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2.69 Om, 24, H-5"0, 3.04-2.69 Om, 1H, CHO , 1.17 O d, J= 6.53 Hz, 6H, CHzO
gbodbz21-24000000000017-200000000000000000 170 0.46mm
ol 00 04-000000D0O0O0O0O0OODMAPO O.03mmol0 000 O0OOOOCOS.7mIOO
OCoO0OO0ODDDO0OO00001%p 1, 1.2amol0 00000000 DOCOCOODODOO0O9I,
ImmolDODOOODOOOOOOODODOOOODDOODODODODODIOOODODDDODOOOOO
comlDDODOOOO0OOOObBO01I0000D00000000D0DOCODODODDDOOOOOOO
ugbdoooooobouobobobooboooobuoboboboobooobouobobobaa
ooobooooooon
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oooooo
02°,3-0-0-0000-5"-0000-5"-0000000000000021005"-000
0-5"-0000000000017, 10.4g, 33.2nmmol0 0000000000 10.5 g O 26
.4 mmol, 79%0 , *H NMR O DMSO-dg0 & 7.98 O's, 1H, H-80 , 6.59 O bs, 2H, NH,O ,
5.99-5.90 O m, 1H, H-1"0 , 5.99-5.90 O m, 1H, H-2"0 , 5.43 O t, J = 3.78 Hz, 1H,
H-3"0 , 4.24 O pq, J = 3.19 Hz, 1H, H-4"0 , 2.96-2.88 O m, 2H, H-5"0 , 2.11, 2.
07 O 2xs, 6H, 2xCOHg0 , 2.00 O's, 3H, SCH5O O
oooooo
02°,3"-0-0-0000-5"-0000-5"-000000000000002205°-0000
5-0 000000000018, 6.98g, 21.3mol0 0000000000 7.94g 0 19.3
mmol, 91%0 ,™H NMR O DMSO-dg0 & 7.95 O's, 1H, H-80 , 6.86 O bs, 2H,NH,0 , 5.97-
5.89 Om, 1H, H-1"0 , 5.97-5.89 O m, 1H, H-2"0 , 5.30 O pq, J = 3.26 Hz, 1H, H-3
"0, 4.21 Opq, J = 3.12 Hz, 1H, H-4"0, 3.00-2.90 O m, 2H, H-5"0, 2.52 O pqg, J
= 7.45 Hz, 2H, CH,O , 2.10, 1.99 O 2xs, 6H, 2xCOCHzO , 1.13 O t, J = 7.42 Hz, 3
H, CHgO
02°,3"-0-0-0000-5"-0000-5"-00000000000000023005"-00
00-5"-00000000000019, 5.749, 16.8 mmol0 000000000 05.71
g 0 13.4 mmol, 80%0 , *H NMR O DMSO-dg0 & 10.71 O bs, 1H, NHO , 7.97 O's, 1H, H
-80, 6.55 O bs, 2H, NH,O , 5.95 Om, 1H, H-1"0 , 5.95 Om, 1H, H-2"0 , 5.41 Om
, 1H, H-3"0, 4.20 Om, 1H, H-4"0, 2.95 Od, J = 5.83 Hz, 2H, H-5"0 , 2.49 O m,
2H, SCH,O0 , 2.11, 1.99 O 2xs, 6H, 2xCOCHgO , 1.49 0 q, J = 6.86 Hz, 2H, CH,CHg
0, 0.86 0t, J =6.18 Hz, 3H, CHyO
02°,3"-0-0-0000-5"-0000-5"-0000000000000000024005"-
0000-5"-0000000000000020,6.64q9, 19.5mmol0 000000000
06.92 g 016.3 mmol, 83%0 , *H NMR 0 DMSO-dgd & 10.80 O bs, 1H, NHO , 7.98 O's
, 1H, H-80 , 6.58 O bs, 2H, NH,O , 5.94-5.90 O m, 1H, H-1"0 , 5.94-5.90 O m, 1H,
H-2"0 , 5.42 O t, J = 4.12 Hz, 1H, H-3"0, 4.25-4.12 O'm, 1H, H-4"0 , 2.99-2.93
Om, 3H, CH, H-5"0 , 2.10, 2.00 O 2xs, 6H, 2xCOCHzO , 1.16 O d, J = 6.18 Hz, 6H
, 2xCHz0 O
oooooo
025-280 000 00000021-2400000000000
oooooo
00002%,3-0-0-00005°-000000-5"-000000000019.3mmol, OO
0000000000000 00000000006.48g, 39.1mmol0 0 0 0 0800 O [
0000000000000 0000040mO00000000ONN-0000000000
2.52ml, 20.0mmol0 00 DO OKHOOOODODOOOOODODOOOOODOOPOCH;, 10.95m
1,0.12m0l0 00 0000000000000 0DO0O00OO0D1000000000000
00000010-150000000000000000000000000000000
OOOCHCI,0100mMI0 00 0000000000150 000000000000000

DoO0OO0ODDCHCIL,OYSmIDOOOOODODDOOOODODO0DOOoOooOoOoOODDODODOOOO
OoOO0oO0OD0ODD0OO0000000003Xy5mO000005%0 NaHCO53/H,00 pH 70 MgSO,,0 O
ugbooboooooboobobobooobooboboboobooobobooboon
oooooao

o2-000-6-000-9-02,3-0-0-0000-5-0000-5-00000-B -D-0O00O0O
oooo-ocoooobooo20027,3"-0-0-0000 5"-0000-5"-0000DOD0O0O0

ooo021, 5949, 1I50mol00000D0OO0O0O0O0O0OOOODOOODODDDODO ODOOO
EtOAc PE40/60 = 10102010 00000000 3.83 g 0 9.21 mmol, 62%0 , Rg 0.2
8 O EtOAcO PE40/60 = 20 10 O *H NMR 0O DMSO-dg0 & 8.40 O's, 1H, H-80 , 7.08 O b
S, 2H, NH,O , 6.10-5.99 O m, 2H, H-1", H-2"0 , 5.49-5.45 O m, 1H, H-3"0 , 4.31-4
.24 Om, 1H, H-40 , 2.96 O pd, J=6.86 Hz, 2H, H-5"0 , 2.12, 2.06 O 2xs, 6H, COC
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HyO , 1.97 O's, 3H, SCHyO O
oooooan
02-000-6-000-9-02,3-0-0-0000-5-0000-5-00000-B-D-0000
0000-00000002002°,3"-0-0-00005-0000-5"-00000000
00022, 7.94g, 19.3 mmol0 0 0000000000000 000O00O0O00DOO0 E
tOAcO PE40/60 = 3020 0000000 04.23 g 09.84 mmol, 51%0 , Re 0.51 O EtOA
cO PE 40/60 = 20 10 .*H NMR O DMSO-dg0 & 8.41 O's, 1H, H-80 , 7.09 O bs, 2H, N
H,O , 6.07 Od, J = 6.75 Hz, 1H, H-1"0, 6.01 Oq, J = 6.72 Hz, 1H, H-2"0 , 5.46
0dd, J = 5.47 Hz, J = 3.21 Hz, 1H, H-3"0, 4.26 O dt, J = 6.65 Hz, J = 3.20 Hz
, 1H, H-4"0, 2.98 O pd, J =7.35 Hz, 2H, H-5"0 , 2.52 0 q, J = 7.58 Hz, 2H, CH,
0, 2.12, 1.99 O 2xs, 6H, 2xCOCHz0 , 1.12 O t, J = 4.79 Hz, 3H, CHyO O
oooooan
02-000-6-000-9-02,3-0-0-0000-5-0000-5-000000-B-D-000
00000-000000027002°,3°-0-0-00005°-0000-5"-0000000
0000023, 5.719, 13.4mmol0 00 0000000000000000000000O0
00 EtOAcO PE40/60 = 1010000000 00 4.41 g 09.91 mmol, 74%0 , Re 0.44
0 EtOAcO PE 40/60 = 20 10 .*H NMR O DMSO-dg0 & 8.40 O's, 1H, H-80 , 7.08 O bs,
2H, NH,0 , 6.10-5.99 O m, 2H, H-1" H-2"0 , 5.46 O pt, J = 3.09 Hz, 1H, H-3"0 ,
4.25 Opq, J = 3.09 Hz, 1H, H-4"0, 2.97 Od, J = 6.52 Hz, 2H, H-5"0, 2.49 O m,
2H, SCH,O , 2.12, 1.99 O 2xs, 6H, 2xCOCHzO , 1.47 O pq, J = 7.55 Hz, CH,CH5O ,
0.84 Ot, J =7.21 Hz, 3H, CHO O
oooooan
02-000-6-000-9-02,3-0-0-0000-5-0000-5-00000000-B -D-O
0000000-000000028002%,3"-0-0-00005°-0000-5"-00000
00000000024, 6.72 9, 15.8 mol0 00 0000000000000 0000O
000000 EtoAcO PE40/60 = 10100000000 05.20 g O 11.7 mmol, 74%0 ,
Rg0.39 O EtOAcO PE40/60 = 20 10 .*H NMR O DMSO-dgd & 8.40 O's, 1H, H-80 , 7.07
O bs, 2H, NH,O , 6.09-5.96 O m, 2H, H-1", H-2"0 , 5.48-5.44 Om, 1H, H-3"0 , 4.
25-4.23 O'm, 1H, H-4"0 , 3.01-2.92 O m, 2H, H-5"0 , 3.01-2.92 Om, 1H, CHO , 2.1
2, 1.99 O 2xs, 6H, 2xCOCHzO , 1.15 O d, J = 6.53 Hz, 6H, 2xCHsO
000020-32000000000025-280000000000000000000000
023.2mmol, 3.10mMI00 00002000 -6-000-9-02,3-0-0-0000-5-0000
00-5-0000-5-D-00000000-00007.49mmol0 O 1,0 7.49mmol 1.90g0 O
CH, 1,0 77.5mmol 6.24ml0 0 0 0 O Culd 7.87mmol 1.50g0 0 00000000000 40m
I00000000000000004006000000000000000000000O0
00000000000 00000000000000000000O000CHCI,000
00000000000 00NaS,0,00000000000000000000000
00000000000 0000000000000000
oooooan
0D6-000-2-000-9-02,3-0-0-0000-5-0000-5-00000-B-D-0000
0000-00000002002-000-6-0009-02,3-0-0-0000-5-0000-5
-00000-B-D-00000000-00002503.83g, 9.2immol0 00000000
0000000000000000000000000O00CH,Cl,-5% MeOHO CH,Cl,O O
00003.99 g 07.58 mmol, 82%0 , Ry 0.62 O 5% MeOHO CH,CI,0 O O O *H NMR O DMS
0-dg0 & 8.84 O's, 1H, H-80 , 6.27 Od, J = 5.49 Hz, 1H, H1"O , 5.96 O t, J = 5.4
9 Hz, 1H, H-2"0, 5.58 O t, J = 5.49 Hz, 1H, H-3"0 , 4.37-4.32 Om, 1H, H-4"0 ,
2.98 0d, J = 6.86 Hz, 2H, H-5"0, 2.12, 2.07 O 2xs, 6H, 2xCOCHz0 , 2.02 O s, 3H
, SCH3O
06-000-2-000-9-02,3-000-0000-5-0000-5-00000-B-D-0000
0000-00000003002-000-6-0009-02,3-0-0-0000-5-0000-5
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-0oooo-p-D-00000000-00002603 2290 7.49mmol0 00O OOOOO
OoOo00ODODOO00O0DO0oO0OooooODODDOOCcHCI,0000000DbODODODO0O2.88¢g05
.33 mmol, 71%0 , Re 0.71 O 5% MeOHO CH,CI,O0 O O O *H NMR O DMSO-dgl) & 8.48 O's
, 1H, H-80 , 5.91 O0d, J = 5.49 Hz, 1H, H-1"0 , 5.61 O t, J = 5.49 Hz, 1H, H-2°
o, 5.220¢t,J=4.80Hz, 14, H-3"0 , 3.97 O q, J = 3.77 Hz, 1H, H-4"0 , 2.65
0d, J=6.87 Hz, 2H, H-5"0, 2.49 0q, J = 7.21 Hz, 2H, CH,O , 1.76, 1.66 O 2xs
, 6H, 2xCOCH5;0 , 0.77 O t, J = 7.20 Hz, 3H, CH30O
oe-00D0-2-000-9-02,3-0-0-0000-5-0000-5-000000-B-D-000C
ooooo-ooooooo31ob2-000-6-0009-02, 3-0-0-0000-5-000
o-5-000000-pB-D-00D00CO0O0O0DO0-000027, 4.41 9, 9.9Y mmolODOO0OO
I o o o o R R A W = w O L2 Y o o =22 T OG0 o
010000 4.02 g O07.23 mmol, 73%0 , Re 0.50 O EtOAcO PE40/60 = 20 10 0 *H NM
R O DMSO-dg' 6 8.83 Os, 1H, H-80O , 6.27 O0d, J = 5.49 Hz, 1H, H-1"0, 5.97 0O t
, J =5.49 Hz, 1H, H-2"0O0 , 5.58 0 t, J = 5.15 Hz, 1H, H-3"0 , 4.32 0 q, J = 3.77
Hz, 1H, H-4"0 , 2.99 0d, J = 6.53 Hz, 2H, H-5"0, 2.12, 2.02 0O 2xs, 6H, 2xCOCH
50, 1.54-1.43 Om, 4H, CH,CH,O , 0.84 O t, J = 7.21 Hz, 3H, CH30 O
gbooogd
oe-000-2-000-9-02,3-0o0-0000-5-0000-5-0000C0O0ODDO-B -D-00O
oooobooo-oobooooo0o320b02-000-6-00009-02,3-0-0-0000-5-000
o-5-00000000-p-D-0000D0000-00002805.20, 11.7mmolgd O OO
Ooo00ODDOO0O000O0O0O0oOOoOO0ODODDOOO00O0O0O0O0O0OoOOD0ODdDDOEtoAcO PE 40/6
0 =1010 .00 4.88 g 08.76 mmol, 75%0 , Re 0.47 O EtOAcO PE40/60 = 20 10 O
1H NMR 0O DMSO-dg0 & 8.82 O's, 1H, H-80 , 6.26 0d, J = 5.49 Hz, 1H, H-1"0O , 5.
96 0 t, J =5.49 Hz, 1H, H-2"0O , 5.59 0 t, J = 5.20 Hz, 1H, H-3"0 , 4.31 0O pt, J
= 5.15 Hz, 1H, H-4"0O0 , 3.02-2.95 O m, 24, H-5"0, 3.02-2.95 Om, 1H, CHO , 2.11

