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Pyridazines. VI. Some 6-Substituted 3(2H)pyridazinones (1)
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A series of 0-substituted 3(2H)pyridazinoncs was prepared. The 6-substituent was either aro-
matic of heter-aromatic in structure. A few basically-substituted representatives were also made.

Pyridazine derivatives have been the subject of detailed
review (3,4), and clear evidence given that numerous
representatives exhibit diverse and valuable effects upon
biological systems. Very recently, attention has been drawn
to the fact that various 4,5-dihydro-3(2H)pyridazinones
have interesting levels of anti-hypertensive activity and
depressant effects on the central nervous system (5-8). It
is pertinent to report on some of our prior synthetic work
(9) on related compounds, which had begun with studies
on allied types (10-12) showing anti-protozoal effects.

Synthesis of the requisite 6-substituted 3(2H)pyridazin-
ones was accomplished (¢f. 3,4,10) by interaction of an
appropriate y-ketonic acid (I) with hydrazine hydrate to
form a 6-substituted 4.,5-dihydro-3(2H)pyridazinone (1),
which was then dehydrogenated with bromine in acetic
acid to give the desired product (IlI). The method was
first used by Curtius (13), essentially based upon work of
Emil Fischer (14). In some instances, a substituted hydra-
zine was employed to obtain a target compound having a
functional grouping at position 2. As a variant on the
y-ketonic acid component used in the synthesis, a few of
bis-(phenacyl)acetic acid types (IV) were interacted with
hydrazine to give 6-aryl-4-phenacyl-4,5-dihydro-3(2H)-

pyridazinones, V.
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The majority of y-ketonic acids were prepared by sub-
jecting the parent type, RH (wherein R was either aromatic
or heteraromatic in character), to Friedel-Crafts reaction
(15,16) with succinic anhydride. The greater number of
these intermediates was known, however a few new com-
pounds have been listed in Table L. The bis-(phenyl)-
acetic acid types, 1V, required as intermediates for V were
obtained by the action of alkali on the appropriate 4-oxo-
4-phenylacrylic acid (cf. 17,18).

Table [l summarizes the bulk of data on 6-substituted
4,5-dihydro-3(2H)pyridazinones formed by interaction of
hydrazine with an appropriate 4-substituted 4-oxobutanoic
acid. A few additional representatives were prepared from
those tabulated, and also [rom the bis-(phenacyl)acetic acid
type. The 2,6-disubstituted 4,5-dihydro-3(2H)pyridazin-
ones prepared (rom reaction of a substituted hydrazine
with a 4-substituted 4-oxobutanoic acid have been as-
sembled in Table 111,

0-Substituted 3(2H)pyridazinones in Table IV were ob-
tained from the appropriate 4,5-dihydro compounds. In
some inslances, other products were also of interest, as
resulting from bromination which occurred during dehy-
drogenation of the intermediate by use of bromine in acetic
acid. Thus, both 6-(4-methoxyphenyl)-3(2H)pyridazinone
and the related 6-(3-bromo-4-methoxyphenyl) compound
were produced by the action of one equivalent of bromine
with 6-(4-methoxyphenyl)-4,5-dihydro-3(2H)pyridazinone.
Use of two equivalents of bromine gave only 6-(3-bromo-
4-methoxyphenyl)-3(2H)pyridazinone (cf. 19), whose
structure was proven by oxidation to 3-bromo-4-methoxy-
benzoicacid. Further, 6-(2-thienyl)-3@2H)pyridazinone and
6-(5-bromo-2-thienyl)-3(2H)pyridazinone were formed by
the action of one equivalent of bromine upon 0+(2-
thienyl)-4,5-dihydro-3(2H)pyridazinone. The structure of
the latter product was proven by oxidation to 5-bromo-2-
thenoic acid.

Additionally, compounds listed in Table 1V were used
as intermediates or various desired O-substituted -3(211)-

pyridazinones. The following substituted-phenyl types
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758 . A. Steck, R. P. Brundage and 1. T, Fletcher

were made: 3- and A-aminophenyl;  3-amino-4-bromo-
phenyls d-chloro-3-nitrophenyl; 4-sulfamylphenyl; 4-
hydroxyphenyl; and 4-(2-diethylaminocthoxy)phenyl.
Further, 6-(A-aminophenyl)-3(2INpyridazinone was inter-
acted with 4,7-dichloroquinoline in phenol to form 6-[4-

(7-chloro-4-quinolylamino)phenyl |-3(2{Npyridazinone.
EXPERIMENTAL (20)

Intermediates.

