Journal of Physics: Conference
Series

PAPER « OPEN ACCESS You may also like

Numerical and experimental investigations

Characterisation of the wall-slip during extrusion of o0 AAG063 exdaie:efect of rumberl
portholes on extrusion load and we

heavy-clay products steength

V N S U Viswanath Ammu, Pramod
Padole, Anupam Agnihotri et al.
To cite this article: | Kocserha et al 2017 J. Phys.: Conf. Ser. 790 012013 - The mechanics of moisture-expansion
cracking in fired-clay ceramics
Andrea Hamilton and Christopher Hall

- Self-assembly of montmorillonite platelets

during drying
P Walley, Y Zhang and J R G Evans

View the article online for updates and enhancements.

c S| DISCOVER
i - how sustainability
The vi : intersects with

Electrochemical
Society

Advancing solid state &
electrochemical science & technology

This content was downloaded from IP address 3.129.70.157 on 04/05/2024 at 13:53


https://doi.org/10.1088/1742-6596/790/1/012013
https://iopscience.iop.org/article/10.1088/2631-8695/ad17e9
https://iopscience.iop.org/article/10.1088/2631-8695/ad17e9
https://iopscience.iop.org/article/10.1088/2631-8695/ad17e9
https://iopscience.iop.org/article/10.1088/2631-8695/ad17e9
https://iopscience.iop.org/article/10.1088/0022-3727/46/9/092003
https://iopscience.iop.org/article/10.1088/0022-3727/46/9/092003
https://iopscience.iop.org/article/10.1088/1748-3182/7/4/046004
https://iopscience.iop.org/article/10.1088/1748-3182/7/4/046004
https://pagead2.googlesyndication.com/pcs/click?xai=AKAOjstb8kKhM2lSWZkcZLW30o_ORYRATUhblnj_hNgxfkbf-BPOP8tLcg21goJsJvMbn-DKXYFcef5ObJgoRTI9IN3DPVjBbOe-8vVPuECuNVaLZABGtzZEjEmTF5N07eRb32YhPzTQOpYNCHDP3hhwWoPcoeSePHecWUzwCA9TZbVx5csPFoSCIgwA3crVj8Ze0R2whzo2ksduQOc8jzuC2t4Iadr04XPUcBulYw7SaS_OuHIowP8N3WrbDBpokvo1ctd3VGMCFVY6jPP5_N9EHcWHFiLt1jFBxnEn8jbCsjFAYBgcKGAbReXeZH3xF9oBn8HapQv7m9dAIeKtqv1QXefg2YEjdQ&sig=Cg0ArKJSzGmQiG2aygQJ&fbs_aeid=%5Bgw_fbsaeid%5D&adurl=https://iopscience.iop.org/partner/ecs%3Futm_source%3DIOP%26utm_medium%3Ddigital%26utm_campaign%3DIOP_tia%26utm_id%3DIOP%2BTIA

2nd International Conference on Rheology and Modeling of Materials (IC-RMM?2) IOP Publishing
IOP Conf. Series: Journal of Physics: Conf. Series 790 (2017) 012013 doi:10.1088/1742-6596/790/1/012013

Characterisation of the wall-slip during extrusion of heavy-
clay products

I Kocserha', A L Gomze', S Kulkov?, E Kalatur?, S P Buyakova’, R Géber®, A Y
Buzimov?

! Institute of Ceramic and Polymer Engineering, Faculty of Materials Science,
University of Miskolc

2 Tomsk State University, Institute of Strength Physics and Materials Science SB RAS
and Tomsk Polytechnik University

E-mail: istvan.kocserha@uni-miskolc.hu

Abstract. During extrusion through the extrusion die, heavy-clay compounds are usually show
plug flow with extensive slip at the wall of the die. In this study, the viscosity and the thickness
of the slip layer were investigated. For the examination a brick-clay from Malyi (Hungary)
deposit was applied as a raw material. The clay was characterised by XRPD, BET, SEM and
granulometry. As the slip layer consists of suspension of the fine clay fraction so the clay
minerals content of the clay (d<2um) was separated by the help of sedimentation. The viscosity
of suspension with different water content was measured by means of rotational viscosimeter.
The thickness of the slip layer was calculated from the measured viscosity and other data
obtained from an earlier study with capillary rheometer. The calculated thickness value showed
a tendency to reach a limit value by increasing the extrusion speed.

1. Introduction

The production of the traditional fired brick product demands the preparation and shaping of the
largest volume of plastic ceramic pastes. Additive materials are often mixed into the clay based
compounds in order to change an unbeneficial behaviour of the clay (i.g. too high plasticity) or to
improve the properties of the fired products [1-5]. Results from rheological and tribological studies
established that not only the clay but the clay-compounds can also be described as Bingham-fluid at
low shear rate [6,7,8]. However it was also observed that a thin layer built up from clay-suspension
between the forming die and the clay body [9]. Accordingly the extrusion behaviour of the these
materials is influenced by the slip layer beside the shear stress. The aim of this study is the
examination of the layer and the calculation of the layer thickness based on former studies.

