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Abstract: The mechanical properties of a defect-free laser melting (PBF-LB) deposit of an AISI 316L
steel alloy were assessed by means of an instrumented indentation test (IIT), at both the macro- and
nano-scales. The inherent non-equilibrium microstructure of the alloy was chemically homogenous
and consisted of equiaxed grains and large-elongated grains (under the optical microscope) with
irregular outlines composed of a much finer internal cell structure (under the scanning electron
microscope). Berkovich and Vickers indenters were used to assess the indentation properties across
individual grains (nano) and over multiple grains (macro), respectively. The nano-indentation
over the X-Y plane revealed nearly constant indentation modulus across an individual grain but
variable on average within different grains whose value depended on the relative orientation of the
individual grain. The macro-indentation test was conducted to analyze the tensile-like properties of
the polycrystalline SS 316L alloy over the X-Y and Y-Z planes. The macro-indentation test provided a
reliable estimate of the ultimate tensile strength (UTS-like) of the alloy. Other indentation properties
gave inconsistent results, and a post factum analysis was, therefore, conducted, by means of a new
approach, to account for the presence of residual stresses. The already existing indentation data were
supplemented with new repeated indentation tests to conduct a detailed analysis of the relaxation
ability of compressive and tensile residual stresses. The developed methodology allows the effect of
residual stresses and the reliability of measured macro-indentation properties to be examined as a
function of a small group of indentation parameters.

Keywords: selective laser melting (PBF-LB); instrumented indentation test (IIT); nano and macro;
SS 316L steel; remnant residual stress

1. Introduction

Selective laser melting (PBF-LB) is a laser-based additive manufacturing technology
that is expanding in industry to fabricate new complex products as well as to repair exist-
ing parts that have been damaged during service operation [1]. PBF-LB is a continuous
process of melting and depositing a powder feedstock, layer by layer, using a laser heat
source. PBF-LB is becoming more and more accepted because of its eco-friendly features,
in terms of material utilization and low waste, compared to conventional manufactur-
ing [2]. PBF-LB has the capability of producing any part that can be 3D modeled. PBF-LB
built can be customized to deposit materials similar or dissimilar to the substrate [3].
Austenitic stainless steels, such as SS 316L, are of particular interest for applications in
challenging high corrosive environments [4], as they maintain an excellent combination
of high strength and ductility, even at low temperatures [5]. Considering engineer-
ing applications, SS 316L exhibits obvious intergranular corrosion resistance to most
chemicals, salts and acids, and Molybdenum (Mo) provides better protection in marine
environments [6]. SS 316L steel combines outstanding strength, corrosion resistance,
biocompatibility properties [7,8] and low-temperature fracture toughness. When PBF-LB
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is combined with SS 316L for the fabrication of parts, a characteristic microstructure,
composed of fine equiaxed and columnar grains, with a cellular substructure, is pro-
duced because of the different deposition and cooling rate conditions. Bertoli et al. [9]
observed the cellular substructure in a variety of SS 316L components, fabricated by
means of PBF-LB, using 60, 175, and 380 W of laser power and 30, 750, and 2500 mm/s of
scanning speed, with the largest cell size (839 ± 125) at 60 W, 30 mm/s, and the smallest
(478 ± 76) at 380 W, 2500 mm/s PBF-LB settings. The measured UTS of the three samples
was 633 ± 2 MPa for the lowest laser power settings, 619 ± 24 MPa for the medium ones,
and 529 ± 18 MPa for the highest power settings. In another study, Birnbaum et al. [10]
reported that in PBF-LB build SS 316L samples the appearance of this typical substruc-
ture depended on the cooling rate during the advancement of the solid/liquid interface.
In the literature, the most common method used to test the mechanical performance
of an PBF-LB part is the tensile test, although chemical and microstructure gradients
along the growth direction may introduce accidental non-uniform elastic and plastic
deformations. A more versatile method to assess the mechanical properties, which also
accounts for any eventual microstructural anisotropy, is the instrumented indentation
test (IIT). The materials tested in such a method can be in the form of free-standing thin
films or multilayers, coatings, or bulk solids [11–13]. This method permits different
scales of the microstructure of the material to be characterized using differently shaped
indenters. ISO standard 14577-1 outlines three different scales for IIT:

nano-scale: hmax ≤ 0.2 µm
micro-scale: Fmax < 2 N, hmax > 0.2 µm
macro-scale: 2 N ≤ F ≤ 30 kN

The test is particularly useful in that it records the load and depth at any instant of
time. During IIT, the indenter is forced to penetrate the tested material up to a defined peak
load (Fmax) under a controlled (loading or penetration) rate, then held at the peak load for
a specific time (tholding), and finally, released at a controlled rate [14].

Upon indentation, the material is deformed elasto-plastically, while plasticity tends
to be fully developed (Tabor’s requirement), which is necessary to measure indentation
hardness. Indentation properties other than indentation hardness (Hit), and indentation
modulus (Eit) are also extracted from the recorded load-depth data. Although nano-
indentation (nIIT) can sense the mechanical response of the material near the surface or in
the shallower subsurface, macro-indentation (MIIT) is able to sense the material response
across a larger bulk volume. A large, indented volume likely contains most of the essential
features of the microstructure that resemble those involved in the tensile or compression
test. Thus, macro-indentation may provide an equivalent testing method to assess the
elastoplastic response of a material in a quick manner. Nanoscale artefacts, such as surface
asperities [15], indenter tip blunting [16], superficial oxide layers [17], or indentation size
effects (ISE) [18], may affect the indentation properties, thus making them difficult to
compare. However, MIIT can mitigate all the above mentioned detrimental superficial
effects, especially the ISE effect [19].

To date, most of the researchers working on IIT have focused on nanoindentation
to investigate the mechanical properties of ceramics, polymers, and metallic materials.
In metallic materials, maximum nanoscale depth can reach up to 0.2 microns, which is
beneficial for assessing the mechanical properties of thin films and coatings [20–22]. On
the other hand, nIIT has been successfully utilized, with specific reference to SS 316L, to
inspect the effects of surface modifications, such as those induced by irradiation [23], pulsed
plasma [24], nitriding [25], sol-gel thin coating [26], and more. To the best of the authors’
knowledge, no studies, except for the one published by [27] on the fatigue behavior of
PBF-LB SS 316L under different orientations (vertically, horizontally and at a 45◦ angle)
using Vickers instrumented macro-indentation, have been conducted on the elastoplastic
behavior of either SS 316L steel or its PBF-LB counterpart. These authors complemented
their results with a standard Vickers hardness (HV30) test, which they found was highest
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in the vertically printed direction (229 ± 3) but in contrast to the lowest tensile strength
(600 ± 1 MPa). Since our primary goal has been to explore the plastic behavior of PBF-LB
SS 316L toward its ultimate tensile strength (UTS), to find a direct relationship with the
standard Vickers hardness, we have avoided referring to existing studies based on spherical
indentation testing as these would be more concerned with the elastoplastic behavior of
the material near its yield strength.

A unique advantage of MIIT over nIIT Is that samples are less sensitive to finishing
methods and roughness levels, and the tested surface is just marginally affected (nm or µm
scale). Various metallic materials have been investigated using Vickers MIIT to measure
the elastic modulus of a hardness-block made of martensitic stainless steel [28], the yield
stress, and the work hardening exponent of 316L and 420 steel by implementing FEM and
a genetic algorithm on the P-h data [29], the indentation modulus and creep of a stainless
steel reference block, Al alloy, copper alloy, Cu-Cr-Zr alloy [30], and more. Although MIIT
is not effected by the ISE, there are still several factors that can influence the measured
properties to a great extent, such as the Vickers indenter tip blunting effect on the γ-TiAl
alloy [31], FEM-based research on the effect of surface roughness on the macro-spherical
indentation P-h curve of SS 316L [32], and investigating residual stresses with Vickers
macro-indentation on HY80 and HY100 steel welds [33].

However, too large peak loads might result in excessive damage for highly finished
engineering products, due to large imprints. Thus, a trade-off load value should be selected
to minimize surface damage while avoiding ISE effects, and to provide a macroscopic
material response that is equivalent to the tensile/compression test.

