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OVERVIEW

üMethod Developments

üInitial Developments

üLaboratory Methods

üWhere do we go next?



Method Development and Modifications
×Method development under way:
×Tylosin:
×Developing and validating method for tylosin 

in animal feeds, and premixes, both at 
medicated levels and for residues.

×Using Gramse method from Wisconsin 
Department of Agriculture as a starting 
point.

×SCS will be evaluating SPE cleanups, as well as 
a variety of different extraction 
techniques.

×Instrumental work will be done on the LC-DAD 
and LC-MS/MS.



Tylosin
LC-MS/MS Residue Method Development
ÅDevelopmental Strategies
ÅMedicated vs. residue levels
ÅDo we need different extraction, clean-up 

and detection methods?
ÅAAFCO method needs requirements
ÅAccuracy
ÅApplicability
ÅDL, QL
ÅPrecision ςrepeatablity and 

reproducibility
ÅSelectivity and performance



Tylosin
LC Method Development

ÅExtraction and clean up methods
ÅExtraction solvent ςcurrently using methanol
Åvǳ9/Ƙ9wΩ{modifications
ÅOther solvents, ACN, or combinations
ÅEvaporation step without clean up
ÅEvaporation step with clean up
ÅASE technique 

ÅCleanup
Åvǳ9/Ƙ9wΩ{modifications
ÅEvaluate the use of different SPE packings
ÅHLB, DSC-18, DSC-CN, Envi-18, PSA, 
GCB or combinations of these



Tylosin

y = 0.98868357x + 0.01010899
R² = 0.99948503
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Tylosin

y = 0.98304704x - 0.24349550
R² = 0.99962210
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Tylosin

0.18 ppb Tylosin
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