ON0 NEW CoMPOUNDS

2-X8 (HCO37) 1on-exchange resin.  The nentralized solhitions
were filtered free of resin, the resin was washed with a small
amonnt of methanol, and the combined filtrate and wash were
concentrated n vacuo (35° bath) to a residnal solid. The
residne was dissolved in CH;0H (50 ml) and diluted with ether
(75 ml) and hexane (100 ml). The solntion was seeded and stored
at 5° for 16 hr to give the prodnet as a ervstalline =olid (3.4 g,
0.0123 mole, 24.677), mp 170-171.5°  Continued  storage
afforded a second crop (1.7 g, 3490 total). The material wax
homogeneons by tle (silica gel-benzene~n-bntyvlamine-water,
15:5: 1) An analvtical sample was prepared by recrystalliza-
tion from a methanol—ether mixture containing o trace of hexane:
mp 172-173°, []®p +178.1° (¢ L, CTLOIN, AESY 200
(e 63007, AR D44 1 (e 845).

Anal. Caled for CioHpFNLOs: C) 43480 1, 4.75; N, 1L 14
F, 088, Foumd: C,43.24; H, 4.76; N, 9.85: F, 7.0,

A coupling mmn on the same scale as above (5 dayvsi withont the
addition of moleenlar sieves yielded only 2.4 g (17¢7) of 3.

1-8-pD-Arabinofuranesyl-5-fluorocytosine (1).—A =olution of 3
(2.76 g, 0.61 mole) in a 57 solution of anhvdrous NI, in C1{,;0H
(2000ml) was sealed 1 a glass-lined bomb which was heated in an
oil bath at ~125° for 16 hr.  The bomb was copled and opened
and the eontents wax evaporated to dryvness /n vacno. The
rexidite was tritirated with a small amonnt of C11,011, filtered,
waszhed, and dried /v vacuo to give 1 (2.3 g, S8, mp 234-235°
dec.  The componnd moved ax a single xpot on te (silica gel
betizene-n-bhutyvlaunine-water, 15:5:1) and was free of starting
material. The material was recrystallized once from a hot
CITOU-TLO mixnwe to give pure 1, mp 230-232° dee, ‘a]*
+165.2° (¢ 0.2, 1L0O) e mp 237-258°) [al#=n +163 £2°
(e (K18, T1.0)7. The nltraviolet and infraved =pec(ra were wlen-
tical with those of a snmple prepared from 2 by the method of
[Fox, ef al.?

1-3-n-Arabinofuranesyl-5-fluorouracil (2J.---"T'he 4-alkoxy de-
rivative 3 (0.6 g, 2.07 X 10~% mole) was dissolved in 1 & 1ICH
in methanol (20 ml), and the tightly <toppered solution wax
stored for 72 hr at ambient temperature. The =olution wax
evaporated to drynes=s /n racuo and the residne wax dissolved 1 2
minimum of absolnte ISTOTT,) seeded, and stored at ~5° 1o give
2 (L35 g, 659 I two crops: mp 187189, 184-185°. The
combined  crops were reervstallized once from hot absolnte
FHOH to give pure 2, mp 186~188°, ‘a]*n +116.7° (¢ 112,
1ILO) [hit.? mp 187-188°, [af?*n +128° (¢ 0.21, H.0). The
nltraviolet and infrared spectra were in good agreement with
those of an anthentic sanmple.
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Terpene Compounds as Drugs, III

Terpenylketoximes
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The report! that some oximes of aliphatic ketonex arve endowed
with interesting hypnotic and anticonvnlsint properties and onr
interest in the terpene field have led 1= to xynthesize the oximes
of geranvlacetone, nerviacetone, and farnesvlacetone and to
~indy their phamnacological properties.  However, none of the
three componnds displayed hypuotie and anticonvilsant activity
of any interest. By contrast, geranviacetone oxime and neryl-
acetone oxime revealed a marked and nnexpected hyperglycemie
aetivity in rats and rabbits.

