Fukuyama Group - Group Meeting Problems

04/07/2004
o
O O LDA (2.0 eq) then, @NC* PPhsy ¥ oF:
MBMOEt THF THF THF m
0°C,1h ~78°Ctort12h  45°C,24h
57% 60%
0 Tf,0, Pyr; N
NT ]
\Hk ' HoNCH,CH,SH S

CN_CHchQEt

NO,
N THF N H CO,Et

| I
PhOQS 85% PhOZS

Br NaH

THF-DMSO
CO.Me t-BuOK CoHerOuS rt, 30 min; OO
18H1603
COMe THF-tBuOH Mel 0
SO,Ph rt,3 h 35°C,3h
51% 90%
1) NaH _

allyl bromide, THF

2) 9-BBN, THF, rt; N
NaOMe (1.2 eq);
+BuLi, TMEDA, —30 °C to rt;
allyl bromide; 58%
30% H,0, ag. NaOH



Fukuyama Group - Group Meeting Problems

1) TMSI (1.1 eq)
HMDS (1.2 eq)

04/13/2004

KHMDS

THF
20 °C
4 days

2) MeMgl (5.0 eq)

1
\ OH
OMe
2
3
RhamO N COMe
TBSO |
Br Br
Me
Rham = 0
-0 - OMe
MeO OMe
4
SN0,k
5

Boc

pentane
—20°Ctort,8h

toluene .
rt, 30 min Mé\

i
60% (2 steps)
A. Groot et al., J. Org. Chem., 66, 2350 (2001)
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*desired : undesired =96 : 4
W. R. Roush et al., Org. Lett., 4, 3157 (2002)
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2) Br,, CHCl,, —20 °C

3) DBN, benzene, reflux

W. Dauben et al., Tetrahedron Lett., 38, 3711 (1973)
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D. M. Hodgson et al., J. Chem. Soc. Perkin Trans. 1, 3150 (2001)
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NH 1) n-pentyl nitrite, 3-hydroxypyridine Ph\N+O-
2 diglyme, reflux \ OH

©1002H 2) MCPBA, CH,Cl, OQ

A. R. Katrizky et al., J. C. S. Perkin I, 2334 (1976)

L. E. Overman et al., J. Org. Chemé 5H0, 2403 (1985)
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Y. Kita et al., Tetrahedron Lett., 26, 2351 (1973)

1) NaNO,, HCI, CuCl, MeOH, 0 °C to rt, 81%
2) H,C=CHCH,Si(Me,)CH,MgBr, BF5-OEt,
CUBrQ'Mezs, Etzo, —78°Cto rt, 87%

0] 3) BF5-HOAc, CH,Cly, rt;
35% H202, NaHCO3, MeOH, THF, 95%
NH,
S. M. Weinreb et al., Org. Lett., 3, 3507 (2001)

1) MeO,CN=S=NCO,Me
= toluezne, rt g 3) NaBH, 0
e 88% MeOH, 91% HN” ONH

2) toluene, reflux 4) NaH, THF; ﬂ

SBn 98% aq.NaOH BnS —
89%

S. M. Weinreb et al., J. Org. Chem., 53, 1116 (1988)



