
applied  
sciences

Article

Using the Instrumented Indentation Technique to Determine
Damage in Sintered Metal Matrix Composites after
High-Temperature Deformation

Alexander Smirnov * , Evgeniya Smirnova, Anatoly Konovalov and Vladislav Kanakin

����������
�������

Citation: Smirnov, A.; Smirnova, E.;

Konovalov, A.; Kanakin, V. Using the

Instrumented Indentation Technique

to Determine Damage in Sintered

Metal Matrix Composites after

High-Temperature Deformation.

Appl. Sci. 2021, 11, 10590. https://

doi.org/10.3390/app112210590

Academic Editor: Myoung-Gyu Lee

Received: 18 October 2021

Accepted: 8 November 2021

Published: 10 November 2021

Publisher’s Note: MDPI stays neutral

with regard to jurisdictional claims in

published maps and institutional affil-

iations.

Copyright: © 2021 by the authors.

Licensee MDPI, Basel, Switzerland.

This article is an open access article

distributed under the terms and

conditions of the Creative Commons

Attribution (CC BY) license (https://

creativecommons.org/licenses/by/

4.0/).

Institute of Engineering Science, UB RAS, 34 Komsomolskaya St., 620049 Ekaterinburg, Russia;
evgeniya@imach.uran.ru (E.S.); avkonovalov@mail.ru (A.K.); kanakin.v.s@google.com (V.K.)
* Correspondence: smirnov@imach.uran.ru

Abstract: The paper shows the applicability of data on the evolution of the elastic modulus measured
by the instrumented microindentation technique to the determination of accumulated damage in
metal matrix composites (MMCs) under high temperature deformation. A composite with a V95
aluminum alloy matrix (the Russian equivalent of the 7075 alloy) and SiC reinforcing particles is
used as the research material. The metal matrix composite was produced by powder technology.
The obtained results show that, under macroscopic compression at temperatures ranging between
300 and 500 ◦C, the V95\10% SiC MMC has the best plasticity at 300 ◦C. At a deformation temperature
of 500 ◦C, the plastic properties are significantly lower than those at 300 and 400 ◦C.

Keywords: damage; elastic modulus; microindentation; metal matrix composite; high temperatures;
aluminum; 7075 alloy

1. Introduction

Practical problems of materials processing by plastic deformation often require dam-
age criteria and damage models, with the help of which it would be possible to assess the
deformation ability of materials in various technological processes [1–5]. After thermo-
mechanical deformation, damage models are most often experimentally identified and
verified on the basis of density measurements of deformable material specimens [6–9],
metallographic analysis [6,8,10,11], computed tomography [12,13], as well as on the basis of
measurements of physical characteristics implicitly dependent on metal imperfection, such
as the elastic modulus [8,10,13], hardness [10,14], electrical resistance [8,10,15], acoustic
emission characteristics [8,16], and heat dissipation [17–19].

Under severe plastic deformation of specimens, an inhomogeneous stress-strain state
is formed due to the loss of specimen stability. A neck is formed during tensile tests, and a
barrel is formed during compression tests. This is especially evident at high temperatures,
when lubricant effectiveness is greatly reduced, thus making the specimen barrel-shaped.
In this case, the stress state and accumulated strain in the specimen strongly depend on the
area under consideration. The smallest strain is concentrated at the specimen–die contact,
the largest strain being found in the specimen center. Under certain conditions, the sign
of the stress-state factors on the specimen side surface can reverse. Therefore, the level
of accumulated damage in a specimen is significantly heterogeneous in volume, and the
use of macro-level tests for determining the relation of accumulated material damage to
external thermomechanical effects may lead to a significant error. As a result, micro-level
testing is required to find the relationships between the stress-strain state history and
material damage.

