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Abstract
In this study, TiNiAl-SiC composites (TMCs) containing 1, 3, and 6 wt% SiC were prepared by spark plasma sintering (SPS)
process using heating rate of 100 °C/min, at 800 °C, and sintering pressure of 40 MPa, and holding time of 10 min. Phase
identification was carried out on TiNiAl-SiC composites by X-ray diffraction technique. Microstructure and elemental analyses
were done with a scanning electron microscope (SEM) and energy dispersive X-ray (EDS) spectroscopy. SEM micrographs
showed pronounced grain boundary interaction between the SiC and the TiNiAl matrix with increase wt% SiC. The results from
the mechanical characterization generally showed enhancement in hardness, tensile strength, yield strength, and wear. At 6 wt%
SiC, the optimum values of 2852 MPa, 930.46 MPa, and 673.02 MPa were established for hardness, tensile strength, and yield
strength, respectively. Also, TiNiAl-SiC composite with 6 wt% SiC presented the best frictional profile with the highest resisting
power due to the lowest friction coefficient of about 0.4, and the wear rate of 2.18 mm3/m. The absence of grooves in the worn
morphology also confirmed that it has good tribological properties.
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1 Introduction

Titanium, its alloys, and composites have metamorphosed tre-
mendously over the years through advanced powder metallur-
gy, which permits flexible powder design, effective powder
mixing, and synergetic processing conditions. Therefore,
composite with better performance microstructurally and me-
chanically is now possible to be tailor-made for speciality
applications under critical working conditions needed in trans-
port industries like aerospace and automobile. Titanium has
desirable properties of strength to weight ratio, moderate

resistance to high-temperature oxidation, and mitigation of
corrosion as a working horse material in aerospace [1–3].
From the perspective of introducing reinforcement into the
matrix to form titaniummatrix composites, the inherent weak-
nesses of titanium such as poor wear, unimpressive hardness,
high reactivity, and insufficient fatigue strength at high tem-
peratures can be addressed [4]. Reinforcement is generally a
material that assists mechanical performance where it acts as a
second phase. Property profiles such as hardness, high-
temperature resistance, oxidation, creep, and fatigue can be
easily upgraded in the material via reinforcement.

The inclusion of reinforcement material in alloy or metal
matrix produces composite materials by means of synergistic
component interaction. Besides considering temperature, the
composition [5] also plays a role in determining hardness,
toughness, and overall response to application environments.
Reinforcement is always in lower weight percentage in the
metal matrix composite system compared to the bulk matrix,
percentage. Although present in small quantities, the overall
performance properties of the materials are always pro-
nounced. Among the carbides used as sinter additives, SiC is
known by its impressive high hardness and strength fibre/
ceramic properties, chemical and thermal stability, low
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density, and high melting point [6–8]. Several alloys and com-
posites of aluminium [9–11], magnesium [12], and titanium
[13–17] have been satisfactorily fabricated by SiC reinforce-
ment of their matrix [18, 19].

SiC also stands out strongly in its ability to inhibit the
growth of grain and enhance the sinterability of its base ma-
terials [20–22]. Torizuka et al. 1995 successfully used SiC in
the sintering process to improve the sinterability of TiB2 by
eliminating the oxide impurity layer and producing SiO2

glassy crystal phase [23]. Comparative studies conducted by
Johny et al. 2014 concluded that SiC composites have a higher
hardness value than TiB2 [24]. Poletti and Holtl 2010
established that the strengthening by SiC is due to tangible
αmisfit between matrix and particles. According to them, this
is the reason why strengthening by SiC supersede that of TiB
and TiC [14]. Barick et al. 2018 carried out comparative eval-
uations on the microstructural and mechanical properties of
sintered silicon carbide consolidated by various techniques
[25]. Spark plasma sintering (SPS) is a powder metallurgy
processing technique with excellent processing conditions that
accommodates the exceptionally fast heating schedule, which
invariably translates into short sintering time at moderate tem-
perature coupled with short holding time to cool down to
ambient temperature the hot formed composite [26, 27].
Conditions for spark plasma sintering processing facilitate
the development of composites across low and high melting
point powder. Through this processing technique, temperature

sensitive and insensitive powder materials can, therefore, be
easily manufactured.

