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Effect of Deformation Sequence and Coiling
Conditions on Precipitation Strengthening in High
Ti–Nb-Microalloyed Steels

L.G. SESMA, B. LOPEZ, and B. PEREDA

In this work, multipass torsion tests followed by coiling simulations under different conditions
have been performed with a reference Nb (0.03 pct) and a high Ti (0.1 pct)–Nb-microalloyed
(0.03 pct) steel. In the case of the high Ti steel, estimated yield strengths close to or over 700
MPa were obtained for some of the conditions researched. However, a very significant effect of
previous austenite grain size and strain accumulation on precipitation strengthening has also
been observed. As a result, depending on deformation sequence and final cooling conditions, the
coiling simulation temperatures that lead to the highest mechanical strength varied from 600 �C
to 500 �C. The effect of increasing strain accumulation was mainly related to higher phase
transformation temperatures, which led to a lower driving force for precipitation and higher
microalloying element diffusivity, resulting in the formation of less and coarser precipitates.
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I. INTRODUCTION

IN the case of low-carbon steels, when high-strength
and low-temperature toughness properties are required,
the addition of microalloying elements, such as Nb, V,
Mo, or Ti is a common practice. Niobium is most
frequently used due to the retarding effect that it exerts
on the softening processes during hot deformation by
solute drag and/or strain-induced precipitation, which
produces refined room-temperature microstructures
with enhanced grain size strengthening. Nb can also
provide some hardenability, thus, favoring the appear-
ance of non-equilibrium phases.[1] Titanium, in conven-
tional addition levels (< 0.03 pct), can contribute to
microstructural refinement by suppressing austenite
grain growth during hot deformation due to the pinning
effect exerted by Ti(C,N) precipitates.[2] However, in
recent years, special attention has been paid to the large
precipitation-strengthening potential of high Ti addi-
tions (@> 0.05 pct) in low-carbon steels, due to the
development of fine precipitate dispersion during or
after c ! a phase transformation.[3,4] With this microal-
loying concept, very high strength combined with good
ductility and great uniform elongation can be

achieved.[5,6] Usually, high Ti additions are applied in
combination with other microalloying elements, such as
Nb,[7,8] Mo,[9] or V.[10] The Ti–Mo combination has
been the most researched microalloying concept,[11]

since it is reported that Mo leads to a refinement of
the precipitates formed during phase transformation
and, as a result, to higher precipitation hardening
potential. This effect has been attributed to precipi-
tate/matrix interphase segregation of Mo,[12] higher
dislocation density owing to the hardenability exerted
by Mo,[12] or to a reduction in misfit strain at the
precipitate/ferrite interface.[13] However, there is still
uncertainty regarding the cause of this precipitation
refinement effect.
Some works have also considered the potential of

other microalloying combinations, showing that signif-
icant precipitation strengthening can also be achieved
with Ti alone,[14] or in combination with Nb[15] or V.[10]

However, major dependence of precipitation strength-
ening on final cooling conditions has also been observed.
In these steels, mechanical property variability at similar
processing conditions or within the same rolled product
at different positions is one of the main problems
concerning their applicability.[16] One of the reasons for
this effect is the variability in size and volume fraction of
the precipitates formed during phase transformation,
which greatly depend on final coiling temperature or
cooling rate.[15,17,18] As a result, in many works, the
dependence of mechanical strength on final cooling
conditions has been researched,[8,15,19,20] although this is
not the only factor that can affect precipitation strength-
ening. For instance, it has been observed that the
addition of elements that increase hardenability, such as
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Mn or Cr,[21,22] may modify phase transformation
conditions and, as a result, the volume fraction and size
of the precipitates formed during phase transformation.
In the case of Ti–Nb steels, the effect of Nb also needs to
be considered. The conventional role of Nb in low-car-
bon-microalloyed steels is to retard austenite recrystal-
lization during austenite hot deformation, leading to
refined final room-temperature microstructures.[23–26]

However, this can also influence transformation condi-
tions, and therefore, affect optimum cooling conditions.
To analyze this, in this work, multipass torsion tests that
result in different austenite microstructures, followed by
coiling simulations at different temperatures and final
cooling rates, have been performed with a high
Ti–Nb-microalloyed steel and a reference Nb-microal-
loyed steel.

II. EXPERIMENTAL PROCEDURE

The composition of the steels subject to research is
shown in Table I (wt pct). A reference 0.03 pct Nb
low-carbon-microalloyed steel (Ti0Nb3), and a steel
with a high Ti addition of 0.1 pct and similar Nb content
(Ti10Nb3) were analyzed.

Torsion tests were performed, followed by thermal
cycles that simulate different coiling conditions. The
torsion specimens consisted of a gage-type geometry of
16.5 mm in length and 7.5 mm in diameter. Two
multipass deformation schedules were applied: sequence
A and B. The thermomechanical cycle applied in both
cases is schematically represented in Figure 1, and the
specific deformation and final cooling parameters are
summarized in Table II and Table III, respectively. As
shown in the figure, in all cases, the specimens were first
reheated at 1250 �C for 20 minutes. Next, three rough-
ing deformation passes were applied at temperatures
between 1200 �C and 1100 �C, followed by 4 finishing
passes from 1030 �C to 900 �C. As indicated in Table II,
the deformation temperature (T), interpass time (tip),
and strain rate (_e) per pass were the same for both cycles.
In terms of strain (epass), this was representative of that
applied for hot rolling a slab of 40 to 4 mm final
thickness. However, a different strain partition per pass
was considered in the sequences: in sequence A, the
strain applied during the finishing stage was higher than
in cycle B, and, in addition, during finishing, the strain
increases from pass to pass, while the opposite occurs in
the case of sequence B. The aim was to obtain austenite
microstructures with different degrees of strain accumu-
lation prior to c ! a phase transformation.

