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Abstract: The purpose of the present study was to evaluate the contribution of distinct regions of the
simulated heat-affected zone (HAZ) to the overall creep behavior of welded joints in the X20 and P91
steels. The HAZ was simulated by means of dilatometry at four peak temperatures (900, 1000, 1200,
and 1350 °C) with a consequent tempering at 650 °C. Microstructure features of the four simulated
HAZ regions including precipitates, prior austenite grains, and subgrains were quantified by means
of electron microscopy. The quantified parameters and the measured hardness were used in three
physical models for evaluation of the stationary creep rate (¢ at 170 MPa and 580 °C. The resulting ¢
values fall within the range 1078-107 s7!, being in good agreement with the experimental data with
a similar thermal history, but an order of magnitude lower than the measured values for the parent
metal of the studied steels (1077-107° s7!). Depending on the model utilized, their output can be
linearly related to hardness, subgrain size, or interparticle spacing. The model relating ¢ to hardness
was the most consistent one in prediction, being always lower for higher peak temperatures.
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1. Introduction

Steels with 9-12 wt.% Cr content and microstructure of tempered martensite are used in vital
components of thermal power plants such as evaporators, headers, and main steam pipelines, which
operate at elevated temperatures and high pressures. Materials operating at such conditions are
subjected to a combination of deteriorating mechanisms such as corrosion, erosion, thermal fatigue, and
most importantly creep, which is a time-dependent and thermally activated permanent deformation
that proceeds mainly by dislocations glide and climb. The rate by which the creep deformation
proceeds in a material depends not only on the applied stress and temperature (e.g., the steam pressure
and temperature in power plants) but also on the microstructure state, especially at critical locations of
power plants” vital components such as bends and welded joints. The latter are especially susceptible
to deterioration because welding strongly influences the microstructure and properties of the parent
metal through severe thermal cycles, which induce the creation of the so-called heat-affected zone
(HAZ). The resulting microstructure is governed by the welding parameters such as heating- and
cooling rate, peak temperature(s), dwell time, effects of multilayer welding, and last but not least, the
post-weld heat treatment. HAZ is usually a few millimeters wide and contains a continuous gradient
of regions with different prior austenite grain (PAG) and subgrain size, and different precipitates size
and distribution, consequently providing different creep resistance [1].

The creep behavior of real and simulated welds in 9-12% Cr steels with a special emphasis on
the HAZ has been a subject of extensive investigations by many authors [2-8]. The dependence of
creep resistance on the microstructure of 9-12% Cr steels including PAG and subgrain sizes [9-11],
dislocation structure and evolution [12-15], and precipitates size, distribution, and coarsening [16-22]
has been studied extensively. Theoretical calculations of stationary creep rate and/or lifetime prediction
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of creep-loaded materials using either empirical or physical models, supported by experimental results,
were quite successfully accomplished by many authors [23-27]. However, the majority of these models
use fitting parameters, which limit their validity to a specific material’s state and specific creep test
conditions (temperature and stress).

Therefore, for the present study, three existing physical models [28-30] that use no fitting
parameters but rather microstructure parameters obtained by quantification and from the literature,
will be applied for evaluation of the stationary creep rate in simulated HAZ of the X20 and P91
steels. Microstructure changes in four distinct regions of the simulated HAZ with respective peak
temperatures of 900, 1000, 1200, and 1350 °C and a subsequent tempering at 650 °C were characterized
by measuring hardness and quantifying the number density, size, and distribution of particles, as well
as the size of PAGs and martensite subgrains.

2. Materials and Methods

Thin-walled hollow cylinder specimens of 10 mm in length, with 4 mm outer and 3 mm inner
diameter, were machined from the X20 and P91 steels with the chemical composition shown in [21].
Such specimens ensure more uniform heating and cooling by minimizing the temperature gradient
during thermal simulations.

Thermal simulations using Bahr DL 805A/D dilatometer (TA Instruments, Inc, New Castle, DE,
USA) with temperature programs shown in Figure 1, were performed at different peak temperatures
(900, 1000, 1200, and 1350 °C) applying a constant heating rate of 225 K/s, a dwell time of 2 s, and
a three-step cooling rate, namely —145 K/s down to 800 °C, —40 K/s down to 500 °C, and —12 K/s
down to 20 °C. A consequent tempering for 30 min at 650 °C with a heating and cooling rate of 1 K/s
following the simulations at all four peak temperatures was performed. In addition, dual-cycle thermal
simulations starting with the highest peak temperature (1350 °C) in the first cycle and continuing with
each of the three lower peak temperatures separately in the second cycle were performed, to account
for the reheating of an existing HAZ during the multi-pass welding. The thermal simulation program
was chosen based on the study where the HAZ of a high-strength steel was simulated [31].
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Figure 1. Time-temperature programs with a constant heating rate of 225 K/s and a three-step cooling
rate of =145 K/s down to 800 °C, —40 K/s down to 500 °C, and —12 K/s down to 20 °C for: (a) single-
and dual-cycle thermal simulations; and (b) single-cycle thermal simulations with tempering at 650 °C.

