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ARTICLE INFO ABSTRACT

The creep behavior of a fully lamellar FeAl/FeAl, eutectoid alloy was shown to exhibit a minimum creep rate
and the absence of a pronounced steady state regime. To reveal the underlying mechanisms of creep leading to
Creep ) the macroscopic response described above, comprehensive TEM investigation of several crept specimens were
Electron microscopy performed. In the early stages of creep, the FeAl phase primarily carries creep deformation by dislocation mo-
Scanning/transmission . : . . . . .
. . tion, whereas FeAl, remains mostly plastically undeformed, except in certain locations near colony boundaries
Electron backscatter diffraction . . . ) A
where the lamellar structure is disrupted/absent. Within the colonies, where the lamellae are intact, deformation
is accommodated at the FeAl/FeAl, interface, resulting in an increase in interface dislocations. This continues to
be the case at the minimum creep rate. With further progression in creep, FeAl, begins to participate in the
process of plastic deformation in a more substantive manner through twinning and slip, while FeAl continues to
plastically deform and dynamically recover. Further beyond the minimum, the lamellar structure adjacent to the
colony boundaries breaks down, and these areas become the primary contributors to creep and results in a
continuous loss in creep resistance. Based on these observations in the fully lamellar material, the creep response
of off-eutectoid Fe-58Al and Fe-62Al as well as single-phase FeAl, are explained.
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1. Introduction

A lamellar eutectoid morphology of cubic FeAl (B2) and triclinic
FeAl, (space group PI) occurs for a binary Fe-60.9 at.% Al alloy [1,2]
(hereafter designated Fe-61Al) in the Fe-Al-system. In a previous paper
[3], we reported on the creep behavior of this alloy. Specifically, we
showed that the creep rate as a function of strain (or time) exhibits a
pronounced minimum and a conspicuous absence of steady state creep
(Fig. 1a and b). The increase in creep rate beyond the minimum was
attributed to a deterioration of the lamellar structure in the vicinity of
colony boundaries. The presence of the two phases combined with a
high interfacial area due to the lamellar morphology, however, pre-
cluded detailed understanding of the individual contribution of these
microstructural features to the observed creep response in the early
stages as well as at and just beyond the minimum.

Other materials with lamellar (or fibrous) microstructure such as
NiAl-Ta or -(Cr,Mo) [4-7] and TiAl [8,9] also exhibit a minimum in the
creep rate as a function of time and strain. In fully lamellar TiAl, it has
been demonstrated that the minimum creep rate decreases with de-
creasing lamellar spacing [10,11]. Electron microscopy studies have
been performed on crept fully lamellar TiAl to characterize the
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deformed microstructure [10,12] to elucidate the dominant mechan-
isms and to understand the role of interfaces in generating dislocations
as well as impeding dislocation motion. In the case of a fully lamellar
FeAl/FeAl,, the dominant creep mechanisms were, however, not un-
ambiguously identified although several hypotheses were discussed in
Ref. [3]. These include:

i) Both phases contribute to the creep deformation from the beginning
and the increase in creep rate beyond the minimum is due to de-
gradation of the lamellar morphology only.

ii) Initially, one of the two phases plastically deforms and the second
phase only contributes to creep beyond the minimum resulting in
the increase in strain rate. Further out in the process, lamellar de-
gradation occurs.

iii) Creep deformation is accommodated by only one phase throughout
the entire experiment, and the degradation of the lamellae result in
the increase in strain rate beyond the minimum.

In this paper, we report the results of a comprehensive electron
microscopy study of post-crept specimens to unequivocally determine
the dominant creep mechanisms before, at and after the minimum of
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Fig. 1. (a) Creep rate versus time for a fully lamellar Fe-61Al and (b) creep rate versus strain. Dashed lines in (a) indicate times where additional tests were stopped
for scanning electron microscopy (SEM) and transmission electron microscopy (TEM) investigations.

the strain rate as a function of time for the lamellar, eutectoid Fe-61Al
alloy. The specific conditions examined are identified in Fig. 1a using
dashed lines (I — IV). Observations are then used to interpret the creep
response of the off-eutectoid alloys.

