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1
METHODS FOR INDUSTRIAL-SCALE
PRODUCTION OF METAL MATRIX
NANOCOMPOSITES

CROSS-REFERENCE TO RELATED
APPLICATIONS

The present application is a divisional of U.S. patent appli-
cation Ser. No. 13/366,655 that was filed Feb. 6, 2012, now
U.S. Pat. No. 8,865,057, the entire contents of which are
hereby incorporated by reference.

REFERENCE TO GOVERNMENT RIGHTS

The invention was made with government support under
70NANB10HO003 awarded by National Institute of Standards
and Technology. The government has certain rights in the
invention.

BACKGROUND

A nanocomposite includes a matrix material and nanopar-
ticles which have been added to the matrix material to
improve a particular property of the material. For example,
nanoparticles can be added to materials to keep them light-
weight and make them ductile, while simultaneously increas-
ing the strength of the materials. Nanocomposites having
high strength-to-weight ratios are of interest to industries,
such as the aerospace and automotive industries, provided
they can be produced at lower cost with properties compa-
rable to more conventional, heavier materials.

Metal matrix nanocomposites (MMNCs) are a type of
nanocomposite in which nanoparticles, such as ceramic
nanoparticles, are added to a metal matrix. MMNC:s are desir-
able because they can be made from relatively inexpensive,
abundant metals with strengths comparable to those of more
expensive alloys. Although MMNCs have the potential for
use in many industrial applications, their use has been limited
by restrictions in batch size and process development that
have hindered the ability to produce MMNC:s in industrial-
scale quantities.

MMNCs have been produced at the laboratory scale (i.e., in
quantities of a few hundred grams or less) using a simple
set-up where an ultrasonic probe is inserted into a small
crucible containing a molten metal to which nanoparticles
have been added. The ultrasonic probe uses cavitation to
break-up nanoparticle agglomerates into nanoparticle
agglomerates and individual nanoparticles, which are then
dispersed within the molten metal. Unfortunately, the quan-
tity of MMNC that can be processed in such a system scales
with the probe diameter and it is impractical to scale-up the
ultrasonic probe to a size that would allow for industrial-scale
production. For this reason, methods for producing MMNCs
in industrial-scale quantities based on ultrasonic cavitation
have not been developed.

SUMMARY

Apparatus for the production of metal matrix nanocompos-
ites are provided. In one embodiment, an apparatus comprises
a production chamber defining a cavity; a nanoparticle feed-
ing system; a nanoparticle mixing system; a cavitation system
and a pumping conduit. Components of the nanoparticle feed-
ing system can comprise a nanoparticle source in communi-
cation with the production chamber cavity through a feeding
system output port, and a nanoparticle flow rate controller
configured to control the flow rate of nanoparticles from the
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nanoparticle source to the feeding system output port. Com-
ponents of the nanoparticle mixing system can comprise a
first impeller disposed within the production chamber cavity
and configured to apply an axial shear force to nanoparticle
agglomerates entering a molten metal held in the production
chamber cavity through the feeding system output port, and to
force the nanoparticle agglomerates downward into the mol-
ten metal; and a second impeller disposed within the produc-
tion chamber and configured to apply a radial shear force to
nanoparticle agglomerates forced downward into a molten
metal held in the production chamber by the first impeller.
Components of the cavitation system can comprise a cavita-
tion cell disposed within the production chamber cavity and
defining a cavitation cavity having an input aperture and an
output aperture, wherein the cavitation cell is positioned
within the production chamber cavity such that a sub-volume
of molten metal held within the cavitation cavity could flow
out through the output aperture and back into a larger volume
of molten metal held in the production chamber cavity, and a
cavitation source configured to create a cavitation zone within
a molten metal held in the cavitation cavity.

The pumping conduit can be configured to conduct a flow
of molten metal held in the production chamber cavity from
the second impeller into the cavitation cavity through the
cavitation cavity input aperture.

An example of a nanoparticle flow rate controller is an
auger assembly comprising an auger housing that defines an
opening in communication with the nanoparticle source and
an auger blade received within the auger housing and config-
ured to transport nanoparticles from the nanoparticle source
to the feeding system output port when the auger blade is
rotated. An example of a cavitation source is an ultrasonic
probe.

In some embodiments of the apparatus, the cavitation cav-
ity input aperture is centered directly below the cavitation
source in the cavitation cavity and the cavitation cavity output
aperture is disposed opposite the cavitation cavity input aper-
ture. In such embodiments, the cavitation source can extend
into the cavitation cavity through the cavitation cavity output
aperture.

In some embodiments, the pumping conduit comprises a
conduit housing that defines a pumping channel comprising
an input aperture, sized and positioned to accept a flow of
molten metal directed into it by the second impeller, and an
output aperture in fluid communication with the input aper-
ture of the cavitation cavity; and further defines an impeller
cavity at least partially surrounding the periphery of the sec-
ond impeller and in fluid communication with the pumping
channel input aperture.

