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amind grotp for developing a colorimetric method fey
the estimation of ampicillin, Ampicillin reacts with
4-dimethylamnocmnzamaldehyde to form 2n orsnge
coloured Schiff’s base with an absorbance maximuem
at 480 nm. This forms the basis for the determin ticn
of ampicillin by the colorimetric method seported in
this paper. The method is simple, accvrate £nd bas
been successfully utilised for the estimation ¢f ampi-
cilin and its dosage forms,

Experimental

Reagent solution,—Dissolve 0-1 gm  of 4-dimetbyl-
aminocinnamaldehyde (GR) in 100 ml isoprop:cnol.
The reagent cin be preserved in g refrigeretor for one
week.

Standard and Sample Prepatration—All tfe samplcs
of ampicillin 2nd its formujations vsed in te 2nalysis
were diluted with a mixture of acetic acid ¢nd isopro-
panol (1:1:5) to give a concentration of 1 mg/mi,

Assay —Pipette out 1 ml aliquots e>ch of the sirn-
dard and sample preparations into sepa2ratz 25 mi]
standard flasks and make upto the mark with isopro-
panol. Transfer one ml of these solutions to 10 mi
standard flasks, add 1 ml reagent followed by 1 ml]
acetic acid, Keep the flasks in the boiling wate.-bath
for 2 minttes, allow to cool and dilute to the m:rk
with isopropanol, Meastre the absorbance a2t 480 nm
within 15 minites aganst reagent blank,

Resulrs and  Discussion

Ampicillin was found to react with 4-dimethylamino-
cinmam-ldehvde o pooduce a Schiff’s bose. This
aldehyde was poefe.red as a chromogeni¢ cgent over
vanillin and 4-dimethylaminobenzaldehyde, as deeper
colour was obtiined. After several experiments iso-
propanol and glacial acetic acid were found to be the
most svitble solvent and acid respectively for optimum
colour development, To arrive at an absorbance with
less photometric error the resgent requirethent was
fixed as 1 mil of 0-1% reagent for the range 0-5-12+5 ug
of ampicillin per ml.

The colour developed was stable for 15 minutes,
The orange coloured chromogen had an absorbance
maximam at 480 nm, The colour obeys Beer's law
in the concentration range0-5-12-5 ug per mlof ampi-
cillin. A standard was prepared simueltancotsly with
exch experiment to munimise the error,

Several symples of ampiciliin, its tabiet, capstle,
injection and syrup were anxlysed by the present method
and the official methods.
propased method differ from those of the oflicial
mathods by a miwximim of - 0-67, wheieas the
resilts obtinad by ea-lier colorimetric method? fog
ampicillin differed by 1 2-075,

The propsed mathod is accriate and is stritable for
a quick anrlytical control of ampicillin end its dosage
forms,
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The values obtained by the .

637

G. RamMaNA Rao*
GEETA KANJILAL,
K. RaMa MOHAN,

Quality Control Laboratories,
Indizan Drvgs and

Pharmaceuticals Ltd.,
Hyderabsd 500 037, Indi-,
April 21, 1977.

Wyl

*To whom al)l enquiries should be directed.

1., Klavs Florey, Analytical Profiles of Drug Sub-
stances, Academic Press, New York and Londen,
1973, 2, 1,

2. Wilson, C. O., Gisvold, O. and Doerge, R. F.,
Text Book of Organic Medicinal and Pharma-
ceutical Chemistry, Pitman Medical Prblishing

Co. Ltd., Lonion, Fifth Edition, 1966, p. 331.

3. Chowdhury, C., Indian Journ. of Pharm., 1976,
38, 124,

MERCURIC NITRATE AS A SIMPLE AND NEW
CHROMOGENIC SPRAY REAGENT FOR THE
DETECTION OF OPIUM AND ITS ALKALOIDS

VARIoUS charomogenic spray reagents for the detecticn
of opivm and its alkaloids on thin layer pletes have
been described in literatvrel—4, the most widely tsed
being the lodoplatinate rezgent and Dregendoifl’s
reagent, The iodoplatinate reagent though effective
and widely used involves the tse of costly platmic
chloride. The Dragendorff rezgent does not give
clear differentiation of the spot from backgrcvnd wten
the alkalold is present in low quantities. Dtring
the present irvestigations, nerclric nitrate has proved
to be a sensitive chromogenic spray reagent for the
detection of opium ajkaloids on t.l.c. plates.

