ISSN 0321-4095, Voprosy khimii i khimicheskoi tekhnologii, 2021, No. 6, pp. 45-50 45

UDC 666.973.6

A.O. Musina, 0.0. Sihunov, O.P. Ryzhova, O.S. Sverdlikovska, A.O. Hura

PROCESSES OF STRUCTURE AND PHASE FORMATION OF AERATED CONCRETE
OF NON-AUTOCLAVE HARDENING CONTAINING FERROSILICON AS A GASIFIER

Ukrainian State University of Chemical Technology, Dnipro, Ukraine

The paper deals with the structure and phase composition of non-autoclave aerated concrete
with a density of 600—800 kg m™ using ferrosilicon as a gasifier. The conditions of formation
of porous structure of aerated concrete and preparation of calcium hydrosilicates were
considered. Phase composition of the samples was investigated by means of X-ray phase
analysis and differential thermal analysis. Analysis of X-ray patterns showed that the test
samples contained tobermorite 11.3 A (5Ca0-6Si0,-5.5H,0), xonotlite (6Ca0-6Si0,-H,0)
and a-dicalcium silicate hydrate (2Ca0-SiO,-H,0) as a binder. It was established that
there is an increase in the content of hydrosilicate phases with an increase in the content
of gasifier in the vast majority of cases. The obtained data were confirmed by the results of

differential thermal analysis.

Keywords: ferrosilicon, aerated concrete, gasifier, phase composition, calcium hydrosilicates.

DOI: 10.32434/0321-4095-2021-139-6-45-50

Introduction

One of the main tasks of the construction
industry is to expand the range of available and
develop new building materials and products, reduce
energy and material consumption of production,
ensure savings of binders and increase the quality of
products based on them. Autoclaved aerated concrete
is the most popular material in the construction
market as of today. It combines high thermal
insulation and structural properties. The properties
largely affect the quality of the structure and durability
of cellular concrete. The quality of the structure is
influenced by the compositions and methods of
manufacturing aerated concrete. Aerated concretes
mainly consist of closed pores 0.2—2.0 mm in size
(60—85%). The shape of the pores is a parameter
that characterizes the degree of deformation of
spherical pores into regular polyhedra. An increase
in cellular porosity of system, a decrease in surface
tension, an increase of stability of the mass and a
rapid fixation of the structure by hardening lead to
molding polyhedra pores. The higher the porosity,
the more precise the polyhedra shape should be.
Conditions for the formation of a porous structure
were investigated earlier [1]. The method was based
on the following main statements that reflect the
dependences of the properties of aerated concrete
on its structure: (i) the initial mixtures should contain

a minimum amount of water in order to obtain the
densest and strongest walls of the pores; (ii) pores
should have the densest packing at their maximum
ratio to the pore volume from evaporated free water;
and (iii) the volume of the mixture should be
sufficient for filling the interporous space. Saley et
al. [2] studied the factors determining the structure
of cellular concrete; it was concluded that the kinetics
of gas evolution and change in time of structural
and mechanical properties of the mixture have a
decisive influence on the properties of the material.

Korolev et al. [3] and Gorshkov et al. [4]
examined the issue of optimizing the composition
and structure of structural and heat-insulating aerated
concrete. They proposed a calculation model which
is reduced to solving a system of equations in which
the strength at compression of aerated concrete can
be represented as a maximum ratio load to the area
of the elementary cell.

As is known, the structure of aerated concrete
mainly consists of hydrate and silicon-containing
components. The main hydrate phases formed in
aerated concrete are calcium hydrosilicates, in
particular tobermorite 11.3 A (5Ca0-6Si0,-5.5H,0)
and xonotlite (6Ca0-6Si0,-H,0) [4—8].

The aim of the work is to study the process of
formation of the structure and determine
mineralogical composition of aerated concrete
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products of non-autoclave hardening, which contain
a gasifier based on ferrosilicon.

Experimental

The examined samples of acrated concrete were
produced from the following materials: Portland
cement clinker, gypsum stone, lime, river sand,
ferrosilicon and caustic soda. Testing of compositions
was conducted for several compositions shown in
Table.

Compositions of aerated concrete

The content of acrated concrete
Composition components, wt.%
cement sand lime
1 32 52 16
35 54 11

The phase composition of non-autoclaved
aerated concrete was investigated using complex
X-ray phase and differential thermal (DTA) analyses.
The identification of X-ray peaks, endo- and
exothermic effects on DTA curves were performed
using reference data given elsewhere [4]. X-ray phase
analysis was performed by diffraction patterns powder
obtained on an automatic diffractometer DRON-3,
using X-ray tube with cobalt and copper anticathode.
Thermal stability of the samples was investigated ona

Q-1500D derivatograph of the Paulik-Paulik-Erdey
system in the temperature range of 20—900°C with
the rate of temperature rise of 10 deg min~'. Exposed
samples were ground to a full passage through a sieve
No. 0063.

