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ooocooOobOoOoo0oDooooooobobooooooocoobboboooooooboao
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oooobobooooooooboboobooooooobbbboooooboobooDboboao
I G 0 1 1 - o o A 0 A 0 A A W A R W A R W Y

s5o0mL) 03 0000CO0OO0OO0OO0ODODODODOOOOOTLCOODODOOOOOOODODODOO

g
g
OO
od

gooboboogogobboooobboooobbooobobbooogsswdononDao

oogd obobogs,7,3",4"-000-o0-0000-G)H)-ODODOODODOOOODOO
oooao

ooooobos,7,3",4"-00o0-o-0o0b00-)-0000@-99g, 0.0029 00, 1

eUOOOADDODODOOODODODODOD-L-O0O0O0OOCOODODODODOO(C.45¢g, 0.0038 O

OoooooDoooogooogao -

1

O
4
O
0

OO0 oo oooDoDoooDovIODoOoOoDoDoooooooooooogoao
O 0Ooo

O

-
VD
O O

O O
O O

0O

1.3eq)U4-00000000000 GOMHUODOODOODOODODODODOODO

000000030 mMO1MNN-ODODOCOOODOCOOODOOOODOOOODOOOOO
000000000000 O00O0OO0TLWCOHPLCOOOODOOOODOODOODOOA400
000002000000 00000000000000000NN-0000OO
0000000000000 005mO00000000000000000000
(36 )0 0D0D0DDDCODNDNDODDNDNDDDD 0000 :1009:1, v/vO D
0000000000000 000000C0000000000000000000
0000000000000 000000C0O000000000000000000
0000000000000 00O0000O000O0eswWI 000000000000
0000000000000 00000000C00000000000400000
O0DO0D0OO0OOWANMROODDOOOODDOODODOOO

000 (+)-(2R,3R)-((2R,3S)-5,7-0 0 (000 O0O000)-2-(3",4"-00(C 0000
YIOOO)IOODO-3-00)4-000-2,3-00@QO000000)I0000000
ooooo

0000

ooosBgOO0OO0ODODODDOOOOBOOODODODDDOODODODOOD:0DO0O00 (@8:2, Vv,
g/2 ML) 00 CD0200000000DO0O00DOODO0O0OO0:DD0O0EB:2, v/v, 1 g/3 mL

000000030 00000000000000000@)-(2R,3R)-((2R,35)-5,7-0
(0000000 )-2- (3",4"-00(@000000)I000)I000-3-00)-4-0

-2,3-0o0(@Uooooo)ooopooopoooOoopDoooooooooooDOd
OODODOMNMR ODODODODDODODOODODOODOODODOODDODODDODG2%0 0000

goono
ocoooooooooooogoos,7,3",4-00o0-0-00D00-HHD-0O0DOODDO

oooao

ooobocoouoooobOoboDDbOoOoOouoUoobooDDDbDboO0EG-29, 1eg)ooonoo.osm
OCoOO0o0O0OooO0ooDoO qoomL)DoopD400 045000000000 00D00O0
ocoooooo0oooDOoo0b0OOob0O0b0 BOm)yDo.osMmoooooOoOoOOOoODOO

25 ML) D00 O0O0DO0O0400040 0040 00000000DDDODODDODOOODODOGO

ocooooo@zo0omM)oogooovo0 074000000000 O00O0O0ODOO
ioco0goo0oooDOoooooO0oobDOoob0oOoo0O0OoDO0 aoombOOODOD R0 m
ioooboood¢Gom)b20 00000 boDooboOoo0obO0O0ooDOooODbODOobO0OoDOoDODO0OOoODO
goobooooboboooobobooobobbooooboboosoni1o0w DODOOOD0DaDO
goooboooooboooobooooboobooooboooooboooobboooao
OoOOoo0O0oo0O0oobD@omLl) O0O0Dtert-00000O00D0 ((¢5m)O00ODOODO

gvoobovvsoooooOoooobooobobboooobobooooobbooobboooobao

ad

OCoooooooooDoo@GsSmDHOO0O0ODODODODOOODODODDODO (Pean-Sta

rk)OOOODOO0OO0O0O4 000000 0OCDOOODODODOODODOODODOOODORO

oo
00

oooboooODbOO0Oo0oO0oodod0tert-d00oo0oO0ObObOO0OO0OO0OOOOOODODDOOOOO
ooooDDDoOO0O0D0oo0ooooooDDbDDb0OO00y3wh HPLCO D O 1000 0 ODO00O0OOOH

