MREmBE Modern Food Science and Technology 2024, Vol.40, No.8

EhATH
T A B P ZLR AR 28 R am R AR SRR N L R it 4

BCER, SKiEfR, PhIIEE, TRAMK, REDE, M, BEE, TR, Xl

(LA RRBGEAEHAAR, BRTHREEELERTAAAHEEEHRAR), LAFEH 250101)

FE . 257 MBI LR AR A0 I 7T FLBR M 69 42 B ROR AR &3% - $3£/% 3% (UHPLC-MS/MS) 7
k., HR% PR R - hATHBYIK 232K, Oasis PRIME HLB i# it X Bl 48 B4 44k, C, G S B, Azl
h UM - T, RABELRM, B fFETREST (BESI) wBEAX, 2REEN (MRM) #4743, sM7k
EE, AT RBAZ, FIRRSRHFRRIFO N, LT HRERSF, RAZERE I F %, ETHRR
4MAE 0.50~250.00 ng/mL T B A &M X £ REF, A A% (7)) KT 0998, Fikih bR (SIN=3) 4 10.00 pgkg,
ZFM (SIN=10) # 25.00 pgkg. £ (25.00 pgkg). F (50.00 pgkg). & (250.00 pg/kg) 3 AR EKF T F
¥ E L 81.51%~104.53% 2 18], AAxtARflm ZARxt AR 4R 2 (RSD) & 1.14%~5.64% X 18], 75 kR, &3k,
BAMEAT . ST R, ER T RICER S T AR R T BB AN G A . AT,

KEIR: BEE RS, BT ABRA; AT, B X BN, A2 ZH 040 &% - BRI

SCEHS: 1673-9078(2024)08-349-356 DOI: 10.13982/j.mfst.1673-9078.2024.8.0548

il

P

B

Determination of Illegally Added Sodium Picosulfate in Internet-famous
Weight-loss Foods by Salting-out Assisted and Pass-through Cleanup
SPE-UHPLC-MS/MS

ZHENG Wenjing, ZHANG Yanxia, SUN Lizhen, WANG Mingdong, ZHAO Huinan,
SUN Shanshan, XUE Xia, WANG Jun, LIU Yanming"

(Shandong Institute for Food and Drug Control, Key Laboratory of Supervising Technology for Meat and Meat
Products for State Market Regulation, Jinan 250101, China)

Abstract: An ultra high-performance liquid chromatography-tandem mass spectrometry (UHPLC-MS) method was
developed for the determination of illegally added sodium picosulfate in the internet-famous weight-loss foods. The samples
were extracted by a salting-out assisted methanol-water solution system, and purified by an Oasis PRIME HLB solid phase
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extraction column with a pass-through cleanup strategy. The separation was carried out on a C,4 column using acetonitrile-

ammonium acetate as the mobile phase in a gradient elution mode. Eletrospray ionization source with positive ion (ESI ™)

ionization mode, multiple reaction monitoring (MRM) scanning and external standard quantification method were used.

In this study, the extraction system was optimized to achieve good dispersion of different matrix samples and good anti-

interference effect. The established method showed a linear relationship in the picosulfate concentration range of

0.50~250.00 ng/mL, with the correlation coefficients higher than 0.998, and the limit of detection (LOD) and the limit of
quantitation (LOQ) being 10.00 pg/kg and 25.00 pg/kg, respectively. At low (25.00 pg/kg), medium (50.00 pg/kg) and high

(250.00 pg/kg) concentrations, the average recoveries ranged from 81.51% to 104.53%, with the relative standard deviation

(RSD) ranging from 1.14% to 5.64%. This method is somple, efficient and accurate with strong anti-interference, thus is

suitable for the qualitative and quantitative analyses of sodium picosulfate illegally added to weight-loss foods.

Key words: diet food; sodium picosulfate; salting out; pass-through; ultra high performance liquid chromatography-

tandem mass spectrometry
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Table 1 Optimized parameters of MS /MS for picosulfate sodium
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Fig.3 Effect of salting-out aid on the extraction efficiency
of picosodium sulfate
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Table 2 Average recoveries and RSDs of picosulfate sodium
in different sample matrices

AR RN ugke)  FHEDKE/%  RSDIY%
25.00 82.82 3.11
BAER 50.00 81.51 3.56
250.00 83.34 2.63
""""""" 25.00 89.72 372
AN -2 50.00 94.65 4.15
250.00 91.83 1.73
""""""" 25.00 8234 5.64
JE AR 50.00 92.38 3.62
250.00 91.42 261
"""""""" 25.00 ' 104.53 2.43
5 50.00 88.39 1.61
250.00 91.56 3.44
"""""""" 25.00 ©90.97 4.02
BEZoH 50.00 92.93 3.13
250.00 95.65 1.14
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Table 3 Matrix effect of sodium picosulfate in five matrices
A HERAL%  RSDI%

6.82

BAEH 7.11 5.03
7.53
23.62

A 25.35 4.74
23.21
24.14

ERAER 25.47 2.70
24.82
15.23

4 14.35 4.48
13.96

13.21
BEE 12.47 6.01
11.72
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