Following the thermal simulations, metallographic samples were prepared for optical- and
electron microscopy imaging and analyses, as well as for hardness measurements, by hot mounting the
hollow-cylinder samples in Bakelite and grinding longitudinally down to the half-width of the cylinder,
as shown in Figure 2. After grinding from 180 to 1200 grade emery paper, samples were polished with
3 and 1 pm abrasive diamond suspensions. Further, samples were completely immersed in ethanol
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and dried. Finally, etching was performed using ferric chloride acid (5 g FeCl + 10 mL HCl + 100 mL
alcohol). Nikon Microphot FXA optical microscope (Nikon Corporation, Tokyo, Japan) with Olympus
DP73 digital camera and Stream image analysis software (Olympus Corporation, Tokyo, Japan) was
used for determining the size of prior austenite grains (PAG). Scanning electron microscope (SEM)
JSM-6500F (Jeol, Tokyo, Japan) was used for secondary electron imaging (SE) of precipitates with the
aim to determine their size and distribution. Images were digitally analyzed using FIJI (Image], ver.
1.52p, Bethesda, MD, USA) [32,33] with an appropriate size filter and color threshold. The SE images
chosen for the analysis were acquired at a magnification of 20k, in order for the image analyses to be
both statistically representative and, from the particles size point of view, as accurate as possible. The
smallest particle that could be accurately measured this way was around 0.02 um. From such analyses,
the surface area and distribution (x and y coordinates) of each precipitate could be obtained. The
mean interparticle spacing was evaluated by defining the nearest neighbor for each particle separately,
calculating the respective center-to-center distance (A;) of each nearest particle couple, and finally
calculating the average value (A1), as explained in [20]. Further, to characterize the subgrain structure
(size and misorientation), samples were reground, polished, and finalized by colloidal silica emulsion
polishing (OPS) for EBSD analysis using SEM with an HKL Nordlys II electron backscatter diffraction
(EBSD) camera operated by Channel5 software. The instrument was operated at an accelerating voltage
of 15kV, a probe current of 1.3 nA, and a tilt angle of 70°. Detection was set to 5-7 Kikuchi bands with
4 x 4 binning. A mapping area of 216 X 169 um? and a step size of 0.3 um were applied. Minimal
post-processing was performed using ATEX [34], as it was limited to interpolating the unindexed
pixels and removing the so-called “wild spikes”. HV0.5 hardness measurements were performed at
room temperature with at least three indentations and a holding time of 14 s using Instron Tukon
2100B instrument (Buehler-Illinois Tool Works (ITW), Lake Bluff, IL, USA).
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Figure 2. Metallography sample preparation from a dilatometry specimen (um).

Modeling

Three different models based on physical parameters from the quantitative microstructure analysis
and from the literature were chosen for the evaluation of the stationary creep rate. Three models were
chosen in order to compare their outcomes and to check the prediction capability and reliability of
each model.

The first model is the modified Ashby-Hornbogen creep equation proposed by Vodopivec et
al. [35], where two additional parameters were applied: parameter ¢ accounting for the effect of
the distribution of carbide particles in 9-12% Cr steels (whether uniform or in form of stringers
along the grain and subgrain boundaries) and parameter k, accounting for the effect of ferrite lattice
vacancies [28]. The proposed model is expressed as follows:

bzanpmohDa(As - d)
kgTG

)

&= Cva

where b is the Burgers vector, o is the applied stress, 7 is the creep exponent, p,,p is the density of
mobile dislocations, As is the interparticle spacing, d is the particle size expressed as the equivalent
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circle diameter (ECD), kg is the Boltzmann constant, T is the absolute temperature, G is the shear
modulus at temperature T, and D, is the self-diffusion coefficient in o-iron:

Qc
Dy = Dpe™ RT )

Dy is the pre-exponential factor for self-diffusion in a-iron, Q¢ is the activation energy for
self-diffusion (creep), and R is the universal gas constant.

