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1
METHOD OF MAKING A
NANOSTRUCTURED AUSTENITIC STEEL
SHEET

BACKGROUND OF THE INVENTION

1. Field of the Invention

This invention relates to nanostructured austenitic steel and
to a method of making nanostructured austenitic steel.

2. Background of the invention

Fine-grained materials have been investigated for their
high strength, high toughness and other extraordinary prop-
erties. Two basic methods for refining the grain size of bulk
steel to obtain ultrafine or submicron structures are severe
plastic deformation and thermomechanical processing.
Severe plastic deformation can be used to obtain submicron-
grained microstructure (less than 1 mm) in steel. Examples
can be found U.S. Pat. No. 4,466,862, German patent. 33
12257 and French patent 2524493, which disclose a hot-
rolled low carbon steel having an ultrafine grain size of 3 pm
or less. Japanese patent 2000073 1 52 discloses a method to
produce ultrafine grained materials by accumulative roll-
bonding, in which the microstructure with ultrafine grains of
0.5 um in low carbon steel is obtained at an accumulative
strain of about 5.6.

Thermomechanical processing can be used to obtain
ultrafine ferrite (UFF) grains (about 1 mm) in steels through
hot rolling in the intercritical region, warm rolling in the
ferrite region, or strip rolling under the condition of strain-
induced transformation from austenite to ferrite. Samuel et al
[1.S.1.J.Int.,1990,30,216] reported that torsion testing of Nio-
bium microalloyed steels produced austenite and ferrite grain
sizes of 5 um and 3.7 um, where, dynamic transformation of
austenite and/or dynamic recrystallization of ferrite takes
place due to hot working. U.S. Pat. No. 6,027,587 discloses a
process to produce an ultrafine grain by strain-induced trans-
formation to ultrafine microstructure in ferrite steel. Ma et al
[Scripta Materialia, 2005, 52, 1311] disclosed a repetitive
thermomechanical process to produce austenite stainless
steel with grain size down to 200 nm, in which the process
was characterized by cold deformation and annealing cycles,
combined with the addition of 8% Mn to enhanced austenite
nucleation,

One disadvantage of ultrafine grained materials is that they
have low elongation characteristic due to little work harden-
ing ability. Therefore the manufacture of ultrafine grained
materials needs large amount of plastic-working energy. spe-
cial procedures, and complicated manufacturing techniques,
which lead to high cost and limitations in material dimen-
sions, mass production, and sample preparation, amongst
other things.

SUMMARY OF THE INVENTION

In order to develop an advanced structural metallic mate-
rials in submicro-scale, especially in nano-scale, with high
strength and large ductility, an austenite stainless steel with
nanostructured duplex phase including austenite and marten-
site is provided by the invention, which can be used for
automotive vehicles, household appliances, mechanical
structures and constructional materials. In the case of the
nanostructured austenitic steel great work hardening ability 1s
obtained through the transformation induced plasticity
(TRIP) during tensile tests, leading to a good uniform elon-
gation as well as high strength. Further, the corrosion resis-
tance of the nanostructured austenitic steel can be improved
compared with the martensitic microstructure.
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The present invention provides a method for producing a
nanostructured austenitic sheet by consecutive martensite
and austenite phase (y/a') transformations, in which the
coarse grained austenite sheet is transformed to nanocrystal-
line martensite by strain-induced transformation, and then a
reverse transformation to nanostructured austenite is pro-
duced by warm rolling due to dynamic recrystallization. The
martensite and austenite transformation can be repeated up to
10 times to obtain desired results. The cycles of austenite-
martensite-austenite transformation refine the grain size to
nano-scale, and therefore promote the considerable increase
of strength and plasticity of the nanostructured austenitic
steel.

Normally, the refined austenite is difficult to produce since
coarse grained austenite is prone to transform into lath mar-
tensite by plastic deformation, and the recrystallization aus-
tenite exhibits larger grain size at austenitizing temperature.
However, finer austenitic grains can be achieved by reversed
transformation from refined martensite induced by dynamic
recrystallization during warm deformation. The smaller the
initial martensite grain size results in the finer of austenite
grain size. On the other hand, the nucleation of new marten-
site is restrained by residual stress during the warm rolling
due to the change the force energy of martensite transforma-
tion.