The 4-subslituted 4-oxobutanoic acids were generally prepared
by the Friedel-Crafts reaction (15,16), with published procedures
available for applicalion to anisole (21), acetanilide (22,23),
o-chlorotoluene (24), and thiophene (25). 4-(3-Nitrophenyl)-4-
oxobutanoic acid was made by nitration (26,27) of the 4-phenyl
compound.

2-Phenoxyethyl bromide (28) was interacted with succinic anhy-
dride and aluminum chloride in nitrobenzene to obtain 4-[4-(2-
bromocethoxy)phenyl |-4-oxobutanoic acid. Data concerning that
and other new intermediates have been assembled in Table 1.
1,2-Ethylenedioxybenzene was made from catechol (29) and sub-
jected to Friedel-Crafts reaction with suceinic anhydride ina mix-
ture of sym-letrachloroethane and nitrobenzene (¢f. 21,30).  2-
Bromodibenzofuran (31) was converted into 4{8-bromo-2-dibenzo-
furyD-4-oxobutanoic acid after the manner used for the parent
substance (32).  2-Bromophenoxathiin (33,34) was treated as
described for phenoxathiin (35). The resultant mixtlure of 4-(8-
bromo-2/3-phenoxathiinyl)-4-oxobutanoie acids was fractionally
crystallized from ethanol, and the lower-melting, more soluble
isomer then crystallized from cyclohexane or toluene.  Structure
proofl was not done for these intermediates, of which only one was
al hand in amount adequate for conversion to the G-substituted
4.5 dihydro-3(2H)-pyridazinone Ly pe.

bis{A-Bromophenacylacetic Acid.

This compound was prepared from d-bromobenzoyl acrylic
acid (30) essentially after that employed for conversion of benzoyl
acrylic acid into bis-phenacyl acetic acid (17,18). A solution of
34.5 e (0,136 mole) of 4-bromobenzoyl acrylic acid in 400 ml. of
10% sodium hydroxide was warmed on the steam bath for one
hour. A small amount of gum was left upon decantation, and the
liquors were treated with charcoal, elarified, cooled, washed with
cther to remove 4-bromo acetophenone, then acidified. The crude
produel separated as an oily solid which crystallized well from
ethanol (charcoal) as {ine white needles. Two further crystallizations
alforded 15.2 g, (49% yield) pure bis{A-bromophenacyacetic acid,
mp. 176.3-177.5°. When later prepared by a different method (37)
the compound had m.p. 174°°7

Anal. Caled. for CyglijaBraOg4: €, 47.60; 11, 3.14: Neul.
Equiv., 450. Found: €, 47.83; I, 3.17; Neut. Equiv., 440.
bis(3.4-Dichlorophenacylacetic Acid.

This compound was prepared from 3. Adichlorobenzoylacrylic
acid (30) much as described above, and a 30.5% yield of thrice-
erystallized (propanol) product resulted. The fine, white needles
had m.p. 212-212.5°.

Anal. Caled. for CygH20l404: €, 49805 H,2.79; €1, 32.07;
Neut. Equiv., 434.1. Found: €, 49.77; I, 2.83; Cl, 32.80; Neul.
Lquiv., 435.

Methyl hydrazine sulfate was prepared from benzalazine (38)
and 4-chlorophenyl hydrazine hydrochloride (39) was made from
A-chloroaniline.

Vol. 11

4,5-Dihydro-3(2H)pyridazinones.

The y-keto acids were interacted with hydrazine after the man-
ner we have described previously (10,12). Insome instances, it was
necessary 1o concentrate the reaction liquors and extract with
cthanol to isolate the product from residual solids. The 6-substi-
tuted 4.,5-dihydro-3(2H)pyridazinones listed in Table 1I were pre-
pared by this method.

64 3-Aminophenyl)-4.5-dihydro-3(2i1)pyridazinone.

‘This compound was obtained from the related nitro compound
(Table 11) by reduction in methanol at 3 atmospheres hydrogen
pressure using Adams’ catalyst. It was isolated in the form of the
hydrochloride in 81% yield as a creamy microcrystalline solid
(cthanol-cther); m.p. 265.4-267° dec. The corresponding base has
been reported recently (40).

Anal. Caled. for C;oHp N3O-HCL: C,53.22; H,5.36; N,18.62.
Found: C,53.31; H,5.30; N,18.83.

6{4-Aminophenyl)-4,5-dihydro-3(2H)pyridazinone.

