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Aglient Eclipse Plus Cis 4 (250 mm x 4. 6 mm,5 wm), %3484 0. 1% ¥ 8 - T (28 : 72, V/ V), #ik A 1.0 mL/min, ¥ 0 7% K 4
241 nm, B8R % 20 C,#EHF H 10 pLo R AR G 2R 40 E 3 — WARAF - KATE ) $ K3 (UPLC - Q — TOF — MS) i 34 A B2 i 47 i
— ik, &% 4 A Agilent Poroshell 120 EC - Cyg 4 (50 mm x2. 1 mm, 2.7 pm), &3 484 0. 1% T8 - T (28 :72, V/ V), kit A
0.3 mL/min, Rk ¥ 4 241 nm, AR A 25°C,#HFH 0.5 ul; FRBEXA LS FREX(ESIY), £mE L EA 4. 0kV, £mE hod
JEA TSV, FRAEEH 300 C, FHRAREA 8 L/ min, FAEE A A 35 psig, TR EZH 15 eV; 228EHE m/ 2100 ~1 000,
HR OINEBRREHREI 32.375~518.000 ng/mL BB A 5@t A RIF(n=5), HEE . ELMKIW RSDH DT 1.0% ;
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Determination of Abietic Acid Illegally Added in Fengshi Ershiwuwei Pills
LU Yang, LIU Yiqing
( Lianyungang Inspection Testing Center of Food and Drug, Lianyungang , Jiangsu, China  222006)

Abstract: Objective
Methods

To establish a method for the determination of the abietic acid illegally added in Fengshi Ershiwuwei Pills.
The qualitation of abietic acid in the preparation was determined by the high — performance liquid chromatography (HPLC)
method, the chromatographic column was Aglient Eclipse Plus Cis column (250 mm x4.6 mm,5 pm),the mobile phase was 0.1%
formic acid — acetonitrile (28 :72, V/ V) ,the flow rate was 1.0 mL/min,the detection wavelength was 241 nm,the column temperature
was 20 °C,and the injection volume was 10 wL.The composition of abietic acid was further confirmed by UPLC - Q — TOF — MS, the
chromatographic column was Agilent Poroshell 120 EC - Cis column (50 mm x2.1 mm,2.7 pm),the mobile phase was 0.1% formic
acid — acetonitrile (28 :72, V/V),the flow rate was 0.3 mL/min,the detection wavelength was 241 nm,the column temperature was 25 °C,
and the injection volume was 0.5 pL.The scanning mode was positive —ion ESI mode(ESI*), the capillary voltage was 4.0 kV, the
capillary outlet voltage was 175 V,the temperature of dry gas was 300 °C,the dry gas flow rate was 8 L/min,the atomizer pressure
was 35 psig,the collision energy was 15 eV,and the scanning range was m/z 100 —1 000. Results The linear range of abietic acid
was 32.375 -518.000 pg/mL(n=5),and the RSDs of precision and repeatability tests were less than 1.0%. The average recovery of
abietic acid was 100. 12% with the RSD of 0.33% (n=9).The primary and secondary mass spectra of the sample were consistent
with those of abietic acid reference. Conclusion The method is simple,accurate and reproducible,which can be used for the determina-
tion of abietic acid illegally added in Fengshi Ershiwuwei Pills.
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Fig.1 HPLC chromatograms
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Tab.1 Results of the recovery test(n=9)

R#E() #

#4%(mg)  MAE(mg)

gz

Belng) ®hcE©) X(%) RSD(%)

0.1030
0.1025
0.1036
0.1054
0.1055
0.1068
0.103 4
0.1082
0.108 4

11011
1.0962
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1.1268
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1.1420
1.1052
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0.5400
0.5400
0.5400
1.0800
1.0800
1.0800
1.6200
1.6200
1.6200

1.6432
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1.646 1
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Fig.2 Mass spectrogram of reference solution
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Fig.3 Mass spectrogram of test solution

71



