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" _HO 4" -HO 5" -HO 6 -H)O 7.08(1HO dO J8O 7-H)O 6.70(1HO sO 4-H)O 6.49(1HO dO
J80 6-H)0 6.18(1HO sO 3-H)O 5.28(2H0 sO CH,)T 4.38(2HO br sO NH,)O
2-0000-5-000-1H-000000000
SNOODOOD@en)D04-000-0-000000000 (1.549)00 00000 (2.049)
000000000002000110000000000000000000000000
0000000000000 0000000000000000000000000000
000000000000000000000000(0.84g)00 000 H CDCly 9.70(1H
0 bs)O 8.15(1HO d)0 7.30(7HO m)O 4.30(2HO s)0 m/z(M+1) 2540
5-000-2-0000-1H-000000000
0000O0005-000-1-0000-1H-0000000000000000000000
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000005000 -2-00000000000000000000OmM/zM+1)™2240 00
00000000000 O000D0O @0 HetO Chem.O 230 1109-130 (1986))0
1-N-0000-5-000-1H-0000000002-N-0000-5-000-1H-000000
N,N-ODODODOoOoooogoogdéGoomhdods-000000000GogIDDODOO0O0DD (46-69
01.100)H)000000000(G7.6g01.100H)0000000O7500400000000
oooooDoOoOoooooGoomhoooDoo0Doo0o0ooooooDoDoDooooOoooC(
somhHhO0 000000 0D0DDOO0O0O0D0ODO0oDO0O0O0DDoDO0O0O0oDoDO0DO0oo0ooDoOOgYT72.3g
(93%)0 000 0009-970 00 0 0 0O HPLC(Partisil 5000000 0004ml/0 O 250
nmO 000000 @-N-000002-N-0000 )0 630 37(RT-1N 3.40 O RT-2N 6.60 )
0OoooDoooooooo@mombhDo000oooooooD@oogoooooooood
ooooooo@semhoooooDoooi1lDoDoooooDooooooDooooooodd
OO00D0DDD0OD00000000D0S36.49(34%0 000 0000O0O124-1260 O HPLCO O OO
OO0O0O0D0@-N-O000002-N-0000)H09040 00 0O O o H(CDCI3)5.58(2HO sO CH,
)0 7.12-7.15(2H) & 7.22-7.29(3H)-(0 O 0O O )O 7.33(1HO dtd J=1Hz & 9HzO H-7)0 8.1
5(1HO ddO J=2Hz & 9Hz0O H-6)0 8.19(1HO dO J=1HzO H-3)0O 8.67(1HO ddO J=1Hz & 2Hz0O
H-4)O

FR56000 19680 10 80 0 0D DO OO OODODOOOO

5-000-1-N-0000-1H-00 0000

O0-5-000000000 o0 ODODOoDOoDoGOOoO)YY oDoDoDooooogl
os50-600 000000000000 QEOQHUIDIDODODODDODDODODODDDODOODOOO
0o0ooDoooooooooooy7o00o0oDoODOoO0OoOooDOoDOoOoOooDoODOoOOooOooOan
A00 0000000000000 D0OD0OD0000DO00O00O0DoOOODDODE@oOOooOo)d
oooo0oDoDDoDOoOO0oO0ooOoOoosS00D000ODD0DO0D0D0DU0D0D0o0ooDoDooODDOoOoOOn
000 305g(86%)0 00000DODODO 150-1520 O HPLC(Supelcosil ABZ+[O 0.05%0
ooooDoDDoDOoOoo.o5% 000 D0DO0OO0ODODDDODOO0DODOOOOO2.5mil/0 0O 220nm)
OO0O0D02-N-00002%0 00000 (RT-1IN 6.030 O RT-2N 5.290 )OO & H(CDCIZ)
-3-3.8(2H0 broad sO NH,)O 5.47(2H0O sO CH,)O 6.74(1HO ddO J=2Hz & 9HzO H-6)0 6.8
7(1HO ddO J=1Hz & 2Hz[O H-4)0O 7.06-7.11(3H) & 7.17-7.25@BH)- (0000 & H-7)0 7.7
7(1HO dO J=1HzO H-3)0O

FR56000 19680 10 80 0 0 00 OO ODOODODDODOOOO
1-0000-3-000-5-000-1H-000000

2-0000-5-0000000000 (HO Ssato et ald Bioorganic and Medicinal Chemis
try Lettersd 5(3),233-2360 1995)(0.24g)0 0 00 000DDOOOO0DOOOOODODO 0
mDOODODODODOOOOO@.73mH0DOCO0O00OO0ODDODOOOODDOOO(0.255g)d80 00
ooooDoDoODO0oO0oO0o0O0o0oo0l1-0000-3-000-5-000000000(-16g)00O0
ooooDOoO0000dm/z(M+1)+268

1-0000-3-000-1H-000000-5-00000

W oOoooogao e
OoooooOoogao
OO0 ooodgogaog

THF(ASMHO 0 1-0000-3-000-5-000000000@.15)0 000000000
OoOoO0OD0OD.05¢g0B0H)00QoooooDbDOoOoOoooooooooooDoOoOooOoo
0000000000000 0000000m/zM+1)"268
gbooooooooobogoogobgnb
ugbooooo-0b01H-ob0obobobooobobobobooboooboobobobaa
oooboooooobooooobooooooboooobooOooobooooobooo
gboboooooogobgoboboboooobobobobobooooobobobao
gboooooooobogobobobooooboobooboboobooooobi1-bobaa
U-iH-00o0oooboocoobooboboooobs-o0b0-1-000b0-1H-00000000
gooooooobood

gboboooooboobobobooboobao

5-000-1-0000-1H-0000000m/z(M+1)"224
5-000-1-(2-00000000)-1H-000 0000 m/z(M+1)*242
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5-000-1-(3-00000000)-1H-000 0000 m/z(M+1)*242
5-000-1-(4-00000000)-1H-000 00 00 m/z(M+1)*242
5-000-1-(2-0000000)-1H-0000 00 O m/z(M+1)* 225
5-000-1-(3-0000000)-1H-00 0000 O m/z(M+1)*225
5-000-1-(4-0000000)-1H-00 0000 0 m/z(Me1)* 225
5-000-1-(2,3-000000000)-1H-000 000 0 m/z(M+1)*260
5-000-1-(3,5-000000000)-1H-0000 00 0 m/z(M+1)*260

0oooooo
1-00000000000000-5-00-0000000000000000000000

(30 OrgOd Chem.O 550 1379-900 (1990))0
3-0000000000oood-e-00-000
3-00000o0oo0oD-6-00000000(KOWojciechowski and M Makoszall TetO Let
t.025@(42)0p47930 1984)0 0 0000 000O0O000O0OOOO0OOOOOOOOOO0O
8 H[?Hg]DMSO 11.64(1HO s)0 7.94(2HO m)O 7.81(1HO s)0 7.57(3HO m)O 7.49(1HO d)T 6
-60(1HO dd)0O 6.55(1HO dd)O 5.40(2H0O s)O
4-000-6-000000000004-000-6-000000000W0 967092940 0O 0O
ocoooooooog
@G-0n0o0o0o0o00-oo0oo)(6-00000000-4-00)-000000
4-000-6-0 0000000 (.25g01.0mmoN)04-00000000000O(0.25g01.3
mmoNO O02-000000(@@GmMHIODODODODODI100O0O00ODDDODOODOD@OADDDODD
oo0o00DDODO0O000O0O002-00000000000000000O0DODOOOOOO0
000000000000000000000O00(0-3990 88%)0 & H[?Hg]-DMSO 11.60(
1HO bO NH)O 9.21(1HO sO 5-H)O 8.86(1HO sO 2-H)O 8.20(1HO dO 7-H)O 7.90(1HO dO 8-
H)O 7.65(2HO dO 2° -HO 6 -H)O 7.50-7.25(5H0 mO Ph-H)O 7.10(2HO dO 3° -HO 5 -H)
0 5.15(2HO sO CH,)O m/z 405/407 (M+)O
Q-0000-1H-000000-5-00)-(6-00000000-4-00)-000

@oaAa

6-000-4-000000D00OGOIoOoOoDODoDD (OMHoO os5-0001-100 00 -
IH-OOOoOoOOoODO G-l doooooooooooooooooooooooog
000000000000 00000000000000000000 (7.379)0 8 H[PHg
J-DMSO 9.93(1HO s)0O 8.82(1HO d)O 8.52(1HO s)O 8.19(1HO s)T 8.09(1HO s)O 7.92(1H
O dd)O 7.65(3HO m)d 7.25(5HO m)O 5.62(2HO s)O

Q-0 000-1H-000000-5-00-)-(6-00000000-4-00)-0000000

4-000-6-00000000(CG.8)0 0000000000000 0N0ON0D0NOO0 (500m
DOO0O5-000-1-0000-1H-000000(3.90g)0180 00000 0AI OO0
000000000000 0000O0(8.269)0 m/z(M+1)*4780

4-000-1,3-00000

4-000-m-0000 (27.0g0 178.6mmol)0 0 (1.200 00 0)0 00 O0O0O0CDOOCOO0O
000000000 (17490 1101mmol)D 60 000 0000000000000 DO0O00O03
0000000000000 000000000000000000C@O)000000
0000020000000 0000000000000000000000000000
00000 (21.590 101.8mmol0 57%)0 & H[?Hg]DMSO 13.0(2HO br s)O 8.33(1HO s)O 8.3

6(1HO d)0 8.27(1HO d)O
4-000-1,3-00000
4-000-1,3-00000 (21.5g0 101.8mmo)0 00000 G4om)D 00D 0D O O0ODO
0000000 (.0g0000010%Pd/CO50%0 )0 000000000000000000
OODMFO OO ODOOOOO0DOOO0OOHarbolite™O00OOOODODODODOOOOOO0OOOO
0000000000000 000000000000006000000000000
0000 (17.7790 98.1mmol 0 96%)0 & H[2HG]DMSO 12.5(2HO br s)0 8.35(1HO d)0 7.73(
1HO dd)O 6.77(1HO d)O
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6-(00000)-00000-4-00
4-000-1,3-00000(.99)0 0000001800 0000000 @4mDOO0 D000
3.5000000000000000000Coom)000O0O00ONON0NONON0ONONO0OO
0000000 (49)0 00038 H[?HG]DMSO 8.74(1HO d)O 8.35(1HO dd)0 8.23(1HO s)O 7
_72(1HO d)O
6-(00000)00000-4-00
6-(00000)I0000-4-00(4.84g)0 0000000000 THFO 01,1’ -000
0000000000 (8.28¢)00 0000800000000 0000@.6m)ODOOO
000000160 00000000000000000THFOOOOOOOOOODOOO
0000000000000000000 (4.669)0 00 038 H[2Hg]DMSO 10.1(1HO bs)O
8.60(1HO s)O 8.70(1HO m)O 7.70(1HO d)O 7,02(1HO s)O m/z(M+1+)2050
6-(5-000-1,3,4-00000000-2-00)J0000-4-00
0000000000000 @oom)I06-(00O000)I00O0-4-00 (3.00g)0 0
0000000000050 0000000000000000000000000000
0000000000008 H[PHG]DMSO 12.65(1HO bs)O 8.71(1HO d)O 8.45(1HO dd)O 8
.33(1HO s)0 7.95(1HO s)O 2.73(3HO s)O m/z(M+1+)2290
4-000-6-(5-000-1,3,4-00000000-2-00)00000
6-(5-000-1,3,4-00000000-2-00)I0000-4-00(0.3g)0 000000
00000050 000000000000000000000000000000000
000000000000 000000000000000000SWI 000000000
0000000000000 000000000000000000000000000n
00000000 (0.22g)0 00 O3 H[?Hg]DMSO 12.65(1HO bs)O 8.71(1HO d)O 8.45(1H
0 dd)0 8.33(1HO s)0 7.95(1HO s)O 2.73(3HO s)O
6-0 0000000 -4-00
1-000-2-00000¢GomI06-00000000-4-00 (10g)00 000002060
0D100000000(@)@.289)00000000000000170000000000
0-2-0000000000000000000@mMDOOC00O000O00O0(2.49)00
D0O00oO0O0@somDOOCOOOCOODOCOODOD110001.5000000000000000
0000000000000 0000000000000000000000000000
0000000000000 000000000000000000000000000
00000 (2-299)0 0 0 08 H[?Hg]DMSO 12.65(1HO bs)O 8.53(1HO d)0 8.28(1HO s)O 8
_19(1HO dd)O 7.82(1HO d)O m/z(M-1*)1710
0000000000000 O00O0O00O0O00O0O000
6-(1,2,3,4-000000-5-00)-00000 -4-00
0000000000 GnM)IOO-0O00D0O0O0O0O0-4-00(.59)0000000000
(0.339)0 0000000000 (.38g)0 0 0000000004500 010000000
0000000000000 0000O00D0O00DNO00DDNON0DNONO0ONONOoONOoonoon
D000000000000000000000000000000000000000
0 (0.56g)0 & H[?Hg]DMSO 13.00(1HO bs)O 8.70(1HO d)O 8.40(1HO dd)O 8.38(1HO bs)O
8.05(1HO s)0 7.68(1HO d)O m/z(M-1+)2130
6-(5-000-1,3,4-00000000-2-00)10000 -4-00
6-(1,2,3,4-000000-5-00)-00000-4-00(3.31g)0 00000000000
0D10000000@MDO00000000000DO00D0DON0NONONO0NONONONoNoOooon
0000000000000 000000000000000000000(3.47g)00
00000000000 00000
6-(5-000000000-1,3,4-000
6-(1,2,3,4-0 00000 -5-00)-00
O

