Amine: Acetylation of Aniline
with Acetic Anhydride
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1. Amine:

Ngk R-NH2
— (ammonia) (1°-amine)

basicity: —

nucleophilicity: <

R2-NH
(2°-amine)

R3-N
(3°-amine)
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weak acid
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3. Hinsﬂberg test:
1°-amine:

e

(benzenesulfonyl chloride)

2°-amine:

3°-amine:

(not dissolve in water)

(dissolve in water)
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Reac

0.31g aniline + 10mL H20 in a 50ml Erlenmeyer flask
l(ice-water bath)
‘stir for 2 min

l =
add 0.5mL acetic anhydride (Ac20) slowly

!

warm the mixture in a water bath until it dissolve

!

add 0.02g active charcoal

-
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~ filter (water bath)
'

cool ittor.t. and then ice-water bath for 2 min

!

suction filter

!

recrystallize with H20

!

__suction filter (wash with cold water)

———

g —r

calculate the % vield (in result report
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~3d amine (10mg solid) in atest tube

!

add 4d benzenesulfonyl chloride (in hood)

!

alkaline —— no exothermic reaction —— 3°-amine

l(exothermic reaction)
cool

"

——

the residue + ImL 10% NaOHag)

- 3

shake —— not dissolve —— 2°-amine
l(dissolve)

1°-amine
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Amines

Structures

Aniline

Exothermic
reaction

—

Dissolve in
NaOH(aq)

Result

N-methyl
aniline

_I_

_I_

1°-amine

N,N-dimethyl

aniline

_|_

2°-amine

3°-amine

et

Unknown 1

H
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H
CH
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H
CH
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Unknown 2




"H-NMR & 4o T, R L & H X B2
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