Also provided are methods for the production of metal
matrix nanocomposites. In one embodiment, the method
includes the steps of introducing nanoparticle agglomerates
into a volume of molten metal contained within a cavity
defined by a production chamber; mechanically mixing the
nanoparticle agglomerates in the volume of molten metal,
wherein the mixing reduces the size of the nanoparticle
agglomerates; creating a cavitation zone within a sub-volume
of the molten metal contained in a cavitation cell that is
immersed in the larger volume of molten metal contained
within the production chamber cavity; and dispersing the
nanoparticles in the size-reduced nanoparticle agglomerates
as individual nanoparticles in the molten metal by pumping
the size-reduced nanoparticle agglomerates into the cavita-
tion zone, wherein the dispersed individual nanoparticles
pass out of the cavitation cell and back into the larger volume
of molten metal.
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Other principal features and advantages of the invention
will become apparent to those skilled in the art upon review of
the following drawings, the detailed description, and the
appended claims.

BRIEF DESCRIPTION OF THE DRAWINGS

Illustrative embodiments of the invention will hereafter be
described with reference to the accompanying drawings,
wherein like numerals denote like elements.

FIG. 1 is a schematic illustration of: (a) a cavitation cell
containing a sub-volume of molten metal that conforms to the
volume of the cavitation zone created by an ultrasonic probe,
and (b) the relative dimensions of the cavitation cell and the
cavitation zone.

FIG. 2 is a schematic diagram showing a cross-sectional
view of an embodiment of an apparatus in accordance with
the present invention.

FIG. 3 is a schematic illustration of the stages of dissocia-
tion that the nanoparticles go through during MMNC produc-
tion.

FIG. 4 is a more detailed cross-sectional view of the appa-
ratus of FIG. 2.

FIG. 5 is a perspective view of the feeding system of the
apparatus of FIG. 4.

FIG. 6 is a cross-sectional view of the feeding system of
FIG. 5.

FIG. 7 is a perspective view of the mechanical mixing
system of the apparatus of FIG. 4.

FIG. 8 is a cross-sectional view of the pumping conduit of
the apparatus of FIG. 4.

FIG. 9 is a cross-sectional view of the cavitation system of
the apparatus of FIG. 4.

DETAILED DESCRIPTION

Apparatus and methods for industrial-scale production of
MMNCs are provided. The apparatus and methods enable
scaled-up MMNC production in an industrial-scale produc-
tion chamber without the need for a concomitant scale-up of
the cavitation device or cavitation zone used to disperse the
nanoparticles within the metal matrix. The methods can be
used for the batch production of an MMNC in a volume of
molten metal housed within the cavity of a production cham-
ber. Within the volume of molten metal, a flow is created
which continuously carries agglomerates of nanoparticles,
which have been introduced into the molten metal, through a
cavitation zone formed in a cavitation cell housed within the
production chamber.

While in the volume of molten metal, nanoparticles are
simultaneously being exposed to different stages of process-
ing. Thus, one basic embodiment of the method includes the
steps of introducing nanoparticle agglomerates into a volume
of molten metal contained within a cavity defined by an
industrial-scale production chamber; mechanically mixing
the nanoparticle agglomerates in the volume of molten metal,
wherein the mixing reduces the size of the nanoparticle
agglomerates; creating a cavitation zone within the volume of
molten metal; and dispersing the nanoparticles in the size-
reduced nanoparticle agglomerates as individual nanopar-
ticles in the molten metal by forcing the size-reduced nano-
particle agglomerates to pass through the cavitation zone.

The above-referenced mechanical mixing and nanoparticle
dispersion steps take place simultaneously in a single produc-
tion chamber by a combination of integrated processing sys-
tems that allow the nanoparticle agglomerates and individual,
dispersed nanoparticles to circulate, and then re-circulate,
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through the mechanical mixing and cavitation stages in a
continuous fashion during the production of the metal matrix
nanocomposite. This is achieved by forming the cavitation
zone in a cavitation cell that is at least partially immersed in
the volume of molten metal. This design creates a sub-volume
of the molten metal housed in the cavitation cell, the sub-
volume being in fluid communication with the larger volume
of molten metal around the cavitation cell. When the appara-
tus is in operation, nanoparticle agglomerates and dispersed,
individual nanoparticles in the molten metal are able to re-
circulate through the sub-volume of the cavitation zone in the
cavitation cell and then back out into the larger, surrounding,
volume molten metal until a desired level of nanoparticle
dispersion is achieved. The sub-volume of molten-metal in
the cavitation cell is typically much smaller than the larger
volume of molten metal in which it is formed. For example, in
some embodiments of the present methods, the volume ratio
of the sub-volume of molten metal in cavitation cell to the
total volume of molten metal in the production chamber cav-
ity is no greater than about 1:2. This includes embodiments in
which the ratio is no greater than about 1:3,embodiments in
which the ratio is no greater than about 1:4 and embodiments
in which the ratio is no greater than about 1:5.