000-2-00)00000-4-00

0-4-00 (1.0g)0500 0000000500

00000000000 GomDo oo 000000000 O00O00O00oO0oOO0d

0000000000000 O00O000000000000000000000(0-799)

0 & H[2Hg]DMSO 12.63(1HO bs)O 8.71(1HO d)0 8.45(1HO dd)0 8.27(1HO s)0 7.90(1HO d

O oo
O 0o o|g
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YO m/z(M-17)2810

4-000-6-(5-0 00000000 -1,3,4-00000000-2-00)00000

6-(-0 0 000poQooD-1,3,4-00000000-2-00)00000-4-00 (0.799)0
0000000 ooDooo2000000o0o0oo@esmbhoodooooooooo@émb)d
gooooooboboboob bbb uoooooobobbobbbboboo
oooo0ooDoDoOO0o0oooOosS%YooooOoODDoODO0DO0o0oOoooooooooDoDoDooooOod
000000000000 DbO0o000oo0Do0ooDOoD0DO0DbOO0oo0DO0DOooDOooDODOo.76g)d D
008 H CDCly 9.17(1HO s)0 9.05(1HO d)0 8.69(1HO dd)0 8.30(1HO d)O
@G-0000o0o00-go0oo)y(6-00000000-4-00)-000000
4-000-6-0 0000000 @HUOODODDODODODODO180000000O0On0
gGoomhHhoo4-00000000000CG.LIDODDODODODOoDODoDOooDOooDoan
00000000 @3.13g)0 m/z(M+1+)4540
G-0000oo0g-oooo)-(6e-00000000-4-00)-000
ooooDoooooDoo@ombhoo4-0000000-0000)(6-00000DO00O-4
-00)-000@.29)0 000000020 000000000000D0(0.799)0 00
ooo1,4-00~(000000OQ0OOO)-DOODODODOOO@HODOODDOOOOO
0(@ooobOo0obO0oo0ooOo)YOOOoooODooDOooDOoDOOoDODOooDODOoDOooDoDODOoDbOoOo
O00000000000000000000(0.659)038 H[?Hg]DMSO 10.01(1HO s)O
14(1HO s)0O 8.63(1HO s)0 8.15(1HO d)O 7.87(1HO d)O 7.73(2HO d)O 7.45(5HO m)O 7.10
(2HO d)O 5.13(2HO s)O m/z(M+1%)3530
G4-(-0noono-1H-0o0o0o0oo0-5-00000)-00000-6-00)-00000
ooooooooobvMFOO (A-DODO0O-1H-ODODODOODO-5-00)-(6-000O0DO0O0DOO
-4-00)-000 (.48 0110000 000DODDODDOO(@-1gp0oooooooooano
oooo0ooooooo0ooOobobOoooDooDooDoobOoaHnooooooDooobao
0oooooooosyooooDobo0ooDooooDobooboDoooDbooobog2nogao
0000000000000 00000000000000 (0.07g)08 H[®Hg]DMSO 13.3
5(1HO bs)O 10.40(2HO s)O 9.30(1HO s)O 8.60(1HD s)0 8.30(1HO d)0 8.17(2HO d)O 7.8
4(1HO d)0 7.72(1HO s)O 7.30(5HO m)O 5.70(2HO s)O m/z(M+1+)3960
(-0000-1H-000000-5-00)(6-0000000000-4-00)-000
OO0THF@QOMDHO O W-(1-0000-H-ODDODDODOO0O0O-5-00000)-00000-6-00)
-00000@.15gU 000000000000 OD(0.123gpU o0 03000000
0oo0ooooooDooDooobDod@.dambhiooooooooozo001800000O00O0O
Oo000D0DD0OD00000000o0o0OO0ODD0ODO0ODO00D0DO0DOoOoO@@.289)0000000000
oooo0ODODOO0000000oooOoODbODDO0O000000DDbO@DDOCHCILO EtOHO N
H51000 80 1)RF 0.180 m/z(M+1)*4100
(Q-0000-1H-000000-5-00)-(6-00
Oo0o00-4-00)-000
0oo0oooooood.o67g OO O OO0On
DOMFO O O (omi/imDHO O30 0D OO0 OO O (1-O
ooooDDoDOoOO0o0O0-4-00)-000 (0-109)0 0
gooooooooobbobbbboboooooao
O m/z(M+1)+5300
Q-0000-1H-000000-5-00)-(6-00000000-4-00)-000
ooboooooooooD@EomMhoo0Q-0000-1H-O00D00DO-5-00)-(6-0000O
0000-4-00)-000(@.58)0 000000000000 CR.51g)00000001.4
-jd0-(oooopoOOoooOo)-ooooooopo@pnoooooooooDoDoo@OoO
ooooooOOoOO)Y OooooooooooDosOooooooooooooDooooood
0000000000000 000000000000(2.259)0 38 H[?Hg]DMSO 10.20(1H
0 s)0 9.15(1HO s)O 8.65(1HO s)O 8.24(1HO s)O 8.18(2HO m)O 7.89(1HD s)O 7.70(2HO
m)O 7.30(5HO m)O 5.70(2HO s)O m/z(M+17)3770

© goo

O
O
O

Oo0oo00D000000ggo)-0

00 (0.1199)0 000 0 O O THF/
-1H-0 00000 -5-00 )-(6-0
0002000180 0000000
00000000000 (0.069)
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1-000-5-(1,3-000000-2-00)-000000
1-000-5-0000000000@.64g)0 0000000000 O.3MDOp-0000
OO0O00ODD0OO0OO0O0@.0015g)0 0 00D4A0 0000000 DODODDODDDODOOODODOOO
0001800000000 o0o0ooo0ooooDo0ooo0oDooDooooDooooE@N)od
0000000000000 0O000000S®3d H(CDCIZ)7.43(1HO s)0 7.12(AHO s)O 5.91
(1HO s)0 4.10(4HO m)O 3.70(3HO s)O .

5-000-3-00000-2-00000000

ooooDDoDoOOo-780 0000000000000 O@OMHOOODODO?2-(@O0000)O
O (¢G.4ml05.63g0 42.0mmo)0 00000 D0OO0O0DODO0DOOODOOODODOOODOOOO(S
Aml0 5.71g0 42 .4mmoD)0 000010 00 000 000O0OOCOO0ODOOOGOMDO O 4-
OO0o0oooog.og42.3mmoD00O01,8-0 0 @M ODOO0OO0O)YDDOOONO(9-0g00 42.
ommoDHI O OO-780 000000000000 0OO-7800300000000000RD0
Ooo0o0oDDoOO0O00G-9mlo 4.28g0 42.3mmo)0 -780 0 00D O00OODDDODOOODOOOO
0000000000030 o0DoDo00o0oooDoooooood(G.omlo 5.25g0 87.3ml)
0000000010 000000000000008%aHCO;O0 OO GomHO OO0 @x 1
oomDHDOOIODOODOOWaCogp)UOODOoOoOoOoooo1m2000ooooo-ocoooooo
00000000 ooDoo0o0oooDoo0o0o0oDoDoo0o0ooDoDoo0ooosS000-3-0000
0-2-00000000000 (2-890 13.7mmol 32%)0 & H CDCl; 8.95(1HO brO s)00 7.6
7(1HO s)0 7.60(1HO d)O 7.01(1HO d)0T 4.30(1HO s)O 2.08(3HO s)O
2-000-5-0000000
ooooooogoeniooooos-000-3-00000-2-00000000((18-0g0 88
JAmmoD)O0 O OO0 O0O0OOO0O(B.9g0105.2mmo)0 00 00O0CO0ODOODOOOOOSO0O
Oo0O00DDDODO0O000O0o0ooOG.-9Oi1052moN) 000D C0COC0ODODDODOOODOOODO
0000000000000 o0o0OoOooo2000000000000DO0DDOoDO0O0o0oOg
oo0o0o0DDoDDoDOoOO000O0O0o0ooo0o0o0oODDDODO0DO00DO0DO0o0ooDoDoOoDoDoODOoOO2-000
-5-0 000000000 (4-890 29.6mmol0 34%)0 & H[®Hg]DMSO 8.02(1HO d)O 7.55(1H
0 dd)O 7.50(2HO brO s)0 6.86(1HO d)O

6e-000-000000
ocoooDoDoD@ombhood2-000-5-00000002-0g012.3mmoH) 00O O OOOOY
o010 00000000DOOODODOOoDOoDOGMDHOOODDODDDOODODODOOO
000o0Doo0oooDoDoOooeO0 00000 DOOBG-000O0O0O0ODODDOOOO(0.93g0
5.43mmol0 44%)0 & H[?Hg]DMSO 12.65(1HO s)0 8.50(1HO s)0 8.28(1HO s)O 8.18(1HO dd
)0 7.81(1HO d)O
@G-0o0on0onoooo-oopoo)-(6-(0000o0Do0o0oooo)yoooo-4-00)-00
a

@G-0o0o0ouooo-oooo)-(6-00000000-4-00)-000000 (1-0g0 2.04m
moDOODODODDOO0DOO0DDODOoOO0oDoDE@GMDHODODOoODODO0DoDoDoooooDoDooooao
00 (8.0mlO 5.56g0 5.66mmo)0 0 00 0000OO (5.-0mlO 3.63g0 3.58mmol)0 O O (O
Oo0o0o0oDDoDOoOOoOoOo)DooooA@pnpooooO-10g0do0-14mmo)D OO DO DOOO (1)(O0.
10g0 0.53mmo0 000000000 OOOODDOOO0DODOOOODOGO GO -000
OOEtOACcO 00O DDOO0DO0DU0DD0ODDODODODODDODO0DOO0ODODODOODDD (0.70g0 1.65mm
ol 81%)0

@G-0n0o0ooog-oooo)-(6-000000000-4-00)-000
G4-0o0ooooo-0Dooo)-(6-(COO0U0DD0DDO0DO0DO0DODO)YIODODDO-4-00)-00
0 (.65g0 1. 53mmoDHO0 00 0DO20000000000D00OO0OO0O0ODOODOODODOOO
ocooooQ@.omos5.omiO5.ommo)D00DDOO0OODODOOODODODOOODODOOOOOO
ocooooDECGomhooooooE@omhO OO0 00000 oooooDoDoDoDOoOoooOoo
x20mHOOODO0O0O0O000O00000000Wa,So )0 0000000 oo0ooooan
OO000DDDODO0O0000O0O00D0DO((0.43g0 1.22mmol0 80%)0
N-OO0O0O-N-R-00000000000)D0000oa0
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0000000000 (2.1g019.78mmo)0 00000 O (33% IMSO O O 40ml0 0 0O )0 O
000000000000 0000600000000000000000000000
000000000000 0000000000000000000000000000
D000D00000000000000000000000000000600000000
0000000000000 0000 (1.01g0 15.82mmol0 29%)0 & H[2HL]DMSO 9.27(2H
0 brO s)0 3.59(2HO dd)0 3.31(2HO dd)0 3.12(3HO s)0 2.57(3HO s)O
N-[2-(0000000000)I00]1000000

