LSEVIER

Available online at www.sciencedirect.com

SciVerse ScienceDirect

Scripta Materialia 66 (2012) 992-996

SCripta MATERIALIA

www.elsevier.com/locate/scriptamat

Viewpoint Paper

Grain size effect on strain hardening in twinning-induced
plasticity steels

I. Gutierrez-Urrutia® and D. Raabe
Max-Planck-Institut fiir Eisenforschung, Max-Planck Str. 1, D-40237 Diisseldorf, Germany

Available online 28 January 2012

Abstract—We investigate the influence of grain size on the strain hardening of two Fe-22Mn-0.6C (wt.%) twinning-induced plas-
ticity steels with average grain sizes of 3 and 50 um, respectively. The grain size has a significant influence on the strain hardening
through the underlying microstructure. The dislocation substructure formed in the early deformation stages determines the density
of nucleation sites for twins per unit grain boundary area which controls the developing twin substructure.
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TWIP (twinning-induced plasticity) steels have
been the object of much interest in recent years due to
their outstanding mechanical properties at room temper-
ature combining high strength (ultimate tensile strength
up to 800 MPa) and ductility (elongation to failure up
to 100%) based on a high work-hardening capacity [1-5].
TWIP steels are typically austenitic steels, i.e. face-cen-
tered cubic (fcc) alloys, with a high Mn content (above
20 wt.%) and additions of elements such as carbon
(<1 wt.%), silicon (<3 wt.%) or aluminum (<10 wt.%).
The TWIP mechanism is observed in medium stacking
fault energy steels (2040 mJ m?) and is characterized
by the formation of nanometer-thick deformation twins.
The strain hardening is commonly analyzed in terms of
the dislocation mean free path (MFP) approach, focusing
essentially on a single microstructure parameter, namely
the twin spacing [3,6,7]. These works attribute the high
strain-hardening rate at intermediate strains (0.1-0.2 true
strain) to twin spacing refinement. As twin boundaries
are major obstacles to dislocation glide, the increasing
density of deformation twin boundaries with further
deformation leads to the so-called “dynamic Hall-Petch
effect”. However, as we have recently shown in Ref. [4],
this concept conveys an overly simplistic picture of the
strain-hardening behavior. High-manganese TWIP steels
are characterized by a hierarchical microstructure refine-
ment involving different dislocation substructure sizes and
twin spacings, which are determined by the stress level. At
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the early stages of deformation (below 0.1 true strain),
the microstructure consists of dislocation cells and cell
blocks containing highly dense dislocation walls. These
dislocation substructures are major barriers to disloca-
tion glide resulting in an early high strain hardening. At
intermediate strains (0.1-0.3 true strain), a well-defined
twin substructure is developed. As twinning depends
strongly on the crystallographic grain orientation, the
resulting deformed microstructure is a complex mixture
of dislocation and twin substructures. At this strain level,
different microstructure parameters control strain hard-
ening, such as the average dislocation cell size and twin
spacing.

However, it is not only crystallographic orientation
that has a strong influence on deformation twinning;
grain size also plays a part. Only a few studies have
addressed the influence of grain size on deformation
twinning in TWIP steels [8-10]. For instance, we recently
observed [9] that the influence of grain size on the twin-
ning stress within the micrometer grain size range in a
Fe-22Mn-0.6C (wt.%) TWIP steel can be explained in
terms of a Hall-Petch relation. It is thus clear that there
are still some details that remain unclear regarding the
influence of grain size on the strain-hardening behavior
in TWIP steels, in particular its role on the twin substruc-
ture. The present study aims at elucidating the influence
of grain size on the strain-hardening behavior of a Fe—
22Mn-0.6C TWIP steel. We analyze the role of grain size
on the corresponding dislocation and twin substructures.
Detailed microstructural observations by electron chan-
neling contrast imaging (ECCI) were performed on two
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types of tensile samples deformed to different strain levels
at room temperature. The specimens had average grain
sizes of 3 and 50 um, respectively.