Results and discussion

The macrostructure of aerated concrete with a
density of 600—800 kg m™ reveals uniform porous
structure with sustained pore sizes from 0.3 to 1.5 mm,
which form a hollow structure represented by pores
of oval or round shape without shells or cracks on
the surface of the interporous septa (Fig. 1). The
polydisperse nature of the pore distribution is ensured
by the uniform distribution of smaller pores between
large pores.

Non-autoclaved aerated concrete is made using
Portland cement. Thus, the processes of setting and
hardening of cement in the presence of components
of the porous mass determine the mineral
composition of newly formed structures and
properties of products [9—12].

Analyzing the results of calculations of the
number of interporous walls and pores in non-
autoclaved aerated concrete (Figs. 1 and 2), we can
see the following:

— when the content of ferrosilicon is 3 wt.%,
the number of pores and walls is about 40% and

Fig. 1. Macrostructure of non-autoclaved aerated concrete with FeSi as a gasifier (composition 1) at different content of
ferrosilicon (wt.%):a — 3; b —4andc — 5

Fig. 2. Macrostructure of non-autoclaved aerated concrete with FeSi as a gasifier (composition 2) at different content of
ferrosilicon (wt.%):a — 3; b —4andc — 5
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Fig. 3. X-ray patterns of aerated concrete compositions
(composition 1) with FeSi as a gasifier at different content of
ferrosilicon (wt.%): a —3;b—4andc — 5

60%, respectively (Figs. 1,a and 2,a);

— when the content of ferrosilicon is 4 wt.%,
the number of pores and walls is approximately 46%
and 54%, respectively (Figs. 1,b and 2,b);

— when the content of ferrosilicon is 5 wt.%,
the number of pores and walls is about 65% and
35%, respectively (Figs. 1,c and 2,c).

Thus, the increase in the content of ferrosilicon
as a gasifier resulted in an increase in the pore space
of the aerated concrete composition.

In order to establish the mineralogical
composition of aerated concrete compositions
containing ferrosilicon as a gasifier, X-ray phase
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Fig. 4. X-ray patterns of aerated concrete compositions
(composition 2) with FeSi as a gasifier at different content of
ferrosilicon (wt.%):a — 3; b —4andc — 5

analysis was performed, the results of which are
presented in Figs. 3 and 4.

Analysis of X-ray patterns showed that the
studied samples contain tobermorite 11.3 A
(5Ca0-6Si0,-5.5H,0), xonotlite (6Ca0-6Si0,-H,0)
and a-dicalcium silicate hydrate (2Ca0-SiO,-H,0).
It should be noted that there is an overlap of some
peaks of tobermorite and quartz, in particular for
1.53 A. In addition, the most intense peaks are
observed for 3.29—3.32 A, which are characteristic
of quartz. A small number of calcium hydrosilicate
peaks in the X-ray patterns of non-autoclaved aerated
concrete may indicate the presence of poorly
crystallized and lime-rich gel (the so-called
C—S—H-gel), which is virtually unidentifiable and
merges with a background line.
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Fig. 5. Dependences of the intensity of peaks of hydrosilicates
on the amount of FeSi: 1 — tobermorite at the peak of 3.01 A
(composition 2); 2 — xonotlite at the peak of 1.81 A
(composition 1); 3 — xonotlite at the peak of 1.81 A
(composition 2); and 4 — tobermorite at the peak of 3.01 A
(composition 1)

The dependences of the intensity of the most
characteristic peaks of hydrosilicates on the amount
of FeSi in the composition are plotted in Fig. 5.

There is an increase in the content of xonotlite
with increasing the gasifier content from 3 to 5 wt. %
for compositions 1 and 2, as the intensity of its
characteristic peaks increases (Fig. 4). For example,
the peak of 1.81 A increases from 13.01 to 22.31 (by

DTA

a

42%) and from 18.97 to 24.57 (by 23%) for
compositions 1 and 2, respectively.

A similar relationship is also observed in case
of formation of tobermorite. Thus, the intensity of
the peaks of 3.01 A characteristic of this mineral
increases with increasing FeSi as a gasifier from 21.1
to 31.47 (by 33%) for composition 1. At the same
time, the content of this hydrosilicate for composition
2 does not change.

Analyzing the presence of quartz, it should be
noted that a clear relationship between the height of
the peaks and the content of the gasifier is not
observed.

The presence of hydrosilicates established by
X-ray phase analysis is confirmed by DTA data (Fig. 6).