N-ODOODODO0OO0O00O0O0 (10.2g0 100mmol)J 000000000 O (15m10 10.9g0 10
snmoNO D0 O0O0D0O0O(@omMNDOOIODOIODODODODODODDODONONONONONONONONDNDDNOO
000000 (8mO011.8g0 103mmo)I D000 OO O @omMDO OO ODOCODOOCODOODD
3000000000000 00000000000000DO00O0O0OOoOooooog
0000000000000 O0000O000000000000000000000000
00000000000000000 (14.590 88.3mmol0 88%)0 & H[2Hg]DMSO 7.93(1HO
br0 t)0 7.05(1HO )0 3.11(2HO t)0 2.97(2H0 t)0 2.89(3HO s)T 2.09(3HO s)O
2(0000000000)I00000000
N-[2-(0000000000)I0O0]000000 (14.590 88.3mmol)0 0O O O (100m1)O
D@oom) IO ODOODCODOD30000000N0N0N0N0N0N0NON0N0NON0NONON0NONONoonOon
0000000000000 O00O00000000000000000000000000
0000000000000 D000000000000000600000000(7.590 4
2.9mmol 0 49%)0 & H[2Hg]DMSO 8.22(2HO brO s)0 7.42(1HO t)0 3.23(2HO q)0 2.87(3HO
s)0 2.85-2.95(2H0 m)O

2-0000000000000000

O0000000000000O00O0(0.880Mol0 120mD002-000000000000
0000 30 AnO Chemd SocO O 690 1393-14010 (1947)0 000 00 O O O )(10.0g0 36.
smmoNDO0 0000000000030 000000000002000000000000
0000000000000 O000000000000002-000000000000
0000000 (3.7090 14.6mmol0 40%)0 & H[2Hg]DMSO 7.80-7.92(4HO m)0 7.03(2HO br
s)0 3.96(2H0 dd)0 3.30-3.38(2HO MO0 0 000 0 0O O )O

2-000000000000000~0

2-0000000000D0DD0O0O00O @680 14.5mmoDHO DO OO OO GOMDHOOCODODO
oooooDoDOoOoO@.7og0 71.5mmo) 0000 O0O0O0OOOO40000DDO00O0000O0O
ooobooooobooocooboobooooooboo2ni0DbpHlD 000 O0OO0OO0OO0DODOOOO
oooboooooobOooooobooooo20o00oooboocoooboooobooo
ooooooooobooooooog0oooobboooooDoboOooooDooOooDb@.og

0 6.23mmol0 43%)0 & H[?Hg]D,0 3.60-3.69(2HO m)O 3.50-3.58(2HO m)0O
(3-000-3-00000)0002-00000

2-00 0 (9.0g0 80.3mmo)I 00 00D ODD0O@somMNDOO3-000-3-00000000
00 (16.5g0 161.6mmol)0 1,3-0 00 000000000 00 O (25.0g0 121.1mmol)0 O
0 DMAP(0.50g0 4.1mmol)J 0 0 0 0000000000000 O0O0O0OO0OO0O0OO0O0O0
0000000000000 000000000000000000000000000
0000000000000 O0O00O0O0ONMROODO2-0000000000000000
0000000000000 000000000O0000000000000(x2)I0
0000000000000 MgSo,) 000000000000 00000000000-(
11.8g0 60.1mmol0 75%)0 & H[2Hg]DMSO 8.00(1HO s)0 7.34(1HO d)0 7.71(1HD dd)0 4.44
(2HO d)0 4.35(2H0 s)0 4.28(2H0 d)T 1.31(3HO s)O
2-(4-000-2,6,7-00000000([2,2,2]1000-1-00)000
(3-000-3-00000)-000-2-00000 (11.8g060.1mmol)0 000 00 O O (250
mDOOOODOOODOODODODODODODDNOODONOONDONOONDONOONOOOOOD (100)00
000000000000 O0O00O0O00020000000000000000 (0.5mlOO0
.36gd03.6mmo)0 000000000 OOOODOODONOODOODONOOONOOOOOOOD

O Ooo0oooao
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000000000000 0O0000000000000000(2-290 11.2mmol0 19%)
0 & H[?Hg]DMSO 8.00(1HO s)O 7.34(1HO d)0 7.71(1HO dd)O 4.44(2HO d)O0 4.35(2H0 s)
0 4.28(2H0 d)0 1.31(3HO s)O
5-(4-000-2,6,7-00000000[2.2.2]1000-1-00)-2-[00(-000)000
Djooo

2-(4-000-2,6,7-00000000[2.2.2]1000-1-00)00 0 (2.0g0 10.2mmol)0 T
HFEOMDO OO ODOODOO0OD-780 00000 0n-BuLi(l.eMI D OO0 00O 7.7ml0 12.
32mmol)D 00 -780 0300 0000000 COO0O0C0DO200000000-78000000
0000000000000 (3.5m04.68g0 14.4nmol)0 000 -780 015000000
0000000000000 00000003000000000000000000n
00000000000 00000000000000000000 (MgS0,)0 0000
000000000000000000000 (4.7g09.7mmold 95%)0 & H[2Hg]DMSO 6.5
2(1HO d)0 6.38(1HO d)O 3.96(6HO s)0 0.77-1.63(30HO m)O
(4-0000000-0000)-(6-[5-(4-000-2,6,7-00000000[2.2.2]1000 -
1-00)000-0-00]000000)-000
00BODODODO@M@-00O0O0DO0O0O0-0000)(6-00000000-4-00)-000 (0.92
590 2.04mmol)0 5-(4-0 0 0 -2,6,7-0 0000000 [2.2.2]00 0 -1-0 0 )-2-[0 0 (n
-000)000D0O0]000(2.00g04.1mmol)0 00000000000 O0ODO0)IO
0OO0Oo@QNOIODO0DO0@O)DOOD0DODOoO0EsM)D0ONON0NONDON0NONONoNoNoooon
00000000000 0100% EtOAC0 0 0000000000000 00000000
0 (0.700g0 1.34mmold 66%)0 & H[2H.]DMSO 10.0(1HO s)O 8.75(1HO s)0 8.48(1HO s)O 8
.12(1HO d)0 7.79(1HO d)0 7.66(2HO d)0 7.30-7.52(5HO m)O 7.03-7.12(3HO m)O 6.64(1
HO d)0 5.14(2HO s)0 4.06(6HO s)0 0.85(3HO s)O
(4-(4-00000000000)00000-6-00)-(N-00000000000000
[nl}

00000000 (0.62g015.5mmol)J 00000000000 (1.03g0 14.8mmol)0 (4-
0000000-0000)(6-00000000-4-00)-00 0 (0.472g0 1.34mmol)0
D0O00O0@MOODDONO0DONDONO0NONDONONONONODONONODONDONONONDONOONDONOoNONONoooon
0000000000000 0000000000000000000000000000
0000000000000 000(0.452g0 1.18mmol0 88%)0 & H[2Hg]DMSO 9.88(1HO s
)0 9.73(1HO s)O 8.72(1HO s)O 8.52(1HO s)O 8.13(1HO d)O 7.67-7.78(3HO m)0 7.31-7.
52(5HO0 m)O 7.07(2HO d)0 6.65(2HO s)O 5.14(2HO s)O m/z(M+1+)3860
(4-(1-0000-1H-000000-5-00)00000-6-00)-(N-0000000000
Dooo0Q

00000000 (0.563g0 14.1mmol)D 000000000 OO (0.931g0 13.4mmol)0 (1
-0000-1H-000000-5-00)-(6-00000000-4-00)000 (0.504g0 1.34
mmoDI D ODODO0D@@MDIOODODODODODOODODOODODOODODODOODOODOOOO
D000000000000000000000000000000000000000
0000000000000000000000O00(0.452g0 1.10mmold 82%)0 & H[?Hg
JDMSO 9.87(2HO m)O 8.76(1HO s)0 8.54(1HO s)0 8.23(1HO s)O 8.10-8.18(2HO m)O 7.65
-7.80(3HO m)O 7.18-7.38(5HO m)0 5.96(2HO s)0 5.68(2HO s)T m/z(M+1)4100
N-(2-00000000)-000000000000

0000000000 @7mi0 25.28g0 120.6mmol)0 2-0 000000 00 O O (10.0g0 1
09.7mmoDO 000 D00 DO OO (16.8ml0 12.2g0 120.5mmol)D 00 000 O 0 O O (50ml)
000000000000 0O00O0D0ONODONOODONODONOODONOODOOODOODOoOn
001800000000 (omMNDOODIOONONONONONONONDONONONONDNONONDONODOO (10
om0 000000000000 0000000000WES0,) 000000000000
0000000000000 00(19.0g0 109.7mmold 100%)0 & H CDCl, 6.8(1HO br s)
0 3.59(2H0 q)0 2.72(2H0 t)0 2.13(3HO s)O
N-(2-00000000000)-00000000000
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N-(2-00000000)-000000000000 (19.0g0 109.7mmol)0 00 0 O O (20
om0 D O0O0O00D00000O000 O O0xone ™(2KHSO50 KHSO,0 K,S0,)(74.19g0 120.67m
mDOODODODODO@ooM)JOO0OO001000000000000000000240000
0000000000000 O00O0O00ComMDIOODODONDONONDDONDODONDOO (3
x 300mH0 0000000000000 0O00WES0,)000000000000000
0000000000 (12.4290 56.7mmold 52%)0 & H CDCly 7.33(1HO br s)0 3.93(2HO
)0 3.31(2H0 t)0 3.02(3HO s)O
N-(0O00D000000000)N-(2-00000000000)-00000000000
[ul}

00000000 (@OO00D060%0 000.190g0 4.75mmol)0 ON-(2-0 00000000
00)D0O00O0O00O0O00O0O0 (098690 4.50mmol)0 0 ODMF(IOMDO OO OO0 OO0
0000000000300 00000000000000000(0.55ml00.828g0 4.96m
mDOODODO0O0O0O0O0O0O0O0O0O0OOD0OO0DON0NONDONO0DONDONO0NONDONO0NONDOOONDONO0NONONoOaO
00000000000 000000000MWgS0,)0000000000000000
000000000 (1.239g0 4.03mmold 90%)0 & H CDCl, 4.17(4HO m)0 3.91(2HO t)0 3
.46(2HO t)0 2.98(3HO s)0 1.30(3HO )0

0002-(4-00000-1-00)000

00000000000 (23.6ml0 21.98g0 144mmol)D 0 000 00 O (20m)d O O 4-0
0000000000 (2090 130mmol)0 0 000 00 (36g0 260mmol) I 0000000 (L
oom)J0O0O0O0O0OOOOOOOOOOOOOOOOOOOOO180000000000
D000DO0DO0OO0O0OO0O0OEtOACO D00 O0DOODOODOOODEAC0 00D OND0ONOD
000000000000000Nay,S0,)0000000000000000000A02-
(4-00000-1-00)000000 (14.2990 83.5mmold 64%)0 00000000000
(Si0,0 00 0 EtoAcd O O O O O RF=0.23)0
1-(N.N-00000000000)-000000

000000 (0.99)0 0000030000000 0000(@mMNDONDONO0NDNDONONDDOn(
10.99)0 000000000000 -N-000000000(2-16g)00 00 3-N,N-000
000000000000000(7.199)0000000240000000000000
0000000000000 0000000000000000000000000000
000000000 (19.829)08 H CDCl, 7.48(1HO s)0 7.04(4HO s)0 6.91(1HO s)0 4.0
1(2HO t)0 2.11(6HO s)0 2.10(2HO t)0 1.91(2HO m)D
1-(N.N-00000000000)-5-00-n-000000000000000
1-(N.N-00000000000)-000000(@g0D000000-20000n-0000
(25mD0 O TMEDA(ZmDO n-0 000000 (29.4ml0 1.6M)0 00000 0 OO -200 O 30
000000020 030000000000-200000000000-n-0000000
00000 @3.05mDOOC0O0O0O0OO0O0OO020000000200000000000
0000000000000 0000O00D0O00DNO00DDNON0DNONO0ONONOoONOoonoon
0000000000000 O0O0O0OO0O0O0OO0C0O0OO00O0O0O0OO0OOO0OOOoOooooon(
.10g)0 & H CDCl5 7.70(1HO s)0 7.01(1HO s)O 3.98(2HO )0 2.20(6HO s)0 2.20(2HO t)
0 1.90(2HO m)O 1.55(6HO m)0 1.37(12H0 m)O 0.92(9HO m)O
1-(N,2N-00000000000)-2-00-n-000000000000000

-780 O THFOmI)O O 1-(N,N-O0 0000000000 )-000000@gDOIO0D0O0
OOnBuLi(8.6mid 1.6M) 000000 -780 00300 0000-n-000000000000
0000000000020 000000000000000000n-00000000
0000000000000 000000000000000000000 (4.33g)038 H
CDCl5 7.28(1HO s)0 7.09(1HO s)O 3.97(2HO t)0 2.25(2H0 )0 2.20(6HO s)0 1.90(2H
0 m)0 1.55(6HO0 m)O 1.34(12HO m)O 0.92(9HO m)O
(4-00000-00000-7-00)-00000