Metal matrix nanocomposites produced by the present
methods are composite materials composed of a bulk metal
matrix and nanoscale particles (nanoparticles) that are dis-
persed within the matrix. Examples of metals that can be used
in the bulk metal matrix include, but are not limited to, alu-
minum, magnesium, nickel, copper and their alloys. Materi-
als from which the nanoparticles can be made include, but are
not limited to, ceramics, oxides, nitrides, carbides and other
carbon-based particles. Specific examples of the types of
nanoparticles that may be dispersed in the metal matrices
include aluminum oxide nanoparticles, aluminum nitride
nanoparticles, carbon nanotubes, silicon carbide nanopar-
ticles, silicon nitride nanoparticles, titanium carbide nanopar-
ticles and tungsten carbide nanoparticles.

For the purposes of this disclosure, the term “nanoparticle”
is used to refer to a particle having at least one dimension that
is no greater than about 100 nm. This includes particles hav-
ing at least one dimension that is no greater than about 50 nm
and further includes particles having at least one dimension
that is no greater than about 10 nm. Some nanoparticles may
have only a single dimension that is no greater than about 100
nm. These include thin flakes. Other nanoparticles may have
two dimensions (e.g., height and width) that are no greater
than about 100 nm. These include nanotubes and nanowires.
Still other nanoparticles may have no dimension that exceeds
100 nm. In some embodiments, it is desirable that the longest
dimension of the nanoparticle is no greater than about 100
pum. This includes embodiments in which the longest dimen-
sion of the nanoparticle is no greater than about 10 um and
further includes embodiments in which the longest dimension
of the nanoparticle is no greater than about 1 um. As evi-
denced by the description above, the term “nanoparticle” is
not intended to refer to particles of a particular shape. Thus,
the nanoparticles can take on a variety of forms including, but
not limited to, spherical or substantially spherical, elongated,
cylindrical, or planar. In some cases the shapes will be irregu-
lar.

The concentration of nanoparticles in the MMNCs will
depend, at least in part, on the desired properties (e.g.,
strength, wear-resistance, temperature stability, ductility and
thermal and electrical conductivity) of the MMNC. By way of
illustration only, the present apparatus and methods can be
used to fabricate MMNCs having a nanoparticle concentra-
tion in the range from about 0.1 to 10 volume percent (vol. %).
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This includes embodiments in which the MMNCs have a
nanoparticle concentration in the range from about 0.1 to 5
vol. % and further includes embodiments in which the
MMNC:s have a nanoparticle concentration in the range from
about 1 to about 3 vol. %.

The present apparatus and methods can be designed to
produce MMNCs on an industrial scale. For example, in some
embodiments, the apparatus and methods can produce
batches of MMNCs with batch sizes of at least 10 kg. This
includes embodiments in which the MMNC are produced in
batches of 100 kg, 500 kg, 1000 kg or greater. As described in
greater detail, below, the present methods can be carried out
in a volume of molten metal contained within the cavity of a
single production chamber. Thus, if industrial-scale produc-
tion is desired, the volume of molten metal can be large
enough to produce the batch-sizes mentioned above. For
example, in some embodiments the production chamber will
be large enough to hold volumes of 3 liters or greater, 5 liters
or greater, or even 10 liters or greater.

The industrial scale production of the MMNCs using the
present apparatus can be carried out on time scales that are
commercially practical. By way of illustration only, some
embodiments of the present apparatus and methods can pro-
duce a quantity of at least 1 kg of MMNC, having the nano-
particle loadings recited herein, in a period of one hour or less.
This includes embodiments in which at least 2 kg of the
MMNC is produced in a period of one hour or less and further
includes embodiments in which at least 5 kg of the MMNC is
produced in a period of one hour or less.

An apparatus suitable for carrying out the present methods
has three main, integrated systems—a nanoparticle feeding
system, a mechanical mixing system and a cavitation system.

The nanoparticle feeding system is configured to introduce
nanoparticles into a volume of molten metal contained within
the cavity of a production chamber at a controlled, well-
defined rate. The components comprising the nanoparticle
feeding system include a nanoparticle source and a nanopar-
ticle flow rate controller. The nanoparticle source is generally
a container suitable for containing a quantity of nanoparticles
before they are introduced into the molten metal. The flow
rate of nanoparticles from the nanoparticle source into the
molten metal, through a feeding system output port, is con-
trolled by the nanoparticle flow rate controller. In a typical
embodiment, the nanoparticle source opens into the nanopar-
ticle flow rate controller, which is in communication with the
feeding system output port. By “in communication with” it is
meant that nanoparticle agglomerates from the nanoparticle
flow rate controller are able to pass out of the flow rate
controller and into the molten metal through the feeding
system output port through one enclosed or partially enclosed
pathway. The feeding system output port generally will be
submerged in a volume of molten metal in the processing
chamber when the apparatus is in operation. An auger is an
example of a nanoparticle flow rate controller that can be used
in the apparatus. However, other nanoparticle flow rate con-
trollers, including known powder flow controllers can be
employed.

