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The Influence of Al;O3; Nanoparticles on Electron Transport
in a Polymer Solar Cell

The effect of Al2O3 nanoparticles on the electron transport of SnO2-based electron transport layer (ETL) in
polymer solar cells was studied. Comprehensive studies of the morphology, optical, electrophysical and pho-
toelectric properties of the composite films were carried out. It was found that doping SnO> films with Al2O3
nanoparticles leads to a decrease in the surface roughness of the composite films. According to the absorption
spectra, it was shown that an increase in the concentration of Al203 nanoparticles in SnOz films leads to a de-
crease in the optical bandgap. Analysis of the impedance spectra showed that there is a critical concentration
of Al2Os nanoparticles at which the maximum improvement in the electrotransport characteristics of SnO2
films is observed. At high Al2O3 concentrations (over 15 %), a decrease in electron mobility and an increase
in recombination in the studied composite film are observed. Photovoltaic measurements have demonstrated
that the highest efficiency of 2.8 % polymer solar cells is achieved at an optimal concentration of Al2O3 na-
noparticles equal to 15 %. Further increase in the content of Al2O3 nanoparticles leads to a decrease in the ef-
ficiency of polymer solar cells. Since localized negative charges in Al.O3 nanoparticles create a local electric
field, they screen the recombination of minority charge carriers in ETL SnOz. This suppresses the leakage
current in devices. Therefore, it is important to investigate the charge transfer mechanism in SnO2:Al20s3 films
and evaluate their potential for application in polymer solar cells.

Keywords: SnOz, Al203, morphology, absorption, band gap, Bode plots, impedance, current-voltage charac-
teristics

HCorresponding author: Assel K. Mussabekova, assel50193@gmail.com

Introduction

The demand for transparent conductive oxides (TCO) materials that combine high optical transparency
and good electrical conductivity is growing rapidly due to the development of optoelectronic technologies.
Such materials are in demand in thin-film solar cells [1], charge storage devices [2], flat-panel displays [3],
gas sensors [4] and other applications. The most studied TCOs are films based on TiO,, ZnO, SnO; and oth-
ers, research that has been ongoing for over 40 years. These materials are wide-bandgap n-type semiconduc-
tors. Among the known n-type TCOs, the best characteristics are demonstrated by In;O3:Sn, SnO:F and
ZnO:Al composites [5], which have a transparency above 90 % and a specific resistance of about
10~* Ohm-cm [6, 7].

6 BecTHuk KaparaHguHckoro yHnsepcuteTa
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The Influence of Al2O3 Nanoparticles ...

SnO; and its composite materials are widely known for their pronounced structural and optical proper-
ties when scaled down to the nanoscale. The efficiency of devices based on them is largely determined by the
electrical and optical properties of transparent electrodes, as well as the technology of their production [8]. It
is known that the degree of improvement of these properties depends significantly on the chemical composi-
tion, particle size and specific surface area of SnO,.

One of the major challenges in obtaining high-performance SnO,-based organic solar cells (OSCs) is
the presence of defects such as oxygen vacancy [9] and other surface-related defects [10, 11]. These can lead
to poor charge transport and low power conversion efficiency (PCE) in devices [12]. In addition, oxygen-
induced degradation of the photoactive layer can occur in the metal oxide layer, allowing atmospheric oxy-
gen to diffuse into the cell, resulting in an increase in defects that adversely affect the performance of the
device [13]. Minimizing defects and reducing carrier recombination in the SnO; film by passivating the
ETL/photoactive layer interface is critical in the fabrication of high-performance OSCs.

Wu et al. reported that the defect states of ZnO were suppressed by modifying its surface with an ul-
trathin Al layer, which could be partially oxidized to AlOx [14]. It is known that the ultrathin Al,O; film is an
effective surface passivation method in silicon-based solar cells by utilizing its unique ability to form a layer
without point defects [15]. It not only provides good chemical passivation by reducing the defect density at
the interface through the hydrogen passivation associated with the deposition process, but also leads to a de-
crease in the minority carrier concentration near the interface due to the built-in electric field, which is called
field effect passivation [16, 17]. In this case, the negative charges localized in the Al,Os layer create a local
electric field that screens the recombination of minority carriers [18]. Moreover, it is reported that the Al,O3
layer can also suppress the leakage current in the device, which turns out to be another advantage of Al,O;
passivation [19]. Currently, ALbO; composites are at the threshold of commercial solar cell production and
large-scale photovoltaic cell production [20], while there are rare reports of their use for OSC passivation.
Thus, the use of Al,Os may have potential applications in the field of photovoltaics.