This compound was isolated in 83.5% yield by hydrolysis of the
acelamido compound (Table 11) with 6N hydrochloric acid in
ethanol. The hydrochloride separated from cthanol-cther as a pale
yellow microcrystalline solid; m.p. 261-262° dec. The base has
been reported (40).

Anal. CqoH1N3O-HCL: C, 53.22; H, 5.36; N, 18.62; Cl,
15.71. Found: C,53.36; H,5.29; N,18.79; Cl,15.87.

6-(5-lodo-2-thienyl)-4,5-dihydro-3(2H)pyridazinone.

This compound was prepared by iodination of 48.0 g. (0.268
mole) of 6{2-thienyl)-4,5-dihydro-3(2H)pyridazinone - Table 1I-in
200 ml. of glacial acetic acid with 48.0 g. (0.296 mole) of iodine
monochloride below 40°. The reaction mixture was stirred for 1
hour after addition of the reagent, chilled, and the brown product
collected. 1t was triturated with ethyl acetate, filtered, and then
slurried with cold acetone prior to treating a dilute acetone solution
of the crude yellowish solid with charcoal. The solvent was removed
in vacuo and the residue crystallized twice from ethanol to give dull
white needles, m.p. 198.5-199°. The yield was 83%.

Anal. Caled. for Cgll7IN,OS: €, 31.38; H, 2.31; N, 9.13.
Found: C, 31.67; H,2.14; N, 9.26.
6-]442-Dibutylaminocthoxy)phenyl |-4.5 dihydro -3(2/1)pyridazin -
one Nitrate.

A mixture of 23.8 g. (0.08 mole) of 6-[4(2-bromo-cthoxy)-
phenyl [-4,5-dihydro-3(2Hpyridazinone and 31.0 g. (0.24 mole) of
di-n-butylamine was heated under reflux at 130-180° for 3 hours,
and then at 180° for 3 hours. The cooled material was admixed
with 10 volumes of absolute ether, the di-n-butylamine hydrobro-
mide removed, and the filtrates concentrated. The viscous brown
residue readily yielded a nitrate when treated with 3 N nitric acid,
and the salt was crystallized from water (charcoal) to afford 19.3 g.
(59% yicld) of white blades, m.p. ca. 190°. Further crystallizations
from ethano!l and from water gave the pure nitrate, which required
prolonged drying to free it of solvents, m.p. 195.5-1 96.5°.

Anal. Caled. for C29l131N30,-HNO5: €, 58.80; H, 7.90: N,
13.73; (total) N, 3.42 (basic). Found: C,58.97: U, 7.61; N,
13.24 (total); N, 3.24 (basic).
4{4-Bromophenacyl)-6(4-bromophenyl)-4,5-dihydro-3(2H)pyrida -
zinone,

‘This compound resulted from the interaction of bis{(4-bromo-
phenacylDacetic acid with hydrazine in the usual manner (10,12).
A somewhal gummy, yellow solid was obtained in quantitative
yield, however the pure compound was isolaied in only 42% yield.
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The crude material was extracted with boiling ethanol, then crystal-
lized repeatedly from aqueous dioxane after treatment with
charcoal in dioxane to give pale yellow needles, m.p. 202.5-203.5°.

Anal. Caled. for CygH4BroN, O C,48.03; 1, 3.13; N, 6.23.
Found: C,48.21; H, 2.87; N, 6.31.

43 4-Dichlorophenacyl)-6(3,4-dichlorophenyl)-4.5-dihydro-3(2/1)-
pyridazinone.

This compound was prepared from bis{3,4-dichlorophenacyl)-
acetic acid and hydrazine. The crude product was isolated as a
sticky yellow solid, which was purified after the manner used for
the bromine-containing analogue. A 45% yield of glistening white
leaflets resulted; m.p. 195.5-196.5°.

Anal. Caled. for Cighl,ClgN,O4: €, 50.26; H, 2.81; Cl,
32.97; N, 6.51. Found: C,4999; 11,2.54; Cl, 32.74; N, 6.53.

2,6-Disubstituted 4,5-dihydro-3(2H)pyridazinones listed in Table
[l were prepared by reaction of the appropriate benzoyl propionic
acids with a substituted hydrazine after the general scheme used for
hydrazine.

3(21NPyridazinones.