Although nIIT and MIIT have been individually and independently investigated
in various studies, both have rarely been combined to share their relative benefits, for
instance [20–22]. A dual-scale correlation is more suitable for building prototypes that
are virtually free from common defects (e.g., pores, oxides, inclusions, lack of fusion),
as in the case considered here. Therefore, a systematic investigation of both scales on an
PBF-LB SS 316L sample has been beneficial to help cross-link material properties at different
length scales, i.e., over the indent regions of several grains and within individual grains.
The provision of the tensile-like properties of PBF-LB SS 316L offers a useful baseline for
benchmarking different scanning strategies or manufacturing processes. MIIT, even though
much less common than nIIT, is of paramount importance for industry and engineering as
tensile properties play a leading role in most national and international engineering design
standards. Moreover, nIIT and MIIT can be used during and after PBF-LB, to accelerate the
process setup and to assess the structural performance and quality of the final products,
respectively. For the current study, the PBF-LB fabricated block was supplied by an PBF-LB
device manufacturer after extensive research devoted to finding an optimal PBF-LB process
window to produce advanced cost-effective SS 316L parts for use in the biomedical and in
the transportation industry.

The paper is organized in three sections, namely, Material and Methods, Results, and
Discussion. The latter section, in turn, has been divided into two subsections: Section 4.1
first discusses the relationships emerging between nano- and macro-indentation prop-
erties and ends with recognizing the lack of useful means to elucidate the anomalies
and inconsistencies observed among the indentation properties; Section 4.2, after briefly
introducing the topic of residual stresses in the contest of IIT, re-examines the possible
causes of anomalies with a new perspective to account for the breakdown of the fun-
damental condition of full elastic contact between the indenter and the investigated
material upon unloading (ISO 14577-1,2 [14,34]). A new approach has been illustrated to
interpret the IIT phenomena concurrently affected by residual stresses. A criterion to
discern whether or not a measured indentation property has been impaired by residual
stress is also presented.
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2. Materials and Methods

The prototype was built using a pre-alloyed high flowable (LPW-316-AABE) powder
of an average size of 44–88 µm. The laser power was set to 350 W, and the scanning
rate was set to 300 mm/min. The deposit (5 × 7.5 × 65 mm3) was fabricated, layer-
by-layer (Figure 1), along the Z-axis using a scanning strategy consisting of repeated
X-direction stripe layers superimposed onto a Y-direction stripe layer [35–37]. A solid
block (24.3 × 7.6 × 70 mm3) of AISI 1020 steel was employed as a substrate. The first
part of the deposit exhibited planar vertical walls of up to 5 mm in height (Figure 2).
The surface of the top hemispherical cap (2.5 mm radius) was finished by grinding.
The metallographic and indentation sample consisted of a transversal 5 mm thick slice
(corresponding to the Y-Z plane in Figure 2), which was extracted from the mid-length
of the entire deposit to minimize processing end effects. The inherent machining and
polishing operations were performed with an abundant refrigerant flow and a very low
feed rate to prevent local overheating and/or accidental alteration of the original PBF-LB
microstructure. The sample was ground with 300 to 4000 grit SiC smearing paper, and
finally mirror polished using 6-, 3-, and 1-micron diamond particle suspensions. The
polished samples were etched with aqua regia for 65–75 s prior to the indentation testing.
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The characteristic scale of the SS 316L steel microstructure was assessed using
optical micrographs (DMI 3000 M, Leica, Wetzlar, Germany) and a scanning electron
microscope (TESCANS 9000 G, Tescan group, Brno, Czech Republic). The microstructure
was surveyed thoroughly by means of optical (by using 5× to 100× magnifying objective
lenses) and scanning electron microscopy (1500× to 12,000× magnification and at 20 kV)
to reveal the most relevant microstructure features at different locations of the build
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and to confirm the absence of porosity and other processing defects because of the
found optimal process conditions. Indeed, the sample essentially appeared to be free of
visible defects, except for some sporadic micro- or submicron-sized spherical pores. It is
uncertain whether such pores were induced by PBF-LB or, and it seems more likely, from
corrosion pitting caused during the search for an optimal etching condition. Additionally,
EDS (energy-dispersive X-ray spectroscopy) and EBSD (electron backscatter diffraction)
analyses were carried out to analyze the chemical homogeneity and to confirm the fully
austenitic phase in the samples, respectively. The EDS and EBSD figures have, therefore,
been omitted from this paper.

The dual-scale IIT (nIIT and MIIT) was used to sense the elastoplastic properties of
an PBF-LB deposit with microstructure features spanning over different length scales [38].
To minimize any possible interference between the nIIT and MIIT stress-strain fields, the
former was performed first, followed by MIIT. The nIIT was used to sense the elastoplastic
properties at a typical individual grain scale, whereas MIIT was utilized to sense larger
volumes containing several grains. The inherent nIIT aspects are from now on denoted
with the n prefix to discern them from the MIIT aspects.

Prior to nIIT (Hisytron TI 950 TriboIndenter, Berkovich indenter, Massachusetts, US)
and MIIT (Zwick Röell ZHU 2.5, Vickers indenter, Ulm, Germany), the respective inden-
tation devices were calibrated with respect to the instrument compliance standard [34].
The MIIT device is also equipped with an optical microscope that allows the simultaneous
reading of Vickers indent diagonals after complete unloading. A peak load of 150 N was
selected as a trade-off to fulfill the restriction on the narrow width of the deposit (Figure 2).
However, other loads (25, 100, 400, 500, 700, and 1000 to 1200 N) were also investigated. In
this study, only the 150 N load case (30 s holding time, 1 N/s loading, and 4 N/s unloading
rates) was examined in detail for three macro-indents, on each of the X-Y and Y-Z planes,
located at a sufficient depth along the deposit outline in the region below the hemispherical
cap. This depth had to be consistent with the minimum distance between the indent and
the surface (~3.5 d, where d is the diagonal of the Vickers indent), and the mean thickness of
each deposited layer (~600 µm). For convenience, ten repeated MIIT cycles were performed
at the same indent location, using the same peak load. MIIT analysis generally only utilizes
indentation data deduced from the first cycle unless more detailed information is requested
to clarify the elastoplastic behavior of the material.

The hardness value obtained using the diagonal readings is defined as the equivalent
macro Vickers hardness (HVeq) and can broadly be related with the standard macro
Vickers hardness [39]. The hardness resulting from MIIT is hereinafter denoted with
the term macro-indentation hardness (HIT). HVeq differs from HIT in the respective
definition of the contact area, that is, the lateral contact area after complete unloading
for the former, and the projected contact area on loading for the latter. Both definitions
assume a perfect pyramidal geometry of the indent. Thus, HVeq can be expressed in
terms of HIT, provided the latter is corrected for an equivalent lateral contact area of the
residual imprint (i.e., the 0.094 factor). This hardness is denoted hereinafter as residual
indentation hardness (HITR in GPa).

The nIIT survey was performed at a maximum load of 5 mN (10 s holding time and
50 µN s−1 loading/unloading rate cycle). An extensive nIIT grid mapping survey was
performed across various regions of the deposit, including its core, and on the X-Y plane
(with its tip directed along the build direction, Z-axis). Nine representative nICs were
selected at the center of the deposit, covering an area of 26 × 26 µm2, as representative of
the deposit core grains (see Figure 2). It is worth noticing that nanoindentation test was
applied to about 20 grains (selected at random) in the X-Y plane at the core of the deposit,
and the results revealed that the mean values of the indentation modulus were in the range
160.8 ± 7.3 GPa likely depending on the orientation of the grains. However, some isolated
grains exhibited even much larger or smaller values than 160.8 GPa. This result, although
based on a small group of grains, indicates that the PBF-LB grains preferentially grow in
the Y-Z plane along the <101> direction with some influence of the <100> direction. This
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grain anisotropy was confirmed by another study based on the EBSD of the same SS 316L
alloy (see the results and discussion sections for details). For the sake of brevity, only the
nanoindentation results within one single grain were reported in this work.