Experimental Section

Geranylacetone Oxime. ~Geranylacetone? (4.6 g, 0.0237 male),
hydroxylamine hvdrochloride (2.47 g, 1.0355 mole), and NaHCO,

(1) ¥, Haasehild, 2nd Confeceniia Hengaciea pro Therapia ot lovesligu-

lione in Pharwacologia, Budapest, Qe 2-7, 1962,
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(2,45 g, (LO355 mole) were poured into 10 ml of water, and 1he
mixture was stirved for 24 hr at room temperature.  An emnlsion
formed which was then extracted with ether, the ethereal soln-
tiore was washed with water and dried ¢ N804, and the solvent
was removed.  The residne was distilled 7o racio to vield o color-
lews cdl 741 g, S35, bp T0T-108° AL05 ), 220, LASO7, i
RSP BRI AS

Awnal. Caled for CpllgNO: ¢, 74080 11,
Fonnd: O 7474 1, 11060 N, 6.51.

Nerylacetone oxime wax =imilarly preparved from nerviacetone?
with an 84775 vield, hp T12-114° (0,12 nuny, 220 14801,

Anal. Coled For ColTuNO: 0 7455 11, 1107 N, 6.64.
Found: €, 7455 H, 118, N, 6.4

Farnesylacetone oxime wa= derived from farnesviacetoned in
an S1C vield, bhp 142-143° (0.07 mm ), 2% 1.4074.

Awval. Caled {or ClloNO: €, 72020 1, 11260 N, 500,
Fod:  CO77.750 11 1105 N, 4.0,

.07 N, G.64,

e P Noadlees AL Neelivate) A Frey, aad A Usthewaiosee, Hielr,
Chi, Aria, 40, 1373 110573,

SUMLUV Gkl L Chee Spel, TH v,

o0 Isle s I Ruepe, b b Chopuod-dit=Jean, A,
O, Wiss, Hele, Chig, Avia, 41, T85 1 1u5H%),
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Formation of
1-Amino-3.5-di(3-indolylmethyl)-s-triazole

from Indole-3-acetonitrile and Hyvdrazine
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Dhing investigations of the chemistry ol indolic compaunds
and possible rontes 1o tryptamines, indole-3-acetonitrile was
treated with anhydrons hydrazine. Analytical data obtained
together with considetation of reactions reported in the Iix-
perimental Rection led 1o the stmetnral assignment ax 4-amino-

|N—~—N
CH -L JCH

2 N 2 ‘

N NH, N
H H

3,5-dic-indolylmethybh-s-triazole for the compound obtained.

Experimental Section

Mass spectroseopy was performed by the Morgan Schafer
Corp., Montreal 26, Quebec, Canada. Nnir spectra was douce
by Nutelear Magnetic Re=onance Speeialties, Tne., New Kensing-
ton, Pa.

Tudole-3-acetonitrile (3.0 g 0.032 mole) was retlnxed with
25.0 m! of anhydrons hydrazine for 18 hr. Most of the hydrazine
wax removed nuder vaeniim and the residnal solntion waxs poured
into water resnlting in the precipitation of 6.1 g (56¢¢ yield) of
light vellow prodnet, mp 224-226.  Three crystallizations from

ethanol-water gave a ereanm-coloved componnd, mp 227-228°
{cor),

Anal. Caled for CollhXNa: ¢, Todd: 1, 530k N 2450,
Found: C,76.42: 1,502 No24.22

Chromatography on thin layver =ilica on glass in 9:1 CHCly
CH;0H prodneed ove =pot at B¢ (11 giving a positive xanthydrol
reaction for indoles. negative ninhydrin reaction, and weak
fluorescence nnder uv light. The compoind was insoluble in
water, but soluble in dilnte FICL.  Mass spectroscopic analysix
gave 342 as the parent peak and therefore moleenlur weight.
The nirared absorption =pectrnm (KBr) showed the presence of
the N=IT =stretching band at 293 . The ov =pectrnm (in
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