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Exploration of the new synthetic route of tolvaptan

Abstract

Purpose: Based on the tovaptan synthetic route of previous scholars and experts,
first carry out test-oriented experiments to verify the feasibility of the synthetic route,
and analyze the synthesis process of these routes to find out the existence Problems,
especially to find problems from the perspective of industrial production. Optimized a
synthesis route with relatively low production cost, relatively friendly environment,
relatively few impurities and ideal yield. Method: Take 2-methyl-4-nitrobenzoic acid
as raw material, react with 2-methylbenzoyl chloride, and then react with intermediate
7-chloro-5-0x0-2,3,4,5-tetra Hydrogen-1H-benzodiazepine reaction, using oil bath,
ice bath, stirring, pH adjustment and other reaction conditions, thin layer
chromatography, mass spectrometry and other identification methods, through
extraction, rotary evaporation, recrystallization and other operations to finally obtain
the target product Torval Putan. As a result, based on the research of senior experts
and scholars, the synthetic route was further analyzed, and after a series of reasonable
processing and identification methods, a more reasonable synthetic route and reaction
conditions were found. In conclusion, the synthesis route of this process is not
complicated, the overall yield is optimistic, the utilization rate of intermediates with
higher cost has been significantly improved, the cost has been effectively reduced, the
reaction conditions are mild, the operation is easy, and the post-processing operation
is simple, It is suitable for application in industrial production.
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