PLCO OO O97.93% 0 5,7,3",4*-000-0-0000-(»)-00DO0DO0O0O00O2.07% O 5,7,3"
LA4-000-0-0000-(D-0000D000D00D00000D0ODOY9Y% eel 00OODO
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Dooo0QoO
000000 (E)-3,5-00@000000)-2-(3-(3".,4"-00(000000)YI00
0)0O0O0)IODO0O0O0000
Do25%00/0000000000000003,5-00@QO000000)I0000GO0(E
)-3- (3",4"-00(@QO000000)I0O0D0-000-2-00-1-00000000000
0000 (BE)-(3,5-0 0 000000)Y-2-(3-(3".,4"-00(@O000000)ID000)
-000)I0O0O0000000O0L. Li O0OO0rg. Letts. 2001, 3(5), 7390 0 0 O O O
00000000000 00000000C000000000000O035040% 000
O

OooooQooO0

0000000 (E)-3, 5-00@O000000)-2-(3-(3",4"-00(@QO00000)-0
000)000)IDO0O0O0DODOOO0OO

0000000000 000000(4 g9, 198.00000, 2.5eq) 0000000 (2
36mLl) 00000 O0OO0O0O0OO(@OmM)IIIODDDDODONONOOOOODODODONONOnonao
0000000000000 ()-1-(.4-00(@QO000000)6-000000000)-
3-(3",4"-00(@O000000)I000)I00-2-00-1-00 (51.4¢g, 79.23 000
0,1e)Pl 000000000000 0C0EGOON)IIOIODDDODOOOCOO10000

00O00D0-1.5000-0.20(0000)I000000000000O000O0OO0O00O0O
000000 (7.59g, 197.37 0000, 2.5e0 000000000000 O0O00O0O
000000-0.30000000000000000000O0000O0O000O0O00OO.
50000000000 (0.8000-0.30)000250000000000000000
OHPLCO OO ODODOOODOSwWI 0O0O00O0O0@67m) 00000000 C@.5L)00000
000000000000 00000000000012000000000000000
00000000000 (@2x1 L, 1x800mL) OO D00 (Ix500 ML) DO OO ODOOCODO
000000000000 00O0000O0O000O0O0000O0000O000O0O0HPLCO
D0O0O08% 00000000141 OOO0O0(UC)IDODDDONDDONONONoDoONoooao
000000000000 00O0/0000000/00000(25/25/0.5, v/v/v)O OO
000000000000 000O0000O0000O000O00O38y (00 75.5%)0 HPLCO
00 99.5%(AUC)0 0 O O O

1

H NMR (300 MHz, CDCls) 8= 3.55 (d, J= 5.4 Hz, 2H), 4.94 — 5.08 (m, 5H),
5.12 (d, J= 4.4 Hz, 4H), 6.04 — 6.2 (m, 2H), 6.22 — 6.4 (m, 2H), 6.82 (s, 2H),
6.97 (d, J= 1.2 Hz, 1H), 7.18 = 7.5 (m, 20H).

3C NMR (75 MHz, CDCls) 8= 26.41, 70.19, 70.43, 71.46, 93.63, 95.26.
107.03, 112.78, 115.3, 119.91, 126.7, 127.29, 127.33, 127.41, 127.53, 127.76,
127.79, 127.85, 128.02, 128.45, 128.46, 128.53, 128.62, 130.18, 136.45

137.13, 137.24, 146.46, 148.19, 155.18, 157.93, 158.86

0Doo0o0oo

000000 (B)-(3.,5-00(Q0O00000)-2-(3-(3",4"-00 (00000 0O0)O
00)IO0O0)IOO0O00)(tert-000)000000O0000

0 (E)-3-(3,5-0 0 (00 00000)2-(3",4"-00(@O000000)-0000)10
I OOOOOtert-0 0000000000000 O00O0O000O0O0O0D0OOO0O0O0ODO
ON, N-O000O0000O0000O0O000 (Org. Letts. 2001 3(5), 739) 000000
0000000000000 0O0O000O0O0O0O0OO

