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O0D0D01.37g068%0 000000 IRDO0ODO DO 3395, 2940, 1680, 1590, 1505, 1455, 12
40, 1125cm~*; H NMRO CDCl5, 300MHzO 7.54-7.520 m,2HO , 7.340 O t,J=8.1Hz,1HO ,
7.100 dd,J=7.9, 2.2Hz,1HO , 6.480 s,2H0 , 6.080 s,1HO , 3.850 s.9HO , 3.300 t,J=
7.3Hz,2H0 , 3.020 t,J=7.7Hz,2H0 ; *3C NMRO CDCl5, 75MHz[ 200.0, 156.7, 153.6, 13
8.7, 137.4, 136.7, 130.3, 120.9, 115.0, 105.8, 61,3, 56.5, 41.0, 31.00
1-03-0000000000-3-03,4-00000000000000000-1-0009
o
3 -0000000-3,4-00000000000006000070000000000
OEtOAc/0 00 0000000000000 D0OD0ODDO04.10g041%0 000000 *H
NMRO CDCl5, 300MHzO 9.730 s,1HO , 7.430 d,J=7.8Hz,1HO , 7.34-7.290 m,2H0 , 7.02
0 dd,J=8.0Hz,1HO , 6.880 m,1HO , 6.800 d,J=7.9Hz,1HO , 6.710 d,J=7.9Hz,1HO , 5.9
60 s,2H0 , 3.260 t,J=7.6Hz,2H0 , 2.840 t,J=7.5Hz,2H0 ; *3C NMRO CDCl, 75MHzO 19
9.4, 158.0, 147.5, 145.7, 138.4, 135.4, 130.1, 121.5, 120.5, 119.3, 114.4, 109.2
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, 108.4, 101.0, 40.2, 29.70
1-03-Otert-0 0 00000000O0O0DO0COO0ODOO-8-03,4-0000000000
gooob-1-000 100
O ODMFO 10mLO O O 60% NaHO O OO DO O 279mg, 6.98mmolD O OO0 DD OOO0OOO0O
ooos-os,4-00000ooooo-1-03-00oooobboooboboobouo-1-bbO0O7v
OO02, 6.98mmol0 00 0000C0OC0OODODOOOOOOOOOOOODODDOOOOOO
Otert-00001.28mL, 7.33mmol0 0 0000000 DOCOBOO0O0OOODODOOOO
ooooboooooobOoooooooooosomlOooboOsomltODooocooooood
OCoOO0OONaCIDOOO2x50mO00D0O0OMSO,000000C00DDOOO00O00O0OOO
oooooo0oooDbDOoOooooDoo, 30% EtcAc/0 0D OO0 OODODOOOODDO?2.30
g0 82%0 O 0O O IRD OO 02980, 1750, 1685, 1590, 1515, 1260, 1155cm~*0 *H NMRO
CDCl5, 300MHzO 7.590 d,J=7.7Hz,1HO , 7.490 s,1HO , 7.390 O t,J=8.0Hz,1HO , 7.14
0 dd,J=8.2,2.6Hz,1H0 , 6.81-6.790 m,3HO , 4.580 s,2H0 ,3.890 s,3HO , 3.880 s,3H
0, 3.280 t,J=7.3Hz,2H0 ,3.020 t,J=7.8Hz,2HO , 1.510 s,9H0 ; *3C NMRO CDCl5, 75M
Hz[0 199.2, 168.0, 158.6, 149.3, 147.8, 138.7, 134.2, 130.1, 121.8, 120.6, 113.5,
112.2, 111.8, 108.1, 83.0, 66.1, 56.2, 41.1,30.2, 28.40
1-03-ODtert-0 000000000000 0DO00DO0O00O-=-8-03,4,5-000000000
goooob-=-1-000 110
1-03-0000b0o0o00o0o0-3-038,4,5-00000obooo0c0ooboboboogo-1-00080
gooi1oocooooboooooboooooobooooboocooobooooboOooo
, 30%-40% EtOAc/0 0 0 00D OODDODOOO0OOOO1.30g096%0 0 00000IRODODO
0 2955, 1750, 1684, 1590, 1455, 1230, 1150, 1125cm~*0 *H NMRO CDCl, 300MHzO 7.5
90 d,J=7.7Hz,1HO , 7.490 s,1HO , 7.390 O t,J=7.9Hz,1H0O , 7.140 dd,J=8.2,2.6Hz,1H
0o, 6.470 s,2H0 , 4.580 s,2H0O ,3.860 s,6HO , 3.840 s,3HO , 3.280 t,J=7.3Hz,2HO ,
3.010 t,J=7.8Hz,2HO , 1.500 s,9HO ; 13C NMRO CDCl5, 75MHz0O 199.1, 168.0, 158.5,
153.6, 138.6, 137.4, 136.8, 130.1, 121.8, 120.4, 113.6, 105.8, 83.0, 66.1, 61.2,
56.5, 41.0, 31.0, 28.40
1-03-0Otert-0 0000000000 DO0DOO0OO0O0ODDO-8-03,4-0000000000
gooooog-1-000 120
i1-03-0o0oooooooo-3-038,4-000000DO0OO0OO0O0ODODOO0OOO0-1-0009
gboobioooooobgobobobooooboboboboobooooobobobao
O, 20%-30% EtOAc/0 0 0 00O O0OO0OO0OD0ODDOOOO0OO0b5.04g089% 0000000 IROO
0 0 2980, 1750, 1685, 1490, 1445, 1245, 1155, 1040cm~*0 *H NMRO CDCl,, 300MHzO 7
.580 dd,J=6.7,1.1Hz,1HO , 7.480 s,1HO , 7.390 O t,J=8.0Hz,1HO , 7.17-7.130 m,1H
0O, 6.89-6.690 m,4HO , 5.940 s,2H0 ,4.580 s,2H0 , 3.250 t,J=7.8Hz,2HO , 2.990 t,
J=7.8Hz,2HO , 1.510 s,9HO ; *3C NMRO CDCl5, 75MHzO 199.0, 168.0, 158.5, 148.1, 1
46.3, 138.6, 135.4, 130.1, 121.8, 121.5, 120.6, 113.4, 109.3, 108.7, 101.2, 83.0
, 66.1, 41.1, 20.3, 28.40
ORO1-O03-Otert-0 0 00000000D00O00O0DO0O0O00O0-3-03,4-0000000
goooood-1-0000 130
gz2o001-03-Otert-0 000000000 D0O0OOODOODOO-3-03,4-000000
oooo0oo0ODOO0OO0-1-00010003.0g, 7-49mmol0 OTHFO SmLO OO OO O 200 O O +0
-B-00000D0DDOO000000D0D00OD0?2.99, 8.99mmold OTHFO 1OmMLOD O OO0 O O O

gbobooboooogobz20boboo48bbobobobooooobobobao
ooobooo2smbo0Oo00oooooooooboogosmObO0ooooooooooon

OCooO0OD0ODODOO0O0O0O0O0O0ooOoOoOOODODDDOOOO0OOOOCeliteb0DDODOOOOOO
oooooODbODOO0OO0O0O0O0O0OO0OOoOoOOODODDOOO0OO0DO0DO0O0OO0OD0OD, 30%-40% EtOAc/O O
OOoO00DDOO0O0O000002.72g0 90%0 O O O O Chiracel HPLC, 25% i-PrOH/0 O O
OO00%%ee: DO0DODOOO0OO0O0OOO0OOO044 400000000035.70001MIRODO0OO

3525, 2935, 1750, 1515, 1150cm~*0 *H NMRO CDCl;, 300MHzO 7.30-7.250 m,2HO , 6.99
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-6.730 m,5H0 , 4.680 m,1HO , 4.530 s,2H0 , 3.880 s,3H0 , 3.870 s,3HO , 2.72-2.63
0 m,2HO , 2.12-1.970 m,2HO ,1.500 s,9HO ; 13C NMRO CDCl5, 75MHz0O 168.4, 158.5, 1
49.3, 147.6, 146.9, 134.8, 130.0, 120.6, 119.5, 114.0, 112.6, 112.2, 111.7, 82.7
, /4.1, 66.1, 56.3, 56.2, 41.0, 32.0, 28.40

1RO -3-03,4,5-0 0000000000 -1-03-0tert-00000000O0DO0D0O00ODO
oodooooog-1-0000 140

0230 00000110 1.30g, 3.0mmolO O THFO SMLO O OO0 O+0-B-00 00O
Oooo0ODoODOO0OO001.64g, 5.1mmol0 00002300 THRFO 1OMmLO OO OO OO
oooooOooooobooooooboooobobooobobboooobooo
geomtO 0o oboobOoboO0oobDOobOobobooooboboboboo
oooDo.8emL, 9. 0mmolD 00O O0DODODOOOODOOOOOOODODDODOOO
u
O

u
O
N

2

OooO0OO0ODODOO0OO00O0O0O0O0oOoOOoOOD0ODDObSs0-100% EtOAC/O DD DODODOO
0O01.3g098%0 0 0O O OO Chiracel HPLC, 20% i-PrOH/0 O O O O DO 98.
1% ee: 000 D0DO0ODO0D0OD0O0D46.400000000040.0000*H NMRO CDCls, 30
OMHzO 7.280 t,J=7.8Hz,1HO , 6.960 m,2HO , 6.820 m,1HO , 6.410 s,2HO0 , 4.690 t,J=
6.2Hz,1HO , 4.520 s,2HO ,3.850 s,6HO0 , 3.830 s,3HO , 2.650 m,2HO , 2.050 m,2HO ,
1.500 s,9HO ; *3C NMRO CDCl5, 75MHzO 168.4, 158.6, 153.5, 146.8, 137.9, 136.6,
130.0, 119.5, 114.0, 112.7, 105.7, 82.8, 74.1, 66.0, 61.2, 56.5, 40.8, 32.8, 28.
40
ORO1-O03-Otert-0 000000000000 0O0O0O0O00O-3-03,4-0000000
gobooboooooog-=-1-0000 150
1-03-Otert-0 00 00O0O0OCOOODODOOOOODO-8-03,4-0000000000O
ooobOooo-1-00012000011B000000000CO000O0O0OO0OO0ODODOOOO
OoooooooooDooono, 20%-25% EtOAc/0 D0 DO O0DOO0DODOOOODDOS3.84
g0 9% 0 00000 IRD OO O 3440, 1750, 1490, 1440, 1245, 1150, 1040cm™*0 *H N
MRO CDCl5, 300MHzO 7.30-7.240 m,1HO , 6.98-6.930 m,2HO , 6.820 dd,J=8.2,2.5Hz,1H
0, 6.75-6.640 m,3H0O , 5.930 s,2HO0 , 4.67-4.630 m,1HO , 4.530 s,2H0 ,2.68-2.600
m,2H0 , 2.10-1.950 m,3HO , 1.510 s,9H0 ; 13C NMRO CDCl5, 75MHz0O 168.4, 158.5, 14
8.0, 146.9, 146.0, 136.0, 130.0, 121.5, 119.5, 114.1, 112.5, 109.3, 108.5, 101.1
, 82.7, 73.9, 66.1, 41.1, 32.1, 28.40
3 -ODtert-0000000000D00DO0O0O0O0DOODO0OBDO 160
OOONaHO O OO 60%0 00O, 1.47g, 36.7mmol0 O O ODMFO SOMLO OO OO OO OO 3
' -J00ooo0O0ODODD0O0O0000s5.0g, 36.7mmolD 00000 O0O0O0O0DOON,00 1000
gbobooooooboboboboooobuobU0oDbOtert-0000G6.23mL, 38.5m
mol0 00 O0O0O0QOOOO0ODOOO00O0O0O0O0O0ODoOz20000000TLCOOOODODDOO
Uoo0obOO0O0o0ooo0obODOO0oO0O0Ob00OO0ECAcO 25mLlO0 OO0 DO10OmLO 0O COOO0DOOOO
goobooooobooocoobooboobodoMmSo,0000ooooooboooooboobOog
O0000D020% EtOAc/0 0000000000 7.69083%0 000000 NMRO CDCl,
, 300MHz[ 7.60-7.140 m,4HO , 4.590 S,2HO0 , 2.600 s,3HO , 1.510 s,9HO ; *3C NMRO
CDCl;, 75MHzOJ 198.0, 168.0, 158.6, 138.9, 130.1, 122.3, 120.6, 113.5, 83.0, 66.1
, 28.4, 27.00
-03-00000-1-03-0tert-0 000000000 DO0O0OCOO0ODODOO-2-0000 -
-0 00170
0 EtOHO 65mLO O O 160 4.0g, 16mmol0 0 0000 D000 OO DO 1.89mL, 20mmold O O
gcoooooOo4.0me, 40mmolC 0000016000 00CCODODDOOOOOOOO
OCOoO0OD0ODDODO0OO0000000000O0OD0ODDDOOO0O30%-60% EEOACc/ O ODDODDOODOOOO
O
a
u
7

Ooo0ooooQgog|o
Oo0oo0oooogd
O oOoooao
O oOoooo

a
O
g
g
u
O

Ooooo0ooooodoil7oooOooTICOOOR O OOOCOOOOOODOOODOOO

Oo0ooooO0oboooooooOobOoobil7oOo01.73g0320 00000000
0 0 O *H NMRO CDCl5, 300MHzO 8.870 d,J=2.1Hz,1HO , 8.660 dd,J=4.8,1.5Hz,1HO
.970 d,J=7.9Hz,1HO , 7.800 d,J=16.7Hz,1H0O , 7.660 d,J=7.6Hz,1H0 , 7.600 d,J=1

O0O0OoOoog|e|w
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5.9Hz,1HO , 7.550 s,1HO , 7.460 t,J=7.8Hz,1HO , 7.380 dd,J=7.9, 4.8Hz,1HO , 7.20
0 dd,J=8.2, 2.6Hz,1HO , 4.620 s,2H0 , 1.520 s,9H0 ; *3C NMRO CDCl;, 75MHz0 189.7
, 175.0, 168.0, 158.7, 151.6, 150.5, 141.4, 139.5, 134.9, 131.0, 130.2, 124.2, 1
22.3, 120.6, 114.1, 83.1, 66.2, 28.40
1-03-ODtert-0 00 0000000000000 DO0O0O0-3-03-000000-2-000
0 -1-0 0 0 180
000000 4ml00 0160 2.0g, 8.0mmol0 03-00000000000000009%7m
g, 6.66mmol0 D 000000000 DO0O0OODDOO0OODDOOOODOOpH7ZOODODDOOO
0025mL0 O EtOAcO 50mL0 D0 000000000000 NaHCO,0 002 x 50mL0 00O
O00ONaCIDO D02 x25mO000000000000000OMgS0,000000000
000000000000 0000O0O0O0O0OO0OO0OOO, 50% EtCAc/0 00000000
000D01.47g059%0 0O 0O 00O IRO OO O 1730, 1650, 1560, 1240, 1150cm~10 1H NMRO
MeOH, 300MHzO 8.060 d,J=15.5Hz,1H0 , 7.94-7.910 m,1HO , 7.760 s,1HO , 7.620 dd,J
=6.7,1.1Hz,1HO , 7.52-7.420 m,4HO , 7.40-7.170 m,3HO , 4.610 s,2H0 , 1.420 s,9H
O ; 13C NMRO MeOH, 75MHzO 192.9, 170.5, 160.2, 142.4, 142.1, 139.8, 134.2, 131.3
, 127.2, 124.5, 123.0, 121.7, 120.7, 117.4, 115.3, 113.7, 84.0, 67.2, 28.70
3-03-00000-1-03-0tert-00000000000000000O00O0OO0O0O0O -1-
00 0190
EtOAcO 70mLO O O 170 1.70g, 5.0mmold O 10% Pd/CO 85mgd O O O O O O Parrd O 42psi
OHO001500000000000000Celitel 000000000000 ODOOOO
00000000000 050%-60% EtOAc/0 00000000 DODOOOO1.70g0 100%0
000000 NMRO CDCl5, 300MHzO 8.540 d,J=2.0Hz,1HO , 8.480 dd,J=4.8,1.5Hz,1H
0, 7.70-7.100 m, 6HO , 4.580 s,2H0 , 3.310 t,J=7.3Hz,2H0 , 3.090 t,J=7.4Hz,2HO
, 1.500 s,9H0 ; *3C NMRO CDCl5, 75MHzO 198.3, 168.0, 158.6, 150.4, 148.1, 138.4,
136.9, 136.4, 130.2, 123.7, 121.8, 120.7, 113.5, 83.0, 66.1, 40.2, 28.4, 27.50
1-03-Otert-0 00 0000000000000 0O0O0O0-3-03-0000000000-1
-0 0 0 200
1-03-0tert-0 000000000000 DOOOOOO-3-03-000000-2-000
0-1-0001800001900000000000000000O000DO0DODOO0OODO0
000, 20%-30% EtOAc/0 D0 0D D000 000 0468mgl 80%0 0000 OO IRD OO
0 1735, 1680, 1230, 1150cm~*0 *H NMRO MeOH, 300MHzO 7.60-7.550 m,2HO , 7.43-7.32
0 m,3HO , 7.16-6.990 m,4HO , 4.570 s,2HO0 , 3.39-3.320 obs t,2H0 , 3.160 t,J=7.2H
z,2HO , 1.470 s,9HO ; 13C NMRO MeOH, 75MHzO 202.5, 170.4, 160.0, 140.2, 138.6, 1
31.3, 129.0, 123.5, 122.9, 122.7, 121.5, 120.0, 119.7, 115.6, 114.6, 112.6, 84.0
, 67.1, 41.0, 28.7, 21.60
01RO -3-03-00000-1-03-0tert-0 0000000000000 0000O00OO0
00 -1-00 0 0 210

N,OOO230 00000 1901.70g, 4.98mmol0 O THFO 1OMLO 0O OO 0+0-B-000 O
OCo0o0ODDOO0OO0000000D038.29, 9.97mmol0 00 002300 THFD 20mLO0 00 0 OO

ooooboooooobooooobooooooobooooobobooooboboooobooo
gboooooioom0DooobobOoboooooboobobobooooobobonb

ocooooODOOO0O001.44mL, I5.0mmol0 00 000O0O0OOOOCOCCOODDOOOOOO
oooO0OD0ODDODOO0OO00O0O00O0O0OO0O0OD0ODODDDOO0ODO0DO0O00O0ODOS0-100% EtOAc/0 00 OO
000000000 D21.419082%0 00 O 0O O O Chiracel HPLC, 25% i-PrOH/0 0D O O O
097.5%w ee: 00 DO0DDODDDOO0DOD78.500000000052.1000 *H NMRO €DCI

3- 300MHzO 8.420 m,2HO , 7.55-6.800 m,6HO , 4.650 dd,J=7.8,5.1Hz,1H0 , 4.520 s,2

HO , 2.750 m,2HO , 2.050 m,2HO , 1.490 s,9HO ; *3C NMRO CDCl, 75MHzO 175.1, 168
-4, 158.6, 150.3, 147.7, 146.8, 137.5, 136.3, 130.0, 123.7, 119.4, 114.1, 112.5,
108.0, 82.8, 73.5, 66.0, 40.5, 29.5, 28.40