In this work, SiC particle-reinforced titanium matrix
composites (TiNiAl-SiC) were successfully fabricated
using a novel spark plasma sintering method for powder
metallurgy. The effects of SiC particles additions at dif-
ferent weight percent composition on the microstructures
and composite mechanical properties were carried out. At
the highest weight percentage of SiC reinforcement
(TiNiAl-6 wt% SiC), the best mechanical property pro-
files of hardness, tensile strength, yield strength, and
wear were recorded.

2 Experimental procedure

2.1 Materials

The combined titanium, nickel, and aluminium powders were
selected as matrix while silicon carbide was used as reinforce-
ment. Figure 1 presented their initial SEM powder character-
ization. Table 1 presented their particle size, purity percentage,
and supplier. The composition of silicon carbide and titanium
were varied in the design of powders, while the composition
of nickel and aluminium was kept constant in the matrix as
shown in Table 2.

Fig. 1 SEM images of as purchased powders a SiC, b Ti, c Ni, and d Al
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2.2 Method

2.2.1 Powder preparation

The stoichiometric calculation of the matrix powders (titani-
um, nickel, and aluminium) and reinforcement (silicon car-
bide) was based on the percentage of weight as shown in
Table 2. Powders were brought into homogenization by
mixing in a tubular Shaker Mixer (T2F) at a stable turning
speed of 72 rpm for 12 h.

2.2.2 Composites production

The SiC-reinforced TiNiAl composites were produced using
the spark plasma sintering process. The premixed metal ma-
trix and reinforcement powders were stacked into a ∅30 mm
graphite die with 5 mm powder layer thickness and then
sintered in SPS HPD5, FCT Systeme GmbH at a constant
temperature of 100 °C, the heating rate of 100 °C/min, and
the pressure of 40 MPa. TiNiAl-1% SiC, TiNiAl-3% SiC, and
TiNiAl-6% SiC are the three different composites
manufactured.

2.2.3 Characterizations detail

The metal matrix composite (MMC) hardness was evaluated
using a Future-tech 700 microhardness tester. Before testing,
specimens cut from each composite composition were polished
to obtain a flat and smooth surface finish. A load of 100 gf was
applied on the specimens for 15 s, and standard procedures
were used to evaluate the hardness profile. Multiple hardness
tests were performed on each sample, and the average value

was taken as a measure of the hardness of the specimen. The
TiNiAl–SiC surface morphology at varied wt% of the compos-
ite was captured using TESCAN scanning electron microscope
integrated with an energy dispersive spectroscopy (EDS),
which was used to examine the composite compositions.

The tensile strength and yield strength could not be dem-
onstrated practically due to the size constraint of the SPSed
specimens (∅30 mm). Their hardness values [28, 29] were
calculated using the methods of Cahoon et al. 1971 and
Krishna et al. 2013 respectively as represented by the follow-
ing equations:

Ts ¼ H
2:9

� n
0:217

� �n
ð1Þ

Ys ¼ H
3

� �
0:1ð Þn ð2Þ

where H is the hardness in MPa, n is the strain hardening
coefficient of the material (0.15 for titanium), T is the tensile
strength of the material MPa, and Y is the yield strength of the
material MPa.

The various values calculated for tensile strength and yield
strength from the harness values using these two aforemen-
tioned equations are presented in Table 3.

2.2.4 Tribological analysis

The tribological performances of the unreinforced titanium-
based alloy and the different reinforced titanium matrix com-
posites were analyzed under dry sliding condition using
Universal Tribometer s/n RTEC 2441, USA. For 1000 s, a
load of 20 N was used at a speed of 5 Hz. The samples were
machined to Ø10 mm and length of 10 mm, ground, and
polished to obtain smooth surfaces. The composite samples

Table 1 Physical characteristics
of the matrix and the
reinforcement powders

Powders Particle size (μm) Purity (%) Density (g/cm3) Supplier

SiC ~ 22 99.9 1.6 F.J. Brodman & Co. LLC.

