crystals MBPY

Article

Microstructure Heredity of Inconel 718 Nickel-Based
Superalloy during Preheating and
Following Deformation

Jianguo Wang 1'2*, Dong Liu "2, Xiao Ding 3, Haiping Wang "2, Hai Wang 12, Jingqing Chen 12
and Yanhui Yang 12

1 National Inovation Center of Defence Industry for Precise Forging and Ring Rolling, Northwestern

Polytechnical University, Xi’an 710072, China; liudong@nwpu.edu.cn (D.L.);
whp0604@mail.nwpu.edu.cn (H.W.); 17629268255@126.com (H.W.);

chen13279352128@126.com (J.C.); yangyh@nwpu.edu.cn (Y.Y.)

School of Materials Science and Engineering, Northwestern Polytechnical University, Xi’an 710072, China
College of Chemistry and Chemical Engineering, Xianyang Normal University, Xianyang 712000, China;
dingxiaolcu@126.com

Correspondence: jianguow@nwpu.edu.cn

check for
Received: 13 February 2020; Accepted: 12 April 2020; Published: 15 April 2020 updates

Abstract: Preheating and compression tests of Inconel 718 superalloy double cone specimens were carried
out to investigate the microstructure heredity during hot working. Optical microscopy, scanning electron
microscopy (SEM), electron backscatter diffraction (EBSD), and transmission electron microscopy (TEM)
were used to characterize the microstructure evolution. The results show that intense microstructure
heredity can be found at the temperature 960~990 °C. During the preheating process, 4 phase precipitation
or grain growth could increase the fraction of high angle grain boundary (HAGBs) and 23" boundaries.
Otherwise, the generation or spread of annealing twin could increase the fraction of LAGBs, Volume
fraction of recrystallized grains was evaluated at the whole hot working process. At the temperature
of 960~990 °C, the volume fraction of recrystallized grains increases with effective strain increasing.
At the super solution temperature of 5 phase, the volume fraction of recrystallized grains decreases
and then increases with the increase of the effective strain. The unimodal grain size distribution and
fully recrystallized grains can be obtained at low strains at 960~990 °C. The twin boundary length
fraction of deformed specimens is always lower than that of preheated ones. Discontinuous dynamic
recrystallization (DDRX) was considered as the dominant nucleation mechanism, and continuous
dynamic recrystallization (CDRX) was strengthened with the increasing grain size. Twin introduced
deformation will be the main deformation mode for alloy 718 with larger grain.

Keywords: nickel-based superalloy; preheating; pouble cone compression; microstructure heredity

1. Introduction

Ni-based superalloys are widely used in propulsion components of the aerospace industry such
as turbine engine blades, disks, casings, and liners. These alloys possess a desirable combination
of high temperature strength and toughness, oxidation and creep resistance, and high temperature
stability [1-3]. The strengthening mechanism of Inconel 718 alloy is mainly contributed by nano-scaled
v”-NizNDb precipitates (lens-like disc shape) and y’-Ni3(AlTi) (cubic or spherical shape) [4]. Metastable
v” phases would transform to detrimental 5-Ni3Nb phases during exposure above 650 °C [5,6]. It is
important to control the thermomechanical processing (TMP) for obtaining the superior performance of
Inconel 718. Microstructure evolution, including dynamic recrystallization and grain growth of Inconel
718, has been extensively studied during hot working [7-9] and post heating processes [2,10-12]. Owing
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to the relatively low stacking fault energy of nickel-based superalloy, the recovery induced by dislocation
climb and cross slip is weak [13]. Hence, recrystallization is one of the most significant mechanisms for
microstructure evolution during hot working process. The recrystallization mechanism comprises the
following three categories: dynamic recrystallization (DRX), meta-dynamic recrystallization (MDRX),
and static recrystallization (SRX) [14]. Due to the difficulty of refining the grain size of superalloy by
SRX, extensive studies have been conducted to investigate the dynamic recrystallization during hot
working process [15-27]. It has been well accepted that the nucleation of dynamic recrystallization for
superalloy includes discontinuous DRX (DDRX) and continuous DRX (CDRX) & phase shows clearly
the pinning effect on the grain growth and stimulated the nucleation of dynamic recrystallization.
Otherwise, few studies have been carried out to investigate microstructure evolution right after
preheating which is more consistent with actual production.

