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Abstract: Titanium and its alloys have excellent corrosion resistance, heat, and fatigue tolerance,
and their strength-to-weight ratio is one of the highest among metals. This combination of proper-
ties makes them ideal for aerospace applications; however, high manufacturing costs hinder their
widespread use compared to other metals such as aluminum alloys and steels. Powder metallurgy
(PM) is a greener and more cost and energy-efficient method for the production of near-net-shape
parts compared to traditional ingot metallurgy, especially for titanium parts. In addition, it allows us
to synthesize special microstructures, which result in outstanding mechanical properties without the
need for alloying elements. The most commonly used Ti alloy is the Ti6Al4V grade 5. This workhorse
alloy ensures outstanding mechanical properties, demonstrating a strength which is at least twice
that of commercially pure titanium (CP-Ti) grade 2 and comparable to the strength of hardened
stainless steels. In the present research, different mixtures of both milled and unmilled Cp-Ti grade
2 powder were utilized using the PM method, aiming to synthesize samples with high mechanical
properties comparable to those of high-strength alloys such as Ti6Al4V. The results showed that
the fine nanoparticles significantly enhanced the strength of the material, while in several cases the
material exceeded the values of the Ti6Al4V alloy. The produced sample exhibited a maximum
compressive yield strength (1492 MPa), contained 10 wt.% of fine (milled) particles (average particle
size: 3 µm) and was sintered at 900 ◦C for one hour.

Keywords: titanium; powder metallurgy; aerospace; dual scale microstructure

1. Introduction

Titanium and its alloys have a significant role in the aerospace industry. Demonstrating
a density of 4.5 g/cm3, titanium alloys weigh about half as much as steel or Ni-based super
alloys, resulting in superior mechanical properties to the latter, while their exceptional
corrosion resistance makes them excellent candidates for use in the aviation and aerospace
sectors [1]. Currently, this metal and its alloys account for 14% of the total weight of modern
aircrafts [2,3]. For non-structural applications in which corrosion resistance, good forma-
bility and low weight are the main requirements (e.g., welded pipes and ducts, bolts, seat
rails, water supply systems for galleys and sanitary, etc.), Cp-Ti is generally used. However,
there are several application areas wherein high strength is important as well. Airframe
joints, engine parts (e.g., fan blades, fan case, shaft, compressor) and landing gears require
the use of high strength Ti alloys [4,5]. For these purposes, the Ti6Al4V is the most widely
used alloy. Titanium-based alloys have the highest tensile strength/density ratio among
the metals [6]. Unlike aluminum alloys, Titanium can preserve its strength at elevated
(up to 600 ◦C) and cryogenic temperatures as well [7], which is favorable considering the
temperature conditions affecting aircraft. Moreover, the ongoing focus on achieving closed-
loop circularity in the aviation sector for the accomplishment of sustainability objectives [8]
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can be supported by using recycled titanium alloys. Titanium alloys can be remelted and
reprocessed into high purity ingots with lower energy requirements compared to virgin
ones. In this context, specialized forging plants that recycle titanium from the aerospace
sector are already functioning [9].

Yet, the biggest obstacle to the wider use of titanium is its price. Generally, the cost
of the traditional production method is higher compared to other metals, such as steel or
aluminum [10]. In addition, cold forming of thin titanium alloys is challenging due to their
high yield strength (YS) and their significant strain hardening effect. Furthermore, they
present low thermal conductivity, which increases the heat of the tools during machining,
while their low Young’s modulus causes a significant spring back during traditional pro-
cessing [11]. Figure 1 shows the price per unit volume of some traditionally produced
alloys used in the aerospace industry at different thicknesses [12]. Obviously, the Ti6Al4V
alloy has the highest price compared to the unalloyed Ti grade 2, 17-4PH stainless steel
and 7075 aluminum alloy. In the case of 7075 Al and Ti grade 2, the price does not increase
significantly with decreasing thickness, due to their good formability. However, the specific
prices of the 17-4PH stainless steel and the Ti6Al4V increase significantly with the thickness
decrease. This is due to the resulting increase in hardness and strength. The latter can make
the material more resistant to deformation during the cold forming, which in turn may
require more energy to shape it. Additionally, thinner materials may require more precise
and specialized equipment and processes to be shaped properly, which can also increase
costs. Therefore, cold forming of these alloys is extremely difficult and energy demanding,
especially for thinner sheets, something which increases processing costs significantly.
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Figure 1. Specific price (USD/dm3) of different metal sheets (304 × 304 mm) at different thickness.

