO0ORDO
oboooooooooooobooobobooboveb2e6.6mg 00O
oooOve00O0O0O0O0OO0OO0COO0O0COOOODOO

"HO NMRO 270MHz,DMSOD dgO & O ppmO ;12.150 1H,brsO ,9.490 1H,brO0 ,9.080 2H,s0O ,8
.220 2H,d,J0 8.3HzO ,8.160 1H,sO ,7.630 2H,d,JO 8.3HzO ,7.600 1H,d,J0 15.2HzO ,7
.370 1H,d,JO 15.8Hz0O ,4.410 4.500 3H,mO ,3.970 3H,s0O ,3.860 3H,sO ,3.820 1H,brd,
JO 9.4HzO ,2.950 3.200 3H,br0O ,2.820 3H,s0 ,2.630 3H,sO

IROKBrO v Ocm 'O ;1736,1697,1653,1593,1475,1435,1412,1338,1265,1219,1092

ogooyyoooovy70O0O0O

0O0027032.8mg0 0.0760mmol0 0 0000000 11.28mI004800 0 00025.8p 00
uoobooobh40000000O0O0O0O0DODOO0ODODOODODOOOOOOOOOOOOOOOO
CooOoooooil.ismlO000O00O2000000028.1mgd 0.228mmol0 00000
Oo0O0O00000D0ODO0O9Y. Img0o0M456mmol0 00000 OCOCO0OOOOOODDOOGO
Oo0oDOo0ooOOoOooOoooOo0o27r.9amgo.228mmolD 0000 O02000000015000
ugboooobooboooboooboobooobobooobuooboboobooobooobobod
oooboooobOoOooOoO0ooOoooOoo0obOoOooOoOooOoobOooobooOoobooOobooOoobooo
obobooboboobgooobooboooboobooboobobooboboooboboo
oooooooboogobze:1000b0o0c0obbocOoboOo2.5mg 00000 ODOOODOOO
O0O0000oO0o0o0ODO0c:0.05mol/LOO0O0O0DODODOOPPHS. 90O 70:300 0000000077
022.img0 004700000

oooywwooooOooooOooooooooooan

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;11.540 1H,brsO ,9.290 1H,d,J0 1.7HzO ,8.680 1H,
dd,J0 5.0,1.7Hz0 ,8.310 1H,brsO ,8.200 1H,dt,J0 7.9,2.0Hz0 ,7.740 1H,d,J0 15.2Hz
O ,7.490 2H,d,J0 8.9HzO ,7.280 1H,dd,JO 7.9,5.0Hz0 ,6.690 2H,d,JO 8.6HzO ,6.680
1H,d,JO 15.5Hz0 ,4.560 4.660 1H,mO ,4.460 1H,d,J0O 10.6HzO ,4.290 1H,dd,JO 9.6,8.
9HzO ,3.980 3H,sO ,3.850 1H,dd,J0 9.6,2.3Hz0 ,3.260 1H,dd,J0O 10.2,9.9Hz0 ,3.030
6H,s0 ,2.720 3H,sO

10

20

30

40

50



(50) JP 3565559 B2 2004.9.15

FABMSO m/z0 ;619,6170 0 0 0 O °

IROKBrO v Ocm 'O ;1699,1645,1589,1524,1435,1408,1352,1267,1217,1184,1093
ooobOrvsobDOOvs0On

000270 42.4mg0 0.0983mmol0 000 000002.39mI004800000033.4p 00
gboogoobogsoooboobobootboboobuobbobooboboooboDboo
cooooooz.ooamiDOOCOCCOO.82MIDO0O0O0OOY800O0OOCO0O0OOOOOODODODO

