UNIVERSITYOF
BIRMINGHAM

iversit}/]ofBirmin am
esearch at Birmingham

Effect of grain size distribution on recrystallisation
Kinetics in an Fe-30Ni model alloy

Ji, Mo; Davis, Claire; Strangwood, Martin

DOI:
10.3390/met9030369

License:
Creative Commons: Attribution (CC BY)

Document Version
Publisher's PDF, also known as Version of record

Citation for published version (Harvard):
Ji, M, Davis, C & Strangwood, M 2019, 'Effect of grain size distribution on recrystallisation kinetics in an Fe-30Ni
model alloy', Metals, vol. 9, no. 3, 369, pp. 369-380. https://doi.org/10.3390/met9030369

Link to publication on Research at Birmingham portal

Publisher Rights Statement:
Ji, M.; Davis, C.; Strangwood, M. Effect of Grain Size Distribution on Recrystallisation Kinetics in an Fe-30Ni Model Alloy. Metals 2019, 9,
369.

https://doi.org/10.3390/met9030369

General rights

Unless a licence is specified above, all rights (including copyright and moral rights) in this document are retained by the authors and/or the
copyright holders. The express permission of the copyright holder must be obtained for any use of this material other than for purposes
permitted by law.

*Users may freely distribute the URL that is used to identify this publication.

*Users may download and/or print one copy of the publication from the University of Birmingham research portal for the purpose of private
study or non-commercial research.

*User may use extracts from the document in line with the concept of ‘fair dealing’ under the Copyright, Designs and Patents Act 1988 (?)
*Users may not further distribute the material nor use it for the purposes of commercial gain.

Where a licence is displayed above, please note the terms and conditions of the licence govern your use of this document.

When citing, please reference the published version.

Take down policy
While the University of Birmingham exercises care and attention in making items available there are rare occasions when an item has been
uploaded in error or has been deemed to be commercially or otherwise sensitive.

If you believe that this is the case for this document, please contact UBIRA@Ilists.bham.ac.uk providing details and we will remove access to
the work immediately and investigate.

Download date: 23. Apr. 2024


https://doi.org/10.3390/met9030369
https://doi.org/10.3390/met9030369
https://birmingham.elsevierpure.com/en/publications/8741940b-b923-43cb-ae2d-732e7cd95b58

Article

Effect of Grain Size Distribution on Recrystallisation
Kinetics in an Fe-30Ni Model Alloy

Mo Ji I*, Claire Davis ! and Martin Strangwood 2

1 Warwick Manufacturing Group, University of Warwick, Coventry CV4 7AL, UK;
claire.davis@warwick.ac.uk

2 School of Metallurgy and Materials, University of Birmingham, Birmingham B15 2TT, UK;
m.strangwood@bham.ac.uk

*  Correspondence: m ji.1@warwick.ac.uk; Tel.: +44-024-7652-3044

check for
Received: 27 February 2019; Accepted: 21 March 2019; Published: 22 March 2019 updates

Abstract: This paper discusses the role of grain size distribution on the recrystallisation rates and
Avrami values for a Fe-30 wt. % Ni steel, which was used as a model alloy retaining an austenitic
structure to room temperature. Cold deformation was used to provide uniform macroscopic strain
distributions (strains of 0.2 and 0.3), followed by recrystallisation during annealing at 850-950 °C.
It was shown that the Avrami parameter was directly related to the grain size distribution, with a
lower Avrami exponent being seen for a larger average and wider grain size distribution. A method
to predict the Avrami exponent from the grain size distribution was proposed. In situ heating in an
SEM with EBSD showed the recrystallisation kinetics to be affected by differences in stored energy
and nucleation in the different grain sizes supporting the proposed relationship.

Keywords: recrystallisation; grain size distribution; JMAK model; in situ EBSD

1. Introduction

A fine and uniform grain size is desirable in steels, to provide high strength and good
toughness, and this requires recrystallisation during thermo-mechanical processing. It is important
to be able to predict the rate of recrystallisation and a number of relationships, based on the
Johnson-Mehl-Avrami-Kolmogorov (JMAK) equation, that has been reported. The Avrami exponent in
the JMAK equation is a key parameter and is generally fitted to experimental data. Whilst the initial
grain size has been shown experimentally to affect the Avrami exponent, no method to predict the
Avrami exponent for a given grain size distribution has been reported previously.

