UHPLC-Q-TOF-MS RN P2 4 MEEZANHULERS
MBI, AR B 2R RS R eI L, T G 214028; 2ITE RS, ITH B 214122)

WE: BAY # % UHPLC-Q-TOF-MS Wik #ill F R 25 b i kB AE BT RCWIN. wbFH R, RAGFTBRM F k.
753% & Agilent ZORBAX SB Cis &#45(2.1 mm x 100 mm, 1.8 pm), ¥ &%-10 mmol L' B8 B2 4% 50 (4 0.1% F BR) A4 A
AR, BERPBL BTRA BSTAHEX, EH AR, AARGHE, —K. —SBREMRHIELHEGHIBE, 5 47%
HFEANGE RS BATERE X ENE, FR BEBRETREFTRAET. RO, ZRZHIRETREERYE
T, FHE. REAGFBRMASL . L S EAERTE, TaHE RN RGBT EEEANGT LT, RTWK,
T H R EIRER AN,

X$#1i7): UHPLC-Q-TOF-MS; #HikitN; FRET; RTRIN; T HE; RASTEBHRMN

FESES: RILT XERFRRRS: B XEHS: 1007-7693(2019)20-2543-05

DOI: 10.13748/j.cnki.issn1007-7693.2019.20.011

SIRASE: s, 424, ¥ 24, ¥ UHPLC-Q-TOF-MS it ¥ & 25 F 4 Ad 2B AL ma[l]. ¥ EIREA
54,2019, 36(20): 2543-2547

Rapidly Detection of Four Chemical Substances Illegally Added in Traditional Chinese Medicine by
UHPLC-Q-TOF-MS

YANG Minzhil, CHENG Dongz, SHEN Lanhuil(I.Wuxi Institute for Drug Control, Wuxi 214028, China; 2.School of
Pharmaceutical Sicence, Jiangnan University, Wuxi 214122, China)

ABSTRACT: OBJECTIVE To establish a method for rapidly detection of ranitidine, phenformin, piroxicam and diclofenac
sodium illegally added in Chinese patent medicine by UHPLC-Q-TOF-MS. METHODS The Agilent ZORBAX SB
Cis(2.1 mm x 100 mm, 1.8 pm) column was used, with the mobile phase of methanol-10 mmol'L™! ammonium acetate
(containing 0.1% formic acid) by gradient elution. Electrospray ionization(ESI) source was used in a positive ion mode, the
qualitative and quantitative analyses of the four illegally added substances were combined with retention time, mass spectra,
tandem mass spectra and database. RESULTS Ranitidine and phenformin were detected illegally added in Baicaotang capsules.
Ranitidine, piroxicam and diclofenac sodium were detected illegally added in Mengshi Kechuanling capsules. CONCLUSION
This method is accurate, efficient, rapid and can be used to detect the ranitidine, phenformin, piroxicam and diclofenac sodium
illegally added in Chinese patent medicine.

KEYWORDS: UHPLC-Q-TOF-MS; illegally added; ranitidine; phenformin; piroxicam; diclofenac sodium
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PR 22 #]); Millipore 4fi7K % 4t (3 H Millipore A 7).

YT ERIR T JE B T (5. 100163-201006;
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ERE: 100%) F#h BR 2R 20 AR (#E 55 100922-
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Bi. HEMBEACHIEERAGRFERAR, #t5:
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A 0% N R EE R SR, AibS e 201512185 BEAS:
TR 0.4 )31k | i ge A &, A DL IR i
RIRFAF AT EF RS PR, B
B2 BERRE Nt al, AhEaiK.
2 HES%R
2.1 il

i F: . Agilent ZORBAX SB Cig o i+
(2.1 mmx100 mm, 1.8 um); JshtH A HHFEE, it
ZAH B 4 10 mmol L' B R #2 (7 0.1% HH ) 1B,
6 £ W i - 0~5 min, 30%—70% A; 5~7 min, 70%—
85% A; 7~9 min, 85%—30% A; 9~10 min, 30% A
MK 0.4 mL-min~'; #Ei 35 C; HEFEE 3 ul.
2.2 JREE A

HL T 55 B8 4 1 B R U7 =R(ESTY),  J i b
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Tab. 1 Parent ions and daughter ions

. fREN W T 8T N ilf 2
fapmsy RN BRTET e m T on
[6]/min  [M+H]*(m/z) fe/eV
HRET 116 315.1493  176.05; 130.06*; 98.08 18
HKEHAT  1.98 206.140 3 60.06*; 105.07 20
P ERE 475 332.070 6 95.06%; 121.04 23
WEISRE 713 296.024 5 215.05%; 250.02 15
W - EEET
Note: *—quantitative ion.
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Fig. 1 Fragmentation machanism of ranitidine, phenformin,
piroxicam and diclofenac sodium

A-—ranitidine; B—phenformin; C—piroxicam; D—diclofenac aodium.
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Fig. 2 TIC of mixed reference substance and test sample
1-ranitidine; 2—phenformin; 3—piroxicam; 4—diclofenac sodium;
A-mixed references; B-Baicaotang; C—Mengshi Kechuanling capsules.
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Fig.3 Full MS2 spectra of mixed reference substance
A-ranitidine; B—phenformin; C—piroxicam; D—diclofenac sodium.
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Tab. 2 Linearity, ranges and detection limit of the four components

Hoy ol 28 r 2R M VE [ /pg - mL! o H PR /pg-mL! E J R /pug-mL!
HEBT Y=998 658X+339 745 0.999 2 2.184~39.312 0.054 1 0.109
H AN Y=838 790X+2x10° 0.999 6 10.290~37.044 0.051 1 0.103
e T Y=332 046X+756 037 0.999 5 4.038~72.684 0.081 1 0.202
BT B Y=26 360X+184 997 0.999 7 10.086~181.548 0.834 0 1.680
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Tab. 3 Determination results of chemical substances illegally

added in traditional Chinese medicines (#=3) mg-g~!
W5y & B T FAMEAL BRI E
HEET 2.26 0.85
IR 13.79 .
Mk 2 5 R - 1.05
PV 3] - 15.12
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4.1 BABHEIERE
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100 mm, 1.8 um). ZORBAX Eclipse Plus-Cs ¥
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