Furthermore, due to the low yield rate of the traditional Ti metallurgy, 82% of the
initial Ti becomes scrap, e.g., in the case of F-22 fighter jet Ti parts [13]. In the above context,
reduction of scrap material and consequent manufacturing costs, as well as increases in
the mechanical properties of Cp-Ti and titanium alloys, represent the two main challenges
of the research community [14]. Within this framework, the powder metallurgical (PM)
approach can significantly increase the yield rate and thus reduce manufacturing costs,
as it is suitable for the production of ready-to-use parts and components [10]. Among
the PM processes, the traditional press and sinter process is the lowest cost method for
converting metal powder into a near net shape part [15]. This method involves the cold
pressing of the prepared powder into the desired shape in a die, then creating metallic
bonding between the cold-welded powder particles via sintering at temperatures below the
melting temperature. The productivity of this process is high, but the size and complexity
of the cold pressed parts are limited due to technological reasons [16]; therefore, fan blades,
cockpit window frames or hydraulic pipes cannot be produced this way. Cold isostatic
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pressing (CIP) and hot isostatic pressing (HIP) can be alternative solutions to the press and
sinter technique [17]; however, productivity is greatly decreased with these solutions.

However, the use of press and sinter technology has its limitations. The produced
parts must be relatively small, as the required press force increases as the surface area
increases. In addition, they must have an axisymmetric simple shape to be manufacturable
with cold pressing tools. For example, fasteners (nots, screws, clevis pins, washers) can be
produced as a finished or semi-finished product this way. These products are traditionally
made from rolled sheets and bars by chipping or punching, which results in a lot of scrap
material. PM appears as a suitable method for the production of these small parts as it does
not generate a considerable amount of scrap. This manufacturing process is particularly
economical for expensive materials such as Ti and its alloys. From the observed high costs
of small parts produced through conventional methods [18], it becomes clear that the PM
technology could emerge as a potential cost-efficient method for the production of small
parts such as thin washers, as such parts can be produced without generating any scrap
material, thus saving on processing costs and energy.

The properties of PM products are significantly influenced by the size, morphology,
and hardness of the initial powders. Duriagina et al. has investigated the effect of the size
and morphology of the VT20 Ti alloy powders on the mechanical properties of coatings.
The coatings deposited from the −160 + 40 µm fraction showed an optimum ratio of
strength and plasticity. Nonspherical VT20 titanium alloy powders are characterized by a
finer structure than the coatings produced from spherical powders [19].

Although powders with spherical morphology are ideal for the additive manufac-
turing (AM) processes such as metal injection molding (MIM), they are not favorable for
cold pressing due to the weak compressive bonds between the pressed powder particles.
Powders with sponge-like particles ensure the highest green (i.e., not yet sintered part)
strength [15] by promoting higher plastic deformation during cold compaction and better
interlocking behavior compared to spherical powders [20]. The morphology of the Cp-Ti
sponge results from the reduction of the Ti ore using the Kroll, Hunter or Armstrong
method, which is the first main step of commercial titanium’s production route [10]. The
size of the coral-like spongy particles can be decreased to specified ranges by using a crush-
ing or milling technique. This size reduction can easily be carried out after hydrogenating
the powder. The resulting TiH2 can be easily crushed to different particle sizes, ranging
from 45 µm to 300 µm. After this relatively inexpensive hydrogenation-dehydrogenation
process (HDH), we obtain a powder with irregularly shaped particles with high purity [21].
Currently, the spherical Ti6Al4V powder is also produced from alloyed Kroll sponge; it is
formed into a wrought product which is then reduced to powder by an atomization process
(e.g., the plasma rotating electrode process (PREP)). The resulting spherical powder’s cost is
approximately 15–30 times of the cost of sponge Cp-Ti powder [14]. This feedstock ensures
much higher sintered strength, but the cost could be higher than the production cost of
the same wrought alloy. In the case of PM parts, the effect of porosity has an important
role. In order to increase the relative density close to its theoretical maximum, most studies
used high sintering temperatures and long sintering times, but in these cases, coarsening
is a significant issue [22]. The applied value of the cold pressing has also an important
role in the green density [23]. Decreasing the porosity from 35% to 5%, the strength (YS,
UTS) and the elongation to fracture value increases by about 5 to 10 times, respectively [24].
The difference between the green density of the samples made of Ti6Al4V and the Cp-Ti
is ~20% [20]. However, if we compare the tensile properties of the Cp-Ti and Ti6Al4V
(Table 1), it can be stated that the strength (YS, UTS) of the sintered/wrought Ti6Al4V are
double, while the elongation is half of the Cp-Ti’s values [25].
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Table 1. Tensile properties of Cp-Ti and Ti alloys.