Controlling recrystallisation during hot rolling or annealing after cold rolling is important in
generating a fine and uniform grain size microstructure [1-5]. It has been widely accepted that
recrystallisation primarily initiates in the heavily deformed material around grain boundaries, which is
driven by the stored energy; and its reaction kinetics can be expressed as a function of the nucleation
rate N and growth rate G [6-8]. Thus, grain size and strain are two key parameters in predicting
the recrystallisation kinetics. The classical model for recrystallisation kinetics is the sigmoidal time
dependence of recrystallised volume fraction (JMAK model), where the recrystallised fraction X can
be expressed as:

X =1—exp(—kt"), 1)
. .3
where, k = £ I\f is the rate parameter (f is shape factor, %” for spherical nucleus) and # is the Avrami
exponent. The model assumes that the nucleation sites are randomly distributed and all nuclei grow
isotropically at a constant rate [3].

Metals 2019, 9, 369; d0i:10.3390/met9030369 www.mdpi.com/journal/metals


http://www.mdpi.com/journal/metals
http://www.mdpi.com
https://orcid.org/0000-0003-4216-206X
http://www.mdpi.com/2075-4701/9/3/369?type=check_update&version=1
http://dx.doi.org/10.3390/met9030369
http://www.mdpi.com/journal/metals

Metals 2019, 9, 369 20f12

The Avrami exponent 7 is supposed to depend only on time for the nucleation and growth rate
of recrystallisation (i.e., temperature independent); for example, Sellars reported that the exponent
showed independence to temperature and strain rate [1]. Given the assumption of continuous or site
saturated nucleation, and three-dimensional growth with a constant rate for recrystallisation, then the
n value should be four or three, respectively. However, the majority of published data give exponent
values lower than two or even one [2,3,9,10]. Zaefferer et al. has investigated the recrystallisation
kinetics in Fe-36Ni after cold deformation with an average grain size of 10 pm and reported Avrami
exponents between 1.06-1.38 [11]. Medina et al. and Laasraoui et al. examined microalloyed steels
recrystallising at 1100-900 °C and reported that the n value was lower than one with or without the
influence of strain induced precipitation during recrystallisation [10,12]. Moreover, # is in many cases
not a constant value but decreases as recrystallisation progresses [13]. Recovery during recrystallisation
has been suggested to be responsible for the low reported Avrami exponent values [3]. Additionally,
for recovery occurring prior to recrystallisation, it would be expected to reduce the stored energy not
modify the time-dependence of nucleation and growth. However, experiments have shown that low
Avrami exponents can also be observed in the absence of any recovery [2]. Therefore, the Avrami
exponent is not dependent on strain [1-3].

Some authors have proposed that variations in grain size and a heterogeneous distribution of
stored energy can cause the low Avrami exponent values [8,9,14]. Hutchinson reported that under
the same temperature and strain conditions, fine-grain sized copper (average grain size of 15 pm),
gave an n value of 2.7 whereas coarse-grain sized copper (average grain size of 50 um) gave an n value
of 1.7 [15]. Similar observations have been reported by Barraclough and Sellars for Type 304 stainless
steel, where the Avrami exponent decreased from 2 to 1 by increasing the initial average grain size
from 140 to 530 um at 0.5 strain [1]. However, no grain size distribution nor the effect of the grain
size distribution on the Avrami exponent was discussed in either case. Strain inhomogeneity has also
been widely observed in deformed products; Furu observed that cold rolled aluminium was deformed
inhomogeneously across thickness, the heavily deformed regions tend to recrystallise quicker than
less deformed regions in aluminium, which leads to a faster initial recrystallisation rate and the rate
decreases with time, i.e., lower Avrami exponent [3].

