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Abstract: Premature creep failures at the intercritical heat affected zone (ICHAZ) of creep-resistant
steel weldments have been frequently reported. However, the creep degradation mechanism
of different microstructure constituents in ICHAZ is complicated and needs further clarification.
In this work, Grade 91 steel was intercritically heat-treated at a temperature (860 °C) between
the critical temperatures Acj and Acs, and a correlation between microstructure and mechanical
properties of the heat-treated specimen was built. The effects of austenitization and tempering
resulting from the intercritical treatment (IT) differentiated the local strain energies between the two
microstructure constituents: newly transformed martensite (NTM) and over-tempered martensite
(OTM). The formation of NTM grains led to a hardness increase from 247 HVO0.5 in the base metal
to 332 HV0.5 in the IT specimen. The ultimate tensile strength (UTS) increased from 739 MPa in
the base metal to 1054 MPa in the IT specimen. Extensive growth of the OTM grains and rapid
recovery of NTM grains took place simultaneously in the IT specimen during a typical tempering at
760 °C. These microstructure degradations led to a lowered hardness of 178 HV0.5, a reduced UTS of
596 MPa, and a poor creep resistance with a minimum creep strain rate of 0.49 %/h at 650 °C in an IT
+ tempering (ITT) specimen.

Keywords: Grade 91 steel; creep strength; intercritical treatment; microstructure; mechanical
properties

1. Introduction

Nine to twelve percent chromium creep strength-enhanced ferritic (CSEF) steels are widely used to
fabricate high-temperature steam components, for example, headers and mainstream pipes, in thermal
power plants [1-3]. The structural integrity issues of these welded components exposed to severe service
conditions (higher steam temperatures and pressures) in advanced ultra-supercritical power plants are
drawing increasing attention from safety and maintenance management perspectives. Among these
issues, premature failures—especially Type IV cracking at the heat-affected zone (HAZ) of welded
joints—significantly shorten the service lifetimes of those components [4-7]. Itis frequently reported that
short-term Type IV cracking has occurred in intercritical HAZ (ICHAZ) exposed to peak temperatures
between Acy and Acs [8,9]. In general, the intercritical thermal cycle in the ICHAZ has promoted
multiple microstructural evolutions occurring simultaneously, including partial austenitization,
precipitate dissolution or coarsening, and matrix tempering [10-12], which have led to very complicated
microstructures [13]. A typical intercritical microstructure features a mixture of untempered martensite,
transformed from austenite formed during heating, and overtempered martensite (OTM) originating
from the base metal (BM) [14,15]. This weak microstructure in the ICHAZ, which results in faster
creep strength degradation, acts as a metallurgical notch across welds. Intercritical microstructure
commonly exists in CSEF steel weldments. Besides welding thermal cycles, post-weld heat treatment
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(PWHT), which is a standard practice in welding of CSEEF steels, can also generate an intercritical
microstructure in welds [16]. Based on the composition specifications for 9Cr steels in both the ASME
B31 [17] and ASTM A335 standards [18], the critical transformation temperatures Ac; and Acs can
themselves vary by up to 80 °C [19,20]. An improper PWHT temperature may result in intercritial heat
treatment of welds instead of conventional tempering [16]. The composition differences between weld
metals from standardized filler wires and BMs from different heats add complexity to the selection of
PWHT temperature. Therefore, it is worthwhile to further investigate the evolution and deformation
behaviors of this intercritial microstructure.

Many of the works consulted observed that faster matrix grain growth and precipitate coarsening
led to a lower dislocation density in the ICHAZ than in other regions during creep testing [21-23].
However, some links or interactions between these evolution processes remain unknown: (1) how
to quantify the relative fractions of two major microstructure constituents, transformed martensite
and over-tempered martensite; (2) the role of partial austenitization and subsequent martensitic
transformation in the distribution of remaining precipitates; (3) how the two matrix microstructure
constituents evolve during PWHT; and (4) the creep deformation behaviors of the two microstructure
constituents. This study attempts to provide answers to these questions by building a correlation
between the microstructure evolution and the mechanical properties of the intercritical microstructure
in Grade 91 steel. The key features of an intercritical microstructure simulated with a customized heat
treatment were characterized. Evolutions of the simulated microstructure after a typical PWHT at
760 °C were also studied for comparison. The room temperature tensile strength and high-temperature
creep properties of the intercritically treated (IT) microstructure were tested. Creep deformation and
rupture mechanisms in CSEF steel welds also are further discussed.