Methods for determining damage at the micro-level are based on data of metallo-
graphic analysis, computed tomography, hardness and elasticity measurements. The
former two methods are direct methods for measuring damage, and they are theoretically
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the most accurate. However, their practical application is inconvenient. In the metallo-
graphic method, it is rather difficult to prepare a thin section where there would be no
particles of the composite matrix or the alloy phase, which result from mechanical grinding
and polishing. Besides, microcracks and micropores are polished out during thin section
preparation. Another methodological difficulty of the metallographic technique is the
lack of reliable methods for detecting all submicropores and submicrocracks, as well as all
micropores and microcracks. At the moment, the only drawback of the technique based
on computed tomography data is the resolution of computer tomographs, which allow
us to detect reliably defects with a linear size of above 15 µm in real measurements of
metal-based specimens [12,20].

Methods based on measuring hardness and elasticity by instrumented indentation at
the micro-level avoid the disadvantages of the metallographic technique; however, they
have a number of other significant problems [13,21]. As shown in [13], the technique based
on hardness measurements cannot be used to calculate damage in metallic materials due to
the presence of competitive processes associated with hardening and softening as a result
of increasing material damage by defects. Damage determination based on elastic modulus
measurements is devoid of the disadvantages of the metallographic technique caused by
polishing out submicroscopic and microscopic material defects, as well as by their detection
methods. Besides, the elastic modulus is weakly affected by relaxation processes and by
grain shape and size [22,23]. Nevertheless, as shown in [13,21], the determination of the
elastic modulus in metallic materials at the micro-level by the Oliver-Pharr method has
a number of methodological difficulties, such as the effect of texture evolution on the
elastic modulus, phase transformations during deformation and the appearance of residual
stresses in materials, as well as the necessity to produce specimens with a surface plane
perpendicular to the indenter. The latter problem is fairly easy to solve, but the issues
related to the effect of residual stress formation, as well as texture and phase evolution,
on the elastic modulus cannot be easily resolved since these characteristics represent the
state of the material after deformation. The authors of [24] solved these problems for
the DP600 steel using heat treatment of the specimen, which included recrystallization
and recovery. Due to the thermal effect on the steel, they were able to restore the initial
grain microstructure and texture and to remove residual stresses. At the same time,
based on the metallographic method, the authors found that the density of specimen
defects remained unchanged. This allowed them to determine specimen damage using the
instrumented indentation technique. It was reported in [24] that this technique is laborious.
Besides, thermal effects reduce material damage [9,25], thus generally making it impossible
to use heat treatment to determine specimen damage proceeding from data on elastic
modulus evolution.

At high deformation temperatures, relaxation processes associated with dynamic re-
covery and recrystallization occur in metal materials. This forms new grains and decreases
texturization and residual stresses [26–29]. Thus, the deformation of metal materials under
conditions of dynamic structure formation can form material microstructure suitable for
the determination of damage in metallic materials from microindentation data.

Numerous studies have reported on the effect of thermomechanical conditions on
damage accumulation [9,25,30–33] and damage healing [9,25,34,35] in metals and alloys in
terms of both the mechanics of solids [9,25,31–33] and physical material science [25,30,34].
Unlike the case with alloys, interface boundaries between the phase constituents of metal
matrix composites act more clearly as sources for the formation of discontinuities and
barriers for micro- and macrocrack growth. As a result, the models relating the history of
changes in temperature and the stress-strain state to damage accumulated in a metal matrix
composite due to the presence of reinforcing particles may in general differ from previously
constructed models for alloys. A limited number of studies deal with this problem [36–39],
and this makes it relevant to study damage evolution in metal matrix composites under
various thermomechanical conditions. The goal of this article is to evaluate the applicability
of data on elastic modulus evolution at the micro-level to the study of damage in metal
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matrix composites under high-temperature deformation conditions. The best type of metal
matrix composites used to estimate the damage measuring method is a composite produced
by powder technology since microcracks can be much more easily detected in it than in
a composite made by liquid-phase technology. This is what determined the choice of the
method of composite manufacturing.

