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Methocl Development and Modifications

**Method development under way:
**Tylosin:

s Developing and validating method for tylosin
in animal feeds, and premixes, both at
medicated levels and for residues.

“*Using Gramse m from Wisconsin
Departmen griculture as a starting
point.

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

s*Instrumental work will be done on the LC-DAD
and LC-MS/MS.
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LC-MS/MS Residue Method Development
*Developmental Strategies
*Medicated vs. residue levels
Do we need different extraction, clean-up

and detection thods?
*AAFCO S requirements
*Accura

*Applicability

DL, QL

*Precision — repeatablity and
reproducibility

*Selectivity and performance




Tglosin
LC Method Development
*Extraction and clean up methods
*Extraction solvent — currently using methanol
*QUEChER’S modifications
*Other solvents, ACN, or combinations
-Evapo‘io‘without clean up
*Evaporatio with clean up
*ASE technique
*Cleanup
*QUEChER’S modifications
*Evaluate the use of different SPE packings
*HLB, DSC-18, DSC-CN, Envi-18, PSA,
GCB or combinations of these




CORRELATION BETWEEN SPIKED AND RECOVERED TYLOSIN IN A HORSE FEED
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CORRELATION BETWEEN SPIKED AND RECOVERED TYLOSIN IN A LAMB FEED
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0.17962 ppb Tylosin
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44.905 ppb Tylosin
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29228-Spike 1
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Clean Chicken Feed

Tglosin

Spike
No.

Tylosin
(Ppm)

Grand
Mean

With-in
Day RSD

Between
Day
RSD

Total
RSD

HorRAT

F-Value
(2.773)




Tylosin

Clean Horse Feed

Spike Tylosin | Grand With-in Between |Total | HorRAT | F-Value
No. (ppm) Mean Day RSD | Day RSD (2.773)
RSD




Tglosin

Clean Swine Feed
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Tylosin

Where do we go from here?

*Further residue work
*Determine robustdts od by varying LC conditions,
extraction con n lean-up conditions.
*Have second analyst conduct SLV
*Medicated feeds/premixes
*Gather more samples, i.e., ones with other drugs, especially
*Determine robustness of method by varying LC conditions,

extraction conditions, and clean-up conditions
*Have second analyst conduct SLV




Tﬂlosin
Got Questions?

Tom Phillip
State Chemist Section
Maryland Department of
Agriculture
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