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A high resolution instrument, called the nanomechanical probe, which
permits continuous monitoring of load and depth of penetration during indentation
and scratch tests hus been developed at IAR/NRC. Its principle of operation,
specifications and capabilities are discussed. Indentation tests on HIPed silicon
nitride samples with densities ranging from about 82 to 99.7 % theoretical density
have been performed. Hardness values for each sample have been calculated
from load vs. depth plots using a new method involving theplastic work dissipated
during the indentation process. The elastic properties of the samples have been
determined from the slope of the unloading curve using the elastic punch model.
The results are compared to those obtained by conventional methods.

INTRODUCTION:

Depth sensing indentation (DSI) tests have become very popular over the
last few years because unlike conventional microindentation techniques, the load
and depth of penetration or displacement are monitored during each test. This
permits the calculation of hardness without the need to measure the diagonal of
the indentation by optical or electron microscopy. Some of the many advantages
to the DSI technique are: 1) better control of testing parameters, 2) faster data
analysis, 3) smaller errors, 4) more data per test (a complete hardness vs. load plot
can be obtained for each test) and 5) higher load resolution which is especially
important for the testing of thin films and coatings. DSI has been used to
calculate other properties of materials in addition to their hardness values. For
instance, Loubet e al ' and Doerner and Nix? suggested using the linear portion
of the unloading curve to determine the elastic modulus of the material indented.
The analysis is based on the elastic punch theory which was derived by Sneddon”.

188



The DSI technique has also been used successfully to study the elastic and plastic

properties®?, creep® and fatigue® of thin films and to evaluate fiber-matrix
interfacial strength in composites’.

Although the DSI technique appears to be very powerful in the evaluation
of the mechanical properties of materials for which conventional methods can not
be used, methods to calculate the various properties have not yet been
standardized. In this paper, DSI tests were conducted on four HIPed silicon
nitride materials using an instrument which was built in our laboratory. Load-
depth plots produced at different maximum loads were used to calculate the
Vickers hardness of the material using methods suggested by Doerner and Nix?
and by Berriche and Holt'. In each case the results are compared to values
calculated by using the measured diagonal of the indents. The elastic moduli of
all four samples were determined using the elastic punch model.

EXPERIMENTAL PROCEDURE:

A table top DSI instrument with a load resolution of 5 mN and a depth
resolution of 5 nm, called the nanomechanical probe (NMP), was built in our
Jaboratory®. It consists of a high resolution xyz stage, a low voltage piezoelectric
transducer (PZT) system, an indenter tip attached to a load cell and an optical
system with a closed circuit device (CCD) camera and monitor. During the test,
the area to be indented is first focused at 900 X magnification (on the monitor),
using the z control of the xyz stage. This precise area of the specimen is then
positioned underneath the indenter tip using a ball slide. The indentation test is
carried out by moving the sample into the indenter tip with the PZT, driven in a
closed-loop manner by a function generator at a frequency of 0.01 Hz
(displacement control mode, triangular wave). During the test, a data acquisition
system monitors the displacement and the load as the indenter penetrates into the
sample (loading segment) and as it leaves the sample (unloading segment). The
depth of penetration is extracted from the displacement by correcting for the
compliance of the machine, which is 0.55 pm/N.

In the present study, the NMP was used with a standard Vickers diamond
indenter to carry out indentation tests on four HIPed silicon nitride materials.
Three of these materials were produced in our laboratory and are identified as
EB4, EB9 and EB14 with densities of 82, 84 and 99.5 % theoretical (TD),
respectively. Information on processing of these three samples along with their
conventional hardness values were given in a previous paper’. The fourth sample
is a commercially available HIPed Si,N, of density 99.7% TD (known as NT154)
which was purchased from Norton/TRW in the form of standard bend test bars.
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All four samples were mounted in bakelite and mechanically polished. At least
ten tests were conducted per sample at five different displacement amplitudes with
each test producing one load-depth plot and one indentatton impression.

