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Abstract To evaluate the durability of machinable dental
restorative materials, this study performed an experiment to
evaluate the flexural strength and Weibull statistics of a
machinable lithium disilicate glass—ceramic and a machin-
able composite resin after being thermocycled for certain
cycles. A total of 40 bar-shape specimens of were prepared
with the dimension of 20 mm x 4 mm x 2 mm, which were
divided into four groups of 10 specimens. Ten specimens of
machinable lithium disilicate glass—ceramic (IPS e.max
CAD, Ivoclar Vivadent, Liechtenstein) and 10 specimens of
machinable composite resin (Paradigm MZ 100, 3M ESPE,
USA) were subjected to 3-point flexural strength test. Other
10 specimens of each material were thermocycled between
water temperature of 5 and 55 °C for 10,000 cycles. After
that, they were tested using 3-point flexural strength test.
Statistical analysis was performed using two-way analysis
of variance and Tukey multiple comparisons. Weibull ana-
lysis was performed to evaluate the reliability of the
strength. Means of strength and their standard deviation
were: thermocycled IPS e.max CAD 389.10 (50.75), non-
thermocycled IPS e.max CAD 349.96 (38.34), thermocy-
cled Paradigm MZ 100 157.51 (12.85), non-thermocycled
Paradigm MZ 100 153.33 (19.97). Within each material
group, there was no significant difference in flexural
strength between thermocycled and non-thermocycled
specimens. Considering the Weibull analysis, there was no
statistical difference of Weibull modulus in all experimental
groups. Within the limitation of this study, the results
showed that there was no significant effect of themocycling
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on flexural strength and Weibull modulus of a machinable
glass—ceramic and a machinable composite resin.
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Introduction

The demand for esthetic dental restorations has increased
in recent years resulting in rapid development of metal-free
restorative materials. Since dental technology has been
changing to digital era, metal-free dental restorations can
be fabricated using a computer-assisted design/computer-
assisted manufacture system (CAD/CAM). Materials used
for CAD/CAM-fabricated restoration should have good
machinability and resistance to machining damage [1].
Machinable restorative materials are manufactured in pre-
formed blocks under well-controlled condition resulting in
uniform microstructures and high reliability of the mate-
rials [2]. Machinable lithium disilicate glass—ceramic (IPS
e.max CAD, Ivoclar Vivadent, Liechtenstein) is a common
material for fabricating monolithic restorations. The flex-
ural strength of fully crystalized lithium disilicate could
exhibit up to 417 MPa. Because of its moderately high
strength, posterior monolithic crown can be successfully
fabricated using machinable lithium disilicate glass—cera-
mic [3]. Even though lithium disilicate restorations have
been reported high clinical success rate especially in the
single tooth restorations, chipping and fracture are still
common complications since the materials have been
challenging with various types of stresses such as
mechanical fatigue, chemical irritants and thermal chang-
ing [4]. Subcritical crack growth is one of the factors that
lead to strength degradation over time. The presence of
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water at the tip of a crack in ceramics under stress such as
mechanical or thermal stress can accelerate the subcritical
crack propagation lithium disilicate has been reported to
have high susceptible to the subcritical crack propagation
compared to other glass—ceramics leading to reduction of
flexural strength over time [5]. Moreover, lithium disilicate
glass—ceramics contain of two different phases: lithium
disilicate crystals and amorphous glass, which have slightly
different thermal expansion coefficient. Theoretically,
when lithium disilicate are subjected to thermal change, the
mismatch in the coefficient of thermal expansion between
crystal contents and glassy matrix causes thermal stress at
the crystal-matrix interface resulting in microcrack for-
mation and causing the reduction of strength [6].

Unlike glass—ceramics, highly-filled composite resins
exhibit high resistance to subcritical crack growth. In vitro,
conventional composite resins with higher filler content
and broader granulometric distribution showed stable in
strength over time [7]. Machinable composite resins (Par-
adigm MZ 100, 3M ESPE, USA) contain 85 wt% ultra-fine
zirconia-silica ceramic particles that reinforce a highly
cross-linked polymetric matrix. These features contribute
to the favorable mechanical properties; therefore, they can
be used for fabricating single crowns [8]. However, there is
lack of information regarding the degradation of strength of
machinable composite resin over time. Machinable com-
posite resins are composed of two major components
having different thermal expansion coefficients: methac-
rylate-based matrix and zirconium oxide fillers [9].
Therefore, thermal aging could cause the internal stress
leading to reduction of strength. Previous studies demon-
strated the controversy in the degradation of conventional
composite resin induced by water and thermal aging [10,
11] and recently introduced machinable composite resins
have not yet been investigated.