The second model we considered was developed by Magnusson and Sandstrom [29,36,37] and it
is based on the time-controlled climbing of dislocations across particles, firstly proposed by Eliasson et
al. [38]. The assumption of these models is that the key controlling mechanism for a dislocation to
climb across particles is the time it takes, which depends on the size of particles. For this purpose,
the concept of critical particle size (r.;;) was introduced to describe the maximum particle radius that
the dislocations are able to climb at given stress and temperature. Particles that are larger than the
critical size cannot be passed by climbing dislocations and these are the ones that contribute to the
creep strength through the Orowan mechanism. The model is based on Norton’s creep equation and
the back-stress (0p,cx) concept:

. Qc
¢ = Ane R (0 = opeer)™ 3)
where N is the Norton exponent and Ay is a constant defined as [29]:

. bLeff Mslip MclTL

- P N
Mdjock Mglip 1 (aTme)‘le—%(ZZfJ;)
18

(4)

where Loy is the average glide distance or the mean free path, which, according to Nes [39], is equal to
the subgrain size, 14, is the number of active slip systems, M is the climb mobility of dislocations,
11 = 0.5Gb? [40] is the dislocation line tension, dj,q = 10b [29] is the critical distance for two nonparallel
free dislocations to intersect by locking each other and becoming immobile, ar is the dislocation
interaction constant from Taylor’s equation, m is the Taylor factor representing the conversion from
shear to tensile strain, and o,ff = 0 — opyx is the effective stress. The back stress o, contains the
contribution from the work hardening (o45) through immobile dislocations (p;;;) and the contribution
from precipitates (0pa¢) through the Orowan mechanism, which is based on the interparticle spacing of
particles larger than the critical size (A.4) [29]:

2mt

Opack = Odisl + Opart = armGb \[pjy; + L 5)

bAcrzt

The spacing of particles that are larger than the critical size () is defined as [36]:
1\ 2 3
T

Agrit = 1.23(7epip + = 6
crit ( crit [3 )(3f-crit) ( )

where  =4.33 X 107 is the particles size distribution parameter [36] and f; is the volume fraction of
particles larger than the 7.
The climb mobility of dislocations is defined as [29]:

@)

where k,,; = 0.05 is the effect of solute atoms that slow down the climb rate.
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The third model was developed by Sui and Sandstrom [30] for copper-cobalt alloys and, similar
to the second one, is based on the time-controlled climbing of dislocations across particles:

. 27 LbCL 3
&€= Mmcl<pmob) - (8
m
where ¢, is the work hardening parameter defined as [40]:
2
o= —TIC ©
a)(Rm - ay)

Ry and oy represent the room-temperature tensile strength and yield stress, respectively, while w
is the dynamic recovery parameter [41] defined as:

m

1
w b dlock(z - ) (10)

Nglip

M, is the climb mobility [30], which in contrast to the M in Equation (7), is defined here as:

]
Dob = - G 1- (%t

—_ — RT Rm 11
mcl kBTe btoe ( )

Omdis1 15 the work hardening from mobile dislocations (py.p) [30]:
Omdisl = ATMGb \Piop = 0 = Ocyit (12)

where o, is the contribution of particles larger than the 7., to the overall creep strength through the

Orowan mechanism [30]:

_ Terit™"0
CGom e ) (13)

Ocrit =
s

1o is the smallest particle size accurately measured from the SEM images, r is the average radius
of particles, and A; is the planar square lattice particle spacing [30]:

27 :
As = r(g) (14)

with f representing the volume share of particles.
Parameter C in Equation (13) [42] is a constant related to the Poisson’s ratio (v):

v
C=05091+ —— 15
1+ 2555) )
The critical radius (r,;) is defined as [30]:
2 Pmob
Terit = 2Myeb" 0 Ap= (16)
em

where M, is in this case calculated so that in Equation (11) the applied stress (o) is used instead of the
Omdisi [30]. The Friedel spacing (Af) [30,43] is defined as:

1
3
o +2C) (17)

Al

/\F = /\5(
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where «; is a parameter [30] referred to as the climb resistance:

2\
Qe = (3_7{) (18)

From Equation (16), it is obvious that there is no simple analytical solution for the 7., since it
depends on the stationary creep rate (¢), which is something we are trying to evaluate. For this reason,
we primarily evaluate the ¢ value for the parent metal of the X20 and P91 steels (Table Al) using
Equation (8) and the first part of Equation (12). The values for the density of mobile dislocations (p,p)
in Equation (8) are adjusted so that the values of éxy and épg; are as close as possible to the respective
experimental values in [20]. The adjusted values of p,,), are within the range (10'~10'* m~2) given
in the literature [44,45]. The 7 can now be evaluated for the four microstructure conditions (four
simulation peak temperatures) of both steels, as it depends on the respective volume share of particles
() and the interparticle spacing (As). Consequently, parameters depending on the 7.t (Gcrit, Opgis;, and
M,,q1), those depending on particles size and volume share («,, A5, and Ar), and parameters obtained
from the measured hardness (R, oy, and c;) are also evaluated for the four microstructure conditions.

