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The current work aimed to study the influence of various heat treatments on the microstructure, hardness,
and residual stresses of Inconel 718 processed by laser powder bed fusion process. The reduction in residual
stresses is crucial to avoid the deformation of the component during its removal from the building platform.
Among the different heat treatments, 800 °C kept almost unaltered the original microstructure, reducing
the residual stresses. Heat treatments at 900, 980, and 1065 °C gradually triggered the melt pool and
dendritic structures dissolution, drastically reducing the residual stresses. Heat treatments at 900 and
980 °C involved the formation of & phases, whereas 1065 °C generated carbides. These heat treatments
were also performed on components with narrow internal channels revealing that heat treatments up to
900 °C did not trigger sintering mechanisms allowing to remove the powder from the inner channels.

Keywords additive manufacturing, hardness, laser powder bed
fusion, microstructure, phase state, residual stress,
superalloys

1. Introduction

Inconel 718 (IN 718) is a Ni-based superalloy characterized
by high mechanical stability up to around 650 °C, including
elevated oxidation resistance and good fatigue life. This alloy is
one of the most considered materials for aeronautics industries,
such as parts of aircraft turbine engines and land-based gas
turbine engines (Ref 1-7).

Nowadays, near-net-shape complex components made of IN
718 can be fabricated employing additive manufacturing (AM)
processes. Among these processes, laser powder bed fusion (L-
PBF) enables the production of components starting from
powder melted by a laser beam layer by layer, based on a 3D
CAD model (Ref 8-10). The high weldability of this alloy
allows the fabrication of L-PBF IN 718 components with
extremely high densification levels (close to 100%) (Ref 11-
14).

However, the material is subjected to extremely high
cooling rates (around 10°-10° °C/s) during the melting and
solidification, generating extremely fine microstructures com-
posed of dendritic/cellular structures with nanometric Laves
phases, and micrometric segregations chiefly located into the
interdendritic areas. Moreover, high cooling rates lead to the
formation of high residual stresses within the material (Ref 11,
15-17). These high residual stresses can lead to distortion of the
component as well as to reduce its fatigue life (Ref 18). It is
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therefore essential to perform subsequent heat treatments in
order to mitigate the residual stresses, investigating the
microstructure and mechanical properties of the post-heat-
treated material (Ref 17, 19, 20).

The primary studies on L-PBF IN 718 alloy have been
investigated the effect of heat treatments (solution annealing
and double-aging treatments) in order to homogenize the
microstructure and reach adequate mechanical performance.

For instance, Tucho et al. (Ref 21) studied the effect of
solution annealing at high temperatures (1100 and 1250 °C) for
different times, showing the homogenization of the microstruc-
ture associated with its hardness evolution. Also, Calandri et al.
(Ref 15) reported the crucial role of the chemical homogeniza-
tion, investigating the phases concentration, grain structures,
and hardness of L-PBF IN 718 underwent to different solution
annealing from 980 to 1200 °C. Zhang et al. (Ref 22) focused
their attention on the effect of standard heat treatments on the
phases formation and hardness compared to the traditional cast
version. Cao et al. (Ref 23) examined the evolution of the
phases such as 7y (Niz(Al,Ti)—face-centered cubic), v~
(Ni3Nb—body-centered tetragonal) and 6 (NisNb—orthorhom-
bic) phases under standard heat treatments. Chlebus et al. (Ref
24) reported that double-aged L-PBF IN 718 material exhibits
higher tensile properties than double-aged wrought IN 718
alloy.

Another aspect of L-PBF process is that it inherently
induces residual stresses into the material that can be deter-
mined by means of different techniques (Ref 18, 25-32).
Regarding IN 718, some authors revealed an estimation based
on the deformation of the specimens (Ref 28), microhardness
test (Ref 29), XRD analysis (Ref 30), neutral diffraction method
(Ref 31), as well as hole drilling test (Ref 32).