Type Production Method Specification Tensile YS (MPa) UTS (MPa) Tensile Strain (%)

CP-Ti (grade 2)
Metal Injection Molding (MIM) ASTM F2989 MIM 2 360 420 17

Wrought (forging stock) EN 3451:2017 290 390 20
Wrought (forging stock) ISO 5832-2:1999 275 345 20

Ti6Al4V
Metal Injection Molding (MIM) ASTM F2885 grade 5 680 780 10

Additive Layer Manufacturing (ALM) ASTM F2924 825 895 10
Wrought (sheet or bar) ISO 5832-3:2016 780 860 10

Ti-10V-2FE-3Al Wrought hot rolled bars EN 4685:2011 1110 1240 4

From the above table (Table 1), it is clear that the alloying elements play an important
role on the strength of the alloys. There are several studies which have investigated the
role of the different alloying elements on the strength of the titanium. By adding 42 wt.%
Nb, the tensile yield strength increases to 675 MPa [26], and by adding 7 wt.% Fe, the
tensile strength increases to 916 MPa [27]. The strength can even be increased more by
adding ceramic reinforcement to Ti. Jeong et al. mixed pure titanium powder with TiB2
and B4C powder, then produced bulk samples using the press and sinter approach. The
compressive yield strength of the in situ processed composites was higher than that of the
Ti6Al4V alloy at ambient temperature. The highest compressive yield strength obtained
was 1400 MPa [28]. The oxygen content has also an important role on the strength of the Ti.
Chen et al. increased the oxygen content of the Cp-Ti up to 0.8 wt.%. using different PM
methods. The highest tensile YS was measured around 900 MPa [20].

Besides the alloying and reinforcing elements, the role of the grain structure and
the grain size are crucial as well, and this will be the focus of the present work. Nano-
grained (NG) and ultrafine-grained (UFG) metals and alloys show significantly higher
strength compared to coarse-grained metals [29]. However, with the increased strength, the
deformability and the room temperature ductility significantly decrease as well, limiting
the applicability. To tackle the latter issue, dual scale grain size can be considered. The
big advantage of a dual scale grain size is that the coarse grains retain the toughness of
the material, while the fine grains improve its strength [30]. This microstructure can be
achieved by PM method. Sun et al. prepared non-milled and cryo-milled Ti6Al4V alloy by
plasma-activated sintering. The highest hardness measured was 470 HV, and the highest
compressive YS was 1706 MPa [31]. Li et al. made a Ti-Bi bimodal alloy by using high-
energy ball-milled Ti-Bi and spark plasma sintering, achieving 1080 MPa tensile YS [32].
Attar et al. made in situ titanium–titanium boride composites using the mixture of fine
TiB2 and coarse CP-Ti powder. The solidification was carried out with the selective laser
melting (SLM) method, achieving 1400 MPa compressive YS [33].

Based on the cited literature, the economically feasible production of Ti parts with
satisfactory mechanical properties can still be further improved. In this study, Cp-Ti
was considered the initial material, with the aim being to improve its performance using
a dual-scale microstructure which was produced by mixing fine and coarse titanium
grade-2 type powders through the PM process. The goal of the study was to produce a
material with increased mechanical properties, to be considered as a potential substitute to
commercially produced Ti alloys widely used in the aviation sector, such as the Ti6Al4V
(grade5) alloy. To achieve the above, the cavities of Cp-Ti sponge powders were filled with
fine nanoscale-milled Cp-Ti powder during the mixing process, which resulted in a special
feedstock for the applied cold press and sinter process. The density, hardness, yield strength,
compressive strength and strain were systematically investigated on the sintered parts.
The results showed that the fine nanoparticles of the dual-scale grain have significantly
enhanced the strength of the material, while in several cases, the corresponding strength
exceeded the values of the Ti6Al4V alloy. The novelty of the work lies in the simplicity and
inexpensiveness of the production route.
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2. Experimental