3. Results

The typical microstructure of the laser deposited SS 316L steel in the Y-Z plane is
shown in Figure 3a,b, as observed using the optical microscope. These figures show two
layers deposited in the building direction (Z-axis), with the two alternating scanning
directions, namely, the X-direction and the Y-direction. The same figures show the melt-
back phenomenon [40], which involves the simultaneous melting of the upper layer and
re-solidification of the underlying layer, where the high local temperature causes the growth
of equiaxed grains in the center of the circles (melt pool). The two perpendicular scanned
directions determine two characteristic melt fronts, that is, overlapping curved and semi-
circular, respectively. The large equiaxed grains are within layers with semi-circular traces
(X-scanning direction), whereas the elongated grains are within layers with curved traces
(Y-scanning direction). The mixed equiaxed and elongated cell structure was better resolved
with SEM at a 1500×–12,000× magnification, albeit only within the curved trace layers
(Figure 3c,d). The microstructure indented with the 700 N peak load is shown in Figure 3e,f.
The same region has also been probed by means of nIIT, and the results are shown in
Figure 2. As can be seen, the coarse grains are quite irregular and have a very high aspect
ratio and a wide average size distribution (70 to 130 µm).

With respect to the chemical homogeneity, some local changes were detected at the
overlap between the curved traces, as shown by the brighter etching in Figure 3b. This
might result from an enrichment of passivating elements, especially Cr and Mo, as shown
in other studies [41]. It was also confirmed that the matrix was exclusively composed
of austenite. Optical micrographs, taken after etching, revealed the occurrence of very
sporadic micro-pores or submicron pores. These pores were not observed before etching
and might be corrosion pits that occurred after multiple etching trials.

The resulting indentation properties evidenced similar but apparently uncorrelated
outcomes. The nIIT survey with a 5 mN peak load enabled us to sense the SS 316L steel
microstructure inside the large single grains. A set of only nine nanoindentation curves
(nICs), taken from an extensive grid mapping across the deposit, is depicted in Figure 4
for clarity reasons. The measured nICs all follow similar trends during loading, holding,
and unloading. The maximum penetration depth is 240 nm on average. The loading
curve of the analyzed nICs (Figure 4) shows common anomalies at a depth of ~40 nm. The
average indentation modulus and hardness were estimated as 153.2 ± 4.7 and 3.2 ± 0.1 GPa,
respectively (see Table 1 for the complete list of values). The nanoindentation hardness
(nHIT) and modulus (nEIT) appear to be uncorrelated to each other.

Table 1. Mean values of indentation hardness and indentation modulus measured by means of nIIT
over an array of nine indents in the X-Y plane; UTS-like parameter (≈HIT/3).

Sr. Peak Load nHIT (Gpa) nEIT (Gpa) nUTS-Like (Mpa)

1

5 mN

3.4 156 1133.3
2 3.2 161 1066.7
3 3.2 159 1070
4 3.3 147 1126.7
5 3.3 155 1100
6 3.1 148 1043.3
7 2.9 149 980
8 3.1 150 1053.3
9 3.2 154 1080
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Figure 3. Microstructures from optical microscopy obtained after etching with aqua regia: (a) Etched
micrograph at a magnification of 5× from OM revealing curved and semi-circular trace features;
(b) Details of columnar grains at a magnification of 10×, with an embedded cellular structure; a
narrow region along the solidification front appears relatively brighter, likely due to a greater content
of passivating elements (Cr and Mo); (c,d) SEM images of the characteristic cellular structure of
either an equiaxed or elongated morphology; (e,f) Unetched nano-polished PBF-LB 316L samples at
a magnification of 5× before and after MIIT, respectively, with a peak load of 700 N in the core of the
deposit and after nIIT (not shown).
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Figure 4. Nano-indentation curves (load control, 5 mN peak load) in the X-Y plane at the core of the
deposit face.

Figure 5a,b depict the ten multicycle MIIT curves (ICs) in the X-Y and Y-Z planes
of the deposit, respectively. The Vickers tip reached maximum penetration depths of
66.24 and 63.56 µm on average for the X-Y and Y-Z planes, respectively. The two ICs in
Figure 5a (blue (1) and red (3) colored) in the X-Y plane exhibit an abnormal unloading
behavior, as shown by the unusual presence of inflection points and steep changes in the
slope. The yellow (2) one appears more regular, with a similar elastoplastic behavior and
hmax to (3), but slightly different plastic depth, due to the irregular unloading of the latter.
The loading and unloading behaviors of the three ICs in Figure 5b in the Y-Z plane is
qualitatively comparable but exhibit different plastic and maximum depths and contact
stiffness. The average maximum depth of the three curves in the Y-Z plane also compares
well with the regular IC (2) in the X-Y plane. The measured macro-indentation hardness
(HIT, third column in Table 2) are 1.74 ± 0.16 and 1.78 ± 0.12 GPa for the X-Y and Y-Z
planes, respectively. The values of the indentation modulus (EIT, second column in Table 2)
are 122.84 ± 10.15 and 174.38 ± 10.50 GPa for the X-Y and Y-Z planes, respectively. Thus,
although the indentation hardness values of both planes compare well, even in terms of
standard deviation, the indentation modulus appears to be quite different, even though
the macro-imprint that covers several grains should minimize any existing effect of crystal
anisotropy. The values corresponding to the equivalent Vickers (HVeq, fourth column) and
the residual indentation hardness (HITR, ninth column) along with the length of the two
diagonals (dh, dv in the fifth and sixth columns) taken from the residual imprint are also
reported in Table 2. The trend of EIT in the Y-Z plane (Table 2) is direct versus HIT but
inverse as regards HVeq and HITR.

The ultimate tensile stress-like values in Tables 1 and 2, estimated assuming the
well-known reference properties approximation introduced by Tabor (~HIT/3), are
within the 1072.6 ± 43.8 and 587.2 ± 48.8 MPa ranges, respectively, although the value
attained from the first IC in the X-Y plane may underestimate the true values, as it is in
contradiction with the more uniform values of HVeq over the same X-Y planes of 179.78
and 191.58 kgf/mm2, although a somewhat lower range of 158.9−165 kgf/mm2 was
found in the Y-Z plane, which, in turn, was in contradiction with the higher indentation
hardness range (1.63−1.93 GPa) in the same Y-Z plane. These results suggest a lack of
correlation between the equivalent Vickers hardness and the indentation hardness.
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Figure 5. (a) Macro-ICs (150 N peak load) at corner locations of the deposit face in the X-Y plane.
Although the loading of the three ICs is comparable, ICs 1 and 3 exhibit abnormal behavior, which
was ascribed to an incorrect touching of the two indenter-sensors against the deposit during complete
release of the load (see discussion in the text). (b) Macro-ICs (150 N peak load) at the core of the
deposit face in the Y-Z plane.

Table 2. Averaged values of the indentation hardness, indentation modulus, Vickers hardness, and
diagonals measured by means of MIIT (150 N peak load) over ten repeated cycles (except for hmax,
which represents the maximum value at the 10th cycle). UTS-like parameter (≈HIT/3).