2. Materials and Methods

In this study, an 8 mm thick Grade 91 steel plate (Oak Ridge National Laboratory heat No.
30176) was used as the BM and its chemical composition is tabulated in Table 1. The equilibrium
phase transformation temperatures A; and A3z, predicted by Thermo-Calc using the TCFE9 database,
were 822 °C and 862 °C, respectively. The thermal history of the three specimens analyzed in this
study (BM, IT, and IT plus tempering (ITT)) is shown in Figure 1. The BM was normalized at 1100 °C
for 30 min and tempered at 760 °C for 60 min. The IT specimen from the BM was exposed to IT at
860 °C for 5 min. Following the intercritical treatment, additional tempering at 760 °C for 120 min was
applied to the ITT specimens.

Table 1. Chemical composition of the studied Grade 91 steel (wt. %).

C Mn P S Si Ni Cr Mo
0.061 0.37 0.01 0.003  0.11 0.09 8.61 0.89
\ Nb Ti Co Cu Al B Fe

0209 0.072 0.004 0.01 0.04 0.007 <0.09 Bal

Temperature BM IT ITT

1100 °C-30 min

860 °C-5 min

760 °C-60 min 760 °C-120 min

Normalizing Tempering
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Figure 1. A schematic graph shows the thermal histories of the three specimens (BM, IT, and ITT)
before creep testing.
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Mechanical properties, including hardness, room-temperature tensile strength, and high-
temperature creep strength, were evaluated for the three specimens. Vickers hardness measurement
with a load of 0.5 kgf for 10 s and a spacing of 0.15 mm was also conducted on the three specimens
at different stages. An MTS tensile machine was used to evaluate the tensile strength for three
conditioned specimens with a crosshead speed of 2 mm/min at room temperature with sub-size
specimens (gauge length 50 mm, cross section 4 mm X 6 mm). Creep testing of the three specimens
(gauge length 70 mm, cross section 6 mm X 6 mm) was conducted at 650 °C at a stress level of 100 MPa
by using an ATS 2330 series lever arm testing system. Hardness mapping was also conducted on the
fractured specimens after creep testing.

For microstructural analysis, the BM and heat-treated IT and ITT specimens before and after
creep testing were polished using a conventional mechanical polishing method. Grit 320, 600, 800,
and 1200 SiC sandpapers were used for grinding. For polishing, a 3 um and 1 um diamond suspension,
0.25 pm and 0.05 pm alumina suspension, and 0.02 um colloidal silica were used. The microstructures
of the specimens were characterized with a Zeiss AXIO optical microscope (White Plains, New York,
NY, USA), a Hitachi 54800 field-emission scanning electron microscope (FESEM) (Santa Clara, CA,
USA), and a JEOL 6500F FESEM (Peabody, MA, USA) equipped with an EDAX electron backscatter
diffraction (EBSD) (EDAX, Mahwah, NJ, USA) system. EBSD data acquisition was conducted under 20
kV accelerated voltage and a step size of 0.15 um. The Analysis OIM (orientation imaging microscopy)
software was used to postprocess the EBSD data for orientation maps, grain boundary misorientation
maps, and local misorientation maps. The high-angle grain boundary (HAGB, >10°) and low-angle
grain boundary (LAGB, 2°-10°) fractions were determined from the misorientation maps. The 10°
criterion was chosen based on crystallographic features of low-carbon martensite. A kernel average
misorientation (KAM, 0°-5°) map was reconstructed to show the local strain energy distribution. A
grain map was used to represent the grain size evolution across different regions.

3. Results

3.1. Microstructure after Intercritical Heat Treatment

Figure 2 presents the microstructural evolution from the BM to the IT and ITT specimens. The BM
in Figure 2a shows a typical tempered martensite microstructure with fine precipitates distributed
along the prior austenite grain boundaries and martensitic packets/blocks after tempering. These coarse
particles are mainly Cr-rich Mp3Cq carbides, which have been identified in many previous works [24,25].
After IT, the specimen in Figure 2b exhibits more complex microstructures compared with the BM.
It can be observed that partial austenitization and grain growth of tempered martensite took place
in the matrix simultaneously. Newly transformed martensite (NTM) grains from the transformed
austenite are adjacent to overtempered martensite (OTM) grains. The OTMs are nearly free of
internal sub-boundaries and coarse precipitates inside and along the grain boundaries. Dissolution of
precipitates led to a much lower precipitate density than in the BM. Undissolved but coarsened
precipitates (white dots in Figure 2b) are also observed inside the NTMs. EBSD analysis was conducted
to characterize more features of the IT specimen, as shown in Figure 3. The image quality map in
Figure 3a shows matrix grains with two morphologies and contrasts. The blocky, bright grains are
identified as OTM grains. They exhibit small crystal misorientation with solid inverse pole figure
colors (Figure 3b). These OTM grains contain only a limited amount of LAGBs, shown in Figure 3c.
The KAM maps in Figure 3b clearly show that the local strain energies inside the OTM grains are
extremely low with a KAM value of close to 0°. All these structural features indicate that the OTM
grains are no longer martensitic grains but ferritic grains. The fine, dark grains are identified as NTMs.
The large misorientation, higher fraction of LAGBs, and high KAM values of these NTMs indicate
their high strain energies or dislocation densities.
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Figure 2. Microstructure of (a) BM, (b) IT specimens after intercritical heat treatment, and (c,d) ITT
specimen after tempering. Newly transformed martensite (NTM) grains and over-tempered martensite
(OTM) grains are highlighted in panel (b).