, 2.02 02 s, 6H, 2xCOCHzO , 1.16 0 d, J = 4.80 Hz, 6H, 2xCHz0O O

gbooogd

000029-320N6-000000000000033-360 000000000000
uboogood
ooooe-OOO0-2-000-9-02,3-0-0-0000-5-000000-5-0000-B -b-
OO0O0O00O000-00005.33mmol0 O50mLO EXOH/NH ;0640 00000000000
gbooboooooboobobobooobooboobaoann

oooooao
gs*-gogb-2-000-5"-0000000000DO0ODOO330OE-000=-2-000 -9-
02z2,3-0-0-0000-5-0000-5-00000-B-D-00000CC0O0O-0000290 3.

99g, 7.58mmol0 0000000000000 00O000O000O0O0O10% MeOHD CH,CI
,000000000000002.21 g 05.22 mmol, 69 %0 , mp 900 93+ CO Ry 0.24
0 10% MeOHO CH,Cl,LO 0 D0 OO0 OEtOACO 00 00 00 OO *H NMR O DMSO-dgd & 8.29
Os, 1H, H-80 , 7.71 O bs, 2H, NH,O , 5.79 Od, J = 5.84 Hz, 1H, H-1"0 , 5.52
0d, J=6.52 Hz, 1H, OH-2"0 , 5.35 0d, J = 5.80 Hz, 1H, OH-3"0 , 4.69 O m, 1H,
H-2"0 , 4.11-4.02 Om, 1H, H-3"0 , 4.11-4.02 O m, 1H, H-4"0 , 2.85-2.80 O m, 2H
, H-5"0, 2.06 O's, 3H, SCHyO O MS m/z 424 O M+HO *O Anal.O C,,H,,INSO5SO 0.3
5 EtOAcO C, H, NO
oooooan
05°-0000-2-5"-0000000000000000034006-000-2-000-9-
02,3-0-0-0000-5-0000-5-00000-B-D-0000000-000030, 2.88
g, 5.33mmol0 0 0000000000000 00000000000000 EtoAcO O
000O00O00O0002.059 04.69 mmol, 88%0 , mp 760 79+ CO Re 0.15 O 5% MeOHO
CH,Cl,O OO O 'H NMR O DMSO-dgO & 8.29 O's, 1H, H-80 , 7.27 O bs, 2H, NH,O , 5
.79 0d, J = 6.18 Hz, 1H, H-1"0 , 5.50 O d, J = 6.18 Hz, 1H, OH-2"0 ,5.34 O d, J
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= 4.80 Hz, 1H, OH-3"0O , 4.69 O q, J = 5.15 Hz, 1H, H-2"0O0, 4.11-4.07 O m, 1H, H
-3"0, 4.07-3.96 O m, 1H, H-4"0O0 , 2.86 O pt, J = 5.84 Hz, 2H, H-5"0 , 2.53 O q,
J =7.21 Hz, 2H, CH,O , 1.98, 1.74 O 2xs, 6H, 2xCOCH;O , 1.14 O t, J = 7.21 Hz,
3H, CHzO , MS m/z 438 O M+HO * O Anal.O C;,H,5IN505S0 C, H, NO
oooooao
os5"-0000-2-000-5"-000000000C0O0O0DOOO3OO6E-000-2-000 -
9-0 2,3-0 -0-0000--0000-5-000000=-6-D-000000O00-000031
, 4.02g0 7.23mmol0 0000 OD0OODOO0OZ2.35 g O05.21 mmol, 72%0 , mp 98-101+ C
0 Re O 30 O 10% MeOH O CH,CIL,O0 O O O *H NMR O DMSO-dg0 & 8.30 O's, 1H, H-80 ,

7.73 Obs, 2H, NH,O , 5.71 0d, J = 6.18 Hz, 1H, H-1"0 , 5.52 0 d, J = 6.18 Hz,

IH, OH-2"0O0 , 5.35 0d, J = 5.15 Hz, 1H, OH-3*0 , 4.72 0 q, J = 5.15 Hz, 1H, H-2
"0, 4.15-4.08 O m, 1H, H-3"0O , 4.08-3.96 O m, 1H, H-4"0 , 2.86 Opt, J = 5.84 H
z, 2H, H-5"0, 2.49-2.46 Om, 2H, SCH,O , 1.51 O0qg, J = 7.21 Hz, 2H, CH,CHZ;O , O
.87 0t, J=7.21 Hz, 3H, CHO O MS m/z 452 O M+HO * O Anal.O C,3H;gIN505SO
C, H, NO
oooooao
os"-0000-2-000-5"-0000000000D00ODOO36006-000-2-000-9-
02,3-0-0-000O0-5-000O0-5-0000O0DO0O000d0-B-D-OUOUODODODUOO-DOO0OO
3204.88g, 8.76émmol D OO 00 0DOOOO0ODODDODOOOODODOOOODODODO10% MeOH
OcHClLOODODODODOOODOO0OO0O000O02.77 g 06.13 mmol, 70%0 , mp 102-104+ CO

Reg 0.33 0 10% MeOHO CH,CIL,O OO O OO OECACO 00 OO OO0 OO 1H NMR O DMSO-d
s00 8.29 Os, 1H, H-80O , 7.71 Obs, 2H, NH,O0 , 5.79 0 d, J = 6.18 Hz, 1H, H-1°
0o, 5.500d, J =5.83 Hz, 1H, OH-2"0 , 5.34 0 d, J = 4.80 Hz, 1H, OH-3"0 , 4.69

0qg, J =5.49 Hz, 1H, H-2"0 , 4.10 O pg, J = 3.43 Hz, 1H, H-3"0 , 3.97 O pq, J
= 3.44 Hz, 1H, H-4"0O0 , 2.97-2.82 O m, 2H, H-5"0, 2.97-2.87 O m, 1H, CHO , 1.17
0d, J =6.52 Hz, 6H, 2xCH;O O MS m/z 452 O M+HO * O Anal.0 C,5H,gINg05S0.11
EtOAcO C, H, NO
oooooaog
0000100 033-3601-0 00000000040 0037-40000000000000
O Culd 0.07mmol, 13.3mgd O PdACI,0O 0.05mmol, 8.47mg0 O O O O PhgPO O0.11mmoll O O
Os5"-00000o0-5"-0000-2-0000000000.92mmol00O0O7mlO0O OO
OooooDoooooo7mio00DO0OOCO0OO0OO0DDOO0OOO0ODODODOOODoDODOOOOn
O1-000004.45mmolO511p IDO 00 0DDOOCOOODOOOODOOO
000000000000 0D000000DOD0O0OOO0OEE0AcO 3x 50mIO O

a
u
O O
g g
a uobooboooboobobobobooobooboboboooobobao
O O
g

O Oood

O
O
O
000

2-00000000010000®0 000000000 080%0 mpl85-187+ CO Re 0.2
0 10% MeOH in CH,CI,0 [

ooooao

2-01-00000000000040%200000000041,440mg, 1.12mmold O O
00000000000 00000000000CH,Cl,O0 0 10%MeOHO CH,ClL,0 O O O
00000000000 00330 mg 00.95 mmol, 85%0 , mp 106-109+ CO Re 0.10
10% MeOHO CH,ClL,O 0 000 OO0 OO CH,CI,LOO OO OO0 OO YH NMR O DMSO-dgd &
.37 Os, 1H, H-80 , 7.41 Obs, 2H, NH,O , 5.84 O0d, J = 6.18 Hz, 1H, H-1"0 , 5.
45 0d, J = 6.18 Hz, 1H, OH-2"0 , 5.22-5.16 O m, 1H, OH-5"0 , 5.22-5.16 O m, 1H,
OH-3"0 , 4.52 0 q, J = 5.15 Hz, 1H, H-2"0 ,4.11 Oq, J = 3.43 Hz, 1H, H-3"0, 3
.93 O pd, J = 3.43 Hz, 1H, H-4"0 , 3.65-3.48 Om, 2H,H-5"0, 2.39 O t, J = 6.86
Hz, 2H= CCH,0 , 1.51-1.39 O m, 4H, CH,CH,O , 0.90 O t, J = 6.87 Hz, 3H, CHzO [
MS m/z 348 O M+HO *O Anal.O C,gHo,Ng0,0 0.22 CH,CIL,O C, H, NO