In the past 40 years, generally it has been the mode/average grain size values that have been
considered in recrystallisation modelling. In practice, the initial microstructure includes a range of
grain sizes, i.e., grain size distribution, and this is now being increasingly considered. Several authors
have proposed models for recrystallisation inhomogeneity that takes the grain size distribution into
consideration. The model used by Rehman and by Zurob et al. assumes that each grain has different
stored energy after deformation dependent on its orientation/Taylor factor and its size, then the overall
recrystallisation kinetics are predicted via subgrain growth modelling [16,17]. The model by Rollett
predicts that larger grains have a less preferential nucleation site and/or less stored energy, thus,
the larger grains recrystallise at a slower rate [8]. The recrystallisation nucleation and growth rate in
each grain is expected to vary based on these models. The overall recrystallisation rate is the sum of
the recrystallisation kinetics of each individual grain, therefore a decreasing recrystallisation growth
rate is expected. However, no fitting parameters in these models have been developed to predict the
Avrami exponent based on different grain size distribution. Additionally, very few experimental data
of recrystallisation kinetics, i.e., starting and finishing time and Avrami exponent, has been linked to
various grain size distributions to investigate its effect on the recrystallisation rate.

This paper reports a study on the recrystallisation kinetics at 850-950 °C, following room
temperature deformation to 0.3 and 0.2 strain, in a model Fe-30Ni steel with different starting grain
size distributions and proposes a method to predict the Avrami exponent based on the starting grain
size distribution. The Fe-30Ni steel is austenitic allowing the deformation structure and partially
recrystallised austenitic microstructure to be observed at room temperature. In addition, in situ
heating after deformation in a scanning electron microscopy (SEM) with electron backscattered
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diffraction (EBSD) was used to examine the effects of grain size distribution and strain heterogeneity
on recrystallisation.

2. Materials and Methods

The material used in this work was a laboratory cast ingot of composition: 0.06C, 30.0Ni, 0.53Mn,
and 0.01S, all in wt. % which was homogenised at 1100 °C for 30 min to remove any Mn segregation
from solidification. Fe-30Ni steel has been used as a model alloy for recrystallisation studies by a
number of authors [6,18-20] and it has been shown that the dislocation structures produced after cold
deformation are comparable with those seen after hot deformation in this material, yet it is worth
noting that the stored energy from room temperature imposed will not be the same as the same strain
at high temperature [11,21]. Additionally, differences in recovery can arise between cold deformed and
annealed (recovery occurring on heating to the annealing temperature) and hot deformed (dynamic
recovery prior to recrystallisation) samples, however, it has been reported that recovery prior to
recrystallisation does not affect the recrystallisation kinetics (Avrami exponent), which was being
considered in this paper, although it would affect the recrystallisation start and finish times [2].

Specimens of 10 mm in diameter and 15 mm in height were machined from the homogenized slab
and then reheated to 1100 °C and 1300 °C for 30 and 5 min respectively to relieve any residual stress
and to provide different starting grain size distributions for the deformation trials. The specimens were
deformed to 0.2 or 0.3 strain at room temperature by uniaxial compression, using a Instron 3300 series
static testing machine (Instron, Norwood, MA, USA), lubricated by PTFE film with a strain rate of
2/min, before being reheated to 950 °C, 900 °C or 850 °C for various times to give partial and full
recrystallisation, followed by quenching into water. No barrelling was observed for the cold deformed
samples. The heat-treated and deformed specimens were sectioned, mounted in Bakelite and ground,
polished and etched with Kallings reagent to reveal the austenite grain structures. Microhardness tests
were carried out on a Struers DuraScan Micro-hardness tester (Struers ApS, Ballerup, Denmark) using
a 0.5 kg load. The mapping area was 3.5 mm x 7 mm with a step size of 0.5 mm. The recrystallisation
fraction was determined by point counting from optical images. EBSD samples were prepared using
a VibroMet 2 Vibratory Polisher (Buehler, Lake Bluff, IL, USA) with Buehler MasterMet 2 Colloidal
Silica for two hours after general polishing to remove any deformation induced during the polishing
procedure. EBSD was performed on a ZEISS SIGMA FEG-SEM with Nordlys EBSD detector (Carl
Zeiss, Oberkochen, Germany) and samples were mounted onto a GATAN in situ heating stage (capable
of heating to 700 °C); the sample size was 5 mm square and 1 mm thick. The EBSD step size was 0.7 pm
and the local misorientation (between 0 and 5 degrees, point to point using a filter size of 3 x 3 pixels)
was calculated by CHANNEL 5 software (Version 5, Oxford Instrument, Oxford, UK).