Finally, the stationary creep rate as a function of materials condition (precipitates size, distribution,
and volume share, as well as dislocation density and measured hardness) can now be evaluated for
both steels and four peak simulation temperatures using Equation (8).

A collection of necessary parameters for evaluation of the stationary creep rate by all three models
is given in Table A1l in the Appendix A.

3. Results

3.1. HAZ Simulations

Figure 3 shows dilatation signals recorded during the HAZ simulation at four different peak
temperatures followed by tempering. The transformation temperatures obtained from the dilatation
curves are Acl = 864 °C, Ac3 = 1000 °C for the X20 and Acl = 897 °C, Ac3 = 1063 °C for the P91. By
rapid cooling, a martensitic transformation is seen on all dilatation curves of the main simulation
cycle. In addition, a phase transition can be also noticed on cooling from 650 °C, but only after the
lower two simulation peak temperatures (900 and 1000 °C). The simulation at these two temperatures,
both being above the Acs, induces only a partial austenitization in both steels due to rapid heating
and short holding time (2 s). For the steel X20, the difference in dilatation between the simulation at
the lower temperatures (900 and 1000 °C) and the higher ones (1200 and 1350 °C) can be attributed
to the difference in the amount of austenitization. In the steel P91, having a lower percentage of
carbon dissolved in austenite than the X20, the austenitization rate changes more uniformly with the
simulation peak temperature.
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Figure 3. Time-dilatation curves of thermal simulations at 900, 1000, 1200, and 1350 °C with subsequent
tempering at 650 °C for the steels: (a) X20; and (b) P91.

3.2. Prior Austenite Grains (PAG)

For a reliable PAG size evaluation, according to Altendrof et al. [46], EBSD disorientation maps in
the range 15-47° were utilized, as shown in Figure 4.

(@)

Figure 4. EBSD disorientation maps in the range 15-47° revealing the prior austenite grain (PAG)
boundaries for the steels: (a) X20; and (b) P91.

Prior to the HAZ simulations, the PAG sizes are 57 and 23 pum for the steels X20 and P91,
respectively. The thermal history of the as-received state for both steels includes homogenization at
1050 °C for 1 h followed by air cooling and then tempering at 760 °C for 1 h followed by slow cooling in
the furnace. Figure 5 shows the PAG sizes of the simulated HAZ at four peak temperatures, obtained
from the disorientation maps in Figure 4. At 900 °C, the size of PAGs in the X20 is around 63 um and
shows a larger standard deviation, which indicates a non-uniform distribution of the PAG sizes. In the
P91 steel, the PAG size at 900 °C is much smaller (11 um) and quite uniform. The peak temperature of
900 °C is very close to the Acl for the P91 and slightly above the Ac1 for the X20 steel, therefore the
austenitization has merely begun and the My3C¢ carbides cannot be completely dissolved due to the
short holding (dwell) time of 2 s. In addition, according to Smith et al. [6], at this temperature, both
MX; and MX; carbonitrides should be present in both steels.
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Figure 5. PAG size depending on the HAZ simulation peak temperature for the steel X20 and P91.

The peak temperature of 1000 °C is virtually at the Ac3 for the X20 and slightly below the Ac3
for the P91 steel, therefore the austenitization should be almost complete, M»3Cg carbides should be
virtually dissolved, and the MX; carbonitrides in the steel P91 and the MX; and MX; carbonitrides
in the steel X20 should be still present [6]. For the steel X20, a complete austenitization and no grain
growth took place (due to the short dwell time of 2 s), resulting in the PAG size of 14 pm, whereas, for
the P91, a partial austenitization and slight grain growth (22 um) took place.

At 1200 °C, where the coarse-grained microstructure of the HAZ is formed [3], the only remaining
type of carbonitride in both steels is the MX;. Both X20 and P91 steels undergo full austenitization and
grain growth to about 27 and 23 um, respectively.

Finally, 1350 °C is the temperature where 6 + y phases should be present in both steels, with a
complete dissolution of all precipitates [6]. The PAG size of the X20 increases to 54 um while the PAGs
of the P91 are slightly smaller (around 21 pm) as compared to those at the 1200 °C. This could be
explained by the fact that the thermally stable NbC precipitates, present in the P91 only, stabilize more
of its microstructure at higher temperatures than the VC precipitates do in the steel X20. Therefore, due
to the rapid heating and short holding time, the PAG size in the steel P91 at 1350 °C remains virtually
unchanged as compared to the 1200 °C, whereas the PAG growth in the X20 continues.