The TWIP steels used in this study had the chemical
composition Fe-22Mn-0.6C (wt.%). The material was
melted in an induction furnace under Ar atmosphere
and cast into round bars of 25 mm in diameter. Samples
were swaged to 20% area reduction at 1000 °C and subse-
quently solution treated for 4 h at 1100 °C under Ar.
Thereafter, samples were hot-rolled to 75% thickness
reduction at 1000 °C, followed by air cooling. To obtain
samples with different grain sizes, the hot-rolled steel was
then cold rolled to 70% thickness reduction and annealed
at 700 °C for different times. We obtained fully recrystal-
lized steels with average grain sizes of 3 um (referred to as
FG-steel) and 50 um (referred to as LG-steel) after
annealing times of 5 and 15 min, respectively. The steels
showed a fully austenitic structure which remained stable
during deformation at room temperature. No evidence of
e-martensite was detected by electron back-scatter dif-
fraction (EBSD) on the tensile deformed samples. Tensile
tests were performed at room temperature at an initial
strain rate of 10™*s™' to different strain levels. The
mechanical tests were carried out on a tensile test instru-
ment (Kammrath & Weiss GmbH, Dortmund, Ger-
many) equipped with a digital image correlation (DIC)
system (ARAMIS system, GOM-Gesellschaft fiir Opti-
sche Messtechnik mbH, Braunschweig, Germany) to
measure the local and macroscopic strain distribution.
Details of this set-up are described in Ref. [11]. The sur-
face pattern required for DIC was obtained as explained
in Ref. [9]. Averaged engineering strain values were re-
trieved from the corresponding strain maps and used to
calculate the true stress—strain values. Dislocation and
twin substructures were characterized by ECCI after ori-
enting the crystal into the Bragg condition using a high-
intensity reflection. We used a new recently reported
EBSD-based ECCI set-up [12] that allows ECCI images
to be obtained under controlled diffraction conditions
with enhanced dislocation contrast. This ECCI set-up
has been successfully used in the imaging and quantifica-
tion of dislocation substructures in Fe-based alloys
[4,9,13]. ECCI observations were carried out in a dual-
beam Zeiss-Crossbeam instrument (Carl Zeiss SMT
AG, Germany) consisting of a Gemini-type field emission
gun (FEG) electron column and a focused ion beam de-
vice (Orsay Physics FIB). This instrument is equipped
with an EBSD system (EDAX/TSL, Draper, UT,
USA). ECCI was performed at 10 kV acceleration volt-
age and a working distance of 6 mm, using a solid-state
four-quadrant BSE detector.

Figure la shows the true stress—strain curves of the
Fe-22Mn-0.6C (wt.%) TWIP steels with average grain
sizes of 50 um (LG-steel) and 3 um (FG-steel) tensile de-
formed at an initial strain rate of 10~*s~!. Figure la
shows that the grain size has a significant influence on
the yield stress. This can be explained by the Hall-Petch
relation: o, = gy + K" /\/D, where o, is the yield stress,
oy is the friction stress, K=" is a constant, and D is the
initial grain size. Using appropriate values of the con-
stants [9], we obtain yield stresses of 207 and 360 MPa
for the LG-steel and FG-steel, respectively. These stresses
are close to the experimental values of 210 and 330 MPa.
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Figure 1. (a) True stress—true strain curves of the Fe-22Mn-0.6C
(wt.%) TWIP steels with average grain sizes of 50 pm (referred to as
LG-steel) and 3 pm (referred to as FG-steel) tensile deformed at an
initial strain rate of 107*s~!. (b) Normalized strain-hardening rate
(normalized by the shear modulus) vs. flow stress subtracted by the
yield stress of the tensile deformed TWIP steels.