The detailed investigation of microstructure evolution during TMP is usually conducted using
isothermal tests based on uniaxial compression [2,28-30], uniaxial tensile [31,32], torsion [33-35],
and plane strain compression [36-39]. Workpieces are firstly annealed to ensure the initial homogeneous
microstructure [40]. Because of the sensitivity for microstructure evolution to the initial state [41], the
derived information during preheating process is most pertinent to forging process. Semiatin [42]
first conducted the double-cone compression tests of Waspaloy ingot material to evaluate the effect
of different initial microstructure on deformation and dynamic recrystallization behavior. It reveals
that the kinetics of dynamic recrystallization has been highly dependent on the initial state and hot
working temperature. In the double-cone compression tests, strain locates at the high medium plane
of the specimen and increases from edge to the center. Based on the above superiority, double cone
compression enables the continuous observation of microstructure evolution with increasing strain,
which avoids the difference of initial state.

In this study, the heating process and double-cone compression were conducted to investigate
the microstructure heredity of Inconel 718 superalloy during whole hot deformation. Finite element
method was also conducted to evaluate the effective strain of compressed specimens. Analyses of grain
boundary misorientation were systematically carried out in order to investigate the effect of secondary
phases, progress of DRX, evolution of twin boundary and grain size distribution. More attention was
devoted to the nucleation of DRX and the deformation mechanism during hot deformation.

2. Experimental Procedures and Finite Element Model

2.1. Experimental Procedures

The materials used in the present work came from a 250 mm diameter Inconel 718 wrought
billet. The chemical compositions (wt %) of Inconel 718 is as follows: Cr, 17.90; Ni, 53.88; Nb, 5.50;
Mo, 3.12; Ti, 1.04; Al, 0.52; Co, 0.24; Cu, 0.065; C, 0.029; S, 0.0005; P, 0.10; Ta, <0.100, Fe, balances.
Double cone specimens, having dimensions illustrated in Figure 1, were machined from the edge
of billets. Compression tests were carried out in a servo hydraulic test system with load capacities
3150 KN, which comprised a pair of K403 superalloy dies with 252 mm in diameter and 75mm in
height. The specimens were heated at the temperature from 960 to 1040 °C for 60 min to minimize the
gradient of temperature and complete the microstructure evolution, and then compressed to a 60%
height reduction at a speed of 10mm/s. Two dies are heated to 900 °C in order to minimize the die
chilled region in the specimens. Before heating process, specimens were heated to 200 °C to spray
glass lubricant on the surface to reduce the friction between specimens and dies. After forging, the
specimens were quenched in water immediately in ten seconds.

Specimens after compression were sectioned longitudinally for microstructure analysis. The cut
surfaces were mechanically polished and etched for optical metallographic and SEM examination.
Specimens for EBSD investigation were machined and then polished electrolytically with 20 pct
solution of H,SO4 in methanol. Foils with the thickness of 300 um were prepared by grinding to a
thickness of 60 um and discs with a diameter of 3 mm were cut from the selected location for TEM
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examination. The discs were then twin-jet electropolished with a solution of 5% perchloric acid in
ethanol at —30 °C. Tecnai G2 F30 operated at 200 KV was performed for TEM analysis. SEM and
EBSD studies were conducted on a VEGA TESCAN scanning electron microscope (TESCAN, Brno,
Kohoutovice, Czech Republic) equipped with HKL channel 5 software (Oxford Instruments, Witney,
Oxon, United Kingdom). Step size of 1~4 um and voltage of 20 KV were used.
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Figure 1. Dimensions of double cone specimens in millimeters.