Despite the studies conducted on the synthesis of SnO» films doped with Al,Os; [21], their electro-
transport properties are still poorly understood. Therefore, it is important to study the charge transfer mecha-
nism in such films and evaluate their potential for use in optoelectronic devices. This paper presents the re-
sults of a study of the effect of Al,O3; nanoparticles on electron transport in ETL SnO, polymer solar cells.

Experimental

Thin films preparation

The preparation of FTO substrates was carried out according to the procedure detailed in reference [22].
Composite films based on SnO, were obtained by the sol-gel method. The scheme for preparing composite
films is shown in Figure 1. The initial reagents were SnCl, (99.9 %, Sigma Aldrich) in an amount of 2.25 g
and AlCl; (99.9 %, Sigma Aldrich) in an amount corresponding to Al,O; concentrations of 5 % (0.0667 g),
10 % (0.1334 g), 15 % (0.2001 g), 20 % (0.2268 g) and 25 % (0.33335 g). SnCl, and Al,O3 were dissolved in
1 ml of ethyl alcohol (99.9 %, Sigma Aldrich).

- 0
Precursor ' Annealing T=500C ® Sn0,

— - — {1 vALO,
AP,
7 @

Spin-coating

Figure 1. Scheme for preparing SnO,:Al,O3 composite films

Afterwards, the prepared solutions were continuously stirred at 80 °C for 2 hours, followed by 24 hours
at room temperature to complete the reactions and composition. Then, the obtained solution was applied to
the surface of the substrates by centrifugation (on a SPIN150i centrifuge, Semiconductor Production System)
at a rotation speed of 4000 rpm. The rotation time of the centrifuge at this rotation speed was 30 seconds.
The obtained films were thermally annealed in air at a temperature of 500 °C for 1 hour.

To assemble the FTO/Sn0;:AlLOs/P3HT:PCBM/PEDOT:PSS/AgOSC, the photoactive material
P3HT:PCBM was dissolved in chlorobenzene and stirred for 24 hours at room temperature. The photoactive
layer was applied by centrifugation at a rotation speed of 2000 rpm on the FTO substrate, previously

Cepus «dusukay. 2025, 30, 3(119) 7
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deposited with the SnO,:Al,Os film. Afterwards, the obtained film was annealed in air at a temperature of
140 °C. The hole-transport layer of PEDOT:PSS was applied to the surface of the photoactive layer at a
substrate rotation speed of 3000 rpm, after which the substrate was annealed at a temperature of 120 °C. At
the final stage of OSC assembly, a silver electrode was applied to the surface of the hole-transport layer by
vacuum-thermal deposition.

Analysis methods

Film surface morphology images were obtained using a MIRA 3LMU (TESCAN) electron microscope.
A Co sample (9905-17, Micro-Analysis Consultants Ltd Unit 19, Edison Road, St lves Cambridgeshire
PE27 3 LF U.K.) was used as a standard for EDX analysis. The surface topography of the samples was stud-
ied using a JSPM-5400 atomic force microscope manufactured by JEOL Ltd. Probes manufactured by NT-
MDT were used for scanning. Scanning was performed in a semi-contact mode with resonance frequency
parameters of 140-390 kHz, cantilever stiffness of 3.1-37.6 N/m, and probe rounding radius of 10 nm; the
scanning speed was 10 pm/s. Surface morphology parameters were calculated using the WinspmlI Data Pro-
cessing software package manufactured by JEOL Ltd.

The absorption spectra of the films were measured using the Avantes universal spectrometric complex
based on the AvaSpec-ULS2048CL-EVO spectrometer and the AvalLight-DHc deuterium-halogen combined
light source with a spectral emission range of 200-2500 nm.

The current-voltage characteristics of the solar cells were measured using the PVIV-1A setup (Newport.
Canada). The Sol3A solar energy simulator (class AAA, Newport. Canada) with a radiation intensity of
100 mW/cm? was used as a light source.

The impedance spectra were measured using a P-45X potentiostat-galvanostat (Elins, Russia) with an
additional FRA-24M frequency analyzer module installed to measure the electrophysical characteristics on
alternating current.

