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Abstract: The nanoindentation test is frequently used as an alternate method to obtain the mechanical
properties of ductile materials. However, due to the lack of information about the effects of the
sample and indenter physical configurations, the accuracy of the extracted material properties in
nanoindentation tests requires further evaluation that has been considered in this study. In this respect,
a demonstrator ductile material, aluminum 1100, was tested using the Triboscope nanoindenter
system with the Berkovich indenter. A 3D finite element simulation of the nanoindentation test
was developed and validated through exact prediction of the structural response with measured
data. The validated model was then employed to examine the effects of various test configurations
on the load—displacement response of the sample material. These parameters were the different
indenter edge-tip radii, different indentation depths, different sample tilts, and different friction
conditions between the indenter and the material surface. Within the range of the indenter edge-tip
radii examined, the average elastic modulus and hardness were 78.34 &= 14.58 and 1.6 £ 0.24 GPa,
respectively. The different indentation depths resulted in average values for the elastic modulus
and hardness of 77.03 & 6.54 and 1.58 =+ 0.17 GPa, respectively. The uneven surface morphology,
as described by the inclination of the local indentation plane, indicated an exponential increase in
the extracted values of elastic modulus and hardness, ranging from 71.83 and 1.47 GPa (for the
reference case, 8 = 0°) to 243.39 and 5.05 GPa at 6 = 12°. The mechanical properties that were obtained
through nanoindentation on the surface with 6° tilt or higher were outside the range for aluminum
properties. The effect of friction on the resulting mechanical response and the properties of the
material was negligible.

Keywords: aluminum 1100; nanoindentation test; indentation plane orientation; indenter edge-tip
radius; indentation depth; finite element simulation

1. Introduction

Many empirical methods have been developed for mechanical characterization of ductile
materials [1,2] in order to obtain the properties of materials in different scales [3-6], such as
macromechanical testing, nanoindentation, etc. [7-10]. Nanoindentation experiment has been broadly
used to measure the local and global mechanical properties of a wide range of materials, including
ductile materials [8,11-15]. In conventional nanoindentation experiment [2,16,17], the mechanical
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properties of a bulk material or a coating on an object, such as the elastic modulus, hardness, yield
strength, elastic—plastic deformation, etc., are obtained from load /unload vs. displacement curve that
is recorded during penetration of an indenter tip into the sample surface [2,18-20]. In the conventional
method, different indentation depths may be applied, and the results of nanoindentation experiments
are affected by several geometrical and physical factors, such as the radius of the indenter tip [21-23],
the indentation depth [24,25], the surface tilt of the specimen [26-28], the friction force applied
from the sample material to the indenter tip [29], etc. In addition to this, the variation in material
properties due to the changes in sample length, the so called “size effect phenomenon” [25,30], is a
factor that affects the material response during nanoindentation tests. This phenomenon is normally
studied at large indentation depths [25,30-32] to capture the different responses reflected by the
nanoscale construction of the material. Nano/micro-structural configurations, such as crystalline or
grain and grain boundary in metals, could effectively influence the response of materials during the
nanoindentation process [25,33]. In general, the size effect causes an increase in hardness for lower
indentation depths [25,34,35]. The effects of grain size and boundary on the indentation size effect have
been investigated through indentation tests of single crystalline and polycrystalline metals [36-39].
A study revealed that the indentation size effect in single crystalline aluminum appears in indentation
depth of 60 nm, while it appears at a depth of 200 nm for polycrystalline aluminum due to the effect
of grain boundary [40]. An investigation into the contact responses of hexagonal close packed (HCP)
and face-centered cubic (FCC) single crystals of bulk material and thin films on a layer, addressed
material behavior through monitoring plastic deformation and damage due to crack nucleation [41].
Almasri and Voyiadjis investigated the nanoindentation of FCC metals, including aluminum, copper,
nickel, silver, and lead, in which they classified the size effect that caused the hardening to reduce
through the strain gradient mechanism and increase as a result of grain boundaries that act as a barrier
for dislocation movement [42]. They found that the size effect on pure aluminum was activated within
an indentation depth of 100 nm [43]. In another study by Liu et al., the crystal plasticity of FCC
aluminum was studied using nanoindentation with a Berkovich indenter [43,44]. Their study showed
that in nanoindentation, the size effect of pure aluminum with a lattice of three rotation angles appears
within 150 nm. The major size effect that increases the strength of pure aluminum appears at an
indentation depth within 150 nm [33,43,44].

