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Abstract

A crack-tip blunting mechanism in porous ceramics was identified in this study. The reinforcement by crack tip blunting in por-
ous ceramics was analyzed quantitatively, based on a grain fracture model. The investigation revealed that the crack tip blunting
increases the fracture toughness of porous ceramics, depending on pore morphology and grain arrangement. The theoretical

predictions were in good agreement with the experimental results.
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1. Introduction

Porous ceramic materials have received considerable
attention in the recent years, due to their wide applica-
tions in filters, sensors and catalyst supports'-? as well as
lightweight structural components.>® Usually, the
mechanical properties of porous materials are not as
good as the corresponding dense materials. To improve
the mechanical properties of porous ceramics, it is
important to understand the possible reinforcing
mechanisms in these materials.

When a crack meets a pore in a porous ceramic
material, as shown in Fig. 1, the crack tip becomes
blunt. This decreases the stress-concentration at the
crack tip and increases the external load to propagate
the crack such that the fracture toughness increases.
This is true especially for porous ceramics with open
pores. In this study, a crack-tip blunting mechanism in
porous ceramics is proposed. The main goal is to
establish the relationship between the fracture tough-
ness and pore morphology in porous ceramics.
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2. Model

Although the target of the present work is to get the
dependence of fracture toughness on pore size and
morphology, the model selects an ideal porous and
dense ceramic for comparison, because in this case the
model can more clearly show the pore blunting effect in
porous ceramics. In the present model analysis, trans-
granular fracture is assumed to be predominant in por-
ous and dense ceramics. A schematic representation of a
sharp crack in dense material and a blunt crack in por-
ous material is shown in Fig. 2(a) and (b). Macro-
scopically, the ceramic body is viewed as a uniform
elastic medium, which obeys the elastic stress-field
equations. The solution of the stress, oy, on the r-axis
around a crack tip under a uniform tensile stress can be

written as’—10
K;
Oy — 1
Y 2mr M
for a sharp crack and
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for a blunt crack
where p, is the root radius of the blunt crack, which is
half of the pore width at the crack tip, and K pjun¢ 1S the
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stress intensity factor at the blunt crack tip. The fol-
lowing analyses are based on the fact that the grain is an
intact unit at the crack tip and it would fracture as an
individual body. In fact, this concept has been used to
simulate the crack propagation in dense ceramics.'!
From Eqgs. (1) and (2), it can be seen that the stress
decreases with the distance away from the crack tip.
This implies that the stress applied on a grain at the
crack tip is not a constant, as shown in Fig. 2(c). How-
ever, the grain does not fracture immediately, even the
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(a) Dense material

» Crack tip
(b) Porous material

Fig. 1. Schematic representation of a crack propagated in (a) a dense
ceramic material and (b) a porous ceramic material, showing a sharp
crack-tip in the dense material and a blunt crack-tip in the porous
material.

Fig. 2. Schematic representation of (a) a sharp crack, (b) a blunt crack
with a root radius of p, and (c) a grain suffering a nonuniform tensile
stress.

stress at some positions exceeds its fracture strength,
due to the stress dispersion and transfer.'””'4 As an
approximation, the average stress on the grain is viewed
as the fracture stress. In the practical three-dimensional
situation, there is a distribution of the grain positions at
the crack front. Therefore, a characteristic zone,
ro=d~2d, at the crack tip should be considered to cal-
culate the average stress,® where d is an effective grain
width at the crack tip. The size, ro=2d, of the char-
acteristic zone corresponds to a maximum deviated
grain arrangement at the crack front (see the insets of
Fig. 3).
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for a blunt crack.
When the average stress on the grain exceeds a critical
stress, oy, the fracture occurs and at the same time the
crack starts to propagate. In fact, the critical stress is
proportional to the fracture strength, o of the bulk
specimen, that is

oy = aoy %)

where « is a constant related to the surface defect
characteristics of the bulk ceramic specimen.
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Fig. 3. Relationship between the toughness ratio of a blunt crack to a
sharp crack and the ratio of the blunt crack-tip radius to the effective
grain width, where the hatched region represents the results for differ-
ent characteristic zone size. The dashed lines in the insets are the crack
front of different grain arrangement.
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If the resistance curve is not considered, the fracture
toughness in dense and porous ceramics can be calcu-
lated by Eqgs. (3)-(5). When the characteristic constant «
and average grain width of dense and porous ceramics
are approximately equal, the following relationship can
be obtained

