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Abstract: Background: Modern zirconia blanks for the fabrication of dental CAD/CAM restorations
provide a layer structure with color and strength transitions. Variation in the yttria content has a
particular effect on the characteristics of the materials. The properties of dental restorations may
vary depending on the milling position within the blank. Especially for wide-span fixed partial
dentures (FPDs), relevant effects on clinical performance might result. This study investigated if
the application of high-translucent zirconia and positioning within multilayer zirconia blanks affect
the in vitro performance of 4-unit FPDs. Methods: 4-unit FPDs were fabricated from monolayer
3Y-TZP-A, 3Y-TZP, 4Y-TZP, 5Y-TZP, 4Y /5Y-TZP, and different positions within multilayer zirconia
blanks (3Y-TZP/5Y-TZP). The FPDs were adhesively luted to resin abutment teeth, divided into
groups (n = 8 each): “baseline” (24 h water-storage)/“TCML” (chewing simulation by means of
thermalcycling and mechanical loading), and loaded to fracture. The statistics included mean and
standard deviation, one-way ANOVA, Bonferroni post hoc test, and Pearson correlation (e = 0.05).
Results: The mean fracture force values varied between 803.8 4+ 171.7 N (5Y) and 1474.1 + 193.0 N
(3Y) (baseline) and 713.5 £ 190.9 N (5Y) and 1337.4 4 205.6 N (3Y) (TCML). Significantly different
(p = 0.000) results between the groups and individual significant differences (p < 0.039) were found.
Conclusions: Positioning within multilayer blanks affected the fracture force only slightly. Multilayer,
3Y-TZP-A, 3Y-TZP, and 4Y-TZP seem appropriate for the clinical application with 4-unit molar FPDs.
Application of 5Y-TZP is critical.
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1. Introduction

The implementation of monolithic ceramics is a preferred option in the fabrication of
fixed partial dentures (FPDs) [1,2], but there is a need for more clinical evidence concerning
the long-term performance of zirconia FPDs [3-5]. The range of new zirconia materials on of-
fer is becoming increasingly complex for both dentists and dental technicians. Nevertheless,
knowledge of the properties, appropriate application, and processing of different zirconia
types is essential for choosing the correct indications and, ultimately, for clinical success.

The desire for esthetic monolithic restorations is a key aspect in the development of
new zirconia materials [6]. The improvement of translucency is crucial here. However,
the required compositional changes affect the crystal structure and have a significant
impact on the mechanical properties of the materials [7-10]. The main distinguishing
feature is the individual Y,O3; admixture. This varies between 3 and 5 mol% according
to the nomenclature 3Y-TZP /4Y-TZP /5Y-TZP for “tetragonal zirconia polycrystal” with
the corresponding yttria content. In contrast to 3Y-TZP and 4Y-TZP, 5Y-TZP shows high
proportions with a cubic lattice structure, which results in a higher translucency due to
its larger grain size but also due to the isotropy of the lattice structure. However, in
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particular, 5Y-TZP materials are less mechanically stable than zirconia materials with lower
yttria content [11]. Mixtures of different zirconia systems are conceivable, although their
properties have not yet been investigated. Besides, materials, such as the investigated
3Y-TZP-A, show higher Al,O3 content compared to other Y-TZP materials, which leads
to high mechanical strength but also to pronounced opacity [12]. Currently, 3Y-TZP is a
clinically preferred material when tooth-colored; monolithic, wide-span restorations are to
be fabricated. The question arises as to whether highly translucent zirconia materials can
also withstand the masticatory forces in long-span FPDs in the posterior region.