Results and Discussion

Surface morphology

Figure 2 shows scanning electron microscope (SEM) images of the surface morphology of SnO, and
Sn0,:ALO3 (25 %) films, as well as a cross-section of the films. Analysis of the SEM images demonstrates
the presence of micro-holes on the surface of the SnO; films, which is typical for thin-film structures [23].
Comparison of SnO,:Al,Os films with different concentrations of Al,O; shows that the addition of 25 %
AlO3 to SnO» leads to the formation of a more uniform surface structure: the films become smoother and
fine-grained, indicating a change in morphology when doped with Al,O3 nanoparticles.

Cross-section images of the studied films demonstrate that the film thickness increases with the addition
of Al,Os nanoparticles to SnO, from 79.69 nm to 93.73 nm.

Figure 2. SEM images of the morphology of films and cross-section of SnO,, SnO,:ALO; (25 %).
Inset shows EDX spectra
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Figure 3 shows atomic force microscope (AFM) images of SnO; and SnO,:Al,Os3 (25 %) films. The root
mean square roughness (RMS) values for SnO; and SnO>:A1:03 (25 %) films are 2.4 and 1.83, respectively.

Figure 3. AFM images of SnO; and SnO,:ALLO3 (25 %) films

From the analysis of the surface morphology it follows that the addition of Al,Os helps to reduce the
roughness of the films. This phenomenon can be explained by the fact that Al,O3 helps to reduce and fill the
micro-holes present on the surface of SnO, films, thereby improving the texture and increasing the
homogeneity of the surface.

Optical properties

Figure 4a shows the absorption spectra of SnO; films and SnO;:AlO3 composite films with different
concentrations of Al,O3; nanoparticles (5 %, 10 %, 15 %, 20 %, 25 %). It follows from the analysis of the
spectra that all the studied samples have a relatively high absorption coefficient in the region of A<600 nm,
the value of which increases with an increase in the content of Al,O3 nanoparticles. In addition, the graph
shows the wavelength of the optical absorption edge, determined by the method of linear extrapolation of the
steeply increasing section of the spectrum. The dependence of the absorption edge position on the concentra-
tion of Al,Os nanoparticles is presented in Table 1. The optical absorption edge corresponds to the energy
threshold of the interband transition and reflects the fundamental width of the band gap [24].
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10% Sn0,:ALO, loz/o Sn0,:ALO,
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Figure 4. Absorption and Tauc plot of SnO and SnO,:Al,O03 (5 %, 10 %, 15 %, 20 %, 25 %)

With increasing concentration of Al,Os, a regular shift of the absorption edge to the region of longer
wavelengths is observed, which indicates a change in the optical width of the forbidden material. In particu-
lar, for the SnO, film, the wavelength of the absorption edge is 320 nm, whereas for films with Al,O3 nano-
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particles in concentrations of 5 %, 10 %, 15 %, 20 % and 25 %, this parameter increases to 419 nm, 451 nm,
482 nm, 498 nm and 506 nm.

Table 1
Optical parameters of SnOz and SnO2:ALOs (5 %, 10 %, 15 %, 20 %, 25 %)
Samples Aedse, N | D, optical density | Optical band gap (eV)
SnO, 320 0.37 2.83
5 % Sn07:Al,03 419 0.41 2.33
10 % SnO,:AlLO; 451 0.44 2.24
15 % Sn0,:AlLOs 482 0.47 2.12
20 % Sn0,:AlLO; 498 0.51 1.98
25 % Sn0,:AlLO; 506 0.56 1.87

Figure 4b shows the dependence of the optical band gap on the concentration of Al,Os nanoparticles in
SnO, and SnO»:Al,O3 thin films with a content of 5 %, 10 %, 15 %, 20 % and 25 %. The optical band gap
values of the films were calculated using the Tauc plot method [25]. The change in the optical band gap al-
lows characterizing the electrical properties of the material, since it is directly related to the energy differ-
ence between the valence band and the conduction band. According to the data presented in Table 1, an in-
crease in the concentration of Al,Os nanoparticles leads to a consistent decrease in the optical band gap: for
the SnO; film it is 2.83 eV, while for the composite films it decreases to 1.87 eV with an increase in the con-
centration of Al,O3 nanoparticles. It should be noted that reducing the optical band gap improves the transi-
tion of electrons from the valence band to the conduction band, resulting in an increase in the conductivity of
the material [26].