2. Material and Research Methods

The V95\10% SiC aluminum matrix composite and the V95\0% SiC material were
manufactured using powder metallurgy technologies with and without the addition of
reinforcing particles, respectively. The V95\10% SiC and V95\0% SiC materials were not
extruded after sintering. The size of the used SiC particles with an average diameter of
3.0 ± 0.5 µm corresponded to F1200 (FEPA-Standard 42-2:2006). The V95 alloy powder
particles had a shape close to a solid sphere. The particle diameter ranged between 1 and
60 µm. The V95 alloy (similar to the 7075 aluminum alloy in the chemical composition)
had the following chemical composition, wt%: Al 89.73, Zn 5.72, Mg 1.95, Cu 1.71, Mn 0.34,
Fe 0.26, Cr 0.14, Ni 0.06, Si 0.05, Ti 0.05, and Zn 0.02. Raw material constituents of the
V95\10% SiC MMC and the V95\0% SiC material were mixed by a vibromixer. Sintering
was carried out at 470 ◦C for 60 min. The sintering pressure was 30 MPa. There were no
additives for modifying the surface of the SiC particles.

Particle examination and fracture surface analysis after specimen deformation were
performed using a Vega II Tescan scanning electron microscope. The microstructure of the
specimens before deformation was studied by the electron backscatter diffraction (EBSD)
technique using a Vega II Tescan scanning electron microscope with an EBSD Oxford HKL
NordlysF+ analysis accessory. Figure 1 shows the SEM image and the EBSD image of the
matrix of the V95\10% SiC metal matrix composite and the V95\0% SiC material after
sintering. When constructing EBSD images, we assumed that high-angle boundaries had a
misorientation of more than 15◦ and that the low-angle boundaries were in the range from
2 to 15◦. The grain boundaries in the EBSD images are black, and the low-angle boundaries
are shown in gray. Dark spots on the EBSD images correspond to places where it was
impossible to determine the orientation of the matrix lattice, and they generally correspond
to areas with a large accumulation of SiC particles.
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Figure 1. An SEM image of the microstructure of the V95\10% SiC metal matrix composite (a); An EBSD image of
V95\10% SiC (b) and V95\0% SiC sintered powder (c).

The scanning pitch in the EBSD analysis was 0.3 µm. The size of the scanned area was
300 × 200 µm. For EBSD analysis and search for pores and microcracks, the specimens
were first mechanically polished. Then, they were ion-polished by a Linda SEMPrep2 ion
milling device for 30 min at an accelerating voltage of 10 kV with the angle of specimen
inclination to the ion beam equal to 7◦.

Cylindrical specimens were tested for compression and tension in the Instron 8801 servohy-
draulic experimental system. The compression specimen had a diameter of d0 = 6± 0.05 mm
and a height of h0 = 9± 0.05 mm. The cylindrical tensile specimen had the following dimen-
sions: d0 = 5± 0.05 mm and the length of the working part l0 = 25± 0.1 mm. In compression
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tests, a graphite-based lubricant was used to reduce friction between the punch and the speci-
men. The lubricant provided the coefficient of Coulomb friction between the punch and the
aluminum alloys equal to 0.09 at 300 ◦C; at temperatures of 400 and 500 ◦C, the coefficient of
friction was 0.1 and 0.13, respectively. After the test, despite lubrication, the specimen became
barrel-shaped (Figure 2) in the entire deformation temperature range. In order to determine
the stress-strain state evolution in the specimen during the test, its computational model was
constructed and solved by the finite element method in the DEFORM program. An isothermal
viscoplastic model with isotropic strain hardening was adopted for the specimen material.
The flow stress was set in tabular form based on cylindrical specimen compression testing
(see Figure 3a). The calculations were performed under the assumption of the axisymmetric
stress-strain state in the deformation center and deformation symmetry about the horizontal
geometric symmetry axis of the specimen (see Figure 3b). Thus, only a quarter of the specimen
cross-section was simulated. The simulation was performed in accordance with experimental
conditions of specimen loading, when the punch movement speed Vy(t) was constant and
equal to 1.19 mm/s. It was assumed that the friction between the specimen and the punch
followed Coulomb’s friction law and depended on temperature. In the simulation of specimen
deformation at a temperature of 300 ◦C, the Coulomb friction coefficient was set to 0.09, and at
temperatures of 400 and 500 ◦C it was equal to 0.1 and 0.13, respectively.
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Figure 3. The dependences of flow stresses on strain (a) for 300 ◦C (green curve), 400 ◦C (blue curve),
500 ◦C (red curve) and strain rates ranging between 0.1 and 10 s−1, as well as the finite element grid
used for the simulations (b).