Ind. EIT (GPa) HIT (GPa) HVeq dh (um) dv (um) hmax (um) UTS-Like (MPa)

X-Y plane

1 133.14 1.51 188.77 388.69 386.48 66.24 503.3
2 126.35 1.85 179.78 389.65 404.65 60.72 616.7
3 109.02 1.87 191.58 378.78 390.69 60.68 623.3

Y-Z plane

1 187.93 1.93 158.9 428.8 416.1 58.04 643.3
2 172.84 1.78 165 412.8 416 60.67 593.3
3 162.36 1.63 165 412.8 416.5 63.56 543.3

4. Discussion
4.1. Ante Fact: Correlation between Nano- and Macro-Indentation Properties

Laser fabrication methods can expose the initial powder to a very localized energy
to promote rapid melting and solidification. The observed microstructure is due to very
large thermal gradients [42] and variations in the cooling rate. The selected laser scan-
ning strategy, which was based on alternating layers, produced a typical Y-Z plane mi-
crostructure after etching (Figure 3a,b) that was made of alternating stripes (of thickness of
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≈60 and ≈50 µm) of overlapped semi-circular and curved melting fronts. Figure 3c,d show
a cellular structure (average cell size of about 2 µm) embedded in much larger columnar
grains, which are prominently observable in the curved solidification fronts that evolve
along the Y-axis scanning direction. Much smaller cells (smaller than 2 µm) can also be
observed near the outer surface of the deposit. The elongated grains are driven by the
large thermal gradients that build up perpendicular to the advancing curved solidification
front. Similar microstructure morphologies have been reported by other researchers for an
identical PBF-LB SS 316L steel [43]. Additionally, typical equiaxed grains can be observed
in the layers with a semi-circular solidification front advancing along the X-axis scanning
direction. Overlapping curved layers cause grain growth underneath equiaxed grains
within a semi-circular X-direction layer [44], and equiaxed and elongated grains were
also observed in the top and side views when investigating the L-PBF fabricated 316L.
An optical micrograph (Figure 3e,f) of the same microstructure in the Y-Z plane, without
etching, reveals the characteristic dendric branching structure made of coarse grains with a
relatively wide aspect ratio (10 to 100).

The elastoplastic properties of such a microstructure are sensed, by nIIT, at the superfi-
cial single grain level (similar to a single crystal) at the core of the deposit and, by MIIT,
across its bulky polycrystalline structure along the boundary of the deposit.

The anomaly shown in the nICs for loading at very low loads (Figure 4) has been
attributed to an initial elastic interaction between the indenter tip and the material (e.g., due
to an oxide film) which gradually becomes unstable (slope change) and degenerates into
an abnormal inelastic displacement under the same critical load. The Berkovich indenter
is responsible for the essential elastoplastic behavior of the material above this critical
load. We assumed, as discussed later, that such an initial anomaly did not influence the
characteristic elastoplastic behavior of the material under larger loads. A striking feature
of the nICs is their prominent large shift in the on-loading maximum penetration depths
(204–235 nm) and, consequently, upon unloading. Table 1 shows that, in spite of the
possible influence of ISE on nIIT [18,45], the measured nHIT (3.2 ± 0.13) is nearly constant
within the nanoscale probed region. This is consistent with the presence of a homogeneous
solid solution in austenitic grains (nearly single crystals). The measured nIIT hardness
values compare well with the 3.4 GPa reported by [46], when nIIT was performed, under
depth control, at a maximum penetration of 800 nm (about four times the maximum depth
of this study). Zhai et al. [47] reported an nIIT hardness value of 3.12 ± 0.14 GPa for a
similar material while performing nIIT with 1000 nm of maximum depth (nearly five times
the maximum depth considered in our study). Zeng et al. [48] performed an nIIT on a
similarly fabricated SS 316L with a peak load of 50 mN (10 times higher than ours) and
reported a nano-hardness value of 3.25 ± 5 GPa. However, these previously mentioned
nHIT values were much larger than the 1.95–2.03 GPa found by Khodabakhshi et al. [49]
under a peak load of 200 mN (40 times greater than that used in the current study).

As already noted, the measured indentation hardness and indentation modulus at
the nano-scale seem to be uncorrelated to each other and to the measured macroscopic
properties, very likely due to the intrinsic anisotropic properties of 316L in such large
grains [27,46]. Hausild et al. [50] in fact showed a large anisotropy effect in a single crystal
of conventional SS 316L (~120 GPa in (001), 200 GPa in (101) and up to 280 GPa in (111)
planes. Moreover, they conducted a systematic investigation that addressed the nanoscale
indentation properties of large (single crystal) grains of an SS 316L alloy produced by laser
powder bed fusion, considering different grain orientations and build planes. They proved
the significant influence of nanoindentation hardness and indentation modulus on the
texture and orientation of the grains. It has been confirmed, in the present study, that
relatively coarse grains in the PBF-LB 316L alloy behave as if they were single crystals,
thereby exhibiting their own intrinsic elastic anisotropic properties.

The undesirable effect of ISE clearly manifests itself when nHIT is compared with
HIT values, as shown in Tables 1 and 2. The measured values of Hit and Eit are 1.7 ± 0.1
and 117.7 ± 29.7 GPa, respectively. With reference to the work of [51], we noticed that
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the ISE-free measured nHIT range compares well with our HIT range rather than with our
nHIT one. The dispersion of HIT and nHIT values found here is equivalent, but the Eit
values are much more dispersed than the nEIT counterparts. This shows that Hit and Eit are
somehow correlated, but nHit and nEit are not. As far as the macroscale is concerned, this
behavior cannot be ascribed to ISE or to any eventual superficial artefacts, as these have less
influence at large depths of the order of 60 µm. The equivalent Vickers hardness is in the
186.71 ± 5.03 range and 162.67 ± 2.87 HV15 range for the two planes and does not follow
the trend of HIT. It is worth noting that, although HIT is measured during loading/holding,
Vickers hardness relies on residual indenting, i.e., after complete unloading. The measured
equivalent Vickers hardness was compared against the literature values for the PBF-LB
SS 316L steel, although the latter values refer to different process conditions. For instance,
we found from [52] values of 220–225 HV10, Ref. [53] reported values of 223–245 HV30,
Ref. [54] measured values of 215–255 HV, and Ref. [55] obtained values of 325 ± 15 HV1.
All the above macro-Vickers ranges reported in the references are slightly larger than those
found here. In this study, porosity and chemical composition were excluded as factors
of primary influence, and it was considered that texture, microstructure, or some other
important factors may have come into play. Regrettably, as macro-indentation testing is
not so common in research, to the best of the authors’ knowledge, no useful macro-Vickers
IIT data were found for the given 316L alloy that could be used for comparison purposes.
Nevertheless, an indirect comparison could be made by comparing the estimated UTS-like
values (581.1 ± 55.06 and 593.3 ± 40.8 MPa for the X-Y and Y-Z planes, respectively),
which are listed in Table 2 with the UTS found by other researchers, that is, 595–635 [35],
509–668 [36], 540–630 [55], 511–698 [53], 555–690 [54], and 572.8 ± 0.6 [56] for the same
as-built PBF-LB 316L alloy. This good match would seem to encourage the use of MIIT
hardness to deduce representative tensile-like properties of polycrystalline PBF-LB products
in the absence of more specific macro-Vickers IIT data that could be used for comparison
purposes. However, the lower UTS value of 503 MPa estimated here may appear suspicious,
particularly when associated with the relatively low values of HIT and EIT. Such a sudden
drop in UTS cannot be ascribed to microstructure heterogeneities or internal defects, as no
significant chemical composition changes were detected with EDS and no marked porosity
or inclusions were observed, even at a high magnification.

A comparison between the measured EIT and Young’s modulus was attempted. The
typical values of a polycrystalline SS 316L alloy, produced by means of conventional
manufacturing, are in the 180–190 GPa range. Kurzynowski et al. [37] and Chao et al. [56]
reported the tensile properties of SS 316L produced by means of PBF-LB, before and
after stress-relief heat treatments, including those of other authors. The reported Young’s
modulus values were generally few in number and quite widespread, that is, 219 GPa by
PBF-LB [37], 169–212 GPa after a stress relief heat treatment [37], 195 GPa by PBF-LB [57],
and 150–193 by PBF-LB [58]. When these data are compared with the EIT values shown in
Table 2, they appear slightly larger than those in the Y-Z plane (174.38 ± 10.49 GPa), but
markedly larger than those in the X-Y plane (122.84 ± 10.15 GPa). Since Young’s modulus
of a polycrystalline material is a microstructure-insensitive property, the difference in EIT
in the two planes of the same alloy appears to be unsound; therefore, further investigations
are required.

