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Adtivation : Aig-dried for 15 minutes and,then warm in
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Solvent system : system 1 , chloroform : acetone (1:1)
system 2 , 5 % methanol in chlorform

Distance : 15 cm.
Laboratory Temperature : 28-35 °C
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Detection : 1. Visual detection under ultraviolet light at

the wavelength of 254 nm and 366 nm.
2. lodine vapour generated from iodine
crystal that bind with unsaturated organic

! pld and present as colour spot.

é-_

Column Size"Thet -- ,- inches in diameter were

(, \\

Absorbent” # Sili “F \\ K ) particle size 0.063 -
: % ASTM )

uantity of sample to be

Packing methoc i
Solvent : systems depending on materials
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( Department%f Pharmaceutical Sciences ,Chu angkorn University).
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2.3.2 Infrared ( IR ) Absorption Spectra

The spectra were obtained by a Magna - IR 750 infrared
Spectrometer ( Department of Pharmaceutical Sciences, Silapakorn
University)
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2.3.3 Mass Spectra ( MS )
The Electron Impact Mass Spectra ( EIMS ) generated by a
Fisios VG Trio 2000 quadrupole mass spectrometer (Department of
Sciences , Mahidol University ).
2.3.4 Nuclear Magnetic Resonance (NMR) Spectroscopy

The 500 MHz ‘H-} MHz “C spectra were
obtained by a JEOL .JM ( The Scientific and
Technological Researck , lalongkorn University )

Chloroform-g g solvent. Chemical shifts
were reported in ppr 'ylsilane('IMS)was

24 Crystalli.za 1
crystallization tion process
consisted of :
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1. Dissol }mpun: cumpuuuds with suitable small amount of
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2. Thé'hot solution was filtrated.
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%. If it did not crystallize out , add the second solvent that the
compound was less dissolved into the solution.

5. Separated the crystal by vacuum filtration.

Checked the purify of crystal by TLC and melting point.
Recrystallization could be used if the compound was not pure.
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2.5 Melting point
Melting point was obtained by a Buchi glass capillary
apparatus ( Department of Pharmaceutical Chemistry , Faculty of
Pharmaceutical Sciences , Chulalongkorn University )

ketoconazole.

Solution of ket€Onazol: ' othylacetate; chloroform, acetone and
methanol were p e compound to 10 ml of
each solvents in en until the solution were
clear. The solutior (15 W, 45 cm long) of
254 nm wavelen the samples in a darken

reaction was follo ' ?"5 by thin layer apity (TLC) with system 1

and 2 and detcctedgpot, rmhng with iodine vapour in iodine tank. The
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Ketoconazole in methanol ( 5 g, 9.41 mmol in 100 ml
irradiated at room temperature for 15 hours under UV lamp (15 W, 45
cm long , wavelength 254 nm ) which was placed 20 cm vertically from
the sample in a darken cabinet . After irradiation, the solvent was
concentrated and evaporated to dryness under reduced pressure at room
temperature to yield 5.47 g of red-brown syrupy residue .
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Isolation and Purification of Degradation product.

The residue was dissolved in 30 ml. of chloroform and then was
partitioned with each 30 ml water for two times. The chloroform extract
was concentrated and evaporated to dryness under reduced pressure at
room temperature, thus giving the

4,76 g of brown syrupy residue. The

brown syrupy residue was chromatogiabhed over silica gel 60 (column
37.5 cm high and d@ ), iifan was eluted with 300 ml
ethylacetate and 550"l e : 1),respectively. The
eluates were collec Lon an :xammed by TLC , using
5% methanol in chloudft _: __ g lvent.The fraction which
showed the same p: LO were' ‘ and test for degradation

L

in ethylacetatéll

T )

q 494 (16 55 [M-lr), 435 (24.64) , 422 (44.26) , 396
(11.42), 275(18.14) , 231(34.25) , 219(53.19) , 217
(41.31), 191(16.99) , 177(23.29) , 148(28.67) , 120
(39.47), 70 (15.15), 56(100)
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UV : Amaxnm (log ), in chloroform ; Figure 11
242.5(4.09),294 (4.04 )
IR : cm”, KBr( disc); Figure 12
2996 ,2923,2822, 1644, 1511, 1444 , 1243, 1042,
995
'H-NMR : ppm 500 ly; Figure 14 - 16
| 48(1H,d,J 824 Hz ),
' , 7.16 ( 1HdJ =
N Hz) 6.91 (2Hm ),
my)., 4.34 ( 1H,ddJ = 6.56 ,

3 Hz), 425 ( 1Hd,J =
6.56, 8.70Hz ), 4.13

410 ( 1H,dd,J = 4.43,10.22
Hz ), 3.62 (2Ht,J = 5.19 Hz),
04y 2H.t,] = 5.19 Hz) , 2.14
:;r, )
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