Indentation experiments were made in a Hysitron TI 950 nanomechanical testing
device using a Berkovich indenter. A restriction was set on the movement of the indenter
into the specimen. The indenter penetration and lifting rate was 0.5 µm/s, the holding time
under load was 0 s. At this loading form, the device was tested on standard calibration
samples made of fused quartz and monocrystalline aluminum.
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After compressions, the specimens were indented in the zone close to the side surface
on the thin sections after mechanical and ion polishing. The plane of the thin section
was parallel to the direction of the compression axis, and it passed through the specimen
symmetry axis (see Figure 2).

Material density was determined by the hydrostatic method according to ASTM
B311-13 by weighing the specimens in air and in distilled water. The weighing was made
on an Ohaus Pioneer PA 214 analytical balance. Table 1 shows the densities of the materials,
as well as their porosity for the V95\10% SiC metal matrix composite and the V95\0% SiC
material. The theoretical density ρth

MMC of the V95\10% SiC MMC was calculated according
to the mixture rule. The porosity PMMC of the V95\10% SiC MMC was calculated by
the formula

PMMC =

(
1−

ρ
exp
MMC

ρth
MMC

)
· 100%,

where ρexp
MMC is the experimentally determined density of the V95\10% SiC metal matrix

composite; ρth
MMC is the theoretically calculated density of V95\10% SiC.

The porosity PCM of the V95\0% SiC material was calculated by the formula

PCM =

(
1−

ρ
exp
CM

ρ
exp
M

)
· 100%,

where ρexp
CM is the experimentally determined density of the V95\0% SiC material; ρexp

M is
the experimentally determined density of the V95 alloy.

Table 1. The density and porosity of the materials.

Material
Density, g/cm3

Porosity, %
Experimental Calculated

V95\10% SiC 2.85 2.86 0.30
V95\0% SiC 2.81 - 0.12

V95 alloy 2.82 - -

3. Methodology for Measuring Damage in a Metal Matrix Composite and Discussion
of Results
3.1. The Mechanism of Fracture in the Sintered V95\10% SiC Metal Matrix Composite

In order to determine the effect of reinforcing particles on the fracture mechanism in
the V95\10% SiC metal matric composite, cylindrical specimens made from the V95\0% SiC
material and the V95\10% SiC metal matrix composite were tensile tested at room temper-
ature. The results of the mechanical tests are shown in Figure 4a. The figure shows that the
strain to fracture of the composite is higher than that of the sintered material under exter-
nal tensile stresses at room temperature. The fracture of both materials occurs along the
interface boundaries rather than in the material matrix (see Figure 4b,c). A similar fracture
of the composite occurs under compressive stresses, this being clearly demonstrated by
the composite fracture surface in compression tests of the cylindrical specimens at room
temperature (see Figure 5). Figures 4c and 5b show SEM images of the fracture surface with
a superimposed maps of the distribution of SiC particles and the composite matrix, which
were constructed based on EDS analysis. In these figures, the SiC particles are highlighted
in green and the matrix is orange.
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Figure 4. The strain dependence of flow stress under tension at room temperature (a); the fracture surface after the
tension of the V95\0% SiC sintered material (b) and the V95\10% SiC metal matrix composite (c): orange—the matrix;
green—SiC particles.
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Figure 5. The strain dependence of flow stress under compression (a) and the fracture surface of
the compressed V95\10% SiC metal matrix composite at room temperature (b): orange—the matrix;
green—SiC particles.