2. Experimental procedure

The Fe-61Al eutectoid alloy used in this study was produced by arc
melting Al (99.99%) and Fe (99.99%) bulk elements. Single-phase
FeAl, as well as off-eutectoid Fe-58Al and Fe-62Al (including pro-eu-
tectoid FeAl and FeAl,, respectively) were also similarly synthesized.
Processing details for all of these alloys are provided in Ref. [3]. Cy-
lindrical samples, 5 mm in diameter and 8 mm in height, were electrical
discharge machined from the as-cast rod for creep experiments.

All samples were isothermally crept in compression at a constant
true stress of 100 MPa at 700 °C in vacuum (pressure of about 10~ 3Pa).
Based on the observed minimum in the creep curve (Fig. 1a and b) for
the eutectoid alloy, additional tests were performed on this alloy and
interrupted after: (I) 2h (early state of creep; prior to the minimum),
(I) 5h (minimum), (III) 12.5h (beyond the minimum) and (IV) about
50 h to assess the microstructural evolution with creep strain.

Scanning electron microscopy (SEM) coupled with electron back-
scatter diffraction (EBSD) (Auriga 60, Zeiss) and electron channeling
contrast was used to investigate the microstructure evolution in the
deformed specimens. Specimens were embedded in a polymer matrix
and prepared for observation using mechanical grinding followed by
polishing with 1um diamond suspension. Final polishing was per-
formed using a non-crystallizing oxide polishing suspension OP-S pro-
vided by Struers, Denmark.

Multiple disks, 3 mm in diameter and 1 mm in thickness, were sliced
from the as-cast and the crept specimens by electrical discharge ma-
chining and mechanically ground to a final thickness of 150-180 pm.
These discs were jet polished to perforation in a Tenupol-5 (Struers,
Denmark) using 80 vol.% sulfuric acid and 20 vol.% methanol as
electrolyte at 20 °C and at 17 V. A CM20 transmission electron micro-
scopy (TEM) operating at 200 kV was used in the bright field mode to
characterize the microstructure.

3. Results

An SEM image of the as-cast microstructure is shown in Fig. 2. This
microstructure is described in detail elsewhere [3]. Briefly, the lamellar
microstructure is fairly regular, and includes branching and termination
of lamellae within the colonies. In the vicinity of colony boundaries
however, irregularities were observed including the presence of 1-5 pm
single-phase regions resulting from the lamellae not quite reaching the
boundary. At the eutectoid temperature of 1095 °C, the Fe-61Al alloy
contains 30.0vol.% of FeAl as determined from the phase diagram

Fig. 2. SEM micrograph of the as-cast microstructure. Bright phase is FeAl; dark
phase is FeAl, while grey scale differences within FeAl, indicate orientation
change between the colonies due to channeling contrast.

provided in Ref. [1] and using crystallographic data from Ref. [13]. The
calculated volume fraction only changes marginally to 29.9 vol.% FeAl
in the proximity of the creep test temperature of 700 °C. Even cooling
down to room temperature only results in a small shift in the relative
amounts of the co-existing phases (27.6vol.% FeAl). Hence, even
though the alloys were creep tested at 700 °C in the as-cast condition,
changes in volume fraction of the co-existing phases are not anticipated
during the isothermal creep test.

A set of bright-field TEM images describing the as-cast lamellar
microstructure is presented in Fig. 3. In Fig. 3a, a representative region
from the interior of a colony is shown. The phase in dark contrast is
FeAl while the lighter contrast lamellae flanking it on either side are
FeAl,. Multiple FeAl lamellae terminations are evident and antiphase
boundaries (APB) are seen emanating frequently from these termina-
tions (highlighted by white arrows in Fig. 3a) and traversing the FeAl,
lamellae. A higher magnification image of these APBs is shown in
Fig. 3b. During the eutectoid decomposition of FesAlg on cooling, co-
operative growth of lamellar FeAl and FeAl, occurs, typically com-
mencing from a grain boundary. When an FeAl lamella terminates, it
will result in the impingement of the two adjacent FeAl, lamellae (due
to distinct orientation relation with similar crystallographic disposition
[14]) within the single colony. This impingement can produce one or
more APBs in the triclinic structure as a way to accommodate or-
ientation and/or translation discrepancy.