Figure 1b shows the normalized strain-hardening rate
(normalized by the shear modulus) vs. flow stress
subtracted by the yield stress, ¢ — c,, of the tensile
deformed TWIP steels. The strain hardening of the LG-
steel has been analyzed in detail in Ref. [4], and accord-
ingly only the main aspects will be discussed here. The
LG-steel exhibits five different deformation stages. The
first stage, stage A hardening, is characterized by a con-
tinuous decrease in the strain-hardening rate. This stage
is ascribed to the prevalence of dynamic recovery pro-
cesses such as cross-slip and annihilation of screw dislo-
cations of opposite signs. The second stage, Stage B
hardening, which is characterized by a constant strain-
hardening rate with a hardening coefficient of about
G/40 (where G is the shear modulus), is attributed to dis-
location substructure hardening. The development of a
dense twin substructure upon straining results in a fur-
ther drastic refinement of the dislocation mean free path
(MFP). Consequently, strain hardening increases up to a
hardening coefficient of about G/30, stage C hardening.
With further straining, the reduced additional refinement
of the dislocation and twin substructures, together with
the increasing strengthening effect of the individual
deformation twins as obstacles to dislocation glide, re-
duce the capability for trapping more dislocations and,
hence, the strain hardening decreases (stages D and E).
It is interesting to note that the onset of the high strain-
hardening stage of the FG-steel occurs at a value of o-
G, of 20 MPa, which is roughly 120 MPa smaller than
the onset of stage C hardening of the LG-steel. As the
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yield stress, o), of the FG-steel is about 120 MPa higher
than that of the LG-steel, this indicates that both harden-
ing stages occur at the same macroscopic stress level.
ECCI images of deformed microstructure of the FG-steel
deformed to strain/stress levels ranged between 0.03 true
strain/390 MPa and 0.2 true strain/860 MPa (Fig. 2b and
¢), confirm that the high strain-hardening rate of the
FG-steel is due to microstructure refinement by deforma-
tion twinning. According to the previous classification of
hardening stages in TWIP steels, the FG-steel exhibits
only four different deformation stages, namely stages A,
C, D and E. It is interesting to note the main features
revealed in the strain-hardening curves of the TWIP
steels (Fig. 1b). These are, first, the rapid increase in
strain hardening in the FG-steel immediately after yield-
ing, i.e. the absence of stage B hardening; and second, the
significantly higher stage C hardening of the FG-steel
(strain-hardening coefficient of about G/25). The absence
of stage B hardening in the FG-steel implies that
the refinement of the mean free path by deformation

Figure 2. ECCI images of deformed microstructure of the FG-steel.
(a) Loose dislocation arrangements and deformation twins nucleated
at grain boundaries on a sample tensile deformed to 0.03 true strain.
Corresponding features are indicated by arrows. (b) Twin substructure
of a sample tensile deformed to 0.2 true strain. (c) Detail of lamellar
twin structure in a sample deformed at a true strain of 0.2.