Al 45–90 99.9 2.7 TLS Technik

Ni 45–90 99.9 8.9 TLS Technik

Ti 45–90 99.9 4.5 TLS Technik

Table 2 Mixing ratio of matrix and composite powders

Composite Composition, wt%

Control TiNiAl-1% SiC TiNiAl-3% SiC TiNiAl-6% SiC

SiC – 1 3 6

Al 3 3 3 3

Ni 10 10 10 10

Ti 87 86 84 81

Table 3 Mechanical properties of TiNiAl-SiC composites

Mechanical properties Composition (wt%)

1 3 6

Hardness (MPa) 2342 2595 2852

Tensile strength (MPa) 764.07 846.61 930.46

Yield strength (MPa) 552.67 612.37 673.02

Int J Adv Manuf Technol

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight



wereweighed to obtain the initial weight of the samples before
commencing the test against hard steel alloy of 350 mm.

3 Results and discussion

3.1 Microstructure

The TiNiAl-SiC representative’s microstructures and EDS
mappings of the 1, 3, and 6 wt% SiC-reinforced metal matrix
composites at a constant temperature of 800 °C, 40 MPa pres-
sure, 150 °C/min heating rate, and 10-min holding time are
shown in Figs. 2a, b, 3a, b, and 4a, b, respectively. In the
microstructural view of TiNiAl-1% SiC at 800 °C presented
in Fig. 2a, the black, grey, and white zones are the three dis-
tinct phases represented. The grey areas are dominated by
titanium, while the smaller nickel layers are the scanty white
globular layers. The black zones consisting of the SiC were
mostly distributed within the titanium layer (the bulkiest ma-
trix component) while the nickel layers bury a very scanty
portion. There are clear grain boundaries showing regions

dominated by the mixed matrix as well as atoms sparsely
dispersed around the grain boundaries of the reinforcement
particulates. The atomic constituents of the dissociated SiC
were integrated into the matrix grains and also around the
grain boundaries. These simultaneously enhance the hardness.
The wt% of the reinforcement is a key to the degree of hard-
ness induced and also influence other properties such as ten-
sile strength and yield strength associated with it. The repre-
sentative EDS in Fig. 2b of this SEMmicrograph showed that
SiC reinforced into the bulk titaniummatrix has combine wt%
influence of 0.2 wt% of Si and 50.7 wt% C (i.e. 50.9%). The
composite had a minimum hardness value of 2342 MPa.

Figure 3 a and b showed the micrograph and spot analysis
at 3 wt% SiC reinforcement. From the EDS view of the SEM
image, it is evident that as observed from the distribution of
the SiC atomic constituents over the entire microstructure, the
percentage of reinforcement increased. The spot analysis
showed SiC with richer phases of the constituent atoms
(62 wt% Si + 32.6 wt% C). These dispersed ceramic phases
have grown from the disappearing grain boundaries into the
majority of the matrix, mechanically strengthening them. The

Fig. 2 Descriptive a microstructure and b EDS profile of TiNiAl-1 wt% SiC composite developed at 800 °C

Fig. 3 Descriptive a microstructure and b EDS profile of TiNiAl-3 wt% SiC composite developed at 800 °C
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combined wt% influence of the reinforcement in the matrix
bulk amounts to 94.6%. This resulted in a higher hardness of
2595 MPa.

Figure 4 a and b showed the micrograph profile and EDS
mapping of optimum addition of SiC to form the composite.
This micrograph shows the highest constituents of the SiC
(71.6 wt% Si + 24.3 wt% C). The combined wt% influence
of the reinforcement in the matrix bulk amounts to 95.9% and
the highest hardness value was 2852 MPa. The SEM showed
rich SiC interlock zones along the boundaries of the grain.
Some of the SiC has already formed intermetallic with the
matrix showing the bulk matrix with a slight fade colour

zones. These zones from the XRD phase composition are
confirmed to be titanium matrix composite silicide com-
pounds in various form depending on the degree of interaction
that had taken place.

According to some established studies [9–17], these inter-
metallics are renowned reinforcements in titanium matrix
composites. Equally noteworthy was the trend of atomic spe-
cies of the SiC from the spot analysis was in favour of silicon
while carbon depreciated gradually as seen in the composition
shown in Figs. 2b, 3b, and 4b, respectively.

