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waslied stiecessively (MeOH, hot .00 1t wis reerysiallized
from DMEP-EtO; vield 3.5 g (709) ax ornge-red needles, mp
POs-194°, nal. (CullaNO) C,) T N.

1-Thiocarbamoy!-3,5-diphenyl-4-phenylazopyrazole.— Thic
semicarbazide hydrochloride (2.5 g, 0.02 nole) was dissolved in
H.O (30 ml) and wmixed with 1,3-diphenyl-2-pheuyvlhydrazono-
1.2,3-propanetrionie (6.5 g, 0.02 mole) which ix in turn prepared
by conpling of 1,3-diphenyl-1,3-propanedione (4.5 g, 0.02 mole)
with diazotized PhNH, (2.0 g, 0.02 mole) in ab=olute FtOIT 20
mly. The mixtnure wax allowed to condense at madernte tempern-
tire on a steam bath for 1 hr, and then kept for 2 hr at room
tempernture. It separated and wns rveervstallized (15tO
vield 6.3 g (855) ax pale vellow veedles, mp 187 I88°0 A nal.
(CHHNOS) N, 8.

Similarly severat  I-thiocarbumoyl=s,5-dipheuyvl-4=nevilazopyr-
nzoles were obtained; see Table 11, Yields of the produets
depend upon the pIl of the renction medimn. Bext resnlts were
obtained at pH 4-5.
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Though many derivatives of Dibenamine have been
synthesized and evaluated biologically as adrenergic
bloeking agents, very few containing iodine have been
prepared. We report here the preparation of two such
compounds of potential interest. It is expected that
the 1odine atoms will confer sufficient electran density
on the compoundx to allow thelr localization in tixsue
by means of electron microscopy.
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Experimental Section’

N,N-Bis(3-iodobenzyl)-2-chloroethylamine Hydrochloride
(Ia).---m-Iodobenzyl bromide? (16.5 g, 0.056 mole) and 2-amino-
ethanol (3.4 g, 0.056 mole) were combined and heated on a steam
bath for 12.5 hr. The product was dissolved in CHCl; and the
solution was extracted with aqueous NaOH (pH 9) followed by
dilute sodinm thiosulfate. The CHCl; layer was dried (MgSO,),
the solvent was evaporated to 25 ml, and SOCl, (4.0 ml) was
ndded. After stirring overnight at room temperature the solvent

(1) Melting points were taken on a Thomas-Hoover capillary imelting poinc
apparatus and are uncorrected. Microanalyses were performed by Galbraitl
lLaboratories, Inc. Knoxville, Tenn. Where analyses are indicated only by
symbols of the elements or functions, analytical results obtained for those
elements or functions were within 40.4%; of the theoretical values.

(2) 1, B. Rapp and I. I. Kuz'menko, Ukr. Khim. Zh., 29, 734 (1963):
Chem. Abstr., 59, 12666¢g (1963).
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wix remmoved nnder rednced pressure. The residie was dissolved
in MeOH which was then evapornted v vacwo.  TUpon <tinding
for o few days the mixtnre beeame ervstatline. The ervstals were
triturated with CsHe containing o slight amount of CHCL.
vield 6.5 g. The compound was recrystallized from a nuninnun
ammount of CHCl; to which CsHs was added until the turbidity
poiut when hot; yield 3.1 g (33¢;). The melting poiut of the
componnd was indefinite and eondd ot be nsed for charaeteriza-
tion purposes. A ral. 1CHCLLN) ¢, 1, N
2-[N,N-Bis(3,5-dilodo-4-methoxybenzyl)|ethanolamine :11..
3,5-Ditodo-4-tmethoxvbenzyl chlovide® (4.1 g, 0.00 moles snd 2-
ainoethanol 1LGE g 0.01 mole) were allowed to venet nt 40°,
The rexction proceeded over 3 hr during which time the tempera-
ture was gradunlly raised 1o 120°, The prodiet wits partitioned
hetween Cells and 23¢, NaOH.  The Celle luyer was extrieted
with agueons sodimn thiosulfate aud dried ¢ MgRO00 Removat
of the Calla under redneed pressure left o brown residue which
wis tritnranted with EtOAe to vield B35 g 1671 of colotless erys-
tals, mp 15E1532°0 Apal OGN O O 1, N
N,N-Bis(3,5-diiodo-4-methoxybenzyl)-2-chloroethylamine Hy-
drochloride (Ib). Componnd 1T (83 g, £ nnnoles) was dis-
solved in 15 ml of ROCE and the =ohition was retinxed for 4 hr
Fxcess solvent wis evaporated under vedueed pressuve. The
residne was diszolved in o minime of CITCL and was chironao-
graphed on silien gel with CITCL. The uerterial separated into
slow-moving brown baud aud a rapidly wmoving broad vellow
band.  The eluent contnining the latter hand was eoltected and
the =olvent was evaporated.  The compouud wis veerystallized
from ether to vield .60 g (43¢ of colorless ervstals, mp 120- 121°.
dnal. Caled for COLLCLLNOGD20C L0 €0 25,98 HL

2470 N, L3O Fomd: €631 11 2.21: N, 10X
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A number of 4-[3(3)-pyrazolyljpyridinium salts (1).
for instance. have been found to display interesting hy-
poglyeemic activity in laboratory animals.'  To deter-
mine whether this activity extends to the related quino-
linium salt series, 1-methyl-4-[5(3)-methyl-3(3)-pyra-
zolyljquinolinium iodide (2) was synthesized in two
steps from the known? 4-acetouacetylquinoline.  Com-
pound 2, when administered orally to male mice (Car-
worth Farms, 2330 ¢) in saline solution at a dose of
1.5-3.0 mmoles/kg failed to depress blood sugar levels
significantlv below untreated controls when estimated
by the method of Hoffman? as adapted to the Techni-
con Auto-Analyvzer.*

11 V.J. Baner, H. . Dalalian, W, J, Fanshawe, 3. R. Safir, E. (", Tocox,
and C. R. Boshart, J. ed. Chem., 11, 981 (1868).

(2) H. Weidel, Monutsh., 17, 402 (1896).

(3) W.S. Hoffman, J. Biol. Chem., 120, 51 {1937).

(4) Testing results were supplied by Drs. D. A. Blickens and 8. J. Rigxi
of the Metabolic Chemotherapy Department of these laboratories.
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