Further aspects of the invention will become apparent from
the following description of examples of the invention.

BRIEF DESCRIPTION OF THE DRAWINGS

Examples of the invention will now be illustrated with
reference to the following drawings in which:

FIG. 1 is a schematic illustration of a method for obtaining
nanocrystalline austenitic steel by a repetitive transformation,

FIG. 2 is a schematic illustration of the distribution of the
internal stress,

FIG. 3A is a bright-field TEM image of the surface of
SMATed steel,

FIG. 3B is a selected area electron diffraction (SAED)
pattern of the surface of SMATed steel,

FIG. 3C is an HRTEM image of the surface of SMAT plus
rolling,

FIG. 41is XRD patterns before and after one cycle of trans-
formation process,

FIG. 5 is microhardness curves of the samples processed
by SMAT and SMAT plus rolling,

FIG. 6is the engineering stress-strain curves of the samples
with as-received, SMAT and SMAT plus rolling, and

FIG. 7 is an anodic polarization of nanocrystalline surface
of specimens with as-received, SMAT, and SMAT plus roll-
ing after polishing in 3.5% NaCl solution.

DESCRIPTION OF THE PREFERRED
EXAMPLES

A method of producing nanostructured austenitic sheet
comprises a multi-step process as illustrated in FIG. 1. In the
first step austenite steel is subjected to surface mechanical
attrition treatment (SMAT) to generate a strain-induced mar-
tensite transformation. The strain-induced austenite-marten-
site transformation in stainless steel leads to formation of new
nanocrystalline grains of martensite, enriched with disloca-
tions. The impact energy of the SMAT can be selected in
accordance with the characteristics of austenite steel, e.g. a
high frequency source, and high hardness balls for stable
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austenite steel. SMART is performed to induce a residual
stress profile so as to restrain the nucleation of new marten-
site.

The second step in the process is to preheat the SMATed
steel to a temperature in the range for 300° C. to 0.6 Tm,
where Tm represents the melting point of the steel.

In the third step the preheating SMATed steel is subjected
to deformation by warm rolling to induce a reverse y/c!' trans-
formation. Rolling is performed to achieve nanocrystalline
austenite by reverse transformation of martensite. Transfor-
mation to austenite rarely occurs prior to deformation, but
takes place rapidly during or immediately following the
deformation. The deformation temperature may be selected
in accordance with the desired end product steel specification,
e.g. a high deformation temperature for a softer steel. The
reduction of thickness dimension of the steel is from 20 to
70% at most, and preferably 30-60%, in one cycle. Typically,
the deformation will be enhanced in known manner by the use
of lubricant. The deformed steel is cooled by air, or water at a
rate of 10-1500 K/min.

Dynamic recrystallization, together with dynamic recov-
ery, takes place during the rolling process. The nano-scaled
austenite grains generate simultaneously during the deforma-
tion and recrystallization processes. The deformation induces
a large transformation to a nanostructured austenite. The
transformation occurs mostly during the deformation pro-
cess, although some transformation may take place soon after
the deformation.

The above three steps comprise one cycle of austenite-
martensite-austenite transformation. Up to 10 cycles can be
performed in order to produce the desired characteristics in
the final nanostructured austenitic steel.

The process of the invention provides a nanostructured
austenite steel which is a uniform distribute of duplex phase
of nano-scaled austenite and martensite with graded evolu-
tion from surface to centre. The microstructure of the nano-
structured austenitic steel is layered. For example, a surface
layer having nanostructure, and a core layer of relatively
ultrafine grained microstructure (d<3 pm), or micron grained
microstructure. This layered microstructure, the volume frac-
tion of the nanocrystalline austenite phase with a mean grain
size less than 100 nm is from 20% to 70%. The term “duplex
phase” means that the martensite and austenite phase are in
concurrent, but the volume fraction of nanocrystalline auste-
nite phase is about 30%-60% in surface layer, and ultrafine
grain in deformed austenite about 80%-60% in the core layer.
The term “graded evolution” indicates that the phase content
and grain size both transit gradually with depth from the
surface to centre zone without interface between the layered
structure.