Yi et al. (Ref 28) reported the variations of residual stresses
through the degree of sample deformations produced with
different process parameters. They revealed that reducing the
scanning speed or increasing the laser power involves more
energy to the powder, thus provoking increment of residual
stresses. Nadammal et al. (Ref 31) revealed the effect of
parameters on the residual stresses assessed using the neutral
diffraction method. Lu et al. (Ref 29) evaluated the influence of
different island scanning strategies on the residual stresses by
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means of microhardness test, indicating an adequate reduction
for the size of 5 x 5 mm”. Ahmad et al. (Ref 33) used the
contour method (within the techniques based on the deforma-
tion of the sample) coupled with numerical simulation to
determine the residual stresses generated within L-PBF IN 718.
They assessed high tensile stresses (maximum values around
840 MPa) close to the surface and compressive stresses
(maximum values around 460 MPa) in the middle of the
specimens. Deng et al. (Ref 30) found high residual stresses for
the as-built state (magnitude around 800-750 MPa), which are
relieved after performing heat treatment at 1080 °C followed by
double-aging treatments by means of XRD analysis. Finally,
Barros et al. (Ref 32) studied the effect of residual stresses for
L-PBF IN 718 subjected to standard solution annealing at
1065 °C as well as solution annealing followed by double-
aging treatments (720 °C 8 h + 620 °C 8 h) using hole drilling
test, correlating the resulting values with the microstructure
evolution. In this study, subsequent heat treatments (solution
annealing and aging treatments) provoked a consistent reduc-
tion of residual stresses.

Nevertheless, according to the authors’ knowledge, there are
no studies correlating the microstructure with residual stresses
evolution under different temperatures, also applying temper-
atures considered as possible stress relieving tailored for the L-
PBF material.

In the current work, a systematic study was performed in
order to understand which temperature starts to be useful as
stress relieving and which temperature starts to affect the
microstructure of the material. Different heat treatments at 450,
600, 800, and 900 °C were compared to the as-built, and
traditional solution annealed conditions at 980 °C (AMS 5662)
and 1065 °C (AMS 5664) states, applying the same heating
time (1 h). This study could drive to design specific heat
treatments tailored for L-PBF IN 718 alloy to mitigate or
eliminate the residual stresses.

2. Materials and Methods

2.1 Materials and Heat Treatments

The gas-atomized IN 718 powder supplied by EOS GmbH
was used. The chemical composition is the following (in weight
percent): Fe Balance, Ni 50-55%, Cr 17-21%, Nb 4.75-5.5%,
Mo 2.8-3.3%, Co < 1%, Ti 0.65-1.15%, Al 0.2-0.8%, Si and
Mn < 0.35%, Cu < 0.3%, P+S < 0.015% and
B < 0.006% in agreement with the UNS NO7718. The gas
atomized powder was characterized by particles with a
cumulative frequency of dsy of around 25 um and dgg of
45 pm. The particle size was determined using processing
images of the particles obtained by means of a scanning
electron microscope (SEM). The particle presents quite spher-
ical shapes, also exhibiting satellites and some irregular
particles, as shown in Fig. 1.

Cubic samples with dimensions 10 x 10 x 10 mm® were
fabricated by means of an EOS M270 Dual mode version with
a laser spot size of 0.1 mm. The employed process parameters
were: laser power of 195 W, hatching distance of 0.09 mm,
scanning speed of 1200 mm/s, and layer thickness of 0.02 mm,
applying a laser scanning rotation of 67° (Ref 15). The
employed scanning strategy has been explained in a previous
publication of some of the authors (Ref 32).
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Fig. 1 SEM image of the morphology of the particles

In order to examine the residual stresses mitigation under
heat treatments, different temperatures were selected. Heat
treatments at 450, 600, 800, and 900 °C, together with standard
solution annealing temperatures at 980°C (AMS 5662) and
1065 °C (AMS 5664) were performed. For all these heat
treatments, the heating time was kept constant to 1 h, followed
by air cooling. The heat treatments were performed in a muffle
furnace in air.

2.2 Microstructure Investigations

The cubic samples were cut along the z-axis (building
direction), ground with SiC paper, and polished down to 1 pum
using diamond suspensions. Finally, the samples were etched
with Kallings’ No.2 solution. A light optical microscope (LOM
- Leica DMI 5000 M) and scanning electron microscope (SEM
- Phenom XL) equipped with an energy-dispersive spec-
troscopy (EDS) detector was employed to study the microstruc-
ture. The lattice parameter of the austenitic matrix (y) was
evaluated by x-ray diffraction (XRD, PANalytical) with Cu K,
radiation at 40 kV and 40 mA in a Bragg—Brentano configu-
ration operating with a step size 0.013 and 25 s per step.

The Brinell hardness of the sample was determined using an
EMCO TEST M4U test machine with a load of 62.5 kg for
15 s (HBW2.5/62.5) following the ASTM E10 standard. The
final hardness value was assessed by performing five indenta-
tions on two samples for each condition.