The initial grain size distributions (equivalent circle diameter, ECD) of the heat treated samples
can be seen in Figure 1. The fine-grained specimen had a mode grain size of 100 um with an area
fraction of 0.32 and 95% of grains were sized between 60 and 160 pum. The coarse-grained specimen
had a mode grain size of 160 pm, with an area fraction of 0.12, and 95% of grains were sized between
60 and 320 pum.
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0.3 1100-30 mins

N
&3]
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0.1
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0 I I I n 0 .
0 0 80
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Figure 1. Grain size distribution for the heat-treated samples.
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3. Results

3.1. As-Cold Deformed Microstructure

The specimen with mode grain size of 160 um deformed at 0.3 strain was used to examine
the effect of grain size on local strain distribution. First, the presence of any macroscopic strain
variability needed to be determined as Luo et al. reported an effect of macroscopic strain distributions
on lowering the Avrami exponents [17]. Figure 2 shows microhardness mapping of the initial
(homogenised) and deformed samples, where no systematic variation in hardness can be seen with
position, which indicated that there was no significant macroscopic strain distribution, as expected
from the lack of barreling for the deformed compression samples. Therefore, any differences in
measured Avrami exponent between the samples would not be related to macroscopically varying
strain affecting recrystallisation rates. The step size for the microhardness test was 500 pm, which was
larger than the maximum grain size of the homogenised samples and the typical indent size was
approximately 100 um at 0.5 kg load, therefore, any local strain inhomogeneity within grains or across
grain boundaries would not be revealed.

%

(@) (b)

Figure 2. Microhardness mapping of Fe-30Ni material in (a) homogenized and (b) deformed to
0.3 strain at room temperature conditions, step size 0.5 mm. (Examination area 3.5 mm X 7 mm).
Inset diagram: Arrows show the compression direction for the 15 mm height; 10 mm diameter samples
and the shadowed region shows the examination area.

EBSD scanning was carried out to characterise the strain distribution on a microscopic scale.
Local misorientation can be used as an indication of the stored energy because misorientation increases
with increasing dislocation density [2]. The local misorientation map shown in Figure 3 clearly shows
that the deformation structure was inhomogeneous within each individual grain and among different
grains. Higher local misorientation had been observed in the grain boundary regions than the grain
interiors. This agreed with the observation of other cold deformed metals, such as aluminum and
copper [22]. These heavily deformed regions will then promote recrystallisation nucleation, and the
initial growth rate was expected to be high around these regions: In Figure 3, the coarse grain on the
right of the micrograph shows low local misorientation, whereas the finer grains on the left show
significantly higher local misorientation attributed to the higher grain boundary length per unit area.
The regions with higher grain boundary length per unit area, i.e., finer grains, were expected to
have a higher recrystallisation rate attributed to both the higher number of potential nucleation sites
and higher average stored energy level (assuming recrystallisation nucleation at grain boundaries).
No shear bands were observed for the 0.2 or 0.3 cold deformed samples.
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200 pmss

(a) (b)

Figure 3. EBSD (electron backscattered diffraction) image of Fe-30Ni sample with initial mode grain
size of 160 pm deformed to 0.3 strain at room temperature (a) grain boundary (HAGB > 15 degree) and
(b) local misorientation map (misindexing, i.e., white regions, were assumed to be heavily deformed).

3.2. Recrystallisation Kinetics Determination

The recrystallisation kinetics for the Fe-30Ni steel with an initial mode grain size of 160 pm is
shown in Figure 4 and for the Fe-30Ni steel with an initial mode grain size of 100 pm in Figure 5,
as well as the double log normal of recrystallisation fraction versus log normal time for the different
temperatures and strains. These plots were used to obtain the value for the Avrami exponent n
and the parameter k for the JMAK equation. Linear plots have been observed for all conditions,
which indicated that the recrystallisation nucleation and growth mechanisms had not changed during
the recrystallisation process at the different strains and temperatures.
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Figure 4. Recrystallisation kinetics and double log diagram for 160 um mode grain size samples
deformed to (a,b) 0.3 strain and (c,d) 0.2 strain at room temperature, then annealed at three temperatures
(850, 900 and 950 °C).
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Figure 5. Recrystallisation kinetics (a) and double log diagram (b) for 100 um mode grain size samples
deformed to 0.2 strain at room temperature, then held at two temperatures (850 and 900 °C).

