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ABSTRACT: Silicon and carbon are common alloying elements in wrought steel production. A judicious content of
silicon can prevent carbide precipitation. So silicon is commonly used in the production of carbide-free bainitic steel,
which is one of advanced high strength steels. It was found previously that both silicon and carbon elements from silicon
carbide additives can be alloyed to form iron-based powder compacts via sintering process. In this study, sintered steels
were produced from mixtures of pre-alloyed Fe-0.50Mo-0.15Mn powder and various silicon carbide contents (1.0, 2.0,
3.0, and 4.0 wt.%) using ‘press and sinter’ process. Microstructures of sintered steels changed in accordance with
added silicon carbide content. The microstructure consisting of ferrite plate and martensite/austenite constituent in
the low silicon carbide-added steel was changed to the microstructure with martensite matrix in high silicon carbide-
added steel. Surprisingly, diffusional phase transformations resulting in the formations of pearlite and inverse bainite
were occurred prior to diffusionless martensitic transformation in high silicon carbide-added steel. The ultimate tensile
strength and hardness of the studied sintered steels increased with increasing martensite volume fraction but dropped

with the presence of grain boundary carbide networks.
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INTRODUCTION

Microstructural development using phase transfor-
mation, i.e. atomic rearrangement causing changes
of crystal structure, is scientifically and technologi-
cally important for t advanced high strength steels
(AHSSs). Phase transformation products, phases or
structures, are the main factors controlling mechan-
ical properties of steel. Manufacturing technologies
developed for tailoring microstructures according to
phase transformations in AHSSs could be found in
the literatures [1,2]. The common direction for
developing AHSSs is toward high strength and high
ductility [3,4]. In order to have both high strength
and high ductility, the AHSSs’ transformation prod-
ucts should have hard and soft phases because the
high strength is obtained from hard phases and the
high ductility from the soft phases. The common
soft phases responsible for enhancing ductility in
AHSSs are ferrite and retained austenite [5]. The
combination of hard phase and retained austen-

ite is the principal design for developing AHSSs,
such as, transformation-induced plasticity (TRIP)
steels [6], TRIP-aided martensite (TM) steels [7],
TRIP-assisted multiphase steels [8], carbide-free bai-
nite steels [9], nanostructured bainite [10] and
quenched and partitioned (Q and P) steels[11]. The
retained austenite plays an important role in en-
hancing formability of steels via TRIP effect by trans-
forming to martensite during deformation [12].
Another function of retained austenite regarding
deformation is dislocations absorption by retained
austenite (DARA) effect [13, 14]. Thus, stability and
deformation behaviors of retained austenite would
affect mechanical properties of retained austenite-
containing steels.

In general, sintered steels have low ductility
due to porosity [15]. The increase of ductility
would be beneficial for the expansion of sintered
steel applications. Although the porosity reduction
in sintered steels can increase ductility, but the
process would require additional materials, tools,
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Table 1 Nominal compositions of studied sintered steels.

Steel SiC Nominal composition (wt.%)
(wt.%) C Si Mo Mn Fe
07Si03C 1.0 0.3 0.7 0.50 0.15 Balance
14Si06C 2.0 0.6 1.4 049 0.15 Balance
21Si09C 3.0 09 21 0.49 0.15 Balance
28Si12C 4.0 1.2 2.8 0.48 0.14 Balance

and processing steps, leading to increasing produc-
tion cost. Recently, commercial pre-alloyed iron-
based powders are available for sinter hardening
(strengthening by martensite formation) purpose.
However, to the best of authors’ knowledge, the
ambition for increasing sintered alloy ductility is
limited. It is hypothesized in this study that if the
TRIP effect is introduced to sintered steels, their
ductility will be enhanced. To introduce TRIP ef-
fect to sintered steels, at least a method to pro-
duce retained austenite in sintered microstructure
must be known. The manufacturing technologies
for making wrought retained austenite-containing
steels, as given in the literatures [1, 2] are perhaps
not suitable for making sintered retained austenite-
containing steels because the latter steels contain
porosity which is vulnerable to contamination en-
trapment caused by heat treatment media. It is
indicative in the literatures [10, 11, 16] that adding
a suitable silicon content in a steel can prevent
cementite precipitation, hence stabilize austenite
due to carbon enrichment. Alloying a pre-alloyed
iron-based powder with suitable silicon and carbon
contents can be conducted by heating and sintering
under a clean atmosphere (high vacuum).