The Ti powder used is a 99.4% purity Cp-Ti (grade 2) with nominal average particle
size of 150 µm, produced by Alfa Aesar (product number: 10383), Kandel, Germany. The
received (coded as “initial”) powder was used as coarse-grained Ti, and the fine-grained Ti
was produced from the same powder by use of high-energy ball milling. The milling was
carried out with a Pulverisette 5 high-energy planetary ball mill (Fritsch, Idar-Oberstein
Germany) at room temperature for 20 h. In order to prevent excessive cold welding, alcohol
was used as a process control agent (PCA). The milling was performed in Ar atmosphere
using a 250 mL hardened steel vial and hardened steel balls of 8 mm diameter. The ball-
to-powder (BPR) weight ratio and rotational speed were 30:1 and 200 rpm, respectively.
The mixing of the initial and milled powders was also carried out with the same mill, but
the milling parameters were changed to 10:1 BPR, 30 min and 100 rpm. Ethanol was not
used in this case. During mixing, 2; 4; 6; 8 and 10 wt.% milled Ti was added to the initial
Ti powder.

Instron 5982 (Norwood, MA, USA) equipment was used for the consolidation of the
powders to green parts at ambient temperature. The mixed powders were placed in a
hardened steel die between hardened steel punches to produce cylindrical specimens with
a diameter of 8 mm and 8 mm height. Graphite 33 spray (Iffezheim, Germany) was used as
lubricant on the die walls to decrease the friction, and during the cold uniaxial pressing,
1.6 GPa pressure was applied. The sintering of the green samples was carried out in an
electric furnace (SF 16 type Three-Zone Split Tube Furnace, Norwood, MA, USA) in Ar 6.0
atmosphere (Siad Hungary, Miskolc, Hungary). Four different sintering temperatures were
considered: 800, 850, 900 and 950 ◦C. The heating and the cooling rate were 100 ◦C/min
and 1000 ◦C/min, respectively and the holding time was 60 min.

The morphology of the powders, the green samples and the sintered samples was
investigated by Scanning electron microscopy (SEM) using a C. Zeiss EVO MA 10. and a
Zeiss Crossbeam 540 LA-FIB SEM (Zeiss, Oberkochen, Germany). For the determination of
APS values, an analysis of the SEM pictures was conducted; five SEM pictures representing
different regions of the initial as well as the milled powder were analyzed, and the particle
size (n = 100) was measured through the use of Image J 1.47 software [34].

The density of the samples in both green and sintered state was determined by mea-
suring the weight and the dimensions of the samples. The microhardness (HV0.025) of the
initial and milled powders was measured by an Instron Wilson Tukon 2100 B (Norwood,
MA, USA). The hardness of the green and sintered samples was measured with the Brinell
method (HB2.5/62.5) on a Wolpert UH930 machine (Illinois Tool Works Inc. Shanghai,
China). Compression tests were carried out in order to determine yield, compression
strength and the compression strain. These tests were conducted with Instron 5982 type
(Norwood, MA, USA) universal material testing equipment, using a crosshead speed of
3 mm/min.

3. Results and Discussion
3.1. Morphological Analysis

The initial powder has a sponge-like structure with a high specific surface and lots
of cavities (Figure 2a). Based on the SEM measurements, the average particle size (APS)
of the initial powders was about 180 µm. After ball milling for 20 h, the particles’ size
and morphology changed to very fine and flake-like with 3 µm APS (Figure 3b). By
conducting a wet chemical analysis (ICP-OES Varian 720 ES, Palo Alto, CA, USA) (Table 2),
the chemical composition of the initial powder was assessed and compared to the milled
powders. Table 2 shows the results. It can be concluded that the composition of the initial
and the milled powder slightly differs due to contamination derived from the milling
equipment. The amount of contaminant elements has increased due to the long-term
high-energy milling, which was, however, an inevitable phenomenon. If we consider that
the maximum milled content of the produced sample is 10 wt.%, this impurity overall is
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not significant (max. 0.5 wt.%). Moreover, due to the applied rapid and low-energy mixing,
the contamination level is not further increased.
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Table 2. Chemical composition of initial and milled Ti powder (wt.%).