Figure 3. The electron backscatter diffraction (EBSD) analysis shows a mixed microstructure of
newly transformed martensite (NTM) and over-tempered martensite (OTM) in the IT specimen after
intercritical heat treatment. (a) Image quality map; (b) inverse pole figure; (c) grain boundary map;
(d) kernel average misorientation map.

The microstructure of the ITT specimen is shown in Figure 2c,d. Its highly tempered microstructure
is quite different from that of the BM and IT specimens. Fine blocky grains instead of lath-like martensite
can be observed in the ITT. After tempering, it is not possible to distinguish the NTM and OTM from
the IT condition. The number density and size of precipitates has obviously increased, compared with
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the precipitates observed in the BM and IT. It is also notable that there are two size ranges of precipitates
in the ITT. The coarse precipitates are thought to have grown from the undissolved carbides in the IT
in Figure 2b. They gather at certain locations, as shown in Figure 2d. Some previous prior austenite
grain boundaries from the BM can be traced back by tracking these coarse carbides. Fine precipitates
are also observed in the ITT (Figure 2d), which are likely to have formed during tempering. These fine
precipitates are distributed nonuniformly inside the matrix grains. The NTM grains likely contain
more precipitates than do the OTM grains because they have more boundaries for carbide nucleation.
The EBSD analysis illustrated in Figure 4 exhibits more details of microstructural evolution from
the IT specimen to the ITT specimen. The measured grain sizes are 1.65 um for the IT specimen
and 1.99 pm for the ITT specimen. The obvious image quality contrast of Figure 4a clearly shows
that the IT specimen consists of 68.9% fine NTM grains (dark phase) and 31.1% coarse OTM grains
(white phase). After tempering, a fine equiaxed grain is the major microstructure in the ITT specimen
shown in Figure 4d. The coarse grains from the OTM are still visible in the matrix. Figure 4c shows
grain boundary distributions before and after tempering. The fractions of HAGBs and LAGBs in
the IT specimen are 56.9% and 43.1%, respectively. The fractions of the HAGBs and LAGBs in the ITT
specimen are 67.1% and 32.9%, respectively. The observed grain recovery and growth in the ITT
specimen after tempering contribute to this increased fraction of HAGBs. Meanwhile, peaks of
the KAM distribution in the ITT specimen shift to lower KAM values. The normalized KAM values
in the IT and ITT specimens are 0.79° and 0.44°, respectively. The lowered KAM value indicates
a reduction of the dislocation densities in the ITT specimen owing to the recovery and growth of
martensite during tempering.
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Figure 4. EBSD analysis shows microstructural evolutions in the IT and ITT specimens: (a,d) image
quality maps; (b,e) inverse pole figures overlapped with image quality maps; (c) grain boundary
distribution; (f) kernel average misorientation (KAM) distribution.

3.2. Mechanical Properties of Heat-Treated Microstructure

The mechanical properties of the BM, IT, and ITT specimens, including hardness, tensile strength at
room temperature, and creep strength at elevated temperature (650 °C), were tested and are compared
in Figure 5 and Table 2. The BM has a moderate hardness of ~247 HV0.5. The IT exhibits the highest
hardness of 332 HV0.5, which is contributed by the hard NTM grains. The additional tempering led
to the ITT specimen’s lowest hardness of 178 HV0.5. The typical engineering stress—strain curves
of the three specimens are shown in Figure 5b. The yield strength and ultimate tensile strength
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(UTS) of the BM are 611 MPa and 739 MPa, respectively. The elongation of the BM is 20%. The IT
specimen exhibits the greatest strength, with a yield strength of 690 MPa, a UTS of 1054 MPa,
and the lowest elongation of 17%. These high strength and low ductility are thought to be contributed
by the NTM grains. After additional tempering, the yield strength and UTS of the ITT specimen

decrease significantly to 419 MPa and 596 MPa, respectively. Accordingly, the elongation of the ITT
specimen increases to 30%.
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Figure 5. Mechanical properties: (a) microhardness, (b) tensile strength at room temperature, and (c) creep
strength tested at 650 °C and a stress of 100 MPa. Note: Only the first part of the entire creep curves were
shown in panel (c).