A notable aspect of interest is the abnormal plastic deformation pattern that can be
observed in Figure 3f around the residual macro-indents over the Y-Z plane, with a 700 N
peak load. Figure 3e shows the same microstructure as Figure 3f, but before indentation.
The indented area covers several coarse grains. The plastic strains seem to be effectively
accommodated by the coarse grains, which are favorably oriented toward the top and
bottom right edges, whereas the grains at the bottom-left edge are barely affected. A crack
can be observed in the top-left edge, which is unusual for an SS 316L alloy, as it is expected
to be ductile. Such a crack can be attributed to unforeseen tensile residual stresses (TRS).
Although residual stresses of various types are quite common in strongly non-equilibrium
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PBF-LB builds [59–62], we presumed that the multiple slicing and polishing of our sample
led to a complete relaxation of RS, and thus, it could be ignored in our study plan.

Figure 3f, on the other hand, offers evident counterproof on the presence of TRS,
which, among others, could explain the origin of anomalies on the measured indentation
properties and their dispersion.

An attempt has been made in the next section to reassess the overall range of indenta-
tion properties considering the presence of RS in the PBF-LB SS 316L steel sample. This
serves to rationalize the effect of RS on the measured indentation properties and ultimately
verify their reliability.

A more in-depth inspection of the values listed in Table 2 has revealed further anoma-
lies, the most relevant being the much smaller diagonal lengths in the X-Y plane than those
in the Y-Z plane (390 vs. 415 µm), in spite of the identical peak load used for both planes.

Moreover, the trend of the equivalent Vickers hardness (HVeq) does not follow that
of HIT, although a distinction should be made between the former and the latter based on
their respective definitions. Indeed, the former is a pure plasticity index that is determined
from the mean value of the two measured Vickers diagonals (fifth and sixth columns) over
the residual imprint. The latter is instead a lumped elastoplastic index that is determined by
using an area function (derived from a priori calibration of the indenter against a standard
reference material), which is computed at the attained maximum penetration depth.

When RRS is present across the sample, these two indices sense the material in
different ways. The residual imprint, linked with HVeq, is determined by the ultimate
inelastic response of the material including some relaxation of the initial RRS. Conversely,
HIT senses the direct interplay between the (elastic) RRS and the elastoplastic indentation
phenomena underneath the indenter. From this perspective, the two hardness indices
become lumping parameters, which, in addition to conventional contributions, also include
different effects of the RRS.

It is interesting to see, in Table 2, that the largest maximum penetration depth is
always consistent with the lowest HIT in both the X-Y and Y-Z planes, thereby confirming
an acceptable constancy of these parameters (including a UTS-like parameter) versus RRS.
However, HIT is often uncorrelated with HVeq in both planes. Some indents in either plane
may occasionally exhibit a significant difference in diagonal lengths (equal to or larger than
12 µm). Such a general mismatch in indentation data is fully reflected on the anomalous
values of EIT from all the indents, and this is why it is believed to be the main indicator of
RRS in the sample. This examination of Table 2 also suggests that the main difference in the
indentation parameters between the two planes and from the macro-indents should not
be attributed to a different microstructure morphology, heterogeneities, or anisotropy, but
instead to a distinct role played by RRS.

4.2. Post Fact: Influence of Residual Stress on Macro-Indentation Properties

The study of RS by means of IIT is a subject of current active research [62,63]. Although
several methods have been proposed, none of them is free of application difficulties [62,63].
Indeed, many of them require the a priori determination of a zero-stress reference state,
which is often unknown [62,63]. Moreover, their experimental validation, e.g., by means of
X-ray diffraction or similar, is very difficult at the greatest depth of interest in this study
(60 µm). Thus, although the main goal of this study has been to determine the tensile-like
properties of the PBF-LB 316L alloy by means of MIIT, another goal has been to determine
whether the measured indentation properties are true or RS-invalidated ones. With the
RS as a new playing factor, the unloading anomalies shown in Figure 5a could also be a
consequence of free distortion of the sample upon RS relaxation during MIIT unloading
rather than an unlike accidental sample preparation.

Before analyzing the new indentation data, the issue of RS in metals and alloys is
briefly introduced, the most salient results attained so far are summarized, and the new
experimental strategy is presented along with the necessary working assumptions.
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The experimental IIT results discussed in the previous section at a nanoscale and
macroscale comply with the ISO 14577-1,2 procedure, which assumes the presence of a pure
elastic contact at the interface between the indenter surface and the material upon incipient
unloading. This implicitly implies the absence of any RS in the material. Moreover, as
RS may induce sink-in and pile-up phenomena, these phenomena are not covered by the
above code either. Thus, with the presence of RS in the PBF-LB fabricated SS 316L alloy, the
invoked standard procedure may provide inaccurate results.

Chen et al. [44] classified residual stresses into three categories: type I, which is at
the macroscale and is caused by plastic deformation gradients, and type II and III, which
are found at the microscale and atomic levels. Type II is associated with the grains in an
intergranular manner owing to the strain incompatibility among the grains, while type III is
associated with the grains in an intragranular manner, with dislocated cells within a grain,
respectively. Accordingly [44,64], type I residual stresses are pertinent to this study and can
be measured with MIIT. Expectedly, owing to prior slicing and polishing operations, the
original RS imparted by the PBF-LB process to the investigated deposit had been relaxed to
some extent, and hence, denoted hereinafter as remnant residual stress-strain field (RRS).

Tsui et al. [65] simulated a standard indentation process by means of the finite element
method and proved that the indentation hardness and indentation modulus increase as the
compressive residual stresses increase, but decrease as the tensile residual stresses increase.
However, our fundamental knowledge on Young’s modulus of materials indicates that
it should remain approximately unaffected by changes in the microstructures with any
fabrication method.

The indentation data listed in Table 2 are now complemented with those derived
from repeated macro-Vickers IIT indentations (under a constant peak load, but the same
indent) to better elucidate the role of RS and its relaxation behavior upon indentation of
the PBF-LB 316L alloy. Previous researchers successfully used repeated macro-Vickers IIT
indentations to improve the measurement accuracy of the indentation modulus in various
metals, especially those with a low strain hardening ability [66].

The difference between the indentation properties over the two planes is expected
to be due to different types of RS originated by the PBF-LB process and the different cuts
performed in the original deposit. For simplicity, we assume that the RRS are purely elastic.
A larger or lower value of EIT than the Young’s modulus will provide an index of the sign
(i.e., compressive or tensile, respectively) of the RRS [64].

The EIT values listed in Table 2 for the X-Y plane are much lower than those in the
Y-Z plane. Both planes also show lower EIT values than Young’s modulus. We initially
ascribe this discrepancy to the influence of the tensile RRS present in the PBF-LB 316L alloy
sample [65]. The presence of tensile RRS was reported in PBF-LB fabricated 316L alloy [67].
These were typically caused by large thermal gradients or large cooling rates [37]. Tensile
RRS alter the measured indentation curves (IC) causing a marked shift to the right of the
loading segment of the IC and a shift to the left of the unloading segment of the IC [62,63].

As HIT is closely linked to residual strains, as a first approximation, it can be considered
insensitive to residual stresses. The consistency of HIT across the sample can be appreciated
from the matching observed between the estimated UTS-like parameter (≈HIT/3) and the
UTS values of the PBF-LB 316L alloy in the literature. As HIT depends on the maximum
penetration depth (hM), it may be a useful parameter to sense in-depth RRS. In this study,
an alternative hardness index, that is, HVeq, has been introduced.

HVeq resembles the standard HV in that it utilizes the same procedure to determine
the residual lateral contact area. However, HVeq differs from the standard HV as it employs
an MIIT cycle rather than a standard HV cycle.

In this work, the HIT and HVeq indices should be interpreted in a different light when
associated with RRS. The main difference between the standard HIT and HVeq concerns
the contact area, that is, the projected contact area for HIT and the lateral contact area for
HVeq. Their major difference lies in the indentation cycle. The former is determined upon
loading/holding, and typically senses the elastoplastic properties of the material. The
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latter is determined after complete unloading, and hence, represents a pure plasticity index
of the material. However, when RRS are present in the sample, the two indices provide
quite different outcomes. In the case of HIT, competition occurs between the elastoplastic
field induced by the indenter and the interfering elastic RRS. Thus, HIT measures the
combined effect of both phenomena. Even though we assume an identical loading–holding
cycle for HVeq to that used for HIT, upon complete release of the indentation load, the
detected lateral contact area of the residual imprint now accounts for the combined effects
of indentation hardening, its eventual elastic relaxation, and the relaxation of RRS (if any).
The conventional meaning of HVeq may be modified to a great extent, depending on the
relative importance of the initial tensile RRS on the indentation plasticity phenomena. If
tensile RRS are dominant, large in-plane permanent displacements are accompanied by
incomplete strain hardening, which results in a misleading HVeq. Alternatively, if the initial
RRS can be substantially relaxed during indentation, thereby allowing sufficient indentation
strain hardening, the HVeq results to be a conventional hardness index. Moreover, both
the standard HV and HVeq can mask the presence of large tensile RRS, and caution should
therefore be taken when using the mean value of the two Vickers diagonals, especially
when a large difference in the diagonals is detected.