ORO1-O03-Otert-0 00000000000 00O0O0O0O0O-3-03-00000000
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00-1-00 0 0 220
1-03-Ctert-0 00 000D0O0OC0OO0ODDODOOOODOO-8-03-0000000000-1
00020000200 000000000C000D0O0OOCOO0OO0DDOOOODODODODOOO
O, 20%-30% EtOAc/0 0D 0 0D 00D 0000000000 D0O0O0OR28mgd 55%0 00 0000
Chiracel HPLC, 20% i-PrOH/0 D OO OO +95% ee:0 0 00 0OO0OO0OODODODOS4.2000
000D00050.70 00 IRO O OO 3410, 2930, 1735, 1455, 1230, 1150, 1080cm~10 1H
NMRO MeOH, 300MHzO 7.510 d,J=7.8Hz,1HO , 7.330d,J=8.1,1H0 , 7.250 O t,J=7.9,1H
0, 7.11-6.920 m,5HO , 6.82-6.780 m,1HO , 4.670 t,J=5.8Hz,1HO , 4.540 s,2HO , 2.
85-2.770 m,2HO , 2.18-2.060 m,2HO , 1.470 s,9HO ; 13C NMRO MeOH, 75MHzO 170.8, 1
59.9, 148.9, 138.6, 130.8, 129.2, 123.2, 122.6, 120.8, 119.9, 116.4, 114.9, 113.
7, 112.6, 83.8, 75.0, 67.0, 41.3, 28.7, 22.90
ooooooooooan
01RO -3-0000-1-03-003-00000000000000000-1-000002S
0-1-03,3-0000-1,2-000000000-2-00000000000000000
OO00o0o0ood2240
000000038mg, 1,0mmol0 OCHCL,O3MOOOOOO0OODOOOO0OOO?2s0-1-0
1,2-0000-3,3-000000000-2-0000000000023, 255mg, 1.0mmol,
Holt et al. J. Amer. Chem. Soc., 1993, 115, 9925-99380 0 00O O OO0OOOL-00
ooooooouoooDoooooooOooooDl,3-0000000D0Do0DoOO0OO0DO0aoODe
C, 247mg, 1.2mmol0 0 4-0 000 0D00COO-0000O ODMAP, 85mg, O.70mmold O O O
JJdoo0oodoo0ooDoooUooooO0UoUooDooUoUoDooDUO0OoUooDoODoOoUOUDoOoOOg
ooooooouooooooooDoooOo, 20 EtCAc/0 0 000D O O 1RO -3-00 O
0-1-03-903-tert-0 000 00COOO0ODODOOODODDOOOODOOOO-1-000
oo2so-1-03,3-0000-1,2-000000000-2-0000000000000065
24mg, 84%0 0000 0O0DO0DDO OO MH NMROCDCI;, 300MHzDO 0D 00000 O0ODOO
ooooooouooooooooo7.35-6.900 m,9HO , 5.800 t€,J=5.9Hz,1HO , 5.320 d
,J=5.0Hz,0.82H, 000D O0DODOO0OOODOODOa-HO , 4.800 br.s,1HO , 4.020 t,J=6.1Hz,
2HO , 3.40-3.250 m,sHO , 3.120 td,J=13.0, 3.3Hz,1HO , 2.600 m,2HO , 2.350 d,J=14
Hz,1HO , 2.280 m,1HO , 2.070 m,1HO , 1.960 t,J=6.3Hz,2HO , 1.80-1.6000 m,5HO , 1.
430 s,9HO , 1.220 s,3H0 , 1.200 s,3H0 , 0.880 t,J=7.4Hz,3HO ; 3C NMRO CDCl,, 75
MHZzZOOOOGOODOODOODODODOODOODODODOOOOR?208.2, 170.1, 167.6, 159.4, 156.4,
141.7, 141.3, 130.1, 128.9, 128.7, 126.5, 119.4, 114.7, 113.2, 113.0, 66.1, 57.1
, b1.7, 47.1, 44.5, 38.3, 32.9, 32.1, 30.0, 28.8, 26.8, 25.4, 24.9, 24.0, 23,8,
23.5, 21.6, 9.10
MSO FABO :0 M+NalO "645,0 M+HO *6230
OO0O00D0O0200mg, 0.32mmol0 O CH Cl,O5. om0 0 000000 OCOOO0O2.0mLOO
00000000 oDooDO0D00o00oD0oDOooDOo0DoDoo0Do0DoOooDoOooDOoisomlOD 0o Qo
0000000000000 000D0?240 203mg, 100%0 0 0 O O H NMRO CDCl5, 300MHz
ooooooouoooDooooooooooov7.90d br. s,3HO0 , 7.30-6.700 m,9HO , 5
.700 t,J=5.4Hz,1H0O , 5.230 d,J=4.8Hz,1HO , 4.010 m,2HO , 3.300 d,J=12.8Hz,1HO ,
3.130 m,3HO , 2.580 m,2HO , 2.40-2.000 m,4HO , 1.75-1.500 m,5HO , 1.350 m,2HO ,
1.130 s,3H0 , 1.120 s,3HO , 0.800 t,J=7.4Hz,3HO ; 13C NMRO CDCl;, 75MHzO O O O
ooooooooooooooooo208.4, 175.3, 175.2, 170.1, 167.8, 158.8, 142.
0, 141.2, 130.2, 128.9, 128.7, 126.5, 119.8, 114.6, 113.0, 108.0, 66.1, 51.8, 47
.1, 44.6, 38.6, 38.3, 32.8, 32.1, 27.3, 26.8, 25.3, 23.8, 23.4, 21.5, 9.00
HRMSO FABO :0 M+NaOd *0O 0O O 523.3172, 0O O 0O 523.31620
O01ROD-3-0000-1-03-000000000000000000000-1-000002
SO -1-03,3-0000-1,2-000000000-2-0000000000000 0250
O0000000342mg 1.0mmolO OCHCLLO MO OO OOOOO0OO0OOOOO0O0O2sO0-1-01
,2-0000-3,3-000000000-2-0000000000023, 255mg, 1.0mmol, H
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olt et al. J. Amer. Chem. Soc., 1993, 115, 9925-99380 0 0 00000 O0OL-000
oooooooooooooooDooooDl,3-00000000D0DOO0OO00DDoDooDbee,
247mg, 1.2mmol0 0 4-0 0 0000000 -00000DMAP, 85mg, O0.70mmol0 0 O O O
goddodbooodoooooooooooboooboob oo b oo b oo bobooooOood
JddoDoodoboOoooooooDoooo, 20% EtCAc/0 00D 00O O OIRO -3-00 00O -
1-03-Ctert-0 000 00O0O0OCOOODOOOODDO-1-0000O0O2S0O-1-0 3,3-0
gob-1,2-000bogdbbu0-2-000000000D00O0O0ODOA470mg, 82%U O 0O OO
00000000 NMRO CDCl;, 300MHzO O OO O OOOOOOOOOOCOOGBOOO7Y
.50-6.900 m,9HO , 5.930 t,J=6.0Hz,1HO , 5.460 d,J=3.4Hz,0.83H, OO OO0 0O0OO
0o00O0a-HO, 4.670 s,2H0 , 3.500 d,J=12.9Hz,1HO , 3.320 td,J=12.5, 3.0Hz,1HO ,
2.750 m,2HO , 2.530 d,J=13.6Hz,1HO , 2.410 m,1HO , 2.220 m,1HO , 2.97-2.710 m,6
HO , 1.620 s,9HO , 1.380 s,3HO , 1.350 s,3HO , 1.030 t,J=7.4Hz0O O *3C NMRO CDCI4
, /SMHzO O OOOoOoOoDOoOooooDoooooDoOooo?208.3, 175.0, 170.0, 168.0, 167
.5, 158.5, 141.7, 141.2, 130.2, 128.9, 128.7, 126.5, 120.2, 114.7, 113.6, 82.8,
66.1, 51.6, 47.1, 44.5, 38.2, 32.9, 32.0, 28.4, 26.8, 25.3, 24.0, 23.4, 21.6, 9.
20
HRMSO FABO :0O0 M+NaO *O O O 602.3094, O O O 602.30900
OO0Otert-0 000 00O O200mg, 0.34mmold O CH,Cl,O5.0mLO0 0000000000
e o A o e 310
mOOO00OO0O00000000000000000250177mg, 99%0 00 O O 1H NMRO CD
Clz, 300MHzO OO OOOOOOOOOOOOOODOOODO7.30-6.800 m,94H0 , 5.750 m,
1HO , 5.300 d,J=4.8Hz,1HO , 4.660 s,2H0 , 3.350 d,J=9.27Hz,1HO , 3.190 td,J=12.4
, 2.9Hz,1HO , 2.690 m,2HO , 2.390 d,J=16.2Hz,HO , 2.300 m,1HO , 2.100 m,1HO , 1.
90-1.600 m,6HO , 1.5000 m,1HO , 1.190 s,3HO , 1.170 s,3HO , 0.850 t,J=7,4Hz,3HO
0 13C NMRO CDCl;, 7SMHzO O OO OOO0OO0OO0OO0OO0OO0OOOCOOOCOOOODO?208.0, 172.3, 1
69.8, 167.9, 158.2, 142.2, 141.1, 130.2, 128.9, 128.7, 126.5, 120.3, 115.5, 111.
8, 65.5, 57.2, 52.0, 47.2, 44.6, 38.3, 33.0, 32.9, 32.1, 27.0, 25.3, 25.2, 23.9,
23.4, 21.5, 9.10 HRMSO FABO :0O M+NaO *O O O 546.2468, O O O 546.24610
01RO -3-03,4-0 000000000 -1-03-00000000000O00O00OO0O00O0004
00-1-000002s0-1-03,3-0000-1,2-000000000-2-00000000
0o0o0o0ooo2ed
ORO1-O3-OUtert-U 0000000 00O0OO0OOOOOOOO=-3-03,4-000000003
0000000 -1-00001300805mg, 2.0mmol0 OCHCIL,O4mMLO OO OO OOODOO
gooooo2so-1-01,2-0000-3,3-0000ddddouo-2-00000ooooad
0 23, 51img, 2.0mmol, Holt et al. J. Amer. Chem. Soc., 1993, 115, 9925-99380 []
O
O
0
0
O
0

oooooOodoL-obbOocoooboooobooOoooobobObooobob4-000DbDDOOO
OO0OO0OO0ODOODMAP, ImgD 0 1,3-0 000 0DO0OC0O0OO0DOOO0OODODCC, 413mg, 2mmol
oooooOooooobobooooboooooooooobDoOoooobDooOgoD2omed
ubooouobouobobooboooobooboboboobooobouoboboboobooo
, 25%-30% EtOAc/0 0 0 OO DOO0ODODO993mgd 780 D OO DODOODODODOOOOOOOIR
0 0O O 2940, 1735, 1645, 1515, 1455, 1225, 1150cm™t; *H NMRO CDCl;, 300MHzO 7.2
0-7.170 m,2HO , 6.91-6.690 m,5HO , 5.73-5.680 m,1HO , 5.240 br s,1HO , 4.460 s,2
RO , 3.790 s,3HO , 3.780 s,3HO , 3.290 br d,J=13.2Hz,1HO , 3.070 td,J=12.7, 3.0H
z,1HO , 2.52-2.440 m,2HO , 2.290 br d,J=13.6Hz,1HO , 2.20-2.130 m,1HO , 2.04-1.9
50 m,1HO , 1.71-1.510 m,7HO , 1.410 s,9H0 , 1.160 s,3HO , 1.140 s,3HO , 0.820 t,
J=7.4Hz,3HO ; *3C NMRO CDCl;, 75MHz0O 208.2, 170.1, 168.3, 167.6, 158.5, 149.3, 1
47.8, 141.8, 133.9, 130.1, 120.5, 120.3, 114.7, 113.7, 112.2, 111.7, 82.7, 66.2,
56.2, 51.7, 47.1, 44.6, 38.3, 32.9, 31.6, 28.8, 26.8, 25.3, 23.8, 23.5, 21.6, 9
.10
HRMSO FABO -0 M+NaO *0O O O 662.3305, O O O 662.33010
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OO0O0OOCtert-00 000000OA460mg, 0.72mmol0 O CH,CLL,O5.0mLO0 00000000
ooobOi1r.omOODODOCOOO0ODOOOOODODOOOODODOOOODODOOOODODOOOO
gisomlOD 0000000000000 O0OC0O00OCAOA0O0 260 420mg, 100%0 O O 0O O H NMR
OcDClz, 300MHzO O OO OOOOOCOOOCOOOOOO0OOOOSs.000br. s.1HO , 7.35-
6.700 m,7HO , 5.820 m,1HO , 5.330 d,J=4.5Hz,1H0O , 4.710 m,2HO , 3.890 s,3HO , 3.
870 s,3HO , 3.380 d,J=12.6Hz,1HO , 3.240 td,J=12.3, 2.7Hz,1HO , 2.600 m,2HO , 2.
45-2.050 m,3H0 , 1.700 m,6HO , 1.450 m,2H0 , 1.230 s,3H0O , 1.210 s,3HO , 0.890 t
,J=7_4Hz,3HO ; 13C NMRO CDClz, 7SMHzO O OO OOOOO0OO0OO0OO0OO0OO0O0O0OO0O0O0O0O020
8.0, 172.0, 169.8, 167.8, 158.2, 149.4, 147.8, 142.2, 133.7, 130.2, 129.4, 128.6
, 125.7, 120.6, 120.3, 115.5, 112.2, 111.8, 111.7, 108.2, 65.5, 56.3, 51.9, 47.2
, 44.6, 38.5, 32.9, 31.7, 28.4, 27.0, 25.3, 23.9, 23.4, 21.8, 21.5, 9.10

HRMSO FABO -0 M+NaO *0 O O 606.2679, O O O 606.26920

01RO -3-03,4,5-0 0 000000000-1-03-00000000000000000
go0ob-1-000002s0-1-03,3-0000-1,2-000000000-2-000000
gooooogga2ro

000002140 650mg, 1.5mmol0 O CH,CLL,OS5mO0 000000000000 2s0-1-01,
2-0000-3,3-000000000-2-0000000000023, 382mg, 1.5mmolO O
ocoooooo1,3-0000o0ooooooDooO0oO0O0gsromg, 1.8mmol0 0 4-00 000
ocooooDbOO0OO0128mg, 1.0mmolC OO0 DDOOOO0OOOOOCOOOODODDOOOOOO
gooobobooooobooooobooooooobooooobooboooobbooooboOooo

0O, 20%-30% EtOAc/0 0 0 OO O ODO1RO -3-03,4,5-0 000000000 -1-03-0 te
re-000o0o0o0ooooooooooboooo-12-00o0oo0ooba2so-1-03,3-0000-1,2-
ooobOoooob-2-000000000O0000O00Ov776mg, 780000000000
000 NMROCDCl3, 300MHzO OO 00000000000 O0ODOODOOOD 7.30-6.800
m,4HO , 6.370 s,2H0 , 5.820 t,J=6.1Hz,1HO , 5.330 d,J=5.2Hz,1HO , 4.540 s,2HO ,
3.850 s,6HO , 3.830 s,3HO0 , 3.380 d,J=12.6Hz,1HO , 3.160 td,J=12.8, 3.1Hz,1HO ,
2.600 m,2HO , 2.45-2.050 m,3HO0 , 1.700 m,6HO , 1.500 s,9H0O , 1.450 m,2HO , 1.25
0 s,3HO , 1.230 s,3H0 , 0.900 t,J=7.4Hz,3HO O *3C NMRO CDCl5, 75MHzO 0 O OO O
oooooooooboooooonz2o8.2, 175.1, 170.1, 168.2, 167.6, 158.5, 153.6, 1
41.7, 137.0, 130.1, 120.9, 120.2, 114.6, 113.7, 105.7, 82.7, 66.2, 61.2, 56.5, 5
1.7, 47.1, 44.6, 38.2, 32.9, 32.4, 28.4, 26.8, 25.3, 23.9, 23.5, 21.6, 9.10
OCOO0OD0tert-0 00 000O0ODO400mg, 0.60mmold O CHCIL,OS5.omO0 OO0 O00O0OO0O
goobi.omOODODOCOOO0ODOOOOODODOOOODODOOOODODOOOODODOOOO
gisomOD00o0o0ooo0oooodooooo0ooan27i 358mg, 98%0 O O 0O O TH NMR
OCDClz, 300MHzO O OO0 OO0OOO0OO0OOO0OOCOO0OCOCDOOCODOODO7.30-6.800 m,4H0 , 6.39
O s,2H0 , 5.820 m,1HO , 5.330 d,J=4.6Hz,1H0 , 4.700 m,2HO , 3.860 s,6HO , 3.840
s,3HO , 3.380 d,J=12.6Hz,1HO , 3.220 td,J=12.8, 3.1Hz,1HO , 2.600 m,2HO , 2.45-2
-050 m,3HO , 1.700 m,6HO , 1.450 m,2HO , 1.230 s,3H0O , 1.210 s,3HO0 , 0.890 t,J=7
.4Hz,3HO ; 13C NMRO CDCl;, 7SMHzO O OO OOOOOOOOCOOOCOOOOOOO?208.0,
175.0, 171.7, 169.8, 167.8, 158.2, 153.6, 142.1, 136.9, 130.2, 129.4, 128.6, 12
5.7, 120.3, 115.5, 111.8, 107.9, 105.8, 65.6, 61.2, 56.5, 52.0, 47.2, 44.6, 38.3
, 32.9, 32.5, 27.0, 25.3, 23.8, 23.4, 21.5, 9.10
MSO FABO :0 M+Nal *O 0O O 636.2785, 0O O O 636.27560
JrRO1-03-000000000000000D00000DO=-3-03,4-000000000
goob-1-000002s0-1-03,3-0000-1,2-000000000-2-000000
gooooo0gdagea2sno
ORO1-O03-ODtert-0000000CO0O0O0DOOOOODOOOO-3-03,4-0000000
g
u
O