Ooooo0a0

O OO0 o0ooRroo0OgooogooQg
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05°-0000-2-01-000000-5"-0000000000000037005°-000
0-2-000-5"-0000000000033,480mg 1.13mmol0 0 00000000000
00000000000 O0D0CHLCI,O O 10%MeOHO CH,ClL,L0 0000000000000
0000257 mg 00.68 mmol, 60%0 0 mp 64-67+ CO Ry 0.28 0 10 % MeOHO CH,CI,0
0000000000000000000000* NMR ODMSO-dg0 3 8.37 Os, 1H, H-
80, 7.39 Os, 2H, NH,O , 5.85 0d, J = 6.18 Hz, 1H, H-1"0 , 5.49 O d, J = 6.18
Hz, 1H, OH-2"0 , 5.32 0d, J = 4.81 Hz, 1H, OH-3"0 , 4.67 0 q, J = 5.49 Hz, 1H,
H-2"0 , 4.12-3.95 Om, 1H, H-3"0 , 4.12-3.95 O m, 1H, H-4"0 , 2.84 O t, J =5.49
Hz, 2H, H-5"0, 2.40 O t, J = 6.68 Hz, 2H, = CCH,0 , 2.05 O s, 3H, SCHyO , 1.55-
1.32 Om, 4H, = CCH,CH,CH,O , 0.90 O t, J = 6.18 Hz, 3H, CHgO O MS m/z 378 O M
+HO *O Anal .0 C,,H,3N505S 0.56 CHZOHO C, H, NO
oooooan
05°-0000-2-01-000000-5"-0000000000000038005"-000
0-5"-00000-2-000000000340400mgd 0,92mmol0 00000000000
0000000000000 O0CH,CI,OO 10%MeOHO CH,ClL,LO0 000000000000
00000161 mg O0.41 mmol, 45%0 O mp 72-75+ CO Ry 0.38 O 10 % MeOHO CH,CI,
O00DO0O0O0O0DOCHCI,0DOOO0O0O0O O *H NMRODMSO-dgO & 8.38 O's, 1H, H-
80, 7.39 Os, 2H, NH,0 , 5.85 0d, J = 6.18 Hz, 1H, H-1"0, 5.49 0 d, J = 6.52
Hz, 1H, OH-2"0 , 5.32 O0d, J = 4.81 Hz, 1H, OH-3"0 , 4.71-4.69 O m, 1H, H-2"0 ,
4.11-4.00 Om, 1H, H-3"0 , 4.11-4.00 O m, 1H, H-4"0 , 2.85 O pd, J = 7.55 Hz, 2H
, H-5"0 , 2.49-2.40 O'm, 2H, SCH,O , 2.49-2 40 O m, 2H, = CCH,O , 1.52-1.43 O m,
4H, = CCH,CH,CH,O , 1.14 O t, J = 7.20 Hz, 3H, SCH,CHyO , 0.90 O t, J=7.21 Hz,
3H,CHz0 , MS m/z 392 O M+HO *O0 Anal .0 C,gH,sN505S 0.14 CH,CI,O C, H, NO
oooooan
05°-0000-2-01-000000-5"-000000-00000000039005"-0
000-2-000-5"-000000000000350500mgd1.1dmmol0 00000000
00000000000000000CHCI,O O 10%MeOHD CH,CLLO 000000000
00000000320 mg 00.79 mmol, 71%0 , mp 68-71+ CO Ry 0.30 O 5 % MeOHO CH,
Cl,OODODOOODOODOCHCI, 000000000 H NMR ODMSO-dgd & 8.38 O's, 1H,
H-80 , 7.39 O's, 2H, NH,O , 5.86 O d, J = 6.18 Hz, 1H, H-1"0 , 5.50 O d, J = 5.
83 Hz, 1H, OH-2"0 , 5.31 O0d, J = 4.81 Hz, 1H, OH-3"0, 4.73 O q, J = 5.15 Hz, 1
H, H-2"0 , 4.10 O pqg, J = 4.81 Hz, 1H, H-3"0 , 4.01-3.99 O m, 1H, H-4"0 , 2.86[
pt, J = 5.26 Hz, 2H, H-5"0, 2.49-2.41 Om, 2H, = CCH,0 , 2.49-2.41 O m, 2H, SCH
o0 ,1.61-1.44 O'm, 4H, = CCH,CH,CH,O , 1.61-1.44 O m, 2H, SCH,CH,O , 0.94-0.83
Om,6H, 2xCHgO O MS m/z 406 O M+HO * O Anal.O C;gH,,Ng05S 0.12 CH,CIL,O C, H,
NO
oooooan
05°-0000-2-01-000000-5"-0000000000000000040005"-
0000-2-000-5"-00000000000000360500mgd1.14mmol0 00 000
00000000000 00000000O0CH,CI,O O 10%MeOHD CH,ClL,LO 00 00 0 O
000000000 O00306 mg 00.75 mmol, 68%0 , mp 77-81+ CO Ry 0.28 O 5% MeOH
OCH,Cl,LOOODOOODOODOCHCI, 000000000 H NMR ODMSO-dgd & 8.39 O's
, 1H, H-80 , 7.40 O bs, 2H, NH,O0 , 5.86 0d, J = 5.84 Hz, 1H, H-1"0 , 5.50 O d,
J = 6.17 Hz, 1H, OH-2"0 , 5.32 O0d, J = 4.81 Hz, 1H, OH-3"0, 4.74 O, J = 5.83
Hz, 1H, H-2"0 , 4.12 O pg, J = 3.77 Hz, 1H, H-3"0 , 4.09-3.98 O'm, 1H, H4"O , 2
.95-2.88 Om, 2H, H-5"0 , 2.95-2.88 Om, 1H, CHO , 2.40 O t, J = 6 52 Hz, 2H, =
CCH,O , 1.53-1.45 O m, 4H, CH,CH,O , 1.18 O d, J = 6.86 Hz, 6H, O CHyO .0 , 0.91
Ot, J=7.21 Hz, 3H, CHyO O MS m/z 406 O M+HO *O Anal .0 C,gH,,Ng05S 0.17 CH,
cl,0 C, H, NO
Ooooo0a0
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0000100033-3602-00000000000200041-440 0000000000
0000000000000 005-000000-5-0000-2-000000000 1.
37mmol0 00D 10MI0 0000000000000 D0D000000000000000
00 D014.0mmol0 678y I00IMID 0000000000000 000000080000
00003000000000000000080000000000000000000
0000000000000 0000000000000000000
sfafinlslsls
02-000000000002070200000000041,500mg, 1.27mmold 000 0O
00000310 mg 0 1.04 mmol, 82%0 ,*H NMR O DMSO-dgd & 7.95 O's, 1H, H-80 , 7.
29 O bs, 1H, NHO , 6.87 O bs, 2H, NH,O , 5.78 O d, J = 6.18 Hz, 1H, H-1"0 , 5.43
-5.29 O'm, 1H, OH-2"0 , 5.29-5.05 O m, 1H, OH-5"0 , 5.29-5.05 O m, 1H, OH-3"0 ,
4.59-4.56 Om, 1H, H-2"0 , 4.14-4.11 Om, 1H, H-3"0 , 3.91-3.89 O m, 1H, H-4°O ,
3.63-3.54 Om, 2H, H-5"0 O
000000
05°-0000-2-00000-5"-000000000000004105"-0000-2-00
0-5"-00000000000330540mg0 10 28mmol0 D D000 D000 0 0240 mg 00
.73 mmol, 57%0 ,*H NMR O DMSO-dg & 7.94 O's, 1H, H-80 , 7.30 O bs, 1H, NHO , 6
82 Obs, 2H, NH,O , 5.77 Od, J = 5.83 Hz, 1H, H-FO , 4.70 O t, J = 5.83 Hz, 1H
, H-2"0, 4.13 O t, J = 3.78 Hz, 1H, H-3"0 , 4.01-3.92 O m, 1H, H-4"0 , 2.81 O t
, J- 7.20 Hz, 2H, H-5"0, 2.04 O's, 3H, SCHyO O
ooo0o00o
05°-0000-2-00000-5"-0000000000000042005%-0000-2-0
0D0-5"-0000000000 0340 600mg0 10 37mmol0 D000 0000 OO0 358 mg
0 1.05 mmol, 76%0 ,*H NMR O DMSO-dg0 & 7.94 O's, 1H, H-80 , 7.31 O bs, 1H, NHO
, 6.83 Obs, 2H, NH,O , 5.77 0d, J = 5.83 Hz, 1H, H-FO , 4.69 O t, J = 5.49 Hz,
1H, H-2"0 , 4.13 O t, J = 4.11 Hz, 1H, H-3"0 , 3.95-3.93 O m, 1H, H-4"0 , 2.84
Ot, J =6.52 Hz, 2H, H-5"0 , 2.49-2.47 O'm, 2H, SCH,O , 1.13 O t, J = 7.56 Hz,
3H, CHzO O
sfafiaNsNsls
05°-0000-2-00000-5"-00000000000 000043005°-0000 -2
-000-5"-000000000000350700mgd 1.55mmol0 0000000000 468
mg 0 1.32 mmol, 85%0 ,H NMR 0 DMSO-dgd & 7.95 O's, 1H, H-80 , 7.31 O bs, 1H, N
HO , 6.84 O bs, 2H, NH,0 , 5.77 0d, J = 5.15 Hz, 1H, H-1"0 , 4.71 O t, J = 5.84
Hz, 1H, H-2"0 , 4.20-4.10 O m, 1H, H-3"0, 4.07-3.91 Om, 1H, H-4"0 , 2.83 O pt
, J =6.18 Hz, 2H, H-5"0 , 2.49-2.44 Om, 2H, SCH,O , 1.50 O pg, J = 7.20 Hz, 2H
, CH,CHgO , 0.88 O t, J = 7.55 Hz, 3H, CHyO O
sfafinlsNsln
05°-0000-2-00000-5"-0000000000000000044005%-000
0-2-000-5"-0000000000000 036, 700 mg, 1.55 mmol0 0 0 0 00 O
0000452 mg O 1.27 mmol, 82%0 , *H NMR O DMSO-dgO & 7.97 O's, 1H, H-80 , 7.37
O bs, 1H, NHO , 6.86 O bs, 2H, NH,0 , 5.78 O0d, J= 5.49 Hz, 1H, H-1"0 , 4.70 O
t, J =5.49 Hz, 1H, H-2"0, 4.16 O t, J = 4.46 Hz, 1H, H-3"0 , 3.95 O g, J =3.78
Hz, 1H, H4*0 , 3.06-2.77 Om, 2H, H-5"0 , 3.06-2.77 O'm, 1H, CHO , 1.17 Od, J =
6.86 Hz, 6H, 2xCH50 O
0Doooo
000200041-4402-00000000000300045-480 2-0 N*-3-0 0 O -1-0
0000000000000 0000000000000000000000005-0
00-2-00000-5"-0000000000001.05mmold00008m000000
000001.2000000041.40mmol, 146p I0 0000000000000 000
000180 0000000000000000000000000000000000
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00000
oooooo
02-0N"-3-000-1-0000000000000000000030702-000000
000D0O02,310mg, 1.04nmol0 00 00000000274 mg 00.75 mmol, 72%0 , mp 1
76-179+ CO Ry 0.20 0 10% MeOHO CH,Cl,LO 00 DO OO0 OMeOHO OO DO 00 OO *H
NMR O MeODO 8.02 O's, 1H, H-80 , 7.34 O t, J = 6.18 Hz, 1H, N=CHO , 5.93 O d,
J= 5.84 Hz, 1H, H-1"0, 4.67 O t, J = 5.49 Hz, 1H, H-2"0, 4.34-4.30 O m, 1H, H-
3"0, 4.14 0q, J = 3.09 Hz, 1H, H-4"0, 3.81 Odg, J = 16.82 Hz, J = 3.09 Hz, 2
H, H-5"0, 2.26-2.17 Om, 2H, CH,O , 1.89-1.83 O m, 1H, CHO CHyO ,0 , 0.99 O d,
J = 6.87 Hz, 6H, O CHgO ,0 O MS m/z 366 O M+HO *O Anal.0 C,gHo5N,0, 0.54 CHOH
C, H, NO
0ooo0o
5"-0000-2-0N"-3-000-1-00000000000-5"-00000000000
0045005°-0000-2-00000-5"-0000000000 0 41,240mg, 0.73mmol
0000000000 0000D00000000000000010%Me0HD CH,Cl,0 0 O
0000000000210 mg O0.53 mmol, 73%0 , mp 122-125+ CO Ry 0.25 0 10% M
eOHO CH,Cl,O0 00D O0OO0O0DOCHCIL,0 0O OOO00D0O *HNMR O DMSO-dgd & 10.02
Obs, 1H, NHO , 7.98 Os, 1H, H-80 , 7.33 O t, J = 5.49 Hz, 1H, N=CHO , 6.91 O b
s, 2H, NH,0 , 5.77 Od, J = 6.17 Hz, 1H, H-1"0, 5.49-5.41 O m, 1H, OH-2"0 , 5.2
4-5.22 O'm, 1H, OH-3"0 , 4.75-4.71 Om, 1H, H-2"0 , 4.10-4.05 O m, 1H, H-3"0 , 4
.05-3.95 O m, 1H, H-4"0 , 2.91-2.83 O m, 2H, H-5"0 , 2.91-2.83 O m, 1H, CHO CHg
0,0, 2.12-2.08 Om, 2H, CH,O0 , 2.04 Os, 3H, SCHzO , 0.91 O t, J = 6.87 Hz, 6H
, CHzO , MS m/z 396 O M+HO *O Anal.O CygHosN,05S 0.33 CH,CIL,O C, H, NO
oooooo
05°-0000-2-0N"-3-000-1-00000000000-5"-00000000000
000460 05°-0000-200000-5"-00000000000 420 358mgd 1.05mmol
000D0D0000D0D00000000000000000000 10%0 MeOHCH,CIL,0 O O
00000000 DO00193 mg O 0.47 mmol, 45%0 , mp 106-109+ CO *H NMR O DMSO-d
608 10.32 O bs, 1H, NHO , 8.02 O's, 1H, H-80 , 7.25-7.09 O m, 1H, N=CHO , 6.91
Obs, 2H, NH,O , 5.79 0d, J = 6.16 Hz, 1H, H-1"0 , 5.50-5.36 O m, 1H, OH-2"0 ,
5.28-5.16 O m, 1H, OH-3"0 , 4.79-4.68 O m, 1H, H-2"0 , 4.19-4.11 O m, 1H, H-3"O
, 4.06-3.95 Om, 1H, H-4"0 , 2.98-2.80 O m, 3H, H-5", CHO CHgO ,0 , 2.49-2.47 O
m, 2H, SCH,O , 2.11 Ot, J = 6.41 Hz, 2H, CHCH,O , 1.15 O t, J = 9.30 Hz, 3H, SC
H,CHzO , 0.94-0.83 Om, 6H, 2xCHzO O MS m/z 410 O M+HO * O HPLC Alltima C18 5u
0000150 mmx4.6 mm0 00, 4nl/0 0000 00 0 O AD 400 O 20-100% MeOHO H,00
0000000 25.31000000B 03200 20-100% CHxCN OH,00 0000000 5.
590 [
oooooo
05°-0000-2-0O0N"-3-000-1-00000000000-5"00000000000
000D047005°-0000-2-00000-5"-000000000000 430 468mg, 1.3
2mol0 0000000000000 000D000000D00000 D 10%0 MeOHO CH,Cls
0000000000000 O0364 mgd 0.86 mmol, 65%0 , mp 150-152+ CO *H NMR O DM
SO-dg0 & 10.02 O bs, 1H, NHO , 7.98 Os, 1H, H-80 , 7.34 O t, J = 5.80 Hz, 1H,
N=CHO , 6.91 O bs, 2H, NH,O , 5.76 0d, J = 6.16 Hz, 1H, H-1"0 , 5.43 O pd, J =
4.55 Hz, 1H, OH-2"0 , 5.21-5.19 O m, 1H, OH-3"0 , 4.75 0 g, J = 5.28 Hz, 1H, H-2
"0, 4.11 Opq, J = 3.25 Hz, 1H, H-3"0, 3.96 O pq, J = 2.76 Hz, 1H, H-4"0 , 2.9
6-2.80 Om, 2H, H-5"0, 2.96-2.80 O m, 1H, CHO CHyO ,0 , 2.49-2.470 m, 2H, SCH,
0, 2.090t, J=6.52Hz, 2H, CHCH,O , 1.48 O pg, J = 7.29 Hz, 2H, SCH,CH,O , O
.94-0.83 Om, 9H, 3xCHgO , MS m/z 424 O M+HO *O Anal.0 C,gH,oN,05S 0.72 H,00 C
, H, NO
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gboooaod
os5-0000-2-ON-3-000-1-000D0DO0O0O0O0O0O0O-S"-0000D0000O0000
gooboo48005-0000-200000-5"-000000000000O0OA440 452mg
, 1.27mmol0 0 0000000 Q0CODODODOO0OO0OO0OO0OOOODOOOODDOOO10% MeOHO CH
LClLL,O00DOOO0DD0OO0D0DO0DO0D0O350 mgd 0.83 mmol, 65%0 , mp 156-158+ CO  H NMR
0 DMSO-dgd & 10.03 O bs, 1H, NHO , 7.99 O s, 1H, H-80 , 7.33 0 t, J = 5 86 Hz,
1H, N=CHO , 6.93 O bs, 2H, NH,O , 5.76 0 d, J = 6.07 Hz, 1H, H-1"0 , 5.45 0O d,
J =6.07 Hz, 1H, OH-2"0O0 , 5.22 O0d, J = 4.80 Hz, 1H, OH-3"0 , 4.71 O g, J = 5.37
Hz, 1H, H-2"0, 4.12 O pg, J = 3.38 Hz, 1H, H-3"0 , 3.98-3.92 Om, 1H, H-4"0O,
2.94 Opt, J =6.38 Hz, 1H, SCHO , 2.86 O pq, J = 6.83 Hz, 2H, H-5"0 , 2.08 O t,
J = 6.62 Hz, 2H, CHCH,O , 1.86-1.76 O m, 1H, CHO CHzO ,0 , 1.15 0d, J = 6.70 H
z, 6H, SCHO CHz;O ,O0 0O, 0.90 O0d, J =6.54 Hz, 6H, 2xCH;O O MS m/z 424 0O M+HO
*O HPLC Alltima C18 5u 00 0 0 150 mmx4.6 mmO O 0O ,iml/0 000 00 0O O O AD 400
0 20-100% MeOHO H,0O O O 0O 0O 0O 27.400 0 0O 0O 0O O BO 350 O 20-100% CH5CNO H,0O O
Oo00011.340 0
oooooao
gbo0bi1g304b0383-400450 000470000 000DO0OOO0ODOODOI0ODODOOO
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oooao
®1 RS FENT S
No &FK - BHShi-k ERE
1 CioHiINsOs . 0.33 EtOAc C 3218% C3248%
| SR 'H 349% H3.10%
N 1660 % N 1672 %
'3 CisHzN7O4 - 0.54 CH;OH C48.77% 'C49.16 %
‘ - | " H663% H 649%
- - \ N 25.62 % N2541%
4 CigHxNsO4 - 0.22 CH:Cly C5325% C5331%
N | "H3591% H582% _
, N15.15% N19.05%
33 CiHuINs038 - 0.35 EtOAc C3282% C3293%
' . “H3.73% H3:56%
. N1541% N 1551 %
34 CpHidNsOs8 C3296% C33.14%
H 3.69 % "H3.60%
N16.02% N 1601 %
'35 CisHisIN50s8 C 34.60 % - C3486%
- - H4.02% CH41%
. o N15.52 % N 1520 %
36  CiaHisINsOsS - 0.11 EtOAc C35.00% C35.05%
| | i H4.12% "H420% .
& N 15:20 % N1529%
37 CpHzNsO:S - 056 CHsOH C5334% C5328%
' - H643 % H6.10%
» _ N1 % N17.64%
38  CisHasNsOsS - 0.14 CHoCL C54.04% C5411%
CH632% H595%
- . . N17.38% N1730%
39 CioHxNs0sS - 0.12 CH:Cl C5520% . C5535%
, | | ' H660% . H62%
: . N 16.83 % N1655%
40  CigHzNs0sS - 0.17 CH2Ch C5483% C 54.86 %
- - H6.56% - H622%
-  N.1668% - N1668%
45  CigHasN7038 - 0.33 CHCh C4631 % - C46.08%
| | - H611% H 626 %
N23.15% N234%
47  CigHaoN70:8 - 0.72 H20 C 49.53 % C 49.48 %
| | . H7.03 % H6.71%
N 22.46 % N22.50%
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000000000000 0003®000000A,,000000006Gao03** 00000
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cooboOoOO0oo0ooA000C0COOODOOOOO0OOoOoOoooboooOoDDbOOOn 4-350 00
OCOoO0ODDODO0OO000O0O0000OO0OS0p I0HEK2930 00000 DO 100 30p g0 O25p 10L