Therefore, the objective of this study was to evaluate the
effect of thermal aging on flexural strength of the machin-
able lithium disilicate glass—ceramics and composite resin.
Also the reliability in strength after thermal aging of those
materials was compared. Furthermore, a Weibull analysis
was carried out to obtain two parameters, Weibull modulus
(m), expressing the variation in the distribution of strength
values, and the characteristic strength (o), representing the
stress that causes 63.2 % of the samples to fail [12].

Materials and Methods

Twenty specimens of machinable lithium disilicate glass—
ceramic (IPS e.max CAD, Ivoclar Vivadent, Liechtenstein)
and 20 specimens of machinable composite resin (Paradigm
MZ 100, 3M ESPE, USA) were prepared for in in vitro study
(Table 1). Bar-shape specimens were prepared with the

Table 1 Lists of machinable restorative materials used in this study

Product Material Manufacturer  Code Lot
number
IPS e.max Lithium disilicae ~ Ivoclar EMAX K11234
CAD glass—ceramic Vivadent,
Liechtenstein
Paradigm  Resin composite 3 M ESPE MZ 2714A2-
MZ 100 with 85 wt% (USA) S
ultrafine
zirconia-silica
ceramic
particles

Table 2 Mean values, standard deviation and 95 % confidence
interval (CI) for mean of the flexural strength

Material Treatment n Mean (95 % CI for mean) Standard
deviation
EMAX  w/o TC 10 349.96 (322.54-377.39) 38.34
TC 10 389.10 (352.79-425.41) 50.75
Mz w/o TC 10 153.00 (138.72-167.29) 19.97
TC 10 157.51 (148.32-166.71) 12.85

dimension of 20 mm x 4 mm x 2 mm complying with the
International Standard Organization (ISO) 6872:2008 for
dental ceramics [13]. Specimens were cut using a precision
diamond saw (Isomet 2000, Buehler Ltd., Lake Bluff, IL,
USA) and polished using Ecomet Grinder Polisher (Buehler
Ltd., Lake Bluff, IL, USA) with the 45 and 15 um diamond
disc and smoothen with the 1 um diamond polishing paste
(MasterMet, Buehler Ltd., Lake Bluff, IL, USA). Final
dimensions were recorded with digital caliper (Mitutoyo,
Mitutoyo America Corp., USA).

Ten specimens of each material were assigned as
without thermocycling group (w/o TC) and subjected to a
3-point flexural strength test using a universal testing
machine (Lloyd LRX-Plus, Lloyd Instruments Ltd., Fare-
ham Hants, UK) equipped with a 1 KN load cell and a
crosshead speed of 0.5 mm/min. Other 10 specimens of
each material were assigned as with thermocycling group
(TC) and thermocycled between water temperature of 5
and 55 °C. The soaking time in each water chamber was
30 s and the travelling time between two chambers was
15 s. After being thermocycled for 10,000 cycles, a 3-point
flexural strength test was performed. Table 2 shows the
treatment conditions and code used in this study.

The flexural strength was calculated using the following
formula:

o = 3PL/2wb*

where P is the maximum load exerted on the specimen (N),
L is the distance between the supports (mm), w is the width

@ Springer



378

J Indian Prosthodont Soc (Oct-Dec 2014) 14(4):376-380

Table 3 Two-way analysis of variances for investigated parameters

Source of variation Sum of squares df Mean square F value p value
Thermocycling treatment 4,761.342 1 4,761.342 4.131 0.050
Materials 459,131.328 1 459,131.328 398.356 0.000*
Thermocycling*Materials 2,997.573 1 2,997.573 2.601 0.116
Error 41,492.376 36 1,152.566

Total 3,262,475.291 40

* p value is significant at p < 0.05

(mm) and b is the height of the specimen (mm). Data were
recorded and statistically analyzed using SPSS 16.0 for
Windows (SPSS Inc., Chicago, IL, USA). Differences in
flexural strength between the group with (TC) and without
thermocycling treatment (w/o TC) were evaluated using
two-way analysis of variances (ANOVA) and the Tukey
multiple comparisons with a significance level of 5 %.