Conversion of 4,5-dihydro-3(2I1)pyridazinones into 3(2INpyrid-
azinones was conveniently accomplished by treatment with bromine
in glacial acetic acid at 60-70° by a well known procedure (cf. 3.4,
10,12). Most of the 6substituted 3(2H)pyridazinones in Table 1V
were prepared by that method, or resulted as by-products conse-
quent to bromination which does occur at times during dehydro-
genalion of the dihydro compounds.

6-(3-Bromo-4-methoxyphenyl)- and 6-(4-Methoxyphenyl)-3(2H)-
pyridazinone.

These compounds were formed by action of one equivalent of
bromine in 64-methoxyphenyl)-4.5-dihydro-3(2/)pyridazinone.
It had been reported (19) that two compounds were produced under
such conditions, and but one substance resulted from use of two
equivalents of bromine, yet structures were not determined. The
crude mixture was fractionally erystallized from diethylene glycol
monomethyl ether. The more soluble fraction was isolated from
liquors by concentration and precipitation, then crystallized from
cthanol (charcoal) to give white needles, m.p. 191-192°, This was
6-(4-methoxyphenyl)-3(21)pyridazinone (analyses). The less
soluble fraction contained bromine, and melted 282-283° after
further crystallization from diethylene gly col monoethyl ether. Pop-
penberg (19) had reported m.p. 263° for a compound considered
to be 6-(3-bromo4-methoxyphenyl)-3(2H)pyridazinone. That
assessment of structure was here established for the less soluble
fraction by oxidation with alkaline permanganate (cf. 41), followed
by vacuum sublimation and crystallization of the crude acid from
aqueous ethanol to obtain needles of 3-bromo-4-methoxybenzoic
acid, m.p. 220.5-221.5 [reported (42), m.p. 218-218.5]. Data on
both products have been listed in Table 1V.

Anal. Caled. for CgH4BrO3: C,41.58; H, 3.05; Neut. Equiv.,
231.1. Found: C,41.73; [, 3.01; Neul. bquiv., 232.0.

0-(4-tydroxyphenyl-3(211)pyridazinone.

This compound was formed from 6{4-methoxy phenyl)-3(211)-
pyridazinone, (7.07 g., 0.035 mole) by healing it with concentrated
hydrochloric acid (30 mL) at 125-130° during 5 hours. Following
the customary isolation procedure (¢f. 43), the crude compound was
sublimed at 270° (0.1 mm)and crystallized repeatedly from aqueous
propylene glycol to give the desired compound in 64% yield. The
white, microcrystalline solid had m.p. > 300°. 6{4-Hydroxy-
phenyl)-3(2H)pyridazinone was previously (19) made from 643-
bromo-4-methoxyphenyl-3(2H)pyridazinone.

Pyridazines. VI. 759

Anal. Caled. for CigHgO,: C, 03.82; H, 4.29;
Found: C, 63.94; H, 4.21; N, 15.11.

6- (3-Aminophenyl)-3(2HNpyridazinone Hydrochloride.

N, 14.89.

This compound was prepared by calalylic reduction of the
corresponding nitro compound, essentially as described for the
dihydropyridazinone. A crude yield of 78% (m.p. ca. 290°%) resulled,
from which the pure product was obtained by multiple erystalliza-
tions from ethanol-ether. The fine, creamy-white needles had m.p.
307-309°.

Anal. Caled. for CgHoN3;O-HCL: (€,53.70; H,4.51; N, 18.79;
ClL 15.85. Found: €, 53.74; 1,4.73; N,18.94; C1,16.12.

6(4-Aminophenyl)-3(211)pyridazinone Hydrochloride.

This compound was obtained from the corresponding acetamido
compound (Table 1V) by hydrolysis following the method used for
the related dihydropyridazinone. The erude product (89% yield,
m.p. 290-293°, dec.) was treated in methanol solution with char-
coul, precipitated with ether and reerystallized from methanol-ether
to give white microcrystals. 1t melted 207.5-309° with decomposi-
tion accompanied by intumescence (in bath at 200°). The base has
been reported in the patent literature (44,45) and also scems to be
part of more detailed report recently made (8) of work in the arca.

Anal. Caled. for C1oHgN3O-HCL: €,53.70; H,4.51; N, 18.79.
Found: €, 54.00; N, 4.68; N, 18.58.

6-(3-Aminophenyl-4-bromophenyl)-3(2H )pyridazinone.