The austenite phase steel can be selected at a condition of
solution treatment, hot-rolling, or cold-rolling. The SMAT is
independence of original grain size.

The steel, such as, the strip, plate, sheet, is primarily appli-
cable to produce. Thin sheet with thickness of less than 3 mm
is preferable.

The method in this invention combines surface mechanical
attrition treatment with warm rolling, which exhibits advan-
tages of simple processing route with controllable param-
eters, low energy consumption, simple device, and environ-
mental friendly. The properties of the nanostructured
austenite steel in this invention exhibits high strength and
large ductility, especially the large uniform ductility due to
martensite transformation of the ultrafine grain austenite in
the microstructure.
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The following Examples illustrate nanostructured austen-
itic sheet and method of making a nanostructured austenitic
sheet according to the invention.

EXAMPLE 1

AISI 304 stainless steel sheet with thickness of 1 mm was
subjected to surface mechanical attrition treatment (SMAT)
to obtain nanocrystalline martensite. The duration of SMAT
was 15 minutes using ceramic balls with vibration frequency
0f20 KHz. The SMATed sheet was heated to 600 degrees-C.
for 30 minutes, and warm rolled at 600 degrees-C. with a 60%
areareductionto a thickness 0of 0.4 mm in single pass. The exit
surface temperature of the sheet from the rollers was 580 C.
The sheet was then left to cool in air to ambient temperature
the internal stress during deformation was schematically
shown in FIG. 2.

The microstructure of the SMATed sheet was composed of
nanocrystalline martensite, twin austenite, and deformed aus-
tenite with dislocation cell and tangles. FIGS. 3A and 3B
show that the phase content of martensite originated from the
strain-induced martensite transformation by SMAT was
about 100% and 55% in the surface, and 80 um depth, respec-
tively. The compressive residual stress with 30 um was high
up to 1000 MPa. After deformation. FIG. 3C shows that the
microstructure of the nanostructured austenite sheet was
composed of nanocrystalline (d<100 nm) austenite by vol-
ume fraction of 50%, nanocrystalline martensite phase by
volume fraction of 20%, deformed austenite in ultrafine
grained scale (d<3 pm) by volume fraction of 20%, and
remained deformed martensite. FIG. 4 shows that the SMAT
phase content of nanocrystalline austenite was about 30%,
60%, and 80% in the surface, 40 um, and 80 pm, respectively.
These nanocrystalline austenite grains were generated from
the reverse transformation of y/o'. It was also observed that
the twin austenite and austenite with dislocation cells in
SMATed sheet were further refined to the nano-scaled and
submicron-scaled grains during the deformation.

EXAMPLE 2

AISI 304 stainless steel sheet with thickness of 1 mm after
solution treatment at 1050 C for 40 minutes was subjected to
SMAT with stainless steel balls at a frequency of 50 Hz for 60
minutes. The SMATed sheet was heated to 550 degrees-C. for
20 minutes and warm co-rolled at 500 degrees-C. for an area
reduction of 50% to a thickness of 0.5 mm in a single pass.
The exit surface temperature of the sheet from the rollers was
470 C. The sheet was then left to cool in air to ambient
temperature.

The microstructure of the produced sheet was composed
mainly of nanocrystalline austenite and deformed austenite
35% and 30% by volume fraction, respectively. FIG. 5 shows
that the microhardness of the subsurface in the nanostruc-
tured austenite steel was high up to about 400 HV two times
of the matrix 304ss. The yield strength was high up to 692
MPa, which increased 140% that of the matrix (288 MPa).
FIG. 6 shows that the elongation to fracture was about 38.5%,
together with the uniform elongation of about 35% (F1G. 6),
which exhibited excellent ductility with high strength.

EXAMPLE 3

AISI 304 stainless steel sheet with thickness of 2 mm was
subjected to SMAT with stainless steel balls at a vibration
frequency of 50 Hz for 60 minutes. The SMATed sheet was
heated to 700 C for 10 minutes, and warm rolled at 700
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degrees-C. for an area reduction of 30% to a thickness of 1.4
mm in a single pass. The exit surface temperature of the sheet
from the rollers was 650 degrees-C. The sheet was then water
cooling to ambient temperature.