Figure 5 showed that the OPM of the developed TiNiAl-
SiC samples viewed at a magnification of 500 displayed the

Fig. 5 OPM micrographs of control at 900 °C and TiNiAl-SiC at (a) 1 wt% (b) 3 wt%, and (c) 6 wt%

Fig. 4 Descriptive a microstructure and b EDS profile of TiNiAl-6 wt% SiC composite developed at 800 °C

Int J Adv Manuf Technol

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight

Ali Parsa
Highlight



influence of SiC particulates over the entire microstructures.
The control was sintered at 900 °C and no black SiC precip-
itate was found, but the titanium (greyish region), nickel
(white region), and aluminium matrix formed different zones
and phases.

Figure 5 a–c are representative 800 °C sintered OPM sam-
ples with a different weight percentage of SiC powder rein-
forcement. The reinforcement influence is pronounced around
the grain boundaries with weight per cent increase as shown
particularly in Fig. 5 (b), (c). Since the grain/grain boundary
interaction between the matrix and the reinforcement is pro-
nounced within the bulk composite, the enhanced hardness is
the result of more dislocation restriction created at the inter-
face between the matrix grain and reinforcement. This same
mechanism is also responsible for enhancing yield strength
and tensile strength, which is a bulk material function.

3.2 Phase XRD analysis

Figure 6 displays the control and phases present in the sinter
TiNiAl-SiC composites at 1 wt% SiC, 3 wt% SiC, and 6 wt%
SiC, respectively. The XRD spectra of the composites exhibit
similar peaks but with different phases of intermetallic com-
pounds at the different compositions of the reinforcement. It is

evident that the reinforcement weight percentage influences
the type of intermetallic identified in the spectra.

Noticeable intermetallics which features in the phases iden-
tified by the XRD are responsible for the enhanced mechani-
cal properties at a successive increase in strengthening parti-
cles. These identified phases play a role in contributing to the
mechanical properties. The intermetallic compounds identi-
fied by the phases are a varied combination of the titanium,
nickel, and aluminiummatrix and the SiC reinforcements such
as Ti3SiC2, Ni (TiO3), Ni4Si7Ti4, Ni2Ti4O, AlNi6Si3,
AlTiNiSi, Al5SiC7, and Ni0.35Al 0.3Si 0.35. The synergetic
union and contribution of individual properties of all these
intermetallic in the developed TiNiAL-SiC composites make
it a better material than the conventional individual matrix
elements and reinforcement.

A study showed that these featured intermetallics have a
good combination of properties ranging from electrical to me-
chanical that makes them suitable for tailored applications
where retention of mechanical integrity at elevated tempera-
ture is of optimum importance. Ti3SiC2 intermetallic was
found in the developed composites at the three different wt.
per cent composition of SiC. Ti3SiC2 is ternary-layered car-
bide with a combination of metallic and ceramic properties,
which makes it a proficient material with better thermal and

Fig. 6 XRD spectra of TiNiAl-SiC composites with different wt%
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mechanical properties than titanium metal [30, 31]. Though
similar to titanium in density (4.5 g/cm3), yet has superior
resistance to thermal shock, oxidation resistant, high fracture
toughness, and damage tolerance. Ti3SiC2 has a relatively low
coefficient of thermal expansion (CTE) as well as low

hardness (4 GPa) to elastic modulus ratio, which makes it
readily machinable using regular high-speed tool steel with
minimal or no cooling or lubrication required [32, 33].

In contrast, SiC has high hardness, a high melting point, a
low coefficient of thermal expansion, high mechanical

Fig. 7 Mechanical performance
of TiNiAl-SiC composites at
different wt%

Fig. 8 SEM wear micrographs of control sample and TiNiAl-SiC at (a) 1 wt% (b) 3 wt%, and (c) 6 wt%
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strength, a high elastic modulus, and low toughness [34, 35].
In some studies [36–39], Ti3SiC2 was combined with SiC and
also with some alloys and inorganic ceramics by means of a
synergetic mechanism to enhance the overall properties of the
final material, making it suitable for use in harsher or more
complicated conditions of service.

