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Steed’s Supramolecular Gelators
for Pharmaceutical Crystallization
and Polymorph Control
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P g can form gels at 1% weight to volume

1,1'-(Hexane-1,6-diyl)bis[3-(2-nitrophenyl)urea] ° Applicable to acetonitrile, methanol, ethanol

19/ 59 and acetone
CH3 CH3
o) @ O o) : can form robust, stable, and translucent
NJLN NJLN gels
No, N ';H CHH H  No, * Applicable to acetonitrile, methanol, acetone,
3 3

ethyl acetate

1,1"-[Methylenebis(2,6-diethyl-4,1-phenylene)l- . cyitical gelation concentration : <1% wiv

bis[3-(2-nitrophenyl)urea
19/ 59

Application

Gel Preparation
M3072 Solvent 4

001g ~ 1mL > > Gel

1% wiv rt, 24 h

M3072 (0.01 g) is heated in 1 mL of solvent (1% w/v) in a sealed vial until fully dissolved and
then cooled to room temperature. After 24 h, gel formation is characterised by a simple vial
inversion test; if the solvent is fully immobilised it is considered to have gelled.
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(a) Organogels formed by M3072 in (left to right)
dichloromethane, chlorobenzene,
1,2-dichlorobenzene, benzene, toluene,
acetonitrile, methanol, ethanol, 1-propanol,
1-butanol, nitrobenzene and ethyl acetate.
(b) SEM micrograph of the toluene xerogel of .
M3072 at 1% wl/v. -021595 1.5kV 0.0mm x45.0k SE 15/12/2011 10:35




Steed’s Supramolecular Gelators for
Pharmaceutical Crystallization and Polymorph Control

Polymorph Control 1 mL toluene is added to gelator (10 mg)
HaC and model compound (100 mg) sealed
3

and heated to 140°C until all solids have
R . . .
(Red form crystal) Fjlssolved and the:\ |mmed|atel}/ placed
N , N in an oven at 120°C. The solutions are
H NO, gel Y cooled to 50°C over 23 h and then to rt
Model (Yellow form crystal)  gver a further 10 h. Crystallization

compound  recrystallization generally takes place over several hours
to weeks.
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(c) Y-form crystals growing in a toluene
gel of non-specific gelator on the left

and R-form crystals growing in toluene
gel of model compound, (right; arrows
point to individual crystals). Isolated
gel-grown crystals of the Y and R forms.
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