The nanoparticles are introduced into the molten metal at a
feed rate that allows the nanoparticles to agglomerate into
relatively large agglomerates or ‘clusters’ as they are fed into
the melt. It is desirable to introduce clusters having a size
(diameter) ofless than 1 mm, as larger clusters will float to the
surface of the melt where they can react with the vapor above
the melt. Thus, in some embodiments, the apparatus and
methods are designed to introduce clusters with an average
size in the range from about 300 to about 700 um. Nanopar-
ticle feed rates that are suitable for achieving a satisfactory
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introduction of nanoparticles into the melt include those in
the range from about 1 to about 20 grams per minute (g/min)
However, other feed rates can be used, including feed rates of
8 g/min or greater.

The mechanical mixing system is configured to force the
nanoparticle clusters downward into the molten metal and to
shear the nanoparticle clusters into nanoparticle agglomer-
ates having a reduced size. The reduction in nanoparticle
agglomerate size is advantageous because it prepares the
nanoparticle agglomerates for introduction into the cavitation
system and renders their dispersion more efficient. In some
embodiments, the size-reduced nanoparticle agglomerates
introduced into the cavitation system have an average particle
size of 100 pm or less. For example, the average size of the
nanoparticle agglomerates after mechanical mixing can be in
the range from 10 pm to 100 pm.

The shear forces to which the nanoparticle clusters are
exposed during the mechanical mixing step can be created by
an impeller submerged in the volume of molten metal and
disposed below the feeding system output port. In some
embodiments the nanoparticle clusters are exposed to both an
axial shear and a radial sheer during the mechanical mixing
process. This can be accomplished by employing two or more
impellers acting in concert to reduce the average nanoparticle
agglomerate size and to create a flow channel in the molten
metal that directs the nanoparticles exiting the feeding system
downward and toward the cavitation system. The impeller or
impellers can be designed to create turbulent flow in the
molten metal, which aids agglomerate shear. As used herein,
the term ‘impeller’ broadly refers to a rotating device, such as
arotor or blade, that is capable of forcing the molten metal in
a desired direction.

The cavitation system is designed to disperse size-reduced
nanoparticle agglomerates into individual nanoparticles in
the molten metal. During cavitation, the nanoparticles are
dispersed by a cavitation effect resulting from the bursting of
bubbles created inside the agglomerates within the molten
metal, which enhances nanoparticle wettability. The cavita-
tion process is carried out in a cavitation zone formed in a
sub-volume of the larger volume of molten metal held in the
production chamber. The volume of the cavitation zone cor-
responds to the volume of molten metal in which the nano-
particle agglomerates are subjected to the cavitation action of
the cavitation source. In the present methods, the cavitation
zone is sized and positioned within the flow of molten metal
such that the nanoparticle agglomerates carried by the flow of
molten metal are forced to pass through the cavitation zone
before returning to the larger volume of molten metal.

The components comprising the cavitation system include
a cavitation cell that defines a cavitation cavity and a cavita-
tion source configured to create a cavitation zone within the
sub-volume of molten metal held within the cavitation cavity.
The cavitation cell can be immersed in the volume of molten
metal held within the production chamber and is open to the
production chamber cavity via openings that allow fluid flow
between the sub-volume of molten metal within the cavitation
cavity and the larger volume of molten metal around the
cavitation cell. One such opening is the cavitation cavity input
port which is positioned to receive a flow of molten metal
containing the size-reduced nanoparticle agglomerates from
the mixing system. In one embodiment, the cavitation cavity
input port is centered directly below the cavitation zone when
the apparatus is in operation. In addition, the cavitation cell
will have at least one cavitation cavity output port through
which the molten metal having individual nanoparticles dis-
persed therein can exit the cavitation cavity after passing
through the cavitation zone.
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Cavitation sources suitable for use in the present methods
and apparatus include, but are not limited to, ultrasonic
probes, electromagnetic probe and cyclic high pressure cavi-
tation sources.

