46 5 Vol. 46 No. 5
2018 3 Guangzhou Chemical Industry Mar. 2018

12 12 12 3
(1 571199; 2
571199; 3 730050)
: - N- A, planispine A4
Diamonsil C;; (4.6 mmx250 mm 5 wm) (A) - (B) 1 mL/min; 30 C;
236 nm. 6.25~100 pg * mL™'( r=0.9996) . N- A 6.25~100 pg * mL™'(r=0.9995)
11.25~180 pg * mL™'( r=0. 9995) . planispine A 9.38~150 pg * mL™'( r=0.9998)

99.319%( RSD=1.47%) . 101.34%( RSD=1.39%) . 98.03%( RSD=1.97%) . 100.39%( RSD=2. 10%) .

. R917 LA . 1001-9677( 2018) 05-0101-03

Simultaneous Quantification of Four Constituents
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Abstract: A high performance liquid chromatography ( HPLC) method was developed and validated for simultaneous
quantification of four constituents including eudesmin N—Methylanhydrotetrahydroberberrubine A sesamin and planispine
A in Zanthoxylum armaium. The quantification was performed on Diamonsil C g column (4. 6 mmx250 mm 5 pm) The
mobile phase was acetonitrile ( A) —water( B) with a gradient elution at the flow rate of 1 mL/min. The column
temperature was 30 °C  with the detection wavelength of 236 nm. The linear range of eudesmin N -
Methylanhydrotetrahydroberberrubine A fargesin and planispine A were 6.25 ~ 100 wg * mL™'( r=0.9996) 6.25 ~
100 pg * mL™'(r=0.9995) 11.25~180 pg * mL™'(r=0.9995) and 9.38~150 pg * mL™'( r=0.9998) respectively.
The average recoveries were 99.31% ( RSD = 1.47%) 101.34% ( RSD = 1.39%) 98.03% ( RSD = 1.97%)
100.39% ( RSD=2.10%) respectively. This method was simple reliable accurate and reproducible for the quality
control of Zanthoxylum armatum.
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Zanthoxylum armatum DC ( Rutaceae) o
1.2
Diamonsil C;g (4.6 mmx250 mm 5 pm) ;
(A) - (B) 0~20 min 30% ~
45% A; 20~30 min 45% A; 30~55 min 45%~90% A; 55~
60 min 90% A, 1 mL/min; 30 C; 236
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Table 1  Calibration curves of 4 analytes
/
-1 r
(pg-mL™)
Y =35453. 69X-81624. 4 6.25~100  0.9996
N_
A Y =39823. 28X~-149093. 2 6.25~100  0.9995
Y =22302. 26X-94430. 64 11.25~180  0.9997
planispine A Y=17812. 31X-20895. 44 9.38~150 0. 9998
2.3
6 “ 1 . 2 ”
RDS. + N-
A, planispine A RSD
2, o
2.4
6 1mg 95% “1.5”
“1 . 2 ”»
o + N- Al
planispine A 16.95 pg * mL™"  57.06 pg * mL™
37.47 pg ¢ mL™ 20. 96 pg ¢ mL™ RSD 2,
2.5
Oh 2h 4h 6h 8h
10 h “1.2”
RDS « N- A,
planispine A RSD 2,
2 N
Table 2 Precision repeatablility and stability results
/% /% /%
1.49 1. 09 0.24
N- A 0.62 0.97 1.51
0.95 1.40 1.61
planispine A 0.49 1.57 1.89
2.6
6
“1.2” « N-
A planispine A o
3,
3 (n=6)

Table 3 Sample recovery test results( n==6)

/g /g 1% /% fsb/%
40.37 39.32 97. 40 99.31 1.47
40.37 39.44 97.70
40.37 40. 10 99.33
40. 37 40. 49 100. 29
40.37 40.73 100. 89

40. 37 40. 47 100. 25
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41.05 41.17 100. 28 (15.95+0.21) mg * g (55.80+0.33) mg+ g
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A 41. 05 42.23 102. 88 N
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78.95 77. 69 98. 41 °
78.95 78.95 100. 01 95% ~ N-
70.55 70. 81 100. 37 100. 39 2.10 As planispine A
70. 55 72. 15 102. 26
70. 55 69. 21 98. 10 o
planispine A
70. 55 72. 04 102. 11
70. 55 68. 82 97.56
70. 55 71.93  101.96 1 ) ]
2016( 2) : 74-75.
2.8 2 . J
2013 44(24) : 3429-3434.
A ! P 3 .
2 J. 2013 15(2) :109-111.
N 4 ) ( PAF)
_ - I \J\%‘ . 7. 1993(2) 25-27.
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 5 . D .
) /min . 2011.
1 6 . 6 M
U( N oA 2011: 126-132.
. V_JVMWVJgM ﬂ \f\,\\j \/\J Lﬁ‘n,}(w‘"‘:\“ J\_ka 7
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 30.0 55.0 GC-MS J. 2011 28( 6) : 3190-3194.
t/min 8 . ( Zanthoxylum armatum DC. ) ( Z. avicenna
14 B 35 2-N-H LMK DU/ NRERRA ; 322 B 3E; 4-planispine A
(Lam.) DC.) D .
1 2011.
Fig. 1 Chromatograms of reference solution and test solution 9 T Guo Y X Deng H Xie et al. Antinociceptive and anti —
inflammatory activities of ethyl acetate fraction from Zanthoxylum
“.5” 50% armatum in mice J . Fitoterapia 2011 82( 3) : 347.
95% “1.2”

R e e e = e e e e e e e L e — LU=

( 55 )

2 FENGZ LIUY THOMPSON G E
corrosion protection of 1050 aluminums alloy J . Electrochimical Acta
2010 55( 10) : 3518-3527.

3 Maschmeyer T Rey F Sankar G et al. Heterogeneous catalysts

et al. Sol —gel coatings for

obtained by grafting metallocene complexes onto mesoporous silica J .
Nature 1995 378( 6553) : 159.

4  Cordes D B Lickiss P D Rataboul F. Recent developments in the
chemistry of cubic polyhedral oligosilsesquioxanes J . Chem. Rev
2010 110( 4) :2081-2173.

5  Zheng L Farris R ] Coughin E B et al. X-ray characterizations of
polyethylene polyhedral oligomeric silsesquioxane copolymers ]
Macromolecules 2003 35:2375-2379.