Table 2. Mechanical properties of the BM, IT, and ITT specimens.

Mechanical Properties BM IT ITT
Microhardness (HVO0.5) 247 + 3 332+ 12 178 +3
Yield strength (MPa) 611+3 690 + 1 419+2
Ultimate tensile strength (MPa) 739 £ 1 1054 £ 8 596 + 7
Elongation (%) 20 17 30
Creep fracture time (h) 170 (test terminated) 319 19.2
Minimum creep strain rate (%;/h) 0.0013 0.24 0.49

The creep strain curves of the three specimens are compared in Figure 5c. The BM shows
the highest creep resistance with a minimum creep strain rate of 0.0013 %/h. The creep curves of the
IT and ITT specimens are not typical three-stage curves: the specimens quickly go into the tertiary
creep stage with a very short secondary creep. The IT and ITT specimens fractured after a total life
of 31.8 h and 19.2 h, respectively. The minimum creep strain rate of the ITT specimen is 0.49 %/h,
which is twice the 0.24 %/h rate of the IT specimen. The creep-fractured IT and ITT specimens are
compared in Figure 6. It is observed that the fracture exhibits ductile features, with obvious necking
occurring in the center for both specimens. The cross section views show the fracture surface of the IT
specimen is relatively flatter than that of the ITT specimen. Microcracks along the horizontal loading
direction are also observed near the fracture surface of the ITT specimen in Figure 6d. To further
differentiate the creep fracture behaviors of the IT and ITT specimens, hardness mapping analyses
were conducted. Hardness contour maps in Figure 7 show there are three typical hardness regions
in each specimen (Regions 1-3 in IT specimen and Region 4-6 in ITT specimen). Region 1 in the IT
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specimen has a hardness of ~175 HV0.5, which is significantly reduced from the 332 HV0.5 before
creep testing. As a result of severe creep deformation, the hardness values in Regions 2 and 3 increase
to 191 HV0.5 and 215 HVO0.5, respectively. Region 4 in the ITT specimen has the lowest hardness of
~160 HV0.5 after creep testing. Region 5 has comparable hardness to Region 2. Region 6 has a hardness
of 205 HV0.5, which is lower than that in Region 3.

Figure 6. Macrographs and micrographs of the fractured IT and ITT specimens after creep testing.
(a) Overview of creep fractured IT and ITT specimens; (b) cross-section view of fractured IT specimen;
(c) magnified fracture tip of IT specimen; (d) cross-section view of fractured ITT specimen; (e) magnified
fracture tip of ITT specimen.
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Figure 7. Microhardness distribution across the fractured IT and ITT specimens: (a,c) optical images
and (b,d) hardness contour maps. The locations 1-6 were marked for microstructure analysis in
subsequent section.
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3.3. Microstructure after Mechanical Testing

Figure 8§ compares the fracture surfaces of three specimens after tensile testing. The three specimens
are different in appearance in terms of topography and morphology. Figure 8a shows the BM specimen
has the roughest surface among the three. Large cracks on both surfaces indicate the tearing fracture
mode of the specimen. A high-magnification scanning electron microscope (SEM) image in Figure 8d
shows the BM surface is a ductile fracture surface with many dimples. It is notable that microcracks
with split tearing features are also observed. The microstructure of the coarse tempered martensite and
prior austenite grain boundaries in the BM may have led to the ductile fracture and tearing cracks,
respectively. The IT specimen shows the smallest cross section reduction owing to its lowest elongation
(17%) and the largest cup/cone depth, consistent with its highest UTS (1054 MPa). The micrograph
in Figure 8e also shows a ductile fracture with dimples. Large microvoids with inclusion cores are
observed on the fracture surfaces. Figure 8c shows the ITT specimen has the largest cross section
reduction, corresponding to the largest elongation (30%). The fine dimples on the fracture surfaces
confirm it has the highest ductility among the three.

Figure 8. Scanning electron microscope images showing fractography of three specimens after tensile
testing. (a,d) BM; (b,e) IT; (cf) ITT.