The cavitation cell is desirably sized such that the sub-
volume of molten metal held within the cavitation cavity
conforms to the volume of the cavitation zone generated by
the cavitation source. In addition, the cavitation cavity input
and output ports are positioned such that the flow of molten
metal containing the size-reduced nanoparticle agglomerates
will pass through the cavitation zone before it can exit the
cavitation cell. The sub-volume of molten metal held within
the cavitation cavity can be said to ‘conform to’ the volume of
the cavitation zone when the cavitation zone extends across
the cavitation cavity between the input and output ports,
thereby preventing any significant portion of the flow of mol-
ten metal entering the cavitation cavity from passing around
(rather than through) the cavitation zone and out of the cavi-
tation cavity. An illustration of a cavitation cell containing a
sub-volume of molten metal that conforms to the volume of
the cavitation zone created by an ultrasonic probe is shown in
FIGS. 1(a) and (). FIG. 1(a) is a schematic diagram showing
a cross-sectional view of a cavitation cell 100 defining a
cavitation cavity 102 filled with a molten metal 104 contain-
ing nanoparticle agglomerates 106 and individual dispersed
nanoparticles 108. The cavitation cell includes a cavitation
cavity input port 110 and a cavitation cavity output port 112.
When the apparatus is in operation, a cavitation source, such
as an ultrasonic probe 114, creates a cavitation zone 116
(shown in a dashed line) within the molten metal in the
cavitation cavity. When the apparatus is in operation, nano-
particle agglomerates are forced through the cavitation zone
where they are dispersed as individual nanoparticles in the
molten metal as they circulate through the cavitation zone
and, eventually, out through the cavitation cavity output port.
The circulation paths in the cavitation zone are represented by
arrows in the figure. Using this submerged cavitation cavity
design, the nanoparticle dispersion process can be carried out
in a continuous manner during the batch production of the
MMNC in the production chamber.

FIG. 1(b) illustrates some example dimensions of the cavi-
tation zone in the cavitation cavity. As shown in this figure,
the cavitation zone 116 extends laterally and vertically across
the cavitation cell such that nanoparticle agglomerates enter-
ing the cavitation cavity through the input port must traverse
the cavitation zone before they can exit the cavitation cavity
through the output port. In this figure, ‘d’ represents the
diameter of the probe. Representative height and width
dimensions (d and 2d) for the cavitation cell and for the probe
immersion depth dimension (d/2) are shown in FIG. 1(b) for
a cavitation system that uses an ultrasonic probe as a cavita-
tion source. As shown in the figure, the distal end 115 of probe
114 extends into the cavitation cavity by a distance, “d/2”,
from an inner surface 118 of the cavity, and the distance
between the distal end 115 of probe 114 and the opposing
surface 120 is desirably no greater than about twice this
distance (i.e., no greater than about “d”). Further, the width of
the cavitation cavity is desirably no greater than about twice
the distance between the distal end 115 of probe 114 and
opposing surface 120 (i.e., the width of the cavitation cavity is
desirably no greater than about “2d”). The term ‘about’ is
used here to include dimensions that deviate slightly from the
dimensions provided above, but that still ensure that the sub-
volume of molten metal passing through the cavitation cavity
must pass through (as opposed to around) the cavitation zone
when the apparatus is in operation. Although the dimensions
of the cavitation cavity can deviate somewhat from the
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dimensions shown in FIG. 1(b), it is generally desirable that
the width of the cavitation cavity be no greater than about
2.5d.

A flow of molten metal containing size-reduced nanopar-
ticle agglomerates can be delivered to the cavitation cavity by
a pumping conduit which conducts the molten metal to the
cavitation cell and forces (pumps) it into the cavitation cavity.
As such, the pumping conduit will define a pumping channel
that is sized and positioned to conduct a flow of molten metal
containing dispersed, sized-reduced nanoparticle agglomer-
ates from the mechanical mixing system toward the cavitation
system. The pumping channel comprises an input aperture
into which the flow of molten metal is directed by the
mechanical mixing system and an output aperture from which
the flow of molten metal exits into the cavitation cell. The
flow of molten metal can be directed into the pumping chan-
nel by, for example, positioning the input aperture near an
impeller of the mechanical mixing system, such that the rota-
tion of the impeller directs the molten metal to flow into the
input aperture. For example, when a mixing system compris-
ing two or more impellers is employed, the pumping conduit
can be configured to force molten metal to flow from the final
impeller into the pumping channel.

The shapes and dimensions of the pumping channel, input
aperture and output aperture are desirably designed to
enhance the pumping action provided by the pumping con-
duit. For example, the pumping channel can have a cross
sectional area which progressively decreases along at least a
portion of its length from the input aperture toward the output
aperture. In some embodiments, the pumping channel is con-
tinuously tapered from its input aperture to its output aper-
ture. The output aperture is typically smaller than the input
aperture and is sized to provide a desired, fixed molten metal
flow rate into the cavitation cell. For example, the pumping
conduit can be designed to provide molten metal flow rates
into the cavitation cell in the range from about 0.5 m/s to
about 2 m/s. By way of illustration only, in some embodi-
ments the input aperture is a circular aperture having a diam-
eter in the range from about d/4 to about %4 d, where d is the
diameter of the probe in the cavitation cavity.

The pumping conduit can be integrated with an impeller of
the mechanical mixing system via a pumping conduit housing
that defines an impeller cavity (e.g., an arcuate cavity) that
surrounds the periphery of the impeller and opens into the
pumping channel.