JMAK curves were fitted to the experimental recrystallisation fraction data, which was obtained
from the partially recrystallised samples. It can be seen that, for the 160 pm mode grain size specimens,
recrystallisation starting and finishing times were approximately five times slower for the lower
strain value, and, at all temperatures and strains, the Avrami exponent, #n, values were between
1.2 and 1.4 (Table 1). The results indicated that the n value for Fe-30Ni was relatively constant for
recrystallisation in this temperature range after 0.2-0.3 strain, which agreed with experimental data
obtained by Abdullah-Zadeh [23]. For the 100 um mode grain size specimen after deformation to
0.2 strain, the Avrami exponent was 2.3, which was considerably higher than for the 160 um mode grain
size sample. The difference in Avrami exponent was comparable to the results on fine-/coarse-grained
copper reported by Hutchinson with average grain sizes of 15 and 50 um [15]. From the 0.2 and 0.3
strain test results, it could be seen that increasing strain did not lead to a higher Avrami exponent,
consistent with literature results [11,24]. That is, a higher Avrami exponent had been observed for
the samples with a tighter grain size distribution (mode grain size 100 pm) compared to the samples
with a wider grain size distribution (mode grain size 160 pm) under the same condition, i.e., strain 0.2,
temperature range 900-850 °C. In addition, the Avrami exponents measured were significantly lower
than the theoretical value for site saturation nucleation and three-dimensional linear growth, i.e.,, n =3,
in all cases.

Table 1. Summary of experimentally determined Avrami exponents.

Temperature (°C) Mode Grain Size (um) Strain n Value
950 160 0.3 12
900 160 0.3 1.3
850 160 0.3 1.4
950 160 0.2 1.3
900 160 0.2 1.4
850 160 0.2 13
900 100 0.2 2.3
850 100 0.2 2.3

3.3. Microstructure Evolution during Recrystallisation

Figure 6 shows optical images of the grain structures for the initial 160 um material after various
annealing times at 850 °C after deformation to 0.3 strain. Non-, partial- and fully-recrystallised
microstructures are shown. The variation in recrystallisation growth rate in the different grain sizes
is clearly shown in Figure 6b after annealing for 40 s, since the grain boundaries had a significantly
higher number of recrystallised grains than the matrix interior, as indicated by arrows. This agreed
with the literature that the preferred recrystallisation nucleation sites were twin boundaries and grain
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boundaries [3,7,25]. Additionally, it can be seen from Figure 6c that the grains over 200 um were still
shown as being predominantly unrecrystallised at 850 °C for 90 s. That is, even though recrystallisation
had occurred along the grain boundary regions in the coarse grains (> 200 um) and the deformed
coarse grains were being consumed during recrystallisation, the recrystallisation growth was still at
a slower rate in the coarse grains attributed to the lower stored energy as well as the lower grain
boundary per unit area. Therefore, it was expected that all the fine grains must have recrystallised prior
to the coarse grains. The final micrograph, Figure 6d shows the fully recrystallised microstructure.

> S '\s_;—{f.H, : D, g i e S

e DG T N A

by \ N B LAY

B TS : ;i , \. A W < &
B 4 [ < 7 e - v, RSP .l ¢

@

Figure 6. Microstructure evolution in the 160 um initial grain size material at (a) 25 s, unrecrystallised;
(b) 40 s, 20% recrystallised; (c) 90 s, 50% recrystallised; and (d) 160 s, fully recrystallised at 850 °C,
0.3 strain. The arrows in (b) show recrystallisation nuclei preferentially located at grain boundaries and
triple points.