The difference in the residual Vickers diagonals is considered as an indicator of in-
plane two-dimensional tensile RRS. Although compressive RRS are expected to induce
relatively small diagonal differences, tensile RRS are responsible for much larger values.
Furthermore, small diagonal differences do not necessarily imply negligible RRS. For
instance, compressive RRS in one direction may relate to tensile RRS in the orthogonal
direction and confine the net deformation underneath the indenter. Alternatively, the
indenter diagonals may accidentally be aligned along the RRS-balanced directions, thereby
resulting in negligible diagonal differences.

Table 2 shows that the diagonal differences measured in both the X-Y and Y-Z planes
range between 12 and 15 µm, which means that both planes are affected by tensile RRS, as
also attested by the low values of EIT at all the indents.

With reference to the repeated indentations, the changes in EIT and HIT at the nth
indentation cycle are computed with respect to the first cycle. The changes in indenta-
tion modulus and indentation hardness are computed as: Eit(n) − Eit(1) = ∆Eit(n), and
Hit(n) − Hit(1) = ∆Hit(n), respectively. Figures 6c and 6d show such changes in the two
indentation properties after ten cycles [14,34].

In the absence of RRS, repeated Vickers indentations promote a fully developed
plasticity condition to be attained (also called Tabor’s condition), which is reached upon
IIT loading [66], especially in metals and alloys that exhibit a poor strain hardening
ability. In the presence of RRS, repeated Vickers indentations are expected to relax RRS
to some extent via the plasticity developed underneath the indenter. Table 2 shows the
two measured diagonals of the residual Vickers imprint (5th and 6th columns) over the
X-Y and Y-Z surfaces.

The results listed in Table 2 and the ones from repeated Vickers indentations over the
X-Y and Y-Z planes are discussed hereafter.

It should be recalled that the deposit is relatively thin along the y-direction, and that
the deposition vector along z is much smaller than that along the x direction; thus, in-plane
σy (residual stress) (see Figure 7) is assumed to be negligible in comparison to σx and σz;
moreover, alternate overlying Y-deposit layers tend to further relax the area underneath σy
as a result of tempering.
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reference to the macro-indents in XY and YZ planes (which are highlighted in Figure 2) and detail of
indent 2D cross section in both planes underlining the effect of residual stress.

The two opposed lateral surfaces of the deposit are likely to induce tensile RRS, due
to rapid cooling. The thickness of the deposited layer along the x-direction (X-layer)
is ≈60 µm, whereas the thickness of the deposited layer along the y-direction (Y-layer)
is ≈50 µm. These two thicknesses have the same order of magnitude of the maximum
penetration depth (≈60 µm) reached during MIIT with 150 N peak load. HVeq provides an
index of the unrelaxed tensile RRS upon IIT, and thus, can measure the extent to which an
indentation property is affected by RRS.
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The three macro-indents lying over the X-Y plane located a large distance from the
substrate–deposit interface. This distance ensures: (i) the same in-depth σz acts at the three
indents, (ii) any chemical inhomogeneity (e.g., due to dilution between the filler and the
substrate) is negligible, and (iii) the thermal condition of each indent mainly depends on
the local cooling rate (CR).

The active residual stresses over the X-Y plane are in-plane σx and in-depth σz. The
X-Y plane experiences large in-plane tensile σx and constant σz.

Indent #1, X-Y plane:

• location: near the outer lateral surface of the deposit, and near the top dome.
• RRS: large tensile σx resulting from a high cooling rate (CR) on the outer lateral surface

and large tensile σz affected by the high CR at the top dome.
• properties: the large tensile stresses are consistent with the very low value of the

indentation modulus (much smaller than Young’s modulus). The low value of HIT and
UTS-like is linked to the large value of hM; the small value of the diagonal difference
(∆d) does not offer any helpful information; the HVeq value in Table 2 suggests a
relatively large value of unrelaxed RRS.

• outcome: softest location, unreliable indentation properties due to strong RRS.

Indent #2, X-Y plane:

• location: farther than #1 from the lateral outer surface and near the top dome.
• RRS: milder CR from the lateral surface, and identical large tensile σz to #1, due to the

high CR from the top dome.
• properties: although the HIT of this indent coincides approximately with that of #3,

HVeq is lower than that of #1 and #3, which means lower tensile σx than in #1 and #3,
and slightly more reliable indentation properties than those of #1 and #3. EIT is still
very low; the large value of ∆d clearly confirms the presence of tensile RRS.

• outcome: despite the strong presence of high unrelaxed tensile RRS, the HVeq value
suggests a less invalidating influence on the indentation properties at this indentation
than the other two.

Indent #3, X-Y plane:

• location: similar to location of #1, that is, near the other surface and close to the top
dome, as #1 and #2.

• RRS: a similar CR effect of #1 from the lateral surface and from the top dome; identical
large tensile σx and σz, as in #1; the large value of ∆d clearly confirms the presence of
unrelaxed tensile RRS.

• properties: the largest HVeq value suggests a strong invalidating effect of unrelaxed
RRS. The HIT and hM values of #3 are approximately identical to those of #2, but incon-
sistent with the larger UTS-like and lower ∆d values of #3 than #2; moreover, the low
value of EIT proves the low reliability of the indentation properties of indentation #3.

The active residual stresses over the Y-Z plane are in-plane σz and in-depth σx. The
Y-Z plane exhibits a more complex stress state than the X-Y plane.

Indent #1, Y-Z plane:

• location: at the core of the deposit, near the top dome.
• RRS and properties: the large value of ∆d suggests the presence of tensile σx; on

the other hand, the large HIT and UTS-like values indicate an effective synergism of
compressive σz with tensile σx, whereby the small hM value is also attained. This is
consistent with a location at the inner core of the deposit, conceivably under high
compressive σz, which diminishes the detrimental effects of tensile σx. The synergistic
contribution of tensile–compressive RRS is consistent with the value of EIT, which
here is almost identical to Young’s modulus of the alloy. This is clear evidence that
an EIT nearly equal to Young’s modulus does not necessarily mean nearly zero-RRS;
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moreover, the lowest HVeq value is attained, thus indicating the minimal influence
of RRS.

• outcome: the strongest and the hardest location of the tested deposit with the most
reliable indentation properties.

Indent #2, Y-Z plane:

• location: near the substrate–deposit interface, at the inner core of the deposit.
• RRS and properties: the small value of ∆d is not helpful; the value of hM compares

well with that of # 2 in the X-Y plane, and the acceptable HIT and UTS-like values,
which are lower than those of #2 in the X-Y plane, also suggest a beneficial synergism
of compressive σz (though lower than #1) with tensile σx, as shown by the relatively
low values of HVeq and the core location of the indent. The reduced compressive
stress could be attributed to the closer vicinity of the indent to the substrate, which
induces slightly larger tensile σx, due to thermal gradients. Although EIT is smaller
than that of #1, it is still close to Young’s modulus of the alloy, thereby indicating
nearly reliable indentation properties.

• outcome: nearly reliable indentation properties.

Indent #3, Y-Z plane:

• location: near the outer later surface, at the mid-height of the deposit.
• RRS and properties: the effect of the substrate-induced thermal gradient on tensile σx

has less influence here that in #2; however, the vicinity to the outer surface enhances
the CR effect and the build up of larger tensile σx, which are more difficult to relax
during indentation. The value of ∆d is not helpful. The value of hM is larger than that
observed in #2. The synergistic effect introduced by compressive σz is dramatically
reduced, as shown by the relatively lower HIT and UTS-like values, whereas HVeq
remains identical to that of #2; nevertheless, EIT is smaller than that in #2, thus
indicating a loss of reliability of the indentation properties.

