CrossMark

P

ELSEVIE

Available online at www.sciencedirect.com

ScienceDirect

R Scripta Materialia 84-85 (2014) 11-14

SCripta MATERIALIA

www.elsevier.com/locate/scriptamat

Accurate electron channeling contrast analysis of dislocations in
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Non-destructive, comprehensive dislocations characterization in fine grained Interstitial-Free Steel was realized for the first time
by Accurate Electron Channeling Contrast Imaging “A-ECCI” in a Scanning Electron Microscope. Conventional Transmission
Electron Microscopy g-b = 0 invisibility criterion and trace analysis were applied to determine Burgers vectors and line directions
in this bulk material. This approach relies on the live collection of High Resolution Selected Area Channeling Patterns “HR-SAC-
Ps” using an innovative procedure to rock the beam with a remarkable spatial resolution of about 1 um.
© 2014 Acta Materialia Inc. Published by Elsevier Ltd. All rights reserved.
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Electron channeling contrast imaging (ECCI) has
seen increasing use for imaging dislocation structures in
the near-surface region of bulk materials, thin films,
and many substrates [1-11]. This is in part due to the
now widespread availability of high quality field emis-
sion gun scanning electron microscopes (FEG-SEMs).
Nevertheless, the characterization of crystallographic as-
pects of these dislocation structures using ECCI remains
difficult, despite contrast analysis using the well known
transmission electron microscopy g-b =0 and g-bxu =0
invisibility criteria having been demonstrated many years
ago [12-16]. The difficulty in applying these criteria lies in
accurately orienting specimens to well defined “2-beam”
channeling conditions. For large single crystal speci-
mens, electron channeling patterns (ECPs) can be used
to establish the channeling conditions by orienting the
optic axis of near the edge of a distinct channeling band
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[17-18]. For polycrystalline materials, such an approach
requires that the channeling pattern be collected from an
area that lies within the grain of interest. This has
historically been achieved by collecting a selected area
channeling patter (SACP) [19]. Unfortunately most of
the recently developed FEG-SEMs no longer offer the
ability to collect SACPs. In the rare microscope configu-
ration where it is still available, the pattern collection
area of about five microns in diameter makes quantita-
tive analysis of dislocations using ECCI difficult. Indeed,
the SACP should ideally be collected from as small an
area as possible, as any significant rotations across the
grain, most commonly from geometrically necessary
dislocations, will distort the pattern, making it difficult
to identify the optimum channeling bands [20].
Electron backscattered diffraction (EBSD) offers an
alternative approach for collecting diffraction informa-
tion with much higher spatial resolutions than SACP.
However, applying EBSD to setting up specific channel-
ing conditions is not straightforward. This is because
EBSD provides orientations on high tilted crystals
(typically 70°) with absolute orientations accurate to
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approximately 1-2° [21]. In contrast, ECCI requires the
crystal orientation to be controlled relative to the electron
beam trajectory (optic axis) in the range of 0.1° [19]. Fur-
thermore, while ECCI can be carried with the specimen
tilted to the EBSD orientation, the resulting images con-
tain significant topographical contrast, suffer from image
foreshortening, and can suffer from varying focal depths.
Carrying out ECCI with the sample in the low tilt position
(for a review of these two ECCI configurations see [22])
using a pole piece mounted or retractable backscattered
electron detector over comes these problems and is more
conducive to in-situ studies. Gutierrez-Urruti et al. have
made use of EBSD orientation analysis to predict the
specimen stage tilts and rotations necessary to bring a
crystal in to optimum channeling conditions for ECCI
at low tilts, a procedure known at controlled electron
channeling contrast imaging, cECCI [23]. Because of
the uncertainty introduced by the accuracy limitations
of EBSD and due to the uncertainly of the SEM stage con-
trol, it is not clear if the objective channeling conditions
are achieved; it is necessary to adjust the orientation to
achieve optimum contrast, and the exact deviation from
the Bragg condition, s, cannot be assessed.