The revealed deformation behavior of the metal matrix composite can be explained
by the fact that the interface boundaries between the matrix and a reinforcing particle,
as well as the interface boundaries among the matrix particles, were the main centers
of fracture. The fracture of the composite did not occur in one stage; it resulted from
gradual damage accumulation in the material leading to the appearance of macrocracks
and subsequent fracture. According to the general ideas of the mechanisms of metallic
material fracture [9,33,40], the fracture of the composite under study can be divided into
three stages. At the first stage of the fracture of the V95\10% SiC MMC, submicropores
and submicrocracks occur both inside the composite matrix and at the particle interface
(see Figure 6, stage I). The composite matrix is plastically deformable and fails by ductile
fracture (see Figure 7); therefore, in addition to the formation of new submicropores
and submicrocracks in the matrix, the submicropores coalesce and previously formed
submicrocracks become blunted, thus turning into submicropores. Then, with a significant
deformation of the matrix, the submicropores coalesce, with the subsequent appearance of
micropores and ductile microcracks. In parallel with increasing damage in the matrix, the
stage of isolated development of microcracks occurs at the interfaces (see Figure 6, stage
II). At this stage, sharp wedge-shaped microcracks quickly reach a critical value, above
which their development requires no increase in external stresses (self-similarity). The
growing microcrack runs into a barrier represented by a reinforcing particle or a matrix
particle. A microcrack can overcome this barrier only with an increase in external stresses
(see Figure 6, stage III); the microcracks coalesce thereafter to form a crack, and this leads
to the final fracture of the composite along the interface boundary.
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3.2. Damage Measurement Technique

The main non-damage-induced influences on the elastic modulus in metallic materials
are texture change, residual stress formation, and phase composition evolution. In order to
determine whether an oriented texture was formed in the composite during deformation,
EBSD analysis was performed on the V95\10% SiC MMC specimens after deformation
at temperatures ranging from 300 to 500 ◦C. Figure 8 shows images of {100} pole shapes,
as well as EBSD images of the specimens before and after deformation in the presence of
macrocracks on the side surface. This figure shows that the shape of the grains inside the
matrix particles remains close to equiaxed although the matrix particles as wholes stretch
along the material flow direction. This behavior of the material matrix is attributable to the
active process of dynamic recrystallization, which causes the formation of new grains. In
its turn, the dynamic recrystallization process in the matrix is responsible for the absence
of a predominant lattice orientation. Thus, we can say that the formed microstructure of
the matrix will have no effect on the measured elastic modulus.
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V95\10% SiC metal matrix composite.

Figure 9 shows microcracks formed at the interparticle boundary in the V95\10% SiC
MMC before the appearance of macrocracks on the side surface of the specimen due to
compressive plastic deformation. The elastic modulus of the material must decrease due
to microcracking, and this can be detected via instrumented indentation by pressing a
diamond indenter into the material.

