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In situ synchrotron X-ray diffraction investigation
of the evolution of a PbO,/PbSO, surface layer
on a copper electrowinning Pb anode in a novel
electrochemical flow cell. Corrigendum
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Figures 7 and 8 of the article by Clancy et al. [(2015), J. Synchrotron Rad. 22,
366-375] are corrected.

In the article by Clancy et al. (2015), Fig. 8(a), showing the
results of quantitative phase analysis, was incorrect. The
values shown in the published manuscript were determined
using a preliminary and incorrect model in the Rietveld
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Figure 7

(a) Rietveld refinement output of a dataset collected during the early
stages of the OCP segment of the fifth cycle (¢ = 320 min, Ry, = 2.56). The
experimental data are shown as a blue solid line, the calculated pattern
the red solid line, and the difference pattern the grey solid line below. The
tick marks below the difference curve are the Bragg reflection markers
for Pb (upper), B-PbO, (middle) and PbSO, (lower). (b) Overlay of
datasets collected at the beginning of the first GALV segment (upper),
and for the substrate and Kapton® film before the flow of electrolyte
commenced (lower). The Pb reflections are labelled with their Miller
indices.
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Figure 8

(a) Results of Rietveld refinement-based quantitative phase analysis,
showing the evolution in relative concentration of the Pb substrate and
the PbO, and PbSO, surface layers during the electrochemical test. (b)
Potential versus time plot. (¢) Estimated PbO,/PbSO, surface layer
thickness as a function of time.

refinements. The correct Fig. 8, determined using the correct
model, is shown here. Due to this error, the phase concen-
tration values quoted in Fig. 7(a) are incorrect; the correct
Fig. 7 is also shown here.

Owing to error in Fig. 8(a) there are two values which are
incorrect in the text immediately below the figure on page 373
of the original article. The first sentence below the figure
should read ‘PbO, formed immediately on the substrate, and
continued to grow during the GALV segment of the first cycle,
as indicated by the increase in crystalline phase concentration
from 7 wt% at t = 0 min to 19 wt% at the end of the segment
(t = 38 min).” In addition, the second sentence of the third
paragraph on page 374 should read ‘Since PbO, was present
on the surface of the anode at r = 0 min [the concentration of
PbO, in Fig. 8(a) is 7 wt%], the I, value used here in equation
(6) is not the true [, value for a layer-free surface, which adds
to the semi-quantitative nature of this approach.’

The errors occurred during the manuscript revision process,
and correction of these errors does not change the outcomes
or interpretations of the article.
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