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Entry Method Condition Yield (%)

1 A rt. 11
2 A reflux, HMPA 10% 1
3 A reflux, 1.5 h=r.t,, 20 h 18
4 A r.t., slow addition of 2 29
5 A r.t., LioSe, 2 equiv 14
6 A r.t., DMF2) 0
7 B ot 8
8 B 80°C,1 h—=rt,44h 9
9 B HMPA 36
10 B r.t, LioSe, 2 equiv, HMPA 46

Method A: LiBH, ; Method B : Li%
a) DMF was used as a solvent
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Table 2
@NCZ NHQNF:; H,0 (:[NHZ
Se Solvent Se
] 2
Entry Metal Temp ('C) Solvent Yield(%)
1 Raney Ni 90 n-PrOH 0
2 Raney Ni 90 n-PrOH, degassed trace
33  Raney Ni 90 n-PrOH trace
45 Raney Ni 90 n-PrOH 10
5 FeCly 70 MeOH 1 trace
6 FeCls- 6H,O 70 MeOH 46

a) addition of hydrazine and then heat ; b) heat and then
addition of hydrazine

2.3. bis[[2-(N-phenylthiocarbamoyl)amino]phenyl]
diselenidel D & Fk
TI5RAZ4%LY, T A VFATT F—h

% 3 Y RAN, 80°C C2HRIMHEL, AT TH
ftdm L 1 245372 (Scheme 4),
Scheme 4

NH,
CE e T @[

(48% )

NHPh

2A1%ﬁthVMk

Bonfrt L= Ml 1 ZHv, BV Bka17-
Teo £, U7 mpm AL oI A S, 30%
WL KR Z T T LA OER{L & 1T 5 72, 0.5 RERIHE
g, WEE L T4 Tz Zu~dtd 05 52
2,Mﬁﬁﬁﬁbtovvﬁ7wﬁ§A7m7b7?

T4 —IZ L VBRL, HAY 6 % 14%%57=(Scheme 5).
Scheme 5
0 1(5 mol%) Q
30% H,0, o
CH.Cl, )
Ph rt. P
5 6 (14%)
LHERUEBE

PUFULYEL= FORBICENT, HiEAD
LiBH, & V7258 TR OV T L= F
35 LnTEd, FEBIIVERY FrvLE
MAWTEREEDTZE 25, PBERENM L, ER

IV FULYEL= FERRTLICEERY FU L
®ﬁ%&,)%?A4ﬁyﬁﬁM@tm@MMA@m
MAEETHDLEEZ TS, LIBH,ZHAWZRTH
HPMA DRI ZAT > 7273, RO EITER0D b h
- 7-(Table 1, Entry 2), 5#1%, BV BLOICHE R L3
RSN DEFREIMEETH D P 7rdm AF
WHAShEYE L= FOGEtED, BV BRI
M4, SHIC4DEMRITAND T 2= A Y FAY

C— MTHR T ARBEHENEAS LD AN T
REFMEEE AGRRTHZ & T, REF BV BILOESR L
FFEisd,

4. BEXM

1) Syper, L.; Mlochowski, J. Tetrahedron, 1987, 43,
207-213.

2) ten Brink, G. -J.; Vis, J. —-M.; Arends, I. W. C. E.;
Sheldon, R. A.J. Org. Chem. 2001, 66, 2429-2433.

3) Ichikawa, H.; Usami, Y.; Arimoto, M. Tetrahedron Lett.,
2005, 46, 8665-8668.

4) Sasakura, N.; Nakano, K.; Ichikawa, Y.; Kotsuki, H.
RSC Adv.,2012,2,6135-6139.

5) Syper, L.; Mlochowski, J. Tetrahedron, 1988, 44,
6119-6130.

6) Hirashima, T.; Manabe, O. Chem. Lett., 1975, 259-260.

— 598 —