00000000 0-1-00001500500mg, 1.29mmol0 O CH,CIL,O04mlO0 OO 00O O
ooooooooo2s0-1-01,2-0000-3,3-000000000-2-000000
000023, 330mg, 1.29mmol, Holt et al. J. Amer. Chem. Soc., 1993, 115, 9925-
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Qs U0 DoOO0oouoDbL-00o0bbOo0oooobooooooboobooooDbDobooOo4-0000
Uoo0ooOoOooooODbOODMAP, ImgD 0 1,3-00000000C0O0O00O0DOO0OO0OA0ODEC, 267m
g, 1.29mmol0000C0ODODODODOOO0OOOOOODOOODODDDOOOOODOOOODOODOODO
gbozomO0Doooogobobobooooobobobooboobooooobobobao
ocoooooOOO0OO0oO0oOoOooooooOooODbDDbOOOoOooOoooooooOD, 20%-30% EtOAc/
ooooooooossemgdedw OO OO0DODODOOOO0ODOOOIRODODOOR?2970, 1745, 17
00, 1640, 1490, 1440, 1245, 1150cm™*; *H NMRO CDCl,, 300MHzO 0 0 0D 000 O 0O O
ooooooooobov7.32-7.260 m,1HO , 6.99-6.840 m,6H0 , 5.930 s,2HO , 5.80-7
60 m,1HO , 5.330 d,J=4.9Hz,1HO , 4.550 s,2H0 , 3.380 br d,J=12.9Hz,1HO , 3.160 t
d,J=12.3, 3.1Hz,1HO , 2.63-2.500 m,2HO , 2.380 br d,J=13.7Hz,1HO , 2.26-2.160 m,
1HO , 2.09-2.040 m,1HO , 1.81-1.570 m,7HO , 1.510 s,9H0 , 1.260 s,3HO , 1.230 s,
3HO , 0.910 t,J=7.4Hz,3HO O 13C NMRO CDCl;, 7SMHzO O OO OOOOOCOOOOOO
ooooooz208.2, 170.0, 168.3, 167.6, 158.5, 148.1, 146.2, 141.7, 135.0, 130.1
, 121.5, 120.2, 114.9, 113.6, 109.2, 108.6, 101.2, 82.7, 66.2, 51.7, 47.1, 44.5,
38.3, 32.9, 31.6, 28.4, 26.8, 25.3, 23.8, 23.5, 21.6, 9.10
HRMSO FABO -0 M+NaO 0O O 0O 646.2992, 0O O O 646.30210
OOO0OD0Otert-0000000DO®625mg, 1.00mmol0 O CHCIL,O4.omOD OO0 O000O0O0O
gboblsmoboooooobooboboooooboobooboboooooboooboaodnn
gisomO00 0000000000000 O0O0O0OCOO0OCAO?280 483mg, 85%0 0 0O OO IR
0 00O 0O 3420, 2940, 1735, 1700, 1640, 1490, 1440, 1245, 1040cm~*; *H NMRO CDCIl,
3ooMHzO 0 DO O0O0OooODOoO0oOoobDOoOO0oO0o0oob0o0OO07.120 t,3=6.7Hz,1HO , 6.92-6.81
0 m,3HO , 6.68-6.520 m,3HO , 5.860 s,2H0O , 5.730 t,J=7.2Hz,1HO , 5.330 s,1HO , 4
.400 s,2H0O0 , 3.340 d,J=12.2Hz,1H0O , 3.190 t,J=12.0Hz,1HO , 2.54-2.460 m,2HO , 2.
340 d,J=12.6Hz,1HO , 2.24-2.000 m,2H0 , 1.73-1.320 m,7H0 , 1.180 s,3HO , 1.160 s
,3HO , 0.840 t,J=7.3Hz,3HO ; 3C NMRO CDClz, 7SMHzO O OO OOCOOOCOOCODOOO
ooo0O0o208.0, 169.9, 167.79, 158.3, 148.0, 146.2, 141.9, 135.0, 130.1, 121.
5, 109.1, 108.6, 107.2, 101.2, 77.0, 51.9, 47.0, 44.6, 38.6, 32.9, 31.8, 26.9, 2
5.3, 23.9, 23.3, 21.6, 9.10
01RO -3-03-00000-1-03-000000000000000D000000O0=-1-00
goo2s0o-1-03,3-0000-1,2-000000000-2-0000000000000
0 290
00000210 530mg, 1.54mmol0 O CHCLL,OSmLO0 OO0 O0O0O0O00O0O0O0O0O02s0O-1-01
2-0000-8,3-000000000-2-0000000000023, 393mg, 1.54mmold

ooobooooo0o1,3-000b0obobo0oooboo0on0obnOassimg, 1-8mmold O 4-000
OCoooODoODoOO0OO0O000132mg, 1.08mmol0 000 0O00O0CCOODDOOOOOOOO
oooobooooooboooooboooooooboobooooboboooobooboooobooo
Oooo00D, 20060% EtOAc/ 0 D DO OO ODIRO -3-03-00000 -1-03-0 tert-0 O
ooooooooooooooobobo-1-0boboboo0oo2sb-1-03,3-0000-1,2-000
000000-2-00000000000000860mg, 96D DD 0D ODODODODODOODO?
H NMRO CDCI5, 300MHzO 0 0 00 O0O0O0OOOODODOOOOOOODOS.460 m,2H0 , 7.50

-6.800 m,6HO , 5.800 t,J=6.1Hz,1HO , 5.320 d,J=5.0Hz,1HO , 4.540 s,2H0O , 3.380 d
,J=12.8Hz,1HO , 3.140 td,J=12.6, 3.0Hz,1HO , 2.600 m,2HO , 2.360 d,J=13.7Hz,1HO
, 2.250 m,1HO , 2.100 m,1HO , 1.750 m,4HO , 1.490 s,9H0O , 1.450 m,2HO , 1.240 s,
3HO , 1.220 s,3H0 , 0.900 t,J=7.4Hz,3H0 O *3C NMRO CDCl,, 75MHz0 00 00 00O O
ooooooooobooog208.2, 175.1, 170.0, 168.2, 167.7, 158.6, 150.2, 148.1
141.3, 136.6, 130.2, 123.8, 120.1, 115.0, 113.6, 107.9, 82.8, 66.1, 51.7, 47.1
, 44.6, 39.2, 37.8, 34.4, 33.0, 29.2, 28.4, 26.7, 25.3, 23.9, 23.5, 21.6, 21.4,
9.10

OCOO0OO0Otert-0 00 000O0ODO400mg, 0.69mmold O CHCI,OS5.omO0 00 O000O0O0O0O
goobi.omOO0ODODCOOO0ODODOOOOODODOOOODODOOOODOOOOODODOOOO
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ogisomb0o0oooooO0oo0o0oooooOoo00naoa290424mg, 96%0 0 0O 00O TH NMR
OcCDCl;, 300MHzO O OO OOOODOODOOOOOOOOOOOSs.750s,1H0, 8.670d,J
=10.4Hz,1HO , 8.230 t,J=5.6Hz,1HO , 7.790 dd,J=7.9, 5.6Hz,1HO , 7.35-6.750 m,4H
O, 5.800 t,J=6.1Hz,1HO , 5.250 d,J=5.0Hz,1HO0 , 4.750 m,2H0O , 3.350 d,J=13.2Hz,1
HO , 3.140 td,J=12.6, 3.0Hz,1HO , 2.750 m,2HO , 2.300 m,3HO , 1.700 m,6HO , 1.40
0O m,2HO , 1.220 s,6HO , 0.920 t,J=7.4Hz,3H0 ; *3C NMRO CDCl5, 75MHzO O O 0O OO
gboboooooobobob?208.3, 172.3, 169.9, 167.8, 158.6, 145.5, 142.5, 1
42.0, 139.8, 139.5, 130.6, 129.4, 128.6, 120.2, 117.1, 111.8, 65.2, 51.8, 47.1,
44.8, 36.7, 32.8, 28.4, 26.6, 25.2, 23.7, 21.4, 9.10
HRMSO FABO :0 M+NaO *0O O O 547.2420, O O O 547.24150
O1RO-3-03-000000-1-03-00000000000000D0D0000D00O -1-0
gooob2s0d-1-03,3-0000-1,2-000000000-2-000000000000
0 0 300
RO 1-O03-ODtert-0000000O0DO0ODOO0ODOODOODOOO=-8-03-000000080
OO0-1-000022000028000000000000tre-000000000O00O0O0
ocooooODODOO0OO0O0O0O0oOoooooOooODODDO, 30% EtOACc/D DD ODODODDOODODOOO
obo00492mgd 76%0 0O O 0O O 0O O IRO OO O 3410, 2970, 1735, 1700, 1635, 1455, 12
25, 1150cm~*; *H NMRO CDCl5, 300MHzO 8.040 br s,1HO , 7.530 d,J=7.8Hz,1HO , 7.37
0 d,J=8.0Hz,1HO , 7.30-7.110 m,3HO , 7.01-6.840 m,4HO , 5.91-5.860 m,1HO , 5.35
0d,J=4.8Hz,1H0 , 4.540 s,2H0 , 3.390 d,J=13.3Hz,1HO , 3.180 td,J=12.6, 3.0Hz,1H
0o, 2.87-2.740 m,2H0 , 2.41-2.180 m,3HO , 1.82-1.570 m,7HO , 1.500 s,9HO ,1.270
s,3HO0 , 1.240 s,3H0 , 0.920 t,J=7.4Hz,3H0 ; 13C NMRO CDCl5, 75MHz0O 208.3, 170.1,
168.3, 167.7, 158.5, 141.9, 136.8, 130.1, 127.7, 122.3, 121.8, 120.3, 119.6, 11
9.1, 115.4, 114.7, 113.7, 111.5, 82.7, 66.2, 51.7, 47.1, 44.5, 36.8, 32.9, 28.4,
26.9, 25.4, 24.0, 23.4, 21.6, 9.10
HRMSO FABO -0 M+NaO "0 0O 0 641.3203, 0O O O 641.31930
OOO0OD0Otert-0 00 0000DO1112mg, 0.18mmol0 O CH,CIL,O5.omO0 00000000
ooobir.omOODOOO0OO0ODOOOOODOOOODOOOODODODOODDOOO
gisomlO0 0000000000000 O0OCOOOOA0O0OS00 102mg, 100%0 O O 0O O TH NMR
OcbClz, 3ooMHZO OO O OOODOOODDOODDOODOOOODODOT7.90-6.700 m,10HO , 5.8
50 m,1HO , 5.350 m,1HO , 4.620 m,2HO , 3.400 m,1HO , 3.250 m,1HO , 2.800 m,2HO ,
2.40-2.050 m,3HO , 1.85-1.450 m,12H0O , 1.230 s,3HO ,1.210 s,3H0 , 0.880 t,J=7.4
Hz,3HO ; *3C NMRO CDCl5, 75MHzZO 00000000000 OOODOOOOOO208.0, 1
75.0, 169.8, 167.9, 158.2, 142.3, 130.2, 129.4, 128.6, 125.7, 122.5, 119.7, 119.
1, 115.3, 111.6, 108.0, 65.5, 52.0, 47.2, 44.6, 32.9, 27.0, 25.3, 23.9, 23.4, 21
.6, 9.10
HRMSO FABO :0 M+NaO *O O O 585.2577, O O O 585.25610

goboooan

oooo NN -O0003-03-001RO-1-002S0-03,3-0000-1,2-0000000
ooooboouo-2-00000bO0OO0O0-8-0000oo0obooOobocOoobbOboooboobooboogarn,
4-0 000000000000 310
ocoooooOoOoOoOos5.oml00C01,4-000000000194mg, 1.ommol0 00000
OoOoOO0ODODDOO0OO0O00O0Sb512mg, 2.0mmol0 000000000 DOO243mL, 3.0mmolOd O
gboboooooboboboboobobob0obobO0oO0obO0bODbOEtoAch 70mL
gcoOoosomOOO0O0O0OO0O0O0O0O0O0O0O0O0O0O00O0OAIM Na,CogO O O 0.5N HCIO OO0
oooboooooobONa,So,0 00000 ooool,4-00000000000D00000
0000000 144mg, 37%0 000000000 00 *H NMRO DMSO-d6, 300MHzO 7.340 s

,4HO , 4.100 s,4HO , 2.800 s,8HO O
240 102mg, O0.16emmold O CH,CI,02.0mO0O00O00O0O0O0O00O00O00O00OOO 31mg, 0.08
Ommold O EtgNO 67mL, O0.48mmol0 0 0 00 O0O0OCOODODDOOOOOOOOODOODODO
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gbooboooooobooboobobobooooboobobobooboooboobobobao
, 50-100% EtOAc/O0 D0 0000000000000 31060mg, 6290 0000000065
50 570 O *H NMRO CDCl5, 300MHzO 00 00000000000 DOOO0ODOOOON7.32-7.1
50 m,16HO , 6.950 d,J=7.7Hz,2HO , 6.830 s,2H0 , 6.740 m,2HO , 6.010 br. s,2HO ,
5.800 t,J=5.8Hz,2H0 , 5.320 d,J=4.9Hz,2HO , 3.980 t,J=5.7Hz,4HO , 3.520 s,4HO ,
3.50-3.300 m,6HO , 3.220 td,J=12.4, 2.6Hz,2HO , 2.670 m,4HO , 2.380 d,J=13.6Hz,2
HO , 2.300 m,2HO , 2.120 m,2H0 , 1.950 t,J=6.1Hz,4H0 , 1.85-1.600 m,10HO , 1.50
0 m,4HO ,1.230 s,6H0 , 1.210 s,6HO , 0.890 t,J=7.4Hz,6HO0 O *3C NMRO CDCl5, 75MHz
oooooooooobooooooboooooboe208.2, 208.0, 171.3, 170.1, 169.9, 167
.8, 159.2, 141.8, 141.6, 141.2, 134.4, 130.3, 130.1, 128.9, 128.7, 126.5, 119.3,
115.0, 114.7, 113.1, 112.8, 57.1, 51.7, 47.1, 44.5, 43.7, 39.3, 38.3, 38.2, 37.
8, 33.0, 32.8, 32.1, 29.3, 26.9, 25.3, 23.9, 23.5, 21.6, 21.4, 9.17, 9.130
MSO FABO :0 M+Nal *1225,0 M+HO *12030
goodb NN -ODO0D03-03-001R0O-1-00280-03,3-0000-1,2-0000000
oooooouo-2-0000o0oobOoo-8s-bbOboooobobooooboboboooobobooo
ogoooooas20
l1,4-000000000000D00DO0ODbO0OO0O0OO0ODO0ODbDO0ODbDO0ODbDOODbODODODbDODbDO
0320 54mg, 56%0 0D 000000000000 A440 460 O 1H NMRO CDCl5, 300MHzO 0O O
ocooooObOOO0OO0OO0oO0oO0ooooobooO0v7.35-6.850m,18H0 , 6.180 br. s,2H0 , 5.860
t,J=5.9Hz,2H0 , 5.390 d,J=4.9Hz,2H0O , 4.120 t,J=5.9Hz,4H0O , 3.60-3.400 m,6HO , 3
.280 td,J=12.6, 2.8Hz,2HO , 2.700 m,4HO , 2.470 d,J=13.8Hz,2HO0 , 2.350 m,2HO , 2
.30-2.000 m,12HO , 1.95-1.700 m,14H0 , 1.55-1.350 m,6HO , 1.300 s,6HO ,1.280 s,6
HO , 0.960 t,J=7.5Hz,6H0 ; *3C NMRO CDCl,, 75MHzO0 00 00000 O0DO0O0O0OOO0
gboobog208.3, 170.0, 167.8, 159.3, 141.8, 141.2, 130.2, 128.9, 128.7, 126.5,
119.4, 114.7, 113.0, 66.4, 51.7, 47.1, 44.5, 38.3, 37.7, 32.8, 32.1, 29.3, 28.7,
26.9, 25.8, 25.3, 23.9, 21.6, 9.10
MSO FABO :0 M+NaO *12050
oooo NN -O0D003-03-001RO-1-002s0-03,3-0000-1,2-0000000
oooooouo-2-000000DO0CO00-8-0O0C0CO0OO0O0DbOOO0OOO0OODODOOOO0ODbDOOO
ooo-2,6-000000000 330
l1.4-000000000000D00D00D=-2,6-000000000000D0O00O0O00OO0
OO00000000S3S3044mg, 540 000000000000 0e6006200 1H NMRO CDC
I;, 300MHzO OO OO ODODOOOOOOOODDOOOOOSs.340d,J=7.7Hz,2H0 , 8.000
t,J=7.7Hz,1HO , 7.990 br. s,2H,NHsO , 7.30-6.750 m,18H0O , 5.770 t,J3=5.7Hz,2HO ,
5.300 d,J=4.8Hz,2H0O , 4.020 m,4HO , 3.630 m,4HO , 3.350 d,J=12.7Hz,2HO , 3.200 t
d,J=12.7, 2.8Hz,2HO , 2.600 m,4HO , 2.360 d,J=13.3Hz,2H0 , 2.240 m,2HO , 2.050 m
,6HO , 1.80-1.650 m,10HO , 1.500 m,4HO , 1.200 s,6HO ,1.180 s,6HO , 0.850 t,J=7.
4Hz,6HO O *3C NMRO CDCl,, 75MHzO0 000000000000 O0ODOO0DOO OO 0O 208.2,
170.1, 167.7, 164.0, 159.3, 149.1, 142.0, 141.2, 139.3, 130.2, 128.9, 128.7, 126
.5, 125.4, 119.4, 115.1, 113.2, 107.9, 67.0, 57.1, 51.6, 47.1, 44.5, 38.3, 37.9,
32.8, 32.1, 29.6, 28.0, 26.9, 25.4, 23.9, 23.5, 21.6, 9.10
MSO FABO :0O M+NalO *1198,0 M+HO *11760
gooo NN -0003-03-001RO-1-002S0-03,3-0000-1,2-0000000
gobooboooo-2-00000000D0-8-000000DO0OO0O0OOOOOODODODO
0o00-3,5-000000000 340
l.4-00000000000O0COO0OO0DO-8,5-00000000D0OD0COOO0ODODOOOO
Oo0o0ooO0000038S4032mg, 3% 0000000000000 e620 640 0 1H NMRO CDC
I;, 300MHzO O OO OOOOOOOO0O0OO0O0O0O0O0O0O0O09.090d,J=1.8Hz,2HO , 8.420
d,J=1.9Hz,1HO , 7.30-6.800 m,20HO , 5.780 t,J=5.6Hz,2HO , 5.280 d,J=4.7Hz,2HO ,
4.120 t,J=5.6Hz,4H0O , 3.680 m,4HO , 3.360 d,J=13.0Hz,2H0O , 3.180 td,J=13.4, 3.4H
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z,2HO , 2.600 m,4HO , 2.350 d,J=13.2Hz,2H0O , 2.250 m,2HO , 2.050 m,6HO , 1.80-1.
650 m,10HO , 1.500 m,4HO , 1.180 s,6HO ,1.160 s,6H0 , 0.840 t,J=7.4Hz,6H0 ; 3C
NMRO CDCl5, 75MHzO 00 000 0O0O0O0OOOODODOOOOOOO?208.3, 170.1, 167.8,
165.2, 159.1, 150.9, 141.9, 141.3, 130.3, 130.2, 128.9, 128.7, 126.5, 119.5, 115
.0, 112.7, 107.9, 67.0, 51.7, 47.1, 44.5, 38.7, 38.2, 32.8, 32.1, 26.8, 25.3, 23
.9, 23.5, 21.5, 9.10 MSO FABO :0 M+NaO *1198,0 M+HO *11760