twinning occurs at a strain level just slightly higher than
the onset of yielding. However, the higher strain harden-
ing associated with deformation twinning observed in the
FG-steel, i.e. stage C hardening, deserves more detailed
analysis of the underlying deformation microstructure.
The ECCI image of Figure 2a shows the deformed
microstructure of the FG-steel strained to 0.03 true
strain, stage C hardening. Under the current diffraction
conditions, the crystal matrix appears dark and disloca-
tions appear as sharp bright lines due to the electron
channeling mechanism [14]. Figure 2a reveals that the
deformed microstructure consists of loose dislocation
arrangements. This dislocation substructure is very dif-
ferent from that observed in the LG-steel at the onset
of stage C hardening (Fig. 3a and b). These figures show
ECCI images of the dislocation substructure at 0.1 true
strain in cross section. Figure 3a and b correspond to
crystals oriented close to the (001)//tensile axis and
(112)//tensile axis, respectively. Figure 3a shows that
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Figure 3. ECCI images of deformed microstructure of the LG-steel.
(a) Dislocation cells (DCs) in a sample deformed at a true strain of 0.1,
cross-section view. (b) Cell-block structure delimited by highly dense
dislocation walls (HDDWs) in a sample deformed at a true strain of
0.1, cross-section view. Corresponding features are indicated by
arrows. (c) Detail of multiple twin structure in a sample deformed at
a true strain of 0.3.
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the dislocation substructure of the first crystal consists of
equiaxed dislocation cells (DCs). These structures appear
under the current Bragg condition using a high-intensity
reflection of {111}-type as bright globular structures
with a sharp boundary contrast. The second crystal con-
tains cell blocks mainly delimited by highly dense dislo-
cation walls (HDDWs). These boundaries appear as
straight and extended bright compact layers (indicated
by arrows in the figure). This morphology corresponds
to planar dislocation substructures commonly found in
low-to-medium stacking fault energy metals [15,16]. In
this case, only one set of HDDWs is observed. The dislo-
cation patterns shown in Figure 3a and b are similar to
those observed by bright-field TEM in medium-to-high
stacking fault energy alloys [15-17]. However, the con-
trast in ECCI imaging is inverted compared to that ob-
tained in bright-field TEM due to the electron
channeling mechanism and the diffraction conditions
used to image dislocation substructures. These disloca-
tion substructures are ascribed to the multiple character
of slip, namely wavy and planar. Wavy dislocation struc-
tures are promoted in grains when a high number of slip
planes are activated and dislocation cross-slip is enabled
[17]. Planar dislocation substructures in the present
TWIP steel are associated with the high friction stress
(157 MPa [7], which is higher than for materials exhibit-
ing planar slip such as stainless steels [18]), and low
stacking fault energy (22 mJ m 2 [19]).

ECCI images further reveal that TWIP steels develop
different twin substructures in the C strain-hardening
regime (Fig. 1). At 0.2-0.3 true strain, the twin substruc-
ture of the FG-steel is formed roughly equally by twin
substructures containing either one or two active twin
systems (determined from ECCI images of about 200
grains) (Fig. 2b). Figure 2c shows an example of lamellar
twin structure in the FG-steel at a true strain of 0.2. How-
ever, at the same strain level, the twin substructure of the
LG-steel mainly consists of two active twin systems [4]
(two twin systems: 60% grain area fraction, one twin sys-
tem: 30% grain area fraction, no twins: 10% grain area
fraction). Figure 3c shows an example of multiple twin
structure in the LG-steel at a true strain of 0.3.

These observations suggest that grain size has a signif-
icant influence on the deformed microstructure over the
entire deformation range. The influence of grain size on
the dislocation substructure formed at the early defor-
mation stage, stage B hardening, can be understood in
terms of the Hall-Petch relation. Due to the low yield
stress, the LG-steel requires a larger strain to achieve
the macroscopic stress associated to stage C hardening
(0.1 true plastic strain). At this deformation stage, dislo-
cation glide mainly controls plasticity and, accordingly,
the dislocation density scales with strain. The high dislo-
cation density in the LG-steel is mainly accumulated in
the form of DCs and cell blocks delimited by HDDWs
(Fig. 3a and b). However, due to the higher yield stress,
the FG-steel stores a lower dislocation density before the
onset of stage C hardening. The dislocation density in
this deformation regime is accumulated in the form of
loose dislocation arrangements (Fig. 2a).

The influence of grain size on the twin substructure is
depicted in Figure 4. It can be rationalized as follows.
First, the dislocation substructure formed during the

