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SUMMARY

“a=Naphthylamine-was: transformed by the diazo resotion to.
~@~Naphthonitrile and-then reduced witn Hydrogem to
a=-Methylnaphthalene in-the presence of reduced nickel at °
- 250=-2909C, : The yield of“pure a-methylnaphthalene was - -

. approximately 21% by weight. )
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W'i"h'ei ok 6f:fe£andatd_i‘_u,ei" fpr Diesel engines. had “Secome s,e-;‘ioli'e' sinée, 19'1.1. :
_and, oonsegquently, the study of the following method of préparation-was under-

taken. The reaction was.as folloWws: . S
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I1.  DETAILED DESCRIPTION

A Preperation of a-Naphthoittrile (Reaction 1}°

To l4.3gm a-napnthylamine in 270cc water containing 10co concentrated HC1
was added l5cc concentfaned.}{(:l and 135gm of broken ico. - . ’
T e o SEmEEER e :

Then 35¢c of an aquoeous solution ¢
with stirring.

ontaining 7@”5’56.-‘02 ‘was added dropwise

O .

The groduot. nas treated at 80°C with 100cc of an aqueous solution contain-
ing 25gm CuS0,.5H,0 and 28gm NaCi. The nixture was stoan distilled and
yollow, and ohy, ¢rude a-paphthonitrile was odtained, The crude s-raph-
thonitrilo was extrascted with ethor, dried with CaClz, and then redis-
tillod, - Tha ylold of pure n-naphthonitrile was 5.9gm (corresponding to
approximately L0% by welight). The-properties of the a-naphthonitrile
formed vere as follows: '

8.P., 295-297°C, - W.P., 35-36°C,
B.  Presaration of a-Mothylnaphthalena (Reanction 2}

Tho s-naphthonitrile wan reduced in the prensende of reduced nickel
{prepared froa alons nitrite by ignition at adbout 200°C and by reduction
with hydrogen at 3J00UC), at 270~280°C in o silica resction tude {18za. X
1000m2). The colorless, oily product obtainad (yield adout 80% by weight)
wao distilled at atmosphoric prossure into the following fractlons:
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'v,21,0 b zso%
~250 - 285°c
“The TiTst” rrectien ooneieted meinly ‘of a-methyl naphthalene, Brd rraction'

‘was mainly m~naphthonitrile, and the second fraction was ‘a mixture of
a-methyl naphthalene and a-nephthpnitrile.

QThe yield of orude a-methylnaﬁhtbelene (rrom first- en&‘eecond fraotione)
was about 784 by weight of a-neghthonitrile.

,c;” Puririoetion of~e-Meth lna

An elooholio solution-of thé. £ eQJand seaond fractionefwae edded ‘to the
same amount of ploric acld.: . a-methylnaphthalene pic te was oryatal-
lized. by ‘oooling from the ald fo- eolution. 1 Lx.m. -

The _piorate, (m.p. 140-1L1°C) was decomposed with concentrated

{about 28%) to a-methyl.-maphthalene by warming, and, after steam éiscille-
tion of a-methyl naphthelena, was extraoted with- ether, dried: winh calcie
um ohloride, and then redistilled,

7

The yield or u-methylnnphknelene i e '
- frof 1st and 2nd rrections- epprox. BLﬁ'by weight.
A . from a<Haphthonitrile: approx. 52% by weight.
Y frem a-naphthylumine- . approx. -21%" by welght,
The propertiee of pure a-mechylnephthalene prepared rrom e-nepnthylemine
ware as followa: —~ e e .
B.P;, (760m HgYs . 239 - 240°C
25 .
nns . 1. 6153
20
ap ' : 1. 6173
o.p. of plerate : 140 - 141°c

Cozmplete dbte rolative to thess experinnnte aro not availablo.
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