2.2. Effective Strain Evaluation by FEM

Finite element model (showed in Figure 2) was used to evaluate effective strain of compressed
specimens. Flow stress data of Inconel 718 generated by Gleeble-3500 at various temperatures and strain
rate were used to simulate the deformation behavior of double cone specimens [42]. The geometry of
specimens and dies, temperatures (including specimens, dies, and environment), and compression
rate were consistent with experimental procedures. The heat transfer coefficient and specific heat
increase with temperature as to the reference [43]. Friction coefficient (0.3) and heat transfer coefficient
between specimen and dies were assumed to be constant during the hot deformation. Two dies
were deemed as a rigid body in the FE model as to its deformation can be neglected compared with
specimens. Calculations were done by using the commercial code of DEFORM-2D software (SFTC,
V10.2, Columbus, OH, United States). Adiabatic temperature rise was estimated as to the equation
shown in reference [44].

Figure 2. Finite element model of double cone compression tests.

3. Results and Discussion

3.1. Initial Microstructure

The initial microstructure of each specimen was detected, which reveals the fine uniform grains
with a maximum grain size about 16 um. The microstructure of wrought billet can be seen in Figure 3.
It shows the EBSD map of the microstructure which is composes of twin boundaries, low angle grain
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boundary (LAGBs, 2 < 8 < 15, thin black lines), high angle grain boundary (HAGBS, 0 > 15, thick black
lines). The LAGBs can only be observed in few specific grains. The fraction of ¥3 twin boundaries is
about 20%, and the fraction of 23" (n = 2,3) twin boundaries is lower than 2%.

= ' [ ] —

& KT n

- rJI - I-‘
1 '_‘?J .
4 H'_ 5 —

i v ILL e

" } 20 lm Step=0.5 pm
i, 1 _- i N GrleOOX]OO l.
' =

Figure 3. Initial microstructure of specimen: thin black lines represent the low angle grain boundary;
thick black lines represent the high angle grain boundary; red, pink, green lines represent X3, 3.9, ¥X27,
twin boundaries respectively.

3.2. Strain Distribution and Flow Behavior

The thermo-mechanical parameters of double cone specimen deformed at the temperature of
1010 °C are shown in Figure 4. It reveals that the effective strain increases from 0.2 at the edge to 1.6 at
the center along the high middle plane (Figure 4a). The width of each zone for similar effective strain is
about 3 mm which is sufficient for microstructure investigation. In order to investigate the flow behavior
of double cone specimen during hot compression, the thermo-mechanical parameters evolution with
strain increasing were picked-up at the three points as showed in Figure 4a. The evolution of effective
stress and effective LnZ parameter with effective strain increasing were shown in Figure 4b. The Zener
parameter was estimated by using the following equation [36]:

Z = ¢exp(Q/RT) (1)

where ¢ is effective strain rate, Q is the activation energy for hot deformation(401.1 kJ/mol) which was
calculated according to flow stress data [43], R is the gas constant(8.314 J/mol/k), and T is temperature
in Kelvin. It can be found that the stress-strain curves for three points are comparable in peak stress
and steady stress. With strain increasing, the effective stress increases to the peak and then decreases
to the steady state, which is similar to the flow stress of cylindrical compression tests. According to
the effective stress-effective strain curves, the effective strain of point 3 is higher than peak strain,
which indicated the dynamic recrystallization starting; the effective strain of point 2 located at steady
strain, which reveals the dynamic equilibrium between the working hardening and dynamic softening,
while the effective strain of point 1 is much higher than steady strain represents the evolution of
dynamic recrystallization. At the same time, it can be seen that the trend of curves is affected by the
Zener parameters. The value of LnZ increases to a steady state of 36 with strain increasing. While the
effective strain is higher than 0.8, the effective stress decreases again, which is due to the decreases of
LnZ. As to the lower Zener parameter, the effective stress of point 2 is less than that of the other two
points. The effect of Zener parameter on microstructure evolution will be neglected at specific heating
temperature owing to its minute difference with increasing strain.