0oo0O

00000 (B)-(3, 5-00(QO0O00000)-2-(3-(3",4"-00(@QOO0O0D000O)-
00)IODO0)0000O)ert-000) 0000000000
0O0O00(E)-3-(3,5-00((000000-2-(3",4"-00(@QO000000)000

oo ooooogogooQg

Ooo0oogao
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0)0O00)IODO0DO00 (959, 1500000, 1eq) J0DDDDODDOODOODO (450 mL, 4
.7voD0DODODDODOODODODO (30.63 g, 45000, 3eq) 00ODDODODDOOOODOODO

OCDtert-000000D0O00DO0OO00OM5.179, 3000000, 2eqO0O00OODO
gooboooooboooobooobleb0goboooTLCODDOO0OO0ODDOOO0nOO
OCoOO0O0O0O0O0O00D0Go0 g OoOO0oDODO @x500 mL, 1x250 mL) O OO0 O O0DOO
ooocooboobooboooooooooobobbooooooooobobobobooooooooobooao
oooobDobOoooooooo1wooooboooooo (/vWoooooogooao
ooooDDbO0O O3swwWoooooooooooooobobbOoOoooooaooes ghHPLC
OO0 100% (AuCY)O O O O DO

goooogao

"H NMR (300 MHz, CDCls) 8= 0.1 (s, 6H), 0.92 (s, 9H), 3.46 (d, J= 5.7 Hz, 2H),
4.88 (d, J= 3.5 Hz, 4H), 4.98 (d, J= 3.5 Hz, 4H), 5.92 — .22 (m, 4H), 6.58 —
6.74 (m, 2H), 6.8 (s, 1H), 7.1 — 7.4 (m, 20H)

'°C NMR (75 MHz, CDCls) 5= -4.08, 18.23, 25.65, 25.84, 26.84, 70.15, 70.18,
71.36, 71.48, 93.95, 98.53, 112.33, 112.68, 115.33, 119.58, 127.25, 127.31,
127.35, 127.68, 127.7, 127.87, 127.92, 128.39, 128.41, 128.44, 128.59,
129.03, 137.31, 137.43, 137.46, 149.08, 158.09, 158.35,

MS= 749.4 [M*+H]

ooooo

000000 (1R,2R)-3-(2,4-00 (000 O0000)-6-(tert-00 00000000
0O0)0000)-1-(3",4"-00(@000000)I000)IO000-1,2-00000
O

DOtert 00000000 (@.2L) 00000000 O0AD-mix-B (450 g)0 00 OO (O
20)00 000000000 (@.2L)00000(E)-@E,5-00@O000000)-2-(3
(3".,4"-00(@O000000)IONO00)IOO)IOOO0O)( tert-000)0 00000

O 0Ooo0oooao

039, 12430000, 1eqppi000D0O00COODODO0ODODODODODODODOODDODOD @
5.18 g, 159.80 0 00, 1.26 eq)L O 000000 COCDODDDOOODOOODODDODDODOODO?2
ooooooboo2z28gooooooTLCOO0O0O0OoOoOooODODOOOOoDOoooOooooDOO
ocooocoooOoooDOooooboQ@woooD,wv,2L)y0b00o0obgooDbDooao
oooobDoOoooooooo@y4uHooooooooobobooooooobooob oo
ooooobobooooooooobobboooooooobDbbobooooooooDbDbDO20
% 0000000000000 00D000D0O0O00OTY7.43 g (00O 80%)O HPLCO O O 96.3%
()0 oDoooOooDHPLCODOODOODOODODODOOSB%w eeD 0O DO0O
gooooao
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"H NMR (300 MHz, CDCls) 8= 0.01 (s, 6H), 0.74 (s, 9H), 2.4 (d, J= 5.6 Hz, 1H),
2.84 (d, J=7.2 Hz, 2H), 3.0 (d, J= 3.2 Hz, 1H), 3.58 — 3.72 (m, 1H), 4.22 (q,
J=3.3 Hz, 1H), 4.8 (d, J= 4.3 Hz, 1H), 4.91 (s, 1H), 4.94 (s, 1H), 5.92 (d, J=
2.2 Hz, 1H), 6.1 (d, J=2.2 Hz, 1H), 6.63 (s, 2H), 6.83 (s, 1H), 7.04 - 7.3 (m,
20H).