The variability of the flexural strength values was ana-
lyzed using the Weibull distribution function [14]:

Pf =1—exp(—a/ao)";

where Pfis the fracture probability, ¢ the fracture strength,
0o is the characteristic strength or scale parameter at the
fracture probability of 63.2 % and m is the Weibull mod-
ulus or shape parameter of the distribution of strength data
as a function of failure probability, which is the slope of
linear fittings to the strength data when plotted in a Inln (1/
(1—Pf)) versus In (a) graph [15].

Results

The means and standard deviations of flexural strengths of
all experimental groups are listed in Table 2. Table 3 show
the result of the two-way analysis of variance, there is a
significant influence of the material factor (p < 0.05) on
the flexural strength. However, the interactions between
both parameters were not significant (p > 0.05). In EMAX
group, there is no significant difference in flexural strength
between TC and w/o TC treatment. Similar to EMAX, MZ
shows no significant difference in flexural strength between
TC and w/o TC treatment. However, both EMAX with TC
and w/o TC treatment show significant higher flexural
strength than MZ groups.

Table 4 shows the Weibull modulus () and character-
istic strength (gg). The Weibull modulus are statistically
different when the confidence bound values fail to overlap.
Considering the Weibull modulus, there was no statistical
difference in all experimental groups. For each material,
the position and slope of the curve in the Weibull plot
(Fig. 1) are determined by g, and m values, respectively.
The curve of a material that has a high m value is steeper
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Table 4 Weibull modulus (m), 95 % confidence interval (CI) for m,
characteristic strength (go) and coefficient of correlation (rz)

Material  Treatment m (95 % CI for m) o, P n

EMAX TC 10.78 (8.86-12.70) 366.29 0.95 10
w/o TC 8.55 (6.31-10.17)  411.52 095 10

Mz TC 9.03 (7.38-10.68) 161.36 095 10
w/o TC 14.21 (9.95-18.47) 163.25 0.88 10

m is statistically different when the confidence bound values fail to
overlap

than the curve of a material with low m value. In addition,
the curve of a material with higher O, value, such as
EMAX, is located more to the right of the curve of a
material with lower O, such as MZ.

Discussion

In previous studies, flexural strength of machinable lithium
disilicate ranged from 360 MPa [16] up to 440 MPa [6].
Mean flexural strength value of EMAX in this study fell
into that range. EMAX contains 70 vol% of lithium disil-
icate crystals, which is considerable higher volume of
crystal than other glass—ceramics. The final microstructure
consists of highly interlocked lithium disilicate crystals
leading to multiple crack deflection [17, 18]. MZ is a
composite material containing 85 wt% ultra-fine zirconia-
silica ceramic particles that reinforce a highly cross-linked
polymetric matrix consisting of Bisphenol A-diglycidyl
ether dimethacrylate and triethylene glycol dimethacrylate,
and uses a patented tertiary initiator system. The particles
have a spherical shape, and an average particle size of
0.6 pm. These features contribute to outstanding wear and
favorable mechanical properties [9]. The fracture strength
of Paradigm MZ 100 was significantly higher than feld-
spathic porcelain because of the higher resistance to tensile
stress of polymer matrix in MZ itself [19, 20]. The standard
deviations of this study were in the same range as other
previous study on the strength of ceramic and composite
resins [21-24]. Since these two materials, especially
ceramics are brittle material presenting of the internal
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flaws. Therefore, the standard deviation usually presents in
high value. However, this study included the Weibull
analysis which is the suitable statistical analysis for
imperfect materials.

Aging specimens using thermocycling treatment is a
common protocol to evaluate the degradation of dental
materials overtime. Also, immersing restorative materials
in water either with or without thermocycling leads to slow
crack growth that can weaken the flexural strength. Lithium
disilicate has been reported to have high susceptible to
slow crack growth after being aged by cyclic fatigue [5].
However, there is lack of data on the effect of thermocy-
cling on the strength degradation of lithium disilicate.
Thermocycling protocol used in this study was performed
complying with the protocol used in previous literature, in
which the exposure temperature ranged from 5 to 55 °C
[25]. The 10,000 cycles of exposure can be referred as the
thermal changing cycles that happened in the mouth for
approximately one year [26]. Even though the thermocy-
cling protocol does not simulate the real condition as in
oral environment; at least, it can be used to evaluate the
behavior of such materials when they are subjected to
thermal stress [26]. Theoretically, the thermal expansion
mismatch between ceramic crystals and glassy matrix
resulted in tangential compressive stresses around the
crystals, potentially responsible for crack deflection and
strength increase [6]. Previous study on the microcracking
in ceramic induced by thermal expansion has been reported
to be an effective method on strengthening the ceramics
[27]. For the composite resins, the results in this study
showed no reduction of strength of MZ after being