goodb NN -ODO0D03-03-001R0O-1-00280-03,3-0000-1,2-0000000
oooooouo-2-000000D0DO00-8-0bOO0O0O0O0ObOOOOO0DO0ODOOO0O0DbDDODON-
ooobooooobo-3,5-0000000000000a0a350
340 10mg, 8.5mmol0 0 OO O OO 1.0mLO OO O MelO 60mL, 10.2mmol0 0 00000 O
OoOO00ODDOO0OO000O0O0O0O0OO0OO0O0ODDOOTLCO 100% EtOACOC D ODDODOOOOOOOD
aseline0 00 00000O0O0DO0O0O0OOOCOOOOOOOOOOOOOOOOODOSS0O1
img, 1000 0000000000000 NMRODODOD-d6, 300MHizD OO OO0 OO0
Oooo0ODDOO0OO0000009.980 s,1HO , 9.620 s,2HO , 9.140 br. s,2HO0 , 7.20-6.7
o0 m,20HO , 5.830 t,J=5.2Hz,2H0 , 5.270 d,J=4.5Hz,2H0 , 4.750 s,3HO , 4.180 t,J=
6.4Hz,4H0O , 3.670 q,J=6.1Hz,4HO , 3.450 d,J=13.4Hz,2H0O , 3.250 m,2HO , 2.750 m,4
HO , 2.20-1.900 m,10HO , 1.750 m,10HO , 1.500 m,4HO , 1.210 s,6HO0 , 1.190 s,6HO
,0.850 t,J=7.5Hz,6H0 ; **>C NMRO O OO O -d6, 7SMHzO O 0D D0 DO O0DO0OOOOO
ooooooz208.7, 170.8, 168.2, 162.1, 160.6, 148.7, 143.3, 142.6, 130.8, 129.6
, 127.2, 119.8, 115.6, 113.9, 104.0, 77.8, 67.2, 52.5, 47.6, 45.3, 39.4, 38.1, 3
3.6, 32.8, 27.6, 26.1, 24.2, 23.8, 22.4, 9.50 MSO FABO : M*"11900

oooo NN -O0003-03-001RO-1-002S0-03,3-0000-1,2-0000000
ooooboooo-2-0000000CO0O-8-00C0CO0OO0O0DOOOOO0OODODOOOO0ODbDOOO
ogbo-1,3-000000000 360
240 106mg, 0.17mmol0 O CH,CI,O 2.0mLO O O O Et,NO 7AmL, O0.51mmol0 00 O OO -1,3
-JoooooooboobooO023mg, 0O.085SmmolD 0000 O0O0OOOOOCOODODDOOOOOO
gboboooooogobgoboboboooobobobobobooooobobobao
o000, 50 E®CAc/0 00 00D0DO0O0O00DO0DOO00DOS6d64mg, 61%0 000000
0 0 580 600 O *H NMRO CDCIl;, 30OMHzO O OO OCODOOCOOOOOOOOOOOODODS.3
90 d,J=6.3Hz,1HO , 8.030 dd,J=7.8, 1.6Hz,2HO , 7.570 td,J=7.9, 4.4Hz,1HO , 7.35-
6.800 m,18HO , 5.810 m,2HO , 5.500 m,2HO , 5.360 d,J=4.4Hz,2HO , 3.950 m,4HO , 3
.430 d,J=12.6Hz,2H0 , 3.220 m,6HO , 2.650 m,4HO , 2.430 d,J=13.6Hz,2HO , 2.300 m
2HO , 2.150 m,2HO , 1.950 m,4HO , 1.90-1.650 m,12HO , 1.500 m,4HO , 1.250 s,6H
,1.230 s,6H0 , 0.900 t,J=7.4Hz,6H0 O *3C NMRO CDCl5, 75MHzO 00 00000 OO
oooooooooon?2o8.5, 170.1, 167.8, 159.0, 142.1, 141.9, 141.3, 131.1, 13
.5, 130.1, 128.9, 128.7, 126.5, 125.8, 119.5, 114.8, 112.7, 65.7, 57.2, 51.8, 4
.1, 44.6, 41.2, 38.4, 32.9, 32.8, 32.1, 29.5, 26.8, 25.3, 23.9, 23.4, 21.6, 9.2
9.10 MSO FABO :0O M+Nal *12690
ood N,N -O0003-03-001RO-1-002S0-03,3-0000-1,2-0000000

ooobooo-2-00000000C0C-8-0000000O0COO0O0DOOOOODODODAGDS-
gbooboooo-1,3-000000000370
5-00000000001.81g, 10mmolO0O0 000 OO0O60mLO 0000 0O ONayCOz0 4.2
4g, 40mmol0 O O O 60mLO OO0 D D O O Boc 5,00 3.5mL, 15mmolD0 0 000000000
0oob0O1le000D0COO000O0DO0EtOAch 100mLO O O O O 10% KHSO,O O 100mLO O O
O0pHOOOOOODOOOODOODOODEOACO 2 x 100MLO O DO ODOOODDOOEL
cCAcCOOO0D0OO0OO0OOO0ODODCOOO0ODONaSO,000000000S-tert-00000O00O
ooooooooob-1,3-00000002.8g, 10090 0000
oooopDoDOO0O0422mg, 1.5mmol0 000 000O0O0OOQOCOODDODOO768mg, 3-.0mm
ol 0 0O0OO0OCCOODOD2oMO0O0O0O0O0O0OCOOODDOS364mML, 4.5mmolD O 00ODODOO
ooobooooobzc000boO0OO0c0oO0ob0obOOcO0oO0o0b0D0dnfdEtoAcO 150mLO O 0.5N H

~N O OO

Oo|a -
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closomlOOO0O0O0O0O0O0O0OO0OCOO0OOCOOO0OOOSomLO 0 10% NaHCOzO 2 x 50mLO O
ooobooooooboooONa,So,0 0000000 ooocooooocoooboodo
O, 70% EtOAc/0 0000000 ODOS-tert-0 00 0000COODDOOODOOO-1,3-
0000000000000 0000000193mg, 270 00000000000 *H NMR
O CDCl5, 300MHzO 8.500 s,1HO , 8.440 s,2HO , 6.910 s,1HO , 2.890 s,8H0O , 1.540 s
,9HO O
240 81mg, 0.127mmol0 O CH,CI,02.0m 0000000000 OO0OO0OODO 30mg, 0.06
4nmol0 0 0 OO0 OO OEENOS3mL, 0.38mmolD 000 0O0O00O0O00O0O0O0OO0OOOO
oooobooooooboooooboooooooboobooooboboooobooboooobooo
ooooooo, 50%-70% EtOAc/0 0 00D 000000000000 N-Boc-370 56mg, 68
%O OO0 O%H NMRO CDCl,, 300MHzOD 0 0000 O0O0O0O0D0DO0O0O0OO0ODODOOS.010
s,2HO , 7.930 s,1HO , 7.35-6.850 m,21HO , 5.830 t,J=6.0Hz,2H0 , 5.340 d,J=4.6Hz,
2HO , 4.140 t,3=5.2Hz,4H0 , 3.700 m,4HO , 3.420 d,J=12.8Hz,2HO , 3.220 t,J=10.2H
z,2HO , 2.650 m,4HO , 2.400 d,J=13.0Hz,2HO , 2.300 m,2HO , 2.150 m,6HO , 1.85-1.
650 m,10HO , 1.570 s,9H0O , 1.500 m,4HO ,1.250 s,6H0 , 1.230 s,6HO , 0.910 t,J=7.
4Hz,6HO ; *3C NMRO CDCl,, 75MHzO 00D 0 O0D0O0DOO0O0OD0OODOOODOOOOO208.4,
170.1, 167.8, 166.8, 159.3, 153.1, 141.7, 141.3, 139.9, 136.1, 130.1, 128.8, 128
.7, 126.5, 119.7, 119.4, 115.0, 112.8, 66.7, 51.7, 47.1, 44.5, 38.4, 38.2, 32.8,
32.1, 29.4, 28.7, 26.8, 25.3, 23.4, 21.5, 9.10
N-Boc-370 20mg, 0.016mmold O CH,Cl,O 4.OmLO 0D OO0 O0O0O0O0O0OO0O0O0OO0.8mLO0O
ooobooooooooooobooboboooobooooooooooDoomMDDoboOon
ooooo0ooo3rvoooooOooonOoOzomg, 960 000000000000 :TH NMR
OcbClz, 3o0oMHZO OO O OOOOOODDOOOOOOOODODOTvY.670 s,1H0 , 7.45-6.90
0O m,22H0 , 5.880 m,2HO , 5.400 t,J=4.6Hz,2H0 , 4.800 br. s,4HO , 4.200 m,4HO , 3
.750 m,4HO , 3.450 d,J=12.7Hz,2H0O , 3.320 m,2HO , 2.750 m,4HO , 2.50-2.300 m,4H
o, 2.200 m,6HO , 1.780 m,10H0O , 1.500 m,4HO , 1.320 m,6HO ,1.300 s,6HO , 0.980
t,J=7.4Hz,6H0O O
MSO FABO :0 M+HO T11900
oooo NN -O0003-03-001RO-1-002SO0-03,3-0000-1,2-0000000
uoooboboodo-2-0000000C0C0-8-000CO0O0O0DOOOOO0OODODOOOO0ODODOO
+ 0-2,6-0000000000380
5-00000b0Db00ooobobou0o+xD-2,6-0000000000000D0O0O00O0ODO
ooo0ooO00oo000000-Boc-38051mg, 540 00000000000 H NMRO cDCI 5,
oovHzO OO OoooooobOobobOooognDg7.35-6.500 m,20H0 , 5.840 t,J3=5
-8Hz,2HO , 5.45-5.200 m,4HO , 4.080 t,J=5.4Hz,4H0O , 3.55-3.300 m,6HO , 3.240 t,J
=12_.5Hz,2H0O , 2.700 m,4HDO , 2.420 d,J=13.0Hz,2H0O , 2.350 m,2HO , 2.200 m,2H0O , 2
-050 m,4HO , 2.00-1.650 m,14H0O , 1.5000 m,4HO , 1.470 s,18H0 ,1.280 s,6HO , 1.25
0 s,6HO , 0.940 t,J=7.4Hz,6H0 O *3C NMRO CDCl5, 75MHzO 00 0000000000
oooooogdo2o08.3, 170.1, 159.3, 141.8, 141.3, 130.1, 128.9, 128.7, 126.5, 1
19.3, 113.1, 80.4, 66.7, 51.7, 47.1, 44.5, 38.3, 32.8, 32.1, 29.5, 28.74, 28.72,
26.9, 25.3, 24.0, 23.4, 21.6, 9.10
0 -Boc-380 20mg, 0.014mmold O CHCl,O04.OmO OO O O0OO0OODOOO0OODOOO.8mLODO
ooobOooooboocoobooooooboooobooooooDbDobosomltDooboOon
oooob0Oooo3su-00000o0o00o0oo00ois.Omg, 940 00000000000
0O0% NMRO CDCl,, 300MHzO 0 000000000 D0O0D00O0DO0O0OODO7-.40-6-850m,
20HO , 5.850 m,2HO , 5.380 m,2HO , 4.050 m,6HO , 3.45-3.250 m,8HO , 2.700 m,4HO
, 2.450 m,2HO , 2.400 m,2HO , 2.200 m,2HO , 2.050 m,4HO , 1.95-1.600 m,14HO , 1.
500 m,4HO ,1.280 s,6H0 , 1.270 s,6H0 , 0.950 t,J=7.4Hz,6H0 O MSO FABO :0 M+HO ™1
1990
gooo NN -O0003-03-001RO-1-002S0-03,3-0000-1,2-0000000
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oooooouo-2-0000O0O0DbOOO0-8-0bOO0O0DO0O0obObODO0oOobODbDbOoOoOoobDoboDoo
ooobooooobobO-1,10-000000000390
2400 85mg, 0.13mmol0 O CH,CIL,LOOODODODOEL.NO D OO ODOOO0OO0O0ODOODOO0O
gboobooooooboobobobooobobobobobooobobobTCcOODOnD
ugbdoooooobouobobobooboooobuoboboboobooobouobobobaa
000 70%-80% EtOAc/0 0 OO0 OO DO 0O0O39040mg, 480 0 00 O00O0O0O000O00OO0 1
H NMRO CDCI5, 300MHzO 0 0 00 O0O0O0OOODODOOO0OO0O0O0O0O0O0DODO7.25-6.700 m,18HO
, 5.710 t,J=5.8Hz,2H0 , 5.250 d,J=4,7Hz,2H0 , 5.120 br. s.,2H0 , 4.150 t,J=4,4Hz
,4H0 , 3.950 t,J=5.9Hz,4HO , 3.600 t,J=4.8Hz,4HO , 3.570 s,4HO0 , 3.300 m,6HO , 3
.100 td,J=12.7, 3.0Hz,2HO , 2.500 m,4HO , 2.300 d,J=13.7Hz,2HO , 2.200 m,2HO , 2
-050 m,2HO , 1.920 t,J=6.2Hz,4HO , 1.75-1.500 m,10HO , 1.350 m,4HO , 1.160 s,6H
0, 1.130 s,6HO0 , 0.810 t,J=7.4Hz,6HO O *3C NMRO CDCl5, 7SMHzO O OO OO O0OOO
goooboooooooodg?208.2, 170.1, 167.6, 159.3, 159.9, 156.9, 141.7, 141.3,
130.1, 128.9, 128.7, 126.5, 119.4, 114.8, 113.2, 71.0, 70.1, 66.0, 64.3, 51.7, 4
7.1, 44.5, 39.2, 38.8, 38.3, 33.0, 32.9, 32.1, 29.9, 26.8, 25.4, 23.9, 23.8, 23.
5, 21.6, 9.10 MSO FABO :0 M+NaO *12690
gobodilod1l1,4-00000000ON,N -0002-03-001R0-1-00280-03,3-000
o-1,2-00000o0ob0coooboouo-2-00000bOoOO0OO0-8-O0O0O0OoO0obODObOOO
ooooOooooo0o0OoOaoaodon
0DO00D00250104mg, O.20mmol0 D00 O0O0O0O0OO02.omO000O0000D000O00O
oCooOoDoDDOOs56mg, 0.22mmolC 000 DO DO O48mL, O.60mmolD O OO DODOOOOOO
UoobOo0ooobOoocOoobobDOoOO0oO0O0DbDECACO 7OMLO O OO SOMLO OO ODOOOO
UoobOo0ooooobOOooooboooOooobobOoOogdNa,So,0 00000000 boooo
O1li5mg, 930 0 0D OO0 O0DODO0OO0OO0OOOODOOO0ODODOOOOOODODOODODODn?2.
omlOoJoogoooooooooooooooooooooo0oO0Q sme, 0.54mmolD O
001,4-000000000DMFD OO 0.32M, 288mL, 0.092mmolCD O OO DO OOOOO
gboobooooobooboboooTrcobooooobooboboboooobobonb
OEtOAcOSOmLO0 D0 D 2omlO 00 O00D0D0OO0O0O0O0OO0OO0OCOCOD0OOSNHIDOOOO
oooboooooobDOoONa,So,0000o0ooocoooooooooboooooooo, 70
% EtOAc/0 00 0O 000D 40042mg, 40%0 D 00D O0O0O0O0OO00O0O0OS5S906100 1H
NMRO CDCI5, 300MHzO OO0 OO O O0OCOOOCOOO0O0OO0O0O0O0O0DODOT7.25-6.700 m,22H0 ,
5.690 m,2HO , 5.220 d,J=4.8Hz,2H0 , 4.460 s,4HO , 4.430 d,J=3.9Hz,4HO , 3.270 d,
J=13.2Hz,2HO , 3.060 td,J=12.6, 2.6Hz,2HO , 2.500 m,4HO , 2.270 d,J=13.4Hz,2HO ,
2.160 m,2HO , 2.000 m,2H0 , 1.75-1.500 m,10HO , 1.350 m,4HO , 1.120 s,6HO , 1.1
00 s,6HO , 0.780 t,J=7.4Hz,6H0 O 13C NMRO COCl;, 7SMHzO O OO OOOOOOOOaO
oooooogao208.3, 170.0, 168.4, 168.3, 167.6, 157.7, 142.2, 142.1, 141.1, 1
37.6, 130.4, 128.9, 128.7, 128.5, 126.6, 120.6, 114.3, 113.8, 67.7, 57.0, 51.6,
47.1, 44.5, 43.0, 39.2, 38.4, 38.1, 32.9, 32.1, 32.0, 26.8, 25.3, 23.9, 23.5, 21
.6, 9.20 MSO FABO :0O M+NaO *1169,0 M+HO *11470
godfblio1,4-0003-0000000000000N,N -O0002-03-001R0O -1-0
g2sg -038,3-0bo0ob-1,2-000oboo0oooooboobobo-2-0b000b000000-=-3-0
gboboooooboobooboboooboobaohba4aln
l,4-0000000000O0DOC011,4-0003-00000000DOCOOOODOOOOO
ooodooiloooooooOooonO4i03smg, 53%0 00000000000 1H NMRO CDCIl 4
,0oMHzD OO OOoDOOoOOoOooooOoOoooDbOoO0oOgnv7.55-6.900m,20H0 , 5.930 t,J=
5.6Hz,2H0 , 5.460 d,J=4.8Hz,2HO , 4.630 s,4H0O , 3.70-3.500 m,6HO , 3.370 m,2HO ,
2.95-2.200 m,24H0O , 1.900 m,16HO , 1.600 m,4HO , 1.370 s,6HO , 1.350 s,6HO , 1.
030 t,J=7.5Hz,6H0 ; *3C NMRO CDCl5, 75MHz0 00 0000000000000 O00O0
0oQg208.2, 170.0, 168.4, 167.7, 158.0, 142.3, 141.1, 130.4, 128.9, 128.7, 126.6,
120.5, 115.0, 113.8, 107.9, 68.2, 51.6, 47.1, 44.5, 38.5, 32.9, 26.8, 25.3, 23.
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9, 23.5, 21.6, 9.10 MSO FABO :0 M+HO "12110
0do001203,3 -000O0O-N~~-OO0OCOOO0DOOOOON,N -O0002-03-001R0O-1-0
g2s0-03,3-0000-1,2-000000000000DO0O0-2-000000000 -3-0
gboboooooboobobobooboobohb4az20
1,4-00000000000D0C0S,3 -O0O0O-N~~ODOOOO0OODODOOOO0ODbODOOOO
ooodooO0oloocooooOoooOono42028mg, 480 00 000000000003 TH NMR
OcbClz, 3ooMHZO O OO OOODOOODDOODODDODO0OO0OO0OODODOT7.50-6.750m,20H0 , 5.7
60 t,J=5.8Hz,2H0O , 5.290 d,J=4.8Hz,2HO , 4.450 s,4HO , 3.350 m,6HO , 3.170 td,J=
12.6, 2.7Hz,2HO , 2.600 m,4HO , 2.350 m, 6HO , 2.250 m,2HO , 2.050 m,5HO , 1.70
0 m,14HO , 1.400 m,4HO , 1.200 s,6HO , 1.180 s,6HO , 0.860 t,J=7.5Hz,6HO ; *3C N
MRO CDCl;, 75MHzO O O OO OOOOOCOOOCOOOOOOOO?208.2, 170.0, 168.4, 1
67.7, 158.0, 142.2, 141.1, 130.4, 128.9, 128.7, 126.5, 120.3, 115.0, 114.6, 113.
7, 108.0, 67.9, 56.4, 51.6, 47.1, 44.5, 38.4, 33.0, 32.9, 32.1, 26.8, 25.3, 23.9
, 23.5, 21.6, 21.4, 9.10 MSO FABO :0 M+HO *1156,0 M+NaO *11780
gooiso1,5-00o0o0o0o0oooN,N -O00D02-03-001R0O-1-002s0-03,3-000
o-i1,2-000000C0cO0O0o0boot0o-2-000000000-8-00000DO0O0O00O0
gboboooooboboDb43d
l.4-0000000000O0DOCOC1,-0000000D0D00O0O0DOOOODI00000
oOoO0o0o0O0O43018mg, 30000000000 O000O0O0O 1H NMRO CDCl5, 300MHzO 0O O
oooooObODOO0OO0OO0O0O0OooOoooboOO0v7.40-7.000 m,18H0 , 6.800 br. s.,NHs2HO , 5.
850 m,2HO , 5.330 d,J=4.7Hz,2HO , 4.500 s,4HO , 3.370 m,6HO , 3.200 td,J=12.7, 2
.7Hz,2HO , 2.650 m,4HO , 2.380 d,J=13.4Hz,2H0 , 2.280 m,2H0O , 2.140 m,2HO , 1.90
-1.400 m,20H0 , 1.240 s,6HO , 1.220 s,6H0 , 0.900 t,J=7.4Hz,6H0 O *3C NMRO CDCl5
, SMHzO O DODOOOooOooooooboobobooboono?208.2, 170.0, 168.3, 167.7, 157
.8, 142.2, 141.2, 130.4, 128.9, 128.7, 126.5, 120.5, 114.2, 113.9, 67.8, 51.6, 4
7.1, 44.5, 39.2, 38.4, 32.9, 32.0, 29.6, 26.8, 25.4, 24.4, 23.9, 23.5, 21.6, 9.1
g
MSO FABO :0 M+NalO *11350
oobu4b1,5-0000-8-000000O00ON,N -O0002-038-001RrR0O-1-00 2S0O-03
,3-0ooo-1,2-000000000000DOO-2-000000000-8-000000
gboboooboooboobobobobb4sd
1.4-00000000000001,5-0000-3-000000000C000ANdrichOd O
ooooo0o0oooOowooooooooood4s8d23mg, 3 OO O0O0O0O0O000O0O0O0O0
0O *H NMRO CDCl5, 300MHzO OO0 0D O0D0DO0O0D00O0OD0O0OO0OOOODOOD 7.30-6.800 m,20
HO , 5.800 m,2HO , 5.300 d,J=4.9Hz,2HO , 4.480 s,4HO , 3,500 br. s,8H0 , 3.360 d
,J=13.6Hz,2H0 , 3.160 td,J=12.6, 2.7Hz,2HO , 2.600 m,4HO , 2.360 d,J=13.8Hz,2HO
, 2.260 m,2H0O , 2.100 m,2H0 , 1.80-1.600 m,10HO , 1.5000 m,4HO , 1.200 s,6HO , 1.
190 s,6HO , 0.870 t,J=7.5Hz,6H0 ; *3C NMRO CDCl,, 75MHz0 0 00000000 OO
ooooooooono?2o08.2, 170.0, 168.5, 167.7, 157.8, 142.2, 141.1, 130.4, 128.9,
128.7, 126.5, 120.5, 114.6, 113.7, 108.1, 69.9, 67.8, 51.6, 47.1, 44.5, 39.1, 3
8.4, 32.9, 32.0, 26.8, 25.3, 23.9, 23.5, 21.6, 21.4, 9.10 MSO FABO :0 M+NaO 113
70
gooisoi1,8-0000-8,6-0000000O00ON,N -O0002-03-001R0O-1-00 280
-03,3-0b00u0-1,2-0000000000O0O0O0D=-2-000000000-83-00000
ooooooooobooooboDbDObOOogs3o
l1.4-00000000000001,8-0000-3,6-00000000C0FIWkaD OO0 O0O
ooooo0o0ollooooooooooos30d23mg, 320 0000000000000 TH NM
ROCDCI5, 300MHzO O O OO0 O0OO0O0O0OO0O0O0O0O0O0O0OO0OO7.35-6.850m,20H0 , 5.
800 t,J=5.7Hz,2HO , 5.330 d,J=4.9Hz,2HO , 4.510 s,4HO , 3.600 br. s,12H0 , 3.40
0d,J=12.3Hz,2HO , 3.200 td,J=12.6, 2.8Hz,2HO , 2.650 m,4HO , 2.400 d,J=13.4Hz,2
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HO , 2.260 m,2H0 , 2.100 m,2HO , 1.90-1.600 m,10HO , 1.500 m,4HO , 1.250 s,6HO ,
1.220 s,6H0 , 0.900 t,J=7.4Hz,6H0 ; *3C NMRO CDCl5, 75MHz0 OO0 D0 0000000
oooooooooao208.2, 170.0, 168.4, 167.7, 157.8, 142.2, 141.1, 130.4, 128.
9, 128.7, 126.5, 120.5, 114.7, 113.6, 70.7, 70.1, 67.8, 51.6, 47.1, 44.5, 39.2,
38.4, 32.9, 32.0, 26.8, 25.3, 23.9, 23.5, 21.6, 21.4, 9.10 MSO FABO :0 M+NaO *11