Many studies have been performed for mechanical characterization of advanced materials
in different scales. Ehtemam-Haghighi et al. used nanoindentation to measure the variation in
mechanical properties of Ti alloys based on their content of Fe and Ta [45]. Attar et al. investigated
the different indentation loads required to obtain the hardness and elastic modulus properties of
Ti and Ti-TiB composites, and they found 5 mN to be the best value for the load [46]. Guo et al.
used load-displacement curves of nanoindentation tests on bulk metallic glass to calculate plastic
deformation and damage, and estimate fracture toughness [47]. Yang et al. used a nanoindentation
method to measure the properties of Al/SiC nanolaminates under different temperature conditions [48].
Han et al. used a nanoindentation technique to measure the hardness and estimate the macroscopic
plastic flow in bulk titanium aluminide (Ti-Al) intermetallic compounds [49]. Huang et al. studied the
anisotropy effect of single crystal diamond using a nanoindentation method [50]. They found that the
mechanical properties of diamond are very much dependent on the orientation of the indented surface.

Previous studies have shown that the indenter tip’s shape and especially its roundness have
a significant effect on the nanoindentation test results [21,22]. In practice, due to the restrictions of
manufacturing methods and structural characteristics of indenter tips, the radius may deviate from its
ideal shape. The effect of this parameter can be studied by simulating a nanoindentation experiment
using the finite element method, which has been performed by several researchers [21,23,51].
However, very few studies have been simulated the real Berkovich indenter in a 3D configuration,
and instead, a conical indenter with a half angle of 70.3 has been modeled in a 2D or 3D form.

In nanoindentation experiments, the area of the residual indentation hole is measured from an
atomic force microscopy (AFM) image to calculate the material’s hardness by dividing the maximum
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indentation force by the measured area. The value of the residual indentation-hole area depends
on the indentation depth for each specific shape of indenter, for example, the Berkovich indenter.
Therefore, the mechanical properties of materials obtained from nanoindentation experiments may vary
for different penetration depths of the indenter into the material. Empirical investigations [33,44,52,53]
have shown that the indenter penetration depth has influence on the results of nanoindentation
experiments; however, this effect is eliminated at a depth of 200 nm, and stable results are obtained in
FCC aluminum.

The effects of a sample’s surface tilt on the nanoindentation results have been studied by some
researchers [26-28,54]. For example, Xu and Li (2007) investigated the effect of surface tilt on sample
hardness in a nanoindentation experiment. According to the results of their investigation, the hardness
value measured by the test on the tilted sample is significantly higher than the real hardness of the
specimen [28]. Kashani and Madhavan (2011) studied the influence of sample tilt on the results of a
nanoindentation test with a conical and Berkovich indenter using a three-dimensional (3D) finite element
(FE) simulation. In their study, the Berkovich indenter was modeled in the shape of a conical indenter with
the same projected area, and a 12% error in the hardness value was observed for the tilted sample [26].