In o (MPa)

thermocycled. There is lack of data on the effect of ther-
mocycling on the strength degradation of the complete
polymerized machinable composite resins. However, pre-
vious study has reported that thermocycling treatment
influenced the reduction of srength of the conventional
indirect composite resins [28]. In this study, the null
hypothesis has been accepted since the effect of thermo-
cycling on the flexural strength of EMAX and MZ was not
significant. Microcrack formation caused by thermal stress
did not exhibit the strengthening effect in this study. The
reason for that could be explained as EMAX and MZ
contain large amount of reinforcing fillers so the predom-
inant strengthening effect came from crack bridging and
crack deflection [9, 18].

Weibull distribution function is considered to be an
acceptable approach in mechanical design procedure of
ceramic components to evaluate the reliability of the
materials. It should be noted in almost every experimental
study on fracture statistics of ceramics [14, 15, 29]. The
distribution of strength values for dental ceramic and
composite materials is usually fitted to Weibull distribution
[30]. Weibull modulus (m) or shape parameter has impor-
tant practical implications in Weibull distribution. A high
value of m indicates a close grouping of fracture stress
values whilst a low value indicates a wide distribution with
a long tail at low stress levels [14, 15, 31]. A higher m,
meaning higher reliability of materials, is usually prefera-
ble to a lower m associated with a higher mean flexural
strength. In this study, m values of all groups were in
normal range of restorative materials [31]. There is no
significant difference in m values between w/o TC and TC
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groups for EMAX and MZ. Therefore, thermocycling
treatment did not alter the reliability of materials in this
study.

Conclusions

This study demonstrated that the thermocycling treatment
had no significant effect on the degradation of flexural
strength of both machinable lithium disilicate glass—cera-
mic and composite resins. Machinable lithium disilicate
showed the highest flexural strength regardless of the
themocycling treatment. The reliability of materials was
evaluated using Weibull analysis and the result showed that
there is no change of the Weibull parameters of both
materials after being thermocycled. Therefore, machinable
lithium disilicate glass—ceramic and composite resin used
in this study exhibited high reliability even they were aged
by themocycling treatment.

Acknowledgments The Maxillofacial Prosthodontic Research Unit
and The Dental Material Research Unit, Department of Prosthetic
Dentistry, Faculty of Dentistry, Prince of Songkla University, sup-
ported this study.

References

1. Giordano RA (2006) Materials for chairside CAD/CAM-pro-
duced restorations. J Am Dent Assoc 137:14s-21s
2. Miyazaki T, Hotta Y, Kunii J, Kuriyama S, Tamaki Y (2009) A
review of dental CAD/CAM: current status and future perspec-
tives from 20 years of experience. Dent Mater J 28(1):44-56
3. Guess PC, Zavanelli RA, Silva NR, Bonfante EA, Coelho PG,
Thompson VP (2010) Monolithic CAD/CAM lithium disilicate
versus veneered Y-TZP crowns: comparison of failure modes and
reliability after fatigue. Int J Prosthodont 23:434—442
4. Fasbinder DJ, Dennison JB, Heys D, Neiva G (2010) A clinical
evaluation of chairside lithium disilicate CAD/CAM crowns: a
two-year report. ] Am Dent Assoc 141:10s—14s
5. Gonzaga CC, Yoshimura HN, Cesar PF, Miranda WG Jr (2009)
Subcritical crack growth in porcelains, glass-ceramics, and glass-
infiltrated alumina composite for dental restorations. J Mater Sci
Mater Med 20(5):1017-1024
6. Guess PC, Schultheis S, Bonfante EA, Coelho PG, Ferencz JL,
Silva NR (2011) All-ceramic systems: laboratory and clinical
performance. Dent Clin North Am 55(2):333-352
7. Ornaghi BP, Meier MM, Rosa V, Cesar PF, Lohbauer U, Braga
RR (2012) Subcritical crack growth and in vitro lifetime pre-
diction of resin composites with different filler distributions. Dent
Mater 28(9):985-995
8. Rusin RP (2001) Properties and applications of a new composite block
for CAD/CAM. Compend Contin Educ Dent 22(6 Suppl):35-41
9. Tsitrou EA, Northeast SE, van Noort R (2007) Brittleness index
of machinable dental materials and its relation to the marginal
chipping factor. J Dent 35(12):897-902
10. Stawarczyk B, Egli R, Roos M, Ozcan M, Hammerle CH (2011)
The impact of in vitro aging on the mechanical and optical
properties of indirect veneering composite resins. J Prosthet Dent
106(6):386-398

@ Springer

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.