Crystals 2020, 10, 303 50f17

(a) (b 350 38
- LnZ

| [ 136
‘ Point Number
lgoint 1™ Point 2 t3 m: Lse

200

= =
X 150 ! Effective stress

] I E/Peak strain
0.0 0.2 0.4 0.6 0.8 0.9 1.0 1.3 1.5 Moo 02 T e s 1 1 i e 14

Effective strain

—

w
&
S

250

LnZ

Y

Stress effective (Mpa)

—_—3

132

Figure 4. Thermo-mechanical parameters of double cone specimen compressed at 1010 °C. (a) Effective
strain distribution at cross section, point 1, 2, 3 locates in the center, 1/2 radius and edge of specimen,
respectively; (b) Effective stress and LnZ versus with effective strain of point 1, 2, 3 shown in (a).

3.3. Effect of Preheating Process on the Microstructure Evolution

The microstructure after the heating process will be the initial microstructure of hot compression
tests owing to the sufficient heating time. Figure 5 shows the microstructure of specimens heated at
different temperatures. The average grain size increases with temperature increasing, indicating the
grain growth during heating process. Similar grain size (about 5.0 um) can be found between the
specimens heated at 960~990 °C (Figure 5a,b) and the initial state (Figure 3) which can be contributed
to the pinning effect of 4 phases as discussed by Muralidharan [45]. Figure 6 shows the morphology
of & phases after heated at 960 °C and 990 °C. The blocky & phases reside at the grain boundaries
and intragranular, which hinders the grain growth. Smaller grains are also shown at the triple
boundary (Figure 5a,b) which left from the initial state. Grain growth can be obviously observed at
higher temperatures (Figure 5¢,d) due to the higher grain boundary migration rate and lower pinning
effect [46,47]. The average grain size is about 25 um (Figure 5c) and 60 um (Figure 5d) without regard
for anneal twinning grains. At the same time, a mount of annealing twin can be found 1040 °C. This is
consistent with the prior findings that the amount of annealing twin increasing with the increase of
grain boundaries migration rate [48].

Misorientation angle distribution of the alloy heated at different temperatures were also shown
in Figure 5. In other words, the frequency of LAGBs (2° < 6 < 15°) and HAGBs have no clearly
relation with temperature. Lower frequency of LAGBs was observed at the temperature of 960 °C
and 1010 °C, and higher frequency of LAGBs was found at the temperature of 990 °C and 1040 °C.
For low stacking fault energy alloys, the evolution of microstructure during the heating process can be
ascribed to recovery, recrystallization, grain growth, and anneal twinning generation or spread [49].
Static recovery is considered as the main mechanism of microstructure evolution due to no obviously
static recrystallization and grain growth observed at the temperature lower than 990 °C. Otherwise, the
recovery rate of alloy at 960 °C is higher than that at 990 °C which is contrasted with the former results
that the recovery rate increases with temperature increasing. It can be seen from Figure 6 that the
volume fraction of & phases heated at 960 °C is higher than that heated at 990 °C. This can be connected
to the precipitation of & phases which accelerated the transformation from LAGBs to HAGBs. At the
temperature higher than 1010 °C, obvious grain growth can be observed, and it is responsible for the
decreasing of LAGBs. A higher frequency of LAGBs at 1040 °C is contributed to the annealing twin
generation and growth since LAGBs can be observed besides anneal twinings (Figure 5d).

It also can be seen that the fraction of X3 boundaries decreases first and then increases with
temperature increasing. It should be noticed that three mainly ways are responsible for the generation
of £3 boundaries. The first way is the static recrystallization and grain growth during the heating
process, the second way is the generation and growth of anneal twinning, and the third way is the
interaction between pre-existing X3 boundaries through grain boundary migration [50]. Due to the
similar grain size, the fraction decreasing of X3 boundaries at 960—990 °C can be contributed to
precipitation of 4 phases. The increase of 3 boundary fraction at the temperatures from 1010 °C to
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1040 °C can be attributed to grain growth and anneal twinning. At the same time, the fraction of
29 boundary decreases slightly and the fraction of ¥27 boundary increases slightly with increasing
temperature. This indicated that the interaction between pre-existing ~3" boundary has a slight
influence on the fraction of twinning boundaries.
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Figure 5. Grain boundary maps of specimens heated at different temperatures: (a) 960 °C, (b) 990 °C,
(c) 1010 °C, (d) 1040 °C (Thin black lines represent the low angle grain boundary; thick black lines
represent the high angle grain boundary; red, pink, green lines represent .3, ¥9, >.27,twin boundaries
respectively).
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Figure 6. SEM image (secondary electronic signal) of & phases [5] in the specimens heated at 960 °C (a)
and 990 °C (b).