Although the effects of different geometrical and physical factors on nanoindentation test results
have been studied in previous researches, only a few researchers have considered the influence of
the combinations of different factors at the same time. In this study, the effects of different sample
and indenter configurations on the responses of ductile material during nanoindentation tests are
studied using experimental and computational methods. These configurations include the indenter
edge-tip radius, the indentation depth, the local orientation of the indentation plane and the friction
conditions between the indenter and the material’s surface. The effects of combinations of different
configurations during the nanoindentation test results are also investigated. Aluminum 1100 is selected
as a ductile material sample that is frequently used in studies for industrial applications. A close
comparison between the experimentally-measured and FE-predicted load—displacement responses of
aluminum in the nanoindentation test, is seen as the validation of the FE model. Then, the validated
FE model is employed to investigate the effects of various sample and indenter configurations in the
load—displacement response, elastic modulus and hardness properties that are obtained through the
indentation process. The results of each configuration are compared through a systematic method,
to provide insight into the effects of various sample configurations and indenter edge-tip shapes in
different loading conditions of nanoindentation experiments. This approach is applicable to all FCC
single crystal metallic materials [55].

2. Nanoindentation Experiment

A pure single crystalline FCC aluminum 1100 was used for the nanoindentation test. The experiment
was performed using a Triboscope system (Hysitron Inc., Minneapolis, MN, USA) and a Berkovich
indenter that is commonly used for the characterization of bulk materials. The nanoindentation
instrument was calibrated according to the standard, ISO 14577. The aluminum specimen was made as
a cubic sample with 10 x 10 x 3 mm? dimensions. The sample surface was highly polished such that
any conversion in the surface hardness was minimized [56]. Therefore, in the first step, 400 to 2500 grit
sandpapers were used to grind the surface of the aluminum specimen, which was then polished using
alumina suspension with mesh sizes of 1 and 0.5 microns, respectively. Subsequently, AFM image was
used to examine the roughness of the sample at the indentation regions. The surface of the specimen
was checked by optical microscope prior to the tests to make sure that no oxide layer exists on the
sample’s surface.

As recommended in previous studies [52,53], an average indentation depth of 250 nm (240 & 20)
was considered to provide a stable condition and obtain the material properties. The loading was
controlled by a displacement rate of 8 nm per second with a constant speed. This depth is considered to
be suitable for minimizing the surface effect in accordance with the ISO 14577 standard. According to
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this standard, the value of the indentation depth and the surface roughness should satisfy the following
relationship in order to reduce the effect of surface roughness on the indentation results below 5%:

h > 20R, 1)

where h is the indentation depth and R, is the arithmetic mean deviation roughness. A roughness
analysis was performed on all AFM images taken from the sample’s surface prior to the tests. The result
of one of the roughness analysis cases is shown in Figure 1. Based on the results, the average value of
R, for the aluminum samples was 9.938 nm, therefore, the indentation depth of 250 nm satisfies the
standard criterion indicated in Equation (1).

Roughness Analysis

Figure 1. A sample from the roughness analysis of an AFM image taken from the surface of the
aluminum specimen.

In the nanoindentation experiment, once the indenter reached the maximum prescribed depth
(i.e., 250 nm), it was held for ten seconds under a constant load, and then the indenter was moved
back with a similar loading rate to perform the unloading process. The reaction force that was
felt by the load-cell on the indenter was recorded throughout each process of loading, holding and
unloading, and was used to plot the load /unload-displacement response. Then, the Oliver-Pharr
method was used to calculate the mechanical properties of aluminum 1100 based on the theory of
contact mechanics [57]. In this process, three indentation tests were performed on randomly selected
locations on the sample surface under ambient conditions. The AFM images were taken before and
after the tests by the same instrument as the one used for the nanoindentation experiment, which was
later utilized for the surface analyses.

The Young’s Modulus and Hardness

The structural response of the nanoindentation test was used to calculate the elastic and hardness
properties. The Young’s modulus was obtained using the Sneddon relationship [58]:

1:17#+1—ﬁ )
Eeff E E;

where E, E; and v, v; are the elasticity modulus and Poisson’s ratio of the test specimen and indenter
tip, respectively. The effective elasticity modulus of aluminum is known as E¢, and it can be calculated
using the unloading part of the structural response through the indentation test. According to the
technical data from the Triboscope system (recommended by Hysitron Inc., USA [59]), the elastic
modulus and Poisson’s ratio of the indenter tip were 1140 GPa and 0.07, respectively. The hardness
parameter is the resistance of the material to localized permanent deformation during the loading
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process, and is equal to the applied maximum force per projected-area of the residual indentation
mark. The hardness value can be calculated using the following equation [60]:

— PMax

H
Aj

®)

where Fypax is the maximum recorded force, and A; is the indentation projected area of the contact
surface between the indenter and aluminum that is related to the contact depth (i) [57]. The relation
between indentation projected contact area and contact depth is as follows (Oliver-Pharr 2003 [60]):

1 1 1 1 L 1 A
Ai = Cohg + Cihe + Cohé + Cahé + Cahd + Cshd® + Cehd + Crh¢* + Cghd™ )

where C; is obtained from the calibration procedure of the indenter tip. By substituting the value of C;
into Equation (4), the nanoindentation projected contact area is:

1

1 1 1
A;j = 24.5h2 + 4.9469E*h. — 2.5634EhZ + 1.1708E” h} — 4.9692E°h8 — 1.1405E”h6. (5)

The value of the contact depth can be measured using the load-displacement data from the
indentation test using the following equation:

hmax = hC + ha (6)

where inax is the maximum indentation depth, and #, is the depth of the circle of contact from the
specimen-free surface that is obtained using;:

ha = —— he @)
where h, is the elastic displacement during the unloading process and can be obtained using:
he = hmax — Iy 8)

where i, is the depth of the residual impression that is measured from the nanoindentation depth.
Once the value of contact depth is calculated using Equations (6)—(8), the indentation projected area
and subsequently, the hardness, can be calculated using Equations (3) and (5).

3. Finite Element Modeling

A 3D model of the nanoindentation test was developed using the finite element method in
ABAQUES 6.14 software. A 3D standard Berkovich indenter with an average edge-tip radius of about
200 nm (ISO 14577 standard) was created, as shown in Figure 2. The aluminum specimen was modeled
using a 15 x 15 x 10 um3 cubic block that was meshed using four-node linear tetrahedron solid
elements (C3D4), while the indenter was simulated using rigid body and three-dimensional triangular
rigid element (R3D3), and both models were refined toward the central region of the contact areas.
The block size was considered big enough to prevent deformation being transferred to the outer
surface of the block boundaries. The boundary conditions of the aluminum sample were applied to
the lateral and bottom surfaces of the block by fixing the horizontal and vertical axes. Very fine meshes
of a similar size were created at the indenter edge-tip and the contact point of the specimen with
node-on-node first touch. A coarse mesh size was created in the boundary area where no deformation
was computed that this helped to reduce the computational time.

The behavior of the aluminum block was modeled using elastic—plastic stress—strain curve that
was obtained through a uniaxial tensile test. The tensile test was performed on the aluminum
1100 according to ASTM E8/E8M-09 standard, and the averaged engineering and true stress—strain
curves were obtained, as shown in Figure 3a. In accordance with previous studies [61-63], the true
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stress—strain curve was used to define the elastic—plastic mechanical behavior of the aluminum in
the FE model of the block. The average load /unload-displacement response of the nanoindentation
experiment was used as a reference to control the displacement of the indenter during the simulation
process of the nanoindentation experiment, as shown in Figure 3b. Accordingly, the loading process
was applied such that the indenter drove into the aluminum surface to a depth of 244 nm in 31.25s.
Once the displacement of the indenter reached to 244 nm, the load value was kept constant for 10's,
and then the unloading process was performed with a similar rate in the loading step.

Figure 2. Schematic 3D view of the model configuration and mesh pattern of the sample and indenter
in the nanoindentation experiment.