3-000-1,4-00000(8.6g)0 000000 @omNHOOO1800 0200000000
0000000000000000000000000000000 (9.1g)0R.T.(LC)O
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3.330 0

4-0000000000-7-00000

OOTHFCOMDHO O @-00000-000D00-7-00)-00000@.590000000
oooo0oeDDOO0O0O0O0OOODODDOODODCG.8)yUIODOUDODODOODDODDDODOOODOO
ocoo0180 00000000000 DOO0OO0O00O0O00O0DDOD(0.419)0 M/ z(M+1+)205
O

7-(G-000-[1,34100000000-2-00)00000-4-00
4-0000000000-7-0D0000(@ 41900000 O0OO0ODDOO0OO0OO024000000
coooooOOoO0OO0oOoO0o@OmHpooooOoODOOO0OO0OO0oOoOoOoooOOooOODDODOOOOO
0000000000000 0000¢.099)0 m/z(M+1%)2290
4-000 -7-(-0 00 -[1,34]00000000-2-00)H)000
7-G-000-[1,34]00000000-2-00)00000 -4-0
ooooDODDOO020000000000DGNDHDOOODOOODODO
ooooDoOOoO0oO0oO0oOoOooooooboDDDOoOoOoOoOooooo
ocoooooOOoOoO0oOoOooooooobODbDDbDbOoOoOooOooooo
7-00000000-4-00

7-000-00000-4-00 (RO Dempcy and EO Skitod Biochemistryd 300 19910 8480)
(Q.elg)UBND D C2ombDHO O ODODDOODO0OO0OODOODOQOOCOODDOOOO@. 75000 @
omhHO 150 000000000000 1I00000000000@-.660)0 00 GmMHOOO
ooooODbODbOOO0OO02000000300OD000000000O0O0O0ODDODOO0OOOOO
000000000000 000000000000000000O0(0.485g)0 m/z(M+1™
)2710

4-000-7-00000000

7-0 0000000 -4-00(@ 460000000 O0ODDODO0OU0D2000000O0O0ODODO
oGmhHoOOODODO0DODODODOoOoooooOoDODOoOoOoOoOoooooooOooODDODOO0OOoOoOooo
ocoooooOO0oO0oOoOoooooooObbObObOooooooooobODbDDbDObOO0OO0DO0Oc.4
39)0 m/z(M+1%)2910
Q-0000-1H-000000-5-00)(7-00000000-4-00)H)-0000000
4-000-7-0 000000042900 000000000ODDO1O000O00O0O00OO
ooEeompHooO1-0000-1H-00000D0-5-00000.323g9)0 0000 @ 0OAT
0000000000000 00000000000(0-579)0 m/zM+17)4780

ooo

oo01
@G-0o0ogoogg-gooo)-(e-000-2-00-00000-4-00)-000@0OB)
@G-o0ooooo-oooo)y-(6-0oo0-00000o-4-00)-000 (300mgd 0.74mmol)O
2-(00000o0ooooo)H)oooE@oomgd o.81mmoHO OO OO0 @OOOOOOODDOO
yYooooo@noooo(@oHhyoooooo@5mMHhoooooooooooooooao
2000000000000 D0COODDODOO0OO0DO0OOODODOOODODDDOOOOOOO
coooo(@OoOoOooblloooOb0ObObOO0OO0oOoOooooo)Y ODODDOOOoOooooo
0000000000 (90mg0 79%)0 0 O 0 & H[?Hg]-DMSO 9.94(1HO b0 NH)O 8.85(1HO
sO 5-H)0O 8.53(1HO sO 2-H)O 8.21(1HO dO 7-H)O 7.90(1HO dO O O O -H)DO 7.81(1HO dO
8-H)O 7.72(2HO dO0 27 -HO 6 -H)O 7.57-7.33(5HO mO 5 x Ph-H)O 7.16(AHO dO OO O -
H)O 7.10(2HO dO 3 -HO 5 -H)UO 6.72(1HO ddO O O O -4H)O 5.17(2HO sO CH,);m/z 394
(v+1)*0

ooo2
@G-0o0o000o0-gooo)-(6e(0o0oog-2-00)-00000-4-00)-000COB
)

@G-0oogooo-goooo)y-(e-000000oo-4-00)-000 (200mgd 0-49mmol)O 2
-(0o0ooooooDOoO0)oOoOooogoomg 0.53mmoH0 00 O0O@OODODODODOOO
ooH)oooooanoooo@oHh)oooooo@EmHDooooooDoOOooooooDoD4

O

(0.099)0 00000
00O000O0o0o0oon
00000O00O0o0o
0o0ooOoooon

O O o oo;

10

20

30

40



(39) JP 4386967 B2 2009.12.16

D000000000000000000000000000000000000000
0D00(@OO0O0O00O0O00O0O00O0O0O0O0OO0O0NO0OOOD0O0)0ON0ONONOoONONooon
0000000000000 O00O0O00O0O00O0O00O0O000O0000000000 (20
mgd 60%)0 0 O O & H[?Hg]-DMSO 9.88(1HO b0 NH)O 8.76(1HO sO 5-H)O 8.49(1HO sO 2-H
)0 8.12(1HO dO 7-H),7.82-7.60(5HO M0 0 0 0 0 O -3-HO 0 0 O O O -5-HO 8-HO 28 -H
06 -H)O 7.52-7.30(5H0 mO 5 x Ph-H)O 7.23(1HO0 t0 0 0 0O O O -4H)O 7.18(2H0 dO 3
' -HO 5 -H)O 5.11(2H0 sO CHy);m/z 410(M+1)* 0

0Do0s3
(4-0000000-0000)(6-(0000-2-00)-00000-4-00)-000 (008
)

(4-0000000-0000)(6-00000000-4-00)-00 0 (200mgd 0.49mmol)
0D2-(CO0000O000O00)IO000 (200mgd 0.53mmol)I 000000000000
00)DO0OO0OQDOOOO@O)IOOO0OO@DIONODODONO0DODONO0DO0DOoDOn
0000000000000 000000000000000000000000000
0D00(@OO0O0O00O0O00O0O00O0O0O0O0OO0OOO0OOOO0OO0)O0O00O0ONO0NONONooon
0000000000000 O00O0O0O0O0O0O0O0O00O0O0O0O0OO0OO0OO0OoOooooooQ@
10mg0 56%)0 0 O O & H[2Hg]-DMSO 9.99(1HD b NH)D 9.18(1HO sO 5-H)O 8.76(1HO dO
0000 -H)O 8.60(1HO dO 7-H)O 8.54(1HO sO 2-H)O 8.23(1HO dO0 O O O O -H)O 8.00(1
HO t0 0O 00 -H)O 7.87(1HO dO 8-H)O 7.70(2HO d0 2 -HO 6 -H)O 7.53-7.31(6HO m
05 x Ph-HO 0 0 O O -H)O 7.09(2HO d0 3' -HO 5 -H)O 5.14(2HO sO CHy):m/z 405(M+1
)0

0004
(4-0000000-0000)(6-(00000-2-00)-00000-4-00)-000
4-0000000-0000)(6-00000000-4-00)-00 0 (200mgd 0.49mmol)
0D2-(CO0000O00D0O00)IO0000(200mgd0.54mmo)D 0000 OO0O0OOOO
00O0)DODO0OO@NIOOO@O)OOOooOOE@)IODDOD0NONDONoNODONon?2700
0000000 (@OBIOODONODONODONOODONODONODOODOODOOODOn
000000000000 OOO0OO0ODONOOODOOOOONODOOOO)DO0ONoonon
0000000000000 0000000000000000000000000000
0000000 (80mgd 40%)0 O O O & H[?Hg]-DMSO 10.30(1HO b NH)O 9.61(1HO sO 5-H
Y0 9.07(HO0d0 00000 4-HO 00 O O 0O 6-H)O 8.86(1HD dO 7-H)O 8.51(1HD sO 2-H)
0 7.93(1HO dO 8-H)O 7.78(2HO dO 2° -HO 6 -H)O 7.65-7.36(6HO mO 5 x Ph-HO O O O
0 0 5-H)O 7.11(2HO dO 3 -HO 5 -H)O 5.18(2HO sO CHL);m/z 406(M+1)* 0

0oos
(4-0000000-0000)-(6-(5-(1,3-000000-2-00)-000-2-00-000
00-4-00)000 (00B)
A-0000000-0000)(6-00000000-4-00)-000 (1.590 3.7mmo)0 5
-(1,3-000000-2-00)-2-(C000000000)-000 (1.990 4.42mm)0 0O
00(@OO0O0O0O000O000)I00O00OQNDOODOO0@O)D000O0on @om)dOn
0000000060 0O00D0O0OD0OOOOOOOOOOOOOOOOOOOODOOO
0000000000000 000000000000000000000000000
00 (1.07g0 62%)0 0 O O & H[?Hg]-DMSO 9.96(1HO b0 NH)O 8.80(1HO sO 5-H)O 8.51(1H
0 sO 2-H)O 8.18(1HO dO 7-H)O 7.80(1HO dO 8-H)O 7.70(2HO dO 2° -HO 6 -H)O 7.58-7
.30(5HO mO 5 x Ph-H)O 7.10(3HO mO 3° -HO 5-HO O O O 3-H)O 6.78(1HO dO0 O O O 4-H)
0 6.12(1HO sO CHO,)O 5.18(2HO sO PhCH,)0 4.22-3.94(4HO md 2 x CH,);m/z 466(M+1)™*
O

Do006
(4-0000000-0000)-(6-(3-000-3H-000000-4-00)-00000 -4-0
0D)-000
00BODODOOD@M@-00000O00-0000)(6-00000000-4-00)-000 (1.0g
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02.46mmol)01-000-5-(0000000000)I00000 (Gaared KO O et ald Ac
ta ChemO Scandl (1993)0 47(1)0 57-620 0 0 O 0 )(1.2590 3.37mmo)0 0 00 0O (OO
000000000)0000ANDDO0DO@oOO)YDoDoooo@Gom)OO30000
0000000000000 00000000000000000000000000 IM
sO0000000000000D0000000D000000000000000000
00000000 (0.90g0 2.21mmol0 90%)0 0 0 00 0 00 O O 8 H[®Hg]-DMSO 9.69(1H
0 b0 NH)O 8.60(1HO sO 5-H)O 8.55(1HO sO 2-H)O 8.00(1HO dO 7-H)O 7.83(2HO mO 8-H
0000000-H)O7.69(2H0 dO0 28 -HO 6 -H)O 7.52-7.33(5H0 mO 5 x Ph-H)O 7.22(1
HOsOODOODOO-H)O 7.09(2H0 dO 3 -HO 5 -H)O 5.14(2H0 sO CH,)0 3.80(3HO sO
CHz);m/z 408(M+1)* O

Doov
(4-0000000-0000)-(6-(2,3-0000000-5-00)-00000-4-00)-0
00

(4-0000000-0000)(6-00000000-4-00)-00 0 (200mgd 0.49mmol)
05-(C000000000)-2,3-0000000 (250mgd 0.70mmol)0 0000 (0O0O
00000000)0O00O0DOO0O@OoO)I00DOoo@omD)IOOOOOOn
0002000000000C@OBIO0DONONDNONONDNDNONDNDNONODONONONONONONONOn
1:10 0000000000000 000000000000000000000000
000000000000 (140mgd 72%)0 0 0 08 H[2Hg]-DMSO 9.88(1HO bl NH)O 8.62(
1HO sO 5-H)O 8.50(1HO sO 2-H)O 8.05(1HO dO 7-H)O 7.67(3HO mO 8-HO 2 -HO 6 -H)
0 7.55-7.29(5H0 mO 5 x Ph-H)O 7.03(2HO mO 3 -HO 5 -H)O 5.81(1HO sO 3° -H)O 5.1
2(2HO sO PhCH,)O 4.52(2H0 t0 5" -H,)0 2.88(2HO tO 4" -H,);m/z 396(M+1)*D
0Doos
(4-0000000-0000)-(6-(3-000-1,2,3-000000-4-00)-00000 -4
-00)-000 (0 0B)
(4-0000000-0000)(6-00000000-4-00)-00 0 (250mgd 0.62mmol)
01-000-5-(0000000000)-1,2,3-000000 (300mgd 0.81mmol)0 O O O
D@OoOO0000O000O00)IO0O0DO0QNDIOODO@O)DODOD0DODO@omDOO0On
000000480 00000000000000000000000000000000
0000000000000 O00O0O00O0O000O000O000000000000000