Photoelectrical characterizations

Figure 5 shows the current-voltage characteristics of polymer solar cells with the
FTO/Sn0,:Al,Os/P3HT:PCBM/PEDOT:PSS/Ag structure with ETL based on SnO, with different contents
of AlLOs nanoparticles. The current-voltage characteristics parameters are given in Table 2. Upon photoexci-
tation of the photoactive P3HT:PCBM layer, an electron—hole pair is formed, which then disintegrates into
free charge carriers at the SnO»/P3HT:PCBM and P3HT:PCBM/PEDOT:PSS interface. As a result, electrons
are injected into the ETL layer of SnO,, and holes into the hole transport layer (HTL) of PEDOT:PSS
(Fig. 5b). As a result of this process, a photocurrent will flow in the circuit under study. Al,O3 nanoparticles
in the ETL serve to block the process of reverse electron transfer from SnO; to the PCBM acceptor. Addition
of Al,O3 nanoparticles to a concentration of 15 % in the SnO; film promotes an increase in the short-circuit
current density by 32 %. A further increase in the concentration of Al,O3 nanoparticles leads to a decrease in
the short-circuit current density. The efficiency of the cell with SnO, was 1.9 %, while it increased to 2.8 %
with the addition of Al,O; nanoparticles at a concentration of 15 %.

08 -4 —Sn0, Electron
&5 —— 5% Sn0,:ALO, SRty oy 23
g ——10% Sn0,:Al,0, /x
2 15% Sn0,:ALO, _“\}0 Al
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% 25% Sn0,:Al,0, oA . g
o 4
é Unit:eV Al0s PCBM &
2 044 FTO Ag
5 o
) 500,
5 )
E 02 T s
O o
Hol
§ pethway
0.0 T T r .
0.0 0.2 0.4 0.6 0.8 1.0
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Figure 5. Current-voltage characteristics of SnO, and SnO,:AL,O3 (5 %, 10 %, 15 %, 20 %, 25 %)

The increase in short-circuit current and cell efficiency with the addition of Al,O3 nanoparticles is asso-
ciated with an increase in the concentration of free charge carriers in the composite film [27]. Additionally,
Al,Os nanoparticles reduce the number of surface defects, which decreases the probability of electron-hole
recombination.
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The decrease in efficiency with an increase in the content of Al,O3; nanoparticles above 15 % is obvi-
ously associated with the formation of structural and interphase defects that contribute to an increase in the
recombination of charge carriers [28].

Table 2
Current-voltage parameters of SnO: and SnO2:ALO3 (5 %, 10 %, 15 %, 20 %, 25 %)
Samples U,e (V) Jsc (mA/cm?) Unax(V) Jmax (MA/cm?) FF PCE %

SnO; 0.65+0.01 7.65+0.05 0.41+0.01 4.440.05 0.37 1.9+0.05
5 % Sn0,:AlL,03 0.7£0.01 7.55+0.05 0.43+0.01 4.6+0.05 0.38 240.05
10 % Sn0,:AlL03 0.72+0.01 8 £0.05 0.46+0.01 4.940.05 0.39 2.3+0.05
15 % Sn0,:ALLOs 0.73+0.01 8.1+0.05 0.51+0.01 5.4+0.05 0.46 2.8+0.05
20 % Sn0,:ALLO; 0.64+0.01 6.55+0.05 0.37+0.01 3.9+0.05 0.35 1.5+0.05
25 % Sn0,:ALLO; 0.61+0.01 5.9+0.05 0.38+0.01 4.1£0.05 0.43 1.6+£0.05

To investigate the effect of Al,O3 nanoparticles on the electron transport of SnO, in polymer solar cells,
electrical impedance spectra were measured (Fig. 6a).
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o 4 2T
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ReZ, Ohm Frequency, Hz
a) b)

Figure 6. Impedance spectra and Bode plot SnO; and SnO3:AL,03 (5 %, 10 %, 15 %, 20 %, 25 %)

Figure 6(a) shows the impedance plots of the organic solar cells with the
FTO/Sn0,:Al,O3/P3HT:PCBM/PEDOT:PSS/Ag structure. The electrical parameters were calculated based
on the spectral data (Table 3) using the equivalent electrical circuit shown in the inset of Figure 6(a).