Kic blunt/ Kic ( £0 ) 12
RiCotun/RIC _ (44 L0 6
OF blunt /OF 2rg ©)

This indicates that the fracture toughness is not degra-
ded as much as the fracture strength when the porosity
is introduced into the ceramics. If the fracture strength
of dense and porous ceramics is the same, then

Kic plunt oo\
— =14+ — . 7
KIC ( + 2”0) ( )

The relationship in Eq. (7) is shown in Fig. 3, indicating
that the crack-tip blunting obviously increases the frac-
ture toughness of porous ceramics and that the larger
the pore size at the crack front, the higher the fracture
toughness of porous ceramics.

In order to compare the theoretical model with the
experiment results quantitatively, two types of porous
SiC with different pore morphologies were selected as
follows, due to a negligible R-curve behavior for SiC
ceramics with equiaxed grains.

3. Experimental

Two types of SiC powders were used in the experi-
ments: one is a fine SiC powder (0.29 pm, Ibiden Co.,
Japan) and the other is a coarse SiC powder (2.3 pm,
Showa Denko Co., Japan), referred to as FSC and CSC,
respectively. The fine SiC powder was used to form the
green body directly. The coarse SiC powder (56.25
vol.%) was mixed with a fine Al,O; powder (18.75
vol.%; TM-DAR, 0.21 pm, Tamei Chemical Co.,
Japan) and some plate-like C particles (25 vol.%; 5.0
pm, Kojundo Chemical Lab. Co., Japan) in a highly
pure ethanol solution and ball-milled for 24 h, using
nylon balls, then dried and sieved using a 100-mesh
nylon sieve. Green-body billets measuring 12 mmx55
mmx 5.5 mm were prepared by single-ended pressing,
under a pressure of ~50 MPa, in a stainless-steel die.
The green-body billets were then sintered for 1 h in a
furnace, in an air atmosphere, at a heating and cooling
rate of 5 °C/min. The sintering temperatures for FSC
and CSC billets were 1500 and 1450 °C, respectively.

The sintered specimens were cut into pieces measuring
3 mmx4 mmx40 mm and then ground and beveled
before strength and toughness measurements. Strength
was determined by three-point bend tests, with a span of
30 mm and a crosshead speed of 0.5 mm/min. Fracture

toughness was measured by a chevron-notched-beam
(CNB) technique.!>!® Details of the CNB specimen
geometry and testing procedures have been described
elsewhere.!® The shape of the ligament was a regular
triangle with an edge length of 3 mm, and the initial
crack length (ap) was 1.4 mm. The width of the chevron
notch was 0.1 mm, and the fracture testing was con-
ducted by a three-point bending loading with a span of
16 mm and a crosshead speed of 0.05 mm/min. The
fracture toughness was calculated by an equation
developed by Sakaguchi et al.,!” using the peak load of
the load—displacement curve. At least five samples were
used for each strength and toughness point.

The density of the sintered specimens was measured
by the Archimedes method. The morphology and pore
structure of the porous SiC were observed, using the
fresh-fractured surface of the sample, by scanning elec-
tron microscopy (SEM). The pore size and effective
grain width at the crack tip were measured by a line-
intercept method.!® At least 200 pores and grains on
SEM micrographs were used to calculate the average
pore size and grain width.

4. Results and discussion

As the crack produced by the CNB technique is the
natural crack,® the crack tip width reflects the average
pore size at the crack front and the measured fracture
toughness is suitable for comparison with the present
model. The grain and pore morphologies of the two
types of porous SiC ceramics are shown in Fig. 4. It can
be seen that the FSC specimen has fine pore structures,
and the pores in the CSC specimen are large and have
definite alignment. The aligned pores in the CSC speci-
men were produced by burning out the plate-like C
particles, because the unidirectional pressing made the
C particles align in the plane normal to the pressing
direction in the green billets.

