511 5510 1 B 2 4 o iR A A Vol. 11 No. 10
2020 45 Journal of Food Safety and Quality May , 2020

A, F , k@, REE AR
(BWigm e, B 650228)

B E: BHM S SOR A €5 8 BT 2L (ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS)l & H il 7037 o 19 55 Skl . IR S Sk BAUR &3k i s . 38 B v iR
ahZe 022 pm YRR, RS E R I HT, BN Cie(50 mmx2.1 mm, 1.8 pm), I
20 mmol/L ZFREZ(0.1%F FR)-Z NG, 10 min &R RAE, A TR . R 3 F Sk iU BN 0.2 ~
600 pg/L, KRR T 0.998, 3 Fi LKA A HER735024 0.10, 020, 0.20 pg/L, 3 Fl 4 KA A AIAR [ 14y
66.0% ~ 95.0%, FIXIREMZE D 1.0% ~5.0%. &I Jrikifemi . 5B, BEFRrEss, 1& T T Sk i e
I Bz phy 2 Sk R A B b B AR A2 T #

XEIE: BLh; AN, RSO G- TR

Determination of three kinds of aconitum alkaloids in self-made sparkling
wine by high performance liquid chromatography-mass spectrometry

ZHAO Li, LI Wen-Ting, ZHANG Rui-Yu, LIANG Zhi-Jian, SHI Zhen®

(Kunming Center for Disease Control and Prevention, Kunming 650228, China)

ABSTRACT: Objective To establish a method for the determination of aconitine, hypaconitine and neoaconitine
in self-made sparkling wine by ultra performance liquid chromatography-mass spectrometry (UPLC-MS/MS).
Methods The self-made sparkling wine samples were filtered by a 0.22 pum filter membrane, diluted or directly
injected for detection and analysis. The chromatographic column was Cg (50 mmx2.1 mm, 1.8 um), the mobile phase
was 20 mmol/L ammonium acetate-0.1% formic acid aqueous solution, and the samples were sampled for 10 min and
analyzed by mass spectrometry. Results The linear range of the three kinds of aconitine was 0.2-600 pg/L, and the
correlation coefficient was greater than 0.998. The detection limits of the three kinds of aconitine were 0.10, 0.20 and
0.20 pg/L, respectively. The recovery of the three kinds of aconitine were in the range of 66.0%-95.0%, and the
relative standard deviations were in the range of 1.0%-5.0%. Conclusion The method is accurate, sensitive and
selective. It is suitable for the determination of aconitum alkaloids and the diagnosis and analysis of food poisoning
caused by aconitum alkaloids.
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Fig.1 MRM chromatogram or three kinds of aconitum alkaloids standard solution
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Table 1 Target material parameters of mass spectrometry

a4 AT T (m/2) TS TR (mV2) fill 48 Ha /v EN L NiAY

572% 48 130.0

BT LAk 632.4
512.1 57 130.0
368 % 60 130.0

5 3L 646.8
105.1 63 130.0
556.0 % 45 120.0

IR ST, 616.8
338.2 55 120.0
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Table 2 Composition of mobile phase gradient elution
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Fig.2 Spectrum of method 1
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Table 3 Recovery rate of sample spiked (n=6)
1531 WL W Kk i
sy
PIRRHE B (ug/L) LivalllbdEs € RSD o e g RSD o e Flfg#%  RSD
/(ug/L) 1% 1% /(ug/L) 1% 1% /(ug/L) 1% 1%
10 21.56 66.0 50 eeem e e e e e
20 29.72 74.0 40 - e e 65.29 87.0 1.0
40 44.14 73.0 30 e e e 84.51 92.0 2.0
100 e e e e 142.97 95.0 2.0
150 e e 375.85 77.0 0
300 e e e 489.38 76.0 1.0 e e e
450 e e e 594.62 74.0 1.0 - e e
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Table 4 Linear equation and detection limits

wE&Y {5 B4 B8] /min etk MXREr o HH B/ (ng/L) E 1P/ (ug/L)
3L T 1.90 Y=684.043X+406.40 0.9987 0.1 0.3
W Sk T 1.91 Y=412.403X+137.51 0.9993 0.2 0.6
B3k i 1.41 Y=33804X+44298 0.9991 0.2 0.6
4 g:él: .L% Uv-Vis spectrophotometer [J]. North Med, 2018, 15(12): 1-2.
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