After finishing, the specimens were fast cooled (13 �C/
s) to coiling simulation start temperatures from 500 �C
to 650 �C. The coiling period was simulated by final
slow cooling at 0.03 �C/s or 0.01 �C/s to 200 �C
followed by air cooling. These cooling rates may be
considered representative of two different positions of a
heavy coil (‘‘strip center-mid-width’’ and ‘‘strip

edge’’).[15] Interrupted tests were also performed by
quenching at 850 �C to analyze the austenite microstruc-
tures present before final cooling simulation.
Metallographic analysis of the torsion specimens was

conducted at the sub-surface section,[27] corresponding
to 0.9 of the outer radius of the torsion specimen, as
shown schematically in Figure 2(d). All the specimens
were analyzed using optical microscopy. Bechet–
Beaujard etching[28] was used to reveal the previous
austenite grain boundaries in the quenched samples. 2
Pct Nital was used in most cases in the transformed
samples, although, in some cases, Bechet–Beaujard
etching provided better results revealing the microstruc-
ture, and thus, this reagent was applied. Electron
backscatter diffraction (EBSD) scans were also collected
in a field emission gun scanning electron microscopy
(FEG-SEM) equipment, using a step size of 0.5 lm and
analysis areas of 450 9 450 lm2. Standard cleanup
grain dilation method was applied on the scans.[29] The
EBSD grain sizes (equivalent circular diameter) were
calculated according to the following expressions:

A ¼ npixels stepsizeð Þ2; ½1�

D ¼ 2�
ffiffiffiffi

A

p

r

: ½2�

A minimum grain size of 3 pixels is considered, which
according to above equations corresponds to an equiv-
alent diameter of 0.98 lm.
Transmission electron microscopy (TEM) analysis

was also carried out on selected samples to characterize
the precipitation state in a JEM-2100 microscope
operated at 200 kV. Both carbon extraction replicas
and thin foils were analyzed, the latter prepared by the
lift-out technique using a Quanta 3D FEG-focused ion
beam-milling instrument (FIB). In addition to using
diffraction contrast (dark field, DF), the precipitates
were also imaged using the energy-filtered TEM
(EFTEM) technique and jump-ratio method in the thin
foils, which enables compositional maps to be obtained,
in which the areas containing the element selected for
analysis are contrasted, usually in white.[30] Overlapping
Nb–N2,3 and Ti–M2,3 edges were employed to detect the
precipitates, using conditions similar to those proposed
in reference,[31] and the EFTEM technique was also used
to compute thickness maps to measure the amount of
particles per unit volume in the thin foils. Lastly,
precipitate size measurements were performed in some
samples in terms of the mean equivalent diameter
(MED) parameter. The area corresponding to each
precipitate is calculated using DigitalMicrgraph� soft-
ware and then, for each precipitate, an equivalent
diameter, which is the diameter of the circle with equal
area is calculated. The average of all the diameters is the
mean equivalent diameter.
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III. RESULTS

A. Microstructural Characterization

1. Initial austenite microstructures
Figures 2(a) through (c) shows the austenite

microstructures present before c ! a phase transforma-
tion characterized from the samples quenched at 850 �C
following application of different deformation sched-
ules. The figure shows that deformed austenite
microstructures are obtained for both steels and defor-
mation schedules, elongated in the plastic flow direction.
During roughing simulation, recrystallization is
expected to take place at high temperatures and rela-
tively long interpass times, leading to a refinement of the
reheated microstructure and the development of
equiaxed grains. However, during finishing, the lower
temperatures and shorter interpass times in combination
with the effect of microalloying elements retarding or
even preventing recrystallization,[23,24,32] lead to a pan-
caked microstructure, as observed in Figure 2 in the case
of both sequences. However, it is also evident that the
lower amount of strain applied during the last finishing

passes in sequence B leads to lower accumulated strain
than for sequence A.

2. Transformed microstructures
Figure 3 shows optical micrographs of the trans-

formed microstructures for both steels at different
coiling simulation start temperatures (550 �C, 600 �C,
650 �C) and a final cooling rate of 0.03 �C/s.
Figures 3(a) through (f) correspond to sequence A and
Ti0Nb3 and Ti10Nb3 steels. It can be observed that
under these conditions, mainly ferritic microstructures
are obtained within the coiling simulation range con-
sidered. Some grain refinement is also detected for the
Ti10Nb3 steel relative to Ti0Nb3 one. Regarding
sequence B and steel Ti10Nb3 (Figures 3(g) through
(i)), while at 650 �C coiling simulation start, the
microstructure also remains ferritic, as the coiling start
temperature decreases to 600 �C or 550 �C, the presence
of more acicular phases and greater microstructural
heterogeneity can be appreciated. Moreover, in the case
of the lowest coiling temperature of 550 �C, the presence
of some martensite/austenite (M/A) islands, which were
identified by LePera etching, can be observed. Examples
of these islands are indicated by the arrows in
Figure 3(g). In the case of sequence A, the 500 �C
coiling simulation temperature was also studied. At this
condition, the microstructure was also mainly ferritic in
the case of the Ti0Nb3 steel, while in the case of the
Ti10Nb3 steel, it was more acicular with the presence of
M/A islands also. Similarly, the analysis of the 0.01 �C/
s-Sequence A samples corresponding to the Ti10Nb3
steel after coiling simulation start from 500 �C to 600 �C
did not reveal any significant differences with regard to
those at 0.03 �C/s.
EBSD scans were also collected from all transformed

samples in order to analyze the microstructures more
quantitatively. Figure 4 shows examples of grain
boundary maps and Figure 5 the corresponding grain
size distributions obtained using a tolerance angle of 4
deg misorientation for grain definition for both steels
and deformation sequences, at coiling simulation start
temperatures of 550 �C and 650 �C (0.03 �C/s final
cooling rate). In the maps, the low-angle grain bound-
aries (4�< h< 15�) are represented in red and the
high-angle grain boundaries (h> 15�) in black. The
differences in the microstructures become more apparent
in these figures. Figure 4(a) and (d) shows that in the
case of the Ti0Nb3 steel after application of sequence A
at both coiling temperatures, an equiaxed microstruc-
ture, with a low amount of low-angle grain boundaries,
is obtained, accordingly to the more ferritic microstruc-
ture observed in Figures 3(a) and (c). On the other hand,
in the case of the Ti10Nb3 steel, the amount of

Fig. 1—Scheme of the thermomechanical cycles applied in this work.