Grain size distribution evolution during recrystallisation was also examined to reveal the
recrystallisation rate for the different grain sizes in the original distribution. If a partially recrystallised
grain size distribution showed a comparable grain size distribution to the original distribution for the
coarser grain size range, then this indicated that the coarse grains, statistically speaking, had not
recrystallised whilst the finer grains had. Figure 7 shows the grain size distribution evolution
for the initial grain size distribution with mode grain size of 160 pm and the distributions after
holding at 850 °C for 40 s (partially recrystallised, 20%), 90 s (partially recrystallised, 50%) and
160 s (fully recrystallised). It can be seen that the shape of the distributions, which, for both 40 s
and 90 s hold, were bimodal not unimodal and, for the 40 s, followed the shape of the starting
distribution for the 220 to 280 um size classes. This strongly suggested that the coarser grains were
recrystallising at a considerably slower rate compared to the finer grains during the early stage of
recrystallisation. Additionally, the area fraction of grains in the grain size range over 220 pm at 40 s
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was 24% compared to 34% in the initial condition, and grains over 200 um were detected at 90 s
although coarse. The fewer coarser grains in this case could be due to a lack of statistical sampling
at the extremes of the distribution, although over 200 pm grains were measured to generate the
distribution, but it is more likely that this could be due to the coarser grains being decreased in size
as the recrystallising grains nucleated from adjacent grains, or recrystallisation nuclei at the onset
of recrystallisation in these coarse grains grew into the grain interior (as seen in Figures 6 and 8).
Nevertheless, the area fraction for the finer grain size range, 20-80 pm, increased significantly from 7%
(initial condition) to 41% (40 s annealing time). In addition, the area fraction of the grain size ranged
between 100-200 um, which decreased. This suggests that recrystallisation mainly occurred in the
grain size range up to 200 um, with the coarser grains, i.e., >200 um, not recrystallising in the early
stages of overall recrystallisation.

0.4
M fully recrystallised
0.35 y y
m 40s
0.3
m 90
0.25 i
0.2 B homogenised

0.15
0.1
0.05
0

Area fraction

20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340
Grain size (um)

Figure 7. The grain size distribution of homogenised, 40 s (30% recrystallised), 90 s, (50% recrystallised)
and fully recrystallised samples.

C) (b)

Figure 8. Band contrast EBSD images for the (a) cold deformed sample with 160 um mode gran size
(0.3 strain) and (b) partially recrystallised sample after reheating at 700 °C for 60 min showing the
coarse grain remains unrecrystallised whilst the fine grain region recrystallised.

Figure 8 shows the EBSD band contrast map after cold deformation (a) and after 60 min (b) at
700 °C for the material with an initial mode grain size of 160 pm. Note that a lower temperature was
used to allow the in situ recrystallisation to be observed, hence requiring longer annealing times, but the
recrystallisation mechanism and Avrami exponent are known to be temperature independent [1].
The same area showing the deformed microstructure is shown in Figure 3. Figure 8 shows that the
coarse grain on the right side of the image had not fully recrystallised after 60 min, whereas the finer
grains had completed recrystallisation. That is, finer grains recrystallised considerably faster than
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the coarser grains, which was attributed to both higher preferential nucleation sites density and the
higher average stored energy. Additionally, some of the grain boundary area had been consumed by
recrystallised grains (growing into the grain interior).

4. Discussion

For each individual grain that deformed to 0.3 or 0.2 strain (with no shear band formation),
recrystallisation occurred at the grain boundaries and the recrystallised grains grew into the grain
interior. As a result, finer grains in the distribution recrystallised quicker, which was attributed to a
larger number of nucleation sites per unit area, and coarser grains recrystallised more slowly. It was
shown in both optical microscopy, Figure 7, and EBSD, Figure 8, that the recrystallisation rates were
different for the different grain size classes in a distribution. Additionally, the early impingement of
the recrystallisation nuclei could also have led to the decrease in the Avrami exponent, which was
attributed to the preferred nucleation along the grain boundary regions.

To quantitatively demonstrate how a grain size distribution affects the recrystallization kinetics,
and hence the Avrami exponent, it was assumed that each grain separately followed the JMAK
model, in which site saturation and three-dimensional constant growth rate occurred, giving an
n value of 3. The assumption was based on the fact that recrystallisation nuclei pre-exist in the
deformed microstructure without continued nucleation along grain boundaries after the initial
nucleation event, and that recrystallised grain growth is not inhibited by precipitates or second
phase particles. The recrystallisation kinetics for each individual grain were then calculated using the
Sellars approach [1]. The grain size and strain exponents were taken as 2 and —4 respectively. Then,
the recrystallisation starting time was given as,

Rs=A- D%ef4 exp (1?,[) 2)
where A is a constant, Dy is the initial grain size, ¢ is the strain, Q is the recrystallisation activation
energy, R is the gas constant and T is the isothermal holding temperature.

