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Anromunuesvie eubpuonvie xomnoszumer Al+5%Ti0, Al+5%TiO+2%Gr u Al+5%TiO,+4%Gr uz
UBMENbYEHHBIX HA SPAHYIAINOpPEe NOPOWKOE CUHMESUPOBAHBI MEMOOOM HOPOUWKOBOU MEMANLypul.
Hccnedosanus memodamu ckanupyroujel 31eKmpoHHOU MUKPOCKONUU U IHEeP2OOUCHEPCUOHHOU
PEHM2EeHOBCKOU CNeKMPOCKONUY NOKA3AIU, YMO YRPOUHAowUue 000asku no obvemy o6pasyos pac-
npedensitomest pasHomepto. Hcnvimanusi na 20psuyio ocaoky obpaszyos, nazpemuvix 0o 450°C, npo-
6€0€Hbl ¢ NOOPOOHBIM U3YYEHUEeM XAPAKMEPUCTIUK YIIOMHEHUs U 0e(OPMUPOSAHUs nymem Koppe-
JAYUY UCTNUHHO20 0CE8020 HANPSdICEHUs C UCMUHHOU 0cesoll Oeopmayueli, npoooabHol deghop-
Mayuetl u meopemuueckou niomuocmoio. Ilokazano, umo zenepupyemvie 6 npoyecce eopsaueil 0caoku
Hanpaxcenus ygeauuusaomces npu 0ooaske epaguma 6 xomnosum Al-TiO, u ouoxcuoa mumana 6
Al 6e3 ynpounawwux 000a60K. Bvinonnwen ananuz MuKpocmpykmypul o0pazyog nocie zopsuetl
ocaoxiu.

Knrouesnvie cnosa: KoMIO3UTHI ¢ METATIHISCKOMN ManI/ILleﬁ, rops4as ocaaka, HalpsHKEHUE,
MOPOLIKOBAadg MCTAJLIIyprus.

Introduction. Metal matrix composites (MMC) are under attention for many
applications in aerospace, defense and automotive industries. Among MMCs, aluminum
metal matrix composites are being considered as a group of new advanced materials for its
light weight, high strength, low thermal expansion coefficient and good wear resistance [1].
In contrast, Al does not have enough tensile strength for many applications. Because of this
weakness, ceramic particles (e.g., zircon) can be added for better hardness and tolerating
high temperatures. Also, they can improve mechanical and tribological properties of the
composite [2]. Recently, ceramics particulate reinforced metal matrix composites have been
developed with promising results by several laboratories and companies. Despite the
advantages listed above, particulate composites have not yet found a wide employment in
the commercial applications because the hard particles embedded inside the matrix cause
very serious problems in machining [3]. To avoid machining problems in composites,

© M. RAVICHANDRAN, V. ANANDAKRISHNAN, 2016
ISSN 0556-171X. IIpobnemul npounocmu, 2016, Ne 3 135



M. Ravichandran and V. Anandakrishnan

recently the hybrid composites are being developed. Ravindran et al. [4] suggested that the
graphite particulates are well suited to this application, and their addition improves the
machinability as well as wear resistance of Al-SiC composites. The use of TiO, as
reinforcement in aluminum alloys has received a meager concentration although it possesses
high hardness and modulus with superior corrosion resistance and wear resistance [5].
Large volume of literature is available on the synthesis of powder metallurgy aluminum
composites using various reinforcements such as TiB, [6], AIN [7], glass [8], graphene
nano sheets [9], Si [10], MgH, [11], Al3Ti [12], B4C [13], BN [14], Fe [15], carbon nano
tubes [16], Ni;Al [17], fly ash [18], Al,O5 [19], ZrSiO4 [2], SiC [20], MoSi, [21] however
very little attention has been given to the TiO, reinforced composites through powder
metallurgy route.