Table II. Deformation Conditions Employed in the

Simulations

T (ºC) _e(s�1) tip (s) epass (Sequence A) epass (Sequence B)

1200 1 7.5 0.15 0.41
1160 1 11.5 0.34 0.51
1100 1 12.0 0.49 0.57
1030 5 7.0 0.34 0.52
994 5 5.4 0.35 0.22
951 5 3.9 0.44 0.29
900 5 — 0.54 0.14

Table I. Chemical Composition of the Steels Investigated (Wt Pct)

Steel C Mn Nb Ti P S Al Si Cr Ni N

Ti0Nb3 0.059 1.79 0.033 0.003 0.020 0.003 0.036 0.026 0.013 0.005 0.0036
Ti10Nb3 0.059 1.80 0.034 0.091 0.021 0.003 0.036 0.016 0.017 0.006 0.0054
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low-angle grain boundaries significantly increases under
the same conditions (Figures 4 (b) and (e)), and this is
reflected in the grain refinement observed in Figures 5(b)
and (e). However, greater heterogeneity in the size of the
areas delimited by high-angle boundaries is detected
and, in some cases, these microstructural units show
elongated shapes. These last features are more charac-
teristic of bainitic microstructures, although in this case,
this is less evident in the optical micrograph
(Figure 3(d)). At the temperature of 550 �C, the main
effect of application of sequence B on the microstructure
of Ti10Nb3 steel (Figures 4(c) and 5(c)) is an increase in
grain size and heterogeneity. Increasing the coiling start
temperature to 650 �C (Figure 4(d) through (f)) results
in more equiaxed and coarser grains, especially in the
case of the Ti10Nb3 steel and sequence B condition, as
can be observed in the grain size distribution in
Figure 5(f).

B. Hardness Measurements

Hardness measurements were performed in all the
transformed samples in order to characterize mechanical
behavior, and the results are summarized in Figure 6 as
a function of coiling start temperature. It can be noted
that for steel Ti10Nb3, higher hardness levels (203 HV
to 262 HV) than for steel Ti0Nb3 (164 to 184 HV) were
determined. In addition, complex behavior was detected
regarding coiling temperature and thermomechanical
conditions. In the case of steel Ti10Nb3, sequence A and
a cooling rate of 0.03 �C/s, hardness increases with
decreasing coiling temperature for all the temperature
range considered, while when sequence B is applied, a
marked hardness decrease is observed at 650 �C. On the
other hand, for the rest of conditions analyzed, a peak in
hardness was observed for a given coiling temperature,
which varies between 600 �C and 550 �C depending on
the sequence being applied and final cooling condition.

Fig. 2—Austenite microstructures obtained following deformation for (a) Ti0Nb3 steel, Sequence A; (b) and (c) Ti10Nb3 steel, Sequence A and
B, respectively. (d) Scheme of the analysis area selected in torsion samples for microstructural characterization.

Table III. Final Cooling Conditions Employed in the Simulations

Steel Sequence Cooling Rate (ºC/s) Coiling Start Simulation Temperature (ºC)

Ti0Nb3 A 0.03 500-550-600-650
Ti10Nb3 A 0.03 500-550-600-650

A 0.01 500-550-600
B 0.03 550-600-650
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C. Precipitation Analysis

To analyze the precipitation state evolution, carbon
replicas extracted from specimens quenched at 850 �C
corresponding to sequence A, 0.03 ºC/s cooling rate, for
both steels were first examined. An example of the
precipitates found in Ti10Nb3 steel and the correspond-
ing EDS analysis is shown in Figure 7. In accordance with
the results obtained from a previous work,[33] precipitates
coarser than @ 50 nm that correspond to those undis-
solved during reheating were found in both samples
(Figure 7(a)). According to the EDS analysis of
Figure 7(b), both Nb and Ti could be detected in their
composition (the presence of Cu and Ni in the EDS
analysis arises from the contribution of the specimen
holder and grids used to support the replicas). However,
as expected, the precipitate density, size, and Ti content in
the precipitates were much higher in the Ti10Nb3 steel
than in the Ti0Nb3 (in the Ti0Nb3 steel, the Ti content in
undissolved precipitates was attributed to the presence of

some residual Ti in its composition). Calculations per-
formed with Thermo-Calc software indicate that, for the
Ti10Nb3 steel, less than half of the Ti is available for
further precipitation during hot deformation or during/
after phase transformation.[33,34] In the case of the
Ti0Nb3 steel, some particles in the @ 15 to 30 nm size
range, containing only Nb, were also detected. These
precipitates are in the size range of strain-induced
precipitates that form during deformation sequence,[35]

although they were scarce. Slightly larger amounts of
particles in this size range were found in the Ti10Nb3
steel. An example of these precipitates is shown in
Figure 7(c), together with the corresponding EDS anal-
ysis (Figure 7(d)). These precipitates contain also Ti and
Nb, although in this case, the Ti/Nb ratio is lower than
that previously observed for the undissolved particle of
Figure 7(a). This is closely in line with the strain-induced
precipitate composition described in a previous
research,[33] where the hot working behavior of high

Fig. 3—Examples of transformed microstructures obtained following application of thermomechanical cycle and coiling simulation for Ti0Nb3
steel, Seq. A, 0.03 �C/s: (a) 550 �C, (b) 600 �C, (c) 650 �C; for Ti10Nb3 steel, Seq. A, 0.03 �C/s: (d) 550 �C, (e) 600 �C, (f) 650 �C and for Ti10Nb3
steel, Seq. B, 0.03 �C/s: (g) 550 �C, (h) 600 �C, (i) 650 �C. The arrows in Figure (g) indicate examples of martensite/austenite (M/A) islands.
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Ti–Nb-microalloyed steels was investigated. Neverthe-
less, the precipitates were also rather scarce in this sample.