AB MECAD 0 0 0JO0.15nMO O O OO 250 10000000 DO 0O50/10/10 0 O O 50mM

0O00/710mMO0 MgCl/AiMMO D 00000000 00O OEDTAD OO0 O O 0.01%0 3-0 [3-O

O cholamidopropylO JOD 000 0OOCODOOD-1-000000O0DOOOOOC
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34 SCHs 1 3865384  1200£120 39561
35 SnCH, 1 1050 +485 440+£50 558179
36 Si-CH; 1 562 % 820+ 180 546+ 86
4 OH  C=C(CH;:CHs 63.7% 61 - 169%4.1
37 SCHs  C=C(CH:CH; 35.9% 60£20  145%34
38 SCHs  C=C(CH::CH: 218041980 11030 323118
39 S-n-CH; C=C(CHz)CHs 465% 17010 883%6.6
40 - S-i-CsHy C=C(CHp:CH; 1270 £740 22010 754431
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#3 3-cAMP 74

No R'W R’

Egax (%) ECso(uM)  Emax (%) As”
Aca

CHO#8I8 Asn
CGS21680 100 - -
. NECA 102423 0.04£0004 . -
CI-IB-MECA . - 83:2 (10)
1 OH I 11247 54+07  68+7 (30)
33 SCH; I na.’ - ' 41+ 17 (30)
34 SCHs I na’ - 14+ 10 (30)
35 S-n-CHy 1 n.a’ - : 10£6 (30) -
36 S-i-CsHy 1 na’ - 17+ 13(30) .
4 OH ~  C=C(CH2):CH: 105+4  0.010+0.0003 798 (3)
37 SCHs  C=C(CHz):CHs 4546 07+01  72%9 (3)
38 SCHs  C=C(CH:):CHs 7910 05+002  50+21(3)
‘39 S-n-CsHy C=C(CHz):CHs 8247 0.820.1 3329 (10)
40 S-i-CH; C=C(CH:):CHs 32+4  36x15 49 22 (10)
3 OH - NHN=CHCH;CH(CH:3): = 9242 1.1£02  24:17(3)
45 SCH; . NHN=CHCH,CH(CH:: 44%4 5006  4116(30)
46 SC:Hs NHN=CHCH;CH(CH:): 1014 75+03  7:£37 (100)

47 SCili; NHN=CHCH:CH(CHs) 1263 129209 16 14(100)

a0 A,, CHOO O 0 0O O O CGS 216800 E

48 S§-CH; NHN=CHCH:CH(CH:p ~ 56+1 104£10  26%8 (30)

oy

ubdgoge 0 SEMO n 30 0 10p MO O

max max

POCI-IB-MECAD 0 0000000000000 10p MOCAMPO O DO OODODOOOOOO
ooobooo0oooooOooooDoOoO0oo0oDbep MOO100x KO OO

cC00000030u MO30000100p MOCAMPO O OO UODODOOOOO100x KiO O
oooboooA000000D0C0CO000caMPO0OODOOCOOODODOOOODDOOOO
010 100p MO 2501660 OKiD O OO OODODOOOODAAD 40 37040030 00O 0O 450 4
sgiiiotooooboboobDoO0oooooooobobOExxOOOoOoooooooooao

OoooooogoQgQd
Oo0ooooogogdg
OooooogdgQg
Ooo0oooQgooo

Oo0oooQgooao
Oooooooogoogooao

oodod
CGS216800
ooooano
0 00 cGs

ugbooobodoaoad
od

O

oooao
good
goodg
oooao
oooao
cAMPO O
ood2-01-00

O O0Ooooood
OoOooooodg
OOoo0ooood

0 0 CGS216800 10y MO O OO DO OO OODO cAMPO E uno

max

5'-000002-00000083-3c0000cAavPDOOOODDODOO

ooobOoooobooOooooobooooooboooooooao
gboboboooooADAD D000 nDoboboboonn
U0A00000000cAMPO OO OO0ODODOOOADAD OO
ooooOocOooboADACO00O0D0OOO0OO0OO0DODOOO0OO0DOn
uoobOooooobooool,30obc40000000000
gboboobooooobooboboobooooobobobao
ugb-1-0ob0oboobooaoooas-buoboobuobab4

2eso0 0000 O0COO0O0ODOOO0OOO0OODOOOS-000002-O0N-30000

10

20

30

40

50



(32) JP 4359676 B2 2009.11.4

0000000000000 0eAMPO O OOOOOODODODODODOOOOODODDODDODOOO
0000000000460 0047000000000000CGS216800 00000000
0000000460 004700000000000000000000000000O00O00O
ooooooce2,5"-0000000000000O0O0O0O0DO0DO0DODOO0O0DO0DO0OODOOOO
ADO0DO0DO0DDO0DODDODODO0ODODDO0ODOODOS-000000005-i-000
00000370400450 000480 0000000000000000000000O0
D00D000A,000D0EC;,,0 00K, 000540000000000000000
0D00000000000000000EC,,000CHOO DD O0O0O0DD0O0OO0O0D0DD
ARLOD00DDO0ODO0DODDODDOK,000000000000000000000
000000Oooos32g

oooo
O000000A,0000000000000000O0100MOOODOCAMPOODDO
D00D00000000000000000O00O0S30100u MO 730 2000 0K,;0 00O
0000000000000 2-00000000000010330360000000

O

Ooo0ooooogQgoo
OoooooooQgodg

OO0 ooooooOoooogoogow
Oo0ooooooooooQgdg
DDDDDDDDDDD(}?

O

O

O

O O

Oooooogdg

A00b0d0bobooooobouobouoboboooobouobobobobooobobgA
oooooOoooboboooobcavPOOODODOOOOOOOOS-00000D0O00O
10 0 0 40

OOoooDoOOoOoOoocI-IB-MECADOOOODOcAMPO O ODOOOODO
sacaMPO DO D OO20 00000000 OO0O0ODOOOODODOOO
gooboooooooOoooooboooooobs-oooboooan
OcAvVPO OO OOODOOOODOOOOO3MmO2-000000
oooo3aoooooooooobooooooboooooDon
oodooboooobooodobADOogooooaooonoan
5°-000000000330370450000000000003
gboooogs"-0000n-00000003S00003900
UA;000000000000000000020

OoooooQgogooo
OoOoo0ooodgdg
Oooooogogoao
Ooooooogoo
OoOoo0ooood
OO0Ooo0ooood
O Ooo0oooao
OOoo0oooao

O
2-N6,C2,5°-0 0000000000000 DO0
oo

-0 d

O

0000000000DODOAIdrich O Aldrich Chemie, Sigma-Aldrich Chem

ie BV, Zwijndrecht, The NetherlandsO D O OO0 0000 O0O0OD0DOO0DODOODOOOO
0000000000000 D00000000([3H] DPCPXO 1,3-00000-8-0000
0000000000 [PH]ZM 2413850 O O [Y251] AB MECAD O NENO Hoofddorp, The Net
herlandsO O O OO OO0

O

O

O

od
0000000000000 00O0ODDOTLCOOOMerckBODOODDDOOF,5,4

O Ooo0oooodg
O 0Ooo0ooolo
O O o0Ooogio

O
g
a
u
O

O

O
gboboopbD2oxz0oecm 00000000000 ODOODOUWDO254nmOd 0000
OooooOoO0ooobDoOO0oOooooObOO0o0oo0oDObO230-4000 0000ASTMO O

oo
O00000000DOCOHONDOOOUODDO D Department of Analytical Ch

em

OooooooQgogao
Oooo0ooQogogoao

OoOoooogoogoodg

O
g
u

O
O
O
O
O

stry, Leiden University, The NetherlandsO OBC NMRO OO OO0 OO OO0OODOODO

OO0DOPG 200000000000 0JEOL INM-FX 2000 0 0 0 O O O 50.1MHzO O
IYWNWRO O OOOOOOODOOOOOOOOO200MHz0 00000000000
0 O ASPECT20000 0 0 0O 00 OO OO Bruker WM-3000 0 0 O O O O O 300MHzO
ODOWOOO®BCNWROOOOODOOODOOOODOODOOOODOOOOOOOTMSO
OOpmO0d OODODODOODOO