RESULTS AND DISCUSSION:
(1) SEM Observations of the Indentations:

Two of the indentations produced on samples EB4 and NT154 are shown
in Figures la and b, respectively. SEM pictures were taken of all the
indentations and were used to measure the diagonal for each load. As expected,
samples EB4 and EB9 with low densities displayed significant porosity; the
indentations in these sampies were accommodated by the collapse of porosity and
no cracks were observed (Figure la). For the high density materials EB14 and
NT154, there was extensive microcracking within the indentation impressions at
all loads. In addition, cracks propagated from the corners of the indentations at
loads higher than 1 N, as shown in Figure lb.

Figure 1: SEM micrographs of a) 1.19 N indentation
in EB4 and b) a 1.73 N indentation in NT154.

(11) Description of Load-Depth Plots:

A series of load-depth plots to different maximum loads are shown for
sample EB4 in Figure 2. As can be seen, the load increases non-linearly with
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depth because of the increased contact area between the indenter and the mmaterial.
The loading segments from different tests on the same sample aj] overlap
indicating that the NMP has a good reproducibility and that the surface of the
sample is homogeneous and smooth with respect to the size of the indepgation.
The unloading segments display an initial linear region due to elasti¢ recovery
followed by a non-linear region as the indenter loses contact with the sample.
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Figure 2: Load-depth plots at different maximum loads for sample EB4.

Figure 3 shows load-depth plots of two indentations made ontg different
regions of sample NT154 at the same small load of about 0.5 N. The ifhprcssions
for these two tests were hard to find when this sample was examineq with the
SEM, and a magnification of 7,000 times was needed to determine the diagonals
for conventional hardness calculations. Except for a small initial transient, the two
load-depth plots overlap, indicating good reproducibility of the data evep at very
small loads. The small difference between the two loading segments at [gw |oads
was not generally observed for the other three samples. It may be que to the
indenter coming into contact with porosity or a scratch.

For an overall comparison of the four materials studied, representative
load-depth plots from tests carried out at the same displacement ampjitude are
included in Figure 4. Since the tests are displacement controlled, a higher load
and a smaller depth were obtained for the high density samples NT154 34 EB14.
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Figure 3: Two superimposed low load, load-depth plots for NT154.
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Figure 4: A comparison between load-depth plots obtained for
samples EB4, EB9, EB14 and NT154 at the same total displacement.
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{iii) Calculation of Hardness From Load-Depth Plots:

The theoretical relationship between the Vickers hardness HV in GPa, the
load P in N and the diagonal d in pm is:

HV=1854£2............(1)

d

Assuming ideal geometry, the ratio of diagonal to depth, h, is 7 for the Vickers
indenter. So the hardness as a function of depth is given by:

Hence load-depth plots can be used to calculate the hardness of the material
without the need to measure the diagonal of the indents.

Most of the previous reports on DSI testing have been carried out using
Berkovitch indenters which are three sided pyramids with the same area to depth
ratio as Vickers indenters. In these cases, the hardness has been defined as load
over projected area, and is referred to as Meyer’s hardness (HM). Referring to
Figure 3, it can be seen that various depths can be defined, the maximum depth,
h,., the plastic depth, h,, and the remnant depth, h,. Docrner and Nix* found that

using h, gave the best agreement with conventional hardness values calculated
using measured areas.

Another method to calculate the hardness from load-depth plots has been
recently suggested by Berriche and Holt’. In this case, HM was defined as the
plastic work, W, over the volume of the indentation produced, v. Since

HM=HV/0.927, the following relationship can be derived for HV in GPa, W, in
pJ and h, in pm:

w
Hv=11351—2 ... 3)

The data acquisition and analysis programs for the NMP have been used
to compute the hardness as a function of load based on equations (1), (2) and (3).
Results for samples EB9 and NT154 are presented in Figure 5, and corresponding
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data were obtained for samples EB4 and EB14. Regardiess of the equation used
for calculating the hardness, Sample EB4 had the lowest hardness at all loads,
followed by sample EB9. EBI14, on the other hand, had hardness values which
were comparable to those for the commercially HIPed Si,N,, sample NT154, at
all loads. For instance, at a load of 4 N, the hardness calculated using equation
(3) was 21.5 GPa for EB14 and 21.1 GPa for NT154.
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Figure 5: Hardness vs. load for specimens EB9 and NT154.
Each point represents the average of two readings.