Since the smallest precipitates cannot be reliably
identified and their distribution cannot be analyzed in
carbon replicas,[35] thin foils were prepared from
Ti10Nb3 steel samples in order to analyze the precip-
itates formed during or after phase transformation.

Figure 8 shows representative DF and EFTEM
Nb–Ti maps obtained from some of the samples
analyzed. Figure 8(a) corresponds to a DF image
obtained from sequence A—650 �C coiling condition
at the [001] ferrite zone axis, using the (002) reflection of
the precipitates as defined by the Baker–Nutting orien-
tation relationship, as shown in Figure 12 in Reference
[15]. From the figure, it can be observed that interphase
precipitation has occurred, consisting of rows of aligned
precipitates formed along with the moving austenite/fer-
rite boundary during phase transformation. Figure 8(b),
(c), and (d) shows Nb–Ti EFTEM representative images
obtained at similar magnifications, for sequence
A—650 �C, sequence A—600 �C, and sequence
B—650 �C, respectively. The precipitate size and density
have been quantified in these samples, although the
measurements should be taken with care since the
amount of material that can be characterized with this

technique is limited. Figure 8(b) confirms that inter-
phase precipitation has taken place in the sequence
A—650 �C sample, with an average precipitate size of
5.7 ± 0.2 nm (420 particles measured) and a precip-
itation density of 1.1 9 10�5 precipitates/nm3 being
measured under these conditions. For the same
sequence, at 600 �C coiling, the precipitates were also
abundant and, as shown in the figure, in some cases,
take on a more needle-like shape. At this temperature,
a slightly smaller precipitate size, 5.2 ± 0.2 nm (684
particles measured), was measured, and slightly higher
density, namely 1.4 9 10�5 nm3. In addition, in this
sample, the precipitates no longer seem to be arranged
in configurations corresponding to interphase precip-
itates. Finally, a much larger amount of finer precip-
itates can be observed in the case of sequence
B—650 �C sample (Figure 6(d)). A value of
3.2 9 10�5 precipitates/nm3 was measured, and they
proved to be significantly finer (3.1 ± 0.1 nm, 1543
particles measured), especially compared to the
sequence A—650 �C condition. The large amount of
precipitates in this sample made it difficult to discern
their configuration, although in some areas of the
thin foils, interphase precipitation could also be
identified.

Fig. 4—Grain boundary maps obtained from EBSD scans, with low-angle grain boundaries (4º< h< 15º) represented in red and high-angle
boundaries (h> 15º) in black for (a) Ti0Nb3, seq. A, 550 �C, (b) Ti10Nb3, seq. A, 550 �C, (c) Ti10Nb3, seq. B, 550 �C, (d) Ti0Nb3, seq. A,
650 �C, (e) Ti10Nb3, seq. A, 650 �C, (f) Ti10Nb3, seq. B, 650 �C, all corresponding to a cooling rate of 0.03 �C/s (Color figure online).
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To further analyze the precipitate configuration in the
0.03 �C/s to 600 �C—sequence A Ti10Nb3 sample, in
Figure 9(a), another TEM micrograph obtained at lower
magnifications is shown, and in Figure 9(b), an EFTEM
Nb–Ti map corresponding approximately to the rectan-
gular area marked in Figure 9(a) is included. Although
the map is rather noisy (it was obtained from a thicker
foil area than those in Figure 8), it can be observed that
higher Nb–Ti concentrations are detected within areas
that most likely correspond to defects or dislocations in
the microstructure. The results indicate, therefore that in
this sample, precipitation is taking place following phase
transformation in defects within the ferritic matrix. This
explains the elongated shape of some of them, which has
also been observed in other works in the case of
precipitates formed at dislocations.[36] A transition from
interphase precipitation at high coiling temperatures to

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)

Grain size (µm)

Ti0Nb3, sequence A,
0.03ºC/s, 550ºC

(a)

MED=3.6 µm

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)

Grain size (µm)

Ti10Nb3, sequence A, 550ºC,
0.03ºC/s

(b)

MED=2.6 µm

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)

Grain size (µm)

Ti10Nb3, sequence B, 550ºC,
0.03ºC/s

(c)

MED= 3.2 µm

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)
Grain size (µm)

Ti0Nb3, sequence A,
0.03ºC/s, 650ºC

(d)

MED=4.1 µm

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)

Grain size (µm)

Ti10Nb3, sequence A, 650ºC,
0.03ºC/s

(e)

MED=2.9 µm

0

10

20

30

40

50

Fr
eq

ue
nc

y 
(%

)

Grain size (µm)

Ti10Nb3, sequence B,
650ºC, 0.03ºC/s

(f)

MED= 5.0 µm

Fig. 5—Grain size distributions corresponding to 4º misorientation angle for grain definition: (a) Ti0Nb3, seq. A, 550ºC, (b) Ti10Nb3, seq. A,
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a cooling rate of 0.03 �C/s.

Fig. 6—Hardness determined from the torsion specimens analyzed in
this work as a function of coiling simulation temperature.
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a more random one with decreasing transformation
temperature has also been observed in other works.[20,37]

A similar analysis was carried out in the sequence
B—600 �C samples, and although some very small
precipitates were imaged in the thinnest areas of the
thin foils, no information could be obtained regarding
their configuration.