00

00000000000 OD0EIDDDODODD1000000070ev0 0000000
00000 Finnigan MATOOOD D000 O0O0OCOOCOODCOOCOOCOOOESIOOODO

10

20

30

40

50



(33) JP 4359676 B2 2009.11.4

OoO00ODDOO0OO00O0O0O0O0OoOoOO0OO0ODDOOO0O0OOdFRinnigan MAT TSQ-700 0 0 0 0 OO
ocooobooOoOoOooogso/0C000DO/MH000000000DD0DO0000000
ooobOooooesicoooboOooOooooOoO0ooobOoOoooobooOoobooboOog
gboobooooooobobobobooooboboboboooooobgnb
ugboogood
OoOO0OO0OBuchiDOOOOOOODODOODODDOO
gboooog
gboooad
02,3-0-00000000-p-D-00000000000O000C0O500000088g0 0.59m
ol 0 0O0DODOD-OO0O0DOODOODDOOODO40OMIDIDODOOOODDOOO?176emIO
OoOO0OOMeOHO 38OMID D DO OQOOOODOOOOOOO400000COODDOOO3000O
ocoooODoOOOHXKIDOoOoOooooooOoDbDOoOoOoooooooboOooODDbODbODODOoOoOooo
goobOoooobooocooboboonO0b0bO0o0oobobooooboooobooboOon
OO0OMgso,0 000000000115 g 00.56 mol, 95%0 O Rg 0.38 O PE40/600 EtO
Ac 10 10 . *H NMR O CDCI 08 4.97 Os, 1H, H-10 , 4.82-4.57 0 2xd, 2H, J = 6.1
8 Hz, H-2,30 , 4.42-4.39 O m, 1H, H-40 , 3.71-3.62 O m, 2H, H-50 , 3.41 O s, 3H,
OCH;O , 1.48, 1.31 O 2xs, 6H, 2xCCH5;O0 ppm *3C NMR O CDCl;00 & 112.02 O CO CH4
o,o, 109.8 0 C-10 , 88.13, 85.64, 81.38 U C-2,3,40 , 63.80 O C-50 , 55.24 O OC
HsO , 26.24, 24.61 O 2xCHzO ppm
oooosooOs5-0-0000-2,3-0-00000000-B-D-000D0D0000000O
Os51-530000000fgoopooooopoo2,3-0-000p0OoooD-p-D-00000

OoOO0OO0OD0ODOs50053.09, O.26,moID00D0ODOOOO0OO0OOOOOCODME 300mIOOOOO
OoOO0OO0ODDOOOO0OO0odOONaHD 60%D 0 00 0O O 11.5g00.29mol0 00000000
oooboooooooo0oooboobobooooboooooooO0oooDOoOoo.3Imol OO
OCoo0OD0OOO0OO000O0O00OoOoOO0OODODOOO00O0O0O0O00D0OMeOHD 100mIO O OO0
ooobOoooobooocoobooboobooobo2x0o0oooooooboboooOooboobooOon
ODOO0OO0OEtCACO D OO0 O250mID O 0O0D0DDOODODOOOOOCHSCIL,O0DDODO0DO0DO0O0O0
coooboooOMgSO,000O0OCOODOODOOOOOODOOOODDOOOOOOn
uod

oooooao
0o5-0-000-2,3-0-0000000C00OR-D-0000O00O0O0DODOOODODODOS1I0 0500

53.0g, 0.26mol0 000000 -0000CH3zI 0.31mol, 19.4mI000000O000O00OO
0000000000 00000000D000O00000A00PE40/60, PE40/600 EtOAC2
0100 0055.19g 00.25 mol, 97%0 RF 0.56 0 PE40/600 EtOAc 10 10 O *3C NMR
OcoCl;06 111.71 O COCHzO ,O , 108.79 O C-10 , 84.76, 84.47, 81.70 O C-2, 3,
40 , 73.18 O C-50 , 58.38 [ OCHzO , 54.03 O CH,OCH;O , 25.98, 24.49 0O 2x O CH3O
2t ppm
0s5-0-000-2,3-0-00000000-B-D-0000000000000DOS52005003
3.4g, O.lemolD OO0 O0O0O0OO0OOOO.20mol, 15.OMO0OOO0OO0O0O00O0O00O0O0OO
ODo0o0o0oO0o0O0o0oO0b00000o0O000000000PE40/60, PE40/60 O EtOAc 10 10
00035.2 g 00.15 mol, 92%0 O Rg 0.62 O PE40/60 O EtOAc 1 O 10 O *3C NMR

0O cbCl;06 111.41 0O COCHgO ,O , 108.55 O C-10 , 84.50, 81.55 O C-2,3, 40, 70.
78 O CH,CH;O , 65.91 0O C-50 , 53.85 O OCHzO , 25.77, 24.31 0O CO CHzO ,0 , 14.48
O CH,CHzO  ppm
os-0-00b0000b0-2,3-0-00000000-p-p-0000000000C0000O0DOS53
0050043.6g, 0.21mol0 0000000 O00O0O0O0ODOOO.26mol, 20.6mIO 0O OO0 O
DOooOoOvMeOHOOODOOOODOOODODOOOOOOODOOOOOOOODODOOOO
0000000000000 0PE40/60, PE40/60 O EtOACc 101000 0 19.5 g 079.8 m
mol, 38%0 O Rg 0.70 O PE40/600 EtOAc 10 10 O *3C NMR O CDCI0 8 111.94 O C
0O CHzO ,O0 , 108.90 O C-10 , 84.88, 84.65, 81.85 0 C-2,3, 40, 71.19 0O C-50 , 54.
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38 [0 OCHO , 53.21 O OCHs0 , 26.15, 24.72 0O CO CHyO ,0 , 5.37 O CH,CH,O ppm
000051-53005-0-0000-B -D-0000000000O054-560000000000
0000000000 05-0-0000-2,3-0-00000000-B-D-000000004
.48mmol0 O 0 15mLO HCIO 0.04M0 0 0 0000200000000 0 0 BaCos0 00 OO
0000000000000 000000000000000O0oooooao
oooooao

05-0-000-a ,-D-0000000000054000005-0-000-2,3-0-0000
OO0O0O0O-p-D-00000D000S51.1g, 4.58mmolD 000000000 DOO0OO0OOODOO
00000000000 000000000 10%t0AcO MeOHO O OO O 0 0.44 g O 2.68
mmol, 59%0 [ Rg 0.34 [ 10% MeOHO EtOAcO 0O 0O O

oooooo

13C NMR O MeODO & 103.12 O C-1, p O, 97.78 OC-l, a O, 83.94, 82.36, 77.37, 7
6.88, 72.61, 72.12 0 C-2,3, 4, a +B O, 73.93 0 C-50 , 59.51, 59.39 O OCH5, a +
B U ppm

05-0-000-a -Bp-D-0000000D0D000OS000005-0-000-2,3-0-0000
00O0O0-B-D-000000005201.0g, 4.8mmoll 000000000 DOO0OO0OOODO
0000000000 10%0 MeOHO E®0AcO 0 D 0D 0D 00 DO O O O 0.56g0 3.14mmol
0 65%0 [0 Re 0.400 10%0 MeOHO EtOAcO 0O O O *3C NMRO MeODO & 102.880 C-1,B 0 97.5
10 C-1, a 0 0 84.09, 82.42, 76.60, 72.53, 72.030 C-20 30 40 a +p O , 73.400 C-5
0 ,67.830 CH,CH5O 15.340 CH50 ppm

05-0-0000000-a -B-D-000000000005000005-0-000000
0-2,3-0-00000000-B-D-00000000O5304.4g, 18mmolD 00O OO OO
00000000000 00000000000000O010%Et0AcO MeOHD 000 O O 2.
09g0] 11mmol, 61%0 O Re 0.430 10%0 MeOHO EtOAcO O O O *3C NMRO MeODO & 101.600 C
-1, 0 96.410 C-1, a O, 80.77, 79.42, 74.40, 73.53, 72.030 C-2,3,4, o +B O O 69
.400 C-50 0 56.970 CHO 7.830 CH,CH,O ppm

000054-560 01,2,3-00-0-0000-5-0-0000-a ,p-D-0000000000
57-590 0000000000000 D0O0OD0OS-0-0000-a ,B-D-00000D00O0
B8mmold 025mMI0 0000000000 DOO0OODDOODDOOOODOOODOGOO
DMAPO D00 O0DD0O008.8mmol0 843y 10000000 DO0OO0O0DDOO200000
0000000000000 0000000000000000EtOACD OO OO 25ml
000000000000 OMgSO,0 0 0000000000000 O00D0OD0DOD0O0
oono

ooooo

1,2,3-00-0-0000-5-0-000-a ,p-D-00000000DO000S7005-0-00
O-a ,-D-0000000000000O0DO00OS54,0.44g, 2.68mmol0 00 0000000
0000000000000 D0000000 10%0 MeOHO EtOAcO O O O O O 0.70g0 2.41
mmol, 90%0 O Re 0.760 10%0 MeOHO EtOAcO O 0 0O O 0 0.70 g O 2.41 mmol, 90%0 O R
£ 0.76 0 10% MeOH in EtOAcO .*3C NMR O CDCI,0 & 168.98, 168.68, 168.39 [ 3xC=0,
a+p 0, 97.64 0C-1, p O, 93.64 0C-1, a O, 82.81, 80.30, 73.99, 73.67, 70.2
0, 69.67 0C-2, 3, 4, a +p O, 71.75 O C-50 , 58.670 OCH50 , 20.26, 19.70 O 3xCO
CHzO ppm

01,2,3-00-0-0000-5-0-000-a OB -D-000000000O00OS58005-0-00
O-a ,p-D-00000000700.56g03.14mmol0 000000000000 D00O0O0O
00000000000 D10%0 MeOHD Et0OAcO D 00D D 00D D OO0 D 0.85 g O 2.7
9 mmol, 89%0 O Rg 0.75 O 10% MeOHO EtOAcO O O O 13C NMR O CDCI,0 & 168.68, 1
68.42, 168.02 O 3xC=000 , 97.43 0 C-1, B O, 93.40 O C-1, a O, 82.69, 80.24, 73.
50, 70.08, 69.53 0 C-2,3, 4, o +3 0, 69.38, 68.94 0 C-5, a +p 0, 66.05 O CH,CH
20, 19.96, 19.41 O 3xCOCH,0 , 14.18 O CH,CH3O ppm
01,2,3-00-0-0000-5-0-0000000-a ,p-D-00000000000O059005

oo oOooog.S
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-o-0o0ooo0df-a ,B-D-00000O0O0O00OS603.42g, 18.0mmol0 0D 00O 0O OODO
000000000 0D00OD10%0 MeOHO EtOACO O DO DO OO OO ODOODO4.74 g 01
5.0 mmol, 83%0 O Rg 0.72 0O 10% MeOHO EtOAcCO OO O 13C NMR O CDCI;0 8 169.27
, 168.98, 168.74 O 3xC=00O0 , 97.81 OC-1, B O, 93.78 OC-1, o O, 82.84, 80.36,
73.91, 70.43, 69.88 0 C-2, 3, 4, a + O, 69.79, 69.38 0C-5, a +f O, 53.50 O C
HO , 20.55, 20.02 O 3xCOCHzO , 5.22 O CH,CH,O ppm

goooeo-e50 000000 e~-000D000DO0DOO2,6-000000000O000O0DO0OO
57-50 0000000 DOOOO0Oan

opooooag

0o0Do0o0oooo0DooDobDOoDbOoOaa93.8mg, 1.27mmoll 01,1,1,3,3,3-0 0000000
OO0OOOHMDS 5mil, 23.7mmol0 0D O 0O 12.5p 100000000 ODO0ODOOTMSCE 0.1mmol
dodo0odboo20000000db0000o0o0OooDOooDOoDbOOooDoooDooDooDoan
OooDoooon

oooooag

OVorbruggenD 00O D0 O0O0ODODODODOOO0ODOODOODO12.9mmol0 00 15mIO OO DO 0O
gi10.3mmol0 0 1,2-0 00000000 O0O0ODOODODOOOODOODOL1,2-000D0003
0o00oDoDOoooOooooOoOooDoDOoOooDoooooOYsmi0Ol,2-0000000000O00003
doodooooooDoooos00D0oDo0oDo0oDoo0oo0-0oo0oooooDooDooooad
goTvMsODOoOoDoDooo997u 1, 5.1emmol0 000000 OD0OODO20000000003
OOO0O0DCHCILL,OOOOOOODOOSO NaHCO,0 O O OO OoOoOooooODOoO0OO00ooo
MgSo,0 00 ooooooobooooooooooboboooobooboonoan