Assuming each grain size class recrystallises individually, then the recrystallisation curve should
roughly follow the cumulative area fraction curve resulting from the application of Equation (2) to the
grain size distribution, Figure 9, for a given holding time.

100 um (mode )
09 pm ( ) . ®

@ 160 um (mode) °
0.8 ®
0.7 °
0.6 L
0.5 °
0.4
0.3
0.2 e

0.1 L

Cumulative area fraction

0 50 100 150 200 250 300 350

Grain size (um)

Figure 9. Cumulative area fraction representation of grain size for the two different grain
size distributions.
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The Avrami exponent was experimentally measured as:

o ln(ln<%x(t))) .
In(t)
where X(t) is the recrystallisation fraction at time ¢.

Assuming each grain size class recrystallises individually, then the time to achieve 5% (R s5)
and 85% (R g5) of the overall recrystallised fraction was approximately equal to the recrystallisation
starting time for Dy g5 and Dy g5, where Dy g5 and Dy o5 was the grain size class at 85% and 5% of the
cumulative grain size distribution respectively, as shown in Figure 9.

Therefore, the Avrami exponent could be estimated as,

B ln(ln<1fw)) - ln(ln(l,lw)) 4
n= In(Rog5) — In(Rg.05) Y

As recrystallisation time is proportional to the square of grain size, as shown in Equation (2),
then Equation (4) can be given as,
In( 1055 )
1 1-0.85
" (ln( =00 ) ) 3.6

n= 1n<§8§:5) _ln(DO-85>2 ®)

Do .05

For the samples with mode grain size of 160 um, the equation predicted the Avrami exponent as
1.5 and 2.1 for the mode grain size of 100 pm using the grain sizes from Figure 9. The results showed
the same trend as the experimental results (Table 1) with the smaller average and narrower grain size
distribution showing a significantly lower Avrami exponent than for the larger average, wider grain
size distribution. Additionally, it is worth noting that this approach had only considered a low strain
condition, i.e., up to 0.3 strain, without the interference of the shear bands, therefore it may not have
been applicable for the recrystallisation kinetics prediction after severe cold deformation. However,
the measured Avrami exponents were slightly higher for the coarser grained material, and lower
for the finer grained samples than predicted and this requires further consideration. Nevertheless,
this approach provides the first attempt to quantitatively predict the Avrami exponent for a material
based on the initial grain size distribution and is consistent with the reported experimental variations
in Avrami exponent reported in the literature for different grain size samples.

5. Conclusions

The effect of initial grain size distribution on the recrystallisation kinetics, in particular the Avrami
exponent, has been determined using a model Fe-30Ni austenitic steel. Room temperature deformation
to 0.2 and 0.3 strain followed by recrystallisation at 850-950 °C for samples with different initial grain
size distributions (‘fine” with mode grain size of 100 um and ‘coarse’ with mode grain size of 160 pum)
was examined. The Avrami exponents were measured to be between 1.2-1.4 for samples with the
coarse mode grain size and 2.3 for samples with a fine mode grain size. The Avrami exponent was
found to be independent of the strain and temperature. The different Avrami exponents observed for
the samples were found to be due to the heterogeneity of recrystallisation rates among the different
grain size classes, with fine grains having a higher stored energy and more nucleation sites per unit
area (higher grain boundary area) and therefore recrystallised more quickly than the coarser grains.
Therefore, the grain size distribution plays an important role in recrystallisation kinetics and needs to
be taken into consideration when predicting recrystallisation kinetics. A method to predict the Avrami
exponent from the grain size distribution was proposed for low strain deformation conditions, i.e.,
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up to 0.3 strain, with a higher Avrami exponent being predicted for a larger average and wider grain
size distribution in line with the experimental observations.
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