3.3. Martensite Subgrains

The subgrain structure of martensitic 9-12% Cr steels consists of packets, blocks, and laths. A
packet is a region that consists of a number of parallel laths with the same habit planes, whereas a
block is a series of laths with similar orientations [47]. Subgrain structure plays a crucial role in the
creep resistance of 9-12% Cr steels, since it governs the distribution of My3C¢ and MX carbides and the
distribution of free and immobile dislocations in tempered martensite. Figure 6 shows the inverse
pole figure (IPF) maps with subgrain boundaries (denoted with black lines) having the misorientation
angles >15° for the steel X20. The threshold of >15° was chosen because boundaries with smaller
misorientation angles are easier for dislocations to cross [47,48].
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Figure 6. IPF maps with black line marked boundaries of misorientation angles >15° for the steel X20,
tempered at 650 °C after the HAZ simulation at: (a) 900 °C; (b) 1000 °C; (c) 1200 °C; and (d) 1350 °C.

Figure 7 graphically presents the difference in the size of subgrains shown on the IPF maps in
Figures 6 and 8 in the form of area fraction-weighted size distribution [49] with the corresponding
mean values shown in Figure 9. It can be seen that, for the steel X20, the subgrains are the largest
(about 7.9 um) and elongated (Figure 6a) after the HAZ simulation temperature of 900 °C, whereas,
at higher simulation temperatures, the subgrain size drops to the range 4.5-5 um. In the steel P91,
the subgrains are smaller at the simulation temperatures of 900 and 1000 °C, having values of about
4.5 and 5 um, respectively. After the HAZ simulation at higher peak temperatures, i.e., 1200 and 1350
°C, the subgrain size increases to about 8.6 and 7.8 um, respectively.
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Figure 7. Area fraction-weighted subgrain size distribution of the steel: (a) X20; and (b) P91.
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Figure 8. IPF maps with black line marked boundaries of misorientation angles >15° for the steel P91,
tempered at 650 °C after the HAZ simulation at: (a) 900 °C; (b) 1000 °C; (c) 1200 °C; and (d) 1350 °C.
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Figure 9. Mean values of subgrain size from the distributions in Figure 7.

Along with the size of subgrains, the distribution of boundary misorientation angles plays an
important role in the structure and density of immobile dislocations, as well as in the mobility of free
dislocations. In addition, the M»3Cg precipitates are distributed along the low-angle lath boundaries
(2-5°), by stabilizing them at high temperatures. Figure 10 shows the distribution of boundary
misorientation angles of the microstructures shown on IPF maps in Figures 6 and 8.
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Figure 10. Distribution of boundary misorientation angles in four different microstructures shown on
IPF maps in Figures 6 and 8 for the steels: (a) X20; and (b) P91.

From the distribution of misorientation angles in Figure 10, it can be seen that the largest fraction
of boundaries consists of those with misorientation angles above 50°. Note that there is a similar
distribution of boundaries in the range 0-20° in all microstructure states and in both steels. The
misorientation angle distribution of the microstructure obtained after the HAZ simulation at 900 °C in
the steel X20 shows the highest peak at the angle of 60°, with a fraction three times higher than the
peak of the same microstructure state in the steel P91. This is also true, but to a smaller extent, for
the microstructure obtained with the simulation temperature of 1200 °C. Another distinction worth
mentioning is the microstructure of the steel X20 after the simulation temperature of 1350 °C, where
there are multiple peaks and a higher fraction of misorientation boundaries in the range 25-50°, but a
lower peak at the angle of 53° as compared to the other curves. In addition, the microstructure of the
steel P91 after the simulation at 900 °C has a distribution curve with a constantly higher fraction in the
range 20-50° and the lowest peak at 60°, as compared to the other curves.

3.4. Precipitates

Precipitates in martensitic 9-12% Cr steels play a crucial role in stabilizing the microstructure by
pinning the growth of PAGs and subgrains. They are also the building blocks of the most important
strengthening mechanism at creep conditions—the well-known precipitation strengthening. Statistical
analysis of precipitates was performed through automatic analysis of SE images in Figure 11, applying
the morphological classification only, i.e., no distinction between the types of precipitates and no
kinetic analysis of precipitate coarsening was carried out.
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Figure 11. SE images showing the precipitate size and distribution in the X20 steel, tempered at 650 °C
after the HAZ simulation at: (a) 900 °C; (b) 1000 °C; (c) 1200 °C; and (d) 1350 °C.