Regarding the chemical composition of the precipi-
tates formed during or after phase transformation, the
small size of these particles makes difficult to adequately
perform EDS analysis in thin foils because of the high
contribution of the steel matrix. Alternatively, EDS
analyses were carried out on carbon replicas prepared
from samples after coiling simulations. In Figure 10, an
example of these precipitates corresponding to Ti10Nb3
steel, sequence B, 0.03 �C/s cooling rate, and 650 �C
coiling temperature simulation is shown. Similar to that
observed for undissolved and strain-induced precipi-
tates, particles formed during cooling/coiling stages also
contain both Nb and Ti. Although the EDS analysis
performed is qualitative, different Ti/Nb ratios can be
observed within the different types of precipitates. In
most cases, the highest Ti/Nb ratio is found for the
undissolved coarse particles formed during solidifica-
tion, such as the one shown in Figure 7(a). For
strain-induced precipitates, Ti/Nb ratio decreases, but
it increases again for the small precipitates identified
after coiling simulations. These results suggest that the
presence of Nb promotes strain-induced precipitation to
take place during hot deformation, while at low tem-
peratures during final cooling, Ti is again the major
component in the precipitates.

IV. DISCUSSION

A. Room-Temperature Microstructures

The austenite microstructures obtained after hot
deformation influence the final room-temperature
microstructures obtained after phase transformation.
For both steels after sequence A, austenite grain size
refinement and high strain accumulation levels promote
the formation of fine ferritic microstructures over a wide
coiling temperature range, from 500 �C to 650 �C for
steel Ti0Nb3, and from 550 �C to 650 �C for steel
Ti10Nb3. Only for steel Ti10Nb3 after coiling at 500 �C
(0.03 �C/s cooling rate), the microstructure appears
more bainitic. Unfortunately, from torsion tests, the
experimental transformation start or end temperatures
cannot be measured. Nevertheless, the well-known
role[38,39] of austenite grain size refinement and strain
accumulation on promoting the nucleation of ferrite and
final grain size refinement can be clearly observed here.
On the other hand, for sequence B and Ti10Nb3 steel,
the combination of coarser austenite grain size and
lower strain accumulation results in the formation of
more bainitic phases at temperatures of 600 ºC or
below. Moreover, at 550 �C and 500 �C for the Ti10Nb3
steel, some M/A islands could be detected in the
microstructure. When phase transformation takes place
at low temperatures or fast cooling rates, some of the
austenite can be retained at room temperature, aided by
carbon enrichment, and can partially transform to
produce M/A constituents,[40] as observed in this work.
However, as it will be discussed below, the amount of

Fig. 7—TEM micrographs showing precipitates found in carbon extraction replicas from Ti10Nb3 specimen, sequence A, 0.03 �C/s cooling rate
quenched at 850 �C: (a) undissolved precipitate and (b) its corresponding EDS analysis; (c) strain-induced precipitates and (d) EDS analysis of
the precipitate indicated by the arrow in (c).
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Fig. 8—Dark-field (DF) and Energy-filtered transmission electron microscopy (EFTEM) images from thin foils extracted from Ti10Nb3 samples
corresponding to 0.03 �C/s final cooling: (a) DF, sequence A, 650 �C, (b) EFTEM, sequence A, 650 �C, (c) EFTEM, sequence A, 600 �C, (d)
EFTEM, sequence B, 650 �C.

Fig. 9—(a) Bright field (BF) and (b) Nb-Ti EFTEM image obtained approximately from the area marked in (a), corresponding to a thin foil
extracted from the Ti10Nb3, 0.03 �C/s cooling, and 600 �C coiling sample.
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these particles is small and only relevant for the coiling
temperature of 500 �C (see Table IV).

B. Mechanical Characterization

As torsion tests have been carried out in this work and
conventional tensile tests cannot be easily performed
from torsion specimens, mechanical characterization
was undertaken using hardness measurements. These
hardness values can be converted into YS values by
applying the following equation determined in a previ-
ous work for a group of steels in the same composition
range considered in this work[15] and close to the rough
estimation of YS ¼ 3 � HV[41]:

YS MPa½ � ¼ 2:86 �HV� 45:5 ½3�

Figure 11 summarizes the yield strength results
calculated using Eq. [3] for all samples analyzed in this
work. In the graph, results obtained in a previous work
via dilatometry tests[15] have also been included for the
Ti10Nb3 steel at comparable roughing, finishing, and
coiling simulation conditions. However, it must be
pointed out that in dilatometry, the amount of defor-
mation that can be applied is more limited, and
therefore, some differences in test conditions and corre-
sponding room-temperature microstructures must be
considered:

Using dilatometry, a single deformation pass was
applied for roughing (e = 0.3, T = 1100 �C) and fin-
ishing simulation (e = 0.4, T = 900 �C). Reduced
strain led to coarser austenite microstructures and to
lower strain accumulation prior to phase transformation
than in the present work (compare austenite microstruc-
tures from Figure 2 of this paper with those from
Figure 1 in Reference 15).

Due to the coarser austenite grain size and more
limited strain accumulation in dilatometry samples,
hardenability was enhanced and the resulting room-tem-
perature microstructures after coiling were mainly
bainitic at temperatures lower than 650 �C. Neverthe-
less, despite the presence of coarser austenite, the grain
sizes (4� EBSD MED) measured in the transformed

microstructures using dilatometry (from 3.5 to 5.7 lm
for coiling temperatures from 550 �C to 650 �C) were
comparable to those measured in the present work,
although microstructural heterogeneity was clearly
greater in dilatometry samples.
As expected from the hardness results, Figure 11

shows that the highest estimated YS values were
obtained for the Ti10Nb3 steel, under some conditions
300 MPa higher than those determined for the Ti0Nb3
steel. However, it can also be noted that the coiling
temperatures corresponding to the highest YS values are
not only dependent on cooling rate and steel composi-
tion but also on the previous austenite condition. In the
case of the Ti10Nb3, the highest estimated YS values
were determined in the dilatometry samples for coiling
temperatures between 625 �C and 650 �C. Yield
strengths between 745 and 754 MPa were calculated
under these conditions. On the other hand, in the
torsion tests, the maximum YS values attained are lower
and obtained at lower coiling temperatures: at 600 �C
for sequence B—0.03 �C/s (696 MPa), at 550 �C for
sequence A—0.01 �C/s (705 MPa), and at the lowest
coiling temperature, 500 �C, for sequence A—0.03 �C/s
(662 MPa).

