




















Oksana V. Shovkova et al /J. Pharm. Sci. & Res. Vol. 9(4), 2017, 338-348

Factual concentration of secni- Found in % Calculated c9ncentration qf secni-
damz:self’ in rfodel solution Absorbance |  to standard dazole 1n”r;1c(l)e(lie: solution RR Im odel %
(C reference 20 “g/ml‘) Am(’de’ absorbance Xi,calc ’ A)
! model o
cre ugimL | X% 9% Y% o5 17506 | 25— 150% | 25 — 125% | 25 — 175% | 25 — 150% | 25 — 125%
i ’ “g ifact
Approach 2 <4.52% |unsatisfied unsatisﬁed‘unsatisﬁed
0.1 M NaOH
5 25 0.187 25.52 26.21 25.64 25.37 104.84 102.57 101.48
10 50 0.360 49.00 49.64 49.40 49.33 99.28 98.81 98.66
15 75 0.541 73.75 74.34 74.45 74.58 99.12 99.26 99.44
20 100 0.734 100.00 100.54 | 101.01 | 101.37 100.54 101.01 101.37
25 125 0.899 122.52 123.02 | 123.81 | 124.35 98.41 99.04 99.48
30 150 1.094 149.09 149.53 | 150.69 - 99.69 100.46 -
35 175 1.294 176.34 176.72 - - 100.99 - -
Areel = 0.734 RR ™% o, 100.41 | 100.19 | 100.09
5™ % =100 - RR™*'| < max ™" 0.41 0.19 0.09
Approach 1 4 552‘7 satisfied | satisfied | satisfied
. 0
Approach 2 ) OSS‘V satisfied | satisfied | satisfied
. 0
RSDp* % 2.14 1.45 1.27
Nr® % = RSDpe™® - 1(95%; 9 —1) < max Agrsy, 4.15 2.92 2.70
Approach 1 <10.00%| satisfied | satisfied | satisfied
Approach 2 <4.52% | satisfied | satisfied | satisfied

Table 4 The results of accuracy and precision verification (MS) of secnidazole determination procedures by the
method of UV-spectrophotometry

Factual concentration of secnida- )
zole in model solution Found in % to stand- 7 model o
(Cmee = 20 ugiml) Absorbance A™®'| ard abS;Ifbance :
Ymo el ,O/
Cr® ugimL | X2 % poo 25-175% | 25-150% | 25-125%
0.1 M HCI
5 25 0.164 25.99 103.95 103.95 103.95
10 50 0.328 51.92 103.85 103.85 103.85
15 75 0.477 75.38 100.51 100.51 100.51
20 100 0.629 99.47 99.47 99.47 99.47
25 125 0.807 127.62 102.10 102.10 102.10
30 150 0.956 151.19 100.79 100.79 -
35 175 1.076 170.22 97.27 - -
Arel = 0.632 Zme o, 101.13 101.78 101.98
5" % =[100-Z"*'| < max 5™ 113 1.78 1.98
Approach 1 <4.52% satisfied satisfied satisfied
Approach 2 <2.05% satisfied satisfied satisfied
RSD7 % 2.40 1.84 1.99
AT % = RSD7* -1(95%; g —1) < max A’y 4.66 3.72 424
Approach 1 ‘ <14.14% satisfied satisfied satisfied
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Factual concentration of secnida- )
zole in model solution Found in % to stand- model
model d absorb Zi ’AJ
(C el =20 ug/ml) Absorbance A, ar am:g ance
Y% %
cr ugml | X2 % B 25-175% | 25-150% | 25-125%
Approach 2 <6.40% satisfied satisfied satisfied
96% C,HsOH
5 25 0.225 26.38 105.50 105.50 105.50
10 50 0.436 51.07 102.15 102.15 102.15
15 75 0.642 75.19 100.25 100.25 100.25
20 100 0.858 100.47 100.47 100.47 100.47
25 125 1.065 124.70 99.76 99.76 99.76
30 150 1.297 151.85 101.24 101.24 -
35 175 1.507 176.39 100.80 - -
Are = (0.854 Zm%! o, 101.45 101.56 101.62
6model’% — ‘100_2model < maxamodel 1.45 156 1.62
Approach 1 <4.52% satisfied satisfied satisfied
Approach 2 <2.05% satisfied satisfied satisfied
RSDy** % 1.94 2.10 235
AP % = RSD7™™ -1(95%; g —1) < max A 3.77 424 5.00
Approach 1 <14.14% satisfied satisfied satisfied
Approach 2 <6.40% satisfied satisfied satisfied
0.1 M KOH in CH;0OH
5 25 0.194 23.75 95.01 95.01 95.01
10 50 0.422 51.76 103.52 103.52 103.52
15 75 0.645 79.07 105.42 105.42 105.42
20 100 0.825 101.14 101.14 101.14 101.14
25 125 1.057 129.68 103.74 103.74 103.74
30 150 1.238 151.88 101.25 101.25 -
35 175 1.447 177.43 101.39 - -
Arel 0815 Zm o, 101.64 101.68 101.77
5" % =[100-Z"*'| < max 5™ 1.64 1.68 1.77
Approach 1 <4.52% satisfied satisfied satisfied
Approach 2 <2.05% satisfied satisfied satisfied
RSD7** % 333 3.65 4.07
AY® % = RSDJ*™ -1(95%; g —1) < max A7 6.48 7.35 8.68
Approach 1 <14.14% satisfied satisfied satisfied
Approach 2 <6.40% unsatisfied unsatisfied unsatisfied
0.1 M NaOH
5 25 0.187 25.52 102.09 102.09 102.09
10 50 0.360 49.00 98.00 98.00 98.00
15 75 0.541 73.75 98.33 98.33 98.33
20 100 0.734 100.00 100.00 100.00 100.00
25 125 0.899 122.52 98.02 98.02 98.02
30 150 1.094 149.09 99.39 99.39 -
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Factual concentration of secnida- )
zole in model solution Found in % to stand- Zmodel o
(C oo =20 pg/mL) Absorbance A" | ard absorbance b
reference I
Ymodel’o/

Cre® ugiml | X% 9% P 25-175% | 25-150% | 25-125%
35 175 1.294 176.34 100.77 - -
A =0.734 Zmodel o 99.52 99.31 99.29

5" % =[100-Z"™*'| < max 5™ 0.48 0.69 0.71
Approach 1 <4.52% satisfied satisfied satisfied
Approach 2 <2.05% satisfied satisfied satisfied

RSD7** % 1.55 1.58 1.77

AT % = RSDI*™ -1(95%; g —1) < max A 3.01 3.19 3.77
Approach 1 <14.14% satisfied satisfied satisfied
Approach 2 <6.40% satisfied satisfied satisfied

The total results of validation allow to point to the
conclusion about acceptable linearity, accuracy and preci- REFERENCES

sion of three UV-spectrophotometric procedures (batches
A, B and D) of secnidazole quantitative determination in
the variant of the MCC and MS for all ranges of the method
application and for both approaches to acceptability estima-
tion. It gives us the possibility to recommend these proce-
dures for further application in forensic toxicology with the
purpose of development of the methods of biological lig-
uids analysis for secnidazole quantification.

The UV-spectrophotometric procedure C (solvent is
0.1 M potassium hydroxide solution in methanol) is charac-
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account the results of stability verification the procedure C
should not be used for secnidazole quantitative determina-
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CONCLUSIONS
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out and acceptability for application has been shown.
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