FIG. 2 is a schematic diagram showing a cross-sectional
view of an embodiment of an apparatus in accordance with
the present invention. A more detailed description of an appa-
ratus of the type shown in this figure is described below in
conjunction with FIGS. 4-10. The apparatus includes a pro-
duction chamber 202 that defines a cavity. While in operation,
a volume of molten metal 203 is held within the production
chamber cavity. The apparatus further includes a mechanical
mixing system comprising a first impeller 204 and a second
impeller 206 mounted to a shaft 207. A pumping conduit 208
comprises a housing 210 that defines pumping channel 212
and impeller cavity 214. The conduit housing is mounted to
and held in place by a shaft 215. Channel 212 opens into
cavitation cell 216, into which the distal end of a sonication
probe 218 is inserted. The arrows in the diagram indicate
possible flow paths for the molten metal and for the nanopar-
ticles dispersed within the molten metal as agglomerates or
individual particles. These arrows illustrate the ability of the
nanoparticles in the molten metal to circulate, and recirculate,
between the mechanical mixing and cavitation phases of the
MMNCs production process within a single volume of mol-
ten metal held in a single production chamber.
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FIG. 3 is a schematic illustration of the stages of dissocia-
tion that the nanoparticles go through during MMNC produc-
tion. As shown in panel (a), the nanoparticles typically enter
the melt from the feeding system as large nanoparticle clus-
ters. These clusters are broken up by the mechanical mixing
system into smaller nanoparticle agglomerates (panel (b))
which become dispersed within the molten metal (panel (c)).
Inthe cavitation zone, the nanoparticle agglomerates are bro-
ken up into individual nanoparticles, possibly with some
residual small agglomerates, which become dispersed as
throughout the melt to form the desired end-product (panel
(d). An ideal homogeneous dispersion of individual nanopar-
ticles in the molten metal is shown in panel (e). In the process
illustrated in FIG. 3, nanoparticle clusters can continue to be
fed into the melt until they are present in sufficient quantities
to provide an MMNC with the desired nanoparticle loading.
The mechanical mixing and cavitation process can continue
until the desired level of nanoparticle dispersion has been
achieved.

The materials selected for each component of the apparatus
should be tailored to meet the particular demands placed on
that component. For example, any components that are
directly exposed to the molten melt should be selected such
that they have a low dissolution rate in the melt and are
resistant to the high melt temperatures. Such components
include, for example, the inner surfaces of the production
chamber which define the production cavity, impellers and
impeller shafts, portions of the feeding system that contact the
melt (e.g., a helical auger blade), and the pumping conduit
housing and shaft. Materials that are suitable for these com-
ponents include titanium, titanium alloys and titanium-based
ceramics (e.g., TiC). The components can be constructed
from these materials or coated with them. For example, com-
ponents such as impeller shafts and blades can be constructed
from a low carbon steel (e.g., H13 or H21) coated with TiC. In
addition, it is advantageous if the components of the feeding
system are resistant to erosion by the nanoparticles with
which they come into contact. One example of a titanium
alloy that is resistant to nanoparticle erosion and has a low
dissolution rate in aluminum and magnesium alloys is
Ti-6Al1-4V. The materials that are in contact with the cavita-
tion zone during the operation of the apparatus (e.g., the
cavitation cell and portions of the cavitaion source) should
also be composed of materials that are resistant to cavitation-
induced corrosion. Such materials include niobium, titanium
and their alloys. One example of a suitable niobium alloy is
C-103 (9.6 wt. % Hf, 0.85 wt. % Ti, balance Nb).

In order to illustrate some features of the present apparatus
in more detail, exemplary embodiments are described below,
in conjunction with FIGS. 4-10.

With reference to FIG. 4 a diagram of a cross section of an
MMNC production apparatus 400 is shown in accordance
with an illustrative embodiment. MMNC production appara-
tus 400 is comprised of a feeding system 402, a mechanical
mixing system 404, a cavitation system 406 and a production
chamber 408. The collection of components comprising each
system is outlined in a dashed line.

FIG. 5 shows a perspective view of the feeding system of
the apparatus of FIG. 4. Feeding system 402 is configured to
deposit nanoparticles into a molten metal at a specific rate to
generate a mixture. Feeding system 402 comprises a nano-
particle source in the form of a canister 502, a 1id 504 adapted
to seal the canister, and a valve 506 adapted to force nanopar-
ticles held with the canister out through a lower opening in the
canister. The canister can also have a gas inlet port (not
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shown) to allow an inert gas to be introduced into the canister
in order to maintain a positive pressure of non-reactive gas in
the canister.