C. Analysis of Strengthening Mechanisms

The results show that, as well as final cooling
conditions, the deformation sequence can also affect
hardness significantly, and consequently, the mechanical
properties that can be obtained for a given steel and
deformation sequence. An additive contribution has
been proposed as the most suitable to describe the
dependence of yield strength (YS) on the different
strengthening mechanisms[42,43]:

YS ¼ r0 þ rss þ riss þ rHP þ rdisloc þ rprec þ rM=A; ½4�

where r0 is the friction stress, rss þ riss the stresses
produced by substitutional and interstitial elements in
solid solution, and rHP the grain size strengthening
contribution. For low transformation temperatures,
more displacive phases can form and the effect of

Fig. 10—(a) TEM micrograph from a carbon replica showing a group of small precipitates for the Ti10Nb3 sample after sequence B, 0.03 �C/s
cooling rate, 650 �C coiling temperature; (b) EDS analysis of the precipitate marked by the arrow in (a).
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increased dislocation density,rdisloc, should also be taken
into account. A strengthening contribution from pre-
cipitates, rprec, can be obtained in microalloyed steels
and, if M/A islands are present, their strengthening
contribution (rM=A) may also be relevant.

The following equation has been applied to calculate
the contribution made by friction stress and substitu-
tional elements to YS[43,44]:

r0 þ rss MPa½ � ¼ 54þ 32 Mn½ � þ 83 Si½ � þ 678 P½ �
þ 39 Cu½ � � 31 Cr½ � þ 11 Mo½ �; ½5�

where the composition of all elements is given in wt
pct. Regarding the effect of interstitial elements, after
coiling, the amount of C remaining in solution can be
considered negligible, while the effect of free N can be
estimated as follows [43]:

riss MPa½ � ¼ 5000 Nfree½ � ½6�

with Nfree referring to the amount of N (wt pct) in
solid solution at room temperature. In the case of the
Ti10Nb3 steel, all the N is expected to be pinned in
coarse Ti precipitates that remain undissolved during
reheating, and therefore, the contribution of free N can
be ignored in this steel. As a result, while equation (5)
yields very close values of r0 þ rss = 127 MPa for both
Ti0Nb3 and Ti10Nb3 steels, in the case of Ti0Nb3 steel,
considering that all the N remains free, a slightly higher
value of r0 þ rss þ riss = 145 MPa has been determined.

The strengthening effect of grain boundaries can be
calculated as follows[45]:

rHP MPa½ � ¼ kHP � d�0:5 ½7�

with kHP values that are usually between 15 and 18
MPaÆmm0.5 (a value of 17.4 MPaÆmm0.5 has been
considered in this work[43,44]) and d the ferrite grain
size in mm determined using the mean linear intercept
(MLI) parameter measured by optical microscopy. In a
previous work,[44] comparison of the mean equivalent
diameter (MED) calculated from EBSD and the MLI
values determined by optical microscopy in ferritic
microstructures showed that both parameters were most
comparable when a tolerance angle was applied in
EBSD for grain boundary definition of 4 deg. The grain
sizes determined by EBSD in this work using this
criterion are summarized in Figure 12. It can be
observed that, in all cases, the finest grain sizes were
determined for the Ti10Nb3 steel deformed following
sequence A and final cooling at 0.03 �C/s. Under these
conditions, the grain sizes tend to slightly decrease from
2.9 to 2.5 lm with decreasing coiling temperature from
650 �C to 500 �C. When a slower cooling rate of
0.01 �C/s is applied, slightly coarser grain sizes are
determined, very close to 2.9 lm for coiling simulation
temperatures between 600 �C and 550 �C. In the case of
the Ti0Nb3 steel, sequence A and cooling at 0.03 �C/s,
the MED values are coarser, ranging from 4.1 lm at
650 �C to 3.2 lm at 500 �C. Grain sizes in the same
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Fig. 11—Yield strength estimated from hardness data obtained from
the samples analyzed in this work, and for the Ti10Nb3 steel via
dilatometry in a previous work[15].

Table IV. M/A Particle Size and Volume Fraction Measurements and Calculated Strengthening Contribution for Ti10Nb3

Samples

Seq. Condition
Nº

Measurements
MED
(lm) fM=A

rM=A

(MPa)

A 500 ºC to 0.01 ºC/s 1745 0.54 ± 0.01 0.003 3
550 ºC to 0.01 ºC/s 1570 0.50 ± 0.01 0.002 2
500 ºC to 0.03 ºC/s 5621 0.78 ± 0.01 0.020 18

B 550 ºC to 0.03 ºC/s 961 0.28 ± 0.04 0.003 3

Fig. 12—(a) Grain sizes measured via electron backscatter diffraction
(EBSD) in terms of mean equivalent diameter (MED) for all samples
analyzed using 4º tolerance for grain boundary definition.
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range are obtained for the Ti10Nb3 steel when sequence
B and 0.03 �C/s final cooling are applied, except for the
highest coiling temperature condition considered
(650 �C). At this temperature, the grain size increase is
larger and the coarsest value is measured accordingly
(5.0 lm).

Regarding dislocation density strengthening, accord-
ing to Taylor’s equation, this can be calculated as
follows:

rdisloc ¼ aMlb
ffiffiffi

q
p

; ½8�

where a is a constant, M the average Taylor factor,
and l the shear modulus (a value of aMlb=7.34Æ10�6