"*C NMR (75 MHz, CDCls) 8= -4.2, -4.02, 18.24, 25.82, 27.65, 70.24, 70.52,
71.31, 71.47, 75.57, 76.6, 94.26, 98.91, 109.92, 113.81, 115.15, 119.86,
127.23, 127.29, 127.33, 127.49, 127.7, 128.03, 128.08, 128.38, 128.42,
128.66, 128.71, 134.68, 136.52, 136.9, 137.4, 155.25, 158.36, 158.43.

[a]®p= +0.28° (c= 1, CH,Cl,)

0Do0O0O00oo

0000000 (1R,2R)-3-(2, 4-00(0O00D00O00)-6-0000000000)-1-(3"
,4'-00(@O000000)00D00)I0O00-1,2-00000000

0Doo0Oooo

0 (1R,2R)-3-(2,4-0 0 (0 000O000)-6-tert-0 00000000000 00000
0)-1-(3",4"-00(QO000000)I000)I0O00-1,2-0000 (54 g, 68.96
D000, 1eq) 00O0O(7.82mL, 137.93 0000, 2eq) 00O ODO0DO00DOOO (60
omOCOODODNOS]0000O0000ON0000000000000D00@MO00DO
O
O

oooooooD, 137.93 mL,0 137,93 0000, 2e 1000 0O0O0DOODODOOO

ocooooooooogoboo22b0goo3aqOogTCO0 (OOQODOV/WODODOD, 171
,vvy ooooooogooooboboooooooooooooboooooboopopooao
OoOs5wWCO 0oo0oDO0oo0Ooo0oDoDoooDO0oO0ooDoDU0ooDOoOE@x400 Mmoo oo
ocooocoooooo¢GoombooooooooooooooDoooooboO0ooDO2eo
gpptoooobooobofooooobooboooboooooobOoobDoboboooooDbDOoDoDODOd
OO0O0O0ODDO41.9 g (OO 91%)0 HPLCO O O 98.1% (AUCYD O O DO O
gooooad

"H NMR (300 MHz, CDCls) §= 2.4 ~ 2.6 (m, 2H), 2.68 — 2.8 (m, 1H), 3.7 — 3.9
(m, 1H), 4.3 (t, J= 4.8 Hz, 1H), 4.8 — 522 (m, 11H), 6.1 (d, J= 2 Hz, 1H), 6.2
(d, J=2Hz, 1H), 6.72 - 6.98 (m, 2H), 7.16 (s, 2H), 7.2 — 7.6 (m, 20H), 9.3 (s,
1H).

"*C NMR (75 MHz, CDCl3) 8= 26.92, 66.94, 69.06, 69.23, 70.17, 70.26, 74.91,
75.63, 92.3,95.27, 107.05, 113.6, 113.9, 119.7, 126.79, 127.32, 127.45,
127.51127.58, 127.59, 127.63, 128.2, 128.24, 128.29, 137.18, 137.29, 137.38,
137.4, 147.17, 147.76, 157.08, 157.71, 157.75,

MS= 651.5 [M*+H]

[a]*p= -1.437° (c=1, CH2Clo/MeOH, 3/1, viv)

Ooo0o00o0oaoao

oooooogs, 7,37, 4"-000-0-0000-(-)-00O0OOOO

ocoooo 5,7,3",4"-000-0-(-H)-0O0C0D0-3-0-0000O00D0O0CDOO
ooobooD120000 0 (AR,2R)-3-(2,4-00 (0O0boOoODDO)-e-00000O0OODODO)-
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1-(3",4"-00(@O0000O0)00O0O0D)IOOO-1 ,2-0000(40.4¢9g, 60.47 00O
00, 1leg 001 ,2-0000000 ((750m)00000O0O0OO0OOOODODODOOODOGDO
0o0o0o00 ((12.76 g, 108.8 0000, 1.8eq)D 00000 pPp-0000O00DO00O000OD0O
0000(@.29g, 32.650000, 0.54eq)00000DO0O0DDOOOODODODODOGOO
0620 (UOODODNIODDOOOTLCOODODDODDODODDODODOODOOD33WOOO040000
0000000000000 000D00000000D0000000000 (300 g)dDn
0000000000000 0000D00O00D000D0 (A.5L)00000000000
ooooo0o0ooo0Do0oO0oo0Do0oo0oDO0oo0oon0s,7,3",4"-000-0-(-)-0000-3-0-000
00000000000 041.9g (0091 %OHPLCO 0 O098.1% (AUC)D OO DODOODODO
HPLCO OO OOODODODODODODOOS86% eed 0000 10
oooooao

