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Table 1. Thin- Layer Chromato#

Mobile phase Ratio

Dichloromethane -

Dichloromethane-hexane 80
90 :
95

-

=iy
-
T

Benzene-absolute ethanol 95

99 :

QRS

1I.|
y

{0

Benzene-diethyl ether L0
, % |
60 0.21

r;- y of Methyltestosterone

Separation

overlap

overlap
overlap

overlap

overlap

overlap

5 completely
Y )
. f%“ ed completely

)
round completely

1 ﬁ’ﬁﬂ’J BEYITIHANT  comeeas

90 . 19

round completely

Wﬁﬂ—?ﬂﬁﬂ%“

Sample size 1 ul of methyf%estosterone 0.1 mg/ml

separated
separated
separated
separated

separated

qs
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Table 2. Effect of Time on Fluorescent Spot Intensity
of Methyltestosterone

Time (minutes) Peak height2(mm)

#*

o "ﬂ 0.1 mg/ml
!

Layer 0.25 mm a]'umlnum oxide FZS’-P (type T)

B Phﬂ bR SAR e BTG

Detection O min., 150° ﬂuores&ence meas t.

QW?@QRWMW%%H’]@H

: * : . > - -
Time " 0 " means the fluorescence intensities was

Sample size 1 :l 0

measured after keeping in a desiccator for 1 hour.

a
Mean value of three measurements.
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Table 3. A Comparison of the Reproducibility of Fluorescence
Measurements by a Single Value and a Data-Pair

Approach

Single value Data-pair

Spot no. Peak he’a-“tﬁx | . Peak height (mm)
1 74.0
2 76 .4
3 76.1
4 75.8
5 76.9
6
7
8
9
10

s ﬂummlmwmm 2

Coeff. of %ar. 2.65 % ¢ u} 46 %

Sample size Ml of methyltestosterone 0.
Layer 0.25 mm aluminum'oxide~F25u (type T)

Mobile phase benzene-diethyl ether 60:40
Detection 20 min., 150°, fluorescence measurement,

Mg, 366 nm, >\em. 454 nm
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Table 4. Relationship between Concentration and

Peak Height of Methyltestosterone

-
¥ l}‘
Sample size L ul sterone solutions

i) ~

Layer 0.25 mp aluminum oi’,de F25h (type T)

M°bﬂeﬂ%£l o e e

Detect1 20 min., yjo° ﬂu rescence m&;surenent,

QWD T8N R 1) )

a
Mean value of three measurements.
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Table 5. A Comparison of Rf Values and Peak Heights between
I\rlethyltéstosterone Spots with and without Ethinyl
Estradiol

Spot of Peak -heighta(mm)

Methyltestosterongms=—— B 62.0
Mixture of metn/ \ Vo.22" 62.0
sterone and e |
estradiol

Ethinyl estradi

Sample size 1l of methyltestosteroné 0.1 mg/ml
»‘ — — .r'

Layer 0.25 m!-.%-.. _ 2“ T)

£ z

Mobile phase nzene-diethyl ether iJJ 140

Detect mnqyﬂﬂghm%rrn 9 -
ARBIATUUNR IND TRE ™

'Mean value of two spots.
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Table 6. A Comparison of Rf Values and Peak Heights between
Methyltestosterone Spots with and without Fat-

Soluble Vltam ins

Spot of Peak height?(mm)

Methyltestost 62.0
Mixture of met 61.3
steron_e and fa
vitamins
Fat-soluble vitaai -
Sample size 1 ul of erone 0.1 mg/ml
Layer 0.25 mm .._,‘--------------—--—----- N o = ¥ T)
Mobile phase b 3 'J 40
Detection 20 mm‘, 150 . Qrescence

ﬂau#:l@ %#WW’] 1 ‘i

) measurement, )\ 366 nm, g 454 nm

ammnmumawaﬁ

Mean va.lue of two spots.
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Table 7. A Comparison of Rf‘Values and Peak Heights between
Methyltestosterone Spots with and without Water-

Soluble Vitamins

Spot of ue?  Peak heighta(mm)

Methyltestoster 73.6
Mixture of metr/ 4.5
sterone and wa
vitamins
Water-soluble vi -
Sample size 1 ul of r erone 0.1 mg/ml
Layer 0.25 u---7——--~-—.—--.--.::—:-—I---:—f—.—~ pe T)
Mobile phase y“
Detection 20 m1n.. 150°, fluorescenc

ﬂﬂﬂ"!ﬂﬂ%’}%‘ﬁl’]ﬂ‘i

“b) measuremegt ex. 2 366 nm, A 454 nm

amaﬁnimum'mmaﬂ

Mean value of two spots.
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Table 8. A Comparison of Rf Values and Peak Heights between
Methyltestosterone Spots with and without Minerals

Spot of value® Peak heighta(mm)
Methyltestosterone 94.0
Mixture of meth 94.5

sterone and mi

Minerals

AN

\\\\\

erone 0.1 mg/ml
(type T)

Mobile phase .benzene-diethyl ether

Sample size 1 ul off
Layer 0.25 mm a.'l.uml__._':»iMLr

Detection ZOEN%-.

