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Determination of Gentiopicroside in Yaoxitong Capsules by UPLC - MS / MS
DENG Jianchun',DENG Jiehua®,ZHOU Yunfeng’ ,HUANG Bingquan®, WANG Yanxia’
(1. Gaoan People's Hospital,Yichun, Jiangxi,China 330800 ;

3. The Fourth Affiliated Hospital of Nanchang University ,Nanchang, Jiangxi,China  330003)

Abstract:Objective To establish an ultra — high — performance liquid chromatography — tandem mass spectrometry (UPLC — MS / MS)

XEHS 1006 — 4931(2024)20 - 0073 — 03

2. The Inspection and Testing Center of Yichun,Yichun, Jiangxi,China 336000 ;

method for determining the content of gentiopicroside in Yaoxitong Capsules. Methods The UPLC chromatographic conditions were
as follows: the chromatographic column was the Waters ACQUITY UPLC® BEH C, column (100 mm X 2.1 mm, 1.7 pm), the
mobile phase was 0. 1% formic acid solution (containing 5 mmol / L. ammonium acetate) — acetonitrile (gradient elution) ,the flow
rate was 0.3 mL / min,the column temperature was 35 “C,and the injection volume was 5 wlL.The mass spectrometry conditions
were as follows:the ion pair at the m / z 401.0 — 179.0 was the characteristic ion pair,the electrospray ion source (ESI) was
adopted with negative ion scanning and multiple reaction monitoring (MRM) mode. Results The linear range of gentiopicroside
was 0.055 1 — 22.022 3 pg / mL,the limit of detection was 6.7 ng / mL. The RSDs of precision,stability and repeatability tests
were all lower than 2.1%. The content of gentiopicroside in 60 batches of samples was in the range of 27.66 - 3 367.24 pg / g,
and that was significantly different among various manufacturing enterprises. Conclusion This method is easy, accurate, precise and
repeatable, which can be used for the quality control of Yaoxitong Capsules.
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Tab.1 Information of samples

B I o3 Eila 5 £k 5 FSRI
A 2211018 211112 221105 220802
2111031 220602 220302 221008
2210013 220403 220511 221001
220303 E 20221001 221016 220802
20221003 20221001 220810 220202
20221102 20221101 221206 230101
20220708 | F 101220902 220610 220902
20220903 101220603 | H 30221101 220408
20201003 101221107 30220702 221201
20221103 101221006 30220702 230104
20221006 101220908 30221101 220504
D 211114 101220305 30221102 | J 211007
221004 G 221110 30220701 220603
221105 220513 [ 221001 K 220510
220604 220102 221002 221109

BEH Cg # (100 mm X 2.1 mm, 1.7 pm) ; 3t 80 A1 K
0. 1% FIRIEW (& 5 mmol / L 2%k, A) — 25 (B) , 8
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Fig.1 MRM chromatograms
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D. Negative reference solution



2024 410 H 20 H 5 33 #4520 1)
Vol. 33,No. 20, October 20,2024

¥ &5 ¥

China Pharmaceuticals

HR I «

Inspection and Test

Fz2 MENKRELER(n=6)

Tab.2 Results of the recovery test (n = 6)

REE(g) HEAT(g) WAT(ng) MEB(ng) WHEG)  X(%)  RSD(%)
0.1530  223.07 0.2 4301 95.33
0.1507  219.72 00.22 436,44 98. 41
0.1524 22220 0.2 M1 102.17
98.02  2.58

0.1508 219.86 20.22 434.23 97.34
0.1519 n1.47 20.22 432.13 95. 66
0.1512 220.45 20.22 438.93 99.21
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Fig.2 Content distribution of gentiopicroside