3.3 Microhardness

Table 3 shows that the hardness value increases as the particle
composition increases from 1 to 6%. Furthermore, the en-
hancement of hardness of the TiNiAl-SiC composites can be
attributed to the homogeneous dispersion of particles, as well
as increasing the wt% of the particulates (Fig. 7). This is in
correlation with Li et al. [40] and Steinman et al. [41]. At 1
wt%, 3 wt%, and 6 wt%, the minimum, intermediate, and
optimum hardness level are 2342 MPa, 2595 MPa, and 2852
MPa, respectively. Between the lowest and the highest loading
of the reinforcement in the developed composite, there was a
significant increase in hardness up to 510 MPa. The hardness
was due to the presence of the intermetallics verified from the
XRD. The tensile strength and yield strength calculated from
Cahoon and Krishna methods in Eqs. 1 and 2 followed the
same trend as the hardness profile with subsequent enhance-
ment as the weight percentage of SiC admixed with the matrix
increases.

3.4 Wear

The same load of 20 N was used for TiNiAl-SiC composites
with varied wt% of the second phase particles. The reinforce-
ment composition controls the wear rate and coefficient of
friction. Higher coefficient of friction was experienced by
the unreinforced alloy (TiNiAl) for all the SPS conditions as
seen in Figs. 8 and 9. Because of this higher friction coeffi-
cient, the unreinforced specimen suffered higher wear rate
than the reinforced composite specimens. The wear

morphologies of the composites were viewed under SEM as
shown in Fig. 9. It was established that the unreinforced
titanium-based alloy experienced plastic deformation due to
friction and heat generation at the sliding surface. As a result,
groves are much pronounced in the control sample. The pres-
ence of significant plastic deformation (worn-out) of the sam-
ple surface observed in the frictional profile was due to the
absence of hard resisting particles of the reinforcement.

With a subsequent increase in the wt% of the reinforcement
particles, the frictional profiles changes. At 1% SiC reinforce-
ment shown in Fig. 8a, though little of the groves are ob-
served, no pronounced plastic deformation occurred. Both
the wear rate and the coefficient of friction got reduced show-
ing the tangible presence of the hard resisting particles of SiC
to plastic deformation, which hinders surface removal of par-
ticles and debris. In the material reinforced with 3% SiC
shown in Fig. 8b, there is a presence of shallow groves and
abrasion resistance due to the increase in the weight percent-
age of the second phase particles. In the sample reinforced
with 6% SiC shown in Fig 8c, there is no evidence of groves
here but more of abrasion scratches and particle clusters,
which mean that this material is a better wear material against
the ball penetration. In conclusion, the more the reinforcement
material in the matrix of TiNiAl, the higher the resistance
power of the composite.

4 Conclusion

The effects of silicon carbide contents on microstructure and
mechanical properties of SPSed titanium-based metal matrix
were studied across different wt% of SiC reinforcement in the
titanium metal matrix (TiNiAl+1, 3, and 6 wt% SiC, respec-
tively). The intermetallic compounds spotted out by the
phases are a varied combination of the titanium, nickel, and
aluminiummatrix and the SiC reinforcements such as Ti3SiC2,

Ni (TiO3), Ni4Si7Ti4, Ni2Ti4O, AlNi6Si3, AlTiNiSi, Al5SiC7,

Fig. 9 Wear rate and coefficient
of friction versus reinforcement
composition
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and Ni0.35Al 0.3Si 0.35. In the developed composites, the syn-
ergistic union and contribution of individual properties of all
these intermetallic make it a better material than conventional
individual matrix elements and reinforcement. With a subse-
quent population of the reinforcement particulates in the ma-
trix network, a profound enhancement of mechanical perfor-
mance was established. This was due to strong bonds formed
as there are more of the reinforcements available for migration
and restriction within and across the grain boundaries. At
6 wt% SiC, the optimum values of 2852 MPa, 930.46 MPa,
and 673.02 MPa were established for hardness, tensile
strength, and yield strength, respectively. Also, TiNiAL-SiC
composite with 6 wt% SiC presented the best frictional profile
with the highest resisting power due to the lowest friction
coefficient of about 0.4, and the wear rate of 2.18 mm3/m.
The absence of grooves in the worn morphology also con-
firmed that it has good tribological properties. The spot anal-
ysis confirmed richer silicon phases and diminishing carbon
phases of the constituent elements as the wt% of SiC in-
creases, i.e. 0.2 wt% Si and 50.7 wt% C, 62 wt% Si +
32.6 wt% C, and 71.6 wt% Si + 24.3 wt% C.
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