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Determination of enantiomer in vildagliptin APl by HPLC

WANG Li-hong, LIU Jun-hong
Department of Pharmaceutical Engineering, Qingdao University of Science & Technology, Qingdao 266042, China

Abstract: Objective To establish an HPLC method for determination of enantiomer in vildagliptin API. Methods Chirapak I1C-3
column (250 mm % 4.6 mm, 3 um) was used. The mobile phase consisted of hexane-ethanol-triethylamine (150 : 750 : 1). The
detection wavelengths were set at 281 nm. The flow rate was 0.6 mL/min, volume of injection was 20 L, and temperature of column
was set at 35 C. Results The resolution of vildagliptin and enantiomer was good with R > 5. The LOQ was 1.2 pg/mL, and the LOD
was 0.3 pg/mL. The linear relationship was good in the range of 1.2 — 30.0 ug/mL. The recovery of enantiomer was 99.67% with RSD
2.1%. The change of chromatographic parameters had no effect on the detection of enantiomer. Conclusion This method has high
sensitivity and good reproducibility, and is suitable for the detection of enantiomer impurities in vildagliptin.
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Fig. 2 Chromatogram of system suitability test
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Fig. 3 HPLC Chromatograms of blank solution (A), suitability
test solution (B), and vildagliptin API (C)
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Table 1 Results of enantiomer in vildagliptin API (n=3)
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B180311 0.052
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B180326 0.055

32 REhtBRYIEE

Chirapak 1C-3 *h £ ¥EfiT A=) IEAHFPE il AL,
IR IE Ot S R R 7RSI
d, SE I E Ok - CEERELE, E4ER AT S
FOXT Wi R R 2 T RIS B 2 B oKk o B o7 =
LB AT A e (R R BA AT A o0 v FE A AL
NS, EdiE, [ RSk - OB - =
Jlg (150 : 750 : 1) AUahAHES 7 B8 S i e, vl Al
HERE HNTT 5 T B S 3 (A LE S50 P[] PNk 1) R 28 4y
o &FHR, Ik —E N LN,
HARGUE RS R/ ER.
33 HbMERMAIERE

AT SR AR BRI 21,
SERRM, WA EY 0.6 mL/min, FEEA
35 °C. HEFEEA 20 uL B, HEREFITT 5 HO w4y
IR 53 B8 B A

ARSNGB 2 e 4 )
VT IRRZ o0 B AL PR 2 SR ) 535, FEx iz ikt
177 IR2E00IE, G RAIEZ kG B, R
FEwmn, PR, IS T4 BT R R 2
(PRSI o

S

[1] Ishii M, Shibata R, Kondo K, et al. Vildagliptin stimulates
endothelial cell network formation and ischemia-induced
revascularization via an endothelial nitric-oxide synthase-
dependent mechanism [J]. J Bio Chem, 2014, 289(39):
27235-27245.

[2] Keating G M. Vildagliptin: a review of its use in type 2
diabetes mellitus [J]. Drugs, 2014, 74(5): 587-610.

[3] Croxtall J D, Keam S J. Vildagliption: a review of its use
in the management of type 2 diabetes mellitus [J]. Drugs,
2008, 68(26): 2387-2409.

[4] SRAREE, WM, BT, & FUEOEENE 4R ST
R AR B A AR [J]. ST AL R R 2R AR, 2017,
38(3): 249-254.