2. Background

During extrusion the clay-water suspension fills up the void space between clay particles and owing to
the rapidly increasing pressure it flows in the direction of the die wall [6, 10]. The rigid particles of the
clay behaves as a filter and it retain the rougher fraction of the suspension so a thin layer builds up on
the surface of the extrudate (or on the die wall if we approach from the other side) which has its own
viscosity and thickness. This two behaviours are the function of more parameters such as the
composition of the clay; the extrusion pressure and surface roughness [11]. In the extrusion process
the layer affects the volume of the slip and share fraction of the extruded body. A typical flow of a
clay or a clay based compounds can be seen on the figure 1. The liquid layer at the wall developed not
only by clay-water systems but the at the production of technical ceramic pastes [12-14], drugs [15]
products of the food industry [16], polymers [17] or at the flow of foams, cements through a pipe [18].
For the examination of the layer beside the rheological methods technique based on magnetic
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resonance are also applied [19]. The determination of the rheological parameters and wall slip based
on shaping technology demands a sophisticated method like capillary rheometry [11]. From such a
measurement the true flow curve can be obtained with the description of the flow behaviour.

: \Q\\ Capillary wall
_______ — — - Slip at the wall
Vsiip Vishear Sheared fraction
r —P>
y > Plug flow

Figure 1. Generalized capillary flow profiles of the clay or clay-based compounds

The development of the slip layer is the function of the reological behaviour of the liquid phase,
particle morphology and size distribution of the clay or ceramic pastes [15]. For their alumina paste,
Gracyk and Gleissle [20, 21] found that although the flow through the capillary was entirely plug flow,
there was a dependency of the wall shear stress upon the diameter of the capillary. As thickness of the
slip layer compared to the diameter of the capillary is negligible, it was supposed that the slipping
speed (Vgip) and the thickness of the layer (s) is linearly proportional as follows:

Vinp - T
®7s (1) and = )
S Vs
where s is the shear rate in the layer, 1, is the viscosity of the layer and 1 is the wall shear stress.
Equating the two expression Eq. (1) and Eq. (2), a quantity was introduced: reference slip layer

thickness: s, (Eq.3) Higher s, value means an increase in s and decreases in 1.

V.,
Sr — i: slip (3)
ns 7
s is easily calculable as vy, and T are obtainable from a measurement with a capillary rheometer. The
method was applied by Khan et all [22] for the measurement of alumina paste.

According to Eq. 2 the real thickness of the slip layer (s) remained unknown. Supposing that the
value ns from the EQ.3 is measurable then the real layer thickness becomes calculable because the
shear stress and the slip velocity is available [8]. Based on former experiments [8, 10] the following
conditions were assumed:

the slip layer build up from a suspension of water and the d<2 pm component of the clay;
the moisture content of the layer changes according to the clay mixture;

the thickness of the layer increases as the pressure increases;

slipping speed (vqip) and the thickness of the layer (s) is linearly proportional.

Some related studies supposed some pum for thickness of the layer. Applying Eq. (3) and supposing 1
pm and 5 um for the thickness of the slip layer, the calculation with vy, = 100mm/s data from
measurements with capillary rheometer [8] resulted the shear rate in the layer:

= Vs = -
S;=1pum :> sl =100/0,001= 100000 1/s

S; =5 um Vs2 = 100/0,005= 20000 1/s.

Consequently the shear rate can be as high as 100000 1/s in the layer assuming Newtonian fluid.
Higher shear rates usually measure with capillary rheometer but it is non usable for clay-suspension.
Applying rotational viscometer the measuring limit can be elevated over 1000 1/s and the behaviour of
the suspension became observable.
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3. Materials and methods

An ordinary brick clay with high plasticity (Atterberg number: 21.5) from the Malyi clay deposit
(Hungary) was chosen as the raw material for the examinations. Before preparation of the material, it
was characterised by the XPRD, BET, granulometry and morphology (Table 1.). The mineral
composition of the yellow clay was analysed by XRPD applying a Bruker D8 Advance X-ray
diffractometer. The quantitative result was calculated by Rietveld profile refinement. The yellow clay
consisted of 35.2% clay minerals. Roentgen amorphous materials could be considered to be plastic
components in the clay because these materials are very fine graded aluminium- and iron-oxide-
hydroxides. Oligoclase and microcline represented the feldspar content in an amount of 9.8%. In
addition to the 31.1% free quartz, there were a small amount of dolomite and calcite. Because of the
clay minerals and relatively high amount of roentgen amorphous materials, the clay body showed a
highly plastic and sticking behaviour. The mica content was 15.3%. The particle size distribution was
determined by Horiba LA950 laser granulometer and the specific surface was measured on a
Micrometrics Tristar 3000 instrument. In order to get the finest particle of the clay, the particles was
separated by sedimentation into seven fractions including: Spm<d<15pum; 2pm<d<Sum; d<2pm.
Analysing morphology by means of a Hitachi TM-1000 tabletop SEM found the particles of the clay
have mainly anisotropic shape. The morphology of two fraction can be seen on the Fig 2.