"H NMR (300 MHz, CDCls) = 0.98 (t, J= 7.6 Hz, 3H), 2.0 — 2.28 (m, 2H), 2.69
(dd, J=6.8, 16.8 Hz, 1H), 2.82 (dd, J= 5.4, 16.8 Hz, 1H), 4.98 (s, 4H), 5.08 (s,
2H), 5.1 (s, 2H), 5.24 — 5.3 (m, 1H), 6.25 (d, J= 1.9 Hz, 2H), 6.88 (s, 2H), 6.94
(s, 1H), 7.17 = 7.46 (m, 20H).

"*C NMR (75 MHz, CDCl3) 8= 8.97, 24.15, 30.34, 43.44, 68.86, 69.98, 70.15,
71.29, 71.33, 78.36, 93.79, 94.48, 101.47, 113.59, 114.98, 120.0, 127.14,
127.25, 127.45, 127.54, 127.76, 127.91, 127.99, 128.16, 128.44, 128.45,
128.53, 128.59, 129.79, 131.17, 136.88, 136.9, 137.12, 148.92, 148.95
154.93, 157.68, 158.63, 173.49.

MS= 707.3 [M*+H]

[a]°p=-0.881° (c= 1, CH.Cly)

gooooaod

goooo 5,7,3",4"-000 -0-(H)-0DODOO-3-0-00O0D0O0OO0O00OOS,7,3",4"-00
o-o-00D00-(-)-00obooooad 30
oooos,7,3",4"-0 00 -0-()-0000-3-0-0000O0O0DODODOOO0OOoODOoODOOooO0O (

500 mL) O0ODOOOO0 om0 OD0O0DDDOOODODDODOOODDOO@2.5g, 90.7 OO
,1.5eq) 00 000DDOOODDOO3000DO4O0DDOTLICOO0OODDOOOODNODGDO
gooooooooooooooooobooooooooooooooooooon0onooano
g¢GoomH)ODODoDoDoooooDo.50D0000DbD0OO0O0DDoDDOoOOo0OooDoDoDOooOoDbDDoDOd

0 (IxeCOmM)OOOODODOODODODDODDODOODDOOOODODS,7,3",4"-000-0-0000

20

(-)-0000000000038.4¢9 (0097.5%)00000

Dooooo

0oo0oo0o0s,7,3",4"-000-0-0000-(-)-0000 (37.5¢g) 000400000001
000000 (@.7L)000000000OO0O0O0O0OONODD4000000000000 40
000000000000 000O0000000 (31.49, 84%) 000000 OHPLCO
000000000000 9%% eed 000000000 O0O0OO0O0O0DO(.4L)000004

oo4s0000O0O0O0O0OO0OOOODODDbOOO0OOlI0DO0OO0OODODDODDbODOODOOoOooOoooODODGO
oooobboOooooooooboboobobooooooooDbbOoOoDOooooooDbDDbDO?21.6
g (00 61%)0 HPLCO O O 100% AU YD O OO OoooOorPLCOODDODODOOODODODOOO
96% ee] U0 O O O

gooooao
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"H NMR (300 MHz, CDCl3) 8= 1.55 (d, J= 3.7 Hz, 1H), 2.62 (dd, J= 8.9, 16.9

Hz, 1H), 3.08 (dd, J= 5.7, 16.5 Hz, 1H), 3.8 — 4.02 (m, 1H), 4.6 (d, J= 8.2 Hz,

TH), 4.9 (s, 2H), 4.97 (s, 2H), 5.04 (s, 4H), 6.15 (d, J=2.3 Hz, 1H), 6.22 (d, J=

2.3 Hz, 1H), 6.85 (s, 2H), 7.0 (s, 1H), 7.15 — 7.4 (m, 20H).

"®C NMR (75 MHz, CDCls) 8= 31.88, 68.19, 69.95, 70.15, 71.32, 71.37, 81.59,

93.89, 94.48, 102.34, 114.08, 115.12, 120.61, 127.13, 127.23, 127.6, 127.8,

127.91, 127.97, 128.48, 128.128.62, 128.78, 130.01, 136.93, 136.96, 137.04,

137.28, 149.15, 149.41, 155.32, 159.81.