Tilting experiments confirmed a low dislocation density in both
phases (few can be seen in FeAl, in Fig. 3a). The observed dislocation



A. Schmitt et al.

density at the FeAl/FeAl, lamellar interface depends on whether the
interface is straight or curved (see Fig. 3c and d). Given the orientation
relationship, the habit plane and the low misfit (0.14% maximum) [14],
it is reasonable to expect a large average spacing between misfit dis-
locations at the interface; interface curvature (at terminations and
junctions and/or when the lamellae are bent) appears to be accom-
modated with additional dislocations resulting in a reduced average
dislocation spacing. The average distance of interface dislocations in
locations is about (0.9 = 0.3) um, where the interface is straight. SEM
examination confirmed the absence of other microstructural features
like subgrains or twins in the initial state.

An SEM micrograph obtained using electron channeling contrast of
the lamellar alloy that had been crept for 2 h to a true plastic strain of
0.2% at 700 °C at 100 MPa (vertical line I in Fig. 1a) is shown in Fig. 4a.
No changes are observed relative to the initial microstructure. Electron
channeling contrast imaging enables identification of subgrains and/or
twins that might have developed during deformation but neither of
those are present.

The microstructure in this condition was examined by TEM and
representative images are shown in Fig. 4b-e. Fig. 4b and c are from
locations within the colony where well-aligned lamellae are present and
exhibit spacing is close to the average spacing of (380 + 40)nm [15].
Fig. 4d represents a location in the vicinity of a colony boundary where
a FeAl lamella has terminated, leaving behind a fairly large single-phase
FeAl, region. Fig. 4e is a higher magnification image of the location
identified in Fig. 4d by the dashed white rectangle.

The bright field image in Fig. 4b confirms that FeAl has experienced
local plastic deformation evidenced by the dislocations within these
lamellae. Furthermore, subgrains indicative of dynamic recovery are
observed in FeAl as well (Fig. 4d and e). In contrast, the FeAl, phase
seems to be mostly free of dislocations (Fig. 4b and c). The dislocation
density at the FeAl/FeAl, interfaces appears to have increased and
measurements confirm that their average spacing is (0.5 * 0.3) um
(Fig. 4f). In other locations where the lamellar microstructure is dis-
rupted, some dislocations are observed in FeAl, (marked by white da-
shed circles in Fig. 4d). Also prominent is the presence of well-defined
subgrains, some of which are numbered from 1 to 4 in Fig. 4d.

These microstructural features indicate that in this early stage, FeAl
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Fig. 3. TEM micrographs of as-cast Fe-61Al.
FeAl and FeAl, are almost free of dislocations. A
few APBs (highlighted by white arrows) are
noted at terminations and branches in (a). The
characteristic fringe contrast observed supports
the presumption of APB formation (b).
Dislocations are present at the FeAl/FeAl, in-
terfaces in (c) and (d), the average spacing being
larger in the straight sections (c) as compared to
the curved locations (d).

plastically deforms and carries the creep strain. Within the colonies
where the lamellar structure is preserved, the resulting shape change is
accommodated through an increase in the interface dislocation content
and the elastic deformation of FeAl,. In the vicinity of colony bound-
aries, where the lamellar structure is disrupted due to termination of
the FeAl lamellae, FeAl, has dynamically recovered which is indicative
of local plastic deformation. These microstructural footprints imply
significant inhomogeneous strain distribution during high-temperature
deformation. Such inhomogeneity can be attributed to the spatially
changing microstructural constraints within a colony as well as to the
variation in lamellar orientation with respect to the loading axis from
colony to colony.

After 5hat 700 °C (at 100 MPa), the specimen exhibits a true plastic
strain of ~0.5% and minimum creep rate is achieved (vertical line II in
Fig. 1a). The corresponding microstructure does not exhibit significant
differences compared to the microstructure of the specimen crept for
2h which was discussed above (see Figs. 4a and 5a). Dislocations are
readily seen in the FeAl lamellae whereas this is not evident in FeAl,
(Fig. 5b and c). Also, the FeAl/FeAl, interface dislocation spacing
changes only marginally compared to that stated for the 2 h specimen.

Thus, for creep times/strains prior to and at the minimum, within
the colonies where the lamellar structure is regular, FeAl is the pre-
dominant plastically deforming phase while FeAl, deforms elastically.
Interface compatibility is accommodated through an increase in inter-
face dislocations. However, an increased dislocation density in FeAl and
at the interphase interfaces can result in increased internal stress and
strain that together with the externally applied stress, has the potential
to trigger plastic deformation in the FeAl, lamellae as well. In the vi-
cinity of colony boundaries where the lamellar structure is disrupted,
dynamic recovery of FeAl, was noted, suggesting local plastic de-
formation.