In the reference condition for the simulation of nanoindentation, an initial small radius of 0.2 um
was considered for the indenter edge and tip, and the coefficient of friction between the indenter and
aluminum was defined 0.6 while the indenter movement axis was perpendicular to the horizontal
aluminum surface [29,64]. The results of the simulation were compared to the average experimental
data, in which a close prediction of the test data was considered as the validation step for the modeling
and simulation processes.
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- 1500 /
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@ 'g //
$ 100 g 900 /
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30 —True 300 /
i i d (214,1)
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Figure 3. The stress—strain curve of the uniaxial tensile test (a), and the average load /unload-displacement
curve for the nanoindentation experiment (b) of aluminum 1100.

Once the FE simulation process of the nanoindentation test was validated, the model was used to
study on the effects of different sample and indentation test configurations. In this respect, indenter
edge-tip radii of 0.0 (sharp indenter), 0.2, 0.4 and 0.6 pm, maximum indentation depths of 150,
250, 350 nm, sample tilts of 0°, 3°, 6°, 9°, 12° and friction coefficients of 0, 0.6 were considered.
A schematic view of different radii and sample tilts is shown in Figure 4. Since a negligible size
effect has been observed during nanoindentation of FCC single crystal aluminum within conventional
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depths [25,30,33,65], indentation depths around this average range were considered to study the
material response due to elastic—plastic behavior. The sample tilt values were selected based on the
local orientation of the indentation plane, which has also been recommended in previous studies [26,28].
The predicted results of each individual configuration are compared and discussed in the next section.

(@) \u/ 0.4
0.2
Indenter .-, » e
Aluminum Block **++euues”

Tilt:
L Indenter 12¢

o
Indenter .o**""" 6

Figure 4. Schematic view of various indenter edge-tip radii (a), and sample tilts (b) in the nanoindentation experiment.

4. Results and Discussion

The results of the tests in terms of structural response, indentation marks and profile of the surface
roughness are demonstrated. Then, the validation of the FE model and simulation process is discussed.
Afterwards, the results of the validated model that has been used to investigate the various samples
and test configurations, are described.

4.1. Experiment Results

The elastic modulus and yield stress of aluminum 1100 were obtained 75.31 GPa and
150 MPa, respectively, that were extracted from the stress—strain curve of the aluminum (Figure 3a).
Three nanoindentation tests were performed, and the load /unload-displacement curves of the tests
were recorded during the tests, as shown in Figure 5. The average load-displacement curve was
used to apply the load in the FE simulation process (refer to Figures 3b and 5). This curve was also
used to calculate the elastic modulus of aluminum (Equation (2), v = 0.33), which was found to be
71.83 GPa. The elastic modulus obtained from the nanoindentation experiment is 4.6% lower than the
corresponding value of the tensile test. The good agreement in obtaining the value of elastic modulus
from the tension and nanoindentation tests, indicates the accuracy of the nanoindentation experiment
in regard to the mechanical characterization of ductile materials.

2000

1800 = Test No. 1
1600 m—Test No. 2
1400 e Test No. 3

1200
1000
8500 ~
600 -
400 ~
200 +
0 -

— Avg Exp

Load (uN)

0 40 80 120 160 200 240 280
Displacement (nm)

Figure 5. Load/unload—-displacement curves of aluminum 1100 under nanoindentation tests.
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Normally, indentations are performed at different locations on the specimen’s surface which may
have local or global tilt on the microscale level. Figure 6 shows a sample of the microscale profile
on the aluminum surface where the indentation could be performed. This profile indicates that the
sample tilt was between 0° to 9.5° for the aluminum surface; therefore, sample tilts of 0°, 3°, 6°,9°, 12°
were considered for the parametric studies.

Section Analysis

Figure 6. A sample of the profile of indentation plane that was used to determine the sample tilt.

The AFM images of the indented region of the aluminum sample before and after the indentation
in one of the tests are shown in Figure 7.