Elements Al Cr Cu Fe Mn Ni Si Ti

Initial powder 0.0615 0.0015 0.0027 0.0408 0.0003 0.0032 0.365 99.525
Milled powder 0.9701 0.04624 0.0050 1.22 <0.0037 0.0058 1.97 94.473

Due to the intensive plastic deformation caused by high-energy ball milling, not only
the particle size, but also the crystallite size, as determined by X-ray diffraction (XRD), was
decreased from 180 nm to 4 nm. This value was determined in previous research [35].

The microhardness of the milled powder shows a four-fold increase compared to
the initial powder, namely from 200 to 800 HV0.025. During the mixing, these hard and
fine particles were trapped within the soft and big initial particles, as can be seen in
Figure 4a, wherein different amounts of milled powder content have been considered (2, 6
and 10 wt.%).
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Based on the SEM images (Figure 3a), it is evident that during the mixing process,
the fine, milled powder fills out the pores of the large Ti spongy particles first; afterwards,
the surface becomes covered with the fine Ti particles. This structure is visible in the
cross-section of the green sample (Figure 3b). Some pores can be seen on Figure 3b, which
are mainly closed porosity inside the coarse unmilled particles or voids inside the fine
grain shell structure. Figure 4 shows SEM images of a sintered sample with 10 wt.% of
ball-milled powders at different magnifications. This sample was sintered at 850 ◦C for
1 h. The images display both at low and high magnification that the dual-scale structure
was not altered during the applied sintering process. The fine milled particles formed a 3D
shell structure around the coarse unmilled grains. The thickness of this boundary layer is
not constant. It varies between ~1 and ~20 µm. This is a consequence of the different sized
voids of the spongy initial powder. However, the APS value of the initial powders was
180 µm, while the size of the coarse grains covered with the fine shell layer was less than
~100 µm in the case of the sintered sample. This means that during the mixing process, the
fine particles managed to fill in not just the surface cavities but also the internal ones. The
investigated surface has two incisions made by plasma ablation. The aim of these incisions
was to proves that this dual-scale structure is truly a 3D structure.

3.2. Density Analysis

Figure 5 shows the effect of the added milled fine powder on the relative density
of different green and sintered samples. Based on the density measurements, the milled
powder has a notable effect on the properties of the samples. Due to the applied high
compacting force (1600 MPa), the relative density of the green sample, which does not
contain any milled titanium, was determined to be around ~97.5%. Due to the powder
production, the ~2.5% porosity was typically closed porosity. The high green density is
beneficial to obtaining high sintered density and high mechanical properties. Robertson
et al. applied the same load (1600 MPa) during the cold pressing of Ti6Al4V powder, and
the measured green density was ~95% [36]. Raynova et al. has investigated the effect of the
green density (65.6% to 96.5%) on the sintered density in the case of HDH Cp-Ti powder.
After sintering, the density of the sample with the highest green density remained the
highest (~97%) [24]. In our research, the results showed the same tendency. The density
of the green sample, which does not contain any milled titanium, practically does not
change during the sintering temperatures. As it can be seen in Figure 5, the green density
values were decreased by increasing the fraction of the milled powder. This is due to the
fact that porosities take place between the hard particles of the milled fraction (Figure 3b)
which add to the micro porosities inside the powder particles. Moreover, the increase in
sintering temperature resulted in an exponential increase in density. This is due to the fact
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that the specific interface increases with fine grains, which increases the driving force of
sintering [37].

Aerospace 2023, 10, x FOR PEER REVIEW 8 of 13 
 

 

specific interface increases with fine grains, which increases the driving force of sintering 
[37]. 

 
Figure 5. Relative density of the samples containing different amount of milled Ti. 

Despite the applied low sintering temperature and short sintering time, the sintered 
density of the produced samples was found to be similar or better, compared with those 
observed in the literature (Table 3). As the values show, the applied processing parameters 
have a significant effect on the density. 

Table 3. Density values of different titanium and Ti alloy sintered at different conditions. 