oooooag
ge-00gd-9-02,3-0-0-0000-50000-B-D-0D0000O00O0-000000O00O0G®G6
oooooOoOoDDbOOoOe-ODOODODOO12.9mmol0O00ODO11,2,3-00-0-0000 -5-0-0
00-a ,p-D-0000000O00O5703.0g, 10.3mmol0 00000 O0OO0ODOODOODOORDO
OCoO0o0ODODOO0OO00O0000 swbooDbocHCIL,0OooooooooooooOg1.9g
04.94 mmol, 48%0 0O Re 0.11 O03% OO OO OCHCIL,OODODO TH NMR O CDCIz0 & 8.
75 O0s, 1H, H-80 , 8.56 Os, 1H, H-20, 6.41 Od, 1H, J = 6.18 Hz, H-1"0O , 5.80
Ot, 1H, J = 5.49 Hz, H-2"0 , 5.60-5.56 O m, 1H, H-3"O0 , 4.39 0 q, 1H, J = 2.41
Hz, H-4"O , 3.69 0 dq, 2H, J = 7.21 , Hz, J = 2.40 Hz, H-5"0, 3.48 O s, 3H, OCH
30, 2.16, 2.03 O 2xs, 6H, 2xCOCH3zO ppm
02,6-0000-9-02,3-0-0-0000-5-0-000-B-D-00000DO00O00O0-000003
ogbel000O0ODOODOZ2,6-00000000110.3mmol0O0O0O0O21,2,3-00-00000
-5-0-000-a ,p -D-000000O00O00O5702.39g, 8. 24mmol0 0 000 O0DOODOOODO
OOo0O0o0O0O0OC0CO0O0O0O0O000000 ODo04%-6O0000CHCIL, 00000000000
00002.91 g 06.94 mmol, 84%0 O TH NMR O CDCI;0 06 8.41 Os, 1H, H-80O, 6.1
8 0d, 1H, J = 6.52 Hz, H-1"O , 5.60 0O dd, 1H, J= 6.18 Hz, J = 5.49 Hz, H-2"0O ,
5.39 0 dd, 1H, J = 5.15 Hz, J= 2.06 Hz, H-3"0 , 4.25-4.23 O m, 1H, H-4"0O0 , 3.58-
3.48 Om, 24, H-5"0, 3.33 Os, 3H, OCHzO , 2.00, 1.88 O 2xs, 6H, 2 XCOCHzO ppm
oge-00Qd-9-02,3-0-0-0000O-5-0-000-B-D-00000DO00DO-00000D000
e20 000 DOO0O0OOe-00O00O0ODOO11.emmolO 00O O 1,2,3-00 -0-00 00O -5-0-0O
00-a ,p-D-0000000O00O5B8,2.82g, 9.286nmmol0 0 OO0 OO OOOOOOODOODO
Ooo0ODODOO0OO000000O0O0OO0ODODDODbOO004-6%% 00000OCHSCILOODOOOOS.0
3 g 07.60 mmol, 82%0 0 Rg 0.17 O03% DO O D OCHCIL,ODODODO 1H NMR O CDCI30 &
8.51 Os, 1H, H-80O0, 8.45 O s, 1H, H-20, 6.20 O0d, 1H, J = 6.18 Hz, H-1"O , 5.
64 O0t, 1H, J = 5.15 Hz, H-2"0 , 5.40-5.36 O m, 1H, H-3"0 , 4.24-4.18 O m, 1H, H
-4*0 , 3.53 0dq, 2H, J = 13.73 Hz, J = 2.06 Hz, H-5"0, 3.42 0 q, 2H, J = 6.86
Hz, CH,CH5O , 1.94, 1.81 O 2xs, 6H, 2xCOCHzO , 1.07 O t, 3H, J = 6.86 Hz, CH,CH;
O O *3c NMR O CDCI;O & 169.33, 168.89 O 2xC=00 , 151.70, 151.32, 150.56, 143.
26, 131.41 0 c-2,4, 5,6, 80 , 85.46, 82.78, 74.08, 74.86 O C-1*, 2°, 3", 4*0 , 6