According to the data of thermogravimetric
analysis, the average total weight loss of samples of
compositions 1 and 2, which contain 5 wt.% of
ferrosilicon, is 17%. For them in the temperature
range of 20—490°C, there is a loss of about 33% of
the weight of the sample. The weight loss of the
sample at the temperature of up to 490°C is explained
by the processes of oxidation and combustion of
organic compounds (stearic acid and surfactants) and
the removal of physically bound moisture. The main
weight loss of the sample is about 67% in the
temperature range of 490—805°C. The endothermic
effect at 580°C corresponds to the dehydration of
portlandite Ca(OH), as well as the polymorphic
conversion of B-quartz into a-quartz. There is a
dehydration of xonotlite, which is confirmed by the

16

DIG

~

DTA

b
Fig. 6. Thermograms of aerated concrete compositions with FeSi as a gasifier: a — composition 1; b — composition 2
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endothermic effect on the DTA curves with a
maximum at the temperatures of 795°C and 805°C
for compositions 1 and 2, respectively. The
exothermic effect at 830—840°C on both thermograms
is due to the presence of tobermorite 11.3 A, which
loses residual water at this temperature, after which
wollastonite crystallizes on its basis. An exothermic
effect at 320°C and 330°C is also observed on the
DTA curves of both samples, which cannot be
precisely explained.

Conclusions

The use of ferrosilicon as a gasifier in the
production of non-autoclaved aerated concrete allows
forming dense and strong interporous partitions and
uniform fine-porous structure of the material. An
increase in the content of ferrosilicon in the range
of 3—5 wt.% in the composition leads to a symbate
increase in the volume of the pore component by
35—40%. Various methods of analysis showed that
the phase composition of acrated concrete with FeSi
as a gasifier is represented mainly by tobermorite
(5Ca0-6Si0,-5.5H,0), xonotlite (6Ca0-6Si0,-H,0)
and a-dicalcium silicate hydrate (2Ca0O-SiO,-H,0),
which act as binder components, as well as unbound
quartz (Si0,) as a filler. It should also be noted that
the formation of these calcium hydrosilicates is more
intense in samples with reduced specific gravity,
which correlates well with the data obtained by
Kaftaeva et al. [13].
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ITPOILIECU CTPYKTYPO- I PA3OYTBOPEHHS
TABOBETOHY HEABTOKJ/IABHOI'O TBEPAIHHA 3
GEPOCUIIHIEM B AKOCTI TA3OYTBOPIOBAYA

A.0. Mycina, 0.0. Cieynos, O.11. Pusxcosa,
0.C. Csepoaixoscoka, A.O. I'ypa

HanmaHno pe3ynbraTté mOCHiIKEHb CTPYKTYpH i (hazoBoro
CKJIajly HeaBTOKJIABHOTO Ta300eToHyY 1ijibHicTIO 600—800 Kr/M3
3 BUKOPUCTaHHSIM (epocuillito sIK ra3oyTBopioBaya. Posris-
HyTi YMOBU (hOPMYBaHHSI ITOPUCTOI CTPYKTYPH Ta300€TOHY i yT-
BOPEHHSI TilPOCUITIKaTiB KaJIbLIil0. 3AiiCHEHO NOCTiKeHHSI (ha-
30BOTO CKJIay 3pa3KiB 3a IONIOMOrol0 peHTreHo(ha30BOro Ta au-
(epeHLilHO-TepMiYHOTrO MeTONIB aHami3y. AHami3 nudpakro-
rpaM ToKa3aB, 110 AOCTIKeHi 3pa3Ku MIiCTSITh K B’SIKydi pedo-
BuHu Tobepmoput 11,3 A (5Ca0-6Si0,-5,5H,0), KCOHOTIIT
(6Ca0-6Si0,-H,0) Ta o-rigpaT ABYXKaJbLi€BOrO CHIIiKATY
(2Ca0-Si0,-H,0). BcraHomieHo, 110 B MepeBaXkHiil KiIbKOCTI
BMITAJIKiB CIIOCTEPIra€Thes 301IbIIEHHS BMICTY TpOCUITIKATHUX
¢as, 3i 30IbLIEHHSIM BMIcTy raoyTBoptoBaya. OTpumaHi naHi
MiATBEPIXKYIOTbCS pe3ybTaTaMu IudepeHiitHO-TepMiYHOTO
METONy aHai3y.

KaouoBi ciaoBa: depocuniuiit, HizaproBaTuit 6eTOH,
ra3zoyTBopioBay, ¢azoBuii CKJa, TiIPOCUIiKaTH Kalbllii0.
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The paper deals with the structure and phase composition
of non-autoclave aerated concrete with a density of 600—800 kg m™
using ferrosilicon as a gasifier. The conditions of formation of
porous structure of aerated concrete and preparation of calcium
hydrosilicates were considered. Phase composition of the samples
was investigated by means of X-ray phase analysis and differential
thermal analysis. Analysis of X-ray patterns showed that the test
samples contained tobermorite 11.3 A (5Ca0-6Si0,-5.5H,0),
xonotlite (6Ca0-6Si0,-H,0) and a-dicalcium silicate hydrate
(2Ca0-Si0,-H,0) as a binder. It was established that there is an
increase in the content of hydrosilicate phases with an increase
in the content of gasifier in the vast majority of cases. The obtained
data were confirmed by the results of differential thermal analysis.

Keywords: ferrosilicon; aerated concrete; gasifier; phase
composition; calcium hydrosilicates.
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