2.3 Residual Stresses Measurements

The hole-drilling method was used to evaluate the in-depth
residual stresses. Thus, onto the top and lateral side of each
specimen, K-RY61-1.5/120R (HBM ltalia s.r.1., Italy) Type B3-
element rosettes were installed. Each rosette consists of a series
of 3 strain gages radially arranged to the point where the hole
will be produced. A RESTAN-MTS3000 (SINT Technology
s.r.l, Italy) hole drilling system, equipped with a 1.8 mm
diameter inverted-cone end mill, was then used to generate the
hole in 20 steps of 0.05 mm, and corresponding surface
deformations were acquired. The EVAL 7 software (SINT
Technology s.r.l, Italy) allowed to compute the residual stress
profile from the acquired surface deformations, following the
back calculation method for the non-uniform residual stress
field described in the ASTM E837-13a standard.
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3. Results and Discussions

3.1 Microstructure Evolution

Figure 2 shows the LOM and SEM images of the as-built
and heat-treated samples at 450 and 600 °C for 1 h, cut along
the building direction (z-axis). The as-built state revealed the
melt pool contours generated by the laser beam and columnar
grains crossing several melt pools. Samples under thermal
exposures at 450 and 600 °C displayed the same microstructure
features as the as-built conditions. More in detail, the as-built
state revealed columnar grains mainly with a length from 30 to
200 pm and a width from 10 to 50 pm, showing dimensions
compatible with the literature (Ref 19, 22, 28). The grain size
resulted in being no altered by applying heat treatments at 450
and 600 °C for 1 h. For these conditions, the SEM micrographs
exhibited fine architectures of dendritic structures. This indi-
cates that similar temperatures did not promote either melt pool
disappearing or grains modifications or any significative phase
changes.

Regarding the grain sizes, higher thermal exposures did not
seem to involve drastic modification on the maximum grain
dimensions due to the formation of phases hindering the grain
growth. Moreover, all the microstructures exhibited the pres-
ence of columnar grains, indicating no remarkable recrystal-
lization, as displayed in the LOM images of Fig. 3. This is in
line with the literature on LPBF IN 718 alloy since the
recrystallization primarily occurs over 1100 °C (Ref 15, 24).

LOM images

As-built

Higher temperatures, on the other hand, produced detectable mi-
crostructural alterations on the melt pools, dendritic structures,
and phases, as visible in the SEM micrographs of the specimens
heat-treated at 800, 900, 980, and 1065 °C for 1 h in Fig. 3.

Heat treatment at 800 °C promoted the formation of
precipitates along the grain boundaries, without eliminating
the melt pools or affecting the columnar grains. Samples heat-
treated at 900 °C still revealed precipitates along the columnar
grain boundaries while the melt pools were almost completely
eliminated, indicating that for this thermal exposure, dissolution
mechanisms occur. Increasing the temperature at 980 °C, the
microstructure still exhibited intergranular precipitates along
the columnar grains while the melt pools were completely
dissolved. Differently, the samples heat-treated at 1065 °C for
1 h revealed a very low concentration of phases along the grain
boundaries.

The morphology and EDS analyses (Fig. 4a—d) associated
with the time-temperature—transformation (TTT) diagram of
the alloy can help to identify the formed phases under the
various thermal exposures. Phases enriched in Nb coupled to
depletion of Ni can suggest the formation of the carbides, while
enrichment in Nb and Ni can indicate the formation of 6 phases
(NizNb). Moreover, considering that the austenitic matrix is
already rich in Ni, for small d phases, the EDS analysis can also
detect no Ni enrichment.

Heat treatment at 800 °C produced the formation of very
fine carbides slightly enriched in Nb and depleted of Ni and Cr

SEM images

450 °C

600 °C

Fig. 2 LOM and SEM images of the L-PBF Inconel 718 samples in the as-built state and heat-treated at 450 and 600 °C for 1 h. Kalling’s No.

2 etchant was used
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LOM images

800 °C

SEM images

900 °C

980 °C

1065 °C

Fig. 3 LOM and SEM images of L-PBF IN 718 samples heat-treated at 800, 900, 980, and 1065 °C for 1 h. Kalling’s No.2 was used

along the grain boundaries. These carbides tend to be formed
along these areas that are enriched in segregated chemical
elements (C, Nb, etc.) (Ref 17, 21). Additionally, nanometric
phases, such as y” phases, could form based on the TTT curves
of the alloy (Ref34).

After heat treatments at 900 and 980 °C, the microstructure
revealed the formation of & phases both along the grain
boundaries and inside the grains. The & phases of samples
heat-treated at 900 and 980 °C exhibited enrichment in Nb
and Ni (typical forming elements of this phase (Ref 12, 35).
Inside the grains, the & phases tended to form predominately
along with the interdendritic areas enriched in Nb. The

568—Volume 30(1) January 2021

samples heat-treated at 980 °C exhibited coarser 6 phases than
samples heat-treated 900 °C. The samples heat-treated at
980 °C revealed the presence of & phases from sub-micro-
metric to around 4 um, while the samples heat-treated at
900 °C mainly exhibited maximum dimensions up to around
2 pm.