As we know, SiC particles do not grow at the present
sintering temperatures of 1450 and 1500 °C.!” There-
fore, the bonding between the SiC particles was pro-
duced by oxidation-resultant other phases,?*22 due to
the sintering in an air atmosphere. In fact, our X-ray
diffraction analyses showed that there were a strong
crystallized SiO, phase in the FSC specimen and mul-
lite, Al,O5 and crystallized SiO, phases in the CSC spe-
cimen. Although the compositions in the present porous
SiC ceramics are complicated, both of the FSC and
CSC specimens exhibited a transgranular fracture
(Fig. 4); this is consistent with the assumption of the
present model. In the practical calculation, the width of
the bonding between the SiC particles also is viewed as
the effective grain width at the crack tip.

Moreover, the effect of surface defects on the fracture
strength of porous ceramics is different from that of
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Fig. 4. SEM micrographs of grain and pore morphology in (a) FSC porous specimen and (b) CSC porous specimen, where the arrows represent

crack propagation direction during strength and toughness tests.

dense ceramic materials. Recently, Flinn et al.?? found
that the size of surface defects has only a negligible
influence on the strength of porous ceramics, especially
for the specimens with high porosity. This is because
there are more surface defects on porous ceramic speci-
mens than on dense ceramic specimens.>* The existence
of pores and more surface defects greatly reduces the
stress concentration at the surface cracks of porous
ceramics (see Fig. 5 of Ref. 25).

Therefore, the surface defect related constant, «, can
be viewed as the same for the present FSC and CSC
specimens. Here, it can be seen that the comparison
between the experiment and model by using different
porous ceramics is better than that by using the dense
and porous ceramics, because in dense ceramics the
fracture strength greatly depends on the surface defect
characteristics. From Eqgs. (4) and (5), the following
relationship between the fracture toughness and
strength for the two types of SiC ceramics with different
pore morphologies can be obtained

172
chgc /O_fcsc _ <},Ocsc + pocsc /2>
KIFCSC /ostc rgsc I pgsc 2
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Table 1
The parameters and mechanical properties of porous FSC and CSC
ceramics

FSC CsC
Relative density 64.6% 63.6%
Effective grain width, d (um) 0.47 2.50
Fracture strength, oy (MPa) 152.2+16.6 39.6+1.9
Fracture toughness, Kjc (MPa-m'?)  1.424+0.12 0.904+0.08
Pore width at crack tip, 2y (um) 0.49 8.16
KCSC /5CSC
Ié%ciﬁg:w experimental 2.44
Sl
W theoretical 2.57 (ro=2d)~2.77 (ro=4d)

The relative density, fracture strength and toughness,
effective grain width and average pore size of the two
types of porous SiC ceramics are listed in Table 1. By
using the parameters in Table 1, the experimental and
theoretical values of the Kjc/oy ratio of the porous CSC
and FCS ceramics were calculated and given in Table 1.
The theoretical prediction is in good agreement with the
experimental result. The higher Kjc/o¢ value in the por-
ous CSC ceramic reflects the crack-tip blunting, due to
the large-sized pores at the crack front. At the same
time, the above results also indicate that the average
stress on the grains at the crack front as the fracture
stress is a good approximation, because part of the dif-
ference in the Kjc/op value between the two different
porous SiC ceramics comes from their different effective
grain width. Moreover, the theoretical prediction by
using the characteristic zone size, ro=2d, is closer to
experimental results, implying that the model that con-
siders the grain position distribution at the crack front
is more reasonable.

5. Conclusions

The crack-tip blunting reinforcement in porous cera-
mics was investigated, based on a grain fracture model.
The investigation revealed that crack tip blunting
increased the fracture toughness of the porous ceramics,
to an extent depending on the pore morphology. The
larger the pore size at the crack front, the higher the
fracture toughness of the porous ceramic relative to its
fracture strength. The theoretical predictions were in
agreement with the experimental results.
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