In general, hardness values obtained from equation (3) were very close to
those obtained from equation (1). In all cases, better agreement is obtained
between hardness values calculated using the diagonal and those calculated using
the plastic depth when equation (3) was used instead of equation (2). The DSI
technique to determine hardness values using the NMP is much quicker and easier
than the conventional method which requires measuring the indentation size
optically, or in the case of "nano-hardness” tests from SEM micrographs. The
difference in hardness values as computed from the three methods is reduced at
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higher loads and is smaller for the low density samples. Finally, the hardness
values obtained from tests using the nanomechanical probe are very close to
values obtained for the same specimens using a Leitz microhardness tester’.

(iv) Calculations of the Elastic Modulus:

As shown in Figures 2 and 3, the initial portion of the unloading curve is
linear under all load ranges studied. The slope dP/dh of this region can be used
to calculate the elastic modulus of the material indented'?'. The equation
needed for the calculation has been derived from the analysis developed by
Sneddon® for a flat cylindrical punch indenting an elastic half space (see ref. 10
for the derivation), and has the following form:

w2 1-v} A
e e T AN o B
E E, dh 14

where, v is Poisson’s ratio of the sample being indented (for Si,N,; a value of
0.273 was provided by Norton/TRW Ceramics); E is the elastic modulus of the
subject material; v, is Poisson’s ratio for the diamond indenter (0.27); E, is the
elastic modulus of diamond (965 GPa) and A_ the contact area.

The calculated values of E obtained from equation (4) for samples EB4,
EB9, EB14 and NT154 are presented in Figure 6 as a function of applied load.
The values for NT154 are remarkably close to the value of 315 GPa provided by
Norton/TRW Ceramics and this was further corroborated by tests performed on
two NT154 bend test bars using the GrindoSonic resonant frequency method,
which gave E values of 311 and 312 GPa. The results in Figure 6 show a
decrease in the elastic modulus with a decrease in specimen density. Samples
EB14 and NT154 with the highest density have the highest E values, followed by
EB9 and then EB4. As expected, the calculated E values for any particular
sample are virtually independent of the load.

These results confirm that the DSI technique can be used successfully to
evaluate the elastic modulus of a small volume of material if Poisson’s ratio is
known. If the value for v is not known, a value of 0.3 can be used in equation
(4) without significant errors. This method has certain advantages over
conventional methods to determine E (such as the resonant frequency method) in

that the specimen geometry is not important. Furthermore, it is relatively easy,
quick and inexpensive to perform.
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Figure 6: Elastic modulus vs. load calculated for four HIPed Si;N,
materials using equation (4). Each point is the average of two readings.
The dashed line represents E=315 GPa as provided by Norton/TRW for NT154.

SUMMARY AND CONCLUSIONS:

I. A depth sensing indentation instrument built in our laboratory, called the
nanomechanical probe, has been used successfully to evaluate the Vickers
hardness and elastic properties of HIPed Si,N, materials of various densities.

2. Two methods of calculating the hardness from depth of penetration were
compared to the conventional method of measuring the diagonal size. The method
which gave the closest agreement was that due to Berriche and Holt, which
involves analysis of the plastic work determined {rom load-depth plots.

3. Hardness values obtained using the NMP are comparable to values previously
obtained with a commercially available conventional hardness tester’.

4. Load-depth plots can be used to determine the elastic modulus of small areas
of materials or coatings. The calculated E values for NT154 were very close to
values obtained by other methods.
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S. Fully dense silicon nitride material produced in our laboratory had an E value
slightly higher than that for NT154. E values were lower for the less dense
samples. In all cases E was virtually independent of the indentation load.