When the indenter is pressed into the metal matrix composite, the indentation diagram
is affected by both the composite matrix and the reinforcing particles. Under low loads,
the indenter penetrates either only into the matrix or only into the reinforcing material,
and this causes a large scatter in the indentation diagrams [41,42]. As the load gradually
increases, this scatter decreases and reaches a certain threshold value, which is determined
by the variation of the macroscopic properties of the specimen and by the measurement
error of the device. The correctness of using the technique for determining damage by the
indentation technique requires that the volume of the deformed material under the indenter
exceed the minimum material volume (representative volume) containing the number of
the carriers of the structural phase state sufficient for a statistical description of the material
state. Reinforcing particles, matrix phases and interphase boundaries, matrix grains and
subgrains, etc. act as such carriers in metal matrix composites. The representative volume
during indentation, as well as the determined value of the elastic modulus, depends on
the indenter depth. The variation coefficient δ was chosen as a measure of the relative
variation of the reduced elasticity modulus, and the penetration depth dependence of
the variation coefficient δwas plotted thereafter. Such dependences for the V95\10% SiC
MMC are shown in Figure 10a. This figure demonstrates that the detected reduced elastic
modulus for the composite remains unchanged at indenter penetration depth exceeding
12 µm. Thus, for the correct determination of the local value of the reduced elastic modulus
for the whole composite, not its structural components, the indenter penetration depth
must exceed 12 µm. In order to meet this requirement, all further micromechanical tests
aimed at the determination of the reduced elastic modulus were performed at an indenter
penetration depth of 15 µm. Typical images of indents on the specimens at this penetration
depth are shown in Figure 10b.
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Figure 9. The microstructure near the side surface of the sintered V95/10% SiC MMC specimen after
compression at temperatures of 300 ◦C and DE = 0.28 (a), 400 ◦C and DE = 0.27 (b), 500 ◦C and
DE = 0.28 (c,d). The images were obtained from a longitudinal thin section with a plane passing
through the symmetry axis of the specimen (see Figure 2).
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Figure 10. The penetration depth dependence of the variation coefficient δ for the V95\10% SiC
MMC (a) and a typical image of an indent on the specimens (b) at an indenter penetration depth
of 15 µm.

Figure 11 shows the behavior of the reduced elastic modulus E∗ on the side surface of
the metal matrix composite specimen depending on specimen strain ε at test temperatures

of 300, 400 and 500 ◦C. The strain at each time t is calculated by the formula ε =
√

2
3 eijeij,
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where eij denotes strain tensor deviator components determined from the results of the
finite element simulation of cylindrical specimen compression (see Section 2). The data in
Figure 11 show that the value of E∗ decreases with increasing strain. For temperatures of
300 and 400 ◦C, as soon as the strain reaches the value ε = 0.65, there is a sharp decrease
in the reduced elastic modulus E∗. At a temperature of 500 ◦C, this occurs as early as
at ε = 0.4. Figure 9 shows the microstructures of the composite specimens in the region
close to the side surface. These microstructures were obtained after compression to the
strain ε = 0.76 at temperatures of 300 and 400 ◦C and ε = 0.59 at a temperature of 500 ◦C.
As seen from this figure, the microstructures of the specimens before fracture are similar
to each other. For all the test temperatures, the specimens have plenty of microcracks
at the interparticle boundaries and micropores inside the matrix. Further deformation
of the specimens leads to the appearance of macrocracks on the side surface at ε = 0.78
for temperatures of 300 and 400 ◦C. For a temperature of 500 ◦C, macrocracks appear at
ε = 0.63. Figure 9c shows a cavity defect on the specimen side surface, which may come
out to the surface and develop into a macrocrack with further specimen compression.
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Figure 11. The strain (ε) dependence of the reduced elastic modulus E* for the V95\10% SiC MMC
specimen at 300, 400 and 500 ◦C, the dependence being valid for the zone near the side surface of the
specimen (see Figure 2).

Material damage DE is here considered to mean a measure that characterizes the
degree of strain-induced material defectiveness. At the same time, the value of material
damage is equal to 0 prior to deformation. At the time of macrocrack formation, damage
takes the value equal to 1. In order to determine the moment of macrocracking, the
specimens were deformed to different strains, and the moment of macrocrack appearance
was determined iteratively. The presence of a macrocrack was detected by means of an
optical microscope with ×20 magnification.