O

0

8.

goooooooooooan gbooooooooooooooboobooooodd
000000000000000000 (115mg0 45%)0 0 0 O 8 H[?Hg]-DMSO 9.90(1H
b0 NH)O 8.76(1HO sO 5-H)O 8.61(1HO sO 2-H)O 8.10(2HO mO 7-HO 0 0 0 O O O -H)O
.92(1HO dO 8-H)O 7.70(2HO dJ 2 -HO 6 -H)O 7.58-7.38(5HO mO 5 x Ph-H)O 7.12(2H
dd 3 -HO 5 -H)O 5.19(2HO sO CH,)0 4.22(3HO sO CHg);m/z 409(M+1)*0

goo9
5-(4-4-0000000-0000000)-00000-6-00)-000-2-000000
oo
4-(4-0000000-0000000)-(6-G-(1,3-000000-2-00)-000-2-0
0)-00000-4-00)-00 0 (1.0g0 2.1mmol)D THF(20mIO 0 0O 0 O O O (2NO 10ml)
goddooboooooodoooooooooobooob oo boob oo boooooOood
oo ob0 oo oo oo b oo bbb ooooog
0o0Do0oo(@OobOoooooO)oooboooooDooODOoDOOooOOoooODoOooDOooDoDOoDbaOd
0000000000000 0DO00DO0000D0DO0OD0DO0ODODO0O0O0O0D0DOaD Blomgh 69%)0
& H[?Hg]-DMSO 10.05(1HO b0 NH)O 9.62(1HO sO CHO)O 8.95(1HO sO 5-H)O 8.48(1HO sO
2-H)O 8.24(1HO dO 7-H)O 7.80(1HD dO 8-H)O 7.70(1HO dO0 O O O 4-H)O 7.59(2HO dO 2
' -HO 6 -H)O 7.48-7.25(6HO mO 5 x Ph-HO O O O 3-H)O 7.02(2HO mO 3' -HO 5 -H)O
5.09(2HO sO CHy);m/z 422(M+1)*0
5-4-4-000o0o0oo0-0000o000)-00000-6-00)-000-2-0000003
goooao

OO0 ~NOO0OoOoogao
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4-(4-0000000-0000000)-(6-(G-1,3-000000-2-00)-000-2-0
0)-00000-4-00)-00 0 (6.70g0 14.4mmol)0 THE(7OmI)T 2NO 0 O O O (70mI)0
gobooboo0obooooboooDb0o0oo0oTTHFOD DO OO ODUOU0ODbODOOoUOoDbOooobOooo
000000000 ooDOooDOoo0ooo0ooOood@6.50g0d 14.1mmold 98%)0 O O O 8 H[ZHG]
DSMO 12.15(1HO s)O 9.69(1HO s)9.58(1HO s)O 8.8(1HO s)O 8.50(1HO dd)d 8.02(1HO d)
0 7.77(1H0 d)O 7.62-7.74(3H0 m)O 7.31-7.52(5H0 m)0 7.15(2H0 d)0 5.17(2H0 s)O
0ooio
4-0000000-0000)-(6-(-(4-00000000-1-00000)-000 -2-0
0)-00000-4-00)-000
5-4-4-000o0ooDo-0o0o0o0ooDooD)-000D00-6-00)-000-2-000000
00 (.199)0 001-00000000(0.0569)0 0000000 (.6mDODOD0O0OD0
s50000D00DbO0O0ooo0o0Oo0o0ooDOooDOoDO0ODbOOooDoDooDOooDOoDbDOon0Ooao0.59)
gooooobooboDoooboDboobooub200b00bbobooUoboooboooobog
000000 oDo0oD 20000000 oooooo@ooooooo)oooodd
oo ob0 oo oo b oo oo boobobooao
gooooobooooDbobo0oboDbo0oboDbooboeOU O bbODUOUbDODUOUODDbDOODDOO
(0.11g)0 0 0 0 & H[?Hg]-DMSO 10.89(1HO b)0 8.70(1HO s)0 8.47(1HO s)0 8.11(1HO
d)O 7.77(1HO d)0 7.66(2H0 d)0 7.50-7.30(5HO m)0 7.12-7.00(3HO m)O 6.50(1HO d)O 5
.13(2HO s)0 3.58(2H0 s)0 2.53-2.22(8HO m)T 2.12(3HO s);m/z 506(M+1)*0

0oodnoil

(8)-1-(5-(4-(4-0 00 0000-0000000)-00000-6-00)-000-2-000
00)-00000-2-00000000
5-4-4-00o0o0ooo-0coo0ooDooO)-D00000-6-00)-000-2-000000
0o00L-00000O0ob0D0obO0oDb1lo00000oo0D0oo0D0obO0ob00oo0Do0DoOooDOooDoOobDOgdHL
2Hg]-DMSO 9.85(1HO b)D 8.72(1HO s)0 8.50(1HO s)0 8.14(1HO d)O 7.79(1HO d)O 7.71(
2HO d)0 7.54-7.31(5HO m)0 7.24(1HO s)0 7.17(1HO s)0 7.09(2HO d)O 7.02(1HD d)O 6.
53(1HO d)0 5.15(2HO s)0 3.82(2HO s)O 3.42(1HO b)D 3.12(2HO b)O 1.85-1.67(4HO m)
0 m/z 520(M+1)*0O
goooooooooooooobooobooboobooboobooboooooodd
goboboboobooobooobo0obboobbooUobto0ooUobuoUooDboUobboo
dooooooeO0D 000D ODDODODODOODODODODODOOOS H[ZHG]DMSO 12.35(1
HO s)0 9.64(1HO s)0 8.86(1HO s)0 8.42(1HO d)T 8.30(1HO s)T 8.00(1HO d)O 7.68-7.7
6(3HO m)0 7.31-7.55(6H0 m)0 7.14(2H0 d)O 6.89(1HD d)0 5.18(2HO s)O 4.57(2HO s)O
3.50-3.70(3H0 m)0 1.80-2.10(4HO m);m/z(M+1*)5200

0ooaoaiz
N-(5-(4-A-0000000-0000000)-00000-6-00)-000-2-0000
O0)-NIN1-O0D00O0D0-0000-1,2-00 00
5-G4-4-00o0oooo-0cooDoooo)-0Do0o0Do0O0-6-00)-000-2-000000
OOONN-O0OO0ODO-1,2-00000000O0O0DODOIOODO0ODDODODOO0OODO0ODODOOOOO
00000008 H[?Hg]-DMSO 9.83(1HD b )0 8.70(1HO s)0 8.42(1HD s)0 8.10(1HO d)
0 7.73(1HO d)0 7.64(2H0 d)0 7.50-7.28(5HO m)0 7.02(2HO d)0 6.99(1HD d)0 6.52(1H
0 d)0 5.10(2H0 s)0 3.93-3.70(2H0 m)0 2.04(9HO m)O 0.92(3HO m);m/z 508(M+1)*0
00dois
N-GG-(4-(4-0000000-0000000)-00000-6-00)-000-2-00000
-N-OOO-N ON -O0000-000-1,2-0000
5-4-4-00o0o0opoo-0coopooDooO)-D00O0O0-6-00)-000-2-000000
gooN-oobb-N ON -O0D0O0-000-1,2-0000000D1IO00DO00O0O0ODODOO
000000000000038 H[?Hg]-DMSO 9.90(1HO b)0 8.79(1HO s)0 8.48(1HO s)O 8
.12(1HO d)0 7.79(1HO d)0 7.70(2HO d)0 7.53-7.31(5HO m)0 7.12-7.02(3HO m)O 6.04(1
HO d)0 5.13(2H0 s)0 3.80(2HO s)0 2.68(4H0 s)O 2.55(2H0 q)0 2.36(6HO s)T 1.09(3H
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0 t);m/z 522(M+1)*.0

[ B
A-0000000-0000)-(6-(5-(0000-3-00000000)-000-2-00)0
ooon0o-4-00)-000
5-4-4-00o0oopopo-ocoopoooo)-00o0o0O0-6-00)-000-2-000000
00O03-00000000Db00Db110000000000D00000DO0OO0ODOODOODOdO% HL
2Hg]-DMSO 9.82(1HO b)D 8.70(1HO s)0 8.42(1HO s)0 8.11-8.01(2HO m)0 7.80-7.70(2H
0 m)0 7.62(2H0 d)0 7.49-7.25(5H0 m)0 7.10-6.95(5H0 m)0 6.48(1HO d)T 6.40(1HO t)
0 5.10(2H0 s)0 4.38(2HO d) ;m/z 500(M+1)* O

0oois
(4-0000000-0000)-(6-G-((000000-000-2-00000)-000)-
ooo0)-000-2-00)-00000-4-00)-000000
5-4-4-000o0o0oo-0cO0o0o0ooDoD)-00000-6-00)-000-2-0000003
gododoododoo-ooo0o0boo0oboob0ooUo0ooODoo0ooOoDUoooODUoooOoooooao
00000 (Q0O00O0)5 H?Hg]-DMSO 9.82(1HO s)O 8.69(1HO s)0 8.41(1HO s)0 8.10(
1HO d)0 7.71(1HO d)O 7.62(2H0 d)O 7.50-7.25(5H0 m)0 7.10-7.06(3H0 m)O 6.42(1HO d
)0 5.10(2HO s)0 3.91-3.50(9H0 m)D 2.60(2HO d);m/z 507 (M+1)*O

00aoie

(A-0000-1H-000000-5-00)-(6-(5-(1,3)-0 00000 -2-00-000 -2-0
0)-00000-4-00)-000
(1-0000-1H-000000-5-00)-(6-00000000-4-00)-000 (4.39)0 2-
(0000000000)-5-(1,3-000000-2-00)-000 (J-Chemd SocO O Chem Co
mmun0 O (1988)0 560)(10g)0 0 0 1,4-00 (0 0000000000000 @NDOO
00 @QuUoooooo@somhoobob20000000DO0D0D0DO0ODODODODODOOnD
oo ob0 oo oo oo b oo bbb ooooog
0000008 H[2Hg]-DMSO 10.13(1HO s),8.85(1HO s)0 8.54(1HO s)0 8.20(3HO m)0 7.
80(3HO m)O 7.30(5HO m)O 7.13(1HO d)O 6.79(1HO d)O 6.04(1HO s)0O 5.71(2HO s)O 4.15
(4HO m)O

ooaogar
5-(4-(1-0000-1H-000000-5-00000)-00000-6-00)-000-2-00
oooooad
(-0000-1H-000000-5-00)-(6-G-(1,3)-000000-2-00-000 -2-0
0)-00000-4-00)-000 (2.0g)0 O O (2N0 50m1)0 THFOmDO 0 160 0 00 0O O
0goooooboboobb oo uoeo0 00000 ooDoDoDoDbobbooboOod
0 O (1.80g0 3.73g0 91%)0 & H[?Hg]-DMSO 12.30(1HO s)0 9.79(1HO s)0 9.62(1HO s)O 8
.85(1HO s)0 8.62(1HO m)T 8.31(1HO s)O 8.19(1HO m)O 8.10(1HD d)O 7.90(2HD m)O 7.7
8(2HO m)0 7.40(5HO m)0 5.80(2HO s)O

0008

(S)-1-(5-(4-(1-0 000 -1H-000000-5-00000)-00000-6-00)-000 -
2-00000)-00000-2-0000000000000
5-4-(1-00ob-1H-0b00bO0b-5-00000)-00000-6-00)-000-2-00
goooooo0L-ob0b0000od0oo0i1c000o0oooooooboDooooooooao
OoOO0O0ODODDOO0OD0OO0O0O0040 7% MeOH/CHCI, O OO OO OOOOOODODDOODOOOO
00000000000 00000 (0.07590 0.122mmold 29%)0 & H[2Hg]-DMSO 12.80(1H
0 s)0 9.79(1HO s)O 8.85(1HO s)O 8;45(1HO d)O 8.38(1HO s)O 8.22(1HO s)O 8.14(1HO
s)0 8.06(1HO d)O 7.82(1HD d)O 7.75(1HO dd)T 7.70(1H,s)0 7.50(1HO d)O 7.30(5HD m)
0 6.90(1HO d)0 5.72(2H0 s)0 4.64(1HO m)T 4.59(2HO s)0 3.50(2HO m)O 1.90(4HD m);m
/z 544(M+1)*0