In this study, methods to produce retained
austenite in sintered steels were explored. Varied
amounts of silicon carbide (SiC) powder were used
as sources of silicon and carbon elements for al-
loying the pre-alloyed Fe-0.50Mo-0.15Mn powders.
The focuses of the study were on the effects of varied
silicon and carbon contents, inherited from varied
SiC amounts, on phase transformations, which are
deduced from relevant phase transformation prod-
ucts.

MATERIALS AND METHODS
Materials preparation

Sintered retained austenite-containing steels were
prepared from mixtures of pre-alloyed Fe-0.5Mo-
0.15Mn powder (ATOMET 4001 from Rio Tinto
Metal Powders, Canada) and SiC powder (Sigma-
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Fig. 1 Powder characteristics: (a) pre-alloyed Fe-0.50Mo-
0.15Mn and (b) silicon carbide powders.

Aldrich chemistry, USA). The nominal compositions
of sintered steels were given in Table 1. The pre-
alloyed Fe-0.5Mo-0.15Mn powder (Fig. 1(a)) had
irregular shape and particle sizes of —100 mesh
(< 150 um). SiC powder (Fig. 1(b)) had facet shape
and particle sizes of —400 mesh (< 38 pm). The
SiC contents were varied from 1.0-4.0 wt.% with
1.0 wt.% increment. The powder mixtures were
added with 1 wt.% zinc stearate as a lubricant.
The powder mixtures (plus lubricant) were then
blended in a double cone tumbling mixer for 1 hour
and subsequently compacted into tensile test bars,
following MPIF Standard 10, with green density of
6.50+0.05 g/cm®. Sintering of the powder com-
pacts was conducted in a vacuum furnace (Schmetz,
Germany) at 1250°C for 45 min. The sintered
specimens were gradually cooled down by nitrogen
gas with the rate of 3.6°C/s.

Characterization

Specimens for optical microscopy were prepared ac-
cording to a standard procedure, including cutting,
mounting, grinding (180 to 1200 grit silicon carbide
papers), polishing (6, 3 and 1 pm diamond pastes),
and etching. The etchants employed were Groes-
beck’s reagent and 2% Nital in ethanol. Groesbeck’s
reagent (100 ml water, 4 g NaOH, 4 g KMnO,) was
used for color tinting. Color etching was performed
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by immersing a specimen in the reagent at 60°C
for 10 min (modified from the Vander Voort’s [17]).
Microstructural observation was conducted using
Olympus STM?7.

Specimens for scanning electron microscopy
(SEM) were prepared according to the aforemen-
tioned standard procedure. The specimens for
SEM observation were etched by 2% Nital. Mi-
crostructural observation was conducted using Hi-
tachi SU5000.

Specimens for XRD were prepared by cutting,
grinding, and polishing. XRD was performed using
PANalytical X'pert pro with cobalt source (wave-
length of 1.789 A) and under conditions including
step size of 0.2°, time of 0.5 s/step, and angle of
30-110°.

Mechanical properties

Microhardness and tensile tests were conducted.
Microhardness test was carried out on 2% Nital-
etched specimens using 60 kgf load (HRF), and the
mean values were based on 3 tests at different areas.
Tensile property of the sintered materials was car-
ried out according to the ASTM E8M Standard with
crosshead speed of 5 mm/min at room temperature.
Each sintered steel specimen was tested in triplicate
using Instron Universal Instrument.

RESULTS AND DISCUSSION
Microstructure
Sintered 07Si03C steel

Microstructure of the sintered 07Si03C steel con-
sisted of mainly coarse ferrite plates and mixtures
of fine ferrite laths and particles (hereafter called
‘FP mixtures’) between the coarse ferrite plates
(Fig. 2(a)). The morphologies of particles in FP mix-
tures varied as fine degenerate or discrete, acicular
plate, and irregular plate shapes. The acicular and
irregular plate shapes were suspected to be marten-
site/austenite (M/A) constituents, whereas the fine
degenerate or discrete particles were suspected to
be carbides.

