





The LOQ values reported in literature, ranging from
0.02 to 0.1 pg/kg for different nitrofuran metabolites in
meat samples, have mostly been obtained from extrapo-
lation based on S/N =10 of the signals of analytes at
higher concentrations in standards or fortiped samples.

In reality, however, these extrapolated LOQOs often cannot
be achieved, because the S/N ratios of the signals deterio-
rate more than as predicted by the dilution factor. The
current data in Figure 2 demonstrates that all four nitro-
furan metabolites can be detected in fortiPed crawpsh
samples at 0.05 ug/kg level, far lower than the MRPL
value of 1 pg/kg required by EU.

Figure 3 shows seven-point calibration curves con-

Table 1Segments of chromatography separatfRMat@nsitions

structed from data from measuring standard solutions Note: *SRM transition for quantitat®njriternal standard; CE: Collision Energy.
at concentration levels of 0.025, 0.2, 0.5, 1, 2.5, 5.0 and For each segmeogn Time (s) = 0.1%0aoh Widtmi/3 = 0.002.

Figure 2: Chromatograms of shrimp meat sample containing 0.050 pg/kg fortiPed nitrofurans and internal seatdard in the shrimp m
For each panel from the top: TIC (total ionSRUvtdat)quantitation (bold and red) and conbPrmation (green), and internal standard (italic and blue).
RT: retention time, AA: peak area &blursiginal-to-noise ratio.




In addition to these

NBAHD NBAOZ

Y =0.0850268+1.06857*X RA2=09956 W:1/X Y- 0.0517603+0692118*X R/2 =0.9982 W: 1/ offices, Thermo Fisher

Scientific maintains

=}
~

o
T O I N N

a network of represen-

©
=}

tative organizations

3}

throughout the world.

Area Ratio
~

Area Ratio

w

N

IS
T N A T T A A

o = N

(=}

T T T [ T T T 1 11
0 2 4 6 8 10
ppb

NBAMOZ Africa

NBSEM Y =0.192435+1.92757*X RA2 =0.9982 W:1/X +43 1 333 5034 127
Y= 0.0562912+1.04321* RA2=0.9972 W:1/X

Australia
+61 2 8844 9500

Austria

+43 1 333 50340
Belgium

+32 2 482 30 30

Canada
+1 800 530 8447

China

+86 10 5850 3588
Denmark

+4570 23 62 60

Europe-Other
+43 1 333 5034 127

= © 5
Area Ratio

N

Area Ratio
o«
T T S O A

Figure 3: Seven-point calibration curves of nitrofuran metabolite, from 0.025 ng/mL (equivalent to 0.05 ng/mL after sample preparation) to 10 ng/mL
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the correlation coefficient R2 > 0.995 (weight factor = 1/X).
The method accuracy and precision were evaluated
by performing triplicate preparation and analysis of one
batch of homogenized crawfish meat samples fortified
with nitrofuran metabolites at three different concentra-
tion levels of 0.05, 0.5 and 2.5 pg/kg. The results are
given in Table 2. As shown, recovery values in the range
of 79%-110% were obtained with standard deviations
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Table 2: Mean recovery values (n=3) of crawfish samples fortified
at three levels
Note: values given after + are standard deviations.
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