MS= 651.5 [M*+H]

[0]%°p= -0.508° (c=1, CHaCly).
oooooao
ooooooo 5,7,3",4"-000-0-0000-(H)-00000C0OO0OO
0ooooo (28)-5, 7-00(@OO000O00O0)-2-(3",4"-00(@QOO00000O0)-0000
-3-00a0agan

Ooo0ooDb 1300bo0oodgbs,7,3",4"-000-0-0 000 -(-)-0000O0 (9.36 g, 14.4 0O
00, leq) 000O0O0OO0 ROMDHODOODDODOOOODDDODOOODDOOODODODO
(r.15g, 16.87 00, 1.17 eq)U OO0 OSB0O000D00O0O0OODDOOOODDOOO
000000 (aomL) 0OO0DO0DOO0ODODDDODOOODDDODODOODDOOOO?2.5000 TLCO
Oo0odoDoDooooDoDoOooooDoooi1cwdoooooooDoDooon oo mbyo o
0o0o0ooDoDoOo0o0ooOoDOoOoo0ooODoDoo0ooDoDoooboDoDoooooOo (Ax500 mL, 1x20
mbOODDODODODO0DD0DODODO0D0D0DO0ODOO0DD0DD@x3com)ODODOODODODOOODDODOOOOn
0o0o0oDoDoo0o0oDoDoOo0o0ooDoo0o0o0DoDoDoo0oo0ooDoDoo0ooDoDooon @25 mL)
Oo0ooDoDooooDoDoog(d@guooooooooooooooDooooDnDn (300 m
DOODODODODODDODDODDODODO0DO0DDLODDODODO0DO0DDODDOO0DO0DDDOOoO0ODODDOoOOoOOoODoDOoOOoOO0Oao

OoooODDbO0OO7.85 g (OO 85%)0OHPLCO O O 88% (AUCYD O OO O
gooooad

"H NMR (300 MHz, CDCl3) 8= 3.31 — 3.64 (m, 2H), 4.96 (s, 4H), 5.07 (s, 2H),
5.1 (s, 2H), 5.2 (s, 1H), 6.3 (d, J= 2 Hz, 2H), 6.5 (s, 2H), 6.94 (s, 1H), 7.1 —
7.52 (m, 20H).

®C NMR (75 MHz, CDCls) 8= 33.66, 70.14, 70.26, 71.21, 71.31, 83.04, 95.13,
95.91, 102.01, 113.54, 114.86, 120.01, 126.7, 127.19, 127.41, 127.61, 127.8,
128.05, 128.08, 128.24, 128.44, 128.47, 128.58, 128.62, 136.49, 136.64,
137.02, 137.15, 148.48, 149.25, 154.56, 157.07, 159.49, 207.22.

MS= 649.5 [M*+H]

OO ocooogoogoao

00O

00 (28)-5,7-00((0000000)I000-3-00005,7,3",4"-000 -0-0
-()H-0000000000

000 (O m)O2-000000(@G3m)000OO0AIDDODODONDDC( g, 9.26
0,1ePl 0000000000 O0OOODOOOODDNODONONONODOOODOOOO
0000000000000 0TLC0O0O0O0O0OO0O0O0O000000000000
0000000000000 05% 0000 @25 m)0000000000000

O Ooo0ooooogo
O 0Oo0ooooog
O Ooo0ooooao
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OoOO0o0Oo0Ooo0ooDO0Exisomb) 0000 OO0CODODODOODODODOODO @3x100 mL)O
ooocooobooboooooooooobobbobooooooooobobobobooooooooobooao
ocooooov/zso00O0O0 @/1 , v/v,250mM)00O00O0OODOOODODOOOOOOODO
O0ODO0O000000DO0OD00O0O0bB.38 g (00O89Y%0OHPLCO OO 100% (AU YD D oDoGOooaOo
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"H NMR (300 MHz, CDCls) 8= 1.65 (br s, 1H), 2.8 — 3.04 (m, 2H), 4.18 (br s,
1H), 4.88 (s, 1H), 5.0 (s, 4H), 5.2 (s, 4H), 6.2 (s, 2H), 6.92 (s, 2H), 7.13 (s,
1H), 77.2 = 7.6 (m, 20H).