Automotive manufacturers are always looking for new ways to reduce the weight of
vehicle components. The powder metallurgy (PM) process has become a considerable
interest in recent years. PM technique has been a traditional method of manufacturing
MMC materials and components [22]. Powder processes are more flexible than casting and
forging techniques, they are used in a wide range of industries, from automotive and
acrospace applications to power tools and household appliances [23]. The plastic deformation
of sintered powder preforms is similar to that of conventional fully dense materials, but
there are additional complications due to the substantial volume fraction of voids in the
preform. In particular, the voids must be eliminated by the application of metal forming
processes such as extrusion, forging, upset and coining [24]. Hot forging of sintered
aluminum preforms can also impart significant mechanical gains in terms of properties
[25]. In isothermal upset forging of pure aluminum, the change in the contact condition and
the Iubricant behavior were evaluated by continuously measuring the ultrasonic reflection
intensity from the contact interface between the tool (die) and workpiece [26]. Forging
behavior of 2124 aluminum alloy containing 26 vol.% of SiC particles was investigated at
room and elevated temperature tensile tests. The results obtained were utilized to define the
forging parameters. The material exhibited excellent forgeability and after forging the
tested composite was found to be crack free. This feature is very likely due to the size of
the reinforcing SiC particles, smaller than those generally used for conventional metal/
ceramic composite processing. Furthermore, forging resulted in an increase of both tensile
strength and ductility with respect to the as-fabricated condition [27]. Composites of an
aluminum-silicon alloy containing different volume fractions of particulate silicon carbide
reinforcement and unreinforced matrix alloy samples were produced by the permanent die
casting technique. After forging, the yield strength of the matrix alloy and composite
samples was increased by about 80%, and the improvement in tensile strength was about
40%. The addition of increasing amounts of particulate SiC decreased the ductility and
increased the yield and tensile strength [28]. The mechanical response of AA2618
aluminum based metal matrix composite was investigated by means of hot compression
tests. The flow stress curves were obtained in the temperature and strain rate ranges of
350-500°C and 1-107% s7!, respectively in order to obtain the processing and stability
maps of the studied material following the dynamic material model [29]. Forming behavior
of Al-TiO,—Gr hybrid composites (Al+2.5%Ti0,+2%Gr, Al+2.5%Ti0,+4%Gr, Al+5%TiO,+
+2%Gr, and Al+5%Ti0,+4%Gr) during cold upset under plane stress state conditions and
EDAX, XRD, and SEM analysis of the ball milled powders also reported in the previous
studies [30, 31].

The present work aims to study the behavior of unreinforced Al, Al+5%TiO,
composites, and Al+5%TiO0,+2%Gr and Al+5%TiO,+4%Gr hybrid composites during hot
upset. The hot upset studies were carried out for all the sintered preforms by correlating
true axial stress with true axial strain, lateral strain and percentage theoretical density. In
this paper the results of SEM and EDAX analysis for the sintered preforms were reported.
Microstructure analyses for the hot forged samples are also presented.
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1. Experimental Details. Atomized aluminum (Al) powder of 99.7% purity was used
for the matrix material and rutile phase of titanium-di-oxide (TiO,) and graphite (Gr)
powders are used as reinforcement materials. The reinforcement materials (TiO,) and (Gr)
are blended with matrix material (Al) in the weight percentages to yield the different
composites namely, Al+0%TiO,, Al+5%TiO,, Al+5%TiO,+2%Gr, and Al+5%TiO,+4%Gr
for the present work.

The compaction process setup is shown in Fig. 1 and Fig. 2a and 2b shows the green
compact before and after ceramic coating. The details of blending, compaction, ceramic
coating and sintering process were well explained in previous reports [31]. The sintered
preforms were cleaned and measurements such as initial height (H)), diameter (D), and
mass (m) were carried out. Cylindrical compressive specimens 24 mm in diameter and 12 mm
in height were machined from those sintered billets. Hot upset tests were conducted in the
temperature range of 450°C in step of 25°C. Graphite lubricant was used to ensure
homogeneous deformation during hot upset. The specimens were heated at 20°C/min up to
the deformation temperature, held for 10 min and then compressed. In experimental
process, the computer-processor of Venus instruments collected the data automatically and
obtained true stress—strain curves using standard equations. Deformed specimens were
water quenched. The density of the hot forged sample was determined using Archimedes
principles.

it]

Fig. 2. Photograph showing green compact (a) and compact after ceramic coating (b).

The microstructure analysis of sintered composite preforms was investigated by
scanning electron microscope (SEM) using JEOL JSM-35 CF SEM instrument.
Compositional analysis of the Al, TiO,, and Gr sintered composite preforms was analyzed
by energy dispersive analysis using X-ray (make: EDAX-AMETEK-TSL). Microstructures
of hot forged samples were analyzed using optical microscope (De-Wintor Inverted
Trinocular Metallurgical Microscope with Material plus version-2 software).
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2. Results and Discussion.

2.1. SEM Analysis of Sintered Composite Preforms. SEM photograph of the sintered
preforms are shown in Fig. 3. The morphology of the sintered Al preform is shown in
Fig. 3a. Figure 3b shows the uniform distribution of TiO, particles in the Al matrix. It can
be seen that the TiO, particles distributed evenly within the Al boundary and there is no
agglomeration of TiO,. In Fig. 3¢ and 3d, it can be seen, that the uniform distribution of
graphite in the Al+5%TiO,; sintered composite preforms and also observed that the matrix
and reinforcements interfacial bindings are good in agreement.

