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Preparation and identification of linarin reference substance from Cirsium setosum
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Abstract: Objective To investigate the preparation method and identification technique of linarin reference substance from Cirsium
setosum. Methods The 70% ethanol extract of C. sefosum was isolated and purified with petroleum ether defatting, alkali dissolution
and acid deposition. Structural identification was carried out by UV, 'H-NMR, and *C-NMR, and purities were determined by TLC and
HPLC methods. Results Linarin reference substances in C. setosum were isolated and purified. There were no impurity spots by TLC
check, and the mass fraction of HPLC detection was up to 97%. Conclusion The linarin reference substance prepared by this method
complies with the relevant requirements of the chemical markers in Chinese materia medica (CMM), and could be used as chemical

reference substance of C. setosum and quality control for its preparations, as well as the study on the pharmacodynamic material basis
of CMM.
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UV AN (nm): 268, 326. 'H-NMR (400 MHz,
DMSO-dg) 6: 1.07 (3H, d, J=6.4Hz, Rha-H-6),
3.85 (3H, s, H-4-OCH3), 4.55 (1H, brs, Rha-H-1),
5.05 (1H, d, J=7.2Hz, Glc-H-1), 644 (1H, s,
H-6), 6.77 (1H, d, H-8), 6.92 (1H, s, H-3),
7.13 (2H, d, J=8.8 Hz, H-3', 5'), 8.03 (2H, d,
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99.7 (Gle-C-1), 73.1 (Gle-C-2), 76.3 (Gle-C-3),
70.7 (Gle-C-4), 75.7 (Gle-C-5), 66.1 (Gle-C-6),
100.5 (Rha-C-1), 70.3 (Rha-C-2), 69.6 (Rha-C-3),
72.1 (Rha-C-4), 68.3 (Rha-C-5), 17.8 (Rha-C-6).
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Fig. 1 HPLC chromatograms of linarin reference substance

(A) and sample (B)
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