The microstructure of the produced sheet was primarily
composed of nanocrystalline austenite, twin austenite, and
deformed austenite with dislocation cell. The grain size of the
austenite less than 100 nm reached depth of 100 um, and less
than 5 pm in the centre zone. The phase content of nanocrys-
talline austenite from reverse transformation of nanocrystal-
line martensite was about 30%. Twin austenite and austenite
with dislocation cells were also observed in the produced
steel. The observations of microstructure show that the grain
size was about 15% for nanocrystalline (d<100 nm) layers,
nearly 35% for the nanocrystalline and ultrafine grains
(d<300 nm) layer, and the remaining was from 3 um to 10 pm
of micron grains in continuous distribution according to the
TEM images and SEM observations in transverse direction.

EXAMPLE 4

AIST 304 stainless steel sheet with thickness of 1 mm after
solution treatment at 1050 degrees-C. for 40 minutes was
subjected to SMAT with ceramic balls having a vibration
frequency of 20 KHz for 15 minutes. The SMATed sheet was
heated to 300 degrees-C. for 20 minutes and warm co-rolled
at 300 degrees-C. for a 40% area reduction to a thickness of
0.6 mm in a single pass. The exit surface temperature of the
sheet from the rollers was 288 C. The sheet was then left to
cool in air to ambient temperature.

The microstructure of the produced sheet was mainly com-
posed of nanocrystalline austenite, twin austenite and
deformed austenite 20%, 25%, and 25% by volume fraction,
respectively. The yield strength was as high as 683 MPa, more
than two times that of the matrix. The elongation to fracture
and the uniform elongation reached 30% and 24%, respec-
tively. FIG. 7 shows that the corrosion resistance of the nano-
structured austenite steel was quite better than the SMATed
steel and equivalent to the matrix 304 stainless steel.

What is claimed is:
1. A method of producing a steel sheet including a nano-
structured austenite phase, the method comprising:

20

30

40

6

treating a steel sheet including an austenite phase by sur-
face mechanical attrition treatment and producing a
strain-induced phase transformation of at least some of
the austenite phase in the steel sheet to a martensite
phase;
after the strain-induced phase transformation, heating the
steel sheet to a temperature in a range from 300° C. to
0.5T, where T is the melting point of the steel sheet;

while the steel sheet is at an elevated temperature from the
heating, rolling and deforming the steel sheet and pro-
ducing a phase transformation of at least some the mar-
tensite phase in the steel sheet, at surfaces of the steel
sheet, to a nanocrystalline austenite phase having amean
grain size less than 100 nm; and

cooling the steel sheet to room temperature

2. The method of claim 1, further comprising, sequentially
repeating the treating, heating, and rolling of the steel sheet,
before the cooling of the steel sheet.

3. The method of claim 2 including sequentially repeating
the treating, heating, and rolling of the steel sheet at least two
times and as many as ten times before cooling the steel sheet.

4. The method of claim 1, wherein the treating of the steel
sheet by surface mechanical attrition treatment includes treat-
ing the steel sheet until the strain-induced phase transforma-
tion produces the martensite phase in a volume fraction in a
range from 50% to 100% in a depth of up to 100 wm from the
surfaces of the steel sheet.

5. The method of claim 1, wherein heating of the steel sheet
includes heating the steel sheet to a temperature in a range
between 300° C. and 0.4T.

6. The method of claim 1, wherein rolling the steel sheet
comprises rolling the steel sheet until the nanocrystalline
austenite phase occupies a volume fraction of the steel sheet
in a range between 20% and 70%.

7. The method of claim 1, wherein rolling the steel sheet
comprises rolling the steel sheet at a temperature in a range
between 300° C. and 0.5T.

8. The method of claim 1, wherein rolling the steel sheet
includes rolling the steel until the steel sheet is reduced in
thickness to a thickness in a range from 30% to 80% of the
thickness of the steel sheet before rolling.
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