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Rapid Determination of 17 Chemicals Illegally Added into Anti-rheumatic TCM Patches by UPLC-MS/MS
LI Qiang', YUE Lei’, LI Xiaojing’ (1.Henan Food and Drug Inspection Center, Zhengzhou 450018, China; 2.
Zhengzhou Institute for Food and Drug Control, Zhengzhou 450015, China; 3.The Third Affiliated Hospital of
Zhengzhou University, Zhengzhou 450052, China)

ABSTRACT OBIJECTIVE: To establish a rapid determination method for 9 kinds of glucocorticoid and 8 kinds of non-steroidal
anti-inflammatory drugs illegally added into anti-rheumatic TCM patches. METHODS: UPLC-MS/MS method was adopted. The
samples were separated on Acquity UPLC® BEN Cs column with methanol-water (90: 10, V/F) as mobile phase at flow rate 0.4 mL/
min. The column temperature was set at 30 °C, and sample size was 1 pL. The ionization mode was electrospray ion source (ESI):
spray needle voltage of 5 500 V, ion source spray GS1, GS2 pressure of 50, 50 psi, ion source temperature of 500 °C, scanning
range of m/z 50-500. The multiple reaction monitoring (MRM) combined with information-dependent acquisition (IDA) and en-
hanced product ion scanning (EPI) was used to rapid qualitative analysis. RESULTS: The detection limits for 17 kinds of chemical
components were not more than 0.400 pg/mL. RSDs for precision, repeatability, stability tests were not more than 4.93% ,7.69% ,
9.57% , respectively. Diclofenac sodium was detected in the sample. CONCLUSIONS: The method is selective and sensitive. It is
suitable for qualitative analysis of chemicals illegally added into anti-rheumatism TCM patches.
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Tab 1 Result of MS optimization, methodology and LOD for 17 substance control

ek DP,V TSI CE,eV (RE3EH ] min HEIIR, wg/mL THIIRSD, % FHIEARSD, % BEARSD, %
LN 81 363.238/91.100 9 0.88 0.080 338 561 695
363.238/121.000 37
FERRAT A0 101 403.209/163.100 37 0.86 0.020 41 5.4 6.42
403.209/105.100 67
IR 45 391.101/361.000 -18 037 0.020 257 381 597
391.101/306.900 -38
AN 46 401.164/313.200 21 085 0.400 348 181 8381
401.164/43.200 97
Tk JER 56 403.203/385.200 13 087 0.020 409 460 834
403.203/147.100 31
TRRRA 76 495.244/475.200 15 0.90 0.010 355 471 853
495.244/337.100 3
A AR 66 393.206/373.200 13 0.87 0.008 132 6.4 843
393.206/355.200 17
AR 66 522.261/504.200 15 0.93 0.040 4 6.09 6.09
522.261/338.200 3
NN 76 522.185/504.200 15 0.90 0.100 185 6.19 957
52.185/356.100 21
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232.090/97.000 45
Tk =30 204.997/158.600 -10 043 0400 367 304 765
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LIS = 41 358.115/139.000 19 0.0 0.020 35 769 898
358.115/80.100 21
M BEAR 41 152.060/110.100 bi) 0.84 0.006 2 540 930
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332.108/78.000 91
Bk 81 231.068/185.100 19 0.84 0200 397 49 127
231.068/168.800 19
TRAEH 76 309.163/160.100 29 083 0.001 49 1.93 627
309.163/77.100 81
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