It should be noted that the distribution and dimension of &
phases must be carefully controlled. This phase tends to
increase the hardness, but its elevated concentration and
dimensions can be detrimental to the ductility of the material.
Moreover, 6 phases reduce Nb within austenitic matric, which
is essential for y” phase formation during aging treatments

Journal of Materials Engineering and Performance



800 °C

(a)

980 °C

(c)

900 °C

(b)

1065 °C

(d)

Fig. 4 SEM images and EDS scan lines of the heat-treated IN 718 samples (a) 800, (b) 900, (c) 980, and (d) 1065 °C for 1 h. The EDS scan
lines revealed the formation of carbides for samples heat-treated at 800 and 1065°C and the formation of & phases for samples heat-treated at

900 and 980 °C

(Ref 2). From the microstructure analyses, 900 °C appeared to
reduce the formation of large & phases.

A solution annealing at 1065 °C exhibited the complete
dissolution of dendritic structures. The SEM images show the
presence of intergranular carbides rich in Nb associated with
the depletion of Ni and Cr with dimensions up to around 1 pm.

3.2 XRD Analysis and Hardness Evolution

The microstructure development under heat treatments can
be discussed employing the hardness and lattice parameter of 7y
phase. For Ni-based superalloys, it was reported that phase

Journal of Materials Engineering and Performance

formation could involve both an increment of the hardness and
a reduction of the lattice parameters of the y phase due to
chemical elements depletion from the matrix. Differently, the
dendritic dissolution can increase the lattice parameter of the v
phase (Ref 17, 36, 37).

For the as-built and heat-treated samples, the hardness and
the lattice parameter of y phase are displayed in Fig. 5(a) and
(b), respectively.

The hardness and lattice parameter of y phase of heat-treated
samples at 450 and 600 °C resulted to be similar to the as-built
ones, indicating no detectable modifications. On the other hand,
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Fig. 5 (a) Hardness of as-built and heat-treated samples at 450, 600, 800, 900, 980, and 1065 °C; (b) Lattice parameter of y phase for the as-
built and heat-treated samples at 450, 600, 800, 900, 980, and 1065 C
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Fig. 6 Residual stress profiles (a) on the top surface and (b) on the lateral side

treated at 450 and 600 °C for 1 h

T
0.6

T
0.4
Depth (mm)

heat treatment at 800 °C involved a significant hardness
increment coupled to lattice parameter reduction with respect
to the as-built state. This was caused by the formation of
carbides and more probably nanometric y” phases, strengthen-
ing the material and reducing chemical elements from the

matrix.
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of the L-PBF IN 718 samples in the as-built state and heat-

Samples heat-treated at 900 °C revealed higher hardness
and slightly lower average lattice parameter than the as-built
state. This can be attributed to the & phase formation.

The standard solution annealing at 980 °C revealed lower
hardness and greater lattice parameter with respect to the as-
built state. Even though the material presents a consistent
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Fig. 7 Residual stress profiles (a) on the top surface and (b) on the lateral side of the L-PBF IN 718 samples in the as-built state and heat-

treated at 800, 900, 980, and 1065 °C for 1 h

quantity of § phases, the suppression of the melt pool structures
and the partial dissolution of the dendritic structures lead to
reduce the hardness and increase the lattice parameters.

The samples heat-treated at 1065 °C revealed the lowest
hardness correlated with the highest lattice parameter. This
derived from the complete suppression of melt pool structures
and dendritic structures together with carbides formation
occurred.

The hardness of the as-built and heat-treated samples at
standard temperatures (980 and 1065 °C) are in good agree-
ment with the literature using the hardness conversion of
ASTM E140 (Ref 17).

3.3 Residual Stresses

The residual stresses for the as-built and different heat-
treated IN 718 conditions along the top and lateral sides are
reported in Fig. 6 and 7.

The as-built state showed the highest residual stress values,
that were generated by the L-PBF process. Stresses were
positive in sign, and on the top side maximum and minimum
stresses were very close, indicating a biaxial tensile state. The
stress profile below the top surface showed an initial increase
from null stress to 250 MPa within the first 0.2 mm, then a
moderate increase up to 350 MPa in the next 0.4 mm and
finally a rapid rise to 600 MPa (almost reaching the yield
strength of the as-built material built along the z-axis (Ref 38)

Journal of Materials Engineering and Performance

from a depth of 0.6 mm. According to ASTM E837 -13a
standard, the uncertainty in stress value determination by the
hole drilling method is on average + 10%. Also, the direction
of the principal stress showed an abrupt variation at a depth of
0.6 mm. Differently, the stress on the lateral surface was
highest near the surface, reaching the maximum value of
600 MPa at 0.2 mm depth, and then oscillated between 200 and
500 MPa at higher depth.