The microstructures of the three creep-ruptured specimens are characterized and compared in
Figure 9. The analyzed locations (1-6) are correlated with the locations marked in Figure 7. For locations
1 and 4, the matrix consists of both fine equiaxed grains and coarse grains with a low density of
precipitates. The EBSD analyses pictured in Figure 10 further compare the microstructures in locations
1 and 4. The contrast of the image quality map of the IT specimen after creep testing in Figure 10a is
reduced compared with the contrast before creep testing shown in Figure 3a. This change indicates
that extensive recovery and growth of matrix grains took place after creep testing. The contrast
is further reduced in the ITT specimen after creep testing, as shown in Figure 10d. The previous
OTM grains (light) can barely be distinguished from the previous NTM grains (dark) after creep
testing based on the brightness. Based on these image quality maps and inverse pole figure maps,
the two specimens seem to be similar, with grain sizes of 2.63 pm and 2.55 um for the IT and ITT
specimens. However, the distributions of grain boundaries and KAM shown in Figure 10c,f indicate
that the specimens are quite different. The fractions of the LAGBs are 52.9% in the IT specimen but
only 35.0% in the ITT specimen. The KAM distribution in the ITT specimen is shifted to lower angles.
The normalized KAM values are 0.90° in the IT specimen and 0.42° in the ITT specimen, respectively.
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Location 2 &

Location 6

Figure 9. Scanning electron microscope images showing microstructural evolutions in the fractured
specimens after creep testing (longitudinal view). The analyzed locations are correlated with
the locations marked in Figure 7. (a—c) IT specimen; (d—f) ITT specimen. Coarse grains and inclusions
are highlighted by blue arrows and red arrows in the figures, respectively.
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Figure 10. EBSD analyses of the unfractured regions in the IT and ITT specimens after creep testing.
(a) Image quality map and (b) inverse pole figure of location 1 marked in Figure 7; (c) grain boundary
distribution; (d) image quality map and (e) inverse pole figure of location 1 marked in Figure 7; (f) kernel
average misorientation distribution.

Overall, as shown in Figure 9, the precipitate density is higher in location 1 than in location 4,
while the precipitate size is larger in location 4 than in location 1. The matrix grains in locations 2 and
5 are elongated horizontally along the creep location direction. Deformation of the matrix is slightly
higher in location 5. Highly deformed fine grains, voids, and microcracks are observed in locations 3
and 6. Under severe creep deformation, the damage induced by inclusions is directly responsible for
the ultimate failure [26]. The EBSD analysis illustrated in Figures 11 and 12 reveals more features of
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these creep-ruptured specimens. Overall, the matrix grain size decreases between the undeformed
locations 1 and 4 and the fractured locations 3 and 6: from 2.63 pm to 1.33 um, respectively, in the IT
specimen and from 2.55 um to 1.34 um, respectively, in the ITT specimen. This grain refinement was
caused by recrystallization during fracture. Significant elongation/deformation of grains in locations 2
and 5 led to higher normalized KAM values (1.06° and 0.93°, respectively) than in the neighboring
two locations.

Figure 11. EBSD grain maps (a—c,g-i) and KAM maps (d-f,j-1) showing evolutions of grain
size/morphology and local strain distribution in different locations 1-6 marked in Figure 7. All scale
bars in figures are 35 pm.
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Figure 12. Comparison of grain size and normalized KAM values of different regions in the creep-
ruptured specimens shown in Figure 11.
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4. Discussion

The results presented in Section 3 clearly demonstrate that the evolutions of intercritical
microstructures, consisting of untempered martensite and OTM, are dramatic under continuous
thermal stages (PWHT and creep). The EBSD grain boundary maps in Figure 13 outline these
evolutions well. Because of the limited peak temperature of the intercritical thermal cycle, the tempered
martensite originating from the BM was only partially transformed into austenite. Quantification of
the transformed martensite and untransformed martensite is challenging using conventional optical
and SEM observations. The EBSD analysis approach presented in this work shows the success of
visualizing and measuring the two kinds of microstructures, as shown in Figure 4. The untransformed
tempered martensite was further tempered and is referred to as OTM. The OTM grains became ferritic
grains with low dislocation densities, as shown by the low KAM values in Figure 3d. Figure 13a
clearly shows that those blocky OTM grains (31.1%) are free of LAGBs, indicating that the multi-layer
boundaries of martensite no longer exist. Figure 2b shows the OTM grains are almost free of precipitates
as well. It is no surprise that these “free” OTM grains grew extensively during PWHT and creep testing
owing to the missing pinning effects of precipitates and boundary barriers. Figure 13c shows the size
of those blocky free grains greatly increases in the ITT specimen after PWHT. The average grain size
continuously increases from 1.65 um in the IT specimen to 1.99 um in the ITT specimen and 2.55 um in
the creep-tested ITT specimen. Figure 13b shows that without PWHT, the free OTM grains greatly
coarsen during short-term creep testing (32 h).

iT(b)

Figure 13. EBSD grain boundary maps of the IT and ITT specimens before (a,c) and after (b,d)
creep testing.

