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Rapid test of triglochinic acid in Pinelliae Rhizoma and Pinelliae Pedatisectae
Rhizoma by rapid resolution liquid chromatography coupled with triple
quadrupole electrospray tandem mass spectrometry (RRLC-QQQ/MS)

NIE Lixing, KANG Shuai, ZHANG Nanping, DAI Zhong, WEI Feng, MA Shuangcheng
National Institutes for Food and Drug Control, Beijing 100050, China

Abstract: Objective To establish a specific identification method of triglochinic acid in Pinelliae Rhizoma and its counterfeit,
Pinelliae Pedatisectae Rhizoma. Methods Followedby ultrasonic extraction with water, the samples were analyzed using rapid
resolution liquid chromatography coupled with triple quadrupole electrospray tandem mass spectrometry (RRLC-QQQ/MS). The
separation was performed on an Agilent SB-Cg ( 2.1 mm X 50 mm, 1.8 pm) column and the column temperature was set at 30°C.
The mobile phase was composed of acetonitrile and 0.1% formic acid (5 : 95) at a flow rate of 0.2 mL/min. The injection volume
was 1 pL. Electrospray ionization source was used with negative ion mode and multiple reaction monitoring (MRM) mode was
performed with the transitions of m/z187—143 and m/z187—99. Results The limit of detection was 4.6 ng/L. Triglochinic acid was
found in 3 out of 11 batches of Pinelliae Rhizoma samples while in all Pinelliae Pedatisectae Rhizoma samples (7 batches). Content
of triglochinic acid in Pinelliae Rhizoma was lower than that in Pinelliae Pedatisectae Rhizoma. Conclusion The proposed method
was specific, accurate, rapid and simple, which provided reference for quality control of Pinelliae Rhizoma.
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Fig.1 Chemical structure of triglochinic acid
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Table 1 Sample information

' FEmAPE 5 7 /R
1 R 121272-200401  %J e 2444
2 P H 121272-201002  XfJE 24541
3 P H 121272-201103  %fJ& 24544
4 P H 121272-201404  XFJ& 24541
5 R 20160301 WA
6 YK 20160310 VIR
7 B Y0116110001 g1
8 P H Y051611008 g1
9 P H Y051612006 g1
10 P H Y051612007 P
11 B Y051612008 i
12 I R HNO006 RS
13 I R 44181 RS
14 JRE A 201701 )
15 PR A 201702 )
16 TR A 201703 )
17 JEH A 201704 e
18 PR A 201705 BB
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RN Agilent SB-Cig (50 mm X 2.1 mm, 1.8
um), FEI 30°C . A K Z05-0.1%F R (5 © 95),
PR 0.2 mL/min, HEAERE 1 pL. 2:HTi(H] 2.0
min.
22 JRIESEH

B EST, BFUEAE 120C, B4l
B 3000V, TESEE 300C, TESAARGR
9 L/min, A1) 206.84 kPa. X %
SN EEI (MRMD, 85Xt m/z 187143 Fl m/z 87
—99, HEfLHLEL 30V, RliifERE 0 eV. KEZXIRIT
2 25 P L 2
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Fig.2 The secondary mass spectrum of triglochinic acid
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Fig.3 Total ion chromatograms of triglochinic acid (a),
Pinelliae Rhizoma (b), Pinelliae Pedatisectae Rhizoma (c)
and blank (d), detected under multiple reaction monitoring
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Table 2 Identification results of samples

iy FEERPZE RERHOKEAR  KELRIETER

1 P H x /

2 5 V 499
3 P H x /

4 R x /

5 5 V 177
6 3 Y 91

7 F 5 x /

8 P H x /

9 P H x /
10 PR X /

11 PR X /
12 JR¥EEAE Y 4100
13 JREME V 18 812
14 JREME V 10 835
15 JREME V 7243
16 JR¥EFEAE Y 5039
17 JR¥EFEAE Y 3728
18 JR¥FEA Y 7 266
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