• outcome: less reliable indentation properties than #2.

The repeated indentation test highlighted that indents affected by pure tensile RRS
exhibit a faster increase in EIT during the initial cycling than when a steady state is reached
after completion of the cycle; this suggests that tensile RRS are more difficult to relax
after indentation. Conversely, where compressive RRS are present, even in combination
with tensile RRS, a linear increase in the indentation modulus corresponds to an effective
relaxation of RRS, as has been observed for #1 in the Y-Z plane. It should be noted that
although EIT increases linearly after indentation #2 in the X-Y plane, as in the case of #1 in
the Y-Z plane, the severe tensile nature of RRS does not allow their effective relaxation.

5. Conclusions

A defect-free, chemically homogeneous PBF-LB fabricated AISI 316L steel alloy
has been investigated by means of the macro- and nano-scale instrumented indentation
test (IIT) over the X-Y and Y-Z planes after conventional sectioning and metallographic
preparation of the samples. The microstructure was composed of equiaxed grains and
relatively coarse irregular (elongated) grains, which were embedded in a typical cellular-
dendritic substructure.

Nanoindentation testing over the X-Y plane showed that the grains were nearly stress
free and had very little in common with the indentation properties at the macroscale.
The measured indentation modulus was unaffected by the grain boundaries, while the
characteristic intrinsic elastic anisotropy of the individual grains was revealed. The nanoin-
dentation hardness did not vary to any great extent across the individual grains, although
they suffered from a large ISE.

Macro-indentation imprints over a few large grains in the Y-Z (growth) and X-Y
(scanning) planes of the PBF-LB deposit showed that indentation hardness is affected less
by ISE and provides a reliable estimate of the UTS-like (≈HIT/3) of the SS 316L.
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Abnormal values of other indentation properties over the macroscale, such as the
equivalent Vickers hardness and indentation modulus, indicated the need to reexamine
the overall indentation results by considering the influence of residual stresses in the
deposit. The presence of residual stresses in the indented sample implied a lack of justifi-
cation of the basic requirements contained in the current ISO 14577-1 code, and therefore,
that the appropriate meanings and outcomes of the traditional material parameters
needed reconsideration.

It was found that HIT provided a useful index that could be used to sense in-depth
residual stresses, whereas the difference in the residual Vickers diagonals (whenever
available) could be used to sense the in-plane stresses. Compressive residual stresses, even
when combined with tensile stresses, were more effective in relaxing upon indentation
and tended to ensure more reliable indentation properties; conversely, tensile stresses were
found to be less effective in relaxing and more prone to invaliding the indentation results.

The developed methodology permits the influence of residual stresses on the measured
indentation properties over the macroscale to be rationalized and the reliability of the
measured indentation properties to be systematically discriminated.

Author Contributions: Conceptualization, G.M. and F.H.; Methodology, G.M.; Formal analysis, G.M.
and F.H.; Investigation, F.H; resources, G.M., R.M. and A.V.; Data curation, F.H.; Writing—original
draft, G.M. and F.H.; Supervision, G.M. and R.M.; Project administration, G.M.; Funding acquisition,
G.M., R.M. and A.V. All authors have read and agreed to the published version of the manuscript.

Funding: Funding to carry out research and for the publications of the results were provided by
INSTM (addressed Via G. Giusti, 9, 50121 Firenze, Italy), (email address: segreteria@instm.it).

Institutional Review Board Statement: Not applicable.

Informed Consent Statement: Not applicable.

Data Availability Statement: The data presented in this study are available in article.

Acknowledgments: The authors wish to express their appreciation and thanks to T. Ohmura of the
National Institute for Materials Science (NIMS, Tsukuba) for the use of the nanoindenter (Hisytron
TI 950 TriboIndenter) facility to perform the nanoindentations, Andrea Meniconi for providing the
nanoindentation results on the SS316 L alloy, and Ahmad Hamed for actively contributing to the
discussions on residual stresses along the X-Y and Y-Z planes.

Conflicts of Interest: The authors declare no conflicts of interest.

References
1. Kelbassa, I.; Albus, P.; Dietrich, J.; Wilkes, J. Manufacture and repair of aero engine components using laser technology. In

Proceedings of the 3rd Pacific International Conference on Applications of Lasers and Optics, PICALO 2008—Conference
Proceedings, Beijing, China, 2 April 2008; pp. 208–213. [CrossRef]

2. Agius, D.; Kourousis, K.I.; Wallbrink, C. A Review of the As-Built SLM Ti-6Al-4V Mechanical Properties towards Achieving
Fatigue Resistant Designs. Metals 2018, 8, 75. [CrossRef]

3. Shahzad, K.; Deckers, J.; Kruth, J.; Materials, J.V.-J. Additive Manufacturing of Alumina Parts by Indirect Selective Laser Sintering
and Post Processing. Elsevier. 2013. Available online: https://www.sciencedirect.com/science/article/pii/S0924013613001052
(accessed on 20 September 2022).

4. Almuaili, F.A.; McDonald, S.A.; Withers, P.J.; Cook, A.B.; Engelberg, D.L. Strain-induced reactivation of corrosion pits in austenitic
stainless steel. Corros. Sci. 2017, 125, 12–19. [CrossRef]

5. Yan, J.B.; Geng, Y.; Xie, P.; Xie, J. Low-temperature mechanical properties of stainless steel 316L: Tests and constitutive models.
Constr. Build. Mater. 2022, 343, 128122. [CrossRef]

6. Devine, T.; Briant, C.; Metallurgica, B.D.-S. Mechanism of Intergranular Corrosion of 316L Stainless Steel in Oxidizing
Acids. Elsevier. 1980. Available online: https://www.sciencedirect.com/science/article/pii/0036974880902513 (accessed on
20 September 2022).

7. Brandt, M. Laser Additive Manufacturing: Materials, Design, Technologies, and Applications; Woodhead Publishing: Cambridge,
UK, 2017.

8. Singh, R.; Gupta, A.; Tripathi, O.; Srivastava, S.; Singh, B.; Awasthi, A.; Rajput, S.K.; Sonia, P.; Singhal, P.; Saxena, K.K. Powder
bed fusion process in additive manufacturing: An overview. Mater. Today Proc. 2020, 26, 3058–3070. [CrossRef]

https://doi.org/10.2351/1.5057008
https://doi.org/10.3390/met8010075
https://www.sciencedirect.com/science/article/pii/S0924013613001052
https://doi.org/10.1016/j.corsci.2017.05.023
https://doi.org/10.1016/j.conbuildmat.2022.128122
https://www.sciencedirect.com/science/article/pii/0036974880902513
https://doi.org/10.1016/j.matpr.2020.02.635


Materials 2024, 17, 255 19 of 21

9. Scipioni Bertoli, U.; MacDonald, B.E.; Schoenung, J.M. Stability of cellular microstructure in laser powder bed fusion of 316L
stainless steel. Mater. Sci. Eng. A 2019, 739, 109–117. [CrossRef]

10. Birnbaum, A.J.; Steuben, J.C.; Barrick, E.J.; Iliopoulos, A.P.; Michopoulos, J.G. Intrinsic strain aging, Σ3 boundaries, and origins of
cellular substructure in additively manufactured 316L. Addit. Manuf. 2019, 29, 100784. [CrossRef]

11. Hay, J. Introduction to instrumented indentation testing. Exp. Tech. 2009, 33, 66–72. [CrossRef]
12. Midawi, A.R.H.; Simha, C.H.M.; Gerlich, A.P. Assessment of yield strength mismatch in X80 pipeline steel welds using instru-

mented indentation. Int. J. Press. Vessels Pip. 2018, 168, 258–268. [CrossRef]
13. Pero, R.; Maizza, G.; De Marco, F.; De Fazio, P.; Montanari, R.; Ohmura, T. Determination of the yield radius and yield stress in