The parameter DE is calculated by the formula found in [7],

DE = 1− Ecur

Ein
(1)

where Ein is the elastic modulus of the specimen in the initial (undeformed) state; Ecur is
the elastic modulus of the specimen before macrocracking, i.e., at a current value of strain ε.
The data obtained by the instrumented indentation technique do not allow us to determine
the elastic modulus directly. The reduced elastic modulus E∗ is calculated from the results
of instrumented indentation, which is related to the elastic modulus E by the following
formula (ISO 14577-1-2002):

E =
1− (νs)

2

1
E∗ −

1−(νi)
2

Ei

(2)

where νs is Poisson’s ratio for the test specimen; νi is Poisson’s ratio for the indenter, which
is equal to 0.07 for diamond (ISO 14577-1-2002); E∗ is the reduced elastic modulus of the
test specimen; Ei is the elastic modulus of the indenter, which is equal to 1.14 · 106 N/mm2
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for diamond (ISO 14577-1-2002). Using the relation between the elastic modulus and
the reduced elastic modulus represented by Equation (2) and then substituting it into
Equation (1), we obtain the following formula for calculating material damage:

DE =
Ei ·

(
E∗in − E∗cur

)
E∗in ·

(
Ei +

(
E∗cur · ν2

i − E∗cur
)) (3)

According to the technique described above, the DE− ε dependencies for the V95\10% SiC
metal matrix composite deformed at temperatures of 300, 400, and 500 ◦C were obtained
for the zone near the side surface of the specimen (see Figure 12). The last point on each
DE − ε curve is marked with a cross; it corresponds to the state of the specimen with a
macrocrack detected on the side surface, and this corresponds to damage equal to 1.
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Figure 12. The strain (ε) dependence of accumulated damage DE for the V95\10% SiC MMC in the
zone near the side surface at 300, 400, and 500 ◦C (see Figure 2).

Figure 12 shows that the beginning of damage accumulation in the composite belongs
to the strain range from 0.2 to 0.3 and increases with deformation temperature. The results
of damage accumulation indicate that the slowest damage accumulation occurs at 300 ◦C,
that it is more rapid at 400 ◦C and the most rapid at 500 ◦C. The history of changes in the
stress state is one of the factors affecting damage accumulation. In this paper, the stress
state coefficient k and the Lode-Nadai coefficient µσ are used as the stress state indices.
They are calculated by the following formulas:

k =
σ

T
and µσ = 2

σ22 − σ33

σ11 − σ33
− 1,

where σ = 1
3 (σ11 + σ22 + σ33) is the average normal stress; T =

√
0.5σ′ijσ

′
ij is the intensity

of tangential stresses; σ′ij are the stress deviator components; σ11, σ22, σ33 are principal
stresses. The stress state indices are calculated from finite element method computer
simulation of specimen compression under conditions of the axisymmetric stress-strain
state (see Section 2).

Figure 13a,b show changes in the stress state indices k and µσ on the side surface of
the specimens during testing at three test temperatures. The difference from the values
k = − 1√

3
and µσ = +1, which are typical for uniaxial compression conditions, is caused

by the curvature of the side surface of the specimens under compression due to the action
of friction forces on the contact surfaces. It is obvious from these figures that, even though
the most favorable conditions of the stress state at the time of macrocracking on the
lateral surface of the specimen exist at 500 ◦C, the composite demonstrates significantly
lower plasticity at this temperature. At this temperature, the strain to fracture on the side
surface of the specimen is the lowest and equal to 0.63, and it is 0.78 for test temperatures
of 300 and 400 ◦C (see Figure 13c). Despite the same accumulated strain to fracture at
300 and 400 ◦C, the composite was deformed at a temperature of 300 ◦C under worse stress
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conditions (see Figure 13). This allows us to assume that the V95\10% SiC metal matrix
composite has better plastic properties at 300 ◦C than at the other two temperatures.

Appl. Sci. 2021, 11, x FOR PEER REVIEW 12 of 14 
 

perature softening of the V95 alloy. This fact may explain the identical strains of the com-
posite at 300 and 400 °C despite the more rigid stress state at 300 °C. The same reason can 
explain a significant decrease in plastic properties at 500 °C. 