Al matrix

Graphite

TiO,

TiO, particles

Graphite

Fig. 3. SEM images of sintered (a) Al preform, (b) Al+5%TiO, composite, (¢) Al+5%TiO,+2%Gr,
and (d) Al+5%Ti0,+4%Gr hybrid composite preforms.
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2.2. EDAX of Sintered Composite Preforms. Figure 4 shows the EDAX spectrum of
the sintered Al, Al+5%Ti0,, Al+5%Ti0,+2%Gr and Al+5%Ti0,+4%Gr sintered preforms
as an example of confirmation for the presence of oxide and titanium phases in Al phase.
Figure shows the appearance of peaks corresponding to the presence of Al, TiO,, and
graphite. Large number of peaks with highest intensity is pertained to Al who confirms the
major content is Al. The observed weight percentage of titanium dioxide content reveals
that, it is well incorporated into Al matrix.
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Fig. 4. EDAX of sintered (a) Al, (b) Al+5%TiO, composite, (¢) Al+5%TiO,+2%Gr, and (d)
Al+5%Ti0,+4%Gr hybrid composite preforms.

2.3. Hot Upset Studies.

2.3.1. True Axial Stress versus True Axial Strain. Figure 5 shows the graph drawn
between true axial stress and true axial strain of Al, Al+5%TiO,, Al+5%Ti0,+2%Gr, and
Al+5%Ti0,+4%Gr preforms to study the deformation during hot upset. It clearly
understands from the graph, initially true axial stress required is more for lower rate of
deformation. Among the different preforms, the sintered unreinforced Al exhibits the
largest level of deformation at lowest axial stress values. Addition of 5%TiO, to the Al
matrix and 2 and 4% of graphite to the Al+5%TiO, composite requires more applied stress
than the stress required for pure Al preforms at any stage of deformation. The sintered
composite preforms contain 5% titanium dioxide and 4% graphite needed more applied
load for the same level of deformation. Hence it is understand that, the addition of
reinforcement resists the plastic deformation during hot upset. The hard as well as soft
reinforcement is surrounded in the soft Al matrix resulting greater resistance to plastic
deformation.
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Fig. 5. Plots of true axial stress versus true axial strain.

2.3.2. True Axial Stress versus Lateral Strain. Figure 6 shows the plot between true
axial stress and lateral strain for Al, AI+5%TiO,, Al+5%Ti0,+2%Gr, and Al+5%TiO0,+4%Gr
preforms. It clearly understands from these curves, the lateral deformation trend is similar
to that observed for axial deformation. But the value of lateral strain is smaller than the true
axial strain and it could be understood that the lateral deformation is lower than the axial
deformation for Al+5%TiO,, Al+5%TiO,+2%Gr, and Al+5%TiO,+4%Gr composites than
unreinforced Al preform. Better lateral deformation was observed for the unreinforced Al
preforms and the addition of TiO, to the Al matrix and addition of graphite to the
Al+5%TiO, composite affects the both axial and lateral deformation of the composites.
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Fig. 6. Plots of true axial stress versus lateral strain.
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2.3.3. True Axial Stress versus Percentage Theoretical Density. Figure 7 shows the
variation of percentage theoretical density with respect to true axial stress for the preforms
containing various weight percentages of TiO, and Gr during hot upset. The better
densification was observed for the unreinforced Al preforms for the lowest applied load.
Addition of 5 wt.% of TiO, to the Al matrix decreases the densification and requires more
applied load. In the same way, the addition of 2 and 4 wt.% of graphite to the Al+5%TiO,
composite decreases the densification and further the required applied true axial stress
increases. In the case of unreinforced Al preforms the presence of pores are deformed
during hot upset however for the composite preforms, the pores are occupied by the (TiO,
and Gr) reinforcements and it resists the deformation and requires a higher applied stress
for the further densification. The poor densification was observed for the Al+5%TiO,
composite containing 4 wt.% of Gr as compared to the unreinforced Al preform.

250 | Hot Upset
AROQS5

200 + a /

150

100 //

L !

True axial stress (MPa)

—a— Al
—o— Al+5% TiO,

—a— Al+5% T102+2% Gr
—¥— Al+5% TIO_+4% Gr

84 86 88 90 92 94 96 98 100

Percentage theoretical density

Fig. 7. Plots of true axial stress versus percentage theoretical density.

2.3.4. Percentage Theoretical Density versus True Axial Strain. Figure 8 shows the
plots of percentage theoretical density versus true axial strain to study the densification and
deformation behavior of the preforms during hot upset. The trend observed for all the
preforms are similar and the better densification and deformation was observed for the
unreinforced Al. Addition of TiO, and Gr to the unreinforced Al matrix decreases the
densification and deformation due to the matrix work hardening.