C NMR (75 MHz, CDCl3) 6= 28.26, 66.74, 70.01, 70.2, 71.43, 71.5, 78.42,
94.14, 94.82, 101.06, 113.72, 116.24, 119.57, 127.22, 127.3, 127.53, 127.82,
127.86, 127.88, 127.97, 128.48, 128.65, 128.88, 128.91, 131.56, 136.88,
137.85, 149.03, 158.87, 158.83

MS= 651.5 [M*+H]

[a]°p= +2.4° (c=1, Acetone)

ooocooao
ooooDDbO (H)-ocoboboooooooao

573 4 -F L5 -0-~APh -
&E-hFx

Oooo0Q0O0
005,7,3",4"-000-0-0000-(-)-0000(.13¢g, 3.27 0000, 1 eq) O 20%
00000000 -00 oW 000000, 0.53g, 2500%)0 00000 (125 mL)O
0000 1.034x 10° Pa(l5 psi)0 0000030 0000000000000000000
HPLCOO DO DODD0DD0450 0000000000000000000000000000
0000000 @@OmM)IDDDDOONOOOCOOONONDONONONDODODOOOOOGO (100 m
DOO0DO0DC0OO0O0O0O00000D0DODDODOOOOOOO0O0O0O0O000000DOo.8g (0O 84

%)0 HPLCO O O 99% (AuCHO O O O O
goooooaon

"H NMR (300 MHz, Acetone-ds) 5= 2.51 (dd, 1H, J= 8.3, 16 Hz), 2.9 (dd, 1H,
J=15.4, 16 Hz), 3.78 — 4.05 (m, 2H), 4.58 (d, 1H, J= 7.6 Hz), 5.88 (d, 1H, J=
2.3 Hz), 6.02 (d, 1H, J= 2.3 Hz), 6.6 — 6.8 (m, 2H), 6.86 (d, 1H, J= 1.7 Hz), 7.8
(d, 2H, J= 16.6 Hz), 7.91 (s, 1H), 8.1 (s, 1H).

"°C NMR (75 MHz, Acetone-ds) 5= 28.76, 68.37, 82.68, 95.5, 96.18. 100.67,
115.25, 115.75, 120.08, 132.22, 145.69, 156.91, 157.19, 157.71.

MS= 291.1 [M*+ H]
oooooao
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O (+)—D gooooooooooogaano
O
O OBn O OH
o OBn HO O © OH
OH

CH
OBn OH
5713 4-Fr5-0-AvijL- (+) ~ZEAFH
#H-TEHhFF
0o0oo0oo
0Q0s5,7,3",4"-000-0-0000-(")-0000D00 (0.4g, 0,615 0000, 1 eq.)
o200 00 00000-00¢Go% O, 0.08g, 2500%) O OODOO (0 mW)IDOOO
01.034x 10° Pa(15 psi)J 0000030 0000000000000 00OOOOHPLCO
0000000045 0000000000000 0000D00ODOO0OO0DODOOODDOO
gooD0O0O0O0oD@m)000D0DODO0DO0DD0DODO0DO0ODDODOOO0ODODOOODOO (100
mD)ODODODO0DO0DDDODO0O0DODODO0O0DDODO0OO0OO0ODDO0OO0O0ODDOO0O0D0DOOo.18g (O
0 84%)0 HPLCO 0O O 98.4% (AUC)D O O O O
oooooao

"H NMR (300 MHz, Acetone-ds) 6= 2.44 (dd, 1H, J= 3.3, 16.5 Hz), 2.68 (dd,
1H, J= 4.5, 16.5 Hz), 3.3 (s, 1H), 3.0 — 4.02 (m, 1H), 4.6 (d, 1H, J= 4.6 Hz),
4.7 (s, 1H), 5.68 (d, 1H, J= 2.2 Hz), 5.85 (d, 1H, J= 2.2 Hz), 8.67 (s, 1H), 8.75
(s, TH), 8.88 (s, 1H), 9.1 (s, 1H).

BC NMR

(75 MHz, Acetone-dg} 6= 28.07, 684.82, 77.96, 94.0, 85.0, 98.4,

114.66, 114.8, 117.85, 130.51, 144.34, 144.4, 155.66, 156.13, 156.41.

MS= 291.
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