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Abstract Objective: To establish a liquid chromatography mass spectrometry (LC — MS) method for the detec-

tion of nepasaikosaponin K in Bupleurum marginatum var. stenophyllum, which could be used to quickly identify
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whether Bupleurum marginatum var. stenophyllum was substituted for Bupleurum or was mixed with Bupleurum.

- 1000 -

At the same time, nepasaikosaponin K was detected in 16 batches of Bupleurum marginatum var. stenophyllum
and 157 batches of bupleurum decoction pieces. Methods: Ultra — high performance liquid chromatography ( UP-
LC) coupled with triple quadruple mass spectrometry ( QqQ MS) was used to detect nepasaikosaponin K in Bup-
leurum and Bupleurum marginatum var. stenophyllum. Determination was carried out with the application of a
Phenomenex Kinetex C;g(2. 1 mm X100 mm, 1.7 wm) column at temperature of 25 °C. The mobile phase was
composed of acetonitrile( A) and water(B) with gradient elution(0 —5 min 15%A—25%A ;5 —0 min,25% A—
30%A; 30 — 35 min,30% A—90% A ;35 — 36 min,90% A—15% A ;36 — 40 min, 15% A ) at a flow rate of
0.3 mL - min~".
(MRM ) mode of the transitions of m/z 943.5 —797.3, m/z 943.5 —635.3, and m/z 943.5 —781. 3.

Results: The contents of nepasaikosaponin K detected in 16 baiches of Bupleurum marginatum var. stenophyllum

The electrospray ionization ( ESI™ ) source was performed in multiple reaction monitoring

were much higher than minimum requirements. Nepasaikosaponin K was detected in 8 out of 157 batches of
Bupleurum. Conclusion; The established method is verified by methodology to be specific, so as to develop a
supplementary test method for the components of Bupleurum and Bupleurum marginatum var. stenophyllum. to
improve the quality control standard and authentic identification investigation, and to effectively control the quality
of Bupleurum decoction pieces and guarantee its clinical efficacy.

Keywords: Bupleurum chinense DC. ; Bupleurum marginatum var. stenophyllum; nepasaikosaponin K; supple-

mentary test method; UPLC — QqQ — MS; authentic identification; quality issue
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Tab.1 Information of samples

FEhds HFR S

(sample No. ) (name) (source)
Bl JbLEEAXT BEZ4 44 (Bupleuri Radix reference) oA E R 25 SRS E RS 56 ( National Institutes for Food and Drug) Control )
B2 L2451 (Bupleurum chinense DC. ) I [ 4l ( purchase from enterprise )
B3
B4
BS
B6
N1 TFASENH ( Bupleurum scorzonerifolium Willed. )
N2
N3

HEN-L58H ( Bupleurum bicaule Helm)

Y480 ( Bupleurum marginatum Wall. ex DC. )
ALl X R 24544 ( Bupleuri Marginati Herba)
A6 = %858 ( Bupleurum falcatum 1. )

Al
A2
A3 ARLEH] (Stellaria dichotoma L. var. lanceolata Bge. )
A4
A5

A7 JINIH-HB L5 ( Buplewrum: smithii Wolff var. parvifolium Shan et Y. Li)

A8

A9 21855 ( Bupleurum scorzonerifolium Willd. )

71 P SEGH ( Bupleurum marginatum Wall. ex DC. var. stenophyllum
72 (Wolf) Shan et Y. Li)

73

74

75

76 SERLSH ( Bupleurum marginatum Wall. ex DC. var. stenophyllum
77 (Wolf) Shan et Y. Li)

78

79

710

711

1 B i3 ( purchase from market )

It F 4l (purchase from enterprise )
o [ 5 24 SR E IFFE B ( National Institutes for Food and Drug Control )
] A i3 ( purchase from market )

[E[Fl1#%: 5 ( National sampling inspection products )

BBbrAIE AL (Provided by Provincial Herbarium)

B L S ( Provincial special sampling inspection )
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(sample No. ) (name)
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(source)

712
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715
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I A 173 ( purchase from market )

[Efif#6:,5 ( National sampling inspection products )
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Fig.1 Peak area of characteristic ion pairs (m/z 943.5—797. 3) in various Bupleurum
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Fig.2 Linear relationship between the adulteration amount and area of Bupleurum marginatum var. stenophyllum in Bupleurum
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Fig.4 Detection results of nepasaikosaponin K in Bupleurum marginatum var. stenophyllum
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