The OM image of the sintered 07Si03C steel
revealed that all particles in FP mixtures were color-
tinted by Groesbeck’s reagent, and they appeared
in brown; whereas coarse ferrite plates showed no
response to Groesbeck’s reagent (Fig. 2(b)). Ac-
cording to a literature [17], different carbides have
different responses to Groesbeck’s reagent. For
example, M, C, is tinted as faint, MC as outlined/-
colored, and M, C as outlined. However, in the work
of Colnet et al [18], MC carbides are not etched and
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Fig. 2 Characterization of the sintered 07Si03C steel:
(a) SEM image, (b) color-tinted OM image, and (c) XRD
pattern.

appear in pink in the matrix, M,C in dark brown,
and M,C,-MC in blue or yellow. Both M,C and
M, C,, which are always associated and have the
same color, must be considered as a whole, when
using optical microscopy. Therefore, it was possible
that the particles between coarse ferrite plates tinted
in brown could be the carbides in response to the
Groesbeck’s reagent.

To ensure whether the suspected particles in FP
mixtures between coarse ferrite plates were carbides
or not, the identification of phases in the sintered
07Si03C steel was conducted by XRD. The XRD
result is shown in Fig. 2(c). No XRD peaks were cor-
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responding to carbides. According to XRD pattern
interpretation, the retained austenite was the only
minor phase in addition to the ferrite’s major phase
in this sintered steel. It was implied, therefore,
that all particles in the FP mixtures between coarse
ferrite plates were corresponding to the well-known
M/A constituents [19]. The FP mixtures were then
identified as fine ferrite and M/A mixtures.

Due to experimental results given above, the
sintered 07Si03C steel microstructure had only two
microstructural components: ferrite and M/A con-
stituents. No carbides were observed in this steel.
The ferrite plates were coarse and irregular. The
M/A constituents in FP mixtures occupied ferrite
plate boundaries. According to the classification of
bainite given by Zajac et al [20], Caballero et al [21],
and Miiller et al [22], the microstructure consisting
of ferrite and M/A constituents could be classified
into granular bainite, degenerate upper bainite,
or degenerate lower bainite. The characteristics
of granular bainite consisted of irregular ferrite
with carbon-rich second phases distributed between
these irregular grains. This bainite classification
suited the microstructural feature consisting of fer-
rite and M/A constituents observed in the sintered
07Si03C steel.

These characteristics suggested that the sintered
07Si03C steel microstructure could be termed as
granular bainite [23]. The granular bainite was
observed in some steels produced via continuous
cooling [24,25] and one via hot rolling [26]. The
microstructure given in Fig. 2(a) was similar to that
of a TB steel austempered at 475 °C for 200 s [27].

Phase transformations in the sintered 07Si03C
steel under continuous cooling rate of 3.6°C/s
included Widmanstétten ferrite transformation at
higher temperatures followed by the decomposi-
tion of the remaining austenite to granular bainite
structure at lower temperatures. The martensite in
M/A constituents of granular bainite was formed at
temperatures below martensite start temperature.
This was attributed to the stability of untransformed
austenite, resulting from carbon enrichment by car-
bon diffusion from transformed ferrite laths/plates
and carbide precipitation retardation by dissolved
silicon in austenite [10,11,16]. Some portions of
austenite transformed to martensite, and the rest
remained as retained austenite below martensite
start temperature. It could be seen later that the
M/A constituents increaseed with increasing added
SiC content.
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Fig. 3 Characterization of the sintered 14Si06C steel:
(a) SEM image, (b) color-tinted OM image, and (c) XRD
pattern.

Sintered 14Si06C steel

Microstructure of the sintered 14Si06C steel con-
sisted of mixtures of granular bainite and lath
martensite (Fig. 3(a)). The color-tinting revealed
that the islands on ferrite lath boundaries in gran-
ular bainite structure reacted with Groesbeck’s
reagent and appeared in brown (Fig. 3(b)). In the
middle of Fig. 3(b), light brown films highlighted
the boundaries of lath structures (in white) with no
responses to Groesbeck’s reagent. This light-tinted
area was possibly corresponding to lath martensite.
No response of martensite to Groesbeck’s reagent
was observed in the sintered high-carbon steels
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such as sintered 21Si09C and sintered 28Si12C
steels. XRD peaks corresponding to carbides were
not found in the sintered 14Si06C steel (Fig. 3(c)).
According to XRD pattern indexing, only ferrite and
austenite phases could be identified in the sintered
14Si06C steel.