3.4. Microstructure Evolution during Compression

Figure 7 shows the grain boundary maps of the alloy deformed to a 0.4 effective strain with
different temperatures. Obviously, nucleation mechanisms, the volume fraction of DRX grains, and the
average grain size are highly influenced by the temperature. Due to the effective strain has exceeded
peak strain, the dynamic recrystallization has started, and the nucleation can be observed at the
bulging grain boundary and interior of original grains. This indicated that DDRX (discontinuous
dynamic recrystallization) and CDRX (continuous dynamic recrystallization) are both responsible for
the nucleation of DRX [51,52]. With the increasing temperature, the large size of DRX grains reveals
the high migration rate of grain boundary. The volume fraction of DRX grains is evidently low at the
temperature of 1040 °C, indicating a lower nucleation rate which can be attributed to the grain growth
during the preheating process.
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Figure 7. Grain boundary maps of the specimens deformed to a 0.4 effective strain with different
temperatures (Thin black lines represent the low angle grain boundary; thick black lines represent the
high angle grain boundary; red, pink, green lines represent X3, ¥.9, ¥.27, twin boundaries respectively,
A1, A2,B1,B2,C1,C2,D1, D2 were marked to analyses the misorientation within grains in Section 3.4.5.):
(a) 960 °C, (b) 990 °C, (c) 1010 °C, (d) 1040 °C.

3.4.1. Volume Fraction of Recrystallized, Substructure and Deformed Grains

In order to calculate the volume fraction of recrystallization, the recrystallized grains have to
be distinguished precisely from the substructured and deformed-grains. Zhang et al. distinguished
recrystallized grains by analysis the grain orientation spread (GOS), which is defined as the average
difference in orientation between all measurement within a single grain [16]. The GOS value of the
recrystallized grains is lower than that of the substructure and deformed grains. Volume fraction of
recrystallized grains can be obtained accurately by analysis the EBSD data since no strain and step
size dependence for GOS value. Grains with a GOS value less than 2° are considered as recrystallized
grains [16]. Figure 8 shows the GOS distribution of the alloy after heated at 1040 °C and deformed to a
0.4 effective strain. It can be noted that the GOS distribution of alloy after heated is multimodal. GOS
distribution of alloy deformed to 0.4 effective strain exhibits only one prominent peak approximately
up to 7°, which matches well with the first two peaks of the heated specimen. In this study, grains with
GOS value from 2~7.5° are considered as substructured grains, and the grains with GOS value higher
than 7.5° are defined as deformed grains. Figure 9 shows the EBSD maps of alloy deformed to at
1040 °C for 0.4 effective strain. The recrystallized grians, substructure and deformed grains are featured
by blue, yellow and red colors, respectively. Obviously, the recrystallized grains and substructure
grains can be easily characterized. The volume fraction of DRX and substructured grains is about 12%
and 15%.

Based on the GOS approach, the volume fraction of recrystallized, substructured, and deformed
grains are shown in Figure 10, with the zero effective strain acquired at the specimens after the preheating
process. At the temperature of 960~990 °C (Figure 10a,b), it can be found that the volume fraction of
recrystallized grain increases with effective strain increasing. Otherwise, with effective strain increasing,
the volume fraction of recrystallized grains decreases first and then increases while deformation
conducted at 1010~1040 °C (Figure 10c,d). The completely recrystallization can only be found in the
specimen after preheated at 1010 °C, and the highest volume fraction of DRX during deformation is
about 80%. The lower recrystallization fraction of specimens after heated at the temperature lower
than 990 °C can be contributed to the pinning effect of 6 phases which arrests the grain boundary
and retrains the static recrystallization. The volume fraction of recrystallization for heated specimens
increases and then decreases with the increasing temperature. The lower recrystallization fraction
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observed in specimen after heating at 1040 °C can be attributed to annealing twins generated and growth,
as discussed in Section 3.2.
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Figure 8. GOS distribution of the specimens after heated at 1040 °C and deformed to a 0.4 effective strain.