In the embodiment of FIG. 5, the nanoparticle flow rate
controller, which controls the flow of nanoparticles from the
nanoparticle source to the molten metal in the production
chamber is provided in the form of an auger assembly. The
auger assembly includes an auger housing 512 configured to
receive a helical auger blade. Helical auger blade has a first
end which is coupled to auger motor 516, and a second end
which is enclosed by auger housing tip 514. Auger housing tip
514 is configured with a feeding system output port 515 at its
end for depositing nanoparticles into a molten metal con-
tained in the production chamber 408. The helical auger blade
is designed for conveying nanoparticles when rotated. The
rate of rotation of the auger blade is controlled by auger motor
control 518. Auger motor 516 may be any variety of motors,
such as an air-driven motor, suitable for rotating the auger
blade at a rotation rate determined by auger motor control
518.

As shown in FIGS. 5 and 6, the nanoparticle source and the
nanoparticle flow rate controller can be combined into an
integrated unit via a connecting joint 508. This interior sur-
face of connecting joint 508 defines a channel 607 extending
from bottom opening 603 of canister 502 to a side opening
409 in auger housing 512. The interior surface of connecting
joint 508 further defines an auger sleeve 510 into which auger
housing 512 can be inserted. For example, the interior surface
of auger sleeve 510 may form an elongated cylinder config-
ured to receive auger housing 512. This interior surface may
be smooth or threaded. Connecting joint 508 joins the nano-
particle particle source and the nanoparticle feed rate control-
ler into a monolithic unit, wherein nanoparticles can be con-
ducted from the nanoparticle source to the auger blade which
transports them into the molten metal.

Connecting joint 508 can be configured such that certain
components of the feeding system (e.g., the motor, motor
controller, and nanoparticle source) are not positioned
directly above the molten metal contained in the production
chamber when the apparatus is in operation. This is advanta-
geous because it reduces the exposure of these components to
the heat emanating from the molten metal. For example, in the
embodiment depicted in FIG. 6, auger housing 512 is posi-
tioned at an angle 8,4,, relative to the vertical axis 506
through canister 502.

FIG. 6 depicts a cross-sectional view of feeding system
402, including interior surface 602 of canister 502, as well as
the interior surface 604 connecting joint 508, and a valve
cross-section 614.

Canister interior surface 602 may be a smooth surface that
is generally cylindrical in shape, however other interior sur-
face geometries are possible. The internal cavity formed by
canister interior surface 602 may be narrower at the bottom
than at the top. For example, the circumference of the opening
603 formed at the bottom of canister interior surface 602 may
be smaller than the circumference of the opening 605 formed
at the top of canister interior surface 602 to facilitate moving
materials from canister 502 into connecting joint 508.

FIG. 7 depicts a perspective view of mixing system 404 of
MMNC production system 400. Mixing system 404 com-
prises an impeller motor 702, an impeller motor control 704,
an impeller shaft 706, an axial shear impeller 708 and a radial
shear impeller 710 mounted to shaft 706 and disposed below
axial shear impeller 708. The rotation of shaft 706 is con-
trolled by impeller motor control 704. For example, impeller
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motor 702 may be an air-driven motor. Impeller motor 702
may be any of a variety of motors suitable for rotating shaft
706.

Impeller motor 702 is coupled to a first end of shaft 706 and
radial shear impeller 710 is mounted on the second end of
shaft 706. Axial shear impeller 708 is mounted on shaft 706
between shaft 706 first end and shaft 706 second end. The
forward faces of the blades 709 of axial shear impeller 708 are
angled downward at an angle 0,,, .., relative to the longitudi-
nal axis 707 of shaft 706 (i.e., they are forward-pitched), to
induce turbulent flow within the molten metal matrix and to
induce a flow of molten metal toward radial shear impeller
710. Axial shear impeller 708 can create turbulent flow within
the molten metal held in canister 502, resulting in shearing
stresses which act upon the nanoparticle agglomerates,
breaking them up and reducing their size. A flow of the
resulting mixture of molten metal and randomly-distributed,
size-reduced nanoparticle agglomerates is directed toward
radial shear impeller 710, traveling substantially in the direc-
tion of the longitudinal axis 707 of shaft 706. This flow can be
accelerated by radial shear impeller 710, which also forces
the flow toward the entrance of a cavitation cell. The blades of
radial shear impeller 710 in this embodiment of the apparatus
are not pitched. The flow of molten metal and size-reduced
nanoparticle agglomerates directed by radial shear impeller
710 travels substantially in a direction of about 90° with
respectto longitudinal axis 707. Itis advantageous to position
the axial shear impeller and the radial shear impeller suffi-
ciently close together along the impeller shaft that the two
impellers create an integrated and continuous flow pattern,
rather that two spatially separated, independent flow zones.