The size distribution of particles shown in Figure 12a for the steel X20 in the form of relative
frequency indicates the number density of particles at a given size range, whereas the area fraction
distribution shown in Figure 12b tends to reveal the presence and contribution to the overall volume
share of larger particles that are lesser in number than the smaller ones. From both forms of distribution
representations, it can be noted that the higher the peak temperature of the HAZ simulation, the higher
is the number of fine (re-precipitated) particles.
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Figure 12. Size distribution of precipitates in four different simulated HAZ microstructures of the steel
X20, shown on the SE images in Figure 11: (a) relative frequency; and (b) area fraction.

SE images in Figures 11 and 13 show the morphology, density, and distribution of precipitates
in the X20 and P91 steels, respectively, after four different HAZ simulation peak temperatures and a
subsequent tempering at 650 °C. A clear distinction in the size of particles can be made between the
lower two peak temperatures (900 and 1000 °C), and the higher ones (1200 and 1350 °C). While, at the
lower peak temperatures, the precipitates do not dissolve completely in the austenite but undergo
a slight coarsening, the higher two temperatures seem to fulfill the thermodynamic conditions to
completely dissolve the precipitates in both steels. The re-precipitation takes place with the subsequent
tempering at 650 °C, where precipitates in the steel X20 (Figure 11a,b) appear larger than in the P91
(Figure 13a,b) due to higher Cr and C content in the steel X20.

The size distribution of particles of the steel P91 represented by the relative frequency in Figure 14a
does not visually coincide with the respective SE images in Figure 13. Here is where the importance of
the area fraction distribution of particles (Figure 14b) is clearly expressed. The distribution clearly
reveals the presence and contribution to the overall volume share of larger particles in the microstructure
of the steel P91 after the HAZ simulations at 900 and 1000 °C.

Parameters that are crucial for the present study, obtained from the statistical analysis of particles
shown on SE images in Figures 11 and 13, including particles size (d), expressed as the equivalent
circle diameter (ECD), interparticle spacing (1), volume share of particles (f), and number density of
particles (n), are collected in Figure 15.

The mean particle size in the steel X20 (Figure 15a) decreases almost linearly from 0.114 to 0.086
um when increasing the HAZ simulation peak temperature from 900 to 1000 °C. Smaller particles at
1000 °C are a result of the partial dissolution of some particles and re-precipitation of new ones after the
tempering at 650 °C. After the higher simulation peak temperatures (1200 and 1350 °C) followed by the
tempering at 650 °C, the re-precipitated particles are expectedly smaller (0.042-0.048 um). Precipitates
in the steel P91, however, show higher stability at the lower simulation peak temperatures (900 and
1000 °C) having the size in the range 0.059-0.064 um. At the higher peak temperatures (1200 and 1350
°C), fine particles in the steel P91 are also a result of complete dissolution and re-precipitation, resulting
in the size range of 0.046-0.048 um. Note that for both steels, the standard deviation values decrease
proportionally to the particle size, meaning that in the re-precipitated state, the size distribution of fine
particles is more uniform.
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(c) (d)

Figure 13. SE images showing the precipitate size and distribution in the P91 steel, tempered at 650 °C
after the HAZ simulation at: (a) 900 °C; (b) 1000 °C; (c¢) 1200 °C; and (d) 1350 °C.
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Figure 14. Size distribution of precipitates in four different simulated HAZ microstructures of the steel
P91, shown on the SE images in Figure 13: (a) relative frequency; and (b) area fraction.
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Figure 15. Precipitates statistics of four different simulated HAZ microstructures shown on SE images
in Figures 11 and 13 for the steels X20 and P91: (a) particles size (ECD); (b) interparticle spacing; (c)
volume share of particles; and (d) number density of particles.

The interparticle spacing (Figure 15b) shows a proportional trend to the mean particle size for both
X20 and P91 steels. As in the case of particle size, the spatial distribution of re-precipitated particles
(simulation peak temperatures of 1200 and 1350 °C) is also more uniform, which is also evident from
the SE images in Figures 11 and 13.

The volume share and number density of particles (Figure 15¢,d, respectively) show a mutual
proportionality in the simulation temperature range of 1000-1350 °C for both steels and an opposite
trend to the particles size and spacing. Higher temperature sensitivity of the steel X20 compared to
the P91 is revealed again through the volume share and number density of particles, both increasing
linearly with the HAZ simulation temperature from 1000 to 1350 °C in the steel X20 while remaining
much lower and following a different trend in the steel P91. In addition, the number density of particles
shows a much greater difference (over 1000%) between the lowest and the highest HAZ simulating
peak temperature as compared to the difference in volume share (around 100%), especially for the
steel X20.