MPaÆm was considered following[43]). In several works,
the dislocation density (q) has been estimated from
EBSD results as follows[46]:

q ¼ 2h= ubð Þ ½9�

where u is the unit length, h the Kernel average
misorientation, and b the Burgers vector magnitude
(b = 2.5 9 10�10 m). The Kernel average misorienta-
tion data, determined using misorientation values lower
than 2 deg[20,44] and the first neighbor criterion, as well
as the corresponding dislocation density values calcu-
lated using equation (9), are represented in Figure 13. As
can be observed, dislocation density values from
2.3 9 1014 m-2 to 1.13 9 1014 m-2 were calculated using
this approach. Values in this range have also been
reported in other works for Nb or Nb-high Ti-microal-
loyed steels.[20,33,44,47] As the figure shows, the lowest
values of h, between 0.49� and 0.63�, were determined
for the Ti0Nb3 steel, with no clear dependence on
coiling temperature. The low h values determined are
closely in line with the ferritic aspect of the microstruc-
tures observed by optical microscopy and EBSD
(Figures 3 and 4). However, it should be mentioned
that these low h values are also within the range of error
expected from EBSD measurements and, under these
conditions, application of this methodology can lead to
an overestimation of the dislocation-strengthening con-
tribution.[44] In the case of the Ti10Nb3 steel, the h

values are also within this range for both sequences and
cooling rates at 650 �C. However, at lower coiling
temperatures of 600 �C and 550 �C, h increases and
tends to stabilize at the lowest coiling temperature of
500 �C. It should be noted that the dislocation density
increase at low coiling temperatures is slightly more
marked for sequence A and 0.03 �C/s cooling rate than
for sequence B or for the lower final cooling rate of
0.01 �C/s.
Finally, as mentioned above, the presence of M/A

islands was detected in some of the samples. To analyze
their effect on mechanical strength, the volumetric
fraction of these particles (fM=AÞ was measured using

LePera etching in samples in which their presence was
considered significant, and their contribution to strength
estimated as follows[20,48]:

rM=A ¼ 900fM=A: ½10�

The results of the analysis are summarized in
Table IV. As can be observed, in all cases, the size,
volume fraction, and calculated contributions to the
yield strength are quite low. The most relevant harden-
ing contribution was determined for the Ti10Nb3 steel,
sequence A—500 �C—0.03 �C/s sample (@20 MPa).
The calculated microstructural-strengthening contri-

butions have been summarized for the samples analyzed
in this work in Figure 14. Regarding dislocation
strengthening, as mentioned above, in many cases, low
h values were determined, within the error range for the
equipment, and the same approach employed in a
previous work[44] has been applied in order to take this
into account, i.e., all calculated dislocation density
values were corrected by substracting from them the
value corresponding to the lowest dislocation density
(Ti10Nb3, sequence B, 0.03 �C/s, 650 �C, h ¼ 0:49 deg).
The approach is based on the fact that, in Pickering’s
original equation, the dislocation density inherent to
ferritic samples is included. As measurement of precip-
itation-strengthening contribution is rather complicated,
this was estimated as the difference between experimen-
tal YS values and the rest of the contributions.
Figure 14(a) shows that for both steels, grain size
strengthening is the most relevant contribution to yield
strength at all the coiling temperatures, as already
observed in steels with similar composition.[15,20] In
general, some increase in grain size contribution with
decreasing coiling temperature was observed, while the
variations in precipitation and dislocation-strengthening
contributions differ significantly depending on the steel
and processing conditions. In the case of the Ti0Nb3,
dislocation and precipitation-strengthening contribu-
tions are small.
In the case of the Ti10Nb3 steel, dislocation-strength-

ening contributions are greater and in general increase
with decreasing coiling temperature, although for the
0.01 �C/s sequence A samples, a maximum is observed
at 550 �C. Regarding precipitation strengthening, its
contribution is also much greater in this steel than for
the Ti0Nb3, closely in line with previous results,[15] and
also within the range reported in other researchs.[8,20]

0.35

0.45

0.55

0.65

0.75

0.85

0.95

1.05

1.15

8.0E+13

1.2E+14

1.6E+14

2.0E+14

2.4E+14

450 550 650

K
er

ne
l a

ve
ra

ge
 m

is
or

ie
nt

at
io

n 
(º

)

D
is

lo
ca

tio
n 

de
ns

ity
 (m

-2
)

Coiling temperature(ºC)

Ti0Nb3, 0.03ºC/s, sequence A
Ti10Nb3, 0.03ºC/s, sequence A
Ti10Nb3, 0.01ºC/s, sequence A
Ti10Nb3, 0.03ºC/s, sequence B

Fig. 13—Kernel average misorientation and dislocation density
values calculated using equation (9) for the samples analyzed.
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Comparing Figures 14(b) and (d), it can be observed
that for the same cooling rate of 0.03 �C/s, the
contribution made by precipitation is much greater
for sequence B than for sequence A. Different trends
can be observed depending on the condition analyzed.
For sequence A—0.03 �C/s, the lowest value was
determined at the highest coiling temperature, 650 �C
(60 MPa), while below this temperature, it slighty
increases and stabilizes at @100 MPa. For the same
sequence A, reducing the final cooling rate to 0.01 �C/
s, precipitation contributions significantly increase,
reaching the maximum (173 MPa) at 550 �C. On the
other hand, for sequence B—0.03 �C/s, the maximum
contribution was obtained at the highest coiling
temperature (650 �C) and decreases continously from
270 to 166 MPa as coiling temperature decreases from
650 �C to 550 �C. This behavior is in line with that
observed in dilatometry simulations,[15] i.e., precipita-
tion contributions also decreased as coiling tempera-
ture decreased, although in that case, much higher
values were observed above 600 �C, ranging between
240 and 307 MPa.

