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Introducere. Pentru validarea metodei HPLC se determina
robustetea, prin care se masoara capacitatea unei metode
de a ramane neschimbata la modificari mici a unor parame-
tri. Precizia metodei se exprima ca abatere standard relativa
(RSD) a unei serii de masuratori. Scopul lucrarii. Evaluar-
ea preciziei si robustetei In procesul de validare a meto-
dei HPLC de dozare a capsulelor combinate cu nicergolina
(NIC), piracetam (PIR) si extract de paducel (EP). Material
si metode. NIC si PIR substante standard (Sigma-Aldrich,
Germania), trei serii experimentale (01, 02, 03) de capsule
operculate; reagenti si solventi cu grad de puritate HPLC;
sistem HPLC Shimadzu-20A cu detector UV-VIS (Japonia),
coloana EC/Nucleosil C18 5um (100* 4,6mm); faza mobila:
acetonitril : metanol : tampon fosfat pH 7,0 (40:35:25), tem-
peratura coloanei 30°C; volum de injectare 20 pl, debit faza
mobila - 1,5 ml/min; eluare izocratica; detectie la 288 nm
pentru NIC si 220 nm pentru PIR. Rezultate. A fost evaluata
repetabilitatea si precizia intermediara pentru 6 probe, RSD
a fost calculat pentru timpul de retentie (1,91 min pentru
PIR si 5,61 min pentru NIC), zona de varf si concentratie,
toate valorile fiind mai mici de 1%. Robustetea a fost de-
terminata prin varierea conditiilor cromatografice: debitul
fazei mobile cu+0,1 ml/min, cantitatea de acetonitril in faza
mobild cux2% si temperatura coloanei cux5°C. Rezultatele
au aratat, ca la o modificare minora a conditiilor metodei
metoda este robusta. S-a realizat o buna separare, iar valo-
rile RSD sunt in limite si nu depasesc 2,0%. Concluzii. Rezu-
Itatele studiului au aratat, ca metoda elaborata este precisa
sirobusts, fiind in corespundere cu cerintele ghidurilor ICH.
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Background. To validate the HPLC method, robustness is
determined, which measures the ability of a method to re-
main unchanged at small changes in some parameters. The
precision of the method is expressed as the relative stan-
dard deviation (RSD) of a series of measurements. Objec-
tive of the study. Evaluation of precision and robustness in
the process of validating the HPLC method of dosing com-
bined capsules with nicergoline (NIC), piracetam (PIR) and
hawthorn extract (HE). Assessment of precision and robust-
ness in the validation process of the HPLC method of dosing
combined capsules with nicergoline (NIC), piracetam (PIR)
and hawthorn extract (HE). Material and methods. NIC
and PIR standard substances (Sigma-Aldrich, Germany),
three experimental series (01, 02, 03) of capped capsules;
HPLC grade reagents and solvents; Shimadzu-20A HPLC
system with UV-VIS detector (Japan), EC/Nucleosil C18 col-
umn 5pm (100* 4.6mm); mobile phase: acetonitrile: meth-
anol: phosphate buffer pH 7.0 (40:35:25), column tempera-
ture 30°C; injection volume 20 pl, mobile phase flow - 1.5
ml/min; isocratic elution; detection at 288 nm for NIC and
220 nm for PIR. Results. Repeatability and intermediate
precision were assessed for 6 samples, RSD was calculated
for retention time (1.91 min for PIR and 5.61 min for NIC),
peak area and concentration, all values being less than 1
%. Robustness was determined by varying the chromato-
graphic conditions: mobile phase flow rate by+0.1 ml/min,
acetonitrile amount in the mobile phase by+2% and column
temperature by+5°C. The results showed that the method
is robust to a minor change in the conditions of the meth-
od. Good separation was achieved, and the RSD values were
within limits and did not exceed 2.0%. Conclusions. The re-
sults of the study showed that the developed method is pre-
cise and robust, being in accordance with the requirements
of the ICH guidelines. Keywords: Dosing, HPLC, validation,
precision, robustness.