Two key features affect creep resistance of the partially transformed austenite grains and subsequent
martensite. The intercritical peak temperature is not high enough for the transformed austenite grains to
grow, resulting in a fine austenite (10 um), as shown in Figure 2b. It has been reported that the numbers
of transformed martensite packets and blocks decrease when the austenite grain size is below
10 pm [27,28]. It is obvious that creep resistance from grain boundary strengthening will be reduced
with these reduced boundaries in martensite. It also has been observed that carbides as major carbon
consumers were not fully dissolved inside those transformed austenite grains, as shown in Figure 2b.
The incompletely dissolved carbides led to the formation of low-carbon austenite, which finally became
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martensite with a lower carbon content. During PWHT and creep, these transferred low-carbon
martensite grains recovered and grew faster, owing to the lack of interstitial pinning by carbon.
In Figure 10, obvious grain recovery and growth is observed. Another factor in this rapid evolution
is the distribution of the undissolved precipitates. Figure 2b shows that they did not necessarily
remain along the boundaries of the NTM. After PWHT, the precipitates coarsened but distributed
inside the matrix instead of inside the grain boundaries, as shown in Figure 2d. Thus, these coarsened
non-boundary precipitates did not provide sufficient precipitation strengthening.

Room temperature mechanical properties (hardness and tensile strength) are seen to be consistent
with each other in Figure 5. The presence of NTM after the intercritical treatment is the dominating factor
for increased hardness and tensile strength. The IT specimen shows the highest hardness and tensile
strength among the three. A good balance between strength and ductility was achieved for the ITT
specimen. Thus, this intercritical treatment might provide an alternative solution to improve room
temperature toughness of martensitic steels. High-temperature creep resistance did not show the same
trend as the room temperature properties. The BM with a moderate tensile strength showed the highest
creep strength among the three specimens. The minimum creep strain rate of the ITT specimen (0.49 %/h)
was 377 times the 0.0013 %/h rate of the BM and twice the 0.24 %j/h rate of the IT specimen. The fast
recovery and growth of low-carbon martensite and OTM grains led to low creep resistance in the IT
and ITT specimens. In summary, the intercritical microstructures, including newly formed low-carbon
martensite, OTM, and undissolved precipitates, were all found to be vulnerable to high-temperature
creep deformation. The interactions between NTMs and OTMs under different creep temperatures
and stress levels will be investigated in future studies. The microstructure evolutions promoted by
high-temperature PWHT also accelerated creep strength degradation. Therefore, the selection of proper
PWHT temperatures should be strictly based on calculated Acy and Acs temperatures of both the base
metal and filler metal; otherwise, overheating may generate this intercritical microstructure and cause
unexpected creep strength loss.

5. Conclusions

In this study, the microstructure and mechanical properties of intercritically treated Grade 91 steel
were characterized and tested. The following points summarize the main findings.

1. Partial austenitization during the intercritical heat treatment led to the transformation of new
martensite (69.9%) in the heat-treated specimen. The 31.1% of tempered martensite was over-
tempered close to ferrite. Undissolved precipitates remained and coarsened in the NTM.
The significantly increased hardness (332 HV0.5) and tensile strength (1054 MPa) were contributed
by the hard NTM grains.

2. After additional tempering at 760 °C, a faster grain growth occurred in the OTM. The fine NTM
laths recovered into fine equiaxed grains. Precipitate coarsening facilitated the grain growth
due to the reduced pinning effect from coarser size and lower density, which led to a lowered
hardness of 178 HV0.5 and a reduced tensile strength of 596 MPa.

3. The IT specimen showed slightly higher creep strength at 650 °C than the ITT specimen after
additional tempering. However, both the IT and ITT specimens exhibited extremely low creep
resistance compared with the BM. Severe creep deformation was observed on the creep-fractured
specimens. Grain growth was still noticeable in the specimens that had undergone creep,
even in this short-term creep test. Elongation of coarsened grains from the OTM contributed
to plastic fracture of the specimens. Inclusions assisted the nucleation and growth of cavities
and micro-cracks.

