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Content Determination of Calceolarioside B in Longdan Xiegan Pills by UPLC - MS/MS
ZHOU Yunfeng ,DENG Jichua ,HUANG Zhaoguang ,WU Zhe ,HUANG Bingquan,YANG Jiandong
(The Inspection and Testing Center of Yichun,Yichun,Jiangxi,China 336000)
Abstract: Objective
performance liquid chromatography — tandem mass spectrometry (UPLC - MS/ MS). Methods

To establish a method for the content determination of calceorioside B in Longdan Xiegan Pills by ultra -
The chromatographic column was
Waters ACQUITY UPLC® BEH C, column (100 mm X 2.1 mm, 1.7 pwm),the mobile phase was acetonitrile — 0. 1% formic acid
solution with gradient elution,the flow rate was 1.0 mL/min,the column temperature was 30 “C,and the injection volume was 10 pL.
Electric spray ion (ESI - ) source was adopted with multi — reaction monitoring (MRM) mode, the capillary voltage was 0.5 kV,
the cone hole voltage was — 55 V,the cone hole gas flow was 50 L/ h,the desolvent gas flow was 900 L / h,the desolvent gas
temperature was 550 °C, the ion pairs of calceorioside B were m/z 477 — 161, m/ z 477 — 133 and m/ z 477 — 315 were
The linear range of calceorioside B was 0.103 4 —5.170 0 pg/ mL (r=0.999 9). The RSDs of precision,
stability and repeatability tests were less than 4.0%. The average recovery of calceorioside B was 104.96% with an RSD of

detected. Results

4.36% (n =6). The 36 baitches of samples all contained calceorioside B, the content of which was in the range of 14.42 -
255.02 pg/ g. Conclusion The establiashed method has good precision, stability and repeatability, it can be used for the content
determination of calceorioside B in Longdan Xiegan Pills, and can quickly identify whether there is no feeding or a counterfeit
passing off as the real thing behavior.

Key words: Longdan Xiegan Pills;calceorioside B;UPLC — MS/MS;Akebiae Caulis;content determination
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2.1 REEH

o 3% 2% 1 - {6 3% k8 Waters ACQUITY UPLC®
BEH Cg#: (100 mm x 2. 1 mm, 1. 7 wm) ; i sh A b 2 W
(A) = 0.1% W R % W (B) , B B2 P (0 ~ 13 min
90%B — 25%B, 13 ~ 17 min B} 25%B, 17 ~ 17. 01 min
I 25%B — 90%B, 17. 01 ~ 20 min [ 90%B) ; I & N
1.0 mL / min ; F:35 A 30 °C; AL = A 10 L.
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1. Calccorioside B

A. Reference solution B. Akebiae Caulis reference solution C. Test solution D. Negative reference solution E. Aristolochiae Caulis medicinal solution

F. Clematidis Armandii Caulis medicinal solution G. Clematidis Filamentosae Folium medicinal solution

Fig.1 Total ion chromatograms
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EIR T EO0,2,4,6,8,24 hiN 4 2. 1 T NI {3k
FENNE IC SR B T F I 455, R 2R LB B I AL
RSD 43.56%(n = 6) , 3 WL 5l %5 M AE 25 RIS 24 h
WA TR E o

MR A B PR HORE i (AL 13200607 ) 3 &4,
6y, 4 2. 230 F I vk dl a8 W, PR 2. 1 IR
PRI SRR E e SR T F IR S R AR AR
R LW B - EYIER RSD M 3. 89%(n = 6) , W]
Ik EE MR

S [ - B 0 B R A (L5 13200607)
T8, 3 6103, 43 A — &2 BT s VR R R K 2 BT B
X HE i VA VI S, 45 2. 2 T ik ol A A T, T
F2 2. 1000 R RIS A R RE I R |, 10 5 B T TR B IR
FEMRISCR, 45 R 2.,

Fz2 MEEKKIELER(n=6)

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

BHE(Q) HE4F(ng) PAZT(ng) NES(ng) =KER) X(%)  RSD(%)

0.2473 25.40 25.85 52.14 103. 44
0.2502 25.70 25.85 53.83 108. 82
0.2509 2.7 25.85 . 102.51
104.96  4.36
0.2492 25.60 25.85 52.35 103.48
0.2567 26.37 25.85 3%5.32 111.99
0.2532 26.01 25.85 SLT3 99.50
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Y36 AL i 251k B, 43 i 2. 2 3001 J ik A Akl
AR, % 2. 130 S SR R I A, ST T 3K
CSR B T F B RAE B i S5 R LR 136 HIEFE A
BISAAREROTET B, i 14.42~255. 02 pg/ g
T A IARE S A E IR 2 B B SR A 2 S O,
(7] — Al AN TR R i 1 5 i BT S48, 25 S DL 2.
AL UL AN TRl A R o 2 5 B, TR 45 il R
WA AR it AR DR B o 22 R ABOK
3 itig

T i B AR 5 T B - 0. 02% 2RI . &
5 - 0. 02% B M - 0. 19 H R /K 175 00F0 H i -
0. 1% HRR/KIEW 4R G0 il A B FEE  Hirfk

T pg - gt
2509 236.51
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Fig. 2 Distribution of average content of calceorioside B in sam-

ples from different enterprises
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