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Hydride Generation-Atomic Fluorescence Spectrometric Determination of Pb and

Hg in Tripterygium Wilfordii with Microwave Assisted Sample Digestion
Xu Jinming, Wang Hongjiao, Zhang Hui
(Department of Chemistry, Huangshan University, Huangshan 245041, China)

Abstract: Hydride generation —atomic fluorescence

spectrometric method was applied to the

determination of Pb and Hg in Tripterygium Wilfordii. The sample was dissolved with HNO; and H,0, in a
tightly closed PTFE vessel and heated in a microwave oven under prescribed program. The operating

conditions of the instrument and the conditions of chemical reaction were tested and optimized. Precision
and recovery were obtained, with the recoveries in the range of 96.1%-104.4% and 93.7%-106.3% for Pb
and Hg respectively, and the values of RSD's (n=5) less than 8%. The method is characterized by low
amount of reagent, fast detection, low level of matrix interference and high degree of accuracy, etc.

Key words: Pb; Hg; Tripterygium Wilfordii; Hydride generation—atomic fluorescence spectrometry
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Superconducting (Hg, Pb)Ba2CaCu20y thin films have been prepared in a two step process. Approximatively 0.2-mu m-thick Ba-Ca-Cu-0
or Pb-Ba—Ca—Cu-0 precursor films have been deposited on MgO (100) monocrystalline substrates by a sequential evaporation method. Hg
was then introduced into the precursor in a closed silica tube, The surface morphology was characterized by SEM, the composition of
the superconducting phase was determined by wave dispersive X-ray electron microanalysis. Phase identification was carried out by X-
ray diffraction. The c-axis-oriented plate-like crystals of the Hg-1212 and (Hg, Pb)-1212 phase were weakly connected. Although
coverage of the substrate was uneven, we were able to measure transport superconductivity. The partial substitution of Hg by Pb did
not significantly influence the T-c values. For both the Pb—free and Pb-doped Hg-1212 samples T-c(on)-values of about 132 K and the
zero resistance temperatures T-c(0) from 105 to 117 K were determined. (C) 1998 Elsevier Science B.V. All rights reserved.
[References: 22]
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