ACKNOWLEDGEMENT:

This work was performed under IAR project JHQOO in collaboration with
Ceramics Kingston Céramiques Inc. with financial assistance from the Chief,
Research and Development of the Department of National Defence, Ottawa,
Canada (CRAD-DREP FE 144689 - NAEO1). Mr. Andre Van Leuven of J. W.
Lemmens Inc. kindly performed the GrindoSonic resonant frequency tests.

REFERENCES:

'J.L. Loubet, J.M. Georges, J.M. Marchesini and G. Meille et al, "Vickers
Indentation curves of magnesium oxide (MgO)", J. Tribol., 106 43-48 1984,
*M.F. Doerner and W.D. Nix, "A Method for Interpreting the Data From Depth-
Sensing Indentation Instruments”, J. Mater. Res., 1 601-609 1986.

'LA. Sneddon, "The relation between load and penetration in the axisymmetric
boussinesq problem for a punch of arbitrary profile", Int J. Eng Sci, 3 47-57 1965.
‘R. Berriche and R.T. Holt, "Characterization of thin metal films by
nanoindentation”, in Proceeding of the Third International Conference on Coatings
and Surface Engineering for Corrosion and Wear Resistance, Newcastle, UK 1992.
V. Raman and R. Berriche, "An Investigation of the Creep Processes in Tin and
Aluminum Using a Depth Sensing Indentation Technique”, J. Mater. Res., 7 627-
638 1992.

*T.W. Wu, AL. Shull and R. Berriche, "Microindentation fatigue tests on
submicron carbon films", Surface and Coatings Technology, 47 696-709 1991,
'D.B. Marshall and W.C. Oliver, "Measurement of Interfacial Mechanical
Properties in Fiber-Reinforced Ceramic Composites”, J. Amer. Cer. Soc., 70 542-
548 1987.

*R. Berriche, "Design and Initial Development of the Nanomechanical Probe: A
Depth Sensing Indentation and Scratch Testing Facility”, Institute for Aerospace
Research, The National Research Council of Canada, Report # LTR-ST-1903,
November 1992, [Note at the present time this report has limited circulation).
’R. Berriche, R.T. Holt, S.N. Kumar and T.M. Maccagno, "The Hardness and
Toughness of HIPed Silicon Nitride”, pp. 966-977 in Ceramic Engineering and
Science Proceedings, 9[9-10], Amer. Cer. Soc., 1992.

''G.M. Pharr, W.C. Oliver and F.R. Brotzen, "On the Generality of the
Relationship Among Contact Stiffness, Contact Area, and Elastic Modulus During
Indentation”, J. Mater. Res., 7 613-617 1992,

197




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /All
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Warning
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJDFFile false
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /ColorConversionStrategy /LeaveColorUnchanged
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveEPSInfo true
  /PreserveHalftoneInfo false
  /PreserveOPIComments false
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 200
  /ColorImageDepth -1
  /ColorImageDownsampleThreshold 1.00000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 200
  /GrayImageDepth -1
  /GrayImageDownsampleThreshold 1.00000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.76
    /HSamples [2 1 1 2] /VSamples [2 1 1 2]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.00000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputCondition ()
  /PDFXRegistryName (http://www.color.org)
  /PDFXTrapped /Unknown

  /Description <<
    /FRA <>
    /JPN <FEFF3053306e8a2d5b9a306f30019ad889e350cf5ea6753b50cf3092542b308000200050004400460020658766f830924f5c62103059308b3068304d306b4f7f75283057307e30593002537052376642306e753b8cea3092670059279650306b4fdd306430533068304c3067304d307e305930023053306e8a2d5b9a30674f5c62103057305f00200050004400460020658766f8306f0020004100630072006f0062006100740020304a30883073002000520065006100640065007200200035002e003000204ee5964d30678868793a3067304d307e30593002>
    /DEU <>
    /PTB <>
    /DAN <>
    /NLD <>
    /ESP <>
    /SUO <>
    /ITA <>
    /NOR <>
    /SVE <>
    /ENU <FEFF006a0061006e0020003100350030>
  >>
>> setdistillerparams
<<
  /HWResolution [200 200]
  /PageSize [612.000 792.000]
>> setpagedevice


