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The aim of this investigation was to study the variability in compressive strength, fracture toughness and
microhardness applying the well-known Weibull statistics and to be able to provide a wide spectrum of
mechanical properties in Al,0s whisker reinforced alumina toughened zirconia (ATZ) and zirconia toughened
alumina (ZTA) nanocomposites for possible dental applications. Uniaxial compression tests at room temperature
of samples 6.35 4 0.03 mm in diameter and 12.50 £ 0.63 mm in length and Vickers hardness measurements on
polished surfaces were carried out. The indentation fracture toughness (Kjc) was derived from the average crack
length. Weibull analysis was performed on the data. The ATZ2 (18.0 wt.% Al,O3 +2.0 wt.% ) + 80.0 wt.% ZrO,
(TZ-3Y)) nanocomposite reported the highest average compressive load of 1200 MPa, the highest value
of characteristic strength, g, of 1340 MPa with Weibull modulus of 3.25 and relatively high fracture toughness
(4.7 4+0.7 MPa m'?), suggesting that with the wide range of mechanical properties obtained in our work,
different dental applications could be offered without lead to premature failure.

© 2010 Elsevier Ltd. All rights reserved.

1. Introduction

The development of new technologies for the manufacture of new
dental ceramic materials becomes more important in dentistry in the
last decades [1-3] and has been motivated by the demand of materials
capable to support new specifications and applications [4] due to their
improved esthetics and biocompatibility in comparison with the
traditional metal-ceramic restorations [5,6]. All-ceramic restorations
such as crowns and bridges, are available on the market and most of
them are manufactured with ceramic materials of the types
feldspathic ceramic, glass ceramic, and glass-infiltrated ceramic
[7,8]. Recently, alumina and zirconia or combination of them
[4,5,7,9] has been added to this list. An important lot of research
work has been done focusing on the improvement of properties using
a combination of Al,O3 and ZrO, [10,11].

The demand of structural ceramics has led to an increased interest
in the processing and characterization of fiber reinforced ceramic
composite systems [12]. There are extensive studies on the incorpo-
ration of strong ceramic whiskers into ceramic matrices to form a
whisker reinforced ceramic matrix composite [13-15] in order to
increase the fracture resistance. Xu et al. [16] found that ceramic
whisker reinforcement imparted a nearly two-fold increase in the
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flexural strength and fracture toughness of dental resin composites.
On the other hand, the addition of dispersed ZrO, should allow an
increase in toughness by the initiation of the martensitic transforma-
tion of tetragonal ZrO, and/or microcracking [17-19].

In the ZrO,-Al,03 system, two composite materials can be
prepared as follows: ZrO, reinforced with alumina particles and
denominated as ATZ, or Al,03 reinforced with zirconia particles, ZTA.
With both composites higher fracture values can be reached when
compared with the monophase ceramics [20-22]. To improve the in-
service reliability, the introduction of these systems to the dental
restorative armamentarium could increase the reliability of all-
ceramic crown and bridge restorations as consequence of the
transformation toughening mechanism [23-26] which increases its
crack propagation resistance. Nevertheless, it is well known that
dental restorative ceramics and composites are susceptible to brittle
fracture and no standard method exist to predict this type of failure
[27] due to its complex geometry [3]. Ceramic materials generally fail
by the unstable extension of flaws [28] which could involve pores,
inclusions, distributed microcracks, or many other possible variations
and combinations [27] producing a considerable variability in their
mechanical properties [29]. In this context, the reliability of brittle
ceramics under loading has to be described by a probabilistic function
(statistics) [30].

Years ago, Weibull [31,32] proposed a statistical theory of brittle
fracture that up to these days is the basis of the state of the art in
mechanical design procedure of ceramic components [30]. Consider-
ing physical assumptions, the multiaxial Weibull theory describes
the effect of a multiaxial stress distribution in a component on the
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strength [28] distribution where the failure probability (Py) is given by
the following relation:

P = 1—exp{— (0%);11}7 (1)

where 0, is the scale parameter and m is the shape parameter
or alternatively referred to as the Weibull modulus and is found by
linear regression (widely used due to its simplicity) on a plot of In In
[1/(1—Pp)] against In (fracture stress). The slope of the line is
therefore, the Weibull modulus and has a value between 5 and 20
for technical ceramics [33,34] and some ceramic materials fabricated
in a dental laboratory [35-37]. On the other hand, the scale parame-
ter or characteristic strength, o,, is the value of stress for which In In
[1/(1—Pp)] is zero, or Py=63.2% [27,32,33]. For determining the
probability of failure Pran estimator must be used [38] for each data
point. Two different estimators have been widely used according to
the following expressions [39,40]