Figure 7. Atomic force microscopy (AFM) images of (a) 3D aluminum 1100 indentation surface,
(b) 3D view of the nanoindentation mark, and (c) top view of the indentation mark samples from the
nanoindentation experiment on aluminum 1100.
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A 3D view of the sample tilt before the experiment is shown in Figure 7a. Once the test is
performed, the indentation mark in the form of a triangular-based pyramid remains on the sample
(Figure 7b); however, the original sample tilt may change during the loading process. Therefore, it was
necessary to investigate the effect of sample tilt on the mechanical response of the structure through
the nanoindentation test. The top view of the indentation mark of the sample with 0° tilt appeared as
an equilateral triangle, while the sample tilt caused the indentation mark to be in the form of a scalene
triangle. A 2D view of the indentation marks of aluminum 1100 is shown in Figure 7c. The study of
AFM images for all cases showed no radial cracks around the indentation hole; therefore, calculation
of the properties using Equations (2)—-(8) is valid.

4.2. FE Simulation Results

In this section, the description of the FE model validation is provided through comparison of
the predicted result with average experimental data. Then, the results of the validated model with
different samples and indenter configurations are presented.

4.2.1. Validation of the FE Model and Simulation Process

The accurate prediction of the aluminum response during the nanoindentation test served as the
validation step for the FE model and simulation process. In this respect, the experiment response of
aluminum 1100 in terms of load versus displacement was compared with its FE simulation results,
as shown in Figure 8. The FE results indicated a precise prediction of the loading and unloading
processes of the average test data, representing the good applicability of the FE model and simulation
process. On the other hand, the FE results of elastic modulus and hardness were calculated 76.59 and
1.47 GPa, that in comparison with the experimental data (71.83 and 1.41 GPa), showed 6 and 4 percent
negligible errors, respectively. Therefore, the FE model is validated, and can be used effectively to
study the various sample and indenter configurations in order to provide useful insight into the FE
simulation of nanoindentation experiments.

2100

1500
1500 = Avg Exp
1200 - ==—==FES

900

Load (uN)

600

300

0

0 30 60 90 120 150 180 210 240 270

Displacement (nm)

Figure 8. Experimental and simulation results of the load /unload-displacement response of aluminum
1100 during the nanoindentation test.

The aluminum block under monotonic indentation load behave in the form of elastic-plastic
material and a semitriangular-based pyramid deformation appears on the surface of aluminum as the
indentation mark. Subsequently, the stress that results from such a deformation forms a half sphere
beneath the indenter, as shown using a contour plot of von Mises stress in Figure 9 (top). Three different
indentation depths of 100, 250 and 207 nm were selected to show the mechanism of loading, maximum
load and zero-force during unloading, respectively. Similarly, permanent deformation and plastic
strain were predicted in the aluminum, which is shown using the contour of equivalent plastic strain
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(PEEQ) in Figure 9 (bottom). Once the maximum prescribed penetration is reached, the unloading
process has begun and as the indenter moved out, the aluminum behaves in accordance to the quasi
spring-back phenomenon. In this condition, some portions of the material remain within the limits
of permanent deformation, while the other portions are displaced back, and as a result of that, stress
varies in the material. The permanent deformation of aluminum causes the indenter to be separated
from the material through the unloading process, which results in an early diminishment of the
reaction force response of the material.

PEEQ
(Avg: 75%)

' 8, Mises

(Avg: 75%)

+1.000e-01
+9.167e-02
+8.333e-02
+7.500e-02
+6.667e-02
+5.833e-02
+5.000e-02
+4.167e-02
+3.333e-02
+2.500e-02
+1.667e-02
+8.333e-03
+0.000e+00

+2.200e-10
+2.025e-10
+1.850e-10
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+1.500e-10
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+1.150e-10
+9.750e-11
» +8.000e-11

. +6.250e-11
Indentation Depth: $6:250e-11
+2.750e-11

100 nm (Loading) +1.000e-11

250nm (Loading)

207nm (Unloading)

Figure 9. Contour plots of von Mises stress (top), and equivalent plastic strain (bottom) at the center of
the x-y plane of the aluminum block in the nanoindentation experiment.