In this paper, we propose a novel approach to control
the channeling conditions for performing ECCI. It is
based on a new method for collecting high angular and
spatial resolution SACPs. We demonstrate that these
HR-SACPs, combined with simulated EBSD patterns,
can be used for TEM style contrast analysis of disloca-
tions from even relatively fine grained polycrystals. This
is evidenced on an interstial free (IF) steel by orienting
the sample to a series of known channeling conditions,
and subsequently analyzing the dislocation contrast.
Finally, we highlight the need for these HR-SACPs, in
combination with simulated EBSD patterns, for accu-
rately setting up the channeling conditions.

This new approach to optimizing channeling condi-
tions, referred to here as Accurate ECCI (A-ECCI), is
based on the live acquisition of HR-SACPs collected
with an innovative procedure to rock the beam that
we have developed for the GEMINI-type FEG electron
column. To carry out this rocking, the beam is first devi-
ated from the center of a selected aperture, which results
in the electron beam being shifted far from the area of
interest, but striking the sample at an angle. Secondly,
the electron beam is shifted back to the area of interest
using the beam shift control. This process is repeated
sequentially, resulting in the beam being rocked on the
area of interest, with the HR-SACP being collected as
a function of rocking angle. The detailed beam rocking
procedure is described in a coming paper, which also in-
cludes some typical application examples that demon-
strate attractive features of this rocking approach [24].
Especially noteworthy is the resulting spatial resolution
of about 1 um for an angular range of more than 4° [24].

Figures 1 and 2 present for the first time typical
HR-SACPs collected with the Zeiss AURIGA 40 FIB
SEM on a (0001) GaN single crystal and on a polycrys-
talline 2%Si-IF Steel respectively. The HR-SACPs were
collected using a large four-quadrant Si-diode backscat-
tered electron detector. The microscope was operated at
20 kV using a 10 mm working distance and an electron
beam spot of ~2 nm. Similar conditions were applied

Figure 1. (a) Typical HR-SACP collected from (0001) GaN showing
an angular range of ~4°. The cross indicates the microscope optic axis.
(b) The GaN HR-SACP superimposed on an EBSD pattern simulated
for 0° tilt. The HR-SACP contains enough information to index the
diffraction planes based on the simulated diffraction pattern.

Figure 2. (a) BSE micrograph from the 2%Si IF-steel. The HR-SACPs
(b, c, d, e) were collected from large (1o, 1B) and small grains (grain
3(e) about 4 pm in width and grain 2(d) about 10 pm in width). The
contrast in grain 1 is due to the disorientation between area lo and
area 1. The disorientation between the two areas 1o and 1B measured
by HR-SACPs (c) and (b) is estimated at 0.3°.

for ECCI. Prior to the HR-SACP collection, the samples
were tilted to 70° to determine the orientations of the re-
gions of interest by EBSD (Quantax CrystAlign Bruker
system). These orientations were used to simulate the
EBSD patterns (the equivalent of SACPs) correspond-
ing to the 0° tilt, using the Bruker system.

Figure la shows an HR-SACP collected from the
GaN single crystal. On its own, the angular range of
approximately 4° is not adequate to identify the various
channeling bands in the SACP. However, when overlaid
on the simulated pattern shown in Figure 1b, the
HR-SACP can be readily aligned with simulated bands,
allowing accurate indexing of the channeling bands in
the HR-SACP. Furthermore, the high angular resolution
of the HR-SACP allows the sample to be tilted and/or
rotated to align the optic axis (center of the HR-SACP
pattern) with high accuracy, in the range of 0.1° (this is
consistent with the angular accuracy typically given for
SACPs [19]). For the purposes of carrying out ECCI, this
means that two-beam channeling conditions can be set
up with high accuracy, and with the fine spatial resolu-
tion of the HR-SACPs [24], ECCI can be carried out with
excellent control, even in fine polycrystals.

The procedure outlined above for the GaN single
crystal was then applied to a polycristalline 2%Si
IF-steel slightly deformed in tension. The specimen
surface was first mechanically polished and then finished
electrolytically. This second example, illustrated in
Figure 2, demonstrates a number of features of the
HR-SACP approach.
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