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Qualitative and Quantitative Analysis of Active Pharmaceutical Ingredient Picroside-1I
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[ Abstract ]

determining the content of picroside-1II .

LI Peng,

( Institute of Traditional Chinese

Objective: To identify the structure of picroside-II and establish an HPLC method for
Method: The structure was elucidated by its physiochemical
characteristics and spectral analysis. The content of picroside- Il was determined by HPLC. Result: The structure
was elucidated as 6-vanilloyl catalpol ( picroside-1II ). The linear range of picroside- Il was within 0. 315-5. 05 p.g.
The average recovery was 98.09% , with RSD 1.6% . The three batches of active pharmaceutical ingredient
picroside-II were 101.53% , 101.50% , and 102.25% , respectively. Conclusion: The method is simple and
specific, and can be used for control of picroside-1I .
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F1 HEEH-T NMR #iF
Table 1 NMR data of picroside- I
BC-NMR "H-NMR (HSQC) HMBC(H—C)
1 93.0 5.13(1H,d,J=9.6 Hz) C4,8,9,1
3 141.1  6.44(1H,d,J=5.95 Hz) C-1,4,5
4 101.8  4.98(1H,t,J=4.7 Hz) €-1,3,5,6,9
5 35.2 2.60(1H,m) C-1,3,4,6,9
6 79.7 5.08(1H,d,J=7.75 Hz) C=0,C4,5,7
7 58.2 3.783.74(1 H,m) * 0CH,,C-5,9
8 65.8 - -
9 41.8 2.5(1H,m) C-1,5,6,8,10
10a 58.5 3.78-3.74(1 H,m) " -
10h 3.94(1H,d,J =7.38 Hz) c-7,8
B-D-gle
1 97.9 4.64(1H,d,J=7.8 Hz) C-1,2',3",5'
2 73.4  3.09-3.04(1H,m) * €356’
3 77.4  3.243.17(1H,m) * C-6'
4’ 70.3  3.09-3.04(1H,m) * €356’
5 76.4  3.24-3.17(1H,m) * C3',6'
6'a 61.4 3.45(1H,m) c3'
6'b 3.78-3.74(1 H,m) * -
1 120.0 - -
2" 112.8  7.48(1H,d,J=1.75) €=0,C-1",3",4",6"
3" 151.9 - -
4" 147. 4 - -
5" 115.3  6.94(1H,d,J =8.35 Hz) C=0,C-1",2",3" 4"
6" 123.8 7.53(1H,dd,J=1.75,8.4 Hz)  €=0,C-2",3",4"
C=0 1656 - -
0CH, 55.7  3.84(3H,s,0Me) C4"
M TESERLEHALEE,
A 1
0 5 10 15
B 1
0 5 10 15
t/min

ARG B R T BT - T
E1 #HEZEF-T1FEHZ HPLC

Fig.1 Chromatograms of pharmaceutical ingredient
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Table 2 Recovery test of picroside- Il

Frbeit  FER PR SR I Es 4 ME RSD
/mg /mg /mg /% /% /%
2.02 2.050 9 3.990 96. 97
1.99 2.020 4 4.003 99. 14
2.02 2.0509 4.064 100. 66

98. 09 1.6
2.07 2.1017 4.037 96.76
2.00 2.030 6 3.975 97.24

2.00 2.030 6 3.986 97.79
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