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ANNEX IV

METHODS OF ANALYSIS TO CONTROL THE
LEVEL OF AUTHORISED ADDITIVES IN FEED

F.DETERMINATION OF DICLAZURIL

7. Validation of the results

7.1. Identity

The identity of the analyte can be confirmed by co-chromatography, or by using a diode-array
detector by which the spectra of the sample extract (5.2.1 or 5.2.2) and the calibration solution
(3.10) are compared.

7.1.1. Co-chromatography

A sample extract (5.2.1 or 5.2.2) is fortified by addition of an appropriate amount of calibration
solution (3.10). The amount of added diclazuril must be similar to the amount of diclazuril found
in the sample extract.

Only the height of the diclazuril peak and the internal standard peak shall be enhanced after
taking into account both the amount added and the dilution of the extract. The peak width, at half
of its height, must be within ± 10 % of the original width of the diclazuril peak or the internal
standard peak of the unfortified sample extract.

7.1.2. Diode-array detection

The results are evaluated according to the following criteria:

(a) The wavelength of maximum absorption of the sample and of the standard spectra,
recorded at the peak apex on the chromatogram, must be the same within a margin
determined by the resolving power of the detection system. For diode-array detection
this is typically within ± 2 nm.

(b) Between 230 and 320 nm, the sample and standard spectra recorded at the peak apex
of the chromatogram, must not be different for those parts of the spectrum within the
range 10 % 100 % of relative absorbance. This criterion is met when the same maxima
are present and at no observed point the deviation between the two spectra exceeds 15
% of the absorbance of the standard analyte.

(c) Between 230 and 320 nm, the spectra of the upslope, apex and downslope of the peak
produced by the sample extract must not be different from each other for those parts
of the spectrum within the range 10 % 100 % of relative absorbance. This criterion is
met when the same maxima are present and when at all observed points the deviation
between the spectra does not exceed 15 % of the absorbance of the spectrum of the
peak apex.

If one of these criteria is not met the presence of the analyte has not been confirmed.

7.2. Repeatability

The difference between the results of two parallel determinations carried out on the same sample
must not exceed:
— 30 % relative, to the higher value for diclazuril contents from 0,5 mg/kg to 2,5 mg/kg,
— 0,75 mg/kg for diclazuril contents between 2,5 mg/kg and 5 mg/kg,
— 15 % relative to the higher value for diclazuril contents of more than 5 mg/kg.



2 Commission Regulation (EC) No 152/2009 of 27 January 2009 laying down the methods...
ANNEX IV

Document Generated: 2023-08-29
Changes to legislation: There are currently no known outstanding effects for the

Commission Regulation (EC) No 152/2009, Division 7.. (See end of Document for details)

7.3. Recovery

For a fortified (blank) sample the recovery shall be at least 80 %.
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