W) @
and
p= 02, 3)

where i is the ranking of the strength and N the total of experimented
samples. How to prepare a Weibull strength distribution graph is
clearly presented in Ref. [27]. It has been shown that the Eq. (2)
corresponds to the median probability of failure and Monte Carlo
simulation technique [41], has shown that the more conservative m
and reliability predictions using this modulus gives the least bias and
from engineering and materials science point of view is therefore
preferred [34,38].

Considering that the Weibull distribution has been widely used to
characterize mechanical testing data, several investigations have been
carried out on different materials. For example Green and Campbell
[42] showed that the tensile strength of cast Al-Si alloys follow a
Weibull distribution, Guazzato et al. [23] investigated on glass-
infiltrated Al,05-ZrO, composite (Inceram-Zirconia) and obtained
considerably lower strength (0, =582 MPa with Weibull modulus
m=238.9) in comparison to the zirconia specimens, Bona et al. [37]
reported values of Weibull modulus, m, between 5 and 14 for different
commercial hot-pressed (HP) dental ceramics, and Gong et al. [43]
studied the variability of the measured indentation toughness
modeled by the well-known Weibull statistics. To the knowledge of
the authors and considering a lack of information concerning the
Weibull analysis of compressive strength and fracture toughness of
Al,03 whisker reinforced ATZ and ZTA nanocomposites for possible
dental applications, the aim of this investigation was to offer a wide
spectrum of mechanical properties which could fulfill the require-
ments for applications in posterior frameworks where mastication
forces ranging from 50 to 250 MPa in normal mastication, and 500-
880 MPa in parafunctional behavior such as bruxism [7,44,45]. With
this background, we believe that our results with ATZ and ZTA
nanocomposites could offer great possibilities for the manufacture of
dental restorations such as frameworks for four-unit posterior fixed
partial dentures (FPDs) reducing the prolonged times required for
computer-aided design (CAD)/computer-aided manufacturing (CAM)
without sacrificing the minimum hardness and fracture toughness
required for these applications.

2. Materials and methods
2.1. Mixture preparation

High purity o-Al,O3 (Baikalox SMS8, Baikowski, USA; 100% o,
purity>99.99%), MgO (500A, UBE Chemical Industries, Japan;

Table 1
Characteristics of commercial starting powders.
Powder Primary particle BET surface Theoretical
size (um) area (m*g~!) density (gcm™3)
Baikalox SM8 Al,03* 0.050 10.0 3.98
3 mol% Y,03-Zr0O, 0.075 17.2 6.05
(TZ-3Y TOSOH)®
MgO 500A° 0.053 319 3.58
Al,03 whiskers @ 2-4 nm, 125 4.00

length 2800 nm¢

Supplied by Baikowski (USA).

Supplied by TOSOH (Japan).

Supplied by UBE Chemical Industries (Japan).
Supplied by Sigma Aldrich (USA).

a2 n o ow

purity>99.999%), and ZrO,+ 3 mol% Y,03 (thereafter abridged as
TZ-3Y, Tosoh, Japan; purity>99.99%) powders and Al,03; whiskers
(2-4 nmx 2800 nm, Aldrich, USA) were used as starting materials.
Table 1 summarizes their characteristics (particle size, surface area
and theoretical density). Homogeneous mixtures of Al,03 4+ 20 wt.% TZ-
3Y + Al,03,, (0.5, 1, 1.5, and 2 wt.%) for the ZTA system, and TZ-3Y +
20 wt.% Al,03 + Al,03,, (0.5, 1, 1.5, and 2 wt.%) for the system ATZ were
prepared. Pure TZ-3Y and Al,0O3 as well as ZTA and ATZ composites
without addition of alumina whiskers, were also prepared for
comparison. For convenience, the compositions were identified as
follows: i) the pure monolithic Al,05 and TZ-3Y specimens are referred
to as A, and Z, respectively; ii) pure ATZ and pure ZTA samples are
referred to as ATZ, and ZTA, respectively; iii) ATZ with additions of 0.5, 1,
1.5, and 2 wt.% Al,O3 whiskers are referred to as ATZ0.5, ATZ1, ATZ1.5,
and ATZ2, respectively, and iv) ZTA with additions of 0.5, 1, 1.5, and
2 wt.% Al,O5 whiskers are referred to as ZTAQ.5, ZTA1, ZTA1.5, and ZTA2,
respectively. The identification codes for each composition are
summarized in Table 2. Whiskers were firstly dispersed in 200 mL
ethanol by ultrasonic vibration for 45 min to destroy the agglomeration
state. Then, the nanopowders were magnetically stirred along with the
dispersed Al,03 whiskers for 3 h at 40 °C until most of the ethanol
evaporated and then the resulting powder mixtures were dried at
100 °C for 12 h. In all compositions, the Al,O; powder was previously
doped with 25 ppm of MgO powder in order to inhibit the grain growth
during sintering.