FIG. 8 shows a cross-sectional view of a pumping conduit
800 that funnels the flow of molten metal and size-reduced
nanoparticle agglomerates from radial shear impeller 710 to
the cavitation cell 820. As depicted in FIG. 5, the mixture of
molten metal and size-reduced nanoparticle agglomerates are
conducted into cavitation cell 820 through a pumping channel
801 defined by a pumping conduit housing 802. As shown in
FIG. 8, pumping conduit housing 802 can also define an
arcuate impeller cavity 803 in which radial shear impeller 710
is partially enclosed. Pumping conduit housing 802 may be
constructed of a top plate 804 and a bottom plate 806 which
define first 808 and second 810 input apertures, which allow
molten metal to enter impeller cavity 803 from two direc-
tions. Pumping conduit housing 802 also comprises a center
plate 812 positioned between top plate 804 and bottom plate
806 which defines the interior surface geometry of pumping
conduit 800. An output aperture plate 816 is seated in a
opening 805 in top plate 804. The bottom surface of plate 816
defines an output aperture 815 for pumping channel 801.

FIG. 9 depicts a cross-sectional view of cavitation cell 820
of' metal matrix nanocomposite production system 400. Cavi-
tation cell 820 comprises the upper surface of plate 816,
cavitation cell housing 901 and ultrasonic probe 902. Cavi-
tation cell housing 901 defines an internal cavitation cavity
903 in which probe 902 creates a cavitation zone when the
apparatus is in operation. The upper surface 905 of plate 816
defines an input aperture 918 through which molten metal
enters the cavitation cavity from the pumping channel. In the
embodiment of FIG. 9, the hole through plate 816 that defines
both the output aperture of the pumping channel and the input
aperture of the cavitation cavity is beveled in order to help
force the flow of molten metal into the cavitation cavity.
Housing 901 defines an output aperture 907 through which
molten metal exits the cavitation cavity. Probe 902 and cavity
903 are sized and positioned such that the cavitation zone
extends across the diameter of the cavitation cavity when the
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apparatus is in operation. Input aperture 918 and output aper-
ture 907 are positioned such that nanoparticle agglomerates
entering cavity 903 must pass through the cavitation zone
before the exit through output aperture 907.

As used herein, the term “mount” includes join, unite,
connect, associate, insert, hang, hold, affix, attach, fasten,
bind, paste, secure, bolt, screw, rivet, solder, weld, glue, form
over, layer, and other like terms. The phrases “mounted on”
and “mounted to” include any interior or exterior portion of
the element referenced.

What is claimed is:

1. A method for the production of metal matrix nanocom-
posites, the method comprising:

(a) introducing nanoparticle agglomerates into a volume of
molten metal contained within a cavity defined by a
production chamber;

(b) mechanically mixing the nanoparticle agglomerates in
the volume of molten metal, wherein the mixing reduces
the size of the nanoparticle agglomerates;

(c) creating a cavitation zone within a sub-volume of the
molten metal contained in a cavitation cell that is
immersed in the larger volume of molten metal con-
tained within the production chamber cavity; and

(d) dispersing the nanoparticles in the size-reduced nano-
particle agglomerates as individual nanoparticles in the
molten metal by pumping the size-reduced nanoparticle
agglomerates into the cavitation zone, wherein the dis-
persed individual nanoparticles pass out of the cavitation
cell and back into the larger volume of molten metal.

2. The method of claim 1, wherein the metal matrix nano-
composite has a mass of at least 10 kg.

3. The method of claim 1, wherein the cavity of the pro-
duction chamber has a volume of at least three liters.

4. The method of claim 1, wherein the volume ratio of the
sub-volume of molten metal in the cavitation cell to the total
volume of molten metal in the production chamber cavity is
no greater than about 1:2.

5. The method of claim 2, wherein the volume ratio of the
sub-volume of molten metal in the cavitation cell to the total
volume of molten metal in the production chamber cavity is
no greater than about 1:2.

6. The method of claim 1, wherein nanoparticle agglomer-
ates and dispersed nanoparticles that pass out of the cavitation
cell are recirculated through the cavitation zone.

7. The method of claim 1, wherein the metal matrix nano-
composite has a nanoparticle concentration in the range from
about 0.1 to 10 volume percent.

8. The method of claim 7, wherein the method produces at
least a kg of the metal matrix nanocomposite in a period of
one hour or less.

9. The method of claim 1, wherein the cavitation zone
extends across the sub-volume of the molten metal contained
in the cavitation cell.

10. The method of claim 1, wherein the cavitation zone is
created by an ultrasonic probe having a distal end that extends
into the cavitation cell.

11. The method of claim 10, wherein the distance between
the distal end of the ultrasonic probe and a surface of the
cavitation cell disposed opposite the distal end of the ultra-
sonic probe is no greater than about a diameter of the ultra-
sonic probe, and further wherein the cavitation cell defines a
cavitation cavity having a width that is no greater than about
twice the diameter of the ultrasonic probe.

12. The method of claim 1, wherein the cavitation zone is
created by an electromagnetic probe.

#* #* #* #* #*
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