 
Figure 12. The strain ( ε) dependence of accumulated damage ED  for the V95\10% SiC MMC in 
the zone near the side surface at 300, 400, and 500 °C (see Figure 2). 

  

 
Figure 13. The strain ( ε ) dependence of the stress state indices σμ  (a) and k  (b) in the zone near the side surface of the 
specimen (see Figure 2) for a temperature range of 300 to 500 °С; the accumulated strain field ε  (c) at the time of mac-
rocracking on the side surface of the V95\10% SiC MMC specimens at temperatures ranging from 300 to 500 °С. 

4. Conclusions 
1. A mechanism of damage accumulation in a sintered V95\10% SiC metal matrix com-

posite has been proposed. The mechanism consists of a three-stage accumulation of 
defects on the interphase boundaries and inside the composite matrix. 

2. The applicability of data on elastic modulus evolution obtained from instrumented 
microindentation in order to determine damage in sintered metal matrix composites 
after high-temperature deformation has been exemplified by the V95\10% SiC metal 
matrix composite. The correctness of using the technique for determining damage by 
indentation requires that the possible effect of residual stresses and texture be taken 
into account and that the volume of the deformed material under the indenter exceed 
the minimum material volume (the representative volume) containing a sufficient 
number of carriers of the structural phase state for a statistical description of the ma-
terial state. 

0.2 0.4 0.6 0.8 1.0
0.0

0.2

0.4

0.6

0.8

1.0

D
am

ag
e

Strain

Macrocrack 300 oC 

500 oC 
400 oC 

0.0 0.2 0.4 0.6 0.8 1.0
-1.00

-0.75

-0.50

-0.25

0.00

0.25

0.50

0.75

1.00

μ σ

Strain

300 oC 

500 oC 
400 oC 

(a)

0.0 0.2 0.4 0.6 0.8 1.0
-0.6

-0.4

-0.2

0.0

0.2

0.4

0.6

K

Strain

300 oC 

500 oC 
400 oC 

(b)

Figure 13. The strain (ε) dependence of the stress state indices µσ (a) and k (b) in the zone near the side surface of
the specimen (see Figure 2) for a temperature range of 300 to 500 ◦C; the accumulated strain field. ε (c) at the time of
macrocracking on the side surface of the V95\10% SiC MMC specimens at temperatures ranging from 300 to 500 ◦C.

As shown above, the fracture in the composite under study occurs along the interphase
boundary. Reinforcing particles and matrix zones with high interparticle contact strength
are barriers for the growth of microcracks (see Section 3.1). As the temperature increases,
the strength of the interparticle contact in the matrix decreases due to the temperature
softening of the V95 alloy. This fact may explain the identical strains of the composite at
300 and 400 ◦C despite the more rigid stress state at 300 ◦C. The same reason can explain a
significant decrease in plastic properties at 500 ◦C.

4. Conclusions

1. A mechanism of damage accumulation in a sintered V95\10% SiC metal matrix
composite has been proposed. The mechanism consists of a three-stage accumulation
of defects on the interphase boundaries and inside the composite matrix.

2. The applicability of data on elastic modulus evolution obtained from instrumented
microindentation in order to determine damage in sintered metal matrix composites
after high-temperature deformation has been exemplified by the V95\10% SiC metal
matrix composite. The correctness of using the technique for determining damage by
indentation requires that the possible effect of residual stresses and texture be taken
into account and that the volume of the deformed material under the indenter exceed
the minimum material volume (the representative volume) containing a sufficient
number of carriers of the structural phase state for a statistical description of the
material state.

3. The strain dependences of damage for temperatures ranging from 300 to 500 ◦C have
been obtained for the V95\10% SiC MMC. It has been shown that the best plasticity
of the composite under compression conditions at the macro-level is observed at a
temperature of 300 ◦C. At a deformation temperature of 500 ◦C, the plastic properties
significantly decrease from those at 300 and 400 ◦C.
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