One of the reasons that might explain the lower
precipitation strengthening determined in this work
compared to dilatometry tests is that application of
the multipass thermomechanical sequence could
enhance strain-induced precitation ocurrence during
austenite hot deformation. This may, therefore, result
in some loss of the microalloying element content
available for precipitation during or after phase trans-
formation, especially for sequence A, where strain
accumulation is higher. However, although some effect
of this loss of microalloying element in solid solution
cannot be excluded, the amount of strain-induced
precipitates detected via TEM in quenched samples
from sequence A was scarce, as mentioned above.
Another effect of higher strain accumulation is to

increase the phase transformation start and finish
temperatures.[49] This implies that, following application
of sequence A, phase transformation is expected to take
place at temperatures higher than in cycle B or in
dilatometry simulations, which means that the precip-
itation that takes place during phase transformation, or
even after, also takes place at higher temperatures. The

Fig. 14—Calculated strengthening mechanisms for the samples analyzed in this work: (a) Ti0Nb3 steel, Seq. A, 0.03 �C/s; (b) Ti10Nb3 steel,
Seq. A, 0.03 �C/s; (c) Ti10Nb3, Seq. A, 0.01 �C/s; and (d) Ti10Nb3 steel, Seq. B, 0.03 �C/s. The numbers represent the individual contribution of
each mechanism in MPa.
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effect of temperature on precipitation is a complex one.
As temperature decreases, the driving force for precip-
itation nucleation increases, while microalloying element
diffusivity in turn decreases.[50] Classical nucleation
theory predicts that, at high precipitation temperatures,
nucleation of a larger amount of precipitates takes place
as temperature decreases due to increased driving force.
In addition, this is accompanied by lower growth
potential due to reduced microalloying element diffu-
sivity. However, below a certain temperature, nucleation
rate decreases due to reduced diffusivity, leading to the
formation of fewer precipitates of smaller size.

In the case of sequence A, at least at high coiling
temperatures, above shown experimental TEM results
of average precipitate size and density indicate that
higher transformation temperatures promote precipita-
tion of a lower volume fraction of precipitates of coarser
size compared to sequence B, with both factors helping
to reduce precipitation strengthening.[51]

In the case of the dilatometry specimens, at 650 �C,
very small precipitates were identified, < 3 nm, (see
Figure 12 in Reference 15), which supports the high
precipitate-strengthening contribution calculated under
these conditions, 299 Mpa.[15] Reducing the coiling
temperature, precipitation contribution decreases, prob-
ably due to a reduction in the amount of particles that
can precipitate at lower temperatures, although the
values remain high (139 and 100 MPa at 600 �C and
550 �C, respectively). The same occurs in the case of
sequence B, albeit to a lesser extent. On the other hand,
for sequence A at 0.03 �C/s, cooling rate precipitation
strengthening increases when reducing the coiling tem-
perature from 650 �C to 600 �C, closely in line with
TEM results: slightly lower precipitate size was mea-
sured at 600 �C (5.2 ± 0.2 nm) than at 650 �C
(5.7 ± 0.2 nm), while precipitate density was slightly
higher (1.4 9 10�5 vs 1.1 9 10�5 precipitates/nm3).
Under these conditions, a transition from interphase
to precipitation at dislocations was observed, which
makes it difficult to compare both situations. In the case
of sequence B, it is not possible to analyze whether this
transition takes place due to the smaller size of the
precipitates that form compared to sequence A. How-
ever, it is worth noting that, although it decreases as
temperature decreases, precipitation hardening also
remains higher at lower temperatures for sequence B
than for sequence A.

In the case of the sequence A—0.03 �C/s condition,
the maximum YS was determined at the lowest coiling
temperature considered, 500 �C. Under this condition,
grain size, precipitation, and dislocation-strengthening
contributions are quite similar to those determined at
550 �C. However, the fact that the highest fraction of
M/A particles was detected in this sample must be taken
into account, and although application of equation (8)
yields rather low M/A strengthening (18 MPa), this
effect might be greater than estimated.

Regarding 0.01 �C/s condition, precipitation analysis
was not performed. However, reducing the cooling rate
means a longer time at precipitation temperature range,
which is expected to lead to the formation of a larger

amount of precipitates than for the 0.03 �C/s final
cooling rate samples, which explains the greater
strengthening observed.
Finally, it is also worth noting that, for the conditions

considered, maximum YS values were obtained for
dilatometry tests at coiling temperatures between 625 �C
and 675 �C. However, it should also be noted that the
microstructure in these samples, transformed from
coarsest austenite with lowest strain accumulation, was
significantly more heterogeneous, this having a possible
impact on other mechanical properties, such as tough-
ness. The same considerations may be applied when
comparing the microstructures obtained following
sequence B and A.

V. CONCLUSIONS

– The much higher YS values achieved with high Ti
addition to a Nb-microalloyed steel are mainly due
to an increase in precipitation hardening, in some
cases over 300 MPa. Nevertheless, this strengthening
mechanism shows a major dependence on deforma-
tion sequence and final cooling conditions.

– For the Ti–Nb steel, the lowest precipita-
tion-strengthening contributions (between 60 and
110 MPa) were obtained after applying sequence A,
which leads to the highest strain accumulation level,
and cooling at 0.03 �C/s. For this sequence, decreas-
ing the final cooling rate to 0.01 �C/s results in an
increase in precipitation strengthening at all coiling
temperatures (� 160 to 170 MPa). On the other
hand, for sequence B, with less strain accumulation,
the precipitation-strengthening values increase sig-
nificantly, ranging from 166 to 270 MPa with
increasing coiling temperature from 550 �C to
650 �C. Results obtained in a previous work via
dilatometry with the same high Ti–Nb steel under
comparable conditions but even lower austenite
strain accumulation show a similar dependence, with
even greater precipitation strengthening at high
coiling temperatures.

– The lower precipitation strengthening obtained for
the sequence A is mainly related to the promotion of
higher phase transformation start and end temper-
atures. This results in a lower driving force for
precipitation nucleation during or after phase trans-
formation and higher microalloying element diffu-
sivity. As a result, at high coiling temperatures, fewer
and coarser precipitates are formed, both factors
tending to reduce precipitation strengthening.

– As a result of the differences in precipitation
strengthening, in the case of the high Ti-Nb steel,
the coiling temperature corresponding to highest YS
also depends on deformation sequence and the final
cooling condition. As for the high strain accumula-
tion sequence A and 0.03 �C/s, this occurs at 500 �C;
when reducing the cooling rate to 0.01 �C/s, it shifts
to 550 �C, and in the case of sequence B with lower
strain accumulation and 0.03 �C/s, this takes place at
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600 �C. This indicates that for a given cooling rate,
the coiling temperature leading to the highest YS
moves to lower values with increasing the accumu-
lated strain.
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