In addition to the distinction between different classes of zirconia, there are more and
more multilayer blanks. The layered structure of these blanks is intended to replicate the
esthetics of natural teeth with a shift in shade and/or translucency from the incisal edge
or cusp tips to the cervical portions while achieving high mechanical strength. Here, it
is important to distinguish blanks that merely show a gradient of color from those that
actually consist of several layers of different zirconia materials. The layered structure of
these blanks is associated with the different material properties of the individual layers [13],
and the interface between the individual layers could affect the mechanical properties of
the produced restorations [14]. The typical layering of such blanks consists of a superficial
highly translucent enamel layer of 5Y-TZP followed by a transition layer with a mixture of
5Y-TZP and 3Y-TZP and then an opaque layer of 3Y-TZP with higher mechanical strength.
In addition, the thickness of the individual layers can vary from manufacturer to manu-
facturer and, therefore, have an influence on the properties of the restoration. Concerning
multilayer zirconia, it has been shown that the position within the blank, from which the
restorations are milled, may affect their mechanical properties [13,15].

The aim of this study was to compare the in vitro performance and fracture force of
different zirconia materials when used for 4-unit molar FPDs. The hypotheses of this study
were that the in vitro performance and fracture force of 4-unit FPDs is influenced by:

—  the Yp03-content (3Y-TZP, 4Y-TZP, 5Y-TZP),

—  the Al,Oz—content (3Y-TZP, 3Y-TZP-A),

—  the composition (uniform mixture 4Y-TZP and 5Y-TZP), and

—  the position of the FPD within different multilayer blanks (above 5Y-TZP /below
3Y-TZP).

2. Materials and Methods

Four-unit FPDs (FDI: 24 retainer crown, 25 pontic, 26 pontic, 27 retainer crown) were
fabricated from different positions within the blanks of multilayer zirconia materials (3Y-
TZP/5Y-TZP) as well as from 3Y-TZP-A, 3Y-TZP, 4Y-TZP, 5Y-TZP, and combined 4Y/5Y
monolayer blanks (Table 1). Artificial molar teeth were milled from PMMA resin (CORiITEC
Disc PMMA, Imes Icore, Eiterfeld, Germany). Preparation design was chosen meeting
the requirements for ceramic restorations (no sharp angles or edges; shoulder preparation
with rounded inner edges; at least 1.0 mm material thickness; preparation height at least
4 mm; preparation angle 4-8°; 9 mm? minimum connector strength; rounded basal con-
nector areas). For simulation of periodontal resilience, the roots were covered in polyether
impression material (Impregum, 3M Espe AG, Seefeld, Germany) and then embedded in
a resin base with a 19 mm gap in between. The artificial teeth were sandblasted (Al,O3,
100 um, 1 bar) and the FPDs were adhesively luted to the teeth according to the manufac-
turer’s instructions (Panavia F2.0 TC, Kuraray Noritake, Japan). Specimens were divided
into two groups, “baseline” and “TCML” (n = 8 each). Control group “baseline” was
subject to 24 h water storage (37 °C); “TCML” group was subjected to thermocycling and
mechanical loading (2 x 3000 x 5 °C/55 °C, 2 min, H,O dist., 1.2 x 10 450 N, 1.6 Hz,
1.5 mm lift). A steatite ball (diameter: 10 mm) served as central antagonist. During TCML,
the specimens were monitored for defects. Damaged FPDs were excluded from further
testing. Subsequent to TCML, fracture force was determined by central loading at the
pontic teeth (steel ball diameter 12 mm, tin foil; speed: 1 mm/min; Zwick Z010, Zwick,
Ulm, Germany). Means and standard deviations were calculated, one-way ANOVA and
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Bonferroni post hoc tests were performed, Pearson correlation of fracture force and flexural
strength (manufacturers’ information) were determined with the level of significance set to
o = 0.05 (SPSS/PC+ software 26.0, IBM, Armonk, New York, USA). Fractured FDPs were
analyzed according to the location of fracture, and fracture surfaces were investigated to
localize the cause of the failure (20 x-2000x; VHX-microscope, Keyence, Osaka, Japan).

Table 1. Materials, manufacturers’ specifications, sintering procedure.

