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1 ] With phosphorus pentoxide; triethyl amine Bold, Guido; Altmann, Karl-Heinz; Frei, Joerg; Lang, Marc; Manley, Pal

82% hydrochloride Josef; Buchdunger, Elisabeth; Cozens, Robert; Ferrari, Stefano; et al.

T=170%C; 2 h; Condensation; Journal of Medicingl Chemistrv, 2000 , vol. 43, # 12 p. 2310-2323
Title/ Abstract Full Text View citing articles  Show Details
[ With P;0g; conc. ammonia; triethyl amine Brazzell, Romulus Kimbro
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T=170°C; 2 h; Condensation; Journal of Medicinal Chemistry, 2000, vol. 43, # 12 p. 2310 - 2323
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4: 1-(4-Chloroanilino)-4-(4-pyridylmethyl)phthalazine
Example 4

1-{4-Chloroanilino)-4-{4-pyridyimethyl)phthalkzine

& micture of 14.19 g (0.1 mol) phosphorus pentoxide, 13.77 g (0.1 mol} triethylamine hydrochloride and 12.76 g (0.1 maol) 4-chloroaniine is heated g
homogeneous melt has formed (about 20 min).

To the melt, 5.93 g (0.025 mol) 4-(4-pyridylimethyl}-1(2H)-phthalazinone (for preparation see German Auslegeschrift no. 1 061 788 [published 23.07%
2000° C.

After the reaction mixture has cooled to about 100° C., 200 ml of water is added.
Stirring is continued until the temperature reaches about 30° C., and then 20 ml conc. ammonia (30percent agueous ammonium hydroxide solutio

&5 spon as 3 diphasic mixture has formed, the organic phase is separated off, dried over anhydrous sodium sulfate, fitered, and the filtrate evaporated
then added, and the mixture is cooled in an ice bath.

The crvstalllzate obtamed filkered off and washed with acetate and ether
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Wietfeld, Bernhard; Brueggen, Josef, Buchdunger, Elisal
no; et al.; Jownal of Medicinal Chemistry; vol. 43; nb. 12; (2
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Example Name 4
Example Title 1-(4-Chloroanilimo}-3-(4-pyridylmethyljphthalaz
Example 4 1+{4-Chiorcanilino-4-{4+-pyridyimetind jphthalazing
phorus pentoidde, 13.77 g (0.1 maol) triethydamine hydrochilond
is heated and stimed in a nitrogen atmosphere at 200° C. wntil 3
20 mim). Tothe melt, 5.83 g (0.025 mol ) 4-{4-pyridyimethyl -1
German Auslegeschrift mo. 1 061 758 [published 23.07. 1855]
stimed for 3 h at 20007 C. After the reaction mixdure has coold
added. Stiming is continued until the temperature reaches abol
(30percent aqueous ammanium hydroxide solution) and 800
As soon as a diphasic mixiure has formed, the organic phase
2 sodium sulfate, filtered, and the filtrate evaporated on a RE td
L ml acetate is then added, and the mibdure is cooled in anice by
off and washed with acetate and ether. After recrystallization
B h at 120° C., the title compound is obtained; m.p. 184-185

With P10, conc. ammonia, tnethyl amine hydrochlonde in o
Patent; Brazzell, Romulus Kimbro: US2003/171375; (2003
\iew in Reaxys
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Example Title 1-(4-Chlorganilimo}-3-(4-pyridylmethyliphthal add
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Chemical Name: 6 prep Identification
1-{4-chloro-anilino }-4-( pyridin-4-yl-methyl}-phthalazine out of Physical Data (3)
8 reactions. Spectra (4)
Reaxys Registry Number: 36333800 Binactivity/Ecotox (154)
CAS Registry Number: 212141-54-3 Use/Application (904)

Type of Substance: heterocyclic
Molecular Formula: CigHy=ClNy

Linear Structure Formula: CyoH4ClNy

- ) ; Molecular Weight: 346.819
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