2.2. Compaction and sintering

The mixtures were uniaxially pressed at 50 MPa in a steel mold
(16 mm in diameter size) using an Elvec Hydraulic Press (by ELVEC S.
A. de C\V.,, Mexico) at a constant strain rate. Green Samples were
placed into an alumina crucible with ZrO, + Al,03 bed powders and
sintered at 1500 °C for 2 h in air at a heating rate of 10 °C min~. After
sintering, the furnace was shut off and it was allowed to cool down.
Densities were measured with a Multipycnometer (by Quantachrome
Instruments, USA) using Helium as displacement gas for the as-

Table 2
Compositions and identification codes.

Composition Identification

Pure Al,O3 A

80.0 wt.% Al,03 + 20 wt.% TZ-3Y ZTA
79.5 wt.%Al,03 + 0.5 Wt.%(w) + 20 wt.% TZ-3Y ZTAO0.5
79.0 wt.% Al,03 + 1.0 Wt. %) + 20 wt.% TZ-3Y ZTA1
78.5 wt.% Al,03 + 1.5 Wt.%() + 20 wt.% TZ-3Y ZTA1.5
78.0 wt.% Aly03 + 2.0 wt.% ) + 20 wt.% TZ-3Y ZTA2
20.0 wt.% Al,03 + 80 wt.% TZ-3Y ATZ
19.5 wt.% Al,O3 + 0.5 wt. %) + 80% TZ-3Y ATZ0.5
19.0 wt.% Al,03 + 1.0 Wt.% ) + 80% TZ-3Y ATZ1
18.5 wt.% Al,03 + 1.5 wt.%w) + 80% TZ-3Y ATZ1.5
18.0 wt.% Al,03 + 2.0 Wt.% ) + 80% TZ-3Y ATZ2
Pure TZ-3Y Z
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Fig. 1. SEM micrographs showing the appearance of the Al,O; whiskers. (a) Agglomerate of

sintered samples at least 3 times and the measured values were
averaged. The samples were ground and polished through SiC paper in
sequence of # 600, # 800, # 1000 and # 1200, and then polished by
diamond pastes of both 0.5 and 0.25 um and subsequently thermally
etched in air for 40-60 min at the temperature of 150 °C below the
sintering temperature.

2.3. Samples characterization

The polished and fracture surfaces as well as the Al,03 whiskers
(avery small amount of them were dispersed on a cooper sheet) were
characterized by Scanning Electron Microscopy (SEM: JEOL JSM 5800
LV, Japan, and FEG SEM: JEOL JMS 7000 F, Tokyo, Japan) using an
accelerating voltage of 2-10 kV. The average grain size of ATZ and ZTA
composites was measured by standard linear intercept technique and
at least 400-500 grains in each sample were measured.