The sample crept for 12.5h corresponds to the vertical line III
marked in Fig. 1a. This condition is therefore beyond the minimum in
the creep curve. A SEM image obtained using electron channeling
contrast (Fig. 6a) confirms the presence of planar interfaces within the
FeAl, phase that are twins (see EBSD analysis in Fig. 7). Representative
TEM bright field images provided in Fig. 6b—d illustrate twin contrast in
several of the FeAl, lamellae and these twins seem to terminate on
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adjacent FeAl/FeAl, interfaces. To the best of our knowledge, this is the
first report of deformation twinning in the triclinic FeAl, phase. In other
locations, twins originate from the interface but do not completely
traverse the FeAl, lamella, confirming that the interface is likely a
nucleation site for these twins (Fig. 6¢ and d).

The specimen crept for 12.5h exhibits a true strain of ~2% and a
large part of this strain is accommodated by plastic deformation of FeAl
accompanied by significant increase in interface dislocation content.
The average dislocation spacing is (0.08 + 0.03) um as compared to
(0.3 = 0.1) um at the minimum creep rate (Fig. 6f). It is conceivable
that the internal stress arising from these interface dislocations in
conjunction with the externally applied 100 MPa stress provides the
driving force for generating twins in FeAl, from FeAl/FeAl, interfaces.
Previously, it has been shown that interfaces in lamellar structures can
indeed be twin nucleation sites in the TiAl/TizAl system [16].

In other locations in the 12.5 h specimen, individual dislocations are
observed in both, FeAl, and FeAl lamellae, implying slip plays a role as
well in the plastic deformation of both phases (Fig. 6¢c—€). In a previous
study [14], it was shown that the (114)[110], (113)[110] and (221)[110] of
FeAl, exhibit similar atomic arrangement as the {110} < 111> in the B2
FeAl representing the potential slip system family in the latter [17-19].
Therefore, it is possible that the observed dislocations in FeAl, in
Fig. 6¢c-e could be related to one or more of these slip systems.

In order to confirm the presence of deformation twins in FeAl, as
described above, orientation imaging microscopy by EBSD was
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Fig. 4. (a) SEM micrograph of a crept sample at
700 °C and 100 MPa for 2h (~0.2% true plastic
strain) showing the lamellar structure as well as
colony boundaries and obtained using electron
channeling contrast. The bright phase is FeAl
and the dark phase is FeAl,. The periodicity of
the lamellar structure is disrupted in the vicinity
of the colony boundaries. (b-e) are TEM micro-
graphs of the same deformed specimen. In (b),
dislocations are seen in FeAl but not in FeAl,
providing evidence for the sole plastic de-
formation of FeAl. Reversing the phase contrast
in (c¢) by tilting confirms that dislocations are
still not visible in FeAl,. (d,e) show the presence
of subgrain boundaries in FeAl as well as dis-
locations and subgrains in FeAl, (marked 1-4 in
(d)) where the lamellar structure is disrupted. In
(f), a high magnification image shows interface
dislocations (for example highlighted by an
arrow).

performed. An orientation map obtained from a cross section of the
12.5h crept material is shown along with an image quality map in
Fig. 7a and b. There are frequent orientation changes observed within
the FeAl, phase which are separated by planar interfaces (examples of
which are highlighted by green arrows in Fig. 7a). According to EBSD,
the orientation change corresponds to a 180° rotation about a [13 0 27|
crystallographic direction, confirming the twin characteristic of the
interface. A stereographic projection illustrating the matrix/twin or-
ientation relationship in the FeAl, phase is provided in Fig. 8. Note that
the [13 0 27] crystallographic direction is the plane normal of the (001)
plane in this triclinic unit cell. It is highlighted by bold font as the ro-
tation axis of the twins. According to the stereographic projection of the
matrix and twin, the crystallographic directions [100], [010] as well as
the special direction [110] (see Ref. [14]) are reversed since these
crystallographic directions are within the (001) plane. Furthermore, the
relatively close packed (see Ref. [14]) planes (114) and (113) are added.
These planes are inverted by the twin transformation in the sense that a
(114) plane in the matrix is parallel to a (113) in the twin and vice versa.
The plane normal of the third rather close packed plane (221) of the
FeAl, structure lies within the (001) plane and is accordingly just re-
verted to (221).

