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ABSTRACT: Objective To establish an analytical methods for the pentachlorophenol in agaric by solid-extraction
coupled with gas chromatography-tandem mass spectrometry (GC-MS/MS). Methods Using 2,4,6-tribromophenol
as the internal standard, the agaric samples were extracted with 5% trichloroacetic acid aqueous solution, and
pentachlorophenol was extracted using ethyl acetate/n-hexane liquid-liquid extraction method. The samples extracted
liquid were purified using SLC (alumina/SCX) solid-phase extraction column, followed by acetic anhydride

derivatization and separated by HP-5MS capillary column (30 mx0.25 mm, 0.25 pum), and detected in multiple
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reaction monitoring (MRM) mode and quantitated using an internal standards method. Results The method had a

good linear relationship in the range of mass concentration of pentachlorophenol from 1 to 100 ng/mL, and the linear

correlation coefficient was greater than 0.9999, the recoveries of the pentachlorophenol at the 3 spiked concentrations

were 89.3%—-108.7% and the relative standard deviations were 2.1%-9.0%. The limit of detection was 0.06 ng/kg, and

the limit of quantitation was 0.20 pg/kg. Conclusion

This method has high sensitivity, stability and good

reproducibility, and can be used for qualitative and quantitative determination of pentachlorophenol in agaric samples.
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Table1 GC-MS/MS analysis parameters of pentachlorophenyl
acetate and 2,4,6-tribromophenyl acetate internal standard
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Fig.1 Full scan total ions of pentachlorophenyl acetate,
2,4-dibromophenyl acetate and 2,4,6-tribromophenyl acetate
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Fig.2 Multiple reaction monitoring total ions of pentachlorophenyl
acetate and 2,4,6-tribromopheny! acetate
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TR TR 1 2 B
2.6 [EMEZERERIERE

JAF PCP [EIAHAE I A A BUAE F 24 HLB [BIAHAEEL
FE . MAX B AHZEBUREFI SLC [BIARAEBURE o &1 %A BFSE 0
FSEbr SLC A2ds T R B FAE L, RInTak sk
FESRBOR P H B9, 1 HLB F1 WAX 26 PCP 18 T4
b, BT BB s B R SR B . R, %
REHREABRZEALREEY R, FEER, AFH
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(5 ng/mL), (60 ng/mL). (90 ng/mL) 3 KRR EHATINFR
FISER(n=6), Z5R BN, FEICRAE 89.3%~108.7%Z 8], #H
YR 2 (relative standard deviations, RSDs)TE 2.1%~9.0%
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Table 2 Performance comparison between the proposed method and literature methods
il 75 07 15 A b it BR/(ng/kg) 1k 2/% RSDs/% BN
1A 2 GC-MS/MS 0.26 85.6~98.4 5.3~8.5 [24]
QuEChERS UPLC-MS/MS 0.1 73.2~108.4 4.0~14.8 [25]

[ 4 43-#% UPLC-Orbitrap MS 0.2 74.4~96.8 3.0~8.8 [29]

W 53 e GC-MS/MS 3 86.0~96.0 5.3~5.8 [32]

WO 53 BE GC-MS 0.5 60~120 <20 GB 29708—2013

TRV 53 B+ [T A 22 1 GC-MS/MS 0.06 89.3~108.7 2.1~9.0 AJr ik
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