0oaoai9
(Q-0000-1H-000000-5-00)-6-G-(-00000000-000000)-0

10

20

30

40

50



(43) JP 4386967 B2 2009.12.16

oo0)-000-2-00)-00000-4-00)-0000000
5-4-(l-00o0oD-1H-O0D0DOo0DbO0DO-5-00000)-00000-6-00)-000-2-00
goooooo2-000000 0000000001000 oooboooboboooooOoan
0000008 H[®Hg]-DMSO 12.15(1HO s)0 10.00(1HO bs)O 9.75(1HO s)O 8.88(1HO s)
0 8.45(1HO d)O 8.24(1HO s)O 8.16(1HO s)O 8.00(1HO d)O 7.84(1HO d)O 7.77(1HO dd)
0 7.39(1HO d)O 7.30(5H0 m)O 6.87(1HD d)O 5.72(2H0 s)0 4.46(2HO s)O 3.70(4HO m)O
3.15(3HO s) ;m/z(M+1) 5530

0oao20
@G-oo0ooo-0ooo)-e-(G-000-1,3,4-000000002-00)00000 -4-
O0)-000000
OoA0DOOD4-0D00-6-(B-000-1,3,4-000000002-00)H)00000O00O4-0O
JddoDodoboDooooDo0oooDoDoooDoODOoOooDoODOoOooDoDoOogoos H[ZHG]—DMSO 11.78(
1HO bs)O 9.45(1HO s)O 8.95(1HD s)O 8.60(1HD dd)T 8.10(1HO d)O 7.75(2HO d)0 7.45(
2HO d)O 7.10(5HO m)O 2.68(3HO s) ;m/z(M+1)3960

ooo21
(1-(2-00000000)-1H-000000-5-00)-(6-(5-000-1,3,4-000000
00-2-00)-00000-4-00)-000000
0doADDODODOODODOO0OD1I-R-O00O00O0O0OO0)-AH-O0O0DOODO-5-0000000
4-000-6-(b-000-1,3,4-00000000-2-00)-00000000000O00O0O% HL
2Hg]DMSO 11.70(1HO s)0 9.45(1HO s)0 8.90(1HD s)0 8.60(1HO d)0 8.20(1HO s)O 8.13(
1HO s)O 7.85(1HO d)O 7.70(1HO d)O 7.38(1HO m)d 7.24(1HO m)O 7.17(3HO m)d 5.76(2H
0 s)0d 2.65(3HO s) ;m/z(M+1%)4520

0ooao22
(1-(3-00000000)-1H-000000-5-00)-(6-(5-000-1,3,4-000000
oo0-2-00)-00000-4-00)-000000
oooooooooDooDOobOo1-GB-00b0oooDOoo)-1H-O0D0OD0OODO-5-00000
04-000-6-(-000-1,3,4-000000002-00)-00000000O00O00O0O0OdH
[2Hg]DMSO 11.80(1HO s)0 9.45(1HO s)0 8.90(1HO s)O 8.60(1HO d)O 8.25(1HO s)O 8.13
(2HO m)O 7.87(1HO d)O 7.79(1HO d)O 7.39(1HD dd)O 7.10(3HO m)O 5.75(2H0 s)0 2.65(
3HO s);m/z(M+1%)4520

0ooad23

(-00o00-2-00000)-1H-00 0000 -5-00)-(6-(-000-1,3,4-00000
0o00d2-00)-00000-4-00)-000000
00DA0DO0ODODODOO0ODO0DOD@-0000-2-00000)-1H-O0000O0DO-5-0000
oo04-000-6-(B-000-1,3,4-00000000-2-00)-00000000000003
& H[2Hg]DMSO 11.70(1HO s)0 9.46(1HO s)0 8.90(1HO s)0 8.55(2HO m)0 8.24(1HD s)0 8
.11(2HO m)d 7.80(2HO m)O 7.69(1HO dd)O 7.33(1HO m)O 7.10(1HO d)O 5.83(2HO s)O 2.
66(3HO s) ;m/z(M+1%)4350

0ooz24

(1-(2,3-000000000)-1H-000000 -5-00)-(6-(5-00 0 -1,3,4-0 000
0o0oo00-2-00)00000-4-00)-000000
dooooooooDooDobol1-,3-000o0o0oooo)-1H-000000-5-000
obod4-000-6-(-000-1,3,4-0000D0000-2-00)-000000000D0O0
0 8 H[?Hg]DMSO 11.90(1H.s)0 9.47(1HO s)0 8.91(1HO s)O 8.60(1HO d)O 8.25(1HO s)O
8.15(2HO m)0 7.89(1HO d)O 7.72(1HO dd)O 7.40(1HO m)O 7.18(1HO m)O 6.98(1HO m)O 5
.83(2HO s)0 2.67(3HO s);m/z(M+1+)4700

0oao25
(B-000-4-(2-0000-0000000)-0000)-(6-(-000-1,3,4-00000
0o00-2-00)-00000-4-00)-000000
0DA0DODODOOO0ODDODODS3-00D0-4--0000-0000000)O0000D04-0
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oo-6-(G-000-1,3,4-00000000-2-00)-000000000000O03d% H[ZHG]
DMSO 11.64(1HO bs)O 9.40(1HO s)0 8.97(1HO s)O0 8.58(1HO d)0 8.11(1HO d)0 7.94(1H
0 d)0 7.71(1HO dd)T 7.63(1HO dd)0 7.45(2H0 m)O 7.30(2H0 m)T 5.31(2HO s)0 2.68(3H
0 s);m/z(M+17)4620

0oao26
G-000-4-G@-0000-0000000)-0000)-(6-(5-000-1,3,4-00000
000-2-00)-00000-4-00)-000000
0oADDOODODODOODO0DOD3-000-4-@E-0000-0000000)D0O00004-0
oo-6-(G-000-1,3,4-00000000-2-00)-0000000000O0O00Sd H[2H6]
DMSO 11.73(1HO bs)O 9.38(1HO s)O 8.94(1HO s)O0 8.57(1HO d)0 8.10(1HO d)O 7.90(1H
0 d)0 7.65(1HO dd)O 7.45(1HO m)O 7.30(3HO m)O 7.16(1HO m)O 5,30(2HO s)O 2.65(3H
0 s);m/z(M+17)4620

0odnog27
G4-noooooo-ooo0o)-6-G-000-1,3,4-00000000-2-00)-0000
0-4-00)-00 0000
0dobA0DODODOOODO0OOD4-DO0DODOODODOODOOD4-DODO-6-GB-000-1,3,4-
0000000 0-2-00)-00000000000O0OWO H[2H6]DMSO 11.73(1HO bs)O 9.4
1(1HO s)0 8.90(1HO s)0 8.58(1HO d)T 8.10(1HO d)0 7.65(2HO d)O 7.40(5HO m)O 7.15(
2HO d)0 5.19(2H0 s)0 2.65(3H0 s) ;m/z(M+1*)4100

0ogdQo28
(4-(2-0000-0000000)-0000-(6-(-000-1,3,4-00000000-2-0
O0)-00o0o00-4-00)-000000
O0DA0DODODOO0OO0DOD4--0000-0000000)Y)0O00D0O0O0A4-000 -6-(5-
0oobo0d-1,3,4-00000000-2-00)-000000O0O00O00OO0OM H[2H6]DMSO 11.72
(1HO bs)O 9.41(1HO s)O 8.91(1HO s)O 8.59(1HD d)O 8.10(1HD d)O 7.65(3HO m)O 7.45(
1HO m)0 7.25(2H0 m)T 7.18(2HO d)0 5.20(2H0 s)0 2,65(3HO s) ;m/z(M+1+)4280

0 oo29
(4-(3-0000-0000000)-0000-(6-(-000-1,3,4-00000000-2-0
O0)-oooooo)-oo000oaoao
O0DA0DODODOODO0DOD4-GE-0000-0000000)Y)0O0DO0O0A4-000 -6-(5-
0ooo0o-1,3,4-00000000-2-00)-00000000000O00O?d H[2H6]DMSO 11.71
(1HO bs)O 9.40(1HO s)O 8.90(1HD s)O 8.58(1HD d)O 8.09(1HD d)O 7.66(2HO d)O 7.47(
1HO m)0 7.33(2H0 m)T 7.15(3H0 m)0 5.,21(2HO s)0 2.65(3H0 s) ;m/z(M+1*)4280

0 ooa30
G-ooooooooo-0o0oo)-6-G-000-1,3,4-00000000-2-00)-00
000-4-00)-000000
0DA0DODODOO0ODDO0DOD4-0DO0DO0ODOODODOODODODODA4-DOD0O-6-GB-000 -1,
3,4-00000000-2-00)-00000000000038 H[?Hg]DMSO 11.63(1HO bs)
0 9.42(1HO s)0 8.95(1HO s)O 8.56(1HO d)O 8.10(6HO m)O 7.70(4HO m)O 2.65(3HO s);m
/z(M+1%)4440

0ooa31
(1-(3,5-00000-0000)-1H-000000-5-00)-(6-(5-000-1,3,4-00 00
onoo00-2-00)-000004-00)-000000
oooooooooDooDobOo1-G,-000b0-00b0)-1H-00Db0D00O-5-000
oood4-000-6-(5-000-1,3,4-00000000-2-00)-00000000000
0 & H[2Hg]DMSO 12.50(1HO bs)D 10.35(1HO s)0 9.25(1H0 s)0 8.61(1HO s)0 8.35(1IHO m
YO 8.22(2H,m)0 7.88(1HO dd)O 7.75(2HO m)T 7,16(1HD m)T 6.93(1HO m)O 5.73(2HO S)
0 2.67(3HO s);m/z(M+1%)4700

0oaoa32
G4-(A-0000-0000000)-0000)-(6-G-000-1,3,4-00000000-2-
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0D00)-00000-4-00)-000000
DO0ADDOOOOOOODOOO0D04-(4-0000-0000000)000004-000 -6-(5-
000-1,3,4-00000000-2-00)-0000000000003 H[?Hg]DMSO 11.68
(1HO bs)O 9.39(1HO s)T 8.89(1HO s)O 8.56(1HO d)0 8.07(1HO d)O 7.64(2HO d)T 7,54(
2HO m)0 7,24(2H0 dd)0 7.14(2H0 d)O 5.14(2H0 s)O 2.65(3HO s) ;m/z(M+1")4280
00033
(4-(2-0000-0000000)-0000)-(6-(-000000000-1,3,4-0000
D000-2-00)-00000-4-00)-000000
DO0ADDOOCOOOOODOOOD4-(2-0000-0000000)000004-000 -6-(5-
000000000-1,3,4-00000000-2-00)-00000000000038 H[2H
&]1DMSO 11.80(1HO bs)O 9.54(1HO s)O 8.93(1HO s)0 8.67(1HD dd)d 8.14(1HO d)O 7.67(
2HO d)0 7.59(1HO m)O 7.46(1HO m)O 7.29(2HO m)O 7.19(2HO d)O 5.23(2HO s) ;m/z(M+1*
)4820

000 34
(4-(3-00000000000)-0000)(6-(5-000000000-1,3,4-0000
D0000-2-00)-00000-4-00)-000000
O0ADDOCOODOODOOOD4-(3-0000-0000000)000004-000 -6-(5-
000000000-1,3,4-00000000-2-00)-00000000000038 H[3H
&]DMSO 11.74(1HO bs)O 9.51(1HO s)0 8.91(1HO s)0 8.66(1HO dd)0 8.12(1HDO d)0 7.65(
2HO d)0 7,48(1HO m)0 7.32(2HO m)0 7.19(1HO m)O 7.17(2HO d)O 5.20(2HO s) ;m/z(M+1*
)4820

00035
(4-(4-0000-0000000)-0000)-(6-(-000000000-1,3,4-0000
D000-2-00)-00000-4-00)-000000
DO0ADDOOCOOOOODOOOD4-(4-0000-0000000)000004-000 -6-(5-
000000000-1,3,4-00000000-2-00)-00000000000038 H[3H
&]DMSO 11.81(1HD bs)O 9.53(1HO s)O 8.91(1HO s)0 8.67(1HDO dd)d 8.13(1HD d)O 7.63(
2HO d)0 7.54(2H0 dd)0 7.25(2H0 dd)0 7.15(2H0 d)0 5.15(2H0 s) ;m/z(M+1*)4820
000 36
(1-0000-1H-000000-5-00)-(6-(5-000000000-1,3,4-000000
0D00-2-00)-00000-4-00)-000000
D0ADDOCOOOOOOOO01-0000-1H-000000-5-0000004-000-6-(
5-000000000-1,3,4-00000000-2-00)-0000000000003 H[
2Hg]DMSO 11.96(1HO bs)O 9.58(1HO s)0 8.91(1HO s)0 8.69(1HO dd)0 8.22(1HO s)O 8.1
4(1HO d)0 8.10(1HO d)O 8.85(1HO d)O 8.67(1HD dd)O 7.30(5HO m)O 5.71(2HO s);m/z(M
+1*)4880

