
A mixture comprising an organic amide solvent and a
sulfur source is heated in a dehydration step, and the
vapor resulting from vaporization is introduced into a
distillation column. A fraction comprising the organic
amide solvent as a major component is refluxed to a
reaction tank. A fraction comprising water and
hydrogen sulfide is cooled. The hydrogen sulfide
remaining uncondensed after the cooling is discharged,
while part of the water condensed is refluxed to the
distillation column and the remaining water is
discharged. The relationship between the total 



amount of the water refluxed and the water discharged
without being refluxed and the amount of the hydrogen
sulfide discharged from the reaction tank is
determined beforehand. Based on the relationship, the
amount of the hydrogen sulfide discharged from the
reaction tank is calculated from the found value of
the total water amount. The molar proportion of the
sulfur source to be introduced to a dihaloaromatic
compound to be introduced is thus regulated. 