810
ooo0ie01,12-0000-3,6,9-0000000000N,N -0002-03-001R0-1-
oo2s0-03,3-0000-1,2-00000000000000O0-2-000000000-3-
0000000000000 O0OOO0OOO0OO0OOS590
1,4-00000000000001,12-0000-3,6,9-00000000000Dietrich
, B.; Lehn, J.-M_; Sauvage, J.P.; Blanzat, J. Tetrahedron, 1973, 29, 16280 O [
doddo0o0O0oO0oO0O0O0O0O0O0dO0O0OdO0OdOdi10000000000059018mg, 24%0 0 O
00000000000 NMROCDCl,, 300MHzD0 00 000000000000 000
000 7.35-6.800 m,20H0 , 5.770 t,J=6.0Hz,2H0 , 5.300 d,J=4.9Hz,2HO , 4.480 s,4H
0, 3.600 m,16H0 , 3.350 d,J=13.5Hz,2H0O , 3.160 td,J=12.6, 2.9Hz,2HO , 2.650 m,4
HO , 2.370 d,J=13.6Hz,2H0O , 2.250 m,2HO , 2.050 m,2HO , 1.80-1.600 m,12HO , 1.50
O m,4HO , 1.210 s,6HO , 1.190 s,6HO , 0.870 t,J=7.4Hz,6H0 ; *3C NMRO CDClg, 75MH
z000o0oO0oO0oO0oO0O0DO0DO0DO0DO0O0OO0OOOOOOOR?208.2, 170.0, 168.4, 167.7, 157.8, 14
2.2, 141.1, 130.4, 128.9, 128.7, 126.5, 120.5, 114.7, 113.6, 108.0, 70.9, 70.7,
70.1, 67.8, 51.6, 47.1, 44.5, 39.2, 38.4, 32.9, 32.0, 26.8, 25.3, 23.9, 23.5, 21
.6, 9.10 MSO FABO :0 M+NaO 11250
ooodivoi,5-00000000ON,N -0002-03-001R0-1-002s0-03,3-000
0-1,2-00000000000000-2-000000000-8-03,4-0000000
000000000000 00O0O0O0O0OOon44d
oooOo2s00000200001,4-00000000000001,5-00000000
do0oO0oO0O0oO0oO0O0O0i1000000000044058mg, 4990 00000000000
O 1H NMRO CDCl,, 300MHzOD 00 000 O0OO0O0O0O0O0O0O0O0O0O00OO7.35-6.650m,16
HO , 5.790 m,2HO , 5.330 d,J=4.8Hz,2HO , 4.490 s,4HO , 3.870 s,6HO , 3.860 s,6H
0, 3.350 m,6HO , 3.200 m,2HO , 2.950 m,2HO , 2.600 m,4HO , 2.380 d,J=13.4Hz,2H
0, 2.280 m,2HO , 2.100 m,2HO , 1.90-1.400 m,20HO , 1.230 s,6HO , 1.220 s,6HO ,
0.900 t,J=7.4Hz,6H0 ; *3C NMRO CDCl, 75MHz0 00 00 0000000000000
0oaoz208.2, 170.0, 168.3, 168.2, 167.7, 157.8, 149.3, 147.8, 142.3, 133.8, 130.
4, 120.6, 114.2, 113.9, 112.2, 111.8, 108.0, 67.8, 56.3, 56.2, 51.6, 47.1, 44.5,
39.2, 38.6, 38.3, 32.9, 31.6, 29.6, 26.8, 25.3, 24.4, 23.8, 23.6, 9.10 MSO FAB
0 :0 M+NaO "12550
ooodi1801,5-0000-3-0000000N,N -0002-03-001R0O-1-00280-03
,3-0000-1,2-00000000000000-2-000000000-3-03,4-000
000000000000 00000000DO00000D0490
googo2s00000200001,4-00000000000001,5-0000-3-00
0000000000AdrichO0000000000010000000000049073mg,
6200 000000000000 NMROCDCI, 300MHzO 0000000000000
ooooooag7.35-6.650 m,16HO0 , 5.790 m,2HO , 5.330 d,J=4.8Hz,2H0 , 4.510 s,4H
0, 3.870 s,6HO0 , 3.860 s,6HO , 3.550 br.s,8H0 , 3.350 m,2HO0 , 3.200 m,2HO , 2.6
00 m,4HO , 2.380 d,J=13.4Hz,2H0 , 2.280 m,2HO , 2.100 m,2HO , 1.90-1.400 m,20HO
, 1.230 s,6H0 , 1.220 s,6H0 , 0.900 t,J=7.4Hz,6H0 O *3C NMRO CDClg, 75MHzO O O
ooooooOooOoOoOoOoOoOooooad2o08.2, 170.0, 168.5, 168.4, 167.7, 157.8, 14
9.3, 147.8, 142.3, 133.7, 130.4, 120.5, 114.6, 113.7, 112.2, 111.8, 69.9, 67.8,
56.3, 56.2, 51.6, 47.1, 44.5, 39.1, 38.6, 32.9, 31.6, 26.8, 25.3, 23.8, 23.6, 21
.6, 9.10 MSO FABO :0 M+NaO 12570
ooodi1901,8-0000-3,6-00000000N,N -0002-03-001R0O-1-00 280
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-03,3-0000-1,2-00000C000DODODOO0ODO-2-000000000-=-3-03,4-0
Oo000DDDOD00000000O0O0O0ODODDDOO0O0O0OOOaosan
0000200000200 001,4-00000000000001,8-0000-3,6-0
00000000 FkaD O0OOOOO0OO0DOOO01000000000006540 54mg, 49%0
000000000000 NMROCDCI,, 300MHZO OO DO OODDODOOODOOOOOO
oooov7.35-6.650 m,16H0 , 5.790 m,2HO0 , 5.330 d,J=4.8Hz,2HO , 4.500 s,4HO , 3.
870 s,6HO , 3.860 s,6HO , 3.590 br.s,12H0 , 3.350 m,2HO , 3.200 m,2HO , 2.600 m,
4HO , 2.380 d,J=13.4Hz,2H0O , 2.280 m,2HO , 2.100 m,2HO , 1.90-1.400 m,20HO , 1.2
30 s,6HO0 , 1.220 s,6HO0 , 0.900 t,J=7.4Hz,6HO ; *3C NMRO CDCl5, 75MHzO0 OO 0O O O
oooooooooooooooz08.2, 170.1, 168.4, 167.7, 157.8, 149.3, 147.8, 1
42_.3, 133.7, 130.4, 120.5, 114.7, 113.6, 112.2, 111.8, 70.6, 70.1, 67.8, 56.3, 5
6.2, 51.6, 47.1, 44.5, 39.2, 38.6, 32.9, 31.6, 26.8, 25.3, 23.8, 23.6, 21.6, 9.1
O
MSO FABO :0 M+NaO *13010
oopo2001,11-0000-3,6,9-0000000000N,N -O0002-03-00 1RO -1-
ooz2s0-03,3-0000-1,2-0000000000000O00QO-2-000000000-3-
03,4-00 0000000000000 00DDO0OO0O0OD0O0OOO0OO0Deod
oooo2000002600001,4-00000000000001,12-0000 -3,6,9-
O00OO00OO0OO0000D0daOoDietrich, B.; Lehn, J.-M.; Sauvage, J. P.; Blanzat, J. Tet
rahedron, 1973, 29, 16280 0 0 00000000000 OO0O0OO0OO0OOOO010000000
OD0DD0De0064mg, 500 0 000000000000 NMRO CDClg, 300MHzO O O O
ooooDoDoDOoOOoDOoDO0oOoOoooooOov7.35-6.650m,16HO , 5.790 m,2HO , 5.330 d,J=4.
8Hz,2HO , 4.500 s,4HO , 3.870 s,6HO , 3.860 s,6HO , 3.610 m,16HO , 3.380 m,2HO ,
3.200 m,2HO , 2.600 m,4HO , 2.380 m,2HO , 2.280 m,2HO , 2.100 m,2HO , 1.90-1.40
0 m,20HO , 1.230 s,6H0 , 1.220 s,6H0 , 0.900 t,J=7.4Hz,6H0 ; *3C NMRO CDCl,, 75M
HzOOOOOODODDODOODODOoOoooooooo?208.2, 170.1, 168.4, 167.7, 157.8, 1
49.3, 147.8, 142.3, 133.7, 130.4, 120.5, 114.7, 113.6, 112.2, 111.8, 108.0, 70.6
, 70.1, 67.8, 56.3, 56.2, 51.6, 47.1, 44.5, 39.2, 38.6, 32.9, 31.6, 26.8, 25.3,
23.8, 23.5, 21.6, 9.10 MSO FABO :0O M+NaO *13450
oo02101,5-00000000ON,N -0002-03-001R0O-1-002s0-03,3-000
0-1,2-0000000C000DO0OO0DO0-2-000000000-3-03,4,5-000000
Oo000DDDODO0ODO0000O0O0o0o0oOoOoOOoOODOO0OO0Oan4as50d
0o0oo002000002700001,4-00000000000001,5-00000000
0000000000100 00000000045033mg, 34%0 00000000000
O *H NMRO CDCl5, 300MHzO O O 0O *3C NMRO CDCl5, 75MHzO O 0 0 0O O O O MSO FABO :0
M+NaO *13150
0o00o2201,5-0000-3-0000000N,N -0002-03-001R0O-1-00 2S0O0-03
,3-0ooo-1,2-000000000O0O0OODO-2-0000000D0OD0O-=-3-03,4,5-00
Oo000DDDODO00000O00O0Qo0O0OO0ODDDODOO0O0O0OOooson
0o0o002000002700001,4-00000000000001,5-0000-3-00
O000000O0000AdrichD00000D0O00O0O0DO010000000000050041mg,
460 000000000000 NMRO CDCl, 300MHzO O O O *3C NMRO CDCl5, 75MHz
00000000 MSO FABO -0 M+Nal *13170
0o00o2301,8-0000-3,6-00000000N,N -0O0002-03-001RO-1-0 0 280
-03,3-00g0gf-1,2-0000QO0O0O00DODODOOO0-2-0000DOO00O0O-3-03,4,5-
0000000000000 0Q0O0O0ODD0ODODO0D00O0DO0O0o0o0ooOoOaoosso
oo0oo002000002700001,4-00000000000001,8-0000-3,6-0
00000000 FIkaD OO OOOO0OODOOO10000000000055037mg, 38%0
000000000000 NMRO CDCl, 300MHzO O O O *3C NMRO CDCl5, 75MHzO O O
0000 0MSOFABO -0 M+NaO *13610
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0o0o02401,11-0000-3,6,9-0000000000N,N -0002-03-001R0-1-
0O02s0-03,3-0000-1,2-00000000000000-2-000000000-3-
03,4,5-000000000000000000000O0O000DOOO0O00e10
oopopo2s00000200001,4-00000000000001,12-0000-3,6,9-
0000000000000 0O0OO0OO0OO0OO0D010000000000061027mg, 32%0 O
00000000000 NMRO CDCls, 300MHzO O O O *3C NMRO CDCl5, 75MHzO O 0O O
0 0 O O MSO FABO :0 M+NaO 14050

0002s501,5-00000000N,N -0002-03-001R0-1-002S0-03,3-000
0-1,2-0 0000000000000 -2-000000000-3-03,4-0000000
0000000000000 000000000O0Oo4ed

0000200000280 0001,4-00000000000001,5-00000000
000000000 D10000000000046042mg, 4240 00000000000
0 *H NMRO CDCl5, 300MHzO O O O *3C NMRO CDCl5, 75MHzO 0 O 0 O O O O MSO FABO :0
M+NaO *12230

goo2601,5-0000-3-0000000O0N,N -0002-03-001R0-1-00 280 -03
,3-0000-1,2-0 0000000000000 -2-000000000-3-03,4-000
0000000000000 000000000O0O0O0O0OOosid
0000200000280 0001,4-00000000000001,5-0000-3-00
0000000000 AdrichD00000O0O0O0OOO011000000000003510 39mg,
w0 000000000000 NMRO CDCl;, 300MHzO 0O O O *3C NMRO CDCl5, 75MHz
00000000 MSOFABD 0 M+Nad *12250
0oo2701,8-0000-3,6-00000000N,N -000O02-03-001R0-1-00 2SO0
-03,3-0000-1,2-00000000000000-2-000000000-3-03,4-0
0000000000000 0000O00O0DO0DO0DO0O0O0O0OOOnoaosen
DoO02000002800001,4-00000000000001,8-0000-3,6-0
O00O0OOOCOFIkaOOODODODOODODOOD100000000 000560 55mg, 47%0
00000000000 NMRO CDCl5, 300MHzO O O O *3C NMRO CDCl5, 75MHzO O O
0 0 0O O MSO FABO :0 M+NaO *12690

002801,11-0000-3,6,9-0000000000N,N -0002-03-001R0-1-
02s0-03,3-0000-1,2-00000000000000-2-000000000-3-
3,4-00000000000000000000000000000000e20
0Oo0o2s000002800001,4-00000000000001,12-0000 -3,6,9-
0000000000000 0000O0D0100000000000620 52mg, 42%0 O
00000000000 NMRO CDCl5, 300MHzO 0O O O *3C NMRO CDCl5, 75MHzO O O
0 00 O MSO FABO :0 M+NaO *13130
002901,5-00000000N,N -0002-03-001R0-1-002S0-03,3-000

-1,2-0 0000000000000 -2-000000000-3-03-00000000
000000000000 000A470
000250000020 0001,4-00000000000001,5-00000000
OO0000000D10000000000047064mg, 5840 00000000000
1H NMRO CDCl5, 300MHzO 0O O O *3C NMRO CDCl5, 75MHzO O 0 O 0O O O O MSO FABO :0J
M+NaOd *11370

0O0o3001,5-0000-3-0000000N,N -0002-03-001R0-1-00 280 -03
,3-0000-1,2-00000000000000-2-000000000-3-03-0000
o00o00o0000000000000O0s20

