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1-(2-Hydroxy-3,4-benzopheny!)-3-aryl-prop-2-ene-1-ones (0.01 mol)
(3a~d) and semicarbazide/thiosemicarbazide/isonicotinic acid hydrazide
(0.01 mol) were added 10 DMF (20 mL) and the mixture was reflixed for
about 2 h. The reaction mixture was cooled and diluted with water. The
semisolid so obtained was triturated with ethanol to get a solid which was
recrystallized from ethanol-acetic acid mixture to obtain titled pyrazolines

Key Words: Synthesis, Substituted pyrazolines.

Pyrazolines are known to possess fungicidal’, bactericidal?, insecticidal®, anal-
gesic®, antipyretic® and antiinﬂammatory6 properties. Several pyrazolines are
found important as pharmaceuticals. Pyrazoline derivatives acquire anti-implanta-
tion’ and cerebroprotective® activity. Due to this vital biological role of pyrazoline
derivatives’ ', it was thought of interest to synthesize the titled pyrazolines.

It has been observed that substituted chalcones are the best starting compounds
for the preparation of the substituted pyrazolines. The present work deals with the
synthesis of some new pyrazolines and their characterization by spectral analysis
(R, 'H NMR).

Allmelting points were taken in silicon oil bath with open capillary tubes and are
uncorrected. Thin layer chromatography on silica gel-G was used to check the
purity of the compounds. '"H NMR spectra were recorded on a Bruker AC300
FNMR spectrometer (300 MHz), using TMS as an internal standard. IR spectra
were recorded on a Nicolet-Impact 400 FI-IR spectrometer. Microanalysis of
nitrogen was obtained on Colman 29-N analyzer.

Preparation of 2-acetyl-1-naphthol (2) from modified Nenchi’s Method

Inhot glacial acetic acid (80 mL), fused ZnCl, (50 g) was added and refluxed till
dissolved, then powdered 1-naphthol (30 g) was added and the mixture was
refluxed for about 8 h. The reaction mixture was cooled and poured in acidulated
water. The solid obtained was filtered, washed with water and recrystalized from
rectified spirit to obtain compounds (2). Physical data of the compounds is given in
Table-1.

Preparation of 1-(2-hydroxy-3,4-benzophenyl)-3-aryl-prop-2-ene-l-ones
(3a—-d) ‘ ‘ o
2-Acetyl-1-naphthol (0.01 mol) and aromatic aldehyde (0.02 mol) were added in
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ethanol solvent (20 mL). To this mixture KOH (10%, 10 mL) solution was added
dropwise with constant stirring. The reaction mixture was kept overnight. Then this
mixture was poured over crushed ice and a little HC1. The product was filtered and
recrystallized from ethanol to obtain 1-(2-hydroxy-3,4-benzophenyl}-3-aryi-prop—
7-ene-1-ones (3a—d). Their physical data is given in Table-1.
TABLE-1
PHYSICAL DATA OF SYNTHESIZED COMPOUNDS

Compd R R, R, rr:p Yield % N %S Ry ‘
(°C) (%) Found Caled. Found Caled. value

2 — — _ %8 TN - = — —_ —
3a H — H 122 62 — — — — —
3b OCH; — H 144 68 . — — — — —
3c OH — H 146 63  — —_ —_ — —
3d OCH; — OCH; 130 65 — _ — — —
4a H CONH; H 211 56 1443 1453 — — 063
sa H CSNH; H 190 53 1201 1210 928 922 0.66
6a H  CsHsNCO H 187 48 1055 10.69 — — 059
4b OCH, CONH, H 195 61 11.69 1163 — — 068
sh OCH; CSNH; H 165 55 1122 1114 838 849 052
6b  OCH; CsHsNCO H 181 49 986  9.93 —_ — 056
4c OH CONH, H 300 59 1222 1210 — — 057
5c OH CSNH; H 175 47 1147 1157 871 882 058
6c OH CsHyNCO H 188 46 1018 10.27 - — 062
4d OCH; CONH, OCH; 274 62 1086 10.74 — — 056
54 OCH;CSNH, OCH; 181 56 1025 1032 778 7.86 059
6d OCH; CsH,NCO OCH; 179 52 917 9.27 — — 068

“Spectral interpretation of (3a): IR (Venax) (cm™): 3250 v(OH), 1685
v(C==0), 1632 v(C==C), 1275 v(C—0); '"H NMR (8 ppm): 7.25-8.70 (m, 11 Ar—
H and —CH=CH—), 13.80 (s, 1H, OH).

Preparation of 3-(2-hydroxy-3,4-benzophenyﬂ)-'5-aryﬂ-1-carboxamido/ 1-thio-
semicarboxamido/1-isonicotinoyl-pyrazolines (4-6a , 4-6b, 4-6c, 4-6d)
1-(2-Hydmxy-3,4-benzophenyﬁ)~3—aryl-pr0p-2-ene-1-0nes (0.01 mole) (3a—d)
and semicarbazide/thiosemicarbazide/isonicotinic acid hydrazide (0.01 mole)
were added to DMF (20 mL) and refluxed for 2 h. The cooled reaction mixture was
diluted with water and the semisolid so obtained was triturated with ethanol to geta
solid which was recrystallised from ethanol-acetic acid mixture to get titled
pyrazolines in 42-72% yield and their physical data is given in Table-1.

Spectral interpretation of (4a): IR (V) (cm"): 3340 v(OH), 3237 v(NH,),
1652 v(C==N), 1374 v(C—0), TH NMR (8 ppm); 3.410-3.486 (dd, IH, Hy),
Jap = 17.8 Hz, J ox = 4.8 Hz,3.959-4.048 (dd, IH.Hp)Jag = 17.8 H.Jgx = 1.7 Hz,
55205584 (dd. 1H, Hy), Jax = 4.8 Hz, Jgx = 11.7 Hz, 7.21-7.78 (m. I 1 Ar—H),
11.14 (s, 1H, OH), 6.80 (s, 2H, NH,).
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Scheme
R=H OCH;. OH. R,= CONH;, CSNH,, C¢HsNCO,; R, =H. OCH;.
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