3 itig

T rh B E BRI (] I, P4 T8 30,40, 50,
60 min X A A H R A RZ I , 25 0P 50 min 5 BESRHX
SEAR, IR By I T I 8 100 e i SR T
B 50 min i & B AR RSB 2 T Ll -
0. 1% W& . LN - 5 mmol / L ZTREE W - 0. 1% H
M2 P — 5 mmol / L LTREE .M - 0. 1% W IR (%
5 mmol / L ZFRE) S IS AR R |, 38 1 LA IR
O/ B I I) WA | o3 B (TR P M A IR R O -
0. 1% F R VE W (& 5 mmol / L LR ) VE MR sh A . R
PR AT -3 R e R e 4 4 15 5
785 s HARE o

60 HLUHE Ay P g HE A 5 AR 22K, B — PR s
XTI B 5 A= T 22 500 , WS R IUM 2 5
WELZ (A0, 25 e AR Y 2 00 RRAEZ JU V=5
ZIL/INFTOA R, EHZEREHEN0. 43% ~17. 31917,
T3AN T EARSRAFAE RO (WARRFETIL) (LT,

R I A5 S % B S5 U ay e, Sl A

REHERR 2 TR AELE IS O ) 1S - o)

S B N L ST E R X (R AR R

B RGBSR, T T S U S A 1 o

SN

(1] JABZART . JAESRAAE(EM M) M. K
PP R ,1987:614.

2] BRHRERA . PEARERBHE(—FH)[M]. L7
& 5 E A3 e, 2020 282.

[3] iz A, BRmAr, H4ik, 5 . S0k E 35X R o nl 8 ik
FHF RN EF Ry A2 )] B Hk,2023,32(13):
83 - 86.

(4] FhEE, R, FRE,5 HPLC B4 %
RRWENRICRAE]. PR PEHE
3780 — 3785.

[5] 4, # M, 23%,% . AT UPLC - LTQ - Orbitrap
MS / MS %340 % R 50254 R Bl e T AL 5 89 5471 ].
¥ 3225 ,2023,54(14) : 4641 — 4648.

(6] XL #,2%%,MEa, ¥ . ZomTHEBEMHmMELE]
R B FRAZALF R 450 2 5 HPLC 34 B#E547()]. i E
E E25,2023,34(2):424 - 428.

(71 % 4, k&, REE, 5. LT pshA-unH F5189 53505
FREBILGHHHI]. DA 2023,51(1):7 - 13.

[8] XA, Bi&H , & 5,4 . U4 FBEHM & T EHE)]
F 250k ,2022,31(17) :50 - 54.

(9] sRm4d, BEakR, #4000, 5 | BUAa & 2k e &3 0k F) B
M R EH B P AR RS AR EREAE)].
¥ 5 25 1k ,2021,30(21) :62 - 65.

[10] B %, 4 K4E,ZB5,5 . AAMETLEAN TR &L
LT BB B Hshrd &,2023,43(9):
1574 - 1585.

[11] #& s, E2FF4 R4, 5 . AF UPLC-ESI-Q -
TOF — MS / MS # K 447 i 25 40 0 A5 a9 e 2 4[],
7k 2h 5 % &,2023,38(4) 1 - 8.

[12] & &, f1&Em, T4E, 5 . AT HPLC ¥ A0 45 /e
RO BEMER IR HHRRLERFFIR,
2023,58(3):115 - 132.

[13] TR 36, B EAh, & & ,% . HPLC - MS/ MS % F] &l
R fE# A P 10 ARaa a2 1] Bk &,2023,
43(4):564 - 572.

[14] skiFHp, Fd@ sy, FAEF, 4 . 4 AR PRS0 UPLC -
LTQ — Orbitrap — MS ¥eig 547 &1 L [J]. F i 25 5, 2020,
18(1):96 - 101.

[15] & A, 448, RS, 5 . RIBRALAMMG £S5 %
AR BREL]]. P ,2013,44(16) :2330 - 2335.

[16] 3Rwers, 7k 3,0, % . M 2020 FE K% &mimie+
AT S P A R R ek s BET] P EAR T,
2021,23(10):1679 - 1685.

(ks H199:2023 - 10 - 255 & 11 H 15]:2024 - 06 - 21)

TG TR
%,2023,38(8):

75