25.

26.

217.

28.

29.

30.

31.

Yoshida K, Morimoto N, Tsuo Y, Atsuta M (2004) Flexural
fatigue behavior of machinable and light-activated hybrid com-
posites for esthetic restorations. J Biomed Mater Res B
70(2):218-222

Rodrigues SA Jr, Ferracane JL, Della Bona A (2008) Flexural
strength and Weibull analysis of a microhybrid and a nanofill
composite evaluated by 3- and 4-point bending tests. Dent Mater
24(3):426-431

(2008) International Standards Organization (ISO). Dentistry-
Ceramic materials, Amendment; ISO 6872

Chang KT (1982) Analysis of the Weibull distribution function.
J Appl Mech 49(2):450-451

Lamon J (1990) Ceramics reliability: statistical analysis of mul-
tiaxial failure using the Weibull approach and the multiaxial
elemental strength model. J] Am Ceram Soc 73(8):2204-2212
Wiedhahn K (2007) From blue to white: new high-strength
material for Cerec-IPS e.max CAD LT. Int J Comput Dent
10(1):79-91

Giordano RA, McLaren EA (2010) Ceramics overview: classifi-
cation by microstructure and processing methods. Compend
Contin Educ Dent 31(9):682-684

Holand W, Schweiger M, Watzke R, Peschke A, Kappert H
(2008) Ceramics as biomaterials for dental restoration. Expert
Rev Med Devices 5(6):729-745

Attia A, Abdelaziz KM, Freitag S, Kern M (2006) Fracture load
of composite resin and feldspathic all-ceramic CAD/CAM
crowns. J Prosthet Dent 95(2):117-123

Kassem AS, Atta O, EI-Mowafy O (2012) Fatigue resistance and
microleakage of CAD/CAM ceramic and composite molar
crowns. J Prosthodont 21(1):28-32

Hamakubo Y, Sawase T, Yoshida K, Kamada K, Taira Y, Atsuta
M (2005) The physical properties of a machinable resin com-
posite for esthetic restorations. Dent Mater J 24(1):24-29
Vasquez V, Ozcan M, Nishioka R, Souza R, Mesquita A, Pavanelli C
(2008) Mechanical and thermal cycling effects on the flexural
strength of glass ceramics fused to titanium. Dent Mater J 27(1):7-15
Kang SH, Chang J, Son HH (2013) Flexural strength and micro-
structure of two lithium disilicate glass ceramics for CAD/CAM
restoration in the dental clinic. Restor Dent Endod 38(3):134-140
Jin J, Takahashi H, Iwasaki N (2004) Effect of test method on
flexural strength of recent dental ceramics. Dent Mater J
23(4):490-496

Machado AL, Puckett AD, Breeding LC, Wady AF, Vergani CE
(2012) Effect of thermocycling on the flexural and impact
strength of urethane-based and high-impact denture base resins.
Gerodontology 29(2):e318-e323

Stewardson DA, Shortall AC, Marquis PM (2010) The effect of
clinically relevant thermocycling on flexural properties of end-
odontic post materials. J Dent 38:437-442

Tvergaard V, Hutchinson JW (1988) Microcracking in ceramics
induced by thermal expansion or elastic anisotropy. J Am Ceram
Soc 71(3):157-166

Souza RO, Ozcan M, Michida SM, de Melo RM, Pavanelli CA,
Bottino MA, Soares LE, Martin AA (2010) Conversion degree of
indirect resin composites and effect of thermocycling on their
physical properties. J Prosthodont 19(3):218-225

Danzer R, Supancic P, Pascual J, Lube T (2007) Fracture sta-
tistics of ceramics—Weibull statistics and deviation from Wei-
bull statistics. Eng Fract Mech 74:2919-2932

McCabe JF, Carrick T (1986) A statistical approach to the
mechanical testing of dental materials. Dent Mater 2(4):139-142
Quinn JB, Quinn GD (2010) A practical and systematic review of
Weibull statistics for reporting strengths of dental materials. Dent
Mater 26(2):135-147



	Effect of Thermocycling on Flexural Strength and Weibull Statistics of Machinable Glass--Ceramic and Composite Resin
	Abstract
	Introduction
	Materials and Methods
	Results
	Discussion
	Conclusions
	Acknowledgments
	References