6{4-Bromophenyl)-3(211Npyridazinone (1424 g., 0.573 molce)
was dissolved in 170 ml. of concentrated sulfuric acid, chilled to
—50, and stirred at -5° to 0° while to it there was added a mixture
of concentrated nitric acid (82 g.) and concentrated sulfuric acid
(245 g.). Addition required 2 hours: thereafter, the mixture was
stirred at 0° for 2 hours prior to quenching it in several kilos of
ice-water sturry. The yellow solid was collected, washed free of
acid, and crystallized twice from dicthylene glycol monethyl ether,
with liberal use of charcoal. It was washed with cold ethanol by
decantation, boiled with ether, and dried in vacuo to obtain 129.0
g. (75.5%) of 0{4-bromo-3-nitrophenyl)-3(2H)pyridazinone. The
yellowish needles had m.p. 175.176.5°.

Anal. Caled. for CgHgBrN3O3: (6, 40.29; H,2.03; Br, 26.99:
N, 14.17. Found: C,40.39; 11,2.00; Br, 27.15; N, 13.94.

Redcution of the foregoing bromonitro compound was done in
methanol at 50° with use of Raney nickel catalyst, under hydrogen
pressure of 75 atm. The crude compound (78% yield) was crystal-
lized from cthylene glycol, then from dilute acelic acid, cach time
with charcoaling, to give the pure product in 63% yield. The 643-
amino-4-bromophenyl)-3(2H)pyridazinone was a pale yellow mic-
rocrystalline solid, m.p. 200-292° dec.

Anal. Caled. for C1oHgBrN3O: (1, 45.13; 11, 3.03; Br, 30.03.
Found: C,45.40; H, 3.00; Br, 30.00.

645-Bromo-2-thienyl)- and 6(2-Thienyl)-3(2H)pyridazinone.

Both of the compounds resulted from dehydrogenation of
4,5-dihydro-62-thienyl)-3(21)pyridazinone with bromine in glacial
acelic acid. Fractional crystallization from propylene glycol
achieved satisfactory separation, and the less soluble portion was
leached well with boiling ethanol. Al liquors were concentrated,
precipitated with water, and the resultant crude 042-thienyl-3(211)-
pyridazinone crystallized {rom ethanol (charcoal) to give the pure
compound. The less soluble fraction was purified from aqueous
dicthylene glycol monoethyl ether and the structure proven Lo be
645-bromo-2-thienyl)-3(2INpyridazinone by oxidation withaqueous
alkaline permanganate solution (¢f. 41). The crude product from
the oxidation was sublimed and crystallized from water Lo give fine
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needles of 5-hbromo-2-thenoice acid, m.p. 140.5-141.5° [lit. (46),
m.p. 141-142°%,
Iv.

Data on the two pyridazinones are given in Table

0-(A-Sulfamylphenyl)-3(21)pyridazinone.

Thirty five ml. of chlorosulfonic acid was stirred at 20° during
addition (1-1/2 hours) of 17.2 g. (0.1 mole) powdered 6-phenyl-
3(21Npyridazinone. The golden mixture was kept at 20-25° for 1
hour and at 58-60° for 2 hours, then chilled to 0° prior to quench-
ingitinice. The gummy white product was washed be decantation,
covered with ice, and basified with concentrated ammonium
hydroxide. A friable solid was obtained by trituration with ice
water. That crude product had 228-231° (22.2 g.; 88.5% yield).
It separated from water as white needles, m.p. 238-240°.

Anal. Caled. for C1gHoN303S: N, 16.73; S.12.76. Found:
N, 10.91; S, 12.56.

6-(4-Chloro-3-nitrophenyl)-3(2Npyridazinone.

A solution of 20.7 g. (0.1 mole) of 6{4-chlorophenyl)-3(2H)-
pyridazinone (10,12) in 35 ml. of concentrated sulfuric acid was
stirred well at 8° to 10° while in a mixture of 25 ml. of concentrated
sulfuric acid and 12 ml. of nitric acid was added during 2 hours. At
the end of the addition, the entire mixture was stirred for 2 hours
at 0° to 10° while a mixture of 25 ml. of concentrated sulfuric acid
and 12 ml. of nitric acid was added during 2 hours. At the end of
the addition, the entire mixture was stirred for 2 hours at 0° to 5°
for 2 hours before it was quenched in ice. The cream colored solid
was collecled, washed well with water, and dried to give a quanti-
lative yield (25.2 g.) of product, m.p. ca. 250° dec. Three crystalli-
valions from 2-methoxy ethanol afforded 20.8 g. (82.5%) of yel-
lowish, felted needles of 6{4-chloro-3-nitropheny!)-3(2H)pyridazin-
one; m.p. 271.5-272.5° dec. (immersed at 265°).

