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Put distilled aniline (9.3 g; 0.1 mol; 9.1 ml) 1 and glacial acetic acid (10 ml) into a round 

bottomed flask (100 ml) equipped with a reflux condenser. Add zinc dust (ca. 0.1 g) 2, boiling 

chips and acetic anhydride (10.2 g; 0.1 mol; 10 ml) 3 to the aniline solution, and heat the 

mixture gently for 30 min. Pour the resulting mixture in its warm state 4 into cold water (250 

ml), and cool the forming suspension in ice water properly. Filter off the forming solid on 

Büchner funnel or sintered glass funnel, and wash it with cold water (2 × 20 ml). Dry the 

dewatered solid at room temperature in air (yield of the air-dried crude product is 10-11 g). 

Recrystallize the air-dried crude product from water (20 ml water/g product, boiling chips, an 

Erlenmeyer flask on a heating plate-tripode heated by a Bunsen burner, in case of significant 

coloring, apply decolorizing carbon). Collect the filtrate from the hot filtration (performed 

over a folded filter paper) in an Erlenmeyer flask and allow to cool 5. Filter off the forming 

crystalline product, wash it with cold water and let it dry in air. The yield and melting point of 

the product should be determined from the dry recrystallized material. 

 

Notes 
(1) Operations with glacial acetic acid, acetic anhydride and aniline should be performed in a well ventillated 

hood. Avoid the contact of these compounds with skin. 

(2) Zinc dust dissolves in acidic media with hydrogen evolution and acts as reducing agent. In this way, aniline 

is protected from oxidation and formation of colored impurities is diminished. However, addition of the Zn 

dust to the mixture is not essential for the acetylation reaction. 

(3) As the amount of acetic anhydride is equimolar to the aniline, use of good quality reagent is essential (the 

acetic anhydride can be slowly hydrolyzed to acetic acid by the air moisture in a not well sealed bottle). 

(4) The product can partially precipitate from a cold reaction mixture. 

(5) Cooling can be completed with ice-water bath. Loss of a well performed recrystallization is about 20 %. 
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Dissolve 1 aniline (5.0 g; 0.054 mol, 5 ml) in a mixture of water (135 ml) and concentrated 

hydrochloric acid (4.5 ml; 0.054 mol) 2. In case of significant coloring (if the solution do not 

remain not colorless or only pale yellow), decolorize the solution by charcoal. Prepare a 

solution from anhydrous sodium acetate (5.3 g; 0.065 mol) and water (30 ml). Add acetic 

anhydride 2 (6.2 ml; 0.065 mol) to the stirred acidic aqueous aniline solution. After addition of 

the acetic anhydride, add the sodium acetate solution in one portion to the reaction mixture. 

Cool the resulting mixture in ice-water with occasional stirring for about 30 min. Filter off the 

forming solid on Büchner funnel or sintered glass funnel, and wash it with cold water (2 × 15 

ml). Dry the dewatered solid at room temperature in air (yield of the air-dried crude product is 

about 6.5 g). 

Recrystallize the air-dried crude product from water (20 ml water/g product, boiling chips, an 

Erlenmeyer flask on a heating plate-tripode heated by a Bunsen burner, in case of significant 

coloring, apply decolorizing carbon). Collect the filtrate from the hot filtration (performed 

over a folded filter paper) in an Erlenmeyer flask and allow to cool 3. Filter off the forming 

crystalline product, wash it with cold water and let it dry in air. The yield and melting point of 

the product should be determined from the dry recrystallized material. 

 

Notes 
(1) Warming might be necessary for completing the solution process. 

(2) Operations with aniline, hydrochloric acid and acetic anhydride should be performed in a well ventillated 

hood. Avoid the contact of these compounds with skin. 

(3) Cooling can be completed with ice-water bath. Loss of a well performed recrystallization is about 20 %. 

 


