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NaBH, in methanol, catalyzed by nickel boride, can be used to
reduce nitroalkenes to aminoalkanes in about 70% yields in 15
min at room temp. The nickel boride is prepared in stu from
NiCl#6H.O (nickel chloride hexahydrate) and NaBHy. The method
is general, and can be applied o many conjugated nitroalkenes.
Other novel promising methods are catalytic transfer hydrogena-
tion with PdIC (Tet Lett 20(45), 5733-5734 (198R). NaBH, in
methanol, followed by AUHg (Tet Lett, 1317-1320 (1877)), NaBH,
and CuSO, (Syrelt 419-420 (1990)), and finally NaBH, and tri-
methyisyicrorde in THF (Angew Chem Int Ed Engl 28, 218220
(1989))
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Reduction with NaBHJ/NICI,

.68 grams NiCI0H;O (155 mmol) was dissolved in 300 ml
MeOH, and 1.76g NaBH, (46.5 mmol) was added portionwise
(Caution, frothing!) with stirring to the wonderfully light green solu-
tion. and the solution immediately turned black and hydrogen was.
‘evolved. The solution was left to stir at room temp for 30 minutes,
and 5.0 grams (31 mmol) phenyl-2-nilropropene was added all at
once, followed by 4.1 grams NaBH, in small portions over a period
of 5 minutes, care being taken for the frothing. After 15 minutes,
the reaction mixture was filtered through celte to remove the
boride and the filte cake was washed with 50 ml MeOH. The sol-
vent was removed under vacuum, and tne residue taken Up in
100ml dilute H;SO,, washed with 3x25 mi CH,Cl,, basified with
25% NaOH, and exiracted with 3x50 ml CH,Ch. The pooled ex-
racts were dried over MgSO,, fitered and the solvent was evapo.
rated in vacuum, the residue dissolved in a ltle [PA, and 37% HCI
was added untl acid. The solulion was then diluted witn diethyl
ether until turbid, and left in the freezer until all product had pre-
cipitated. The white crystals of amphetamine hydrochicride was
filtered off and air dried. MDA can be produced in exactly the
‘same fashion, just use 6.4 grams of 3 4-methylenedioxyphenyl-2-
nitropropene instead of the phenyl-2-nilropropene.

Ref: Osby & Ganem, Tet Lett 26(52), 6413-6416 (1985




