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LC-MS as technique 

ÅThe most powerful technique for determination of 

low levels of organics in difficult matrices 

ÅLC-MS: many adjustable parameters 

ïIn LC 

ïIn MS 
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Checking that the method 

performs as required is not trivial! 

Validation is BIG in LC-MS! 
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Guidelines? 

 



Validation guidelines 

ÅGenerally very useful, but ... 

 

ïOften inconsistent terminology 

Åe.g. accuracy vs trueness, ... 

ïOften very general 

ÅChoosing concentrations? How many replicates? Spiking 

levels? How many days? ... 

ïSometimes conflicting recommendations 

ïUsually LC-MS is not addressed 

ÅExcept e.g. 2002/657/EC 
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Our aims were: 

1. Give a critical overview of the state of the art of 

LC-MS method validation 

ï Including comparisons of the relevant guidance 

materials 
 

2. Draw attention to the LC-MS specific aspects 

ï e.g., ionization suppression by matrix effects 
 

3. Give recommendations on problematic issues in 

validation of LC-MS methods 

Euro Mass Spectrometry 2017 5 sisu.ut.ee/lcms_method_validation/ 



Outcome: 

Two-part tutorial 

review in 

Anal. Chim. Acta 
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- Tutorial  review  on validation  of  liquid  chromatography �±mass  spectrometry  
methods : Part I . A. Kruve, R. Rebane, K. Kipper, M.-L. Oldekop, H. Evard, K. 

Herodes, P. Ravio, I. Leito. Anal. Chim. Acta 2015, 870, 29-44. 

http://dx.doi.org/10.1016/j.aca.2015.02.017 

- Tutorial  review  on validation  of  liquid  chromatography �±mass  spectrometry  
methods : Part II . A. Kruve, R. Rebane, K. Kipper, M.-L. Oldekop, H. Evard, K. 

Herodes, P. Ravio, I. Leito. Anal. Chim. Acta 2015, 870, 8-28. 

http://dx.doi.org/10.1016/j.aca.2015.02.016 