The effectiveness of heat treatments at 450 and 600 °C on the
reduction of residual stresses is clearly visible in Fig. 6. As
concerns the top surface, quite uniform biaxial stresses of about
200 MPa were observed in both cases, with a moderate increase
to 300 MPa only at higher depth. The maximum stress was
around 45% of the yield stress of the material in the as-built state
built along the z-axis (Ref 38). Different effects of the two heat
treatments were instead observed on the lateral surfaces, and the
somewhat oscillating stress still remained higher than 200 MPa
after the heat treatment at 450 °C, whereas it was below 200 MPa
when the higher temperature of 600 °C was adopted. This result
suggests that the heat treatment at 600 °C is more effective in
reducing the internal stresses.

A more remarkable residual stress reduction was obtained
after the heat treatment at 800 °C (Fig. 7). After this treatment,
the stress on the top side decreased to 100 MPa, with a slight
increase to 200 MPa at higher depth. On the lateral side, the
stress oscillated between 100 and 200 MPa.
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20

Fig. 8 Geometry of the component with narrow internal channels
(all dimensions in mm)

00 °C 900 °C 980 °C 1065 °C

Fig. 9 Components after cutting with narrow internal channels
underwent to different heat treatments

On the other hand, heat treatment at 900, 980, and 1065 °C
revealed the almost complete elimination of residual stresses (in
this case the B-angle indication is not significant). The
oscillating trends that were measured after the 980 and
1065 °C heat treatments, and that appeared amplified at higher
depth may be ascribed to the formation of precipitate areas in
the microstructure.

3.4 Gomponents with Internal Channels

The investigated heat treatments were applied to compo-
nents with narrow internal channels made of IN 718 by L-PBF.
The geometry of these components is detailed in Fig. 8. After
performing the heat treatments, the components were cut and
checked if the powder was sintered within the narrow channels.

For heat treatments up to 900 °C for 1 h, the powder was
not sintered within the internal channel. Differently, partial
sintering of the powder occurred after heat treatments at 980

572—Volume 30(1) January 2021

and 1065 °C for 1 h, entrapping the powder within the internal
channels, as displayed in Fig. 9.

It is, therefore, evident that standard heat treatments could
not be performed without before removing the powder from the
internal channels. On the other hand, considering the current
results, heat treatments at 800 and 900 °C could be performed
to reduce the internal stresses without involving the sintering of
the powder within the internal channels.

4, Conclusions

The influence of different heat treatments on the microstruc-
ture and residual stresses of L-PBF IN 718 alloy was
investigated. The residual stresses within the material can lead
to components distortions, making it necessary to perform a
post-heat treatment. The current work revealed that:

* heat treatments at 450 and 600 °C for 1 h slightly reduced
the residual stresses within the material, without providing
consistent microstructure alterations with respect to the as-
built state;

¢ higher temperatures resulted to be more effective in reduc-
ing the residual stresses, involving a different degree of
microstructure modifications based on the temperature;

¢ heat treatment at 800 °C for 1 h produced consistent miti-
gation of the residual stresses, generating very fine phases
composed of intergranular carbides and most likely nano-
metric y” phases, drastically increasing the hardness of
the samples;

* heat treatment at 900 °C for 1 h resulted to be effective in
the suppression of residual stresses revealing the forma-
tion of & phases correlated with a slight increment of
hardness compared to the as-built state;

e the standard solution-annealing temperatures at 980 and
1065 °C for 1 h eliminated the residual stresses but, at the
same time, promoted significant dendritic dissolution corre-
lated with hardness decrement. In particular, the samples
heat-treated at 980 °C showed bigger & phases than samples
heat-treated at 900 °C. The samples heat-treated at 1065 °C
revealed the presence of intergranular carbides associated
with a complete dissolution of dendritic structures.

Therefore, heat treatments performed at low temperatures with
respect to the standard temperatures could be considered as
tailored stress-relieving treatments for the L-PBF material, and
consequently, decreasing distortions of the components gener-
ating a limited impact on the microstructure.

These heat treatments were also performed on components
with narrow internal channels. For the standard heat treatments
at 980 and 1065 °C, the powder was partially sintered within
the channels. Differently, heat treatments at 800 and 900 °C
could mitigate the residual stresses without triggering the initial
sintering of the powder within the internal channels, which can
be easily eliminated after removing the specimens from the
building platform.
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