Zirconia Flexural Translucence Layer Blank Sinterin,
Group Material Layer Tyvpe Strength o Thickness  Thickness Procedu rge
M [MPa] ° [mm] [mm]
MI5/31 top 5Y 650 49 3
a
IPSe.
ZirCi]; rl?r?;;e . middle 3Y/5Y  1200/650 40/49 4 16 1
ML5/31b
bottom 3Y 1200 40 9
top 5Y >800 49 3
ML5/32a priti multidisc
ZrO, Multi middle  3Y/5Y  >1150/>800 40-49 5 16 2
ML5/32b Translucent **
bottom 3Y >1150 40 8
3Y-A Prg}‘@;‘;‘f:fj“ / 3YA 1150 35 16 16 2
3y E’;;i;ﬂl‘fgﬁlff / 3y >1150 40 16 16 2
4y ﬁgfgﬁ‘fg‘iﬁl / 4y >1150 45 16 16 2
4Y/5Y ‘iﬁfgg‘;‘fgtal / 4Y/5Y  >1150/>800  45/49 16 16 2
5Y experimental / 5Y >800 49 16 16 2

material 1 **

a: above position within zirconia blank; b: bottom position within zirconia blank; *: Ivoclar Vivadent GmbH, Ell-
wangen, D; **: Pritidenta, Leinfelden-Echterdingen, D; sintering with ht speed, Mihm-Vogt, Stutensee-Blankenloch,
D. 1: heat-up rate 20-900 °C: 10 °C/min, holding time 30 min at 900 °C, heat-up rate 900-1500 °C: 3,3 °C/min,
holding time 120 min at 1500 °C, cooling rate 1500-900 °C: 10 °C/min, cooling rate 900-300 °C: 8,3 °C/min.
2: heat-up rate: 10 °C/min, holding time 120 min at 1450 °C, cooling rate: 10 °C/min.

3. Results

After TCML, two of the FPDs in group 5Y showed lateral cracks at the premolar crown.
These two FPDs were not subjected to fracture force testing (5Y/TCML n = 6). All the other
investigated FPDs survived TCML without ascertainable damages. Minimal or no wear
was observed in the occlusal contact areas of the FPDs. The mean fracture force after 24 h
water storage varied between 803.8 + 171.7 N (5Y) and 1474.1 £ 193.0 N (3Y) (Table 2). The
mean fracture force after TCML varied between 713.5 4+ 190.9 N (5Y) and 1337.4 + 205.6 N
(3Y). The one-way ANOVA revealed significant differences between the groups before
as well as after TCML (p = 0.000). The Bonferroni comparison of fracture force showed
individual significant differences between the groups (p < 0.039). No significant (p = 0.018)
correlation between the obtained fracture force and flexural strength of the investigated
materials was found. The failures of all the investigated FPDs were located in the connector
between tooth 25 and tooth 26 (Figure 1).

A detailed fractographic analysis showed that the fractures originated from individual
points at the bottom of the connectors (Figure 2). Thus, as expected, the areas with the
highest tensile stresses were the starting points of the failure. The crack propagation always
occurred in the occlusal direction and was usually characterized by a compression zone
below the occlusal surface.
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Figure 1. Exemplary picture of prevailing failure mode by cracking in the connector area (arrow).

distal mesial

3Y / baseline

4Y/5Y / baseline

4Y / baseline

Figure 2. Exemplary fracture surfaces (mesial/distal aspect; cross section approx. 12 mm?; EOS 60D
with macro lens EF-S 60mm 1:2.8 and macro ring lite MR-14EX, Canon, Ota, ]): crack initiation at
defects in the connector area on the gingival side of the restoration (red arrows), crack propagation to
the top (yellow arrows) and to the sides of the connector, occlusal fracture edge (blue arrows).



Ceramics 2022, 5

103

Table 2. Fracture force [N] (mean =+ standard deviation).

. TCML
Group Baseline o (Thermocyclng and
(24 h Waterstorage at 37 °C) Mechanical Loading)
ML5/31a 1140 + 177 1140 + 125 4
ML5/31b 1003 + 1432 1106 + 106 B
ML5/32a 1237 + 408 970 + 84 €
ML5/32b 1180 =+ 340 1154 + 233 P
3Y-A 1333 4203 € 1184 + 181 E
3Y 1474 + 1938 d e f 1337 + 206 & G
4Y 959 + 89 ¢ 913 + 106 ©
4Y/5Y 1080 + 205 f 1112 £ 152 H
5Y 804 + 172 b d 714 + 1914 B D.EEH

Superscript letters indicate significant individual differences between groups (p < 0.039).

