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[ Abstract ]

Qingxueneixiao Pills. Method; 1% sodium carbonate solution is repeatedly heated to dissolve the sample,

Objective: To establish a method to examine the limited content of aristolochic acid A in

extracted with chloroform for several times. Discard the chloroform layer, adjusted the pH of the alkaline layer with
dilute hydrochloric acid, and extracted with chloroform again for several times. Collect and evaporate the chloroform
layer. The residue was dissolved in methanol, 1 mL of which was diluted to 20 mL, eluted with a gradient
composed by acetonitrile-water (40:60) , water (0. 1% formic acid +5 mmol + L ™' ammonium formate) /(% ) and
acetonitrile ( containing 5% water, 0. 1% formic acid +5 mmol - L ™' ammonium formate) /(% ) , assayed in high
performance liquid chromatography/electrospray ionization mass spectrometry multiple reaction monitoring ( MRM )
mode. Result; Aristolochic acid A was linear int the range of 11.21-299.0 pg (r =0.999 5). The average

recovery was 119.2% (n =9) and the RSD was 4. 0% . Conclusion: This method is accurate, rapid, simple,

reproducible, less interference and specific, appropriate to the trace detection for the Qingxueneixiao Pills.
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oy, FEERR [ 11 S
RE AR R RSD
0. ok ol i A ol i A
/mL /ng /ng /%
/ng /% /%
1 25 749.8 373.7 1153 107.83
2 25 749.8 373.7 1207 122.32
3 25 749.8 373.7 1204 121.66
4 25 749.8 747.4 1656 121.20
5 25 749.8 747.4 1654 120.93 119.2 4.0
6 25 749.8 747.4 1675 123.78
7 25 749.8 1 121.1 2067 117.52
8 25 749.8 1 121.1 2101 120.52
9 25 749.8 1 121.1 2062 117.04

#4 10 #t# S HPLC #1 LC-MS JIE S 1
BEBASELRE(n=2)

HPLC RSD HPLC-MS RSD
Pt . By

/ng-L /% /ng-L /%
20101101 15.55 2.53 18.6 1.90
20081205 8.15 1.43 10.0 9.5
20090201 6.57 5.02 7.0 7.5
20090202 5.24 4.29 8.6 6.3
20100801 31.52 4.33 30.0 4.5
20100802 24. 41 1.01 34,9 1.2
20100803 24. 41 0.87 30. 4 1.7
20100804 18.97 0.70 23.1 1.3
20080303 5.70 3. 86 8.7 3.1
20080401 5.93 2.08 8.8 2.8
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MrogxE i . 7E 23k S H e, = S e 5 U S AR sk
SRR IG , S B =G o 6 RE R FE BOSCR H H A
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SEHIE IR 2,

x10 4 [*EST 4§ 1:2 (5.078-5.226 4p#h, 6 FHHD Frag=50.0V CIDEI5.0 (359.1000 -> *¥) 0.5ug-ms2-2. d
.76 296. 1001

240 245 250 255 260 265 270 275 280 285 290 295 300 305 310 315 320 325 330

i 5 R (n/z)

B4 DREE A m/z359.1 ZHRH
il ] Agilent optimizer 573l 4% {4 1k K 7+ 1t 1L
HEHIES,
x5 RiEMRAEH

BT BT WABT  FET B
MDLS 359.1 61 296. 1 5 52 764
MDLS 359.1 61 298.1 5 95 154
MDLS 359.1 61 324 9 32 035
MDLS 359.1 61 268. 1 17 14 602

[ &% k]

[1] HERZMERS. P ARILMEZGMH. —FF[S].
dent b B 2R I At ,2010:214, 1030.

[2] 1k, 2204, REWN, . HPLC 15K 25 8 A kL
TR A AR hAFA 5K H,
2010, 21(1) :67.

[3] ZRMR4e, WEWE, S8, & =& YO ORI %
ME BT At )]. hESZR e &,
2011, 17(5) :55.

[4] HREMAHEBEHR. CF MBI P E o6
2 36 R M S R A [S]). e
720041397 &

[5] JHFE, e, §H#IF, 5. SPE-HPLC 34 I & W
ML S A R[] 2ok,
2012, 32 (7) :236.

[ 6] 5k2Hd, #RL, Ry, 5. RP-HPLC 3L E h 24
MR R Dy i A Ma R [J]. 25902
i, 2003, 23(3) :215.

(7] FEJ5°F, 2=, WWEME, 55 WEARINE ) I
AOLER R [T]. P ER A sk, 2011, 17
(10) :77.

[8] W—R, HmW, B, %. ZIERFBEHNES A
R [T]. b E S o R A 2 A, 2011, 17
(2):16.

[9] ®FA, KIKF, UM, & F5Pokih D 440
AR HPLC L RREER: A& [T]. P EE 25 Tk 44 5%,
2010, 41(8) :604.

[10] ¥, FWIRE, T, 5. UPLC-UV 30 E 40 i I
LT 00 s me ALT]. 2 2%4k, 2008, 43
(2):221.

(1] APEER, @SR, BR3C, . SRRk E e inE
R S &EJ]. ot adkll],
2002, 22(3) :171.

[12]  Z=fh, sV, w4, . WO 6 % - m 25 o 3% ¢
FE I 7 40 = B 3% 13 i 0k rh S Y R ALY ] S dr
{2, 2007, 35(12) :1798.

[13]  #hRUHg, BREAE, WRE, 5. Y0 e w25 ik

B R A R SO [T ] Wb R AF 2= 4 B AR
RE2 1T, 2006, 28(1) :65.

[ DTS4 BT ]

- 167 -