Powder Type D50 (µm) Green Density (%) Sintered Density 
(%) 

Sintering Temperature 
(°C) 

Sintering 
Time (min) 

Current research  
Ti sponge+6% milled Ti  

180 95.2 97 900 60 

Ti irregular [38] 30 60 95.8 1250 120 
Ti sphere [39] 23 67 89.6 1000 120 
Ti sphere [37] 74 52 63.5 850 60 

Ti irregular [40] 18 68 82.5 1250 60 
Ti6Al4V sphere [41] 35 65 97.5 1400 120 

Ti6Al4V irregular [42] 39 69 93.5 1300 120 

3.3. Hardness Results 
The hardness of the green samples was not influenced by the amount of milled Ti 

content, simply due to the fact that these samples do not present an adequate integrity in 
the green state (Figure 6). The hardness of all sintered samples, which had no milled pow-
der ranges, was between 180 and 210 HB. This hardness value corresponds to the standard 
hardness of the Cp-Ti grade 2 (200 HB). However, the amount of milled powder had a 
significant effect on the hardness. The hardness increased with an increase of the milled 
Ti content. The highest hardness was obtained at a sintering temperature of 850 °C. Higher 
temperatures resulted in a slight decrease in hardness. This can be explained by the re-
crystallization or coarsening process, which occurs above 850 °C, resulting in grain growth 
and a decrease in hardness or strength [43]. The sample that contained 10 wt.% milled 
powder showed the highest hardness (350 HB) sintered at 850 °C. This value is equal to 
the hardness of the Ti6Al4V [10]. 

0 2 4 6 8 10
93

94

95

96

97

98

99

100

Re
la

tiv
e 

de
ns

ity
 (%

)

Amount of milled Ti (wt.%)

 green
 800 °C
 850 °C
 900 °C
 950 °C

Figure 5. Relative density of the samples containing different amount of milled Ti.

Despite the applied low sintering temperature and short sintering time, the sintered
density of the produced samples was found to be similar or better, compared with those
observed in the literature (Table 3). As the values show, the applied processing parameters
have a significant effect on the density.

Table 3. Density values of different titanium and Ti alloy sintered at different conditions.

Powder Type D50 (µm) Green Density
(%)

Sintered Density
(%)

Sintering
Temperature (◦C)

Sintering Time
(min)

Current research
Ti sponge+6% milled Ti 180 95.2 97 900 60

Ti irregular [38] 30 60 95.8 1250 120
Ti sphere [39] 23 67 89.6 1000 120
Ti sphere [37] 74 52 63.5 850 60

Ti irregular [40] 18 68 82.5 1250 60
Ti6Al4V sphere [41] 35 65 97.5 1400 120

Ti6Al4V irregular [42] 39 69 93.5 1300 120

3.3. Hardness Results

The hardness of the green samples was not influenced by the amount of milled Ti
content, simply due to the fact that these samples do not present an adequate integrity
in the green state (Figure 6). The hardness of all sintered samples, which had no milled
powder ranges, was between 180 and 210 HB. This hardness value corresponds to the
standard hardness of the Cp-Ti grade 2 (200 HB). However, the amount of milled powder
had a significant effect on the hardness. The hardness increased with an increase of the
milled Ti content. The highest hardness was obtained at a sintering temperature of 850 ◦C.
Higher temperatures resulted in a slight decrease in hardness. This can be explained by
the recrystallization or coarsening process, which occurs above 850 ◦C, resulting in grain
growth and a decrease in hardness or strength [43]. The sample that contained 10 wt.%
milled powder showed the highest hardness (350 HB) sintered at 850 ◦C. This value is
equal to the hardness of the Ti6Al4V [10].
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Figure 6. Hardness of the samples with different amounts of milled Ti.

3.4. Compression Test Results

The yield strength is probably the most important mechanical property of the material.
This value determines the maximal mechanical loads that the material can withstand
without deformation. This value is also influenced by the direction of the load. There are
some studies which applied both the tensile and compression test on the sintered Ti samples.
Schulze et al. determined the YS of SLM-produced Ti-42Nb alloy on tensile and compression
specimen. The YS was 674 MPa upon tensile test and 831 MPa upon compression test,
respectively [26]. Raghavendra et al. compared the tensile and compressive properties of
additively manufactured (SLM) Ti6Al4V porous samples. The ultimate tensile strength
was lower than compressive strength by an average value of 100 MPa [44]. We have
to account for the fact that the PM samples have a significant number of defects, e.g.,
porosities. Generally, the sensitivity of the tensile test properties on the presence of defects
is much higher than in the case of a compression test. Figure 7 shows the measured
engineering stress–engineering strain curves of samples sintered at 800 ◦C, determined by
compression test.
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Figure 7. Stress–strain curves of the samples sintered at 850 ◦C with different milled Ti content.