000020000020 0001,4-00000000000001,5-0000-3-00
0000000000 AdrichD000O0O0O0OCOOO011000000000003052052mg,
5590 000000000000 *H NMRO CDCl5, 300MHzO 0O O O *3C NMRO CDCl5, 75MHz
0000000 DOMSOFABO -0 M+Nad *11390
0oo3101,8-0000-3,6-00000000N,N -0002-03-001R0-1-00 2SO

OO0 oooooooooo|joooooo
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-03,3-000b-1,2-000o0D00O0O0DODOO0O0O0bO-2-000000000-3-03-00
oooboOooooobOocoooboooooboaosrd
oooo2000002000011,4-00000000000001,8-0000 -3,6-0
00000000 FIkaD OO0 OOOO0OO0DOOO10000000000057048mg, 47%0
000000000000 NMRO CDCl,, 300MHzO O 0 O 13¢c NMRO CDCl5, 75MHzO O O
0000 0MSOFABO 0 M+NaO *11830
gbod3201,11-0000-3,6,9-0000000000N,N -0002-03-00 1RO -1-
go2sob-03,3-0000-1,2-00000000000O0O00-2-0000000D00¢0 -3
O

g

g

u

O

0

O 0Ooo0oo0ooao

3-0000000000000D00D00000D00D00Jae30
Doo200000200001,4-00000000000001,11-0000 -3,6,9
0000000000000 00000D010000000000063058mg, 55%0 O
00000000000 NMRO CDCl5, 300MHzO O O O *3C NMRO CDCl,, 75MHzO O O
0 0O O 0O MSO FABO -0 M+Nald *12270
003301,8-0000-3,6-00000000N,N -0002-03-001R0 -1-0 0 280
-03,3-0000-1,2-0000000000000D0-2-000000000-3-03-00
0000000000000 D00000D000O00S80
0o0oO02k000003000001,4-00000000000001,8-0000-3,6-0
O000000O0Fkad 0000000000 10000000000058020mg, 20%0
0
0

00000000000 NMRO CDCl5, 300MHzO O O O *3C NMRO CDCl5, 75MHzO O O

0 0 0 0 MSO FABO :0 M+NaO "12590
000340000 o0bDO00OgN,N -O0002-03-001R0-1-002s0-038,3-0000-1
,2-000o0o0oo0ooooboouoob-2-000000000-3-038,4-0000000000
Uoob0OoOo0ooo0obOOoO0oob0ob0o0gnone4n
oooo20000026000011,4-00000000000000000000000
bo0ooO0ooO0ooO0obO0O0looboooO0oDOOoO0OnDOe4d 126mg, S0 000000000
0O O *H NMRO CDCl5, 300MHzO O 0O O *3C NMRO CDCl5, 75MHzO O O 0O O O O O MSO FABO :
0 M+NaO "12130
00o03s0000o0b0D00OoN,N -O0002-03-001R0O0-1-002S0-03,3-0000-1
,2-000o0o0oo0oooboobouooob-2-000000000-3-03-0000000000
UoobOoo0ooooDbO0OOgaoesno
oooo2000002000011,4-00000000000000000000000O0
Oo0dooo0o0DooO0oooOowoooooooO0oooesd7omg, 4290000000000
0 O *H NMRO CDCl5, 300MHzO O 0O O *3C NMRO CDCl5, 75MHzO O O 0O O O O O MSO FABO :
0 M+HO *10730
OO0O0360ON,N -ODO00O0O0O0O0D0O0O0O0O0O0ON,N -O0002-03-001R0O-1-00 2s0O0-0
3, 3-0ob-1,2-00000CO0O00DOOOO0OO0O0-2-000000000-3-038,4-00
gbobooooobooboboboooboobobobonDDoesed
Doooz200000200001,4-0000000000000N,N -ODODO0OOO
oodooo0o0ooo0oO0oooOoooOooooo0o00oo0o0odaoneed1lsmg, 550000000
00000 %H NMRO CDCl5, 300MHzO 0O O O *3C NMRO CDCl,, 75MHzO O 0 0O 0O 0O O O MSO
FABO -0 M+Nad *12410
O0o037ON,N -ODDOOOO0OO0DO0OO0OOOON,N -O000D02-03-001R0O-1-00 2s0O0-0
3,3-00ob-1,2-00000C000O0O0OO0OO0O0O0-2-000000000-3-03-000
gboboooooboboboboobgoboery
ooooz200000200001,4-0000000000000N,N -ODODOOOO
oodooo0o0oooO0oooOoooOoloooo0ooooooserd7omg, 3790 000000
00000 NMRO CDCl5, 300MHzO O O O *3C NMRO CDCl,, 75MHzO O 0 0O 0O O O O MSO
FABO :0 M+HO 11010
googoaooinno
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0 oo (8] [s]
"\n’H o
<O
78
goodonoao
Oo2s0-1-03,3-0000-1,2-0000~4-000000000-2-0000000000O 40
O00g7id

Oo0O00ODDO0OO0000000O0D.A. Holt et al., J. Amer. Chem. Soc., 1993, 115, 99
25-99380 0 0 0 0O0O0bOOOoOoOooOooDoOoOnod

'H NMR (CDCl3) d 5.25 (dist d, J=5.2 Hz, 1H), 3.78 (s, 3H), 3.59-3.71 (m. 2H), 3.49 (br d

J=13.8 Hz, 1H), 3.37 (t, ]=6.4 Hz, 1H), 3.18 (td, J=12.9, 3.3 Hz, 1H), 2.32 (br d, ]=14.0 Hz
1H), 1.25-1.80 (m, 5H), 1.23 (s, 6H), MS (DCI/Nal) m/z 289 (M+NHy). 272 (M+H).
o280 -1-03,3-0000-1,2-0000-4-02-0000000000000000003

gooobo-2-00000000000000 720
og2s0-1-03,3-0000-1,2-0000-4-0000000C0C0-2-00000000000 50
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ooo, 710 1.80g, 6.6mmol0 ON,N -O0000O00OO0OD0OODOOOOODZL1.03g, 8.0mmolO
02-0 0000000000000 0O0O0O0O00ODO0ODO21.33g, 8.ommolO D ODOODOODOAO
go26mO00000b00o00odz1. 5000000 00ooooooobobooooOoad
gododdodoooooooobooboobooboO10:100ee:l00OOUODOOO
gobobogdz.e0g0 000000 D0DOO0OO

1H NMR (CDClI3) d 5.22 (br d, J=5.1 Hz, 1H), 4.62 (s, 2H), 3.73 (s, 3H), 3.19-3.71 (m, SH),
3.14 (td, J=13.3, 3.4 Hz, 1H), 2.28 (br d, ]=14.0 Hz, 1H), 1.18-1.77 (m, S5H), 1.30 (s, 3H),
1.27 (s, 3H), 0.84-0.94 (m, 2H), 0.00 (s, 9H). MS (FAB+/Nal) m/z.

0g2s0-1-03,3-0000-1,2-0000-4-02-000000000000000000
gooobo-2-00000000000730

g2s0-1-03,3-0000-1,2-0000-4-02-00000000000000000OO
booboo0o-2-0000000000000, 720 2.50g, 6.2mmol0 0 INOOOOODOO
O
O
O

om0 oooDoooobomO0obDOoOooooDo300oooooooobooon

ocoooOOO0OO0OIINHROMIODOOOOODODDOOOOOOOOODOOODODDODOOOOO

oooooOoooobOooooboocooobooOooOooboooobz2.11g0 0000
gboooooooobobobo

IH NMR (CDCl3) d 10.25 (br s, 1H), 5.27 (d,]=4.9 Hz, 1H), 4.61 (s, 2H), 3.68 (dist. t,
}=9.4,9.9 Hz, 1H), 3.49-3.60 (m, 4H), 3.11-3.20 (m, 1H), 2.31 (br d, ]=13.7 Hz, 1H), 1.36-
1.79 (m, 5H), 1.29 (s, 3H), 1.27 (5, 3H), 0.91 (td, ]=8.4, 3.0 Hz, 2H), 0.00 (s, 9H). 13C
NMR (CDCI3) d 207.5, 176.9, 168.7, 96.4, 75.0, 66.6, 52.3, 48.8, 45.3, 27.7, 26.2, 23.9 (2 C),
22.6,19.5, 0.00. MS (FAB") m/z 386 (M-H),

1RO -1,3-0 0000 -1-00000280 -1-03,3-0000-1,2-0000-4-02-00
go0oooooooooooooboouooo-2-00000000000000 740
gooooooiomltOOOO2s0O-1-03,3-0000-1,2-0000-4-02-000003
boooooooOoooooooOoobo-2-0000000000, 730 1.00g, 2.6mmol
O001RO-1,3-00000-1-00000000.72g, 3.4mmol0 000 O0ONN-O000O00O0
00o0oo0oo0oo0ooDooDOooo.70g, 3. 4mmol0 00 04-000000000DO0OOO0.22g, 1
SBmmol0 0000000000 DODODODDOODOODODOOOOOO1I7Z0000000000OO0
0o0oooooboobob o000 ooooooDooboDooDoboooooOoao
gobboobooobuoobobuoobobos:1lggoDbouobbuoobboOol1.33gogao
ooooooooao

1H NMR (CDCl3) d 7.14-7.32 (m, 10H), 5.27-5.47 (m, 1H), 5.08 (br d, ]=5.2 Hz, 1H), 4.59
(AB q,JAB=6.8 Hz, 2H), 3.66 (dd, [=9.2, 8.6 Hz, 1H), 3.48-3.62 (m, 3H), 3.33 (brd, J=13.1

Hz, 1H), 2.70-2.92 (m, 5H), 2.00 (brd, J=11.5 Hz, 1H), 1.21-1.49 (m, 5H), 1.27 {s. 3H), 1.25
(s, 3H), 0.86-0.95 (i, 2H), 0.00 and -0.02 (2xs, 9H),

O Oooololo

MSO FAB*/Nall m/z 6040 M+Nal O 0 O O O O Ca5H,NSiOgO O O O O M+NaO O O O, 604.
3070; 0 O 0O, 604.30730

0iRO0-1,3-00000-1-000002580 -1-03,3-0000-1,2-0000-4-0000
gboobogo-2-00000000000000 750
OiRO-1,3-0000C0C-1-00000280-1-038,3-0000-1,2-0000-4-02-00
ocoooooooooooooooooooo-2-000000000000O0, 7400.7
5g, 1.3mmoll O 48wty HFO O.5mLO0 D OO0 OO0 0DOO2mO000000D00OO0OO000O
oooiowoooooooooboooooooooooboooooobooooooboobooo
ooooooooobooooobooooooobooooobooooobooooobooo
ooooo0oO0ooooooooooooooon0o4:1002:1000 0000 750 0.45g0
gbooooooboobao
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TH NMR (CDCI3) d 7.10-7.27 (m, 10H), 5.38-5.47 (m, 1H), 5.04 (br d, J=5.3 Hz, 1H), 3.47-
3-621 (m, 3H), 3.29 (br d, J=13.9 Hz, 1H), 2.67-2.93 (m, 5H), 2.00 (br d, ]=12.8 Hz, 1H)
1.17-1.57 {m, 5H), 1.15 (s, 3H), 1.14 (s, 3H). MS (FAB*+/Nal) m/z 474 (M+Na).
O0000C,sH35NOs0 00O 00M+NalD O 00O, 474.2256; 0O 0O 0O, 474.22730
01RO -1,3-0 0000 -1-000002sS0-1-03,3-0000-1,2-0000 -4-01-00
0000000000000 000000000-2-00000000000000 760
01RO -1,3-00000-1-00000280-1-03,3-0000-1,2-0000-4-00003
ooo0d00-2-0000000000000, 750223mg, 0.49mmol0 000000000
BnLO D ODOONN-ODDODOD0DDODOO0OOoDDOOoooo.8mLO OO ON,N -O00D0O0O0O0
000000000380 0000000000006600000000000000
goooooobooib bbb ooooooobooDbobboobooo
goz28omg0 000000 O0DODO0OO0OO0DDODOO0OOoDDODOOOO

H NMR (C¢Dé) d 7.11-7.32 (m, 10H), 5.56-5.65 (m, 1H), 5.36 (br d, J=5.1 Hz, 1H), 4.51
(d,J=10.5 Hz, 1H), 4.17 (d, J=10.5 Hz, 1H), 3.52 (br d, J=13.4 Hz, 1H), 2.71-3.11 {m, 5EL),
1.99 (br d, J=14.4 Hz, 1H), 1.70 (br s, 4H), 1.01-1.38 (m, 11H),

13C NMR (CgDg) d 205.4, 171.0, 169.7, 168.2, 1535, 139.2 (139.0), 131.2, 130.2, 130.1.
129.8,129.5,129.2,128.3 (128.2), 77.9, 76.9, 53.1, 48.4, 45.3, 41.9, 41.8, 27.7, 26.6 (2C), 26.3.
235,225,223, MS (FAB*+/Nal) m/z 615 (M+Na), 474, 434,

00000 CapHagNmOgD 0 00 O MeNaD 000, 615.2319; 0 0 0, 615.22990

2,2-0 0000000000 00O000O0O0ON,N -O02,2-0000-3,4-0000-4-002S
0-2-001RO-1,3-000000000CO0OOO0OOOO0OO-1-00000O00O00O00OO

s

godgodanovyro

gooooodoo4smoo0ogoilROD-1,3-00000-1-0000-0280-1-03,3-0000 -
1,2-0000-4-01-00000000000DO00DOO0OO0O0O0O0OO0DOO0ODO-2-000000
oooooooo, 760 75mg, 0.13mmol0 ONN-O000O0O0O0O0O0DO0OO0DODOOG®G6.6u L
ooooboooooobz2,2 -0000000O0OOCO0OO0O0DOOO0OO0OO0O0O9.3wLLOO0DbOOOO
gboboooooogob2b0bo0oboooobobobobobooooobobobao
ooobooooooboooooboooboOol13bb1:200000000D0O0020mgD 00O

oooooooooaon

1H NMR (CDCl3) d 7.10-7.55 (m, 20H), 5.48 (br dd, J=12.2, 6.1 Hz, 2H), 5.20-5.35 (br s
2H), 5.09-5.18 (m, 2H), 4.22 (AB q, ] AB=10.6 Hz, 4H), 3.48-3.80 (m, 8H), 3.20-3.45 (m '
6H}, 2.80-3.15 (m, 10H), 1.98-2.08 (m, 2H), 1.17-1.68 (m, 22H). 13C NMR (CDCl3) d l
205.3,170.1, 166.9, 156.6, 137.6, 137.3,129.7 (2C), 1289, 1288, 127.1, 127.0, 76.9, 70.6, 70.4,

(69.9), (60.8), (56.9), 51.6, 47.3, (47.2), 44.0, 41.2, 40.7, 40.5, (40.2), {39.0), (28.1), 26.8, 25.2,
(24.7), 22 3, (22.2), 21.8, (21.4), 21.0, (20.8), 14.6.
MSO FAB*/Nall m/z 11250 M+NaO O

p-000000000O0ON,N -02,2-0000-3,4-0000-4-00 280 -2-00 1RO -1,3-
Jdooo0oooooodgoooodfo-1-000000000000040000 780

00000000 1mO0O0076066mg, O.11mmol0 00 0 O00O0DO0O0000O46p LOOODO
Odp-0OO0O0OO0O0ODOCOOOOOOOOODODOOOODOO.ImM, OSMLOO3000O000OO
ooooboooooobooooobooooooobooooobobooooboooobooo
gobooooooooobgoboboboooobobobobobooooobobobao
oooooooooobOooooobooooooboobooboooooboobobollxboooooooos

g 0O0o0o0ooooooog
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H NMR (C6D) d 7.34-7.55 (m, 24H), 5.72-5.85 (m, 2H), 5.64-5.68 (m, 2H), 5.35-5.45
(m. 2H), 4.77 (AB q, JAB=10.8 Hz, 4H), 4.46-4.57 (m, 4H), 3.64 (br d, ]=12.2 Hz, 2H),
2:92-3.25 (m, 10H), 2.14 (br d, J=13.2 Hz, 2H), 1.20-1.75 (m, 22H).

MSO FAB*/NalO m/z 11130 M+NaO O

oooooogooooan
Col0OU0OO0OhumpedD OO0 O0O0O0OOOODOOODODODOOOOO

Fmoc OCC, OMAP

g
OH
o8 3
oy O TFA [:;l‘ro dﬁ?{
o e —

PyBrop, IPrNEL o

=

®

01RO -3-03,4-0 0 00000000-1-03-0«-0000000000000O0DO0O00O00
gb-1-000002s80-1-09-0000000000000000-2-00000000
gooooovod
ORO1-O03-Otert-0000000CO0OO0DOOOOODOOOO-3-03,4-0000000
obooboooo0-1-000, 1303.1g, 7.7mmol0 O CH.ClL,O040mLO0 OO0 O0O0D0OD0O0OO
OFmocO 0D DOOOOO3.0g, 8.5mmol0 0 O0001,3-0000000000000O0OO0OD
CC, 1.99, 9.2mmol0 000400000000 OCOODODODODMAP, 560mg, 4.6mmol0 O
gooobooooooboooooboooooooboobooooboboooobboooobooo
O0o0o00oOO0o00ooDbDOoOO0o0o0obo0oO00oO0oo0DO0OO0001s®%-20% EtOACc/O 00 O0DDODOO
00004.790 83%0 0O O OO *H NMRO CDCl5, 300MHzO 7.730 m,2HO , 7.590 t,J=6.6Hz,
1RO , 7.16-7.490 m,6HO , 6.940 d,J=7.6Hz,1HO , 6.890 s,1HO , 6.72-6.820 m,2HO ,
6.620 m,2HO , 5.760 br. s,1HO , 5.020 d,J=3.7Hz,1HO , 4.25-4.490 m,5HO , 4.07-4.
140 m,1HO , 3.830 s,6HO , 3.140 t,J=11.1Hz,1HO , 2.46-2.540 m,2H0 , 2.16-2.330 m
,2HO , 2.00-2.070 m,1HO , 1.68-1.780 m,4HO , 1.460 s,9H0 , 1.39-1.560 m,1HO ; 13
C NMRO CDCl5, 75MHz0 174.50, 171.33, 168.28, 158.48, 147.73, 144.30, 142.12, 133
.90, 130.07, 128.07, 127.45, 125.48, 120.50, 120.35, 114.34, 113.66, 112.12, 111
.74, 82.74, 76.82, 76.59, 68.20, 66.16, 56.32, 56.20, 47.63, 38.44, 31.98, 31.54
, 28.42, 27.23, 25.18, 21.200

1RO -3-03,4-0000000000-1-03-0t-00000000000000000
ob0-1-000002s0-2-00000000000000 800

OOO0OO0FmocO 00O OOO833mg, 1.13mmol0 O CH,CLL,O30OMLO OO DDODOOOOO1.12m
L, 117.3mmol0 00 0C0O0O0O0ODOOOODODOOODODOOOODOODOODDDOOO
OOoO00D0ODDODOO0O00O0O0O0O0O0O0OD0OD0S0-100% EtOAC/O DD OO DODODDOOOOOO
0O0D00569mg0 98%0 0 0 0000000 ODO0OM NMRO CDCl5, 300MHzO O OO O OO
oooooODDbDOO0OO000000v7.280 t,3=7.94z,1H0 , 6.980 d,J=7.7Hz,1HO , 6.930 s,
1HO ,6.840 m,2HO , 6.710 d,J=8.3Hz,1HO , 6.690 s,1HO , 5.770 dd,J=6.3, 6.8Hz,1H
0, 4.550 s,2H0 , 3.910 s,6HO , 3.420 m,1HO , 3.330 s,1HO , 3.010 m,1HO , 2.39-2
.630 m,3HO , 2.11-2.270 m,1HO , 2.05-2.090 m,1HO , 1.920 m,1HO , 1.540 s,9H0O , 1
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.54-1.740 m,4HO ; 3C NMRO CDCl5, 75MHz0 173.42, 168.29, 158.34, 149.20, 147.64,
142.54, 134.06, 129.92, 120.49, 120.19, 114.11, 113.54, 111.99, 111.60, 82.74,
75.21, 66.05, 61.45, 56.30, 56.21, 48.57, 38.55, 31.63, 29.41, 28.44, 25.70, 22.

