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An Improved Synthesis Process of Calixcrown Ethers
and Synthesis of Novel Calixcrown Ether
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Abstract: The synthesis method of calixcrown ethers was simplified and improved, and 10 1-
scale synthesis was carried out. In the synthesis of the intermediates of the first three steps,
the synthesis of 5, 11, 17, 23-tetra-tert-butyl-25, 26, 27, 28-tetrahydroxyl-calix[4] and its
dehydroxylation were considered together, the purification procedures of the former, inclu-
ding re-crystallization in toluene and decolorization with activated carbon, were cancelled,
and thus these steps were simplified. In the synthesis of oligoethylene glycol ditosylate, the
purification method was also improved and the time-consuming column chromatography was
left out. In the final step, impurities were removed by repeating stirring-settlement steps,
by following recrystallization, the pure product was obtained. With these measures, the
whole process could be implemented easily. The industrial scale production of calixcrown
ethers could be fulfilled with the improved process. In addition, a new extracant, 25, 27-bis
(n-propyloxy)calix[ 4 ]-26, 28-crown-6, is prepared and identified.
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