4. Discussion

The hypothesis, that the in vitro performance and fracture force of 4-unit FPDs is
influenced by the Y,Os—content (3Y-TZP, 4Y-TZP, 5Y-TZP), was confirmed. Significant
(p < 0.001) differences between the fracture force of several groups were found (Table 2).

The hypothesis, that the in vitro performance and fracture force of 4-unit FPDs is
influenced by the Al,Os—content (3Y-TZP, 3Y-TZP-A), was not confirmed. The determined
differences were only insignificant (p = 1.000).

The hypothesis, that the in vitro performance and fracture force of 4-unit FPDs is
influenced by the composition in terms of a uniform mixture of 4Y-TZP and 5Y-TZP, was
confirmed. Significant differences (p < 0.039) in the fracture force towards the other test
groups were found.

The hypothesis, that 4-unit FPDs made from different layers of multilayer blanks show
individual in vitro performance, was not confirmed. For the groups that were milled from
different positions of one blank type, variations in the fracture force were not significant
(p = 1.000) after either 24-h water storage or thermocycling and mechanical loading.

The highest masticatory forces occur in the area of the second premolar and the first
molar. Maximum bite force values of approximately 500 N are to be expected [16]. In
bruxism patients, the occurring bite forces can exceed 1000 N in individual cases [17].
While all the other materials show sufficient stability, the fracture force of 5Y obtained
in this study is in a range that argues against the application for wide-span FPDs in the
posterior region. A comparison of the mean fracture force after water storage and after
TCML did not show any significant differences. For most of the materials investigated,
only tendencies towards slightly reduced fracture force after TCML could be observed.
Yet, in groups 4Y/5Y and ML5/3 1 b, TCML resulted in a slightly higher mean fracture
force compared to the values after 24 h water storage, confirming a strengthening effect
of TCML on 3Y-TZP [9,18]. An explanation for this effect might be a superficial t-m
phase transformation in 3Y-TZP fractions or contingently in 4Y-TZP fractions but not in
5Y-TZP [19]. This could cause compressive stresses in superficial areas of the restorations
that counteract crack propagation [20]. In contrast, a recent study on zirconia with varying
yttria content described a phase transformation from monoclinic to tetragonal as the
result of mechanical stresses [21]. Apart from the martensitic phase transformation as a
strengthening mechanism in zirconia, ferro-elastic domain switching is also described as a
toughening effect caused by the reorientation of tetragonal zirconia crystalline domains.
This may occur in materials that exhibit no transformation to the monoclinic form as a result
of mechanical stress [22]. Irrespective of this, differences in the fracture force before and
after TCML may also be attributed to the weakening of the luting material or impairment
of adhesive bond strength [23,24].

As expected, the highest fracture force was found for 3Y and 3Y-A, for which the
manufacturers also specify high flexural strength. Further, the lowest fracture force was
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determined for 5Y. For this material, the manufacturer states the lowest flexural strength
of all materials investigated. Yet, regarding all the investigated materials, no correlation
between the reported flexural strength and the determined fracture force was found. It
seems that, for high strength ceramics and especially for wide-span restorations, the
strength values behave in the sense of a Weibull distribution [25]. The fracture force of
restorations depends on the presence of critical defects from which cracks may originate and
is, therefore, not normally distributed. Such defects can be caused during the manufacturing
process. Therefore, adequate polishing of restoration surfaces is essential [26,27] It must be
clearly noted here that flexural strength was not measured as part of this study but derived
from the information provided by the respective manufacturers.