Figure 9. Microstructure of the specimens deformed to a 0.4 effective strain at 1040 °C (red, yellow,
blue represent deformed, sub-structured and recrystallized grains respectively).

A noticeable difference can also be observed on the volume fraction of substructured grains
(Figure 10). This indicated that the substructured grains obtained by the heating process have a significant
influence on the evolution of dynamic recrystallization. Otherwise, the volume fraction of substructured
grains remains steady at the strain range of 0.4~1.5, indicating that the strain has a slight effect on the
volume fraction of substructure grains under special Zener parameters. Moreover, the steady value of
substructure grains during deformation shows clear evidence of the CDRX which is consistent with
the investigation of former researchers [18].
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Figure 10. Volume fraction of DRX grains, substructure grains and deformed grains at: (a) 960 °C,
(b) 990 °C, (c) 1010 °C, (d) 1040 °C.

The difference of volume fraction for three types grains (recrystallized, substructured and deformed)
reveals the transformation among recrystallized, substructure and deformed grains. It can be found
that the temperature has a distinct influence on the microstructure evolution during the beginning
of hot deformation. At the temperature of 960 °C and 990 °C (Figure 10a,b), the volume fraction of
substructured grains decreases as the fraction of recrystallized and deformed grains increases. At1010 °C
(Figure 10c), the volume fraction of recrystallized grains decreases, and the fraction of substructure
and deformed grains increases. At 1040 °C (Figure 10d), the volume fraction of recrystallized and
substructure grains decreases, and the deformed grains increases. Based on the above analysis, the
substructured grains can translate to recrystallized grains immediately at temperatures lower than
990 °C. Otherwise, substructured grains translate to deformed grains first and then recrystallized with
strain increasing at higher temperatures. It also indicated that the substrcuctured grains accelerate the
dynamic recrystallization at lower temperature.

Volume fraction of deformed grains increases first and then decreases with strain increasing
(Figure 10). The increasing of deformed grains has always been considered as the increasing of dislocation
density, and the decreasing of deformed grains can be contributed to the evolution of DRX which
is considered as the main soften mechanism for Nickel based alloy. While the volume fraction of
recrystallized grains is steady, the volume fraction of deformed grains holds steady with a value lower
than 5% (Figure 10c,d). When the volume fraction of recrystallized grains is higher than 50% (Figure 10a—c),
the fraction of substructure grains is higher than that of deformed grains. This indicated that few of
recrystallized grains could transfer to substructure grains while the volume fraction of recrystallized
grain is higher than 50% at the temperature lower than 1010 °C. However, at the temperature of 1040 °C
(Figure 10d), the fraction of deformed grains is always higher than that of substructure grains, indicating
that higher misorientation can be obtained at recrystallized grains while deformed at higher temperatures.

3.4.2. Misorientation Angle Distribution

Figure 11 shows the misorientation angle distributions of specimens deformed at different
temperatures. At the temperature of 960, 1010, and 1040 °C (Figure 11a,c,d), the fraction of grain
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boundary with misorientation 0~5 and 5~15° increases first and then decreases with increasing strain.
Otherwise, the fraction of HAGBs decreases first and then increases with strain increasing. At low
effective strains, HAGBs generated during preheating process transfer to LAGBs leads to the increasing
of LAGBs fraction. At higher effective strain, the increasing of HAGBs fraction can be contributed
to the nucleation and growth of DRX grains which reduce the dislocation density and substructure
fraction. At the temperature of 990 °C (Figure 11b), fraction of grain boundary with misorientation
0~5° decreases with effective strain increasing, the fraction of grain boundary with misorientation
5~15° increases first and then hold steady. The fraction of HAGBs increases with effective strain
increasing. This indicated that LAGBs transfer HAGBs which activates the DRX at the beginning of
deformation during deformed at 990 °C.
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Figure 11. Misorientation angle distribution of the deformed alloy at: (a) 960 °C, (b) 990 °C, (c) 1010 °C,
(d) 1040 °C.