00037
(4-0000-3-000000)-0000)-(6-(5-000000000-1,3,4-00000
D00-2-00)-00000-4-00)-000000
D0ADDOOOOOOOODO@-0000-3-000000)000004-000-6-(5-0
00000000-1,3,4-00000000-2-00)-0000000000008 H3H]
DMSO 11.44(1HO bs)O 9.50(1HO s)O 8.85(2HO m)O 8.70(1HO d)O 8.62(1HO d)O 8.16(1H
0 d)0 8.10(1HO d)0 7.69(2HO d)O 7.65(1HO m)O 7.18(2HO d)d 5.29(2HO s);m/z(M+1+)4
650

000 38
(1-0000-1H-000000-5-00)-(6-(3-000-3H-000000-4-00)-000
00-4-00)-000
00BODOOCODOOOD6IONDONONDODONDOD@-O0O00O0-1H-000000-5-00)-(6-
00000000-4-00)-00005-(0000000000)-1-0000000000
0000008 H[?Hg]DMSO 9.98(1HO s)0 8.62(1HO s)0 8.55(1HO s)0 8.20(1HO s)O 8.1
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5(1HO s)0 7.99(1HO dd)O 7.83(2HO m)O 7.70(2HO m)Od 7.28(6HO m)O 5.70(2HO s)O 3.70
(3HO s);m/z(M+1)*4320

00039

(- 0000-1H-000000-5-00)-(6-(1-000-1H-000000-2-00)0000
0O-4-00)-000
ooBOODODODOODOBOOOODOODODDA@OOUOO-H-ODOODODOD-5-00)-(6-00
ooooooOo)-ooogo2-(UOO0OO0OD0OO0OO0OO0DO0)-1-00000O0D0DDODO@OOOO0
0 0O 0O J.Organometallic Chem.O0 (1989)0 610 0 0 0O O)0ODOOOOOS H[2H6]DMSO 10
.09(1HO s)0O 8.80(1HO s)0 8.57(1HO s)O 8.20(1HO s)0 8.15(2HO m)O 7.85(1HO d)O 7.7
0(2HO m)O 7.30(6HO m)O 7.09(1HO s)O 5.70(2HO s)O 3.88(3HO s);m/z(M+1)*4320
00040

@G-0n0pooooog-oooo)-(6-(H-0 0 0000-5-00)-00000-4-00)-00

0o0o0o0oo0oDooDo@-0ooooo0oo-0oo0Do0)-(e-00D00D000O0O-4-00)-0
0(0.1069)0 00000000 (.069) 00000000000 (0.059)0 0000000
00018000180 0000000 0ODODOOODOODODODODOODOTHREE:1)O
dodooooooooobo bbb b o000 oooooooooao
0000000 (0.024g)0 0 O O 8 H[?Hg]DMSO 10.18(1HO s)0 9.25(1HO s)0 8.55(1H
s)0 8.40(1HO d)O 7.88(1HO d)O 7.74(2HO d)O 7.45(6HO m)O 7.07(2HO d)O 5.17(1HO
s);m/z(M+1) 3960

0oodl
(-0000-1H-000000-5-00)-(6-G-000-1,3,4-00000000-2-00)-
00D000-4-00)-000000
(l-00o00-1H-000DbOO0oDbO-5-00)(6-0000DO00O0OODO-4-00)-000 (0.155
gpgUboooooDooDooo@GmhoooooDoooi18oooDooDoooooooooaad
gooooobooobooobo0ooboUobboUobtooUoboUooDboUobboo
0000000000000 DOS H[PHg]DMSO 11.93(1HO s)0 9.50(1HO s)0 8.97(1HO s)
0 8.67(1HO d)0 8.30(1HO s)0 8.16(2HO m)O 7.91(1HO d)0 7.74(1HO dd)d 7.38(5HO m)
0 5.80(2HO s)0 2.74(3HO s) ;m/z(M+1)*4340

00dnoa4z
(l-0000-1H-000o00o0o-5-00)-(6-G-000-1,3,4-000000-2-00)-00
o00d-4-00)-000

ooDoooooooooGmMhi 0D @-0000-1H-00D0000-5-00)-(6-000D0O0
-00000-4-00)-000(0.1029)0 00000000000 (0.03g)0 000000
0doood.ogy0oooilsdodoo0ooooDooDooDobDooDoooDooDoooan
000000000000 00000(0.018g)0 00 O3 H[Hg]DMSO 10.25(1HO s)0 9.2
0(1HO s)0 8.55(1HO s)0 8.45(1HO s)0 8.22(1HO s)O 8.12(2HO s)O 7.82(1HO d)O 7.73(
2HO s)0 7.30(5HO m)O 5.70(2HO s)0 2.50(3HO s) ;m/z(M+1) 4330

00043

(S)-1-(-(4-(4-0000000-0000000)-00000-6-00)-3-00 0 -3H-0
0o0000-4-00000)-00000-2-00000000
2-4-4-00o0oooo-ocoo0ooooO)-00000-6-00)-3-000-3H-00000
0-4-000000000O0O0OO0@.o3mHDOODOODODODODOODGmMDHDODOODODOL-O
000000 @.0289)0000D0O0ODOOD20000.7500 0000000000 0ODODOOO
dooood.o8guoooooo2000180000D0oDonoDooo2N0O00O0D0DOn
goboooobooobooobo0oboboobDboUob0ooUoboUooDboUobboo
000000000000 DOO0OD000D0O0DO0OD0D0D0ODO0ODO0OO0aO.008g)0 00O OtIc(C
Si0,0 CH,Cl,0 EtOHD NH50 1000 80 1)RF0.18;m/z(M+1)*5340]

0 0og44
(-0000-1H-000000-5-00)(6-G-00000000000-1,3,4-0000
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Oo000-2-00)-00000-4-00)-000
Q-00o00-1H-00o0o0ooO-5-00)-(6-(00D0O0DODDODDODODODO0DO-0000OO)-
Oo0o0o0D-4-00)-000@.06g)0 000000000008 OODODOOODOOO
o@aombhooooooooo@-o2mh0 00D oD o00ooooooooDos8sgo0oooogd
ooooDoDoDE@Exo0.amiDO0O1l x 0.2MDHO DO ODODODODODODODODODOODODDOOOOOO
oooo0oooODO0OO000oO0OoooooO0oO0ODDODO0DO00DU0DO0o0oOoDOoDoODoOooODoODDODOoOOoDOoOg
O LC R.T.3.970 O m/z(M+1)+4340
00045
@G-0n0o0ooogo-oooo)-(6-A-000000000-2-00)00000-4-00)-
ocooooooo
gooooo @)Y @-ooooooo-oopboo)-(6-(ooog-2-0DO0)-0O0D0DOO -
4-00)-00 0 (0-100 0.247mmo)0 0 0000 O0OCODODODDO20 000000000
oooooDoOOo0o00oO0ooooooODOoDOoOoooOoOooooooDoD@omMhoooono
0Oo000D0D0OD000000o0o0o0o0o0D0Do0004000000000D0DDODO0O00O00O0O0
Oo0o00oDDDoDOoOO000DO0OoooooooO20000000000000DO0DDODO0000O00
OO000DDDOD0O0000O0O0O0oOo0OoOO0ODDDOOO00-090g0 0.183mmol0 74%)0 0 O O & HL
2Hg]DMSO 12.1(1HO s)0 9.62(1HO s)0 8.98(1HO s)T 8.93(1HO dd)O 8.81(1HO d)0 8.43(
1HO d)O 8.19(1HO d)O 8.80(1HO td)O 7.64(2H0O d)O 7.33-7.58(6HO m)O 7.18(2HO d)O 5
.18(2HO s)O 4.09(3HO s);m/z(M+17)4190
00046
@G-ooooooo-0o0o0o0)-(6-R,3-0000-3H-000000-4-00)-00000 -
4-00)-0 00000
@G-0o0pooooo-oooo)-(e-0 00000000 -4-00)-000 (0-30g0 0.61mmol)
0l1,2-0000-5-(000000000O0)Y000OOO (Iddond BO and Limd B.L.,J.Ch
em.Soc.0 Perkin Trans( 1(1983)0 (2)0 271-7)(0.46g0 1. 19mmoDH)O0 O OO0 O (OO O
OoooDoDoOoOHYYOOoooo@poooo.o5gdo.orvmmo) D 0 0ODOBOOOOOOODO
o@aombho 01800 ODDO0DODO0DODDOODOODDODOOODDDOOO (10% MeOH/EtOACD O O
oo0)Y oooDoODooooooooooooDoODOoDoDoDOoO0ooooDoDoODDDODODO0oo0DO0O0oOo
000000 (0.163g0 0.36mmol0 58%)0 0 0 O & H[?Hg]DMSO 12.4(1HO s)0 9,52(1HO s)
O 8.91(1HO s)O 8,22(1HO d)O 8.15(1HO d)O 8.03(1HO s)O 7.70(2HO d)O 7.30-7.60(5H
0 m)O 7.13(2HO d)O 5.17(2H0 s)0 3.73(3HO s)O 2.57(3HO s);m/z(M+1%)4220
00047
@G-0o0o0o0ogo-oooo)-(-6-B-000000000D0D0O-5-00)-00000 -4-
-0ooooao
oco@ombhooooooooGmMDoOODODODODOD@-0O0000O0O0-0000)-(6-
Oo0o0O0OD0D-4-00)-000 (0.20g0 0.57mmol)0 0 O O O O O (0.20g0 2.7mmol)
000D0DO0oO00o00@.15mido0.164g0 1.38mmo)0 0 000 OO ODOOO (30)O
0doooo0o18ooooooooooooDooooooDoooooDoooooao
O
O
O
O

sow] 0 00 000000000000000000000000000000
000000000000000000000000000000000000
00000000000 0000000000000000000000000¢0
0 (0.027g0 0.061mmold 11%)0 & H[2Hg]DMSO 12.0(1HO s)0 9.55(1HO s)O 8.91(
1HO s)0 8.48(1HO d)O 8.03(1HO d)0 7.68(2HO d)0 7.32-7.55(5HO m)O 7.22(1HO s)O 7.
15(2HO d)0 5.18(2HO s)O 2.35(3HO s) ;m/z(M+1*)4090

00048
(4-0000000-0000)-6-G-(((2-00000000-000)-000-000)-
000)-000-2-00)-00000-4-00)-000
DoD110000000005-(4-@-0000000-0000000)-00000 -6-00
-000-2-00000000000(0.217g0 0.474mmol)IN-00 0 -N-(2-000 000
00-000)000 (0.411g0 3.0mmol)0 0 0 00 0 0 20 3% MeOH/CHCI,O0 0 0 00 O O

Ooooooogogol|o
Oooo0ooogoQgoio
OO0 0O0oo0oOg-golM™
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D000000000000000000000000000000000000000
000000000000000000(0.100g0 0.184mmol0 39%)0 & H[?Hg]DMSO 9.84(
1HO s)0 8.63(1HO s)0 8.48(1HO s)O 8.12(1HO d)O 7.78(1HO d)T 7.68(2HO d)0 7.13-7.
52(5HO m)0 7.02-7.10(3HO m)0 6.55(1HO d)0 5.14(2HO s)0 3.70(2HO s)0 3.35-3.44(2H
0000O00D0O0)03.05(3H s)0 2.84(2H0 t)0 2.28(3HO s)O

000 49

N-(2-((5-(4-(4-0 0 00000-0000000)-00000-6-00)-000-2-000
0D0)-000)-000)-00000000000000
0D0010000000005-@-(@4-0000000-0000000)-00000-6-00
-0O0O0-2-00000000000(0.20090 0.436mmo)02-(0 000000000 )0
00000 (0.35090 2.53mmol)0 0 0 0000000000000 0000000000
0000000000000 0000000O00000000000000000000
0D22N0000000000000000000000006OO0O000O000O000O00
0000000000 (0.210g0 0.340mmold 78%)0 & H[2Hg]DSMO 12.01(1HO 2)0 9.82(1H
O br s)0 9.77(1HO s)O 8.88(1HO s)O 8.40(1HO d)O 8.02(1HO d)O 7.76(2HO d)O 7.31-7
.53(6HO m)0 7.14(2HO d)0 6.84(1HO d)0 5.18(2HO s)O 4.40(2HO s)O 3.34-3.48(2HO m)
0 3.08-3.18(2HO m)0 2.96(3HO s);m/z(M+1*)5440