10

20

30

40

50



(36) JP 4359676 B2 2009.11.4

9.35, 66.90 O OCH,, C-5"0 , 20.28, 19.19 0O 2xCOCHzO , 14.71 O CHzO ppm
o2,6-0-000-9-02,3-0-0-0000-5-0-000-pB-D-00000O0O0C-0000
oo0o0d0e30O00OOOOOOZ2,6-0000000O0010.3mmolO0O00O0O11,2,3-00-0-00
oo0-5-0-000-a ,p-D-0000000O005802.51g, 8.24mmol0 000000000
OCO00O0CO0O0OC0CO0O0O0OO0OO0O0O0O0O000O0004%-6%¥00000CHCI,O00000000
00000D2.93 g 06.76 mmol, 82%0 O *H NMR 0O CDCl,0 & 8.660 O's, 1H, H-80 ,
6.39 0d, 1H, J = 6.53 Hz, H-1"0 , 5.81 0 dd, 1H, J = 6.86 Hz, J= 5.49 Hz, H-2*
0O, 5.58 0dd, 1H, J = 7.21 Hz, J = 2.06 Hz, H-3"0 , 4.43-4.41 O m, 1H, H-470,
3.75 0dg, 2H, J = 10.64 Hz, J = 2.41 Hz, H-5"0, 3.64 0O t, 24, J = 6.87 Hz, CH,
CHzO , 2.19, 2.06 O 2xs, 6H, 2xCOCHgO , 1.32 O t, 3H, J = 6.86 Hz, CH,CH3O ppm
oe-0o0O-9-02,3-0-0-0000O0-5-0-000C00O0-B-D-00000O000-000
ocOo0d0Cbce40CD0OO0OOODOOG-000O000O09.79mmol0 000 0O11,2,3-00-0-00
oo-5-0-0000000-a ,p-DOO0O0O0OO0O0OS902.48g, 7.83mmold 00 00O
OO00O00O00C0O0D00O0D00000000000004%-6%00000CHCIL,0O000
000000000 02.09 g 05.10 mmol, 65%0 0O *H NMR O CDCI;08 8.76 O's, 1H,
H-80 , 8.59 Os, 1H, H-20, 6.42 O0d, 1H, J = 6.18 Hz, H-1"0, 5.83-5.77 Om, 1
H, H-2"0 , 5.57-5.53 O m, 1H, H-3"0 , 4.45-4.42 O m, 1H, H-4"0 , 3.87-3.77 O m,
2H, H-5"0, 3.45-3.42 Om, 1H, CHO , 2.19, 2.06 O 2xs, 6H, 2xCOCHzO , 0.67-0.55
O m, 4H, CH,CH,O ppm
02,6-0000-9-02,3-0-0-0000-5-0-0000000-B-D-000O0000O00 -0
ooO0oooOO0es00O0O0O0O0O0O0O02,6-000000008.9%5mmold0O001,2,3-000
c-ooboo-s5-0-0000000-a ,p-D-00000000O59, 2.26g, 7.16mmol0 O O
OO00O00O00C0O0O00O0O00O0O000O000O000O0000O0A4%-6%00000CHCI,O
0000000000000 2.559g 05.73 mmol, 80 %0 O *H NMR O CDCI,0 8 8.32
Os, 1H, H-8O0 , 6.10 O0d, 1H, J = 6.18 Hz, H-1"0 , 5.52-5.46 O m, 1H, H-2"0 , 5.
28-5.25 Om, 1H, H-3"0, 4.20-4.17 Om, 1H, H-4"0 , 3.60 0 q, 2H, J = 7.56 Hz, H
=50, 3.24-3.19 O m, 1H, OCHO , 1.91, 1.82 O 2xs, 6H, 2xCOCHzO , 0.43-0.32 O m,
4H, CH,CH,O ppm
OoOO0OO0e0o-65000000000O0COO0COOe66-83000000000O0COOCGCDOO
O
oooooao
OO0O0AODOOOeeO0690 720 750 780 0 00810 00O000O0O00e6-0009-02,3-0-0-
ocooo-s-0-0000-B-D-0ODO0CO0O0COO0-ODO0O0COOCOOOZ2,6-0000-9-
02,3-0-0-0000-5-0-0000-B-D-00000000-00001.53mmold O EtOH/
NHsO3omiODOOOOOOOOOOOOOOOOO0OOOOOCOOOCOOOOOOOO0OO0O0O
cooooOooooooooao
oooooo
OO00BOOOOe67H 680 70,710 730 740 760 770 790 800 820 0 0 O 840 OO OO OO
be-0oO-9-02,3-0-0-0000O0-5-0-0000C0-B-D-00O000O000-000CDO0O
ocoooz2,e-0000-9-02,3-0-0-0000-5-0-0000-B-D-000O0000O0 -0
OO0O021.583mmol0 D0 O0EOHO 1OmMID 0 O 00000000000 2.3mmol0 OO0 O EtsN
O1.91ammeol0 D0 0O00O0O00O0O0O0O0O0O0O0O0O0O0O0O0OOOAOOEOH/NHZO 30mIO O
ocooooOO0oooOO0oooO0oooOoO0oooOoO0oooOO0oOoobOO0oobOO0oOooOoOoOooOoOooOoOooDnOn
ooooao
oooooao
os5"-0-000000000C0DO00e6000O0AO06-000-9-02,3-0-0-0000-5-0-
oo0oodo-p-D-O00O00O0O00-000060, 682mg, 1.77mmol0 0000000 OODOO
OO00O00O0C0CO0O0O0D0O0OD0O0O0D0O0O55%OMeOHOCH,CLL,LOOOOOOOOOOOOOOS39
3 mg 0 1.40 mmol, 79%0 , mp 112-1140 O Rg 0.43 O 10% MeOHO CH,Cl,O OO O *H N
MR O DMSO-dgO & 8.28 O's, 1H, H-80 , 8.14 Os, 1H, H-20 , 7.26 O bs, 2H, NH,O ,
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5.87 0d, 1H, J = 5.49 Hz, OH-2"0 , 5.25 Od, 1H, J = 5.15 Hz, OH-3"0 , 4.57 O q
, 1H, J = 6.18 Hz, H-2"0 , 4.13 O q, 1H, J = 4.47 Hz, H-3"0 , 3.99-3.98 O m, 1H,
H-4"0 , 3.57-3.48 O'm, 2H, H-5"0, 3.28 O's, 3H, OCHzO ppm O MS m/ z 282 O M+
HO * O Anal.O Cy,H,N50,0 0.5 H,00 C, H, NO
oooooo
ONS-0D00D0000-5"-0-0000000000006700008B06-000-9-02,3-
0-0-0000-5-0-000-B-D-00000000-0000600589mg, 1.53mmold O O
000D0D0000D00002.3mol, 2274 I00D00000D0D0000D0O0000000O
00000000 D5%0MeOHD CH,ClL,O0 00000000000 00476 mg O 1.36 mmol
, 89%0 , mp 164-1660 O Ry 0.51 O O O 10% MeOHO CH,CI,0 0 0 O O O O CHLCND O O
ODD0O0D0O0O0 *HNMR ODMSO-dgD & 8.28 O's, 1H, H-80 , 8.18 O's, 1H, H-20 , 7.70
0d, 1H, J = 7.55 Hz, NHO , 5.89 Od, 1H, J = 4.80 Hz, H-1"0 , 5.50 O d, 1H, J
= 5.15 Hz, OH-2"0 , 5.26 0 d, 1H, J = 5.15 Hz, OH-3"0 , 4.56 0 q, 1H, J = 4.12 H
z, H-2"0, 4.13 0 q, 1H, J = 4.46 Hz, H-3"0, 3.99 Oq, 1H, J = 4.12 Hz, H-4"0O ,
3.57-3.42 Om, 2H, H-5"0, 3.28 O's, 3H, OCHz0 , 2.011.83 Om, 2H, 000000
00, 1.73-1.52 Om, 44, 00000000 O MS m/z 350 O M+HO *0 Anal.0 C,gHosN
50,0 0.7 CHsCNO C, H, NO
oooooo
ON-03-00000000-5"-0-000000000000680000B8B06-000-9-
02,3-0-0-0000-5-0-0000B-D-00000000-000 0600 363mg, 0.94mmo
I00003-0000000000 .HCIO 1.41mmol, 380mg0 D 00000 O0O0O000ODO
0000000000000 00000000005%0 MeOHD CH,Cl,O0 00 O 0 0 397 mg
0 0.80 mmol, 85%0 , mp 155-1570 O Re 0.54 0 O O 10% MeOHO CH,CI,00 0 O O H
NMR O DMSO-dgd & 8.40 O bs, 1H, NHO , 8.33 O's, 1H, H-80 , 8.21 O's, 1H, H-20
, 7.70 O's, 1H, CCHCIO , 7.57 Od, 1H, J = 6.52 Hz, CCHCHCHO , 7.34 O d, 1H, J =
5.15 Hz, CCHCHO , 7.08 O t, 1H, J = 8.93 Hz, CCHCHO , 5.89 Od, 1H, J = 4.12 Hz
, H-1"0 , 5.50-5.47 Om, 1H, OH-2"0 , 5.27-5.25 O m, 1H, OH-3"0 , 4.68-4.56 O m,
3H, H-2", NHCH,O , 4.14-4.13 Om, 1H, H-3"0 , 4.01-3.98 O m, 1H, H-4"0 , 3.57-3
.53 Om, 2H, H-5"0, 3.31 Os, 3H, OCHzO [ MS m/z 498 O M+HO * O Anal.0 C,gH
20Ns040 C, H, NO
oooooo
02-000-5"-0-000000000000690000A0206-0000-9-02,3-0-0-
0000-5-0-000-B-D-00000000-000061,667mg, 1.59mmol0 0 00 0O
0000000000 000000000D0000S5%0MeOHOCH,ClL,LOODODODOOO000
00000382 mg O1.21 mmol, 76%0 , mp 200-2020 O Ry 0.490 O O O 10% MeOHO CH
,ClLOO OO0 *H NMR O DMSO-dgd & 8.30 O's, 1H, H-80 , 7.83 O bs, 2H, NH,O , 5.
80 0d, 1H, J = 5.15 Hz, H-1"0 , 5.53 O0d, 1H, J= 6.18 Hz, OH-2"0 , 5.29 O d, 1H
, J =5.49 Hz, OH-3"0, 4.52 O, 1H, J = 5.84 Hz, H-2"0 , 4.11-3.99 O m, 2H, H-
3", 4"0, 3.55-3.46 Om, 2H, H-5"0 , 3.28 O's, 3H, OCHsO O MS m/z 316 O M+HO *
0 Anal.0 Cq4H;,CINGO,0 1.0 CH,CILO C, H, NO
oooooo
ONS-0D00D0DD000-2-000-5"-0-000000000000700000B802,6-00
00-9-02,3-0-0-0000-5-0-000-B-D-00000000-0000 61, 505mg, 1
2mmol0 0 0000000000000 1.8mmol, 178y LOODOO0O0O0D0O0O000O0O00O
0000000000000 D0O02%0 MeOHD CH,ClL,LO 0000000000000 364 mg
0 0.95 mmol, 79%0 , mp 124-1260 0 Ry 0.15 0 O O O 2%0 MeOHO CH,Cl,O0 O O O *H N
MR O DMSO-dg0 8 8.33 O bs, 1H, NHO , 8.30 O's, 1H, H-80 ,05.81 Od, 1H, J = 4.
46 Hz, H-1"0, 5.51 Od, 1H, J = 3.36 Hz, OH-2"0 , 5.29 O d, 1H, J = 3.32 Hz, OH
-3"0, 4.59-4.29 Om, 2H, CH, H-2"0 , 4.41-3.99 O'm, 2H, H-3", 4"0 , 3.563.52 [
m, 2H, H-5"0 , 1.94-1.92 Om, 24, 00000000, 1.71-1.50 Om, 44, 0000
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D000 O MS m/z 384 O M+HO *0 Anal .0 C;gHo5CINgO, 0.1CH,CI,0 C, H, NO
oooooan
ONS-03-00000000-2-000-5"-0-000000000000710000802,6
-0000-9-02,3-00-0000-5-0000-B-D-00000000-000061, 372mg
, 0.80mmol0 00 03-0000000000 .HCIO 1.34mmol, 360mg0 0 00000 OO
00000000000 00000D000D2%0MeOHOCH,ClL,LOODODDOODDOO00O000
00383 mg 00.72 mmol, 81 %0 , mp 84-860 O Ry 0.59 O 10% MeOHO CH,CI,0 O O O
O0O0ODOCH,COCH,O OO ODODOODO O™ NMR O DMSO-dgD & 8.89 O bs, 1H, NHO , 8.3
50s, 1H, H-80 , 7.73 O's, 1H, CCHCIO , 7.60 O d, 1H, J = 5.83 Hz, CCHCHCHO , 7
.33 0d, 1H, J = 6.12 Hz, CCHCHO , 7.12 O t, 1H, J = 7.55 Hz, CCHCHO , 5.82 O d,
1H, J = 5.15 Hz, H-1"0, 5.54 0 d.1H, J = 5.84 Hz, OH-2"0 , 5.30 O d, 1H, J = 5
.49 Hz, OH-3"0 , 4.61-4.51 O m, 3H, NHCH,, H-2"0 , 4.09-4.00 O m, 2H, H-3", 4°0
, 3.56-3.52 Om, 2H, H-5"0, 3.28 O's, 3H, OCHzO O MS m/z 532 O M+HO *O Anal.
0 C,gH16CINS0, 0.3 CH5COCHZO C, H, NO
oooooan
05°-0-000000000000720000A06-000-9-02,3-0-0-0000-5-0-
000-B-D-00000000-000062, 663mg, 1.70mmol0 00000000000
00000000000 00D000000000O000 5% MeOHO CH,ClL,0 0000 0 40
7 mg 0 1.38 mmol, 81%0 , mp 110-1120 O Ry 0.48 O 10%MeOHO CH,Cl,O OO O *H N
MR O DMSO-dgO 8 8.32 O's, 1H, H-80 , 8.14 O's, 1H, H-20 , 7.27 O bs, 2H, NH,O ,
5.89 O0d, 1H, J = 4.80 Hz, H-1"0, 5.49 Od, 1H, J = 5.84 Hz, OH-2"0 , 5.24 O d
, 1H, J = 5.15 Hz, OH-3"0, 4.54 O q, 1H, J = 5.14 Hz, H-2"0 , 4.15 O q, 1H, J
4.81 Hz, H-3"0, 4.00 O q, 1H, J = 4.46 Hz, H-4"0 , 3.58 O dq, 2H, J = 9.27 Hz,
J = 3.78 Hz, H-5"0, 3.47 q, 2H, J = 7.21 Hz, CH,0 , 1.12 O t, 3H, J = 7.20 Hz,
CHzO O MS m/z 296 O M+HO *O Anal.O C,,H,,NgO, 0.2 CH,CO C, H, N.
ON-000D0O00D0-5"-0-000000000000730000806-000-9-02,3-
0-0-0000-5-0-000-B-D-00000000-000062, 502mg, 1.26mmold O O
00000000000 041.8mmol, 187y LOODOO0ODOO0D0DO0O0O0O00O0O00O000
00000000 0S5%0 MeOHD CH,ClL,LO 0 000000000000 316 mg O 0.87 mmol
, 69%0 , mp 134 - 1360 0 Ry 0.49 0O O O O 10%0 MeOHO CH,CI,0 0 0 0 O O O O CH5CN
000000000 *HNMR ODMSO-dgO 8 8.31 Os, 1H, H-80 , 8.19 Os, 1H, H-20
, 7.72 0d, 1H, J = 7.55 Hz, NHO , 5.89 O d, 1H, J-5.15 Hz, H-1"0 , 5.55-5.25 [
m, 2H, OH-2", 3"0, 4.53 O t, 1H, J = 4.81 Hz, H-2"0, 4.15 O t, 1H, J = 2.40 Hz
, H-3"0, 4.01-3.96 Om, 1H, H-4"0 , 3.62-3.48 Om, 2H, H-5"0 , 3.46 O q, 2H, J
= 7.21 Hz, CH,CHgO , 1.99-1.82 Om, 2H, 00000000, 1.78-1.52 Om, 4H, O
0000000, 1.11 0t, 3H, J = 7.21 Hz, CHyO O MS m/z 364 O M+HO *O Anal.
0 C,,HosNg0, 0.6 CHZCNO  C, H, NO
oooooan
ONS-03-00000000-5"-0-0000000000007400008B06-000-9-
02,3-0-0-0000-5-0-000-B-D-00000000-000062, 367mg, 0.92mmol
00003-0000000000 .HCIO1.38mmol, 372mg0 0000000000000
00000000000 0000000000005%0 MeOHD CH,ClL,O 00 00 0 339 mg
0 0.66 mmol, 72%0 , mp 164-1660 O Ry 0.40 O 10%MeOHO CH,CI,0 OO0 0 OO O O CHg
CNOODODOOOODOO *H NMR ODMSO-dgO 8 8.45 O bs, 1H, NHO , 8.37 O's, 1H, H-8
0, 8.21 0s, 1H, H-20, 7.71 Os, 1H, CCHCIO , 7.57 O d, 1H, J = 7.90 Hz, CCHCH
CHO , 7.34 Od, 1H, J= 6.52 Hz, CCHCHO , 7.09 O t, 1H, J= =6.87 Hz, CCHCHO , 5.9
10d, 1H, J = 4.46 Hz, H-1"0, 5.53 O0d, 1H, J = 5.49 Hz, OH-2"0 , 5.27 O d, 1H
, J =4.80 Hz, OH-3"0 , 4.67-4.64 O m, 2H, NHCH,O , 4.56 O ¢, 1H, J = 4.81 Hz, H