Steels consisting of bainite and martensite com-
ponents were previously reported in the literatures
[28,29]. In Cr-free and Cr-added carbide-free
steels, austempered at 430 to 450°C, showed the
coexistence of bainite and martensite [30]. Simi-
larly, bainite and martensite were observed to co-
exist in carbide-free bainite steels with different Si
contents [31].

Phase transformation series in the sintered
14Si06C steel under continuous cooling rate of
3.6°C/s starts with the decomposition of austenite
to granular bainite structure followed by martensite
transformation at lower temperatures.

Sintered 21Si09C steel

The microstructural components of sintered
21Si09C steel were martensite with some bainitic
ferrite laths distributing within matensitic matrix
(Fig. 4(a)). The color-etched OM image showed
brown films on bainitic ferrite lath boundaries,
whereas the martensite matrix showed no response
to color etching (Fig. 4(b)). The brown films
represented retained austenite films on bainitic
ferrite lath boundaries. In some areas, there
were transformation product aggregates (TPAs)
embedded in martensite matrix. The TPAs consisted
of pearlite, inverse bainite, and bainitic ferrite laths
(Fig. 4(c)). Color tinting could fairly highlight
TPAs (Fig. 4(d)). The pearlite component of TPAs
showed the least response to color tinting. Clear
distinction between pearlite and inverse bainite
is given in Fig. 4(e). XRD pattern of the sintered
21Si09C steel showed peaks corresponding to
martensite and austenite phases (Fig. 4(f)). The
overlapping between the austenite (111) and
the martensite (110) peaks resulted in shoulder
formation on the left-hand side of the martensite
(110) peak. XRD peaks corresponding to carbides
were hardly observed due to low volume fraction
of pearlite and inverse bainite.

The bainitic ferrite laths embedded in marten-
sitic matrix (Fig. 4(a)) had two morphologies, one
with high aspect ratio and smooth surfaces and the
other with lower aspect ratio and wavy surfaces.
The bainitic ferrite laths in TPAs (Fig. 4(c)) had high
aspect ratio and smooth surfaces. They nucleated at
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a prior austenite grain boundary and grew continu-
ously to the interface of inverse bainite without the
sign of sympathetic nucleation, i.e. the nucleation
of new ferrite laths at boundaries of the pre-existing
ones.

A large portion of this alloy microstructure
was occupied by martensitic matrix embedded with
some bainitic ferrite laths. This suggested that
higher silicon and carbon contents stabilized austen-
ite at lower temperatures, e.g., below martensite
forming temperature. At low temperatures, bainitic
ferrite laths and martensite were formed. The other
evidence supporting austenite stabilization by high
silicon and carbon contents was the increase of
retained austenite XRD peaks compared with those
of martensite (Fig. 4(f)).

The microstructure of the sintered 21Si09C
steel (Fig. 4(a)) was similar to those of steels
austempered at low temperatures for short pe-
riods [32-34]. The volume fraction of bainitic
ferrite plates formed depended on the alloy’s
composition [30], austempering temperature, and
time [35]. The bainitic ferrite plate quantity in-
creaseed with increasing isothermal holding time.

The microstructural similarity of the sintered
21Si09C steel and the austempered steels men-
tioned above implied that phase transformation in
the former steel occured at a low temperature. The
low volume fraction of bainitic ferrite plates also
indicateed that bainite transformation kinetics in
the sintered 21Si09C steel was too slow to com-
plete under the continuous cooling rate employed
in this study. The sluggish bainite transformation
was superseded by martensite transformation in un-
transformed austenite regions. This sluggish bainite
transformation at low temperatures was previously
reported in a high-carbon-high-silicon steels [36].

Sintered 28Si12C steel

The sintered 28Si12C steel exhibited the most com-
plex microstructure of all studied sintered steels.
It consisted of coarse grain boundary (GB) car-
bide particles, bainitic ferrite laths, martensite, and
pearlite-like structure (Fig. 5(a,b)). Fig. 5(c) shows
the GB carbide particles tinted in dark brown, the
retained austenite on the edges of bainitic ferrite
laths and between martensite laths/plates tinted in
brown; while the bainitic ferrite laths, the marten-
site, and the pearlite-like structure not tinted. The
XRD pattern (Fig. 5(d)) showed strong peaks of
austenite and martensite.