It was observed during hot upset that, some of the tested composites were cracked.
Therefore, the ductile-brittle transition behavior was taken in consideration. Thus,
fractographs of different deformed composites at are shown in Fig. 9. The addition of
reinforcements caused circumferential cracks and the crack width increased with increasing
weight fraction of TiO, and Gr reinforcements (Fig. 10). The similar results were obtained
by Abouelmagd during hot deformation and wear resistance studies of Al-Al,O; PM
composites [32].

2.3.5. Microstructure Analysis of Hot Upset Samples. Microstructures of composites
with the content of 5%TiO, and 2 and 4 wt.% Gr, hot upset at 450°C are shown in Fig. 11.
Because of difference between the densities of TiO, and Al, the contrast of the micrographs
is high enough for further investigations. Al matrix and bright particles of TiO, can be
clearly observed. The phases are indicated by arrows on the above images. It should be
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Fig. 8. Plots of percentage theoretical density versus true axial strain.

a b c d

Fig. 9. Photograph showing (a) Al, (b) Al+5%TiO,, (¢) Al+5%Ti0,+2%Gr, and (d) Al+5%TiO,+4%Gr
PM preform after hot upset.

Fig. 10. Fractography of Al+5%TiO, composite and Al+5%TiO,+4%Gr hybrid composite.
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TiO,

Al matrix
TiO,

TiO,

TiO, Gr

Fig. 11. Microstructure of (a) Al, (b) Al-5%TiO,, (¢) Al-5%Ti0,—2%Gr, and (d) Al-5%TiO0,—4%Gr
hot forged preforms.

noted that micron size TiO, particles were well dispersed in the matrix of Al and just a
partial agglomeration in composites with high content of TiO, can be detected in Fig. 11b.
As demonstrated, there are some black points representing the presence of graphite in the
composites. On the other hand, increasing the volume percent of TiO, and Gr particles
decreases the uniformity and homogeneity of the samples, and the number of TiO, and Gr
clusters tends to increase. The reason for fine distribution of reinforcement particles is to
determine the appropriate time and method of mixing.

Conclusions. Aluminum matrix composites composed of TiO, and Gr as
reinforcements were synthesized by the powder metallurgy method. The hot upset studies
had been carried out and the following conclusions are drawn:

1. SEM and EDAX analysis of sintered preforms show the distribution of the
reinforcements (TiO, and Gr) with the matrix material is homogeneous.

2. Hot upset studies reveal that the maximum true axial stress and minimum axial
strain obtained for hybrid composite preforms are higher than those in unreinforced Al
preform.

3. Addition of TiO, and Gr reinforcements to the Al matrix decreases the densification
and deformation (both axial and lateral) during hot upset.

4. The addition of TiO, and Gr causes the ductile-brittle transition phenomenon of
the investigated composites. The crack width increases with weight percentage of
reinforcements.

Pe3ome

Amominiesi riopuani komnosutu Al+5%Ti0, Al+5%Ti0,+2%Gr it Al+5%Ti0,+4%Gr i3
MOJPIOHEHUX Ha TPaHYJIATOP] MOPOIIKIB CHHTE30BaHI METOJOM ITOPOLIKOBOI METalyprii.
JlociipkeHHsl METOIaMH CKaHYBaJIbHOI €JIEKTPOHHOT MIKPOCKOIIIT Ta €Heproaucepciiiol
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PEHTTEHIBCHKOI CIIEKTPOCKOITIi TTOKa3ajH, M0 3MIIIHIOBAIbHI JOMIIMIKK MO 00’eMy 3pa3ka
PO3MOUISIOTECSL piBHOMIpHO. BrunpoOyBaHHs Ha rapsiay ocaiky Harpitux go 450°C 3pas-
KiB NPOBENIEHO 3 JIETaJbHUM BUBUCHHSM XapaKTEPUCTHUK YIIUIbHEHHS 1 JedopMyBaHHS
[UITXOM KOPEJIAIil iCTHHHOTO OChOBOTO HANPY>KEHHS 3 iICTHHHOIO OCHOBOIO JIe(pOpMAIIi€TO,
MTO3/I0BXKHBOI0 JIehOpMAIli€r0 1 TEOPSTHYHOI IMIUTbHICTIO. [loka3aHo, M0 reHepyrodi B
TpoIieci rapsdoi ocaaky HANPYKEHHS 301IBINYIOTECS MPH TOJATKy TpadiTy B KOMIIO3UT
Al-TiO, i gmokcumy Ttutany B Al 0Oe3 3MIIHIOBANBHUX JOMIIIOK. BuKOHAaHO aHami3
MIKPOCTPYKTYpH 3pa3ka Hicisl rapsiaoi ocaKH.
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