560 MSO FABO :0 M+Nal "5360
01RO -3-03,4-0 00 0000000-1-03-0¢«00000000D00000DOOO0O0O0

gb-1-000002s0-1-01-000-2-0000-83-000-00000-2-000000

000 484mg, 0.94mmolT O CH CIl,O1OMLO OO OO0 O0QOQCOCODOD3-000 -
O0D0D0362mg, 1.9mmol0 O O O PyBroPO 878mg, 1.9mmolO OO DO OO OOO

Oo8iomL, 4.7mmol0 D00 O00DOCODOODODOOOOODOOOODOO
Oo00D0OD0OO0O000O0O0O0QooOOo0O0OD0DOO000OO10%-33% EtOAc/O O
0 0 380mg0 55%0 O O O O *H NMRO CDCl5, 300MHzO 7.18-7.350 m,6HO

gbooogoonoagsig
gboooad
2-0000
gbobooboobooao
gbooooaoao
ugboooaoboado

, 6.

57-7.040 m,6HO , 5.76-5.800 m.1HO , 5.52-5.570 m,1HO , 4.540 s,2H0O , 3.870 s
,6HO ,3.50-3.570 m,1HO , 3.100 t,J=13.3Hz,1HO , 2.04-2.710 m,5H0O , 0.61-1.850 m,
12HO , 1.490 s,9H0 O HRMSO FABO :0 M+Nal "0 O 0O 710.3669, 0O O O 710.36640

01RO -3-03,4-0 0 00000000-1-03-0000000000000000000

go-1-000002s80-1-01-000-2-0000-3-000-00000=-2-000000

gooooo0ogdagaszn

OO0O«00D000000331Img, 0.48mmol0 O CHCLL,O4mLO OO O OOODDODOOOOO
0.74mL, 9. 6mmolD O 00O DODODOOO0O0OOOOOCOODODDDOOOOODOOOODOODOODO
I 5 0 I A A o [ 0 =
toAc0 00 D0OO0O0OO00DOOOS00mgl 1000 0O OO0OO0O0ODOOOOHRMSO FABO -0O0 M+Na
0 "0 0 0 654.3043, 0 O 0O 654.30550

Oo0o0oo0oo0oao
OCH,
OCH,
HO
£ QCH,

2R/5-03,4,5-0 000000000000

3,4,5-0
ooono
ooog
oodod

oood
oood

i

u
O
0 0O 1INO
a
O

a N

)

0

O
g
u
O
g
a

O

ogdd
oono
uono
ogod
oono
gono

Oo0OD0OD00O0032.8g, 145mmol0 0 THFO 200mLO0 OO OO OODDOO
OO00D0D0OO0OO0O0O00OO0OINDDOO325mL, 325mmold 0 OO0 0O 0OO0ODO150
012.8mL, 160mmol0 0 000 OCOOODODOOOOOOOOODOGOO?120
OO0O0O00O0OO0OO0OEOCACO 1.5L.0 00000005000 0000000
Ubo0oo0o0oobDdOpHODOD0OO0OO0ODO0ODODOEOAch 500mLO 0D O DO O
gcooo2som000O00O0ONaCIODODDO10MLO000O0O0QOoOODODOO

Mgso,0 00 00OO0cOouoobOoooobooooobooboooooboooOooobooa2
.5% HOAC/48.75% EtOAc/48.75%0 0 0 00 00000 0D 0O O33.92g, 92%0 0 0 0 O *H
NMRO CDCIl5, 300MHzO 6.530 s,2HO , 3.850 s,6HO , 3.830 s,3HO , 3.380 t,J=7.6Hz,1H
0, 2.13-2.040 m,1HO , 1.84-1.750 m,1HO , 0.930 t,J=7.4Hz,3HO ; *3C NMRO CDCI,

75MHzO 179.9, 153.7, 137.8, 134.3, 105.6, 61.2, 56.6, 53.9, 26.8, 12.50
CH3

~N

OCH,

OCH;y

U4R-0000-2-000000000025-03,4,5-0000000000000000
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a

2R/5-03,4,5-00000000000000O0S33.99, 133mmold O CH,CI,0 350mLO O O O
OoooODODDOOO0OO0O0s50.0mL, 685SmmolD 00 0000016000000 0000000
gbobooooTHRO 25omLOD 00D 00O 00000 O0OOO0ODOO0OO0OO0OO0OO0OO0O0O0bOO0obOoDbaOo
780 OR-4-0000C-2-00000000O0?29.46g, 166.3mmol0 O THFO 600mLO O O O n-
BuLiO 1.eNO O DO DO OO 108mL, 172.8mmol0 0000 0O0O0O0O0OCOCODO30000000
gboobooooobobobobooobooboboboboooboboboboooalls
OCOO0O0OD0OD0OO0OO0O0OONCICO0D01L00000000QCOCODODODOOCHSCIL,O03 x 1L
oooboooooobOOooooboO0OO0OO0OIANNaOHDOOO1OOoooooO1wwooooooN
acCloog7somODOO0ODODDOOOO0DO0OOOODODDOOMSO,0 00000000 OODODO
OO0O0O0C0O0O0CO0O0O0O0O0O000O000ObS5S% EtOAc/5%0 0O 0 00 /790% CH,CIL,O0 OO0 0O O

Ogodb012.65g, 23%0 0 0 000000 0OO0ODODO0ODODODO0ODDODODOODDOOOO
OCH,

OCH,

HO,C
OCH3

e

25-03,4,5-0 000000000000
U4rR-0000-2-00000000002S-03,4,5-000000000000000¢0
0O012.6g, 30.6mmold O OO THFO 75mLO O 0 O O THR/O 0 2:10 00 0 0O LioHO 0 O O
012.84g, 306mmol0 D O OO DO OOOD30%0 0 034.7mL, 306mmolD 0 0000000
gboboooooboboboboooboobosob0bobooODbDECACOILODODOD
CoO0O0OANHIODOOODOOOOpHOODOOOOOOOOODOOOS00mMLO OO OO ONaC
IDo0ooz2soml000O00O0OMgSO,0 00 OCDODODODOOO0O0DO0OO0OOODOODODDDODOOO
OOO0OO0ODDOO2.5% HOAc/48.75% EtOAc/48.75%0 0 0D O OO OOODDODOOOS.99g,
770 0000

CA

I N° "COuH

N-25-03,4,5-0 0 0000000000000 -2s-0000000000
25-03,4,5-000000000000005.99g, 23.6mmol0 O CH,CI1,0 175mLO O O O
ooo0o02s-000000000000DDO4.66g, 25mmolD 0 00D0ODODOOOOOO0OI1L0
.9mL, 78mmol0 02-000-1-0000000C000D00O0O0O0O8.95g, 35mmoll 0 O O
ugbooooaoand gboobouoboboboboooboobuoboboboooobonb
, 50% EtOAc/U oooobOooooooe.72g, 75%0 0000

gboboobooon 0O007.95g, 19.5mmol0 OMeOH/D O OO 1.5L/16mL 00000 O0O
OO LioHO O O 8.20g, 195 4mmolC 000000000 O0OOOCCOODODOOAOEtOAC
giooocoog OO0OD2000g0 OINRCIOOOOZ22mO0O0O00O0O0O0OOOOODODO
gboobooon oomLt0 D0 00 OO0ONaCIDODDO250mL0 00000 0OMgso,0000
gbobooooan O000DO0O000D00OD0ECACOD D D0 O0D0ODDOO0OO0D0ODG®e6.42g, 90
O OOOODODODDOODOODOM NMRO CDCl5, 300MHzO 8.170 br s,1HO , 6.430 s,2
HO , 5.360 d,J=3.9Hz,1HO , 4.700 d,J=5.4Hz,1H0 , 3.84-3.810 m,9H0O , 3.580 t,J=6.
9Hz,1HO , 2.850 t,J=12.0Hz,1HO , 2.270 t,J=13.5Hz,1H0O , 2.12-2.050 m,1HO , 1.78-
1.520 m,4HO , 1.48-1.300 m,2HO , 0.920 t,J=7.3Hz,3HO ; *3C NMRO CDCl5, 75MHz0O 17
4.4, 172.4, 152.1, 135.6, 133.9, 103.7, 59.6, 55.1, 51.0, 49.9, 42.4, 42.4, 27.1
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g
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Oooo0oooQgdg
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, 25.1, 23.9, 19.5, 11.3; MSO ES+0 :0 M+HO *366;0 ES-0O -0 M-HO ~3640

CHO O
CH,0

10

AP1867
RO-1-O03-Otert-00000D000O0O0DOODOOODODOO-3-03,4-000000000
OOoO0OD0DOD0O-1-00 001300 220mg, 0.547mmold O O O O CH,CIL,O0 0.5mLO0 0 0 O O
280 -1-002s0-03,4,5-0000000000000CO000-2-00000000O
210mg O.574mmol0 0004000000000 -0D00002mg0 00 0O01,3-000
ooooDooOO0OO0OO0O01138mg, O.574mmol0 0000 0O0O0O0OCOCODODOOOOOO
O01e00000000ECACOBmLO DO OOOCeite0 0 000ODODOOO0OOO
ooooDOoOO0oOooooo0oooboboooobooOoon, 40%-50% EtOAc/0 O O O
t
O

O01ROD-1-O03-ODtert-000000O0O0O0DOOOODDODOOO-3-0O3,4-0 20
oooobooOooobo-1-0002s0O-1-002s0-038,4,5-0000000000
ubob0-2-0000000000D0C00029%mg, 7290000000000000T
LCO EtOAc/0 0 0 0O O, 2:30 RO 0.20; MSO ES+0 -0 M+HO *750;0 M+NaO *7720
O0tert-0 000000 DO 250mg, 0.362mmold O CH,CI,O 10.0mLO 0000 OO0
oooobOooobi1ccoooobooboooobooooboooooobOoooooao
000000000000 0O0245mg, 90%0 O O O O MSO ES+0 =0 MHNH,O *711;0 M+
NaO *716;0 ES-0 :0 M-HO ~6920

Oo0oooogodQgooao
Oooo0ooodg
OOoo0ooodg

[ O R |
[ I |

30
" Q
S 00
[s] Q %QCH B
OCHy
AP1903
O O 0O AP18670 8.2g, 11.82mmoll O CH,CI,O0100mLO O O OO OODODOOOOO0OOO0O-1
= 1 T I I 1 e T 1 A I v 40

3g, 4 ommolD 0D OO0DODODOOOOOOOOOOS.50mL, 31.6mmold 00000 0ODODOO
OoOO0O039%p L, 599mmol0 0000000000000 DOCO1e00 000 0O O O EtOAC
oimomlO0O 00000033 x560omO0D0000ONaCIDOODO2mODDO0000000

goobooodMmSo,0 0 000bo0oo0ooooo0oooobooooooboooooboogdd

ooobOOoOO0oOo0EtcAcO0 0 0D DO O0DOODODODOOODODOOOOMeOHD 10mMLO OO OO

gooboooooobooooobooooooboooooboooooboooobooo
gbobooboO0i10omtorrd DO D ODOODOAPIO030 5.499, 61%0 00 00000 0ODOO
0 MSO ES+0 -0 M+NaO *1434;0 ES-0 :0 M-HO ~14100
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CH50
cHy0 “ no Xk
- 3 "\./\N
H orﬁrN H o
N o] 0
. 0
- 0

O O AP18670 245mg, 0.353mmoll O CH,CIL,O01.omLtO O OO0 O0OOODDOOOOOA4-0
oooooooo-booobd2zzg00o0l1,3-000000000D00O0O00O00O0DO0O77mg,
o37immolD 0 O0OCOODODODOOOODOOOODOODODON-O2-00000DC00DO0-DOO
OO0OO0Otert-000061p L, 0.388mmol0 000 00000COCODOD160000000
ODEtCAcO3mLO D0 OO0 OCeliteD 000D DOODOO0DOODODODOOODODODDDODOOOOO
oooooo0o, etCGAchOO0O0bonoOo0OoOongz2eemg, 90%0 O OO OO0O0OOOOOOADOTLCOEL
OAcO R¢0 0.36; MSO ES+0 :0 M+HO *836;0 M+NaO "8580

e
cH,0 O H
~T
z 0/\[1/ NH?
N Q =)

~
o000 D0O00tert-000000D0ODO266mg, 0.318mmolC O CH,CIL,O 10.0mLO O O O

ooboooooobooobobiloccoobobOboooobobocOooobobooooboOooo
O000D0000O0D00O0D000O000O000O0O00O0CHSCL,O15mL0 O 0 O NaHCO5zO O O
CiomODODOO0OO00O0O0O000O0O0O0ODDOOO0OCHCIL,OGMLOODODDOOOO0OOOO0n
OCoOoOO0ODONaCIDOOOO1mOmO O OODODDOOONaSO,0000000DDO0D00O000O0O0
0000OO208mg, 8790 0 0D 000D O0O0O0OODOOOOMSOES+D -0 M+HO *7360

M -Ho

2

0”7 COzH

(o™

1RO -1-03-0000000000000000-3-03-00000-1-00000 280 -
1-002s0-03,4,5-0000000000000000-2-0000000000000
0 0 0 0O AP142520

RO -1-03-ODtert-0 00 0000DO0O0ODODOOOODOOD-8-03-00000000O0
0O-1-000 0210 0 179mg, 0.521mmold O O O O CH,CL,O0 0.5mLO O OO O O 280 -1-0
o2s0-03,4,5-0000000000000000-2-000000000¢0A0O0200mg 0.
54/mmol0 0 004-000000000-00000C2mg00DO0O1,3-0000000D0D0
oooo0oDDO113mg, O54mmolC O O0D0DDOOOO0OOOOOOOOOODDOOOOOO
OCO01e00000000OEOACO3mLO OO DDOOCelitel 00000 0ODODDOOOOOO
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ooobOooooooo0oooboDbDbooOoo0D, EtOACcO DO 000D O 303mg, 84%0 O O
000000000 TLCO EtOAcO Re 0.440 1RO O O O 2940, 1750, 1640, 1590, 1455
, 1240, 1155cm~*0 MSO ES+0 -0 M+NaOd *6910

OO00OO0tert-00 000 000O250mg, 0.362mmol0 O CH,Cl,0 10.0mLO 0 000 00O
ooooooooobblooobooooooobobooooboboooboobooboooobooo
0000000000000 0000000000O00O000NMSOES+D :0 M+HO *635;0
ES-0 -0 M-HDO 6330

N

l 'IH' L % \l
Qa ’Y ™ o :

$
~ Q
° N

9 o

o |
AP14290
OOO0OO0ODDOODOOAP1I42520 CH,ClL,O01.omO0 0000000 OCOOODDOODODOOO
oood48u L, 0.362mmol0 O 4-0 00000 00O0-000002mg0 00 0O1,3-0000
00Do00oOoooOooDoDdgdoeomg, 0434mmolD 0000 0D0DODOOOODOODODODO
Oooo0ODDOO0OO00009.7u L, 0.245mmol0 00 0 O OCHCIL,OOD 1000 LOO O OO
0000000000000 00001s00000000EtOACO 3mLO OO O O O Celite
goooooooooooooooooooooooobooooooo, 22 x05" OO0

, 10% MeOH/EtOAcO 0 0 O OO OO0 D102mg, tert-0 0000 00DDOS54%0 00000
OOO0OO0DDDOTLCO MeOH/EEOAC, 5:950 Rgl 0.280 IRO O O O 3345, 2940, 1740, 1680,
1650, 1540, 1505, 1455, 1425, 1245, 1130, 1015cm~*0 MSO ES+0 -0 M+HO *12930

CHy

ooobilrRO-1-03-000000C0COO0O0ODOOO0OO0OO0DO-3-03-00000-1-0O
g2s0-1-00280-03,4,5-0 0000000000000 00-2-000000
OO0O00D0O0ODDOAP142520 O 28.5mg, 0.0425mmol O CH,CI,0 0.5mLO0 0 0 00O O
OooOoo0ODOOO0OO0O0O0O0O0b5.6p L, 0.0425mmol0 00 0O OO CHCI,O0 O O 100p L
gbo4-00000O0O0CO-0DOCOO0OODOOOOO01,3-000000000O0
OO009.1mg, 0.0422mol0 0 000 O0O0O0DOOOODOOOODODDOOOOD
O025mg, 0.03dmmol0 0 00 OO0OCOOODODOOOOOOOOOOO1600000
EtOAcO SmLO OO DO OCelitel D00 O0OOODODOOOODOOOODOOODODDOO
oooD0O, 5%-10% MeOH/EtOACO D 0 0 DO D DO O O 28mg, 610 000 OO0 0ODOO
O TLCO MeOH/CHCI;, 1:90 R0 0.280 IRO O O O 3445, 2940, 1740, 1675, 1645,
1515, 1455, 1420, 1240, 1130, 1015cm~*0 MSO ES+0 :0 M+HO 13520
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@
A,

o

1-03-0000000000-3-01-0000000000 -1-00
ocooooO1.0mL, 11.5mmol0 O EtOHO 1IOMLO 0 0 O03-0 00 00OD0ODOOOOOOO1L.5
6g, 11.5mmol0 00000 OOO0O0O0O0O00ODOS340mg, 11.5mmol0 0 000C0C0OD0O 1.3mL,
23mmol0 00 00CO0ODODDOOOOOOO0000O0DDOOOODODOOOODODODODDOGO
DCoO0oOoDoDOoOsS% HCIDOOoowomlOOODODOOOODOOOO0ODODO2x1om0O0O0O00O0d
OooOO0ONaHCO;0 O OO OOOOOOOODODOODOOOOOOOOOOO?2x 10mLO0OO
ooobOoodwvmsSo,000b0booooooo0oooobooooobooOoobooboon
OoooDD, 5% MeOH/CH CIL,LO D OOODDOOG80Mg, 25%0 0 0 0O O0OODOOOOOOO
O TLCO MeOH/CH,CI, 5:950 RO 0.220 IRO O O O 2960, 2855, 1685, 1585, 1450, 1360,
1275, 1115, 995, 856cm~*0 *H NMRO CDCl;, 300MHzO 7.480 d,J=7.8Hz,1HO , 7.420 t,
J=2.0Hz,1HO , 7.320 t,J=7.9Hz,1HO , 7.050 m,1HO , 3.750 t,J=4.7Hz,4HO , 3.250 t,
J=7_.3Hz,2HO , 2.870 t,J=7.3Hz,2HO , 2.570 t,J=4_.5Hz,4H0O ; MSO ES-0O -0 M-HO 7234
O

i@
Do
o O

1-03-Otert-0 00000000 DO0ODO0OOOOOOO-3-01-0000000000-1
-0 0

ODMFO 20mLO O O 60% NaHO O O O 00O 1.97g, 49mmol0 D0 DO OO0 ODOODOODO1-

3-0o0o0ooooDooo-3-01-000b00DbO0000-1-00010.5g, 45mmol O DMF

om0 OO0 00O0o0o0ooao O0o0oao 01500 00000000000 tert-0 O

g

O

O O O

oov.2emL, 49mmol0 0 00 O0OCOCOODODDOOOOBOOOOOOOODDODOOOOO
OEtCAcO SomLO 0D O O1somlO0 0000000000000 0OEtOAcO 2 x 50mLO O 0O O
O O O
g g 0
a
O