(a) UV—llght ( 366 nm)

ﬂﬂ'ﬁfﬂ’ﬂﬁ”lﬁxﬂﬂ”m e, o m
Q Wmmmwn NENa Y
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Table 9. A Comparison of Rf Values and Peak Heights between
Methyltestosterone Spots with and without Other

Compounds

Spot of Peak height?®(mm)

Methyltestostey [ Qi 73.0
Mixture of met 0 A2 70:3
sterone and ot ' |

Other compounds

Sample size 1 ul o erone 0.1 mg/ml
Layer 0.25 mm al afgﬁgwigga ., (type T)
Mobile phase = genzene=drethvi —ether—00 &

o ) d

Detection 20 nﬁn

(a) 1? UV-1light (236 nm)

AY B} Nl 3613 ?m g m
q ﬁ?ﬁ\%ﬂ*‘%iﬂ%%ﬁr’%ﬂ 18 Y
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Table 10. A Comparison of Rf Values and Peak Heights between
Methyltestosterone Spots with and without Vegetable
041

Methyltestosteﬁg;.-,.— | ﬁ ,' 78.7

Mixture of methylste \ 2 : 70.3

Sample size 1 ul ':1'jsi; ; xéne 0.1 mg/ml
Layer 0.25 mm aluminum oxide B, , (type T)
Mobile phase b o a1 il
Detection ziy%m

(a)*in UV- light (366 nm)

ﬂﬁmmi’wmﬂ?w o
SVRL Niiv okt ed (1REE




Table 11. Percent Labelled Amount of Methyltestosterone
in Methyltestosterone Tablet Using Spectrofluo-
rodensitometric Method and USP Method

~of Methyltestosterone

Sample

USP
method

92.44
91.68
93.60
92.24
92.84

w W onNn -

Mean ke T__f__"";“L;___——f———ﬁ s 92.56

Coeff. of variis 0.78

AULINGNITNYINS
 RIANINNNINGAY




Table 12. Percent Labelled i Methyltestosterone in Vitamin-

H

Hormone Prepa ;_____ gSPectrofluorodensitometric Method

Sample Label content™ AMOufit/ found® % .Labvelled % CV
~ (mg) '

1 0.8 1.98

2 3.0 2.20

3 1.0 599 ‘ . 3.81

I 2.0 90 1.89

: 5 2.5 —; ‘ 2.20

v. o

qum HVpLL 03
ﬂﬁﬁﬂ\ﬁﬂ‘iﬁu SJVI’TJV]EIWEI

gy



Table 13. Percent Recovery of Methyltestosterone

in Vitamin - Hormone Preparation

67

Sample Amount added Amount found % Recovery
(mg) 7] (mg)
% 98.00
2 101 .60
3 99.60
e 99.73
Coeff. of 1.80
1 104,00
§ it 99.00
3 0072757 /SR 99.60
Mean 'v" == . { 100.87
Coeff. of vg (% ' 2.71

: ﬂummﬂmwmm 58.67.

QW?@\W@WNW]‘MB’]@W -

Coeff. of var. (%) - 67
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Table 14. #Analysis of Vitamin —Hormone Preparations

Containing Methyltestosterone

Label Amount? %
Sample Formula content found Labelled % CV
(mg) . (mg) amount

1 A 101 .25 1.98
£ B 99.00 2 20
3 B 99.0 3:81
4 B 106.50 2.99
5 B 95.00 1.89
6 B 94 .00 3.84
& B 93.60 2.56
8 B 93.60 2:35
9 B 91 .25 1.52
10 B , 00.45 1:83
11 C 91.80 305
A Methyl W hormone and
vmﬁﬁﬂ’ﬂ’ﬂ T

: Wmmﬂmwm i

vitamins and mineral

C Methyltestosterone combined with vitamins and alkaloids,

strychnine and yohimbine.

Mean value of three experiments.
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