3.5. Hardness and Tensile Properties

Hardness values (Figure 16) generally show an increasing trend with the simulation temperature.
After the simulation with a single peak temperature, the hardness of the steel X20 is higher and
increases more with temperature as compared to the steel P91. A similar difference is also observed
after the double peak temperature simulations, where hardness values are higher than those of the
single peak simulations. By tempering, the difference in hardness between the X20 and P91 steels is
reduced and the hardness values are lower in comparison to the quenched state.
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Figure 16. Vickers hardness (HV0.5) of the simulated HAZ with single peak temperature with- and
without tempering, and the double peak temperature for the steels: (a) X20; and (b) P91.

Tensile strength (R,;) and yield stress (0,) in Figure 17 were evaluated by linear regression of
experimental values of hardness and the corresponding tensile properties from our previous work [20],
and then by extrapolation with the measured hardness in the present work (Figure 16). Being in an
indirect correlation to the four simulated HAZ microstructures through the measured hardness, R,
and oy are used for calculation of the parameter ¢; in Equation (9) and M,;,; in Equation (11).
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Figure 17. Tensile properties of the simulated HAZ by linear regression of data in [20] and extrapolation
with the measured hardness in the present work: (a) tensile strength; and (b) yield stress.

3.6. Modeling Results: Stationary Creep Rate (&)

The stationary creep rate (¢) evaluated by three different models for the steels X20 and P91 that
were subjected to the HAZ simulation peak temperatures of 900, 1000, 1200, and 1350 °C, each followed
by the tempering at 650 °C, is given in Figure 18. The evaluated ¢ for the accelerated creep test
conditions of 170 MPa and 580 °C, taking into account the standard deviations by all three models,
are in the range 4.3 X 1078-2.5 x 1077 s7L. In the steel X20, the ¢ values from the models of Sui et al.
and Vodopivec et al., although at different levels, decrease linearly with simulation temperature in the
range 900-1200 °C. The trend is followed also by the model of Magnusson et al., but only in the range
900-1000 °C. In this range, the difference between the ¢ values obtained by three different models is
greater for both steels as compared to the higher temperature range of 12001350 °C. In general, by all
three models, the ¢ values are higher in the steel P91, which is contradictory to the experimental data
for the parent metal [20], where the steel P91 always outperforms the X20.
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Figure 18. Stationary creep rate by three different models, i.e., Vodopivec et al. [28], Magnusson and
Sandstrom [29], and Sui and Sandstrom [30], evaluated for the accelerated creep test conditions of 170
MPa and 580 °C in the simulated HAZ of the steels: (a) X20; and (b) P91.

4. Discussion

The stationary creep rate (¢) evaluated by all three models fall within the range 4.3 x 1078-2.5
X 1077 s71, being in good agreement with the respective experimental values of the P91 and X20
steels (2.81 x 1078 and 2.83 x 1077 s7!, respectively) [20], where a similar thermal treatment was
utilized, i.e., austenitizing at 1000 °C, then quenching, and finally tempering at 650 °C. However,
higher experimental values of the ¢ were obtained for the parent metal of these steels (4.97 X 1077
and 1.22 x 107® s71, respectively), which is contradictory to the general knowledge where the parent
metal is usually superior to the HAZ regarding the creep performance. The reason lies in the fact
that the stationary creep rate was evaluated based on parameters obtained by quantitative analysis of
the initial microstructure, that is, no creep-induced microstructure evolution is taken into account. In
addition, the intercritical region of the HAZ with its characteristic type IV cracking becomes especially
troublesome in long-term creep conditions, i.e., lower stresses than the one used in the present work
(170 MPa) [50,51]. Also, the PAG size, as an important parameter in the HAZ, was not taken into
account in any of the three models.

Differences in the ¢ values evaluated by three different models are expected, as each model uses a
combination of different parameters, some of which have a greater contribution to the final ¢ values
than the others. For example, in the first model (Vodopivec et al.), the ¢ is related to the applied
stress (0) by a power-law ¢ o ¢", so the creep exponent () is the most influencing parameter in this
model. Similarly, in the second model (Magnusson and Sandstrom), the ¢ is equivalent to the effective

stress (d.¢) and the Norton exponent (N) by a similar power-law, ¢ o oé\} £ In the third model by Sui
3/2

and Sandstrom, expressed by ¢ o p "+, the py,p is in the range 10'3-10" m™2, so it is the governing
parameter here, but to a lesser extent if compared to the exponents 7 and N.

