MoKasayio, 1Mo B HAHOUTBIIIA Mipi 3a3HaUYeHA PEUOBHHA EKCTPAryeTbesi xyopodopmom mpu 3miHi pH
cepenosuia Bix 2 10 12 (cTymine excTpakuii ckiragana Big 82 o 96%, s MieTHIOBOTO €Tepy CTYIiHBb
EKCTpaKIIil mpu BKa3aHOMY 3HaueHHI pH He nepeunyBana 78%).

B xomi po3poOku MeToauK BUAIEHHS (EHITiIuHY 3 cedi Ta KpoBi OyJI0 BCTaHOBIEHO, IO
oJiepaHa XJIopo(opMHa BUTSDKKA HE TOTpedye M0JaTKOBOI XpomarorpadidHoi OYMCTKH. 3acTOCOBaHi
HaMmH KosbopoBi peakuii, metogn TIIX Ta Y®-cnekrpodoromeTpii BUSBUIUCS JOCUTH YYTIUBHUMHU JJIS
BUSIBIICHHSI TOCITIPKYBaHIX HAMH M€ KOHIIEHTpAIliil peHiriauay B O10JIOTIYHIX piIuHAX.

Sk BUAHO 3 pe3yNbTaTiB KiJIbKICHOTO BU3HAUCHHS (PEHIriTUHY, BHILJICHOTO 3 KPOBi, a TAKOX 3
MiIKACIEHOI Ta TMiTy’)KeHOi cedi, 3a JJONOMOTOI0 3alpOIIOHOBAHOI METOAWKH PiAMHHO-PIAMHHOT
ekcTpakuii 3 sayxHoro cepemoBuma (pH 8-9) 3 kpoBi mMoxnuBo Buminutu 55+5.2% deniriguny, 3
migkucieHoi ceui 64.2+3.3%, 3 mimryxenoi ceui — 75+2.5% npenapary.

BucnoBku. Po3poOneni epexTHBHI METOIWKH PIIMHHO-PIIMHHOI EKCTpakilii (eHiriguay 3
OlooriyHuX pimuH XJIopodopMoM 3 yxHoro cepenosuiia (pH 8§-9), mo 103BONSIOTH BUALTUTH 3 KPOBI
55+5.2%, 3 migxucnenoi ceui — 64.2+3.3% Ta 3 nigyxenoi cedi — 75+2.5% ¢eniriauny.
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Introduction. In a publications a few years ago, a method was described for the determination of
Fe(Il) in the presence of 1.00 mg of Fe(lll). Modifications of that bathophenanthroline procedure permit
the determination of Fe(ll) in the presence of 25.0 mg of Fe(lll). The present procedure is quicker, and
has a higher molar absorptivity that earlier procedures.

Aim. The results of our research was discovered the possibility of using Fe(lll) oxidized with
(NH,),S,0g in suitable low blanks.

Materials and methods. The sample solution was placed in a beaker and the volume adjusted to
20 cm® with water. Ten ml of 10% NH,H,PO, was added and the pH adjusted to 2.00-2.10 with 3M
sodium acetate. The solution was transferred to a separatory funnel; 30 cm® of the bathopheanthroline
solution was used to rinse the beaker and the rinse was added to the separatory funnel. After shaking for a
few seconds and allowing the sample to stand for a few minutes, 10 cm® of chloroform was added by
pipet and the sample was shaken for 45 seconds. The layers were allowed to separate for a few minutes
and then the organic layer was drained into a dry 25-cm® volumetric flask. The solution was made to
volume

Results and discussion. The use of NH;H,PO, makes it possible to complex Fe(l1l) completely.
Sodium acetate is used to adjust the pH 2.00-2.10 because too large a concentration of NH;H,PO, results
in the inhibition of the ferrous-bathophenanthroline complex. The use of 10 cm® of NH,H,PO, and
sodium acetate results in very nearly total complexation of Fe(lll) and the usual molar absorptivity of
22,000 for Fe (I).

It is necessary that the ethanol to aqueous concentration be 1:1, or the chloroform layer does not
separate readily. In the extraction using 10 cm® of chloroform, approximately 10 cm?® of alcohol and all of
the ferrous bathopheanthroline readily separates into the lower organic layer.

The present procedure results in the determination of Fe(ll) in Fe(lll) in the ratio of 1000:1 with
essentially no more difficulty that in the conventional determination of total iron in an applicable matrix.
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Conclusions. Results of our research shows that the Fe(lll) standard appeared to have
approximately 0.25 ug of Fe(Il) per mg of Fe(IIT) and color development of the Fe(ll) is independent of
time over a 1-to-10 minute time span.
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Introduction. Tinidazole (1-[2-(ethylsulfonyl)ethyl]-2-methyl-5-nitro-1H-imidazole), ornidazole
(1-chloro-3-(2-methyl-5-nitroimidazol-1-yl)propan-2-ol) and nimorazole  (4-[2-(5-nitroimidazol-1-
yl)ethyllmorpholine) are the derivatives of 5-nitroimidazole and the medicines from the group of
antiprotozoal compounds widely used for treatment of infectious diseases.

Aim. To develop UV-spectrophotometric procedure of tinidazole, ornidazole and nimorazole
guantitative determination using 0.1 M HCI solution as a solvent and carry out step-by-step validation of
the developed procedure in the variant of the method of additions.

Materials and methods. Tinidazole, ornidazole and nimorazole were of pharmacopoeial purity.
All spectrophotometric measurements were carried out using a single beam UV/VIS spectrophotometer
SPEKOL®1500 (Analytik Jena AG, Germany).

The stock and model solutions, and also solution of addition were prepared by dissolving the
substances in 0.1 M hydrochloric acid solution.

The absorbance of all solutions was measured 3 times with randomization of cell position. 0.1 M
hydrochloric acid solution was used as a compensation solution.

Results and discussion. UV-spectra of the solutions of tinidazole, ornidazole and nimorazole in
0.1 M HCI have the absorption maximum at 277, 277 and 298 nm respectively. The values of specific
absorbance have been calculated and equal 195 (tinidazole, concentration range: 6 — 42 pg/mL), 212
(ornidazole, concentration range: 5 — 35 pg/mL), 159 (nimorazole, concentration range: 7 — 49 ug/mL).

Validation of the developed procedures has been carried out by model solutions in the variant of
the method of additions. The analytical range D of the methods application is 25 — 175%; the number of
concentration levels g equals 7 in constant increments of 25%. Such validation parameters as in process
stability, linearity/calibration model, precision and accuracy have been estimated by model solutions.

To estimate precision and accuracy the model solutions with and without addition were analysed
within 1 run; the concentrations of model solutions without addition were recalculated:

Cmodel V CmodelMA AmodelMA
model __ ad " Vad . 0/ . modelMA __ V| . o/ . modelMA __ ysmodel i
Xea = cmodel y/ 100%; Xi,fact T (model 100%; Xi,calc = X ATodeIMA _ pmodel MA *
reference  *m.f reference i+ad i

model MA
Ri

The values «found/given» R were calculated and used to determine the confidence

: delMA : .

interval ARso"" and the systematic error 8™ respectively:
Xmode/MA

modelMA __ i calc . 0o/ -

RRI = i 4000

i fact
N =1(95%; n—1)- RSz < max AT = 6.40%;
6modeIMA — ‘100 _ﬁﬁmodeIMA‘ < maxémodel = 205%
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