An important aspect on the subject of multilayer zirconia blanks is the sometimes
vague nomenclature used by manufacturers. On the one hand, color-gradient blanks are
offered, where only the coloration varies within the blank. On the other hand, there are
strength-gradient blanks, such as the ones that were investigated in this study, in which
actually different zirconia types with varying yttria content are layered. In view of the
fundamentally different materials, a clear distinction must be made here [28]. Regarding the
mechanical properties resulting from the different depths of cut in multilayer zirconia blanks,
it has already been reported that the fracture performance of single crowns determined
after fatigue loading varies depending on the milling position [15]. However, different
mechanical properties at the investigated milling positions in multilayer materials were
not always found. In a recently published study, a similar wear behavior was determined
for different layers of a multilayer material [29]. A previous study found no significant
difference in the fracture force of 3-unit FPDs milled from different positions in multilayer
blanks [13]. The results of this study support these findings when considering 4-unit FPDs.

The fracture force measurements in this study investigated the load exerted by an
antagonistic steel ball that was set occlusally in the middle connector area between the
two pontics. The photographs of the surfaces formed along the fracture clefts allow
further conclusions to be drawn about the fracture formation. It appears that the fractures
originated from individual points at the lower edge of the connectors (Figure 2; red arrows).
From there, the cracks move further occlusally and to the sides of the connector with
a predominantly vertical course (Figure 2; yellow arrows). In the occlusal part, under
the influence of compression by the steel ball, the course of the fracture edge shifts in a
horizontal direction and ends with an offset towards the lower parts of the fracture gap
(Figure 2; blue arrows). The recommended connector cross-sections for three-unit zirconia
bridges are 7 mm? (anterior region) or 9 mm? (posterior region) and 12 mm? for multi-unit
bridges. The height of the connector cross-section has a greater impact on the stability of
the restoration than its width. Other important aspects of the connector design are that
sharp edges should be avoided all around, and in particular on the gingival side a rounded
design with the largest possible radii is aimed for [30]. The occurrence of this fracture
pattern may have been favored by the simulation of the periodontal structures using the
polyether coating of the artificial tooth roots. Thus, the abutment teeth could tilt towards
each other as a result of loading in the central connector area, similar to the situation that is
expected in vivo. The approach of using a polyether coating of abutment teeth in a chewing
simulation is not sufficient to fully simulate periodontal resilience, but it can help to avoid
the overestimation of mechanical strength in in vitro tests [31].

Especially when investigating all-ceramic restorations, additional thermocycling dur-
ing the chewing simulation seems to play an important role in ensuring that the fracture
force is not assumed to be too high [32]. The applied TCML parameters were chosen as
they have already been successfully applied in previous in vitro studies [9,33]. These test
parameters seem to be suitable to simulate the clinical application of the restorations for
about 5 years of wear time [34]. The FPDs were adhesively luted to the PMMA abutment
teeth. Conventional cementation can achieve clinical long-term success of zirconia FPDs.
Yet, resin bonding is recommended as higher success rates are suggested [35]. Compared
to adhesively luted zirconia FPDs, loss of retention seems to appear more frequent with
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conventionally cemented zirconia FPDs [36]. Unfortunately, there is still no standardized
protocol for the adhesive cementation of zirconia restorations [37]. Due to their mechani-
cal properties, 5Y-TZP materials, which are specified by the manufacturers with flexural
strength in the order of 800 MPa, occupy an intermediate position between the conventional
zirconia materials and high-strength glass-ceramic materials, such as lithium disilicate [9].
Especially, such less stable zirconia materials may have benefited from adhesive luting in
this study.

5. Conclusions

e  Zirconia restorative materials (3Y-TZP-A, 3Y-TZP, 4Y-TZP, 5Y-TZP, mixed 4Y-TZP/5Y-
TZP, multilayer 3Y-TZP/5Y-TZP) show individual in vitro performance and fracture
force depending on their composition.

e Investigated 5Y-TZP does not appear to be suitable for the fabrication of wide-span
molar FPDs.

e  Even with wide-span 4-unit FPDs, the milling position within multilayer blanks seems
to have only minor effects on the mechanical properties of the fabricated restorations.

e  For the fracture force of high-strength zirconia restorations, there seems to be no
general correlation to the flexural strength of the respective materials.
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