early deformation stages (Fig. 4a and b) determines
the density of nucleation sites for twins per unit grain
boundary area. Second, the nucleation site density
accounts for the evolving twin substructure (Fig. 4c
and d). Deformation twinning can be considered as
a nucleation and growth process [20]. Nucleation of
deformation twins proceeds by specific dislocation reac-
tions which are required for twin growth. There are
several proposed dislocation reaction mechanisms in
the literature. Basically, they can be divided into two
groups: mechanisms which suggest a direct dislocation
dissociation process under the action of a certain stress
(pole mechanism [21]); and those mechanisms involving
specific dislocation interactions with Lomer—Cottrell
locks (perfect dislocations [22,23] or pile-ups of extended
dislocations [24]). In particular, recent TEM observa-
tions in high-Mn steels [25,26] support those models
involving dislocation interactions with Lomer—Cotrell
locks. We further assume that grain boundaries are the
main sites of twin nucleation in the present TWIP steels.
High-resolution ECCI reveals that other intragranular
interfaces, such as twin boundaries, act as twin nucle-
ation sites only at high macroscopic stress levels. If we
consider that twin nucleation is controlled by specific
dislocation reactions, the rather homogeneous disloca-
tion distribution of the FG-steel (Fig. 4a) provides a
high number of nucleation sites for twins per unit grain
boundary. On the other hand, the LG-steel contains a
high overall dislocation density mainly distributed along
the boundaries of the dislocation substructure, namely
dislocation cell walls and HDDWs. As cell-forming crys-
tals do not twin upon deformation [4], we only consider
those crystals containing cell block structures mainly
delimited by HDDWs (Fig. 4b). This dislocation sub-
structure creates a lower number of nucleation sites

(a) grain size: 3 pun (b) grain size: 50 pm

cell block
substructure

loose dislocation
arrangements

high dislocation density
grain size: 50 pm

low dislocation density
(¢) grain size: 3 pm (d)

nucleation
sites
twins

twins nucleation sites

lamellar twin substructure multiple twin substructure

Figure 4. Schematic illustration of the influence of grain size on twin
substructure in TWIP steels. (a, b) Effect of grain size on the
dislocation substructure formed at the early deformation stages. (c, d)
Effect of dislocation substructure on the density of nucleation sites for
twins per unit grain boundary area, which controls the developing twin
substructure. HDDWs, highly dense dislocation walls.
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for twins per unit grain boundary. In other words, grain
size has a negative effect on the number of twins per unit
grain boundary area. This agrees with recent observa-
tions on Mg and Ti [27]. However, if we consider that
the grain boundary area per unit volume is equal to 2/
D (where D is the grain size), and assuming that twins
are spheroids, Ghaderi and Barnett [27] have shown that
a higher density of twin nucleation events per unit grain
boundary area does not result in a higher twin volume
fraction due to twin size effects (twin length and thick-
ness are grain size dependent).

Twin growth proceeds by co-operative movement of
Shockley partials on subsequent {111} planes, i.e. it is
a stress-controlled process. A high density of twins per
unit grain boundary area promotes the formation of a
lamellar twin structure. This is due to the high local stress
that would be required to push a second twin system
through the existing lamellar twin structure containing
an already high density of twin boundaries. If we con-
sider here the crystallographic grain orientation, this ef-
fect is expected to be more relevant in crystal orientations
where the Schmid factors for twinning on the two most
favorable systems are similar. This means that lamellar
twin structure is enabled in the FG-steel (Fig. 4c). On
the other hand, a low density of twins per unit grain
boundary area enables the formation of multiple twin
structures due to the lower number of twin—twin interac-
tions. Accordingly, a multiple twin structure is enhanced
in the LG-steel (Fig. 4d). As we have shown in Ref. [4],
the mean free path refinement by deformation twinning
is responsible for the high strain hardening of TWIP
steels. In particular, the formation of a lamellar twin
structure is the most effective way to increase the strain
hardening due to the small twin spacing. As a lamellar
twin structure is promoted particularly in the FG-steel,
the strain-hardening level in this material increases as
well, as Figure 1b shows.

In summary, we have investigated the effect of grain
size on the strain-hardening behavior in two Fe-22Mn-—
0.6C (wt.%) TWIP steels with average grain sizes of
3 um (FG-steel) and 50 pum (LG-steel) by ECCI. We ob-
serve a strong influence of grain size on the strain-harden-
ing behavior. This is ascribed to the microstructure
formed upon straining, namely the dislocation substruc-
ture formed in the early deformation stages and the
evolving twin substructure. The early dislocation sub-
structure determines the density of nucleation sites for
twins per unit grain boundary area, which controls the
developing twin substructure.
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