Author Contributions: Conceptualization, Y.W. (Yiyu Wang) and Z.F; methodology, Y.W. (Yiyu Wang) and
Y.CL,; investigation, YYW. (Yanli Wang), W.Z., and Y.W. (Yanli Wang); writing—original draft preparation,
Y.W. (Yiyu Wang); writing—review and editing, YYW. (Yiyu Wang), Y.C.L., and Z.E; supervision, Z.F. All authors
have read and agreed to the published version of the manuscript.



Materials 2020, 13, 3985 13 of 14

Funding: This research was funded by the U.S. Department of Energy Crosscutting Research Program (FWP-FEAA118).

Acknowledgments: This R&D work was performed at the Oak Ridge National Laboratory, which is managed by
UT-Battelle LLC for the U.S. Department of Energy under Contract DE-AC05- 000R22725. The authors would like
to thank Doug Kyle for his assistance in creep testing experiments.

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

References

1. Abe, F; Kern, T, Viswanathan, R. Creep-Resistant Steels, Series in Metals and Surface Engineering;
Woodhead Publishing: Boca Raton, FL, USA, 2008.

2. Abson, D.; Rothwell, ]. Review of Type IV cracking of weldments in 9-12% Cr creep strength enhanced
ferritic steels. Int. Mater. Rev. 2013, 58, 437-473. [CrossRef]

3. David, S.; Siefert, J.; Feng, Z. Welding and weldability of candidate ferritic alloys for future advanced
ultrasupercritical fossil power plants. Sci. Technol. Weld. Join. 2013, 18, 631-651. [CrossRef]

4.  Francis, ].; Mazur, W.; Bhadeshia, H. Review Type IV cracking in ferritic power plant steels. Mater. Sci. Tech.
2006, 22, 1387-1395. [CrossRef]

5. Mayr, P; Schlacher, C.; Mitsche, S. Critical issues with creep exposed ferritic-martensitic welded joints for
thermal power plants. In Proceedings of the Annual Assembley & International Conference of the IIW,
Chennai, India, 17 July—22 August 2011; pp. 417-425.

6.  Schlacher, C.; B'eal, C.; Sommitsch, C.; Mitsche, S.; Mayr, P. Creep and damage investigation of advanced
martensitic chromium steel weldments for high temperature applications in thermal power plants. Sci. Technol.
Weld. Join. 2015, 20, 82-90. [CrossRef]

7. Zhang, W.; Wang, X.; Wang, Y.; Yu, X.; Gao, Y.; Feng, Z. Type IV failure in weldment of creep resistant ferritic
alloys: I. micromechanical origin of creep strain localization in the heat affected zone. J. Mech. Phys. Solids
2020, 134, 103774. [CrossRef]

8.  Laha, K.; Chandravathi, K.; Parameswaran, P.; Rao, K.B.S. Type IV cracking susceptibility in weld joints of
different grades of Cr-Mo ferritic steel. Metall. Mater. Trans. A 2009, 40, 386-397. [CrossRef]

9.  Wang, Y;; Kannan, R.; Li, L. Correlation between intercritical heat-affected zone and type IV creep damage
zone in grade 91 steel. Mefall. Mater. Trans. A 2018, 49, 1264-1275. [CrossRef]

10.  Easterling, K. Introduction to the Physical Metallurgy of Welding; Butterworth-Heimemann Ltd.: Oxford, UK, 1992.

11.  Mayr, P. Evolution of Microstructure and Mechanical Properties of the Heat Affected Zone in B-Containing
9% Chromium Steels. Ph.D. Thesis, Graz University of Technology, Styria, Austria, 2007.

12. Kou, S. Welding Metallurgy, 2nd ed.; John Wiley & Sons: Hoboken, NJ, USA, 2003; pp. 431-446.

13. Sakthivel, T.; Sasikala, G.; Vasudevan, M. Role of microstructures on heterogeneous creep behaviour across
P91 steel weld joint assessed by impression creep testing. Mater. Charact. 2020, 159, 109988. [CrossRef]

14. Wang, Y,; Kannan, R.; Li, L. Identification and characterization of intercritical heat-affected zone in as-welded
Grade 91 weldment. Metall. Mater. Trans. A 2016, 47, 5680-5684. [CrossRef]

15. Kimura, K. 9Cr-1Mo-V-Nb Steel; Springer: Berlin, Germany, 2004; pp. 126-133.

16. Wang, Y;; Li, L.; Kannan, R. Transition from type IV to type I cracking in heat-treated grade 91 steel weldments.
Mater. Sci. Eng. A 2018, 714, 1-13.