00 050
2-((5-(4-(4-0000000-0000000)-00000-6-00)-000-2-0000
0)-000)-00000000000
0D0010000000005-4-(4-0000000-0000000)-00000-6-00
)-00O0-2-00000000000(0.20090 0.436mmol)0 02-0 0000000000
0000 (0.200g0 1.245mmol)J 0000000000 CO0) 00000000000
0000000000000 000000000000000000000000000
0000000000000 0000O000000O000O00000000000000
30 10% MeOH/CHCI,0 0 00 0000000000000 00O00 (0.08590 0.160mmolC 3
7%)0 & H[2Hg]DSMO 9.61(2HO br s)0 9.25(1HO s)0 8.58(1HO s)0 8.23(1HO d)0 7.77-7.
88(3HO m)O 7,30-7.52(5HO m)0 7.26(2H0 s)0 7.20(1HO d)0 7.08(2H,d)0 6.81(1HO d)O
5.14(2H0 s)0 4.44(2HO s)0 3.34-3.60(2H0 m)0 3.25-3.45(HO0 0 0 00 0 O O );m/z(M+
1*)5300

00051
5-(4-(4-0000000-0000000)-00000-6-00)-000-2-000000
DO0o00o0aQ
A-0000000-0000)-(6-G-(4-000-2,6,7-00000000[2.2.2]1000 -
1-00)-000-2-00)-00000-4-00 )-00 0 (0.680g0 1.30mmol)0 THE(L0mI)O
000000200000 @mNDO0O000O000O000D020000000THFOO OO
0000000000000 000O0O0(@OOO0ONON)s-@-@-0000000-000
0D00D0)-00000-6-00)-000-2-00000(@G-00000000-3-00)-00
0000000000000 0000000O00000000000000000S HE3H
&]DSMO 12.10(1HO s)0 9.50(1HO s)0 8.87(1HO s)0 8.43(1H.0 s)O 8.00(1HD s)0 7.66(2
HO d)0 7.58(1HO d)0 7.30-7.54(6H0 m)0 7.13(2HO d)O 5.16(2HT s)0 4.14(2HO s)0 3.2
8-3.41(4HO m)0 0.88(3HO s)0 O 0 O O O MeOH(15mI)T NaOH(2ND 15mI)0 0 00 00O O
0000000002000 0000000000000000000000000000
0000000000000 00(0.3750 0.831mmold 64%)0 & H[2Hg]DSMO 10.06(1HO s)
0 8.91(1HO s)0 8.48(1HO s)0 8.21(1HO d)0 7.80(1HO d)O 7.63(2HO d)O 7,25-7.52(7H
0 m)0 7.05(2HO d)0 5.10(2H0 s)O 3.85(3HO s) ;m/z(M+1*)4520

ggobs2
5-4-4-00o0poooo-0o0opooogg)-00o0oo-e-00)-000-2-000000D0
mg

5-4-4-00pooooo-0oo0o0o0ogo)-oo0oob-e-00)-000-2-0000D0D0
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000000 (0.150g0 0.332mmol)d O EtOHmIDI 2NO O OO0 00000 O O (2ml)O O
OO00o0O0O0OO0O0O0OO0OO0O0O00O001000000000000000A00O0CHCIz@mID)O
0o0ooooo3l oo uoooooooooobo b0 b0 bbb oD oo oooooOooad
gddodoooooodoooooooboooboobooboobUuooboOooOo2NdOn
0 o A A Y (O I R {0 o [ 0 ey
mmold 83%) ;m/z(M+1%)4380

00053

5-[4-4-0 000 000-0000000)-00000-6-007J-000-2-00000 (2-
0o0Do0oo0ooo0-000)-000000
5-4-4-000o0ooDo-0o0o0o0ooDooD)-000D00-6-00)-000-2-000000
0O (0.130g0 0.274mmo0 00000000 O OO 0O (0.053g0 0.326mmol)d THE(2mI)O
0oo0ooooooDooDobOo2.500000002-00@OODOO0OODOOD)OODOOD
00 (0.055g0 0.45mmoD)00 00 0O0D0DOCODOODOGIH))Y IDODODODOODODODODOS
gobboobooobooobtboobobtdooplC O DbbooDbbooobooo
OOoO0OOoO0OO0OO0O0O0O5010% MeOH/CHCI; O OO OOOOOOOOOOOOOOOOOOO
O
O

000000000000 000002N000000000000000000000
0000000000000 0000000000000000 (0.0280 0.048mmol0 1

8%)0 & H[2Hg]DSMO 12.05(1HO s)0 9.66(1HO s)0 9.21(1HO t)0 8.88(1HO s)O 8.55(1HD
d)0 7.91(1HO d)O 7.71(2HO d)0 7.28-7.54(7HO m)O 7.15(2HO d)0 5.18(2HO s)O 3.72(2
HO dd)0 3.40-3.52(2H0 0000000 0 O O O )0 3.07(3HD s) ;m/z(M+1+)5430
00054
2-((5-(4-(4-0000000-0000000)-00000-6-00)-000-2-0000
0)-000)-00000000000000
D0D110000000005-(4-@-0000000-0000000)-00000 -6-00
)-000-2-00000000000(0.200g0 0.436mmol)0 02-(0000000000)
000000 (IntD J.Pept Protein Res.,(1984)0 24(4)0 367-76)(0.200g0 1.145mmol)
DO0oO00O00O00O00@o0)IODO0ODOONOONOOO0ONOoONOoONOoOoOooooood

O

O

000000000000 0O00O0O00O0O00O0O00O0O000O00O0O0O0OA40 6% MeOH/C
HCl,0 0 0OOOOOODOOOOOOO0OO0O00O0O00O000O0000000000000
00000 (0.080g0 0.147mmol 0 34%)0 & H[?Hg]DSMO 9.85(1HO s)0 8.74(1HO s)O 8.48(
1HO s)0 8.14(1HO d)O 7.75(1HO d)O 7.65(2H0 d)0 7.33-7.54(5H0 m)0 7.02-7.12(3H0 m
)0 6.91(1HO br)0 6.49(1HO d)O 5.14(2H0 s)O 3.84(2HO s)0 3.20(2HO t)0 2.88-2.98(2
HO m)0 2.53-2.60(3H0 md DMSOO O O O O O );m/z(M+1+)5440

00055
(1-0000-1H-000000-5-00)-(6-(3-000-1,2,4-00000000-5-00)-
D0000-4-00)-0000000
4-(1-0000-1H-000000-5-00)-00000-6-00)-00 000 (0.150g0 0.3
7o9mmol)0 0 0O0THFO 01,1’ -0 00000000000 (0.123g0 0.759mmol)d O O O
0003W000000000000000(0.084g01.13mmol) 00000000000
000000000000 0O00O0O00O0O000O000O000O00000000000 10
0:8:10 000000 ::EtOH:NH,0 0000000000000 000000000000
0000000000000 0000O000000O000O00000000000000
0000000000 (0.038g0 0.081mmold 21%)0 & H[2Hg]DSMO .9.62(1HO s)0 8.95(1H
0 s)0 8.69(1HO d)O 8.23(1HO d)0 8.08-8.15(2HO m)O 7.85(1HO d)O 7.67(1HO dd)D 7.2
3-7.39(5H0 m)0 5.72(2HO s)0 3.40-3.60(3H0 sO 0 0 0 0 O O O );m/z(M+1*)4340
00056
(4-0000000-0000)-(6-(5-000-1,2,4-00000000-3-00)-0000
0-4-00)-000
DO0coO0O0O0@-@-00000000000)00000-6-00)-(N-00000000
00000000 )(0.077g0 0.20mmol)0 O 0 O O O (0.02ml0 0.018g0 0.20mmol)0 O O
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Oo0O0oO0OO0Oo0O0OO0OO0O0OO0OO0O0OO0O0O000O0(0-02090 0.049mmold 24%)0 & H CDCl; 8.76
(1HO s)0 8.62(1H0 s)0 8,45(1HO dd)0 7.98(1HO d)T 7.57-7.65(3H0 m)0 7.30-7.50(5H
0 m)J 7.05(2H0 d)T 5.09(2H0 s)0 2.71(3HO s) ;m/z(M+1*)4100

0oads7
A-0000000-0000)-(6-G-(-0000000-000)-1,2,4-0000000
0-3-00)-00000-4-00)-000
oocooonoD@-¢-0o0ooDooDoooobo)YoooobD-e-0D0O0)-(IN-OODODODODO
00000000)0.20moDIC0O03-(O000000)I0000O00 (0.20mmol)0
000000000000 DbOO0OO0OO0O0OO0ODOD (0.035g0 0.075mmold 38%)0 & H[ZHG]DS
MO 10.22(1HO s)O 9.22(1HO s)0 8,57(1HD s)0 8.37(1HO dd)0 7.89(1HD d)0 7.69(2HO d
YO 7.32-7.52(5H0 m)0 7.07(2H0 d)0 5.14(2H0 s)0 3.21(2HO )0 2.79(2H0 t)0 2.20(6H
0 s);m/z(M+17)4670

00058
(G-0000000-0000)-6-G-(0000000000)-1,2,4-00000000 -
3-00)-00000-4-00)-000
gopcoooo@@-0ooooooD-0o0o00)-0000D-6-00)-(IN-OCODO0ODODAO
O0D0Do0o0ooooOg)@.2ommo)ONN-O000O0O0DOODOODODODOO.20mmo)O OO
DDDDD[II:]I:IDDDI:I[II:]DDDDDDDDDDDDDDDDDDDDDD5H[ZHG]
DSMO 9.51(1HO s)0 8.91(1HO s)0 8.63(1HO d)T 8.12(1HO d)0 7,64(2H0 d)0 7.39-7.54(
5HO m)T 7.16(2H0 d)0 5.18(2HO s)0 3.02(2HO s)T 2.20(6HD s);m/z(M+1+)4530
00059
(Q-0000-1H-000000-5-00)-6-G-(((-00000000-000)-000)-
000)-1,2,4-000000003-00)-00000-4-00)-000
oocoooo@-(-booo0-1H-00oDbOoDb-5-00)-00000-6-00)-(N-ODO
0000000000000 )(0.123g0 0.30mmol)IN-(0 00000000000 )-N-(2
-0 0000000000 O0DOODOODOO0ODOOD(0.183g00.60mmoHO O ODOODOO
000000000000 DbOO0ooO0O0oo0D0D0DO0oo0Do0ooDO0oDbOOoo0D0oooDooDo@OooOooe
0%0 OO0 0.013g0 0.33mmoD)D 0 OO O OO (0.183g0 0.60mmo)0 0D 00O ODOODOO
024000000000 0000000O0O0O0O0O00O110% MeOH/CHCIZGOOOOOOODOO
000000000000 DbOO0O0OO0o0D0DO0DO0OD0DO0DODO0ODbDOO0O0OO0D0OODag@o.028g0d 0.0
50mmol 0 17%)0 & H[2Hg]DSMO 10.39(1HO s)0 9.30(1HO s)0 8.59(1HO s)0 8.40(1HD d)O
8.11-8.22(2H0 m)0 7.91(1HO d)T 7.72(2H0 m)T 7,22-7.38(5HO m)0 5.68(2H0 s)0 4.20(
2HO s)0 3.28-3.38(2H0 0 0 0 0 0 0 O )0 3.08(2H0 ©)0 3.05(3HO s) ;m/z(M+1+)5550]

0 0o eo
(-0000-1H-000o000-5-00)(e-G-00000000000-1,2,4-0000
0000-3-00)-00000-4-00)-000
oopcooooD@-(-b0o0o0-1H-00O0DO0OD-5-00)-00000-6-00)-(N-O0D0O3
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,2.01(6HO s)0 1.65(2HO m) ;m/z(m+1)*4790

ooov7i

(Q-0000-1H-000000)-(6-(A-B3-N,N-0 000 0000000)-000000 -5
-00)-00000-4-00)000
goovooooooDooDOoDODO@-OUoODOoD-1H-OOOOooDO)(e-0O00O0D00ODOO-4-
Oo0)-00001-(B-N,N-O0O0D0O0DO0O0DOODO)-5-00-n-0000000O0DOO0DOAO
oooooonoos H[ZHG]DSMO 9.90(1HO s)0 8.60(1HO s)O 8.52(1HO s)O 8.17(1HO s)O 8
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