2.4. Compressive strength, hardness and fracture toughness

Uniaxial compression testing was conducted at room temperature
using an Elvec Hydraulic Press (by ELVEC S.A. de C.V. Mexico)
applying a load rate of 45 kN min~'.The test specimens for Weibull
analysis were 6.35 £ 0.03 in diameter and 12.50 £ 0.63 mm in length
following the standard ASTM C 1424-99 [46]. The loading surfaces
were polished to be parallel to an accuracy of less than 15 pm. Vickers
hardness measurements were carried out on sintered samples by
using a Microhardness Tester FM-7 (by Future-Tech, Tokyo, Japan).
Three samples per composition (with diameter of 12 mm, and
thickness of 5 mm) and approximately 20-30 indents per measure-
ment were made and the average hardness was determined. The
separation between neighboring indentations was more than four
diagonal lengths of indentation impression according to the standard
ASTM C 1327-99 for Vickers indentation hardness of advanced
ceramics [47]. The corresponding indentation sizes and crack lengths
were measured using an optical microscope Olympus PMG3 (by
Olympus Co., Japan). In the present work the cracks appeared on
polished surfaces for a load of 1kg held for 15s. The indentation
fracture toughness (K;c) was derived from the average crack length.
For aratio c¢/a>2.5 (present study), where c is the crack length and a is
the half diagonal length of the indentation impression, Kjc is
calculated using the following equation [48]:

K = 0.0752.p/c*? (4)

where K¢ is the fracture toughness, P is the load and c is the crack
length.

“as received” whiskers and (b) higher magnification of whiskers after dispersing them in ethanol.

3. Results

SEM micrographs of Al,O3 whiskers are shown in Fig. 1. Agglom-
erates of “as received” whiskers showing a variety of morphologies
and sizes exhibiting lengths of several microns with different aspect
ratios can be observed in Fig. 1a. Some isolated Al,O5 whiskers appear
shorter in average after dispersing them in ethanol indicating that
they became broken during the processing (Fig. 1b). The variation of
relative density (measured density divided by the theoretical density)
with the alumina whisker content is shown in Fig. 2. The addition
of whiskers up to 1.5wt% has no significant influence on the
densification behavior though the relative density decreases slightly
with the increase of Al,03 whiskers. However, at whiskers content of
2 wt.%, the attainable density decreases significantly in ATZ and ZTA
systems. Difficult dispersion of Al,03 whiskers could be the cause for
this phenomenon considering some agglomeration state of whiskers
as can be seen in Fig. 1a.

The mean values of relative density, grain size, compressive
strength, fracture toughness and Vickers hardness are reported in
Table 3. It is observed that the compressive strength and fracture
toughness values are higher for ATZ composites than ZTA ones. It is
very interesting to note that in the ZTA system the compressive
strength decreases with increasing of alumina whiskers content. This
decrease in compressive strength can be attributed to the large grain
size (see Table 3) and to the slight decrease in density as consequence
of the agglomeration of Al,05 whiskers that can act as rigid inclusions,
impeding sintering mechanisms and causing the inhomogeneity of
the phase distributions. The increasing of Al,0s particles on the

100.0 T T T T T T T T T T
99.5 ] —O— Zirconia toughening alumina (ZTA) system ]
99.0 —O— Alumina toughening zirconia (ATZ) system -
98.5 A Pure Al,0;and ZrO, R
é 98.0 A 4
> 97.57 J
3 970] o ]
g orojo—
$ 9657 O\o ]
o 96.0- Dso -
E a|
2 955 ]
o]
o 95.0- J
E 945 o A
94.0 ] o 4
93.5 J
93.0 J
T T T T T T T T T
0.0 0.5 1.0 1.5 2.0

Al,O; whiskers content (wt%)

Fig. 2. Relationship between relative density (%) and percentage of Al,O; whiskers content.
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Table 3
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Relative density, grain size, compressive strength, fracture toughness, and Vickers hardness of different tested composites.

Composition Relative density Mean grain size

Compressive strength Fracture toughness Vickers hardness

(% TD) (um) (MPa) (MPa m'/?) (GPa)

(std.dev.) (std. dev.) (std. dev.) (std. dev.)
A 98.00 1.27 (0.60) 618.6 (436.6) 42 (0.4) 21.9 (1.7)
ZTA 94.00 0.59 (0.10) 484.3 (308.2) 51(1.3) 16.1 (3.6)
ZTA0.5 96.51 0.41 (0.21) 603.4 (400.4) 3.0 (0.3) 17.7 (0.9)
ZTA1 96.00 0.42 (0.21) 454.4 (281.2) 3.1(0.3) 17.2 (1.1)
ZTA1.5 95.78 0.41 (0.20) 420.0 (170.3) 3.7 (0.6) 16.1 (1.6)
ZTA2 93.21 0.40 (0.16) 4504 (152.0) 3.5(0.7) 15.2 (2.2)
ATZ 97.00 0.53 (0.12) 879.6 (349.0) 7.4 (0.6) 14.0 (1.3)
ATZ0.5 96.52 0.39 (0.16) 749.0 (360.6) 4.7 (0.4) 13.3 (0.9)
ATZ1 96.23 0.37 (0.15) 869.2 (436.7) 44 (0.7) 12.7 (0.8)
ATZ1.5 96.00 038 (0.17) 904.8 (238.0) 46 (0.6) 12.6 (0.8)
ATZ2 94.41 0.37 (0.15) 1199.3 (348.4) 4.7 (0.7) 12.7 (1.1)
z 98.00 0.57 (0.12) 522.2 (185.5) 6.4 (04) 13.7 (0.5)

