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Abstract: Objective Two sample pretreatment method for the effective extraction and purification of rhodamine B in
chili oil were investigated in detail. Valuable information for the accurate assay of rhodamine B by ultra-high performance
liquid chromatography with fluorescence detection (UPLC-FLR) was provided. Methods The chili oil was exiracted with
acidified acetonitrile and then purified by a mixed type cation exchange solid phase extraction (SPE) column in the first
method. In the second method, n-hexane containing 20% acetone was used to extract rhodamine B. The extraction was
then purified by a neutral alumina SPE column. Both of the purified sample solution was blown to nearly dryness, re-
dissolved in 50% methanol-water, filtrated and then analyzed by UPLC-FLR. Results
levels (5.0, 50.0, 200.0 pg/kg, respectively) were in the ranges of 82. 8% -101. 9% and 80. 8% -93. 6% , with relative

The recoveries at three spiked

standard deviations ranging from 1.5% -2.9% (n=6) and 1.0% -2. 1% (n =6), respectively. Conclusion Both of the
two pretreatment method could meet the requirements of accurate determination of rhodamine B in chili oil. However, the
recoveries at spiked levels (5.0 and 50.0 pg/kg) of the first method were higher than those of the second method.
Furthermore, no large capacity SPE column was needed. There was no significant difference between recoveries of the two

method at high spiked level (200.0 pg/kg).
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Table 1  Gradient elution program on for UPLC
t/min T/ (ml/min) WL EAH B/ % WM A/ %
0.0 0.3 70 30
5.0 0.3 40 60
6.0 0.3 10 90
7.0 0.3 10 90
7.1 0.3 70 30
9.0 0.3 70 30
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Figure 1  Chromatograms of rhodamine B
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Table 2 Recovery results of rhodamine B purified by two SPE columns
SPE £t AR 5 W 2R/ % -2 [\l iR RSD B R
/(pg/keg) 1 2 3 4 5 6 /% /% /%
5.0 92.1 92.4 93.2 92.8 93.6 91.2 92.6 1.0 0.9
Al-N 50.0 88.8 86.2 86.5 88.8 87.9 88.4 87.8 1.4 1.3
200. 0 80.9 81.3 84.8 84.9 82.9 82.3 82.9 2.1 2.1
5.0 98.3 95.1 96. 8 95.1 101.9 94.9 97.0 2.9 2.8
MCX 50.0 82.9 84.1 82.8 85.1 84.2 85.8 89.3 2.1 1.3
200. 0 87.9 91.1 88.5 92.9 89.3 89.8 84.2 1.5 2.2
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Figure 3 Results of rhodamine B in proficiency test sample

extracted by acidified acetonitrile and purified by MCX SPE

e BT B 7 i/ (meke) I
e 1 2 3 /(mg/kg)
5022 0. 195 0.202 0.198 0.198
4677 0. 158 0. 166 0. 161 0.162
1687 0. 521 0.527 0.516 0.521
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Figure 4 Results of rhodamine B in proficiency test sample
extracted by n-hexane containing 20% acetone and

purified by AI-N SPE

b B P B 7 i/ (mg/kg) RRLIEN
e 1 2 3 /(mg/kg)
5022 0.192 0.194 0. 200 0.195
4677 0.156 0. 160 0. 164 0. 160
1687 0.513 0.526 0.520 0.520
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