2198-T3 aluminum alloy by means of the dual-scale instrumented indentation test. Mater. Trans. 2019, 60, 1450–1456. [CrossRef]
14. ISO 14577-1:2015; Metallic Materials—Instrumented Indentation Test for Hardness and Materials Parameters—Part 1: Test

Method. Available online: https://www.iso.org/standard/56626.html (accessed on 30 June 2023).
15. Xia, Y.; Bigerelle, M.; Marteau, J.; Mazeran, P.E.; Bouvier, S.; Iost, A. Effect of surface roughness in the determination of the

mechanical properties of material using nanoindentation test. Scanning 2014, 36, 134–149. [CrossRef]
16. Ambriško, L’.; Pešek, L. Determination the crack growth resistance of automotive steel sheets. Chem. Listy 2011, 105, 767–768.
17. Xu, C.; Liu, X.; Li, Y.; Qian, W.; Jia, W.; Quan, Q.; Yin, J. Microstructural and Mechanical Properties of Nitrogen Ion Irradiated 316

Stainless Steel. Nucl. Technol. 2022, 208, 1083–1088. [CrossRef]
18. Sargent, P. Indentation size effect and strain-hardening. J. Mater. Sci. Lett. 1989, 8, 1139–1140. [CrossRef]
19. Swadener, J.G.; George, E.P.; Pharr, G.M. The correlation of the indentation size effect measured with indenters of various shapes.

J. Mech. Phys. Solids 2002, 50, 681–694. [CrossRef]
20. Saha, R.; Nix, W.D. Effects of the substrate on the determination of thin film mechanical properties by nanoindentation. Acta

Mater. 2002, 50, 23–38. [CrossRef]
21. Sun, Y.; Bell, T.; Zheng, S. Finite element analysis of the critical ratio of coating thickness to indentation depth for coating property

measurements by nanoindentation. Thin Solid Films 1995, 258, 198–204. [CrossRef]
22. Chen, J.; Bull, S.J. On the factors affecting the critical indenter penetration for measurement of coating hardness. Vacuum 2009, 83,

911–920. [CrossRef]
23. Rajan, P.B.R.; Monnet, I.; Hug, E.; Etienne, A.; Enikeev, N.; Keller, C.; Sauvage, X.; Valiev, R.; Radiguet, B. Irradiation resistance of

a nanostructured 316 austenitic stainless steel. IOP Conf. Ser. Mater. Sci. Eng. 2014, 63, 012121. [CrossRef]
24. Chabak, Y.; Efremenko, B.; Petryshynets, I.; Efremenko, V.; Lekatou, A.G.; Zurnadzhy, V.; Bogomol, I.; Fedun, V.; Koval’, K.;

Pastukhova, T. Structural and Tribological Assessment of Biomedical 316 Stainless Steel Subjected to Pulsed-Plasma Surface
Modification: Comparison of LPBF 3D Printing and Conventional Fabrication. Materials 2021, 14, 7671. [CrossRef]

25. Randall, N.X.; Renevier, N.; Michel, H.; Collignon, P. Correlation between processing parameters and mechanical properties
as a function of substrate polarisation and depth in a nitrided 316 L stainless steel using nanoindentation and scanning force
microscopy. Vacuum 1997, 48, 849–855. [CrossRef]

26. Sidane, D.; Chicot, D.; Yala, S.; Ziani, S.; Khireddine, H.; Iost, A.; Decoopman, X. Study of the mechanical behavior and corrosion
resistance of hydroxyapatite sol–gel thin coatings on 316 L stainless steel pre-coated with titania film. Thin Solid Films 2015, 593,
71–80. [CrossRef]

27. Blinn, B.; Ley, M.; Buschhorn, N.; Teutsch, R.; Beck, T. Investigation of the anisotropic fatigue behavior of additively manufactured
structures made of AISI 316L with short-time procedures PhyBaLLIT and PhyBaLCHT. Int. J. Fatigue 2019, 124, 389–399. [CrossRef]

28. Cagliero, R.; Barbato, G.; Maizza, G.; Genta, G. Measurement of elastic modulus by instrumented indentation in the macro-range:
Uncertainty evaluation. Int. J. Mech. Sci. 2015, 101–102, 161–169. [CrossRef]

29. Hosseinzadeh, A.R.; Mahmoudi, A.H. Determination of mechanical properties using sharp macro-indentation method and
genetic algorithm. Mech. Mater. 2017, 114, 57–68. [CrossRef]

30. Schiavi, A.; Origlia, C.; Germak, A.; Prato, A.; Genta, G. Indentation Modulus, Indentation Work and Creep of Metals and
Alloys at the Macro-Scale Level: Experimental Insights into the Use of a Primary Vickers Hardness Standard Machine.
Materials 2021, 14, 2912. [CrossRef] [PubMed]

31. Cagliero, R.; Maizza, G. Influence of Vickers Indenter Tip Geometry on the Macro-indentation Properties of γ-TiAl Alloys. 2011.
Available online: https://www.researchgate.net/publication/265808594 (accessed on 18 July 2023).

32. Karbasian, A.; Shirazi, M.; Mahmoudi, A.H. Effect of Surface Roughness on Brinell Hardness and Load-Displacement Curves
using a Macro Indentation. Int. J. Eng. Trans. B Appl. 2023, 36, 914–924. [CrossRef]

33. Lee, J.; Lee, K.; Lee, S.; Kwon, O.M.; Kang, W.K.; Lim, J.I.; Lee, H.K.; Kim, S.M.; Kwon, D. Application of Macro-Instrumented
Indentation Test for Superficial Residual Stress and Mechanical Properties Measurement for HY Steel Welded T-Joints. Materials
2021, 14, 2061. [CrossRef]

34. ISO 14577-2:2015; Metallic Materials—Instrumented Indentation Test for Hardness and Materials Parameters—Part 2: Verification
and Calibration of Testing Machines. Available online: https://www.iso.org/standard/56628.html (accessed on 28 August 2023).

35. Meier, H.; Haberland, C. Experimental studies on selective laser melting of metallic parts Experimentelle Untersuchungen zum
Laserstrahlgenerieren metallischer Bauteile. Mater. Werkst. 2008, 39, 665–670. [CrossRef]

36. Suryawanshi, J.; Prashanth, K.G.; Ramamurty, U. Mechanical behavior of selective laser melted 316L stainless steel. Mater. Sci.
Eng. A 2017, 696, 113–121. [CrossRef]

https://doi.org/10.1016/j.msea.2018.10.051
https://doi.org/10.1016/j.addma.2019.100784
https://doi.org/10.1111/j.1747-1567.2009.00541.x
https://doi.org/10.1016/j.ijpvp.2018.09.014
https://doi.org/10.2320/matertrans.MT-MD2019010
https://www.iso.org/standard/56626.html
https://doi.org/10.1002/sca.21111
https://doi.org/10.1080/00295450.2021.1997058
https://doi.org/10.1007/BF01730048
https://doi.org/10.1016/S0022-5096(01)00103-X
https://doi.org/10.1016/S1359-6454(01)00328-7
https://doi.org/10.1016/0040-6090(94)06357-5
https://doi.org/10.1016/j.vacuum.2008.11.007
https://doi.org/10.1088/1757-899X/63/1/012121
https://doi.org/10.3390/ma14247671
https://doi.org/10.1016/S0042-207X(97)00084-5
https://doi.org/10.1016/j.tsf.2015.09.037
https://doi.org/10.1016/j.ijfatigue.2019.03.022
https://doi.org/10.1016/j.ijmecsci.2015.07.030
https://doi.org/10.1016/j.mechmat.2017.07.004
https://doi.org/10.3390/ma14112912
https://www.ncbi.nlm.nih.gov/pubmed/34071508
https://www.researchgate.net/publication/265808594
https://doi.org/10.5829/IJE.2023.36.05B.08
https://doi.org/10.3390/ma14082061
https://www.iso.org/standard/56628.html
https://doi.org/10.1002/mawe.200800327
https://doi.org/10.1016/j.msea.2017.04.058


Materials 2024, 17, 255 20 of 21
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