composition of ZTA composites leads to the grain size increasing in
both phases, ZrO, and Al,0s. An inverse phenomenon is observed
with the ATZ system where the sintered densities slightly increased
and the grain size diminished (see Table 3). On the other hand, a slight
increase in fracture toughness with the alumina whiskers content is
observed in ZTA composites while this value is practically constant for
the ATZ composites. Taking into account that the ATZ2 sample
reported the higher value of compressive strength and relatively high
fracture toughness, we will make reference thereafter to the ATZ2
composite and this will be compared with the ZTA2 composite. The
relative high fracture toughness (4.7 +0.7 MPa m'/?) obtained with
the composition ATZ2 compared to ZTA2 (3.5+ 0.7 MPa m'/?) can be
attributed to the fracture mode. This appreciation can be supported by
Fig. 3 where observations at higher magnification of one arm of an
indented impression in both ATZ2 and ZTA2 systems, show evidence
of crack deflection (zigzagged cracks, arrow marks). In both
composites, the fracture pattern is a combination of transgranular
and intergranular fractures as can be seen in Fig. 4a-b. Although the
Vickers hardness values for ZTA samples were slightly higher than the
ATZ ones, the addition of Al,03 whiskers has no significant influence
on the measured hardness. However, the slight decreasing in
hardness in both systems could be attributed to the sensitivity of

hardness to the decrease of the sintered density (Fig. 2). In this
context, the obtained hardness values are related to the different
remaining porosity in each sample as well as the intrinsic deform-
ability of the ceramic and microstructural parameters such as
multiphases, grain size and orientation and boundary constitution
[4,15,49,50].

The statistical properties of the compressive strength, fracture
toughness and Vickers hardness for the different composites applying
Weibull statistics are summarized in Table 4. From this table, it is clear
that the Weibull moduli for the compressive strength, Vickers
hardness, and fracture toughness measurements in the ATZ2
composite are higher than obtained for ZTA2 composites suggesting
that the flaws in ATZ2 ones have rather uniform sizes leading to a
relatively high level of structural integrity compared to ZTA2
composites.

4. Discussion

In general, the mechanical failure in ceramic matrix composites
occurs when a large number of pre-existing cracks are present which
in turn cause a large variability in strength as a consequence of the
distribution in crack sizes [37]. An alternate way to improve the

Fig. 3. SEM micrographs of Vickers indentations (a) ATZ2 composite, and ZTA2 composite (b). Arrow marks explained in text.
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Fig. 4. Representative fracture surfaces of ATZ 2 composite (a), and ZTA2 composite (b).

structural integrity in ATZ and ZTA ceramic composites could be the
addition of strong Al,03 whiskers. However, it is very important to
obtain whiskers free of agglomerates in order to attain high sintered
density. If the whiskers remain in agglomerate state during their
processing, these will remain in the final microstructure producing
low density regions [51], which is reflected in a low sintered density,
as can be observed in Fig. 2 for whiskers content higher than 1.5 wt.%
in both ATZ and ZTA systems. The addition of low Al,0s whiskers
seems to be enough to increase the hardness in the ZTA system.
According to Table 3 the hardness for ATZ system decreases with
increasing Al,03; whiskers content. According to Table 3, 2 wt.%
whiskers are required to get high fracture toughness in ATZ
composites. This behavior can be supported by the results of
Chakravarty et al. [52]. Al,O3 whiskers ranging from 0.5 to 2.0 wt.%,
could be the optimum amount to obtain relatively good mechanical
properties considering that with alumina whiskers content higher
than 2.0 wt.%, both hardness and fracture toughness values drop
dramatically due to aspect ratio and the formation of defects, such as
large pores, cluster of whiskers, etc., decreasing the density and
mechanical properties of the composite [53]. The deleterious effects of
the alumina whisker aspect ratio on the green consolidation as well as
sinterability, could act to decrease the beneficial toughening of the
whiskers additions resulting in a significant decrease in the fracture
toughness of the composite [54].