OOoO0ODDDODOO0O000O0O0O0OO0OONaCIDDDODO2 x50mLOO0ODOO0ODONa,S0,0 0000
oooooOoooobboooobooooooobooOooDbDOoO0, 1% MeOH/ZEtOAcCD O O
OO00D010.59, 6790 000 OCOODODOOOTLCO MeOH/CH,CI, 5:950 RO 0.390 1RO
0 0 2975, 1750, 1685, 1585, 1445, 1370, 1225, 1155, 1120cm~*0 *H NMRO CDCl,, 3
OOMHzO 7.570 d,J=7.7Hz,1HO , 7.460 s,1HO , 7.380 t,J=8.0Hz,1HO , 7.130 d,J=8.2Hz
,1HO , 4.570 s,2H0O , 3.710 t,J=4.7Hz,4HO , 3.150 t,J=7.3Hz,2HO , 2.820 t,J=7.3Hz
,2HO , 2.500 t,J=4.6Hz,4H0 , 1.490 s,9H0 ;MSO ES+0 :0 M+HO *3500
O

NG

LA

I 5

IR-03-Otert-0 000000000 0DOO0DOO0O0O0O0DO-3-01-0000000000 -
1-000

o780 01-03-Otert-00000COOO0DOOOOOODOOOO-3-01-0000000O
O00-1-0001.0g, 2.86mmolO O THFO SmLO 000 DO 78000 +0-b-00 0O OO

ocoooooOoO0oO0oOoOg2.76g, 8.59mmol O THFO 1IOMLO OO OO OODOOOOOOO
gobobzo00obobObocOo48000000bobOoc0ooobooooboboooooOoDbbOo4ao
miOOOOoooODoOOoooobDoooosmooooooooooboooooooooonn
OOo00DDOoOO0OO00oO0oO0OoOooOoOCelitel 00 0O0O0OO0DDODDOODODODDDODOOOOO
ocoooODooOOO0OO0oOoOoOooooooDoOoO, 5% MeOH/EtOACO OO DD OOOOOOO
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OO0O0O0CO0OO0O0O000O027omgd 27%0 O O O O TLCO MeOH/CH,CI, 5:950 ReO 0.330 IRO
0 0 0O 2955, 1750, 1585, 1445, 1370, 1225, 1155, 1120, 1075cm 10 *H NMRO CDCl5, 3
OOMHzO 7.570 d,J=7.9Hz,1HO , 6.970 m,2HO , 6.780 d,J=8.1Hz,1HO , 4.910 t,J=5.7Hz
,1HO , 4.520 s,2H0O , 3.750 t,J=4.6Hz,4HO , 2.70-2.400 m,6HO , 1.850 m,2H0O , 1.49
0 s,9HO ; MSO ES+0 :0 M+HO *3520

07 T CO,H
-HCi

1RO -1-03-0000000000000000-3-0000000-1-00000 280 -
1-002s0-03,4,5-0000000000000000-2-0000000000000
0 0 0 0O AP142460
ORO-1-O03-ODtert-00000O0COOO0DOOOOOODOOO-3-01-00000O0O0O0O
OO0-1-000096mg, 0.274mmol0 O 0O O O CH,CIL,O0 2.0mLO O O O O O 280 -1-0 O 250
-03,4,5-0 000000000 O000DODODO-2-00000000000100mg 0.274mmo
IiNo0oo4-000000000-000C0C0O2g0O0O001,3-0000000DDODOOO
OO00059mg, 0.28/Mmmol0 0 000 00O0DOO0OOODOOOODOOOOOD16000
OCOOODEtCAcO SmLO0 D OO0 O COCeliteD D00 O0O0OOOOOOODODDOOOOOO
ocoooooOoO0O0O0O0O0oo00, 3% MeOH/EtOAcO 0 0 OO O O O 154mg, 81%0 O 0 O O
OOO0OO0ODDOOTLCO MeOH/CHCI3O ReD 0.280 1RO O O O 2940, 1750, 1645, 1590, 145
5, 1245, 1155, 1130cm~*0 MSO ES+0 :0 M+HO *6990
OCOO0OD0tert-00000000O0CHSCI,OD10.OM OO0 O O0O0QOQOOODDOOOOOOO
gioooooooobooooobooooooobooooobooooobooooobooo
0000000000000 00000MSOES+D -0 M+HO *643;0 ES-0 :0 M-HO ~6410

! \I i
|
OOT;Ii
o’\{:\/\ﬁko O);\H’\/i

N
L]

O0O0OD0DDOAP142460 50.6mg, 0.0745mmol O CH,CI,O0 0.25mLO 00O OO 0O
Ooo0oD0ODD0OO0O000009.8u L, 0.0745mmol0 O O O O O CH,CI,0 O O 100p LO
4-000o0o0obobo-00bobooboobob,3-0boopooboobobonb
0 18.4mg, 0.089%94mmol0 OO OO ODODOOOOOOOOODOOODDODOOOOO
02.0u L, 0.0298mmol0 O OO OOCHCIL,OOO100p LODOODODODOOOOO
OO00D00OO0OO0OOO0OECACO3mLOD OO O ODOCelitel 0 DO O0DOODODOOOO
cooooooooooooo, 28 x 05" 00O, 20% MeOH/EtOAcO O O O O
25mg, 64%0 000000000000 TLCO MeOH/EtOAc, 1:40 Red 0.190 IRDO
2940, 1730, 1680, 1650, 1590, 1455, 1245, 1130cm~*0 MSO ES+0 :0 M+HO *1310
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o )
AP14272
OD00O01RO-1-03-0000000000000000-3-0000000-1-00
2s0-1-002S0-03,4,5-0000000000000000-2-0000000
0000000 AP142460 O 100mg, 0.147mmold O CH,ClL,O0 0.5mLO 000000 O
0000000000020 L, 0.147mmol0 0 00 04-000000000-00
2ng00001,3-000000000000000033mg, 0.162mol0 000 0O
000000000000 00000000108mg, 0.147mmol0 00000000
0000016000000 000EtOACO 3mML0 D0 0D OCelite0 DD D000 DO
000000000000 0D0000000, 5%-10% MeOH/EtOACO O 0 0 0 O O
170mg, 85%0 000 00000 O O OO TLCO MeOH/EtOAC, 5:950 Re 0.190 IRO O
0 3355, 2940, 1740, 1670, 1645, 1590, 1515, 1240, 1130, 1020cm~*0 MSO ES+0 :0

M+HO *13610
e} a

Oo0oooogodQgooao
Ooo0ooogoQdgQg
O 00O ooogod

~o e
O/\.IO-\/"Q
Q

2-01-03-03,4-0 000000000000 0-1-000-3 -0000000000g
oo

O 0ODMFDO 25mL0 O O 60% NaHO O O O 0 0 1.40g, 3. 49mmol0 0000 O0O0ODODOOOO
oos-03 40 -1-03-boUooUooLDUobUobUobU0-1-0Db0 0 109,
349mmol0 0 0000C00ODDOOOO0O0OOOODOOIODD00000002-00000O0
O000b.42g, 1.02nmol0 000 0C0O0OOODOCOOODIB00O0OODOOOOODO
O0001e0000000000DCO0O0DDOELOAcO 200mLO O O O 250mLO O O
O0D0OO0OO0O0O0O0O0OO0ONaCIDOODO3 x200mLO0O0O0O0O00O0OMgso,00000000
oo0oDDOO0O000000O0OoOoOoOooODODDOO0OO0000, 40%-50%-80% EtOAc/0 O O O
g
U

gbobooe.7veg, 630 000000 OD0OODOODOOOOTLICOOOODOODOO

0, 1:10 R0 0.280 1RO O O O 2935, 1685, 1515, 1460, 1260, 1140, 1030cm™*

1H NMRO CDCl5, 300MHzO 7.54-7.360 m,2HO0 , 7.330 t,J=7.9Hz,1HO , 7.110 d,J=8.1H
,1HO , 6.81-6.770 m,3HO , 4.190 t,J3=4_.1Hz,2H0 , 3.940 t,J=4.4Hz,2H0 , 3.860 s,3
HO , 3.840 s,3HO , 2.450 t,J=7.3Hz,2H0 , 3.000 t,J=7.5Hz,2H0 ; 3C NMRO CDCl5, 7
5MHzO 199.6, 159.6, 149.5, 148.0, 138.8, 134.5, 130.1, 121.4, 120.8, 120.6, 113.
8, 112.5, 112.0, 70.4, 68.3, 56.5, 56.4, 41.3, 30.4; MSO ES+0 :0 M+HO *643;0 M+N

N OO O0Oo0OOQgoao
O0Ooo0oooao

al] *6650
AN GO
oW ]

2-01-03-03,4-0 0000000000000 -1-0000-3 -0000000000
gonf
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g20002-01-03-03,4-00000000000000-1-000-3 -000000D0O
0O0000002.70g, 4.20mmol0 O THFO 10mLO D 0D 000200 0 0+0-b-00 0000
00000000000 04.04g, 12.6mmol0 0 THFO 1IOMLO 0000000000000
0002000000070 000000000000000000D0D00O0DOO0O30
om0 0000000000000 O01MOOOD00O00OO0O0D0DO0ODO0DO0D0DO0ODODOO0OO
000000000000 D00000OCelite0 00000000000 DO0OODOODOO
00000000000 o0oDO0ooDOoooOoon, 50%-80%-100% EtOACc/0 O 0D 0 OO0 OO
O0000D01.25¢, 4690 0000000000 0OTLCOELOAC/D 00O O, 3:10 RO 0.
220 IRO O O O 3505, 2935, 1590, 1515, 1451, 1260, 1140, 1030cm™*0 *H NMRO CDCls,
300MHzO 7.26-7.200 m,1HO , 6.92-6.700 m,6HO , 4.64-4.600 m,1HO , 4.150 t,J=4.4H
z,2HO , 3.920 t,J=5.0Hz,2H0 , 3.840 s,6H0 , 2.73-2.540 m,2HO , 2.13-1.910 m,2HO
; 13C NMRO CDCl;, 75MHzO 159.4, 149.3, 147.6, 146.8, 134.8, 129.9, 120.6, 118.9,
114.0, 112.8, 112.3, 111.8, 74.1, 70.4, 67.9, 56.3, 56.2, 41.0, 32.0; MSO ES+0
:0 M+NH,O "664;0 M+NaD *6690

o"VD\/\o Q
o)
w-

AP14278

2-01-03-03,4-0Jo0goooboobooogobo0-1-000Db0-3 -Ob0DOoboOoboboo
O000100mg, 0.155mmol0 O O O O CHCIL,O 2.omLO O 0O OO0 0O 280 -1-0 0 280 -0 3,4
,LO-0000000000ooobooDb-2-0000000000AD0O181mg 0.495mmold O
gb4-000000DOCO-00DOCO2g0OOO1,3-000000D0COO0ODODOO
0 102mg, 0.495mmol0 0 0 00O OOODODDOOOODOOOODDODODOODODDOOO1800
OCOO0OO0OD0ODEtCACO SMLO D00 O OCeliteD D00 O0O0OO0OOODODODDOOOOOO
ooooODDOO0OO000O0O00D0D0O, 5% EtCAc/D0 00 O00O0OCOODODDI101Img, 49%0 O
OOO0OO0ODDOO0O0D0OOTLCO MeOH/CHCIZO RO 0.380 IRO O O O 2940, 1740, 1645, 159
0, 1515, 1455, 1240, 1130, 1030cm~*0 MSO ES+0 :0 M+NH,0 *1358;0 M+Nad *13630

~o

JrRO1-03-000000000D00000D00-8-03,4-00000000000000
-1-000
ORO1-O03-Otert-0 000000 O0OO0DOOOOOOOOO-3-03,4-0000000
0000000 -1-000013005.0g, 12.5mmol0 O CH,CI,O025mLO0 00000000
oooobooooooboOobcomODOOO0OO0oOoboOOoOoOooboboooboboboooobooo
gooboooooobOooooooocooosombooboocoooboboooobooo
gboooooooobgobobobooooboboboboobooooboobobobao
O0o00O0OO000b000003.49, 79% 00000000000 1IRO0OOAO2935, 1745,
1680, 1590, 1515, 1445, 1260, 1155, 1025cm~*0 *H NMRO CDCl;, 300MHzO 9.540 br s
,1HO , 7.570 d,J=7.7Hz,1HO , 7.480 s,1HO , 7.360 d,J=8.0Hz,1HO , 7.14-7.100 m,1H
o, 6.77-6.740 m,3HO , 4.700 s,2H0 , 3.840 m,3HO , 3.820 m,3HO , 3.240 t,J=7.3Hz
,1HO , 2.980 t,J=7.8Hz,1HO ; *3C NMRO CDCl5, 75MHz0O 199.6, 173.6, 158.2, 149.3,
147.9, 138.8, 134.2, 130.3, 122.4, 120.7, 120.4, 113.7, 112.4, 112.0, 65.2, 56.4
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, 56.3, 41.1, 30.2; MSO ES+0 -0 M+HO *345;0 M+NaO *367;0 ES-0 -0 M-HO ~3430

- o~
\i/:
e” 3 ¥ o
o o o

Q

OoOO0OO0ODb500mg, 1.45mmol0 00 0O00OCHCI,O02.0mlO000004-0000000000
ocoo0o0O2ng00001,3-0000000000000000S329mg, 1.60mmold 00 OO
oooooooooobisooooooooil,3-0coobo-2-0000000S%2.3mg, 0.581
mmolO O CH Cl,O2.omlO DO O000O0O0O0OOOOCOOODDOOOOODOOOOOODOD
OCOO0O0ODDODO0O0OEOACO 1IOMLO OO DO DOCelitel D00 O OCOODDODOOOOOOO
ocoooDoDoOO0OO0oOoOoOooooooODn, 100% EtOAc-5% MeOH/EtOAcD O O O O O O 299m

g, 69%0 O 0O 0O O TLCO EtOAcO R¢0 0.350 IRO O O O 3355, 2930, 1680, 1515, 1440, 12
60, 1155, 1030cm~*0 *H NMRO CDCls, 300MHzO 7.560 d,J=7.7Hz,2HO , 7.470 d,J=7.5Hz
,2HO , 7.360 t,J=8.0Hz,2HO , 7.260 d,J=6.1Hz,2HO , 7.110 d,J=8.0, 2.5Hz,2HO , 6.
75-6.730 m,6HO , 4.500 s,4HO , 3.820 s,6HO0 , 3.810 br,1HO , 3.800 s,6HO , 3.43-3
.390 m,4HO , 3.220 t,J=7.3Hz,4H0 , 2.960 t,J=7.7Hz,4HO ; *3C NMRO CDCl5, 75MHzO
199.2, 169.8, 157.8, 149.4, 147.9, 139.0, 134.1, 130.4, 122.4, 120.6, 120.1, 114
.1, 112.4, 111.9, 70.5, 67.7, 56.4, 56.3, 42.8, 41.2, 30.2; MSO ES+0 :0 M+HO *74
3;0 ES-0 -0 M-HO ~7410
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700 m,6HO , 4.470 s,4HO , 3.870 t,J=4.6Hz,6H0 , 3.790 s,6H0 , 3.770 s,6HO0 , 3.60
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6.3, 41.9, 41.2, 30.2, 26.1, 18.3, -4.4; MSO ES+0 :0 M+HO 857,00 M+NH,O *874;0 E
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300MHzO 7.21-7.160 m,2HO , 6.92-6.830 m,6HO , 6.74-6.620 m,8HO , 4.580 dd,J=7.6
, 5.3Hz,2HO , 4.400 s,4HO , 3.800 br s,1HO , 3.760 s,6HO , 3.750 s,6HO , 3.44-3.
330 m,2HO , 3.01-2.920 m,2HO , 2.68-2.480 m,4HO , 2.03-1.850 m,4H0O , 0.790 s,9H
0, 0.000 s,6HO ; 3C NMRO CDCl5, 75MHz0O 169.3, 157.8, 149.3, 147.6, 134.8, 130.
2, 120.6, 120.2, 114.0, 112.6, 112.5, 111.8, 106.8, 73.8, 69.2, 67.6, 56.3, 56.2

, 41.9, 41.1, 32.1, 26.1, 18.3, -4.4; MSO ES+0 -0 M+HO *8610
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8, 54.21, 53.50, 42.27, 38.41, 31.48, 28.40, 28.10, 25.18, 20.98, 10.620 MSO FAB
O -0 M+HO *0O 627.500
01RO -3-03,4-0000000000-1-03-0000000000000000000
00-1-00000280-1-071 -00000000000O00DO0-2-000000000
0000

O0t-00000000209mg, 0.33mmolO OCH ClL,O6GMLO O OO OOOOOCOOOODO1L.
29mL, 16.5mmol0 00 0D0D00O0O0O0OOOOQOODODOOOODODOOOOOODODDOO
goosomlD0O00O0O0O0OO0OOQOOODDODODODO0DODODOODODODOODOOOO, 100% EtO
Ac/2% HOACO 000000000 163mgd 86%0 00 0O 000000 OM NMRO CDCl,, 3
OOMHzO 7.410 br,1HO , 7.220 t,J=7.8Hz,1HO , 6.68-6.9600 m,6HO , 5.690 dd,J=5.2, 8
.3Hz,1HO , 5.130 d,J=4.0Hz,1HO , 4.600 d,J=4.7Hz,2HO , 4.430 br,1HO , 3.860 s,3H
0, 3.840 s,3HO , 3.60-3.730 m,1HO , 3.460 bd,J=9.0Hz,1HO , 3.170 dt,J=3.0, 12.1
Hz,1HO , 2.50-2.690 m,2HO , 2.99-2.330 m,3HO , 1.22-1.820 m,9HO , 0.860 t,J=7.4H
z,3HO , 0.800 t,J=7.4Hz,3HO ; 3C NMRO CDCl,, 75MHzO 172.09, 171.86, 159.16, 158
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