In order to identify the most probable twinning plane, the primary
twins were analyzed (see Fig. 7a green arrows). The intersections of the
twin boundaries with the surface are highlighted by a green dotted line
in Fig. 7a which is rotated about (51 * 2)° with respect to the
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Fig. 5. At the minimum creep rate (5h of deformation at 700 °C, 100 MPa, true plastic strain of ~0.5%): (a) SEM as well as (b,c) TEM micrographs show plastic
deformation of FeAl lamellae but not of FeAl,. This is similar to the observations made for the 2h exposure specimen.

horizontal image axis. Since depth information is missing, a line
crossing the center has to be included in the stereographic projection in
Fig. 8. The corresponding green dotted line intersects the plane normal
of (001). Thus, (001) is the most probable twin plane of the primary twin
system in the present case.

The last specimen examined in this study was crept for ~50hat
700 °C at a constant true stress of 100 MPa (vertical line IV in Fig. 1a).
This long term exposure results in ~20% plastic strain and re-
presentative SEM micrographs of this microstructure are presented in
Fig. 9a and b that correspond to the colony interior (a) where the la-
mellar structure is fairly well preserved and in the vicinity of the colony
boundary (Fig. 9a) (b) where the initial microstructure visibly breaks
down (Fig. 9b). In Fig. 9b, contrast arising from crystallographic or-
ientation enables identification of subgrains in both constituent phases.
TEM examination of regions in the vicinity of colony boundaries
(Fig. 9¢) confirms the SEM observations. There is a substantial break-
down of the lamellar morphology and subgrain formation. The large
creep strain experienced by this specimen is accommodated by plastic
deformation in both phases (slip in FeAl, slip and twinning in FeAl,)
and quite likely some interface sliding. Within the individual FeAl,
lamellae, deformation twins are present (Fig. 9d). The relatively large
offsets of roughly 300nm (highlighted in Fig. 9d) are indicative of
sliding along these twin boundaries. The possibility for twin boundary
sliding was recently revealed for pure Cu [20]. In this case, the twin
boundary does not migrate as it is expected for the motion of twinning
dislocations within the twinning plane. Instead, a dislocation source
(with a Burgers vector different to the one of twinning dislocations) is
active within the boundary and provides displacement of twin and
matrix with respect to each other [20]. The development of subgrain
boundaries in both phases as well as twin boundaries in FeAl, all of
which intersect the FeAl/FeAl, interfaces contribute to cusping of
otherwise straight lamellar interfaces (due to the need to maintain in-
terfacial energy balance) that can set the stage for subsequent break-
down of the lamellae. The average dislocation spacing is (0.08 = 0.03)
um and comparable to the one crept for 12.5h (Fig. 9e).
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In order to demonstrate that the degradation of the lamellae after
50 h reported above is not solely due to thermal exposure (i.e. it is due
to creep), an unloaded sample heat-treated for 50 h at 700 °C was ex-
amined as well. The resulting microstructure is shown in Fig. 10. It is
evident that the initial, lamellar microstructure is still intact (Fig. 10a)
although there is some increase in the average lamellar spacing [3]. No
subgrains are found in FeAl or FeAl, and the microstructure in the vi-
cinity of the colony boundaries does not appear to be visibly degraded
(Fig. 10b). Hence, we conclude that degradation of the lamellar struc-
ture is primarily caused by the combined effect of stress, temperature
and time and is not just related to isothermal coarsening.

4. Microstructural-based interpretation of isothermal creep
response of the eutectoid FeAl-FeAl, alloy

The intent of this experimental effort was to provide a micro-
structure-based understanding for the observed creep response of the
lamellar FeAl/FeAl, eutectoid alloy at 700 °C and a constant stress of
100 MPa. The study has shown that during deformation under the
prescribed conditions, the FeAl phase begins to plastically deform first
by dislocation motion. The process is constrained by FeAl, and the
discrepancy in deformation is accommodated by an increase in inter-
face dislocations. As the process evolves, FeAl, commences plastic de-
formation by twinning and slip. Although the lamellar microstructure
within the individual colonies in the as-cast condition is regular, the
structure periodicity is frequently disrupted in the vicinity of colony
boundaries. In such locations, subgrains within the constituent phases
developed during creep, suggesting locally larger plastic strain and
dynamic recovery. At later stages, breakdown of the lamellar structure
occurs, particularly in regions close to colony boundaries.