While the effective strain is exceeded to 0.8 at the temperature lower than 1010 °C, the frequency
of HAGB:s is higher than 80%, and the peak frequency of grain boundary with misorientation 5~15°
was found at an effective strain of 0.4. However, the frequency of HAGBs is about 40.3% under a strain
of 0.8 at 1040 °C, and the peak frequency of grain boundary with misorientation 5~15° was found at
the effective strain of 0.8. This is consistent with the kinetics of dynamic recrystallization as shown in
Figure 10.

3.4.3. Grain size Distribution

In order to obtain excellent properties, fine grains and a uniform microstructure must be achieved
through the deformation process. The grain size distribution of specimens after heating and deformation
at different temperatures are shown in Figure 12. The smallest step size of respectively pixel size of the
raw data is 0.5 um. Multimodal grain diameter distribution can be found in specimens heated at all
temperatures. The number of peaks increases with temperature increasing indicated that the uniformity
of microstructure decreases with temperature increasing. With effective strain increasing, the grain
size distribution changes from multimodal to unimodal indicating the DRX increases the uniformity of
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microstructure. While effective strain is greater than 0.8, the effective strain has slight influence on the
grain diameter distribution. At the temperature of 1010 °C and 1040 °C (Figure 12¢,d), the fraction of
DRX grains increase with the increase of effective strain. And the unimodal grain diameter distribution
only obtained at the effective strain of 1.5 at 1010 °C. The microstructure of specimen deformed at
1010 °C and an effective strain of 1.5 is shown in Figure 13a. It can be observed that the microstructure
is composed by equiaxed grains indicating the fully completion of DRX. Otherwise, multimodal grain
diameter distribution returns at an effective strain of 1.5 with the temperature increased to 1040 °C
(Figure 12d), as shown in Figure 13b. It can be observed that the microstructure is composed by the
equiaxed DRX grains and elongated grains as shown in Figure 13b. This can be attributed to the larger
grain size grew at the preheating process under 1040 °C.
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Figure 12. Grain size distribution of the heated and deformed specimens at: (a) 960 °C, (b) 990 °C,
(c) 1010 °C, (d) 1040 °C.

Figure 13. OIM of microstructure with an effective strain of 1.5: (a) 1010 °C, (b) 1040 °C.

3.4.4. Twinning Grain Boundary

The fraction of 3" (n = 1, 2, 3) twin boundary during hot working is shown in Figure 14. It can
be observed that the fraction of >3 twin boundary decreases first and then increases to a stable value
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with effective strain increasing. Compared with Figure 11, it is indicated that the fraction of X3"
(n =1, 2, 3) twin boundary increases with the DRX grains fraction increasing which is consistent with
Zhang [16]. The stable value of X3, 39, 327 is about 20%, 1%, and 0.2% with no obvious connection
with temperature. Moreover, it is much lower than the value after heating process, indicating that it
is more effective to increase the fraction of X3 twin boundary by heating process. While deformed
at 1040 °C, the fraction of X3, X9 twin boundary is lower than other temperatures due to the lower
nucleation rate at the boundary of grew grain. The X3 twin boundary generated during heating
process lost their twin characteristics at the beginning of deformation leads to the decreasing of X3
twin boundary fraction. This can be attributed to the accumulation of dislocation at the twin boundary
which changes the orientation of twins. At 990 °C, the fraction of X3 twin boundary changes slightly
during hot processing, and the stable value can be obtained at a lower effective strain than at other
temperatures. Thus, hot working should be performed at 990 °C in order to obtain a high fraction of
X3 twin boundary.