17. ASME B31.1. Power Piping; The American Society of Mechanical Engineers: New York, NY, USA, 2007.

18.  ASTM A335/A335M-15a. Standard Specification for Seamless Ferritic Alloy-Steel Pipe for High-Temperature Service;
ASTM International: West Conshohocken, PA, USA, 2015.

19. Newell, W, Jr. Welding and postweld heat treatment of P91 steels. Weld. ]. 2010, 89, 33-36.

20. Masuyama, E; Shingledecker, J. Recent status of ASME code on creep strength enhanced ferritic steels.
Procedia. Engineer. 2013, 55, 314-325. [CrossRef]

21. Deas, C.; Albert, S.; Bhaduri, A.; Srinivasan, G.; Murty, B. Effect of prior microstructure on microstructure
and mechanical properties of modified 9Cr-1Mo steel weld joints. Mater. Sci. Eng. A 2008, 477, 185-192.
[CrossRef]

22. Laha, K.; Chandravathi, K.; Parameswaran, P.; Rao, K.; Mannan, S. Characterization of microstructures

across the heat affected zone of the modified 9Cr-1Mo weld joint to understand its role in promoting Type IV
cracking. Metall. Mater. Trans. A 2007, 38, 58-68. [CrossRef]


http://dx.doi.org/10.1179/1743280412Y.0000000016
http://dx.doi.org/10.1179/1362171813Y.0000000152
http://dx.doi.org/10.1179/174328406X148778
http://dx.doi.org/10.1179/1362171814Y.0000000259
http://dx.doi.org/10.1016/j.jmps.2019.103774
http://dx.doi.org/10.1007/s11661-008-9724-x
http://dx.doi.org/10.1007/s11661-018-4490-x
http://dx.doi.org/10.1016/j.matchar.2019.109988
http://dx.doi.org/10.1007/s11661-016-3736-8
http://dx.doi.org/10.1016/j.proeng.2013.03.260
http://dx.doi.org/10.1016/j.msea.2007.05.017
http://dx.doi.org/10.1007/s11661-006-9050-0

Materials 2020, 13, 3985 14 of 14

23.

24.

25.

26.

27.

28.

Wang, Y.; Kannan, R.; Li, L. Insight into type IV cracking in Grade 91 steel weldments. Mater. Design 2020,
190, 108570. [CrossRef]

Abe, F. Precipitate design for creep strengthening of 9% Cr tempered martensitic steel for ultra-supercritical
power plants. Sci. Technol. Adv. Mat. 2008, 9, 013002. [CrossRef] [PubMed]

Panait, C.; Bendick, W.; Fuchsmann, A.; Gourgues-Lorenzon, A.; Besson, J. Study of the microstructure of the
Grade 91 steel after more than 100,000 h of creep exposure at 600 °C. Int. |. Pres. Ves. Pip. 2010, 87, 326-335.
[CrossRef]

Xu, X,; Siefert, J.A.; Parker, ].D.; Thomson, R.C. Localised creep cavitation on boron nitride in the heat affected
zone of 9% Cr tempered martensitic steel welds. Mater. Design 2020, 196, 109046. [CrossRef]

Yang, H.; Bhadeshia, H. Austenite grain size and the martensite-start temperature. Scripta Mater. 2009, 60,
493-495. [CrossRef]

Morito, S.; Saito, H.; Ogawa, T.; Furuhara, T.; Maki, T. Effect of austenite grain size on the morphology and
crystallography of lath martensite in low carbon steels. ISI] Int. 2005, 45, 91-94. [CrossRef]

® © 2020 by UT-Battelle, LLC. Licensee MDPI, Basel, Switzerland. This article is an open
@ access article distributed under the terms and conditions of the Creative Commons

Attribution (CC BY) license (http://creativecommons.org/licenses/by/4.0/).


http://dx.doi.org/10.1016/j.matdes.2020.108570
http://dx.doi.org/10.1088/1468-6996/9/1/013002
http://www.ncbi.nlm.nih.gov/pubmed/27877920
http://dx.doi.org/10.1016/j.ijpvp.2010.03.017
http://dx.doi.org/10.1016/j.matdes.2020.109046
http://dx.doi.org/10.1016/j.scriptamat.2008.11.043
http://dx.doi.org/10.2355/isijinternational.45.91
http://creativecommons.org/
http://creativecommons.org/licenses/by/4.0/.

	Introduction 
	Materials and Methods 
	Results 
	Microstructure after Intercritical Heat Treatment 
	Mechanical Properties of Heat-Treated Microstructure 
	Microstructure after Mechanical Testing 

	Discussion 
	Conclusions 
	References