4.2.2. Results of the FE Model with Different Indenter Edge-Tip Radii

In the validated FE model, the indenter edge and tip were modeled with different radii of 0, 0.2,
0.4 and 0.6 um to capture the effect of the indenter edge-tip radius on the load-displacement response
as well as the variation in the extracted elastic modulus and hardness. The results of nanoindentation
with different edge and tip radii indicated a considerable amount in variation of load-displacement
response of the material, which was higher for indenters with a larger edge-tip radius, as shown
in Figure 10a. The maximum predicted load using the indenter with the 0.6 um radius, which was
equal to 2568 uN, was 24% higher than the value shown in the experimental data. On the other
hand, the elastic modulus and hardness values increased almost linearly with respect to the growth of
indenter edge-tip radius, as shown in Figure 10b. The average elastic modulus and hardness values
were extracted 78.34 £ 14.58 and 1.6 & 0.24 GPa, respectively.

Since, in the nanoindentation experiment, the elastic modulus is calculated based on the elastic
contact theory, larger indenter edge-tip radius (refer to Figure 4a) cause stiffer contact and higher
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elastic modulus. On the other hand, plastic deformation of the specimen beneath the indenter,
wherein the blunt indenter tip is used, is smaller than that in the sharp tip. Therefore, the hardness
value, which indicates the resistance of material against permanent/plastic deformation, increases
for nanoindentation tests using larger edge-tip radii. These results mean that the elastic modulus and
hardness values of the specimen depend on the size of the indenter edge-tip, which is not reasonable.
Therefore, it is recommended that some corrections are made in the available nanoindentation
formulation to eliminate the dependency of the elastic modulus and hardness values on the size
of indenter’s edge-tip.
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Figure 10. (a) Structural responses, and (b) variation in elastic modulus and hardness during
nanoindentation experiments of aluminum 1100 with different indenter edge-tip radii.

4.2.3. Results of the FE Model with Different Indentation Depths

The validated FE model was run for two additional indentation depths of 150 and 350 nm, in order
to probe the variation in the load—displacement curve, elastic modulus and hardness value, in which
the results are shown in Figure 11. Higher reaction forces were measured for larger penetration
depths (Figure 11a) of aluminum nanoindentation, which indicates that a bigger zone of material
has undergone the plastic deformation. The elastic modulus and hardness values (Figure 11b)
were slightly bigger for the indentation depth of 150 nm, which is due to a smaller indentation
hole and significantly less amount of permanent deformation of the material beneath the indenter.
As demonstrated in Figure 11b, the values of the elastic modulus and hardness obtained from the
indentation depths larger than 250 nm were relatively constant, which confirms the results of previous
studies [52,53]. The average values for the elastic modulus and hardness were 77.03 &+ 6.54 and
1.58 + 0.17 GPa, respectively.
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Figure 11. (a) Load /unload-displacement curves, and (b) variation of the elastic modulus and hardness
in nanoindentation experiments of aluminum 1100 with different indentation depths.

4.2.4. Results of the FE Model with Different Sample Tilts

The sample tilt indicates the orientation of the indentation plane and appears in most specimens,
which is a common problem in nanoindentation experiment. In this respect, the validated FE model
is modified by creating an aluminum block with different surface tilts of 0°, 3°, 6°, 9° and 12°.
The load-displacement responses of the aluminum with different tilts are predicted to be higher for
samples with larger tilts, as shown in Figure 12a. The structural response measured excessively high
in exponential form for sample tilts larger than 6°. The results of the variation in elastic modulus
and hardness indicated the same trend, as shown in Figure 12b. Such a high rate of variation in the
structural response as well as the mechanical properties in samples with bigger tilts (0 > 6°) reflect
by the larger contact area between the sample and indenter, which causes a larger zone of material
undergoing plastic deformation.