O00059.4mg0 0.295mmol0 00000000041, 1p 000.29mmolO00000O0ODO
20000 00000DOO0OO0DODO0ODOODOODOODOSR8.2p 0DOO0.344mmolO DO OO
oorsgooboobOobD4o0000000DO0O0DOO0OO0ODODOODODOOOOOOOOOOOOO
uoobooobOoO0ooOoo0ooOoobOoo0obOoo0oOO0oOooOooOooOo0obooOoOobooOobooOoooo
ugboooboboooboooboboooboboooboobobooboboooboboo
ooooooobooooocooooobooboobbogobo20:100b00O000O0DOY800O0O0
0014 8mg00000O0COOOOOOCODOOODOODOOODO:0.05mol/LOO0DDOO
O0OpH5.90 070300 0000000780 14.0mg0 002200000
ooovysoooooOooOoOoooOooobooonan

"HO NMRO 270MHz,CDCI;0 6 O ppmO ;9.250 1H,s0 ,8.230 1H,brsO ,7.790 1H,d,J0 15.2H

z0 ,7.510 2H,d,J0 8.6HzO ,6.710 1H,d,J0 14.2HzO ,6.700 2H,d,J0 9.2HzO ,4.530 1H,
mO ,4.460 1H,d,J0 10.9HzO ,4.300 1H,dd,J0 9.6,9.2Hz0 ,3.950 3H,s0 ,3.800 1H,dd,J
09.9,2.3Hz0 ,3.750 2H,br0 ,3.620 2H,brd ,3.210 1H,dd,J0 10.2,10.2Hz0 ,3.030 6H,
sO ,2.520 3H,s0 ,2.490 4H,br0 ,2.350 3H,sO

FABMSO m/z0 ;640,6380 0000 °

IROKBrO v O cm 'O ;1716,1699,1591,1524,1431,1406,1354,1215,1093
00079000079000

0007800000000 78016.0mgd 0.025mmol0 0000 00O0.76mID 000000
0D0.38mlID0O006.86mol/L0 000000 O00O0OD010.9y 000000000000
0000000000000 000000079016.9mg0 OO

000790 0000000000000000

'HO NMRO 270MHz,DMSOO dg 0 & O ppmO ;12.190 1H,sO ,11.050 1H,brd ,8.090 1H,sO ,7.
630 2H,d,J0 8.6Hz0O ,7.540 1H,d,J0 15.2Hz0 ,6.910 1H,d,J0 15.2Hz0 ,6.800 2H,d,J0
7.9HzO ,4.330 4.550 4H,br0 ,4.130 4.170 1H,br0 ,3.780 3H,s0 ,3.250 3.620 5H,n0 ,
3.000 6H,s0 ,2.830 3H,brd,JO0 3.6Hz0 ,2.680 3H,sO

IROKBrO v O cm 'O ;1716,1699,1647,1589,1508,1437,1217,1093

00080 0D0D0sdnn

000410 24.7mg0 0.0535mmol0 00 000 0 1.35mI0 06.86mol/LO0 00000000
0DO0039.00000000005000000000000000000000000a800
26.1mg0 O O

000800000 DCODOD0ODNONOoONOOO

'HO NMRO 270MHz,DMSOO dg 0 & O ppmO ;11.920 1H,sO ,10.130 1H,brsO ,8.020 1H,brsO
,7.910 1H,s0 ,7.860 1H,d,J0 8.3HzO ,7.620 1H,d,J0 15.5Hz0 ,7.300 1H,d,J0 8.6HzO
,7.180 1H,d,J0 15.5Hz0 ,4.280 4.470 3H,brd ,3.990 3H,s0 ,3.860 1H,brd,J0 10.6Hz
0 ,3.800 3H,sO ,3.130 6H,s0 ,2.600 3H,sO

IROKBrO v O cm 'O ;1693,1651,1591,1516,1462,1435,1416,1352,1277,1213,1093
0008100008100 0

000410 25.5mg0 0.0553mmol0 00 00001.3mI00000000000000000
O447mg0 000000400000 000000000000000000081032.6ng
0Doo