It is believed that the relative high fracture toughness in the ATZ2
composite could be attributed to the mixed fracture mode (many pits
present on the fracture surface) as can be observed in Fig. 4a, where
the roughness of the fracture surface increased in comparison to the
relatively smooth fracture surface shown in Fig. 4b (ZTA2 composite).
A mixed fracture mode could result in greater fracture energy which
leads to greater fracture toughness. Likewise, it is noteworthy that the
intergranular fracture mode will improve the fracture toughness of

Table 4

the composite by crack deflection (zigzagged cracks) and bridging
grains. An increase in toughness may also be due to the high aspect
ratio of the Al,05; whiskers as well as a moderate interface bonding
which in turn could enhance crack bridging and whisker pull-out
mechanism according to Zhang et al. [13] and Becher et al. [55]. In
other words, the fracture of the ATZ2 composites is a mixture of
transgranular and intergranular modes (Fig. 4a) while the degree of
intergranular fracture increases with the increasing Al,O3 content
(Fig. 4b) resulting in a low fracture toughness as can be seen in
Table 3. Therefore, for a constant addition of alumina whiskers, the
ATZ composite leads to higher fracture toughness values than the ZTA
composite.

On the other hand, the compressive strength in the ATZ
composites is higher than the ZTA ones when the Al,0s; whiskers
content is increased according to what is shown in Table 3. According
to standard deviation value for each composition in both ATZ and ZTA
composites, a variability in compressive strength (Table 3) can be
indicative of the presence of multiple defect distributions [56] such as
compositional inhomogeneities, inclusions as well as pores producing
an irregular strength. Therefore, the variability of compressive
strength, Vickers hardness, and fracture toughness in the ATZ and
ZTA composites with additions of 2 wt.% Al,03 whiskers were
analyzed using the Weibull statistical method. The Weibull probabil-
ity plots using Eq. (2) for compressive strength, Vickers hardness, and
fracture toughness are given in Fig. 5 (ZTA2 composite) and Fig. 6
(ATZ2 composite). As can be seen, a good linear relationship between
Inin[1/(1—P)] and In o, In H, (Fig. 5a,b) and In In [1/(1—P)] and In ©,
In K¢ (Fig. 6a,c) was observed indicating that the experimental data
can be well described with the Weibull distribution equation. The
coefficient of determination (R?) is considered as a measure of the
goodness-of-fit and for R? > 0.95 the fit is good and is associated with a
single mode of failure [56] meanwhile for R><0.90, the fit is poor for

Statistical properties of the compressive strength, fracture toughness and Vickers hardness measured for different composites.

Composition ~ Compressive strength

Vickers Hardness Fracture toughness

n Weibull modulus (m) — R? Characteristic strength 0y (MPa) — n Weibull modulus (m) ~ R? n Weibull modulus (m)  R?
A 10 1.45 0.91 713 30 18.50 0.97 10 10.09 0.94
ZTA 10 1.49 0.92 573 30 4.72 0.96 10 3.72 0.81
ZTAO0.5 10 1.18 0.92 735 30 19.15 0.94 10 9.75 0.98
ZTA1 10 1.83 0.83 528 30 17.78 0.94 10 8.01 0.96
ZTA1.5 10 2.19 0.94 488 30 10.56 0.96 10 5.85 0.96
ZTA2 10 2.75 0.96 513 30 7.14 0.97 10 4.96 0.94
ATZ 10 231 0.88 1012 30 11.41 0.98 10 12.22 0.85
ATZ0.5 10 1.87 0.85 880 30 16.16 0.96 10 10.75 0.90
ATZ1 10 1.96 0.90 1012 30 15.78 0.98 10 4.82 0.88
ATZ1.5 10 3.64 0.94 1002 30 16.00 0.98 10 7.00 0.92
ATZ2 10 3.25 0.98 1340 30 12.00 0.92 10 5.85 0.98
Z 10 234 0.91 608 30 30.47 0.96 10 17.60 0.94
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Fig. 5. Weibull plots of the ZTA2 composite. (a) Compressive strength, (b) Vickers
hardness, and (c) fracture toughness.

the sample size according to what is stated by Tiryakioglu et al. [57]
and Doremus [58]. Likewise, for R*> between 0.95 and 0.90, no
guidance was provided.