Table 1. Mineralogical composition (wt%), grain size distribution and specific surface area BET
surface area of the clay

Oligoclase Microcline | Calcite | Dolomite | Quartz | Mica | lllite llie Kaolinite XRD
morillonite amorphous
5,4% 4,4% 1,2% 0,9% 31,1% 13{”3 2(?/'(”1 7,9% 4,2% 6,4%
Granulometry dos dos do | CET '(’:u:;"c“o” d<2 2<d<5 | 5<d<15 | 15<d<45
(hm) 19 11,9 50,8 (m?g) ~37 ~48 ~34 ~15

TM-1000_2870 L x50k 20um TM-1000_2849 L g 50 um

Figure 2. Morphology of the clay fractions

According to the above declared conditions, two clay suspension with different moisture content was
prepared. For the examination, the fraction of d<2um was applied and the relative moisture content
was adjusted to w=28% and w=50% by adding water to the suspension. The mixture with lower
moisture content was highly plastic while the other was relatively fluent. The rheological tests were
carried out on a rotational viscometer (Fig.3. Haake RS80; head: CP 2Ti with 25mm diameter). The
gap was set to 0,1mm and the ambient temperature was 23°C. During measurement slow ramp time
was applied up to the maximal shear rate of 1600 1/s.
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Figure 3. Viscometer RS80 and the CP 2Ti 25mm measure head

4. Results and Discussion
The results of the measurements were the flow curves of the suspensions. Each test was carried out
three times and an average of viscosity value was calculated. The shear stress-shear rate and viscosity

doi:10.1088/1742-6596/790/1/012013

curves are presented on the Fig. 4. The Fig 5 represents the average stress and viscosity values.

Herschel-Buckley model
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Figure 4. Flow curves for fraction below 2 um, moisture content w=28% (a.) and w=50%-0s (b.)
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Figure 5.Averaged flow curves for fraction below 2 um,

moisture content w=28% (a.) and w=50%-0s (b.)
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The viscosity results are summarized in the Table 2. It is visible in Fig 5 that as the shear rate
increases the viscosity of the suspension tends to reach a limit value. The viscosity of the suspension
was below 1 Pas for both moisture content. It follows from this that the viscosity of the slip layer can
be changed between the viscosity of the pure liquid phase (viscosity of water is 0.001 Pas) and around
0,64 Pas. Supposing that the non-compressibility of the suspension and take the viscosity value as
constant at high shear rates, it can be extended over 10000 1/s. Results also show that the clay fraction
(d<2um) followed the Herschel-Buckley model (Eq.4) for both water content. The model parameter
and coefficient of determination are summarized in table 3.

Table 2. Viscosity of clay-water suspension Table 3..Model parameters
Fraction Water Viscosity over Ty K n r’
content 1000 1/s, Pa Pas
w, % 1, Pas w=28% 76,20 259,40 0,166 0,94
d<2um 28 0,64 w=50% 37,74 96,22 0,179 0,96

d<2pum 50 0,27

Applying the viscosity value in Eq.3, the “s” layer thickness was calculated. The table 4 shows the
values of the shear stress and the slip velocity which were the basis of the calculation. They were
obtained from the analysis of the same yellow clay with capillary rheometer and they were presented
in other study [8]. The ram speed affected the slip velocity and the shear stress for all applied capillary
diameter (d=3; 4 and 5mm). The Fig.6 illustrates the calculated slip layer thickness as a function of
extrusion (ram) speed for three different capillary diameter. During shaping, the calculated thickness
of the slip layer resulted in some micrometer.

Table 4. The shear stress and the slip velocity data for different capillary

T Ves d3 Ves d4 Vs ds
Pa mm/s mm/s mm/s
0,27 25,32 4,69 1,79
0,29 35,57 9,23 4,28
0,31 46,42 13,55 6,74
0,33 57,40 17,82 9,18
0,35 68,41 22,06 11,61
0,37 79,45 26,28 14,04
0,39 90,50 30,50 16,47
0,41 101,56 34,71 18,90

During extrusion of clay and clay-based compounds the layer behaves similar to this. Fig. 6 shows that
the layer was also thicker as the extrusion speed increased. As extrusion speed and the extrusion
pressure increase parallel it facilitates the flow of the suspension toward the die wall. The thickness is
tends to reach a limit and this limit value is the function of the mineral and water content and also the
extrusion pressure and surface roughness. Former studies proved [6, 7, 8] that clay and the clay with
additives (clay compounds with pore former and opening agents) behaves similar i.e. Bingham model.
However the thickness of the layer was calculated point to point from the measurement data and it
showed non-linear tendency.
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Figure 6. The change of thickness of the slip layer as the function of extrusion speed

Summary

In this study the slip layer was examined which is usually built on the surface of a heavy-clay products
during shaping. The layer is composed of suspension of the finest clay particles and water. The basic
condition for formation of the layer was defined and it was characterised by means of capillary and
rotational rheometer. The viscosity of the clay fraction (d<2um) was determined and based on the
results of earlier tests of the clay the layer thickness was calculated..
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