In this scheme, R, denotes the equivalent resistance of the external electrodes (including Rero,
RSn02:AL:0s, PEDOT:PSS and Ag), and R, reflects the resistance associated with electron transfer at the
interfaces between the P3HT:PCBM/SnO;:Al,O3 and P3HT:PCBM/PEDOT:PSS layers. Table 3 shows the
electrophysical parameters of the FTO/SnO,:Al/P3HT:PCBM/PEDOT:PSS/Ag structure. The organic solar
cell is a multilayer structure. Since the photoactive layer and the electrodes were deposited under the same
conditions, the R,, value is almost the same in all cases. Its slight change with an increase in the Al.O;
concentration is associated with an insignificant change in the film thickness. Changes in the R; value
indicate the influence of the P3HT:PCBM/ETL interface on the electron transfer process. A decrease in Ry
indicates an improvement in electron transport at the interface. As can be seen from Table 1, the cells with
ETL with a concentration of Al,O3 nanoparticles of 15 % have the lowest resistance R, which indicates the
formation of a film with improved conductivity and a lower degree of defectiveness. However, with an
increase in the concentration of Al,Os nanoparticles above 15 %, an increase in recombination at the
P3HT:PCBM/Sn0;:Al,O; interface is observed, which is associated with the formation of structural and
interphase defects.

The mobility of charge carriers is one of the most important electrotransport parameters of thin films.
There are a number of methods for its experimental determination [29], but each of them is characterized by
certain limitations and disadvantages [30]. In this work, we used the impedance spectroscopy method to de-
termine the conditional mobility of charge carriers u, in the studied samples described in detail in [31].
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The diffusion coefficient Dn was determined by the following formula:

2
Dn:TL—D. (1)

Where L is the film thickness, tD is the effective time of charge passage through the OSC. The value of
the conditional hole mobility p was determined by the formula:

_e*Dn
k,*T

K ()

Where e is the electron charge, kz is the Boltzmann constant, 7 is the temperature.

As can be seen from Table 1, the conditional electron mobility increases and has a maximum value for
OSC with ETL based on SnO, with a concentration of Al,Os nanoparticles equal to 15 %. The minimum val-
ue of the conditional electron mobility in OSC is observed for OSC with ETL based on SnO; with Al,Os; na-
noparticles with a concentration of 25 %. Obviously, the observed decrease in the values of the conditional
electron mobility in OSC with exceeding the concentration of Al,O; nanoparticles of 15 % is explained by
the different degrees of probability of electron scattering on defects formed at the P3HT:PCBM/SnO,:Al,O3
interface.

Figure 6(b) shows the Bode plot analysis, which allows estimating the carrier lifetime in OSC [32]. As
can be seen from Figure 6(b), the phase angle maximum for the cell (with 15 % Al;O; nanoparticles in ETL)
is shifted to lower frequencies compared to pure SnO,-based ETL, indicating a longer carrier lifetime. This
indicates a more effective suppression of charge recombination. Thus, the data clearly demonstrates the im-
portance of the spatial separation of electron transport channels achieved by the incorporation of Al,O3 na-
noparticles.

Table 3
Impedance parameters of SnO2 and Sn02:ALOs (5 %, 10 %, 15 %, 20 %, 25 %)

Samples Ry, (Ohm) Ry, (Ohm) C, (pF) tp, (pS) Dy, (cm?, 5D |y, (cm?V!, s
SnO, 68 11107 2.2517E-08 153 39.74 1.5
5 % Sn0,:AlLO3 72 6247 1.8231E-08 131 46.35 1.8
10 % Sn0O,:ALLO; 81 4219 1.4762E-07 119 50.9 2
15 % Sn0,:AlLO; 87 2694 1.0923E-07 95 64 2.5
20 % Sn0,:ALLO; 64 31328 3.103E-08 198 30.64 1.2
25 % Sn0,:ALLO; 59 33105 3.719E-08 219 27.73 1.1

Thus, the conducted study demonstrates how the use of Al,Os nanoparticles in ETL affects the efficien-
cy of polymer solar cells. The obtained data can be applied in the development of optoelectronic devices,
including integrated circuits, microelectronic optical systems, as well as organic photoconverters, sensors
and light-emitting diodes (OLEDs).

Conclusions

Composite SnO; films with different contents of Al.O3; nanoparticles were obtained by the sol-gel
method. The effect of Al,O; nanoparticles on the surface morphology of the films was studied using scan-
ning electron microscopy and atomic force microscopy. It is shown that the