Larger strains (for example > 15%) will require colony shape
change to account for the axial strain and this should be accompanied
by lamellae stretching and rotation (Fig. 11a). Plastic deformation of
FeAl lamellae primarily proceeds by dislocation activity while in FeAl,
both slip and twinning continue (see Fig. 6b—d). The localization of
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these deformation modes can destabilize the lamellar morphology.
The lamellar orientation incompatibility at colony boundaries will
also result in considerable localization of stress developing at the
colony boundaries in the vicinity of such boundaries leading to lamellae
bending and polygonization (Fig. 11b). This will lead to destabilization
of the lamellae and the formation of rather equiaxed grains of FeAl and
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Fig. 6. Microstructure after 12.5h exposure to
700°C at 100 MPa and a true plastic strain of
~2%. (a) SEM and (b-d) TEM micrographs
showing twins in the FeAl, phase in lamellar
regions. In (b) the twins completely traverse the
FeAl, lamellae whereas in (c) the twins start
from the FeAl/FeAl, interface but terminate
within the FeAl, lamellae; in (d), a high mag-
nification image of the twin termination is
shown for one such instance. Dislocation activity
in the FeAl, phase is illustrated in (e). A high
magnification image of the interface is shown in
(f) and represents one of several from which the
average dislocation spacing of (0.08 = 0.03)
um was measured. An interface dislocation is
highlighted by an arrow.

FeAl, adjacent to the colony boundaries as was observed in the 50 h
specimen in Fig. 9b and c. These microstructural instabilities account
for the loss in creep resistance (i.e. increased creep rate with strain and/
or time) of the composite.

Previously, stress exponents in the range of 3-4 were reported for
isothermal creep (700 °C) of polycolony, lamellar FeAl/FeAl, alloys [3].

Fig. 7. Orientation imaging microscopy by
EBSD on a cross section of material crept for
12.5hat 100 MPa: (a) orientation map (color-
coding according to the inverse pole figures of
the compression direction in the insets) showing
a pink colored FeAl, matrix including orange
colored twins. Green arrows highlight a straight
twin boundary (in-plane orientation of the pri-
mary twin system is denoted by a dotted line),
(b) image quality map. (For interpretation of the
references to color in this figure legend, the
reader is referred to the web version of this ar-
ticle.)
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Fig. 8. Stereographic projection of the orientations obtained in Fig. 7a (Eu-
lerian angles in Bunge notation) including the possible twin plane normals from
the cross section highlighted by dotted lines. Triangles denote crystallographic
directions and squares denote plane normals. The identified twin rotation axis
(001) is highlighted in bold and intersects with the possible twin plane normal.

These values usually imply dislocation glide and climb controlled creep
which electron microscopy now substantiates. Measured and reported
activation energies for creep at the minimum creep rate
(Q =321 * 26kJ/mol [3]) and at 4% creep strain which is beyond
the minimum (Q = 338 = 21 kJ/mol [3]) are however more difficult
to associate with deformation microstructure. This is due to multiple
microstructural features such as co-existing phases and their lamellar
morphology, interfaces and colony boundaries participating collec-
tively in creep. Such a hierarchical microstructure leads to in-
homogeneous strain distribution and plastic flow in one or more phases
within the colonies, possible lamellar interface sliding, and dynamic
recovery of the constituent phases in the vicinity of colony boundaries
exacerbating the situation, thereby precluding a meaningful mechan-
istic description of the apparent activation energy.

