YRR 2K T - A 335 - 5 i 0 P 2 () e 00 2 B 2 o R L R RS S () - B

EE I

RBHEARL 7k

YBOTBL J-AR €0 3 - o i BB I [ g i 5 2 BE 2 P A
THHE LR 25 B L 2R R Bl () - B Tl

=1

2@B% e, a0, kv 23’
(L. AZTRFERHES FO,BE BL 710054,
2 HEWKLRERAG &4 F 0, Bl L 710100)

H E.BW R2i-—HAMeE-RERAERHNSEALEER. AEERE O-LEM Tk, Bk 2
% % 2 mol/L 3@ A8 5 421K 30 min /it ik, B AR EAKAY pH=9 B A=A FRIEI 3 K, BT ZEB LAL
ME, ER OHALEZR AELERSO)-EEMAEO]~05my/ml RERELCAAZRFHRLE L, 40£
ZH(r') 4 0.9981~0.999 5,4 0.2 ~0.4 mg/ml # A4 K F o4 A fr =l & A 76.7% ~119.0% ,RSD 4 0.8%
~7.3% B RA0.1~1.0 pg/kg, Ei® Aup ML ik TE,ABHLZRF PHALLZR A ELEMR
5 () -E E R oM,

KW R ER-AMEH-REREA x; HaLEE8; ALER; ()-E28; 2R, AM5

th &4 2= :R927.2;0629. 3 XEkAREARD A N EH S .1004-8456(2014)04-0351-04
DOI:10. 13590/]. cjth. 2014. 04. 012

Determination of raceanisodamine, scopolamine and (-) -hyoscyamine in datura by LLE-GC-MS
QIN Guo-fu, LI Heng-xin, LI Yong-bo, SHEN Ne-min, WANG Fang
(Xi’an Center For Disease Control and Prevention, Shaan Xi Xi’an 710054, China)

Abstract; Objective A method for determination of raceanisodamine, scopolamine and (-)-hyoscyamine by LLE-GC-
MS was established. Methods Datura was filtered after ultrasonic extraction with 2 mol/L hydrochloric acid for 30 min.
The filtrate was extracted three times with chloroform after adjusting pH to 9 with concentrated aqueous ammonia. The
extract was evaporated to dryness and diluted to constant volume before determination. Results There was a good linearity
between the peak area and the concentration of raceanisodamine, scopolamine and (-)-hyoscyamine within the range of 0. 1-
0.5 mg/ml, the correlation coefficients were 0.998 1-0.999 5, the recoveries of spiked samples at 0.2 mg/ml and 0. 4
mg/ml to flowers and leaves of datura were ranged from 76. 7% to 119.0% , RSDs were ranged from 0. 8% to 7.3% , and

the detection limits were ranged from 0. 1 to 1. 0 pg/kg. Conclusion The method was simple, rapid and reliable. It could
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be applied to determine raceanisodamine, scopolamine and (-)-hyoscyamine in datura.
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Figure 1  Compare of two concentrations with

extraction efficiency
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Table 1  Regression equations, correlation, limits of
detection and limits of quantification of 3 alkaloids
L) fuifit iR st i XA
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Table 3 Retain time and characteristic ions of 3 alkaloids
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Figure 2 Selective ion chromatogram of 3 alkaloids
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Simultaneous determination of kojic acid and 2-mercapto-5-methyl-1, 3, 4-thiadiazole
in flour and flour improver
JIAN Long-hai, ZHONG Ji-qiang, WANG Xin-mei, ZHENG Rong, LIU Chang, WANG Ke
(Shanghai Institute for Food and Drug Control, Shanghai 201203, China)

Abstract; Objective To establish a method for simultaneous determination of kojic acid and 2-mercapto-5-methyl-1,
3, 4-thiadiazole (MMTD) in flour and flour improver by HPLC. Methods Separation was achieved on an Atlantis C
column (4.6 mm x15 cm, 5 wm) with the mobile phase of acetonitrile and 0. 1% phosphoric acid solution. Gradient
elution was used with the flow rate of 1. 0 ml/min. The injection volume was 1l and the detection wavelength was 269 nm
for kojic acid and 300 nm for MMTD. Kojic acid and MMTD in samples were extracted by acetonitrile. After centrifugation
and filtering, sample solutions were analyzed by HPLC. Results Kojic acid and MMTD both showed good linearity in the
range of 0. 520 wg/ml. The average recoveries were in the range of 84.2% -92.4% (RSD 1.1% -6.9% , n=6). Limit of

detection (LOD) of kojic acid and MMTD were 2. 0 and 0. 7 mg/kg, respectively. Conclusion The method can be used
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