The stress resultant of indentation deformation on the aluminum block with a tilt of 6° is shown
using the contour plot of von Mises stress in Figure 13 (top). Similar to the stress contour plot of the flat
aluminum (Figure 9), the same indentation depths were selected to show the results in comparative
form. The plastic behavior of the aluminum is shown using the contour of equivalent plastic strain in
Figure 13 (bottom). Similar mechanical behavior, but larger in terms of the elastic—plastic zone was
predicted in the tilted aluminum sample in comparison with the case of flat surface (Figure 9). Such a
large zone of deformation is the result of a much bigger contact area between the indenter and the
material, as depicted in Figure 4. Subsequently, larger load—displacement response and mechanical
properties were obtained from the tilted sample.
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Figure 12. (a) Load /unload-displacement curves, and (b) variation of elastic modulus and hardness in
the nanoindentation experiment based on different aluminum 1100 sample tilts.
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Figure 13. Contour plots of von Mises stress (top), and equivalent plastic strain (bottom) at the center
x-y plane of the aluminum block with 6° tilt in the nanoindentation experiment.
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4.2.5. Results of the FE Model with Different Frictions between Sample and Indenter

The previous FE model cases were simulated based on the validated model with 0.6 friction
coefficient (FC). In this section, further investigation is performed regarding the result of the indentation
in a frictionless condition (FC = 0). In this respect, the frictionless condition is applied in the reference
FE model that represents the experiment, as well as the FE models that shown critical effects on the
nanoindentation test results, including models with sharp and blunt indenters (R = 0, 0.6 um), large
indentation depths of 350 nm, and aluminum with a 12° sample tilt. The load /unload-displacement
responses of the FE models are plotted in Figure 14. The FE results indicated no effects in the
prediction of structural responses, as well as mechanical properties in all cases of nanoindentation on
the aluminum sample. This result confirms the previous finding on the effect of friction between the
indenter and the specimen in the nanoindentation experiment of metals [11,66].
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Figure 14. Critical load/unload-displacement curves of aluminum 1100 in the nanoindentation
experiment based on different coefficients of friction between the indenter and the sample.

5. Conclusions

In this study, the effects of different sample and indenter configurations were investigated for
nanoindentation experiment of FCC single crystal ductile materials. Two different experiments,
including nanoindentation and uniaxial tensile tests were conducted on aluminum 1100 as a common
ductile material. The average results of both tests predicted almost similar mechanical properties for the
aluminum sample. A 3D FE model was developed and validated for simulation of the nanoindentation
experiment. Close comparison of the load /unload-displacement response of the sample along with
a similar prediction of the mechanical properties, were considered as the validation step of the FE
model and simulation process. Then, the validated FE model was used in a systematic method to
investigate the effects of different configurations, including indenters with different edge-tip radii of 0,
0.2, 0.4 and 0.6 um, different indentation depths of 150, 250 and 350 nm, various sample tilts of 0°, 3°,
6°,9° 12°, and two friction coefficients of 0.0 and 0.6 between the indenter and the sample. The results
indicated that:
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1. The average elastic modulus and hardness values of aluminum for different ranges of indenter
edge-tip radii were 78.34 & 14.58 and 1.6 & 0.24 GPa, respectively. The results indicated the size
dependency of indenter edge-tip radius in structural response through nanoindentation process,
and subsequently, in the calculation of the mechanical properties.

2. Average values of 77.03 £ 6.54 and 1.58 & 0.17 GPa were calculated for the elastic modulus
and hardness of aluminum under different indentation depths, respectively. The values of these
parameters were slightly higher for low depth indentation, due to the small size of the indentation
hole and permanent deformation.

3. The uneven surface morphology in the form of an oriented local indentation plane, indicated an
exponential increase in the extracted values of the elastic modulus and hardness, ranging from
71.83 and 1.47 GPa (for the reference case, 6 = 0) to 243.39 and 5.05 GPa at 6 = 12°. The results
of nanoindentation on the samples with 6 > 6°, could not be used to obtain the mechanical
properties of ductile materials.

4. The effect of friction and frictionless condition in the simulation of the nanoindentation
experiment of ductile materials was negligible. Therefore, similar structural responses as well as
mechanical properties were obtained for both conditions.
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