We further examine the observed creep response in Fig. 1a and b in
the context of the creep behavior of single-phase FeAl and FeAl, under
similar conditions (Fig. 12). The single-phase FeAl is significantly
weaker in creep relative to single-phase FeAl, while the minimum creep
rate for the lamellar eutectoid alloy is similar to that for single-phase
FeAl,. The stress exponent of slightly above 3 for FeAl, in Ref. [3] as
well as for FeAl in Ref. [21] indicates dislocation-based creep in both
cases. Even though dislocation creep dominates in both single phase
material, the associated creep transient is rather small (within one
order of creep rate in both cases) suggesting low work-hardening ca-
pacity in either of these phases. In contrast, the eutectoid alloy pos-
sesses a pronounced creep transient (two orders of magnitude in creep
rate). This significant initial decrease in creep rate in the lamellar alloy
is thought to result from the fact that until the minimum creep rate is
reached, FeAl is the primary carrier of plastic deformation by disloca-
tion motion within the lamellar regions. The constraints imposed by the
elastic response of FeAl, in a lamellar morphology discourage the
evolution of plastic strain in FeAl and consequently enhances the work-
hardening rate of the composite. Thus, the reacceleration of creep (and
hence the presence of a minimum in creep rate) is thought to be de-
termined by the onset of plastic deformation of FeAl, as confirmed
experimentally by the appearance of dislocation motion and twinning
in that phase beyond the creep rate minimum. The observed increase in
interfacial dislocation content in the early stages of deformation also
reflects the mechanical incompatibility between these two phases.
Close to colony boundaries where the lamellar structure is absent, FeAl,
subgrains reveal dynamic recovery suggesting previously locally high
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plastic strain gradients (that drives the recovery process locally) pos-
sibly arising from adjacent, differently oriented colonies (Fig. 11b).

With further deformation (beyond the minimum in Fig. 1a and b),
the critical stress for twinning in FeAl, is reached and plastic de-
formation of this phase commences by slip and twinning, reducing the
previous elastic constraint and resulting in an acceleration of creep rate
of the composite. The twins appear to emanate from the FeAl/FeAl,
interfaces, likely encouraged by the local stresses arising from the in-
creased dislocation content at these interfaces. The twin plane in tri-
clinic FeAl, was shown to be of (001) type. EBSD analyses of the de-
formed single-phase FeAl, also confirmed twinning to be an important
deformation mode at 700 °C. An example for a bundle of deformation
twins (note the lenticular shape) is shown in Fig. 13. Several de-
formation twins in various grains were analyzed with respect to their
orientation relation and possible twin plane in a similar manner to the
analysis in Figs. 7 and 8. In all cases, rotations of 179.9-180° about
[102], [5011] as well as [6 0 13] crystallographic directions were iden-
tified. All detected directions are close to each other (maximum de-
viation of 1.5°) and similar to the [I3 0 27] (maximum deviation of 0.9°)
as found for the twins in the crept lamellar material (Figs. 7 and 8).
Furthermore, the observed traces of the twin boundaries on the cross
sections coincide with the potential (001) twinning plane. Therefore, we
conclude that the observed deformation twin systems in the single-
phase material and the lamellar, multi-phase alloy are the same. Dis-
continuities such as the phase boundaries in the lamellar, eutectoid
alloy as well as grain boundaries and cracks in single-phase FeAl, were
found to be favorable twin initiation sites. Thus, the observed en-
hancement in creep rate at the macroscopic level is attributed to the
beginning of significant plastic deformation of FeAl,.

5. Interpretation of the creep response of off-eutectoid Fe-58Al
and Fe-62Al

The microstructural explanation for the creep response of the eu-
tectoid alloy Fe-61Al which has been the focus of this work can also be
extended to off-eutectoid alloys. Thus, the creep response at 700 °C and
a constant stress of 100 MPa for Fe-58Al and Fe-62Al as previously
reported in Ref. [3] are compared to that for the eutectoid alloy Fe-61Al
in Fig. 14. The higher minimum creep rates observed in both Fe-58Al
(FeAl pro-eutectoid phase) and Fe-62Al (FeAl, pro-eutectoid phase)
relative to the eutectoid alloy are of relevance here.

The higher minimum creep rate observed for the Fe-58Al alloy re-
lative to the fully lamellar Fe-61Al alloy is not altogether surprising,
considering there is a substantial amount of the less creep-resistant FeAl
phase present, both, as globular pro-eutectoid FeAl and as constituent
of the eutectoid microstructure within the lamellar morphology [3].
The observation of deformation twins in the FeAl, phase in the Fe-58Al
alloy crept beyond the minimum (Fig. 15a and b) suggests once again
that the minimum can be correlated to the onset of plastic deformation
of FeAlz.