0008100000000000000000

YHO NMRO 270MHz,DMSOO dg 0 & O ppmO ;11.880 1H,sO ,10.120 1H,brsO ,8.100 1H,sO ,7
.880 7.900 2H,m0 ,7.640 1H,d,J0 15.2Hz0 ,7.340 1H,d,J0 8.9HzO ,7.180 1H,d,J0 15.
5HzO ,4.320 4.460 3H,br0 ,4.020 3H,s0 ,3.810 3H,s0 ,3.760 1H,brd,J0 7.6HzO ,3.33
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0 1H,dd,JO 9.2,8.3Hz0O ,3.180 6H,sO ,2.600 3H,sO

KBrO v Ocm 'O ;1684,1635,1516,1458,1437,1417,1358,1277,1217,1092
820 0 0D O 8200 O
410 30.0mgO 0.0650mmol0 OO0 OCOCOCOO1.58mIO0O0ODODOOODOOOOOOO
Jlemg D0 0D OoOo40000000D0O0O0ODODODDODODOODODOODODOO
coooOogl.semi0DODOOOC2000000000O0O0C0O0OO
45.1mg0 0.195mmol0 0000 DOOONOCOO0OOOO0OODODOOD
037.3mg0 0.195mmol0 000000 DOODOOOOOOOOO
O 47.6mgd 0.390mmol0 000 0020000000000
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O = 0000
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NMRO 270MHz,DMSOO dg O & O ppmO ;12.110 1H,sO ,9.550 1H,brs0O ,8.170 1H,sO ,8.
1H,s0 ,7.940 1H,d,J0O 8.9HzO ,7.630 1H,d,J0O 15.2Hz0 ,7.360 1H,d,J0 8.9HzO ,7.
1H,d,J0 15.5Hz0 ,3.850 4.600 3H,mO ,4.030 3H,s0O ,3.940 2H,s0O ,3.850 3H,s0O ,3
.790 3.810 1H,mO ,3.400 3.530 3H,mO ,3.200 6H,sO ,3.050 3.250 4H,br0 ,2.760 2.89
O 5H,brd ,2.670 3H,sO
KBrO v Ocm 'O ;1695,1684,1653,1516,1446,1412,1358,1279,1221,1188,1107
g3y 0ogs83non
410 30.0mgO 0.0650mmol0 OO0 COCOCOO1.58mMIO0O0ODOOOOCOOOOOOOO
dlemg0 0000004000000 D00O0O0O0OOOOOOOOOOOOOOOO

OOo0oo0oooooooooao

O

oo

OoOoo0ooood

O Ooo0oooao
OO0 oooood
OooooooogQgdg

O
100
830
830

O

Oooooogogdg
OooooooogooQgodg

OoooooogoQgg
Ooo~MNDOoOoOgoo

oo
56.7mg0
Oooo

oo

NMRO 270MHz ,DMSOO

1H,br0 ,7.770 1H,brO ,7.

ooboobOooboobOoobOoooOoobooOoboogd
oooooobOoobDoooboobOoboobooboooboog
oobooobOooobOooobooooOoooobooobooo
gboooogbosz2emg 00D 0O0D0OODOOODODOO
SmiDO0O0O0O0OO0OCOCOoOoOoooo.smiDODDOOCCODOO
Oo0o0o0oO0ob0OO0O0DbOO0OO00O0082031.0mg 0O 0OS520 0O

gboogogano
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ppmOd ;12.230 1H,sO ,9.460 1H,brs0d ,8.200 1H,s0O ,7.

620 1H,d,J0O 15.2Hz0 ,7.260 1H,d,J0 9.2HzO ,7.160 1H,
d,JO 15.8Hz0O ,4.380 4.620 3H,mO ,3.980 3H,s0O ,3.850 3H,s0 ,3.800 1H,m0d ,3.430 3.
700 5H,m0O ,3.080 6H,s0 ,2.900 3.200 4H,brO ,2.690 3H,s0 ,2.190 2.370 2H,m0 ,1.67
02.120 7H,mO ,1.410 1.490 1H,mO
IROKBrO v Ocm 'O ;1767,1684,1645,1516,1439,1412,1354,1279,1182,1138,1107
goooooogoan
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