The stationary creep rate depending on the HAZ simulation peak temperature &(Tpe), can be
linearly related to a parameter specific for each model, also depending on the Ty, as illustrated in
Figure 19.

According to Figure 19, the stationary creep rate é(T)), evaluated by the models of Vodopivec et
al., Magnusson and Sandstrom, and Sui and Sandstrém, is linearly related to the interparticle spacing,
subgrain size, and measured hardness, respectively. Notice in Figure 19a when relating the &(Tp,x) with
MTpeax), even though both have different values for two different steels, the regression lines are almost
coincident. In addition, although the first two relations (Figure 19a,b) are strongly linear, the last one
(Figure 19c¢) is of higher practical importance, as the hardness is the easiest property to measure under
both industrial and laboratory conditions. Indeed, hardness measurements using portable Vickers
hardness-measuring instruments are commonly utilized as a method for checking the condition of the
critical locations in vital parts of thermal power plants such as bends and welded joints.
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Figure 19. Linear relations of interparticle spacing, subgrain size, and measured hardness to the
respective stationary creep rate, evaluated using the model of: (a) Vodopivec et al. [28]; (b) Magnusson
and Sandstrom [29]; and (c¢) Sui and Sandstrom [30].

5. Conclusions

Based on the findings in the present study, the following may be concluded:

Evaluation of the stationary creep rate (¢) for the creep test conditions of 170 MPa and 580 °C
by the chosen models that use measured and predefined microstructure parameters resulted in
the range 4.3 x 1078-2.5 x 1077 s7!, being in good agreement with the experimental data with a
similar thermal history (2.81 x 1078 and 2.83 x 1077 s7! for the P91 and X20 steels, respectively).
The model by Vodopivec et al., which relates the ¢ to the interparticle spacing, provided a greater
difference in the ¢ values between the lowest and the highest peak temperatures for the X20 than
for the P91 steel.

The difference in the stationary creep rate (¢) for all peak temperatures and both steels was the
smallest when using the Magnusson and Sandstrom model, which relates the ¢ to the subgrain size.
The model that relates the stationary creep rate to the hardness by Sui and Sandstrom was the
most consistent one in predicting the ¢ values, being always lower for higher peak temperatures.
Depending on the model utilized, a good linear correlation of the evaluated stationary creep rate
to the interparticle spacing, subgrain size, or measured hardness was obtained. The latter is the
most crucial from the practical standpoint, as hardness is the easiest property to measure.
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Appendix A
Table A1l. Parameters used in Equations (1)-(18).

Symbol Unit Parameter Value Ref.
R J mol K1 Universal gas constant 8.31 -
kg JK1 Boltzmann constant 1.38 x 102 -
o Nm™2 Applied stress 1.7 x 108 -
T K Absolute temperature 853.15 -

Priob, X20 m~2 Density of mobile dislocations for the X20 1 9.01 x 1013 -

Priob, P91 m~2 Density of mobile dislocations for the P91 1 7.51 x 1013 -
v - Poisson’s ratio 0.3 -
n - The creep exponent 2 [28]
1l - Number of slip systems 5 [26]
N - Norton exponent 5 [23]
m - Taylor factor 3.06 [29]
ar - Dislocation interaction constant 0.3 [40]
b Burger’s vector for o-Iron 2.87 x 10710 [23]

Self-diffusion pre-exponential factor for
2 1 P p -4
Dy m* s cclron 2.76 x 10 [52]
Qc J mol-! Activation energy for self-diffusion in 293 % 105 [37]
o-Tron

Pim m~2 Density of immobile dislocations 1.0 x 101 [29]
Gx20 Nm2 Shear modulus of the X20 2 7.49 x 1010 [53]
Gpoq Nm2 Shear modulus of the P91 2 6.73 x 1010 [54]
Ry x20 N m-2 Room-temperature Xt;gsﬂe strength of the 753 % 108 [55]
R, por N m-2 Room-temperature Pt;‘lsﬂe strength of the 712 x 108 [55]
Ty, X20 Nm~2 Room-temperature yield stress of the X20 5.27 x 108 [55]
oy, Pt Nm™2 Room-temperature yield stress of the P91 5.46 x 108 [55]
EX20 s Stationary creep rate of the X20 1.22 x 107 [20]
£po1 g1 Stationary creep rate of the P91 497 x 1077 [20]

1 Adjusted in accordance to the respective éxpp and épg; values. 2 Obtained through interpolation of data from the

given references.
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