It is, however, rather surprising that the minimum creep rate re-
corded for the Fe-62Al is higher than that of the eutectoid alloy
(Fig. 14) since the pro-eutectoid phase is FeAl, which is more creep
resistant than FeAl (Fig. 12). A careful examination of the micro-
structure of a Fe-62Al specimen crept beyond the minimum (Fig. 15¢
and d) confirms: (i) the presence of a continuous network of FeAl
around individual blocks of FeAl, and (ii) the presence of twins within
these FeAl, blocks. Such a continuous network of the weaker FeAl
phase can explain the loss in creep resistance while the presence of
twins in FeAl, is consistent with the assumption that the minimum is
associated with onset of plastic deformation in the FeAl, phase. At
larger strain, Fe-62Al exhibits a lower creep rate relative to Fe-61Al,
suggestive of less microstructure destabilization in the former. This is
likely due to the reduced fraction of lamellar regions (by volume) and
possible rupturing of the continuous network of FeAl due to localized
plastic deformation of the blocky FeAl, by twinning. The twins typically
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Fig. 9. SEM micrographs of the 50 h crept sample: (a) the lamellae in the colony are still straight and fine whereas, and (b) substantial degradation of the lamellar
structure is evident in the vicinity of colony boundaries. TEM bright field images of the same sample: (c) in the vicinity of a colony boundary showing subgrains in
both phases and lamellar morphology breakdown, and (d) twins in FeAl, and sliding along the twin boundary indicated by steps (highlighted by arrows). The
measured average dislocation spacing is comparable to the specimen crept for 12.5 h; an example shown in (e) (an interface dislocation is highlighted by an arrow).

9

W

5um
//11//1[

Fig. 10. (a) SEM micrograph of a 50 h at 700 °C heat-treated material and (b) a higher magnification of a colony boundary from (a).

terminate at the FeAl/FeAl, interface which results in localized de- 6. Conclusion

formation of FeAl (highlighted with white arrows in Fig. 15c¢). Hence,

the surrounding continuous FeAl phase will break off and consequently The underlying mechanism(s) governing the isothermal creep re-
more continuous regions of pro-eutectoid FeAl, prevail. sponse at 700 °C and 100 MPa of eutectoid FeAl/FeAl, with a lamellar

microstructure has/have been revealed by using electron microcopy to
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Fig. 11. Schematic illustration of (a) the colony shape change associated with creep deformation and the associated elongation and rotation of the lamellae and (b)
two adjacent colonies exhibiting a “soft” and “hard” orientation relative to the loading axis, resulting in a locally high, plastic strain gradient.
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Fig. 12. Creep curves of single-phase FeAl and FeAl, as well as fully lamellar
Fe-61Al at 700 °C and an applied true stress of 100 MPa [3].

FeAl,

(010)

center I [001]

Fig. 13. Orientation imaging microscopy by EBSD on a cross section of crept,
single-phase FeAl, alloy at 700 °C with an applied stress of 100 MPa showing
the matrix grain in blue and yellow-colored deformation twins (color-coding
according to the inverse pole figure of the compression direction in the inset).
(For interpretation of the references to color in this figure legend, the reader is
referred to the web version of this article.)

comprehensively characterize the deformed structure.

Within an individual colony, plastic deformation of FeAl dominates
the early stages of creep prior to reaching a minimum creep rate while
FeAl, exhibits elastic response. An increase in interfacial dislocation
density accompanies this process. A minimum in creep rate signals the
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Fig. 14. Creep curves for off-eutectoid Fe-58Al and Fe-62Al as well as the fully
lamellar, eutectoid Fe-61Al at 700 °C and an applied stress of 100 MPa [3].

commencement of the plastic deformation of FeAl,, which deforms by
slip and deformation twinning with (001) twin plane. This results in an
increase in the creep rate. In the vicinity of the colony boundary, in-
compatibility resulting from lamellar misorientation between adjacent
colonies results in localized plastic deformation that is manifested
through dynamic recovery. This localization process eventually (with
increasing global strain) leads to lamellae bending and fragmentation
causing microstructural degradation and loss in creep resistance. It was
possible to use these microstructural progressions to explain the ex-
perimentally observed creep response of off-eutectoid alloys as well.
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