(2) (b)
3.0
S50
Temperature('C) 25 Temperature('C)
£ w0 ——960 £ ——960
™ ™
3 —=— 090 g 20F —s—99()
£ —=—1010 £ —=—1010
2 30 —=— 1040 2 —=— 1040
A A
< -
=] =
£ £
b1 o
e - :
= - =
M
0 L L L L . N Y
0.0 04 06 08 1.0 1.2 14 1.6 00 02 04 06 08 1.0 1.2 14 1.6

Strain effective

Strain effective

(©

Fraction of 227 boundaries

00 02 04 06 08 10 12 14 16
Strain effective

ool 8 L

Figure 14. The evolution of twin boundary fraction: (a) 3 boundary; (b) 9 boundary; (c) 27 boundary.

3.4.5. Effect of Temperature on the Deformation Mechanism

Figure 15 shows the misorientations measured along the lines marked in Figure 7. It can be seen
that the temperature has obviously influence on the deformation mechanism. At the temperature
of 960 °C, the point-to-origin misorientations (cumulative misorientations) [46] can exceed 10° near
the original grain boundaries, but are lower than 5° within the grains, as shown in Figure 15a,b,
implying that the misorientation accumulates has been well developed near the grain boundaries.
The cumulative misorientations show a large orientation gradient along the original grain boundaries
which can accumulate adequate misorentation to nucleation and transfer to HAGBs. It also reveals that
the bulging of grain boundaries can be considered as the main mechanism of nucleation. As showed in
Figure 15¢,d, the cumulative misorientations can hardly exceed 7° at the temperature of 990 °C, reveals
the lower orientations gradient and store energy. It can be confirmed that the stored energy is much
higher in the alloy deformed at low temperature. At 960 °C, the driving force needed for nucleation
is much higher due to the strong pinning effect of 6 phases. As shown in Figure 16, dislocation
accumulation along the boundaries increases the orientation gradient and the nucleation rate.
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Figure 15. Misorientations measured along the lines marked in Figure 7: (a) A1, (b) A2, (c) B1, (d) B2,
(e) C1, (f) C2, (g) D1, (h) D2.

Figure 15e,f shows that the point-to-origin misorientations can exceed 10° within the grains at
1010 °C. At the same time, the cumulative misorientations can easily exceed 10° both along the boundary
and intragranular, as shown in Figure 15g,h. This implies that the misorientations accumulation has
been well developed within the grains at the temperature higher than 1010 °C. The effect of temperature
on the interface energy and stacking fault energy can be neglected at 960~1040 °C. The main reason for
the misorientation accumulation can be attributed to the larger grain size at the high temperature. As
shown in Figure 7d, it can be seen that the LAGBs within the grains parallel to each other. The TEM
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image of specimen deformed at 1040 °C is shown in Figure 17, and amount of deformation twin can be
observed. It can be concluded that the twin introduced deformation can be considered as the main
deformation mechanism of alloy at 1040 °C. The deformation behavior is affected by stacking fault
energy and grain size [53]. It is well accepted that the deformation twin will be more usual with an
increase of the stacking fault energy and grain size. In this study, the grain size can be considered as
the main reason for the evolution of the deformation mechanism.

F

Figure 17. TEM image of specimen deformed at 1040 °C.
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4. Conclusions

Double cone compressions were carried out on Nickel based superalloy to investigate the effect of
temperature on the microstructure heredity during heating and following the deformation process.
From the above analysis, the results can be concluded:

(1) A continuous, increased effective strain can be obtained by double cone compressions, which is
more convenient to investigate the microstructure heredity during hot deformation from zero to
high strains.

(2) Intense microstructure heredity can be found at 960~990 °C, which is much lower than the
temperature needed for the dissolution of 6 phases.

(3) At the temperature lower than 990 °C, the volume fraction of recrystallized grain increases
with effective strain increasing. At higher temperatures, the volume fraction of recrystallized
grain decreases and then increases with the increase of effective strain. The unimodal grain
diameter distribution can be obtained at lower strains at the low temperature. The fraction of
twin boundaries decreases first and then increases with effective strain increasing.

(4) The nucleation mechanism of DDRX and CDRX occurred simultaneously in the alloy during hot
deformation, which was closely related to the grain size after the heating process. It was noted
that CDRX was strengthened with the increase of grain size. The twin introduced deformation
will be the primary deformation mode for alloys with a larger initial grain size.
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