The estimated Weibull modulus m (a measure for the scatter of
experimental data) and the parameter o, (value of stress for which In
In [1/(1—Pp)] is zero, or Py=63.2%) using linear regression method
were 2.75 and 513 MPa and 3.25 and 1340 MPa for ZTA2 and ATZ2
composites, respectively (see Table 4, Figs. 5a, and 6a). The increase in
Weibull modulus in the ATZ2 ceramics will indicate that the range of
flaw sizes decreases with the addition of Al,O; whiskers if these have
been properly dispersed in the matrix powders. Conversely, the flaws
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Fig. 6. Weibull graphs for ATZ2 composite. Compressive strength (a), Vickers hardness
(b), and fracture toughness (c).

size/distribution would increase with increasing Al,03 whisker
content. Likewise, it is believed that an increase of compressive
strength in the ATZ2 composites will be attributed to its low grain
size (0.37+0.1 pm) compared to grain size in the ZTA2 composite
(0.42+£0.1)um. The measured grain size of zirconia in the ATZ2
composite and Al,O3 in the ZTA2 ones were 0.34+0.06 and
0.42 +0.1, respectively, suggesting that the size of matrix grains
dominates the compressive strength of the composites. It is well
known that in compression the cracks do not behave like stress
amplifiers and as result, the ceramic can handle compressive stresses
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very well. Conversely, when the ceramic is placed in tension these
cracks act as stress amplifiers where the dominant crack will quickly
cut through the material, ending its life prematurely [59]. The Weibull
plot In In [1/(1—P)] and In H, for ATZ2 (Fig. 6b) showed a poor fit
suggesting that the changes observed in the slope for the seven
intermediate and lowest three points indicate probably the presence
of pores and microcracks with various orientations as well as a large
range of flaw sizes that affect the Vickers hardness and consequently
more than one mode of failure had occurred in the composites [60,61].
In fact, the ATZ2 is the composite with the lower Vickers hardness and
sintered density (Fig. 2 and Table 4).

In spite of the low Weibull modulus for the tested materials, it is
important to stress that there is a great possibility that the material
with the highest Weibull Modulus in compressive strength and fracture
toughness (ATZ2 nanocomposite) and Vickers hardness (ZTA2 nano-
composite), could be selected in a near future to be clinically tested and
their efficiency to be demonstrated [62]. However, McCabe and Carrick
[63] pointed out that 10 specimens were not enough to obtain reliable
conclusions. We believe therefore that as the results for the above
mentioned composites followed the Weibull curve, these have some
useful validity, as for example, in applications where the loads during
normal mastication ranging from 50 to 250 MPa, and 500-800 MPa in
the case of parafunctional behavior such as bruxism [7,44,45]. These last
requirements could be fulfilled with the compositions corresponding to
ATZ system.

5. Conclusions

From the investigated ATZ and ZTA composites reinforced with
Al,03 whiskers, we can conclude the following:

1. Relative densities ranging from 93 to 98% were attained in the
different composites at the processing temperature of 1500 °C for
2h.

2. The composite with the highest characteristic strength and fracture
toughness was the ATZ2 one. A wide range of compressive
strength, fracture toughness, and Vickers hardness were obtained
for all tested composites.

3. The addition of a low amount of Al,0O; whiskers seems to be
enough to increase the hardness in the ZTA system. On the other
hand, 2 wt.% Al,0; whiskers are required to get high fracture
toughness in ATZ composites.

4. The high fracture toughness in the ATZ2 composite could be
attributed to the fracture mode which may result in greater
fracture energy which leads to increase the fracture toughness
values. Crack deflection, bridging grains as well as a high aspect
ratio of the Al,03 whiskers seem to be contributing to increasing
the mechanical properties.

5. Some of the tested composites followed the Weibull curve having
useful validity in applications where the loads during normal
mastication and parafunctional behavior such as bruxism are high
ranging from 50 to 1000 MPa in some cases depending on the
location in the dentition.

6. Most important and reliable compressive strength test methods for
materials which will be used in dental applications are needed
prior to giving design recommendations.
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