-2"0, 4.17 Oq, 1H, J = 4.81 Hz, H-3"0, 4.00 O q, 1H, J = 4.12 Hz, H-4"0 , 3.6
0 Odg, 2H, J = 9.61 Hz, J = 3.43 Hz, H-5"0, 3.47 O q, 2H, J= 6.52 Hz, OCH,CH,
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0, 1.12 0t, 34, J = 6.52 Hz, CHyO O MS m/z 512 O M+HO *O0 Anal .C,gH,5INSO, O
.3 CH5CNO C, H, NO
Oooo0a0
02-000-5"-0-000000000000750000A02,6-0000-9-02,3-0-0-
0000-5-0-000-B-D-00000000-000063,656mg, 1.51mmol0 00 000
00000000000 00000D000D000D0S5%0 MeOHOCH,Cl,LOODDODOO0O0O0O
0000038 mg O1.18 mmol, 78%0 , mp 117-1190 O Ry 0.50 O 10%MeOHO CH,CI,0
00 O *HNMR ODMSO-dgO & 8.34 O's, 1H, H-80 , 7.83 O bs, 2H, NH,O , 5.81 Od
, 1H, J = 5.49 Hz, H-1"0 , 5.53 O d, 1H, J =5.83 Hz, OH-2"0 , 5.28 Od, 1H, J =
5.14 Hz, OH-3"0 , 4.49 O q, 1H, J = 4.81 Hz, H-2"0 ,4.13-4.01 O m, 1H, H-3"0 , 4
.01-3.99 Om, 1H, H-4"0 , 3.62-3.42 Om, 2H, H-5"0, 3.47 O q, 2H, J = 6.87 Hz,
OCH,O , 1.12 Ot, 3H, J = 6.87 Hz, CHO O MS m/z 330 O M+HO *O Anal.O C,.H,&C
INSO, 0.4 CH,CI,O C, H, N.
ONe-000D0000-2-000-5"-0-000000000000760000802,6-00
00-9-02,3-0-0-0000-5-0-000-B-D-00000000-0000 63, 505mg, 1
J6mmol0 0 0000000000000 1.74mmol, 172 LOOOOOOOO0OOOO0OO
000D00000D00000000000D00000 5% MeOHO CH,Cl,O0 00 OO0 323
mg 0 0.81 mmol, 70%0 , mp 114-1160 O Ry 0.55 O 10% MeOHO CH,ClL,O O O O IH NMR
0 DMSO- dg0 & 8.34 O's, 1H, H-80 , 8.32 O bs, 1H, NHO , 5.82 Od, 1H, J = 5.15
Hz, H-1"0 , 5.53 Od, 1H, J = 5.18 Hz, OH-2"0 , 5.29 O d, 1H, J = 5.15 Hz, OH-3
"0, 4.47-4.37 Om, 2H, CH, H-2"0 , 4.11-4.10 O m, 1H, H-3"0, 4.00 O q, 1H, J =
4.47 Hz, H-4"0 , 3.62-3.58 Om, 2H, H-5"0 , 3.47 Oq, 2H, J = 7.21 Hz, CH,CHO
, 2.00-1.83 Om, 2H, 00O0O0OOOO, 1.71-1.51 Om, 44, 0OO0ODOOO0DO, 1.12
Ot, 34, J = 7.21 Hz, CHgO O MS m/z 399 O M+HO * O Anal.O C,,H,,CINSO,0 C,
H, NO
oooooao
ON-03-00000000-2-000-5"-0-0000000000007700008B02,6
-0000-9-02,3-0-0-00005-0-000-B-D-00000000-0000 63,375mg
, 0.87mmol0 0 0030000000000 .HCIO 1.31mmol, 352mg0 0 000000 0 O
00000000000 00D0O00D000 5% MeOHOCH,Cl,LO DODOOODDOO0O0OO0O
0366 mg 0 0.67 mmol, 77%0 , mp 80-820 0 Ry 0.53 O 10% MeOHO CH,Cl,O OO O *H
NMR O DMSO-dgO & 8.97 O bs, 1H, NHO , 8.40 Os, 1H, H-80 , 7.74 Os, 1H, CCHC
I0, 7.60 0d, 1H, J = 6.87 Hz,CCHCHCHO , 7.35 O d, 1H, J = 8.24 Hz, CCHCHO , 7.
12 0t, 1H, J = 7.21 Hz,CCHCHO , 5.84 O d, 1H, J = 4.46 Hz, H-1"0 , 5.56 O d, 1H
, J =5.49 Hz, OH-2"0 , 5.30 O d, 1H, J-5.15 Hz, OH-3"0 , 4.60 O d, 2H, J = 4.46
Hz, NHCH,O , 4.51 Od, 1H, J = 5.15 Hz, H-2"0 , 4.14-4.11 Om, 1H, H-3"0 , 4.02
0q, 1H, J = 3.43 Hz, H-4"0, 3.63-3.58 O m, 2H, H-5"0, 3.49 O q, 2H, J = 6.52
Hz, CH,CHzO , 1.13 O t, 3H, J = 6.52 Hz, CHzO O MS m/z 546 O M+HO * O Anal.O
CyoH2,CHINGO, O 0.8 HCON O CHzO ,0 C, H, NO
Ooooo0aD0
ONe-000D0000-5"-0-0000000000000000780000A06-000-9
-02,3-0-0-0000-5-0-0000000-B-D-00000000-000064,334mg,
0.81mmol0 0 0000000000000 00O000000000O00O0 5% MeOHO CH,C
1,L00000D0000000004172 mg 0 0.56 mmol, 69%0 , mp 130-1320 0 0.49 O 1
0% MeOHD CH,Cl,0 O O O *H NMR O DMSO-dgd & 8.27 O's, 1H, H-80 , 8.14 O's, 1H,
H-20 , 7.28 O bs, 2H, NH,O0 , 5.87 Od, 1H, J = 4.80 Hz, H-1"0 , 5.50 O d, 1H, J
= 5.84 Hz, OH-2"0, 5.26 O0d, 1H, J = 5.49 Hz, OH-3"0 , 4.56 O ¢, 1H, J = 4.81
Hz, H-2"0 , 4.10 Oq, 1H, J = 4.47 Hz, H-3"0 , 3.99 O q, 1H, J = 3.78 Hz, H-4"0
, 3.67-3.59 Om, 2H, H-5"0 , 0.44-0.40 O m, 4H, OCH,CH,O O MS m/z 308 O M+HO *
0 Anal .0 C,5H,,NgO, 0.2 CH,CI,O C, H, NO
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oooooan
ON-000D0O00D0-5"-0-0000000000000000790000BO6-000-9
-02,3-0-0-0000-5-0-0000000-B-D-00000000-0000 640 273mg,
0.66mmol0 0 D 000000000000 1.00mmol09u ID000000000O000
0000000000000000 5% MeOHOCH,Cl,LO0 000D O00O000O000O0173
mg O 0.46 mmol, 70%0 , mp 126-1280 0 Ry 0.53 O 10% MeOHO CH,CI,0 00 0 00 O O
O0CHO0,00 00000000 *HNMR OMeODO s 8.17 O's, 1H, H-80 , 8.13 O's, 1H
, H-20 , 5.94 Od, 1H, J = 4.46 Hz, H-1"0 , 4.44 O t, 1H, J = 4.80 Hz, H-2"0 , 4
.18 O t, 1H, J = 5.15 Hz, H-3"0 , 4.11-4.06 O m, 1H,0 H-4"0 , 3.69 O q, 2H, J =
9.95 Hz, H-5"0, 3.24-3.19 Om, 1H, CHO , 2.11-1.82 Om, 2H, 0O 0OO0O00O00O, 1
.72-1.50 Om, 6H, 00000000, 0.48-0.39 O m, 4H, CH,CH,O O MS m/ z 376
OM+HO * O Anal.O C,gHoeNsO, 0 0.5 O C,HgO ,00 C, H, NO
Oooo0a0
ONS-03-00000000-5"-0-0000000000000000800000B06-0
00-9-02,3-0-0-0000-5-0-0000000-0-00000000-000064,196m
g, 0.48mmol0 0 0 O03-0000000000 .HCIOO0.72mmol, 193mg0 0 00000 0 O
00000000000000000000 5% MeOHOCH,ClL,LO OO DO OOOOO0O000
00186 mg 0 0.36 mmol, 74 %0 , mp 110-1120 O Rg0.49 O 10% MeOHO CH,Cl,O 0 O O
14 NMR O DMSO-dgOd & 8.43 O bs, 1H, NHO , 8.31 O's, 1H,H-80 , 8.21 O's, 1H, H-2
0, 7.710s, 1H, CCHCIO , 7.57 Od, 1H, J = 7.55 Hz,CCHCHCHO , 7.34 Od, 1H, J
7.89 Hz, CCHCHO , 7.09 O t, 1H, J = 7.90 Hz,CCHCHO , 5.89 O d, 1H, J = 5.15 Hz
, H-1"'0, 5.49 Od, 1H, J = 5.83 Hz, OH-2"0 , 5.27 Od, 1H, J = 5.15 Hz, OH-3"O
, 4.68-4.55 Om, 2H, NHCH2O , 4.57 O q, 1H, J = 5.49 Hz,H-2"0 , 4.11 Oq, 1H, J
= 4.46 Hz, H-3"0, 4.00 O q, 1H, J = 4.11 Hz, H-4"0 , 3.67-3.62 O m, 2H, H-5"0,
0.45-0.40 O m, 4H, CH,CH,O O MS m/z 524 O M+HO * O Anal.0 C24H,,INgO, 0.7 CH
sO0HO C, H, NO
oooooan
02-000-5"-0-0000000000000810000AD2,6-0000-9-02,3-0-0
-0000-5-0-0000000--D-00000000-000065, 649mg, 1.46mmol0 O
00000000000 00000000000000O00 5% MeOHO CH,ClL,LOO OO O
000000000379 mg 01.11 mmol, 76 %0 , mp 122-1240 0 Ry 0.32 O 10% MeOH
OCH,Cl,O0 OO O *H NMR O DMSO-dgd & 8.29 O's, 1H, H-80 , 7.83 O bs, 2H, NH,O ,
5.79 Od, 1H, J = 5.49 Hz, H-1"0, 5.52 Od, 1H,J = 6.18 Hz, OH-2"0 , 5.29 O d,
1H, J = 5.29 Hz, OH-3"0, 4.51 O q, 1H, J = 5.84 Hz, H-2"0 , 4.08-3.99 O m, 2H,
H-3", 40, 3.68-3.63 O m, 2H, H-5"0 , 0.45-0.41 O m, 4H, CH,CH,O O MS m/z 34
2 OM+HO * O Anal.D0 C,5H,CHINGO, O 0.8 HCON O CHgzO .0 C, H,NO
oooooan
ON-000D0O000-2-000-5"-0-0000000000000820000B02,6-0
000-9-02,3-0-0-0000-5-0-0000000-B-D-00000000-0000865
, 543mg, 122mmol0 0 0000000000000 1.83mmol, 180y 100000000 O
00000000000 000000000 5% MeOHOCH,ClL,LO OO DO OODOOO0O0O00
0 0400 mg 0 0.98 mmol, 80 %O , mp 104-1060 O Ry 0.51 O 10% MeOHO CH,CI,0 O O
OD000000CHO,0000000000 *HNMR ODMSO-dgd & 8.34 O bs, 1H, NHO ,
8.28 O's, 1H, H-80 , 5.81 Od, 1H, J = 5.15 Hz, H-1"0, 5.53 O d, 1H, J = 5.84
Hz, OH-2"0 , 5.29 Od, 1H, J = 5.15 Hz, OH-3"0 , 4.50 O q,1H, J = 5.15 Hz, H-2"
0, 4.50-4.47 Om, 1H, CHO , 4.09-3.99 O m, 2H, H-3", 40, 3.68 3.63 O m, 2H, H
-5"0, 1.94-1.89 Om, 2H, 0O0OOODOO0O, 1.71-1.50 Om, 44, DO OOOOOO,
0.46-0.41 O m, 4H, OCHCH,CH,O O MS m/z 410 O M+HO * O Anal.0 C,gH,,CINSO, O.
2 0 C,HgO ,00 C, H, NO
Ooooo0a0
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ONS-03-00000000-2-000-5"-0-0000000000000830000BO2
,6-0000-9-02,3-0-0-0000-5-0-0000000-B-D-00000000-00
00 65,483mg, 1.08mmol0 0 00 3-0 000000000 .HCIO 1.63mmol, 439mg0 O O
00000000000 000000000000000 5% MeOHO CH,Cl,bLO OO OO0
00000000435 mg 00.78 mmol, 72%0 , mp 94-960 O Ry 0.49 O 10% MeOHO CH.,
Cl,OODO O *H NMR O DMSO-dgd & 8.93 O t, 1H, J = 6.18 Hz, NHO , 8.33 O's, 1H,
H-80 , 7.73 O's, 1H, CCHCIO , 7.59 O d, 1H, J = 7.90 Hz, CCHCHCHO ,7.34 O d, 1H,
J = 7.55 Hz, CCHCHO , 7.11 O t, 1H, J = 7.55 Hz, CCHCHO , 5.82 O d, 1H,J = 5.14
Hz, H-1"0 , 5.54 Od, 1H, J = 5.84 Hz, OH-2"0 , 5.30 O d, 1H, J = 5.15 Hz, OH-3
"0, 4.61-4.48 O m, 3H, H-2", NHCH,O , 4.09-3.98 O m, 2H, H-3", 4"0 , 3.68-3.58
Om,2H, H-5"0, 0.45-0.41 Om, 4, DO O0D0O0O00O O MS m/z 559 O M+HHO * O An
al.0 CooHo,CHINGO, 0.5 H,00 C, H, NO
Oooo0a0
000066-83000000000000000
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Oo0ogao
FA4 WrEN
&8 ST BlHiShix® SR
66 CuHisNs04-0.5 HO . C4551% ‘C4546%
H5.56 % H5.94 %
N24.13 % N24.37%
67 CigHaNsO4 - 0.7 CHiCN C5527% C3508%
H6.69% H6.56
] N21.11% N2123%
68  Ci1gHaINsOs C4348% C43.82%
H4.05% H394%
N 14.08 % N13.74%
69 - CyHpCINsO4« 1.0 CHCl C3597% C3597%
H4.03 H421%
N1748 % N17.65%.
70 Ci1sHCIN=O4 - 0.1 CH,Ch C4928 % - 04965 %
H570% . H5.52%
N17.85% . N1338%
71  CisHsCIINsG4 - 03.CH;COCH; © C41.33 % CA4111 %
H3.82% H345%
N12.75% N13.00%
72 - CoHiNs04 - 0.2 CH:CL C46.92% C46.56 %
. ' H5.62 % ‘H5.90%
- N2243 % N 22.00% -
73 C17HasNs;04+ 0.6 CIECN C5633% C_.56.19,%
H6.96 % H6.89%
N20.21 % N20.24 %
74 CioHnNsO4- 0.3 CH:CN C4495% C4537%
‘H441% H4.60 %
. N14.18 % N13.94%
75  C1oH3sCIN:O4 - 0.4 CHCL, C40.94 % - C40.80%
. : H4.66% H5.03 %
: N 19.25% N19.29%
76  Ci7HaCIN:O4 C51329% C5165%
H6.08 % "H5.72%
. N17.60 % N17.85 %
77 CuoHnClINsO4 - 0.8 HCON(CH3): C42.53 % C42.89%
: , H444% H443%
_ N13.44 % N13.04%
78 C1aHpN;04 - 0.3 H:0 C48.56 % C 48.66 %
' ’ H5.82% H5.69%
i N21.78 % N21.53%
79  CiaHasNsOq- 0.5 (CoHs )0 C5823% - C 58.50 %
. H733% H687%
_ N 16.98 % N17.05 %
80 CaHnINsO4 - 0.7 CH:0H C45.55% C45.65%
' ' HA4.58% H438%
- N 12.83 % N 12.70 %
81  C;sHisCINsOy- 0.8 HCON(CH3): C46.21 % C46.21%
_ : - H544% H536%
' i : N 20.30 % N 20.20 %
82  CigHuCINsO4 - 0.2 (C:Hs)O C53.16% C53.08 %
"H6.17% H6.52%
‘ N1649% N 16.74 %
. 83 CaHnCIINO, - 0.5 Hz0 C4238% C42.46%
. o H391% H411%
N 12.36 % N12.26 %
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O0D0GaoD** 0000000000000 0A000000000O0O0O0%-3*0000
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Cl,/imMD 00D D0O0O0O00O0OO0O0OEDTADOODO0.01% 3-0[3-000000007-00
0O0000000-1-00000000000CHAPSO OO0 OO D50 10HEK2930 O O
0000100 30p g0 O25p 10 [*2°1] AB MECAD OO0 0 0.15nMO0 000 025p 10000
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randell0 O 0O 0O 0O 0O O O BrandellO GaithersburgD MDO O O OO OO0 D OO O O GF/BO
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