Strength values (YS, compressive strength) determined on the measured curves show
the same tendency as the hardness results. The samples without milled Ti content had an
average YS (500–640 MPa). On the other hand, for the samples with an increased milled
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Ti content, the YS increased proportionally (Figure 8). The highest strength values in
most cases belong to the samples sintered at 850 ◦C. Regarding the strain values of the
compression tests, it can be concluded that increasing the milled fraction decreases the
deformability of the material.
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Figure 8. Strength and strain values of the measured samples.

The samples with 8 wt.% milled Ti presented a reduced formability around 5%,
meaning that the material is too brittle for engineering applications. Comparing the
measured YS values with data from the literature, it can be stated that the sample that has
6 wt.% milled powder shows a higher YS than the wrought Ti6Al4V (Table 4).

Table 4. Mechanical properties of titanium alloys fabricated by various processing technologies.
(compressive YS; ultimate compressive strength, plastic strain to maximum compressive stress).

Material Processing
Method

Yield Strength
(MPa)

Compressive Strength
(MPa)

Strain at Maximum
Stress (%) Source

Ti-6% milled Ti
(850 ◦C) Press and Sinter 1295 1724 14 Current Research

CP-Ti ECAP 700 900 35 [43]
CP-Ti SLM 560 1136 51 [45]

Ti6Al4V Annealed 1000 1300 10 [46]
Ti6Al4V Wrought 1200 1400 20 [47]

4. Summary

In this study, different mixtures of coarse (180 µm APS) and fine (3 µm APS) Cp-Ti 2
powders were used for the production of a pure Ti material. The fine powder was milled
from the initial coarse powder by use of high-energy planetary ball milling.

During the mixing process, the finely milled flakes were trapped and filled the pores of
the coarse spongy particles and covered their surface. Cylindrical samples were produced
from the different mixtures via uniaxial cold pressing. In order to minimize the porosity
of the green samples, the various feedstock mixtures (0–10 wt.% fine powder) were cold-
pressed at an extremely high uniaxial pressure (1.6 GPa).

The relative density of the cold-pressed samples varied between 97% and 94% depend-
ing on the proportion of fine particles. These density values are particularly high compared
to literature data (52–69%), which is due to the good deformability of the rough and soft
titanium sponge, which accounts for 90–98 wt.% of the produced samples.
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This high green density allows the use of low-temperature and rapid sintering (800–950 ◦C,
60 min in 6.0 argon atmosphere), as long-distance atomic movement is not required during
the densification process. The relative density of the sintered samples varied between
95.6% and 97.8%, which is comparable with corresponding results from the literature (93.5
to 97.5%).

Due to the applied sintering conditions, the coarsening of the initial dual-scale struc-
ture has not occurred, and the comparable hardness (max. 350 HB) and compressive
properties (max. 1492 MPa YS) of the Ti6Al4V alloy were measured. The production param-
eters of the optimal strength–strain version of the alloy were 6 wt.% amount of milled Ti and
850 ◦C sintering temperature. It is possible that the inhomogeneous microstructure with
large and fine features could contribute to differences between the compression and tensile
test results. The presence of these features could cause variations in stress distribution and
lead to localized deformation or failure during testing. Additionally, the presence of large
features could affect the sample geometry and cause stress concentrations, which could
also influence the test results. This constitutes a matter for further research.

In summary, a quasi-pure Ti material was produced with comparable to the Ti6Al4V
alloy properties by use of a production method which is cheaper, more energy efficient,
and consequently more environmentally friendly than conventional techniques. The latter
factor is due to the low temperature and the rapid sintering applied. Moreover, the
produced Ti parts are more easily recyclable due to the absence of alloying elements. The
latter advantages make our material a potential candidate for consideration in aerospace
applications requiring high strength, as the above characteristics contribute to the goals
and aims of sustainable and circular aviation [48,49].

A complete LCA and LCC analysis of the production route could be the subject
of further research in order to quantify the exact environmental and cost gains of the
whole process compared to conventional production processes. Moreover, further research
will be needed, including tensile and fatigue tests, to address the complete mechanical
characterization of novel materials. The measuring of the effect of contamination by, for
example, iron or oxygen should be part of a future research. Finally, further optimization
of the production process will probably boost and lead to more uniform properties.
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