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Validation parameters: 

1. System suitability and Specificity chromatograms: 

 



 

 

            Figure S1: MS/MS chromatogram of Blank solution. 

 



 

 

Figure S2: MS/MS chromatogram of 7-nitroso impurity spiked sample. 

 



 

 

Figure S3: MS/MS chromatogram of System suitability standard solution. 

 



 

 

Figure S4: MS/MS chromatogram of Sitagliptin sample solution. 



 

2. LOD, LOQ and LOQ precision  

 

 

Figure S5: MS/MS chromatogram of LOD solution. 

 



 

 

Figure S6: MS/MS chromatogram of LOQ solution. 

 



 

 

Figure S7: MS/MS chromatograms of LOQ Precision. 

 



 

 

3. Linearity 

 

Figure S8: MS/MS chromatograms of Linearity solution. 



 

4. Method precision  

 

 

Figure S9: MS/MS chromatograms of Method precision. 

 



 

 

5. Intermediate precision 

 

 

Figure S10: MS/MS chromatograms of Intermediate precision. 

 

 



 

6. Accuracy 

 

Figure S11: MS/MS chromatograms of LOQ Accuracy. 

        
 

 



 

 

           Figure S12: MS/MS chromatograms of LOQ Accuracy. 

 



 

7. Solution stability 

 

 
Figure S13: MS/MS chromatograms of Standard solution stability. 

 



 

 
Figure S14: MS/MS chromatograms of Spiked sample solution stability. 



 

8. Sitagliptin 7-nitroso impurity standard Qualification data 

 

 
     Figure S15: 7-nitroso impurity Certificate of analysis. 

 

 



 

 

 

 
    Figure S16: 7-nitroso impurity purity by HPLC chromatogram. 

 

 

 



 

 

 

 
Figure S17: 7-nitroso impurity Mass spectrum. 

 

 

 

 

 

 

 



 

 

 

 

 
Figure S18: 7-nitroso impurity 1H NMR spectrum – 1. 

 

 

 



 

 

 

 

Figure S19: 7-nitroso impurity 1H NMR spectrum – 2. 

 



 

 

 

 
 

Figure S20: 7-nitroso impurity TGA graph. 

 

 

 

 



 

7-nitroso-3-(trifluoromethyl)-5,6,7,8-tetrahydro-[1,2,4] triazolo[4,3-a] pyrazine probable parsing pyrolysis fragmentation. 

 

 

Figure S21: Probable Fragmentation pattern of 7-nitroso impurity in the mass ionization chamber due to parsing pyrolysis. 

 

 

 