Glass plates of size 20X 20cm  were coated with
silica Gel G (E/M) to « thickness of 250 ym and the
plates after nir drying, were activeted in an air oven
2t 110° for one hovy, Then plates were couled in a
desiccator. Methanolic solution of morphine and
chioroform solvtion of ccdeme, narcotine, papaverine
and thebame were spotied on the plate, and the plate
developed in a solvent mixtuye of benzene: metharol
(8:2). After the solvent front had moved to a aistonce
of 10-12 ¢n., the plate was taken out and dried ond
spraved with 4% solution of merciric nitrate in 3%
agil HNQ, and the piates were herted 2t 110° for 15
MINULCS.

Resulty and Discuvsion

Reddish-brown to yellow spots appenged after b, ting
the plates, Morphine, thebaine, papaverine s nd n2reo-
tine covld be detected even at 2 g tevel but the mnni-
mm detection img for codeine is 10 jig, The colotyg
of the spots tre givenin Table 1. Mg tiy 2 well-hncwn
electiron ﬂCCL’PIﬂ]h. The alhalonds h.’lﬁng a lone p:;lif
of electrons on the itrogen atom feacten #s election
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TAsLE 1

Derection of some opium alkalpids on TLC plates wirh
AQUEONS mercuric Ritrate spray

Alkeleid Colovy Minimum detec-
table limit (ug)
Morphine Reddish brown 2
Codegine Yeliow 10
Thebzine Yellowish brown 2
Papaverine Yellew 2
Narcotine Yelicw 2

donors and the formation of charge transfer complexe:
may be the very likely mechanism of colour formation
The reagent wis applied for visualizing the alkaloids
of opium m crude extracts as well as many other

samples of forensic interest.
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4-Chloro-, 4-bromo-, 4-methyl-, 5-methoxy-2-
nitrosophenols,  3-nitroso-4-hydroxy-coumarin,  2-
nitroso-1-naphthol, 1-nitroso-2-napbthol, 3-chloro-,
3-bromo- [-nitroso-2-naphthols.

The complexes of 4-substituted phenols wete
prepared using the method described by Charalam-
bous er all. Other complexes were prepared in
aqueous medium by reacting the metal salt with
respective ligands. The pH was adjusted between
2:0 to 4-5, [Excess ligand was removed hy soxh-
let extraction with petroleum ether. The <com-
plexes were dried under vacuum over P,0; and
analysed. The elemental analysis shows that the
ratto of metal to ligand is 1 : 2.

All complexes are mnon-electrolyte in DMSO.
Infrared spectra were recorded on Nujol mull. Ths
main features of spectra are as follows :

(1) The bapnd characteristic of intramolecular
hydrogen bonded OH  which occurs at about
3100 covl in the ligand 1s not obsérved in spectra
of complexes, The characterisiic band attributable
to co-ordinated water in the region 3400 cm1 s
not observed in complexes,

(ii) The spectra of compleXes show that there
is decrease in C=0, C=N and an increase in N—Q
frequencies ; this confirms the formation of com-
plexes. The similarity of spectra of complexes and
the ligands where O—H....O bond has been well
established enables us to conclude oximic structure
in the solid state.
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y»-RADIOLYSIS OF SOME REDOX SYSTEMS

Wiley Interscience, 1969 p. 276.
P we had reported recenglyl-® results of our study on

certain redox reactions, which thovgh thermodynami-
cally possible do not occur with any detectable rate,
but go to completion on gamma irradiation at room
temperature.,

We present here restlts of our study on ¢ radiolysis
Qf aqueovs solutions of the following redox mikﬂ!res:
(a) Szoaﬂdf NO‘A-‘: () S?OEEH/BTO:}—: (¢) 82032-/103-: (d)
As(TIT)/I05~, () Sb(I/BrO;~ and (f) Sb(II)/IO,~
under conditions of nevtral pH [(a) to (d)] and pH =
13 [(& and (f)]. The p-irradiatkons were effected

PALLADIUM(II) CHELATES OF SOME
o-NITROSOPHENOQLS

THe literature survey shows thal, not much work
has been done on the metal complexes of ambiden-
tate ligands containing ~OH and ~-NO groups!-3,
Here we report the preparation and spectral study
of Pd-complexes of the type Pd(qo),, where qOH
represents one of the following ;