Anal. Caled. for CollgCIN3O3: C,47.73; 1, 2.40; CI, 14.09;
N, 16.70; N (nitro), 5.57. Found: C,48.16; 11,2.16; Cl, 14.48;
N, 17.06; N (nitro), 5.52.

6-] 4-(2-Dicthylaminoethoxy)phenyl | -3(2 H)pyridazinone.

0-]142-Bromocthoxy)phenyl]-3(2H )pyridazinone (14.7 g., 0.05
mole) and diethylamine (14.6 g., 0.2 mole) were placed in an
autoclave and shaken at 128-130° for 7 hours. The volatile material
was evaporaled with nitrogen, then the residue was taken up in
ethanol, filtered, and concentrated in vacuo. The dark oil was
mixed with dilute sodium hydroxide solution, extracted well with
cther, dried (sodium sulfate), and the solvent removed. The resi-
dual solid was taken up in benzene and then chromatographed on
alumina with benzene-hexane (3:7) as eluant. It was necessary to
crystallize (he substance from cyclohexane, and then thrice from
benzene-hexane Lo oblain 3.0 g. (21%) of pure compound as creamy
white platelets, m.p. 146-147.5°.

Anal, Caled. for CygHy N3Oyt C,66.87; H,7.37; N, 14.62.
Found: C66.82; H,7.65; N, 14.69.

0-[ 44 7-Chloro-4-quinolylamino)pheny! | -3(2H)pyridazinone,

A solution of 9.3 g. (0.047 mole) of 4,7-dichloroquinoline in 20
g. of molten phenol was stirred at 100°, and 0.2 g. powdered
potassium iodide added. The mixture was kept at 100-1 10° for 10
minules, and then 8.0 g. (0.043 mole) of 6{4-aminophenyi)-3(2H)-
pyridazinone added in one portion. The entire mixture was heated
to 170° during 1 hour, then held at 170-172° for 10 hours. There-
after, the cooled, viscous material was mixed with an excess of 35%
sodium hydroxide solution and crushed ice. T'he purplish solid was
collected, washed well with water and cold ethanol, and dried in
vacuo. The brownish product (14.0 g., 86% crude yield) melted
above 300°. N was crystallized twice from pyridine acetate, then
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boiled in 80% ethanol to free it of solvent. The 6-[4«7-chloro-4-
quinolylamino )phenyl ]-3(2H)pyridazinone was a bright yellow,
microcrystalline solid of m.p. > 315°.

Anal. Caled. for C;9H;3CIN3O: C,65.43; H, 3.76; N,16.07.
Found: C,65.64; H,3.70; N,16.21.

2-Methyl-6-phenyl-3(2H)pyridazinone.

Five g. (0.029 mole) of 6-phenyl-3(2H)pyridazinone and 5 ml.
of methyliodide in 35 ml. of methanol in a sealed tube were heated
at 100° for 6 hours. The resultant mixture was taken to dryness,
leached with cold, dilute ammonium hydroxide, then crystallized
from water containing a trace of sodium bisulfite. White prismatic
needles (4.5 g., 83.5%) resulted from an additional crystallization
from water; m.p. 113-113.5° {reported (47), m.p. 105-106°].

Anal. Caled. for Cy 1 Hy gN,O: C, 7095; H, 5.41; N,15.05.
Found: C,71.22; H,5.10; N, 14.96.

2(4-Chlorophenyl)-6-phenyl-4(2H)pyridazinone.

2-(4-Chlorophenyl)4,5-dihydro-6-phenyl-3(2H)pyridazinone
(14.2 g., 0.05 mole) was dissolved in glacial acetic acid (75 ml.) and
kept at 65° (stirring) during addition of iodine monochloride 16.6
g., 0.102 mole) in glacial acetic acid (25 ml.) in 1 hour. Thereafter,
it was heated at 70-75° for 2-1/2 hours, cooled, and the brownish
solid collected. It was washed with cold glacial acetic acid, tritu-
rated with carbon disulfide, and then crystallized from dilute
acetone which contained a trace of sodium bisulfite and charcoal.
The iodine-free compound was crystallized twice from ethyl acetate
to obtain felted white needles (10.0 g., 70% yield); m.p. 164-
164.4°. A trace of greenish substance was insoluble in ethyl acetate.

Anal. Caled. for C{gH; {CIN,O: Cl,12.54; N,9.91; Mol. wt.,
282.7. Found: Cl,12.83; N,9.81; Mol. wt., 278.5 (in dioxane).
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