The presences of pearlite-like structure consist-
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Fig. 4 Characterization of the sintered 21Si09C steel: (a,c,e) SEM images, (b,d) color-tinted OM images, and (f) XRD
pattern.
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Fig. 5 Characterization of the sintered 28Si12C steel: (a,b) SEM images, (c) color-tinted OM image, and (d) XRD
pattern.
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ing of ferrite and carbide lamellae (Fig. 5(b)) and
coarse GB carbide particles (Fig. 5(c)) indicated that
diffusional phase transformations occured before
martensite phase transformation. Although the sin-
tered 28Si12C steel had high silicon and high carbon
contents and was processed under the cooling rate
of 3.6°C/s, diffusional phase transformations still
occurred. High silicon contents cannot prevent
carbide precipitation in some cases. One recent
literature mentioned that despite the addition of
silicon, the carbide precipitation still occurs during
partitioning [37].

In previous work, the microstructure consisting
of pearlite, bainite, martensite, and retained austen-
ite was reported in high carbon Si-Mn-Cr steels [38].
While the microstructure consisting of pearlite and
M/ A constituents embedded in tempered martensite
was observed in the Q&P 650 [39].

Mechanical properties

Mechanical properties of studied sintered steels
were shown in Fig. 6. The values of ultimate tensile
strength and yield strength increased with increas-
ing added SiC contents up to 3 wt.%. The strength
values dropped when 4 wt.% SiC was added. More-
over, the hardness value increased, whereas the
elongation value decreased, with increasing SiC
contents.

The increases of strength and hardness of sin-
tered steels were attributed to parameters, including
morphology and sizes of ferrite and martensite frac-
tion. The effect of ferrite plate size on the strength
and the hardness was clearly seen when microstruc-
tures of the sintered 07Si03C steel (Fig. 2(a))
and the sintered 14Si06C steel (Fig.3(a)) were
compared. The effect of martensite fraction on
strength and hardness started to show in the sin-
tered 14Si06C steel. In the sintered 21Si09C and
28Si12C steels, martensite was the dominant mi-
crostructural component. Thus, the increase of
hardness in these two sintered steels depended on
the martensite fraction. The inferior tensile strength
of the sintered 28Si12C steel was due to the grain
boundary carbide networks (Fig. 5(c)).

All the XRD patterns mentioned above indicated
that retained austenite fraction increased with in-
creasing added SiC contents. However, elongation
value decreased with increasing added SiC contents.
This indicates that the volume fraction of retained
austenite is not the only factor controlling ductil-
ity. In general ductility enhancement is obtained
by the austenite to martensite transformation dur-
ing deformation, known as transformation induced
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Fig. 6 Mechanical properties of sintered steels: (a) ul-
timate tensile strength (UTS) and yield strength (YS),
(b) elongation, and (c) microhardness.

plasticity (TRIP) effect. TRIP effect is controlled
by retained austenite parameters. The important
retained austenite parameter related to TRIP effect
is mechanical stability. However, it was mentioned
in the past study that too stable austenite was no
guarantee for better results [40]. To understand
the decrease of ductility with increasing retained
austenite fraction, further investigation on mechan-
ical stability of retained austenite in these sintered
steels is underway.

CONCLUSION

Microstructures of sintered steels changed in ac-
cordance to added SiC contents. In a low silicon
carbide-added steel, the microstructure consisted of
ferrite plates and martensite/austenite islands on
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ferrite plate boundaries. In a high silicon carbide-
added steel, small amounts of pearlite, inverse
bainite, and bainitic ferrite were observed within
martensite matrix. However, in the sintered steel
added with 4 wt.% SiC, grain boundary carbide
networks formed and led to tensile strength dete-
rioration. Strength and hardness of sintered steels
depended on morphology and sizes of ferrite and
martensite fraction. Although the retained austen-
ite fraction increased with increasing added SiC
content, the sintered steels did not gain enhanced
ductility due to TRIP effect.
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