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Crystallization and Melting Point
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(1) Solubility: (a) Tt — solubility?
(b) like dissolves like
(functional group, polarity)

(2) Crystallization: Saturation at high temp.
Jcool
Super-saturation at low temp.

l

Crystallizing the solute
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Choosing the Solven
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0.0lg solute
.|.

3 drops solvent

shake

Dissolve | (1)
instantly

Not dissolve
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Heat to
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Dissolve | (0)

immediately

Not dissolve |())
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(1) A pure solid will melt reproducibly over a narrow rang
temperature typically less than 1C

—if the melting point does not rise after recrystallization

T

(2) Intermolecular force:

TTHHE

¢

lonic attraction van der Waals force
o &

Hydrogen bonding O ® Dipole-dipole interaction
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(3) Other factors :

(a) same functional group : MMW.t+  Tm.p.1

(b) Symmetry? Tm.p.7

Im

(c) R.S enantiomer same Tm.p.

(d) with H.B. Tm.p.? (under similar M.W.)

lilllllllllllllll”llllllf

orglab.thu.edu.tw






http://www.thu.edu.tw/1_chinese/index.php

Recrystalli zatw AR TR
CT— » &S

0.5g benzoic acid + 15mL H,O0 in a 50 mL Erlenmeyer flask

: I

heat to boil on Hot Plate (~100°C)
l« | S

to add H,O (dropwise) until the benzoic acid just dissolves
~L W
add hot distilled H,O (3~5 mL)

l
heat to boil for 10 sec (~1007C)

l

Gravity filtration of hot solution (apparatus)

l

evaporate the solution (until volume ~15mL
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cool without being disturbed to room temp.

l

collect with suction filtration

(if there are crystals on the flasks, use filtrate to rinse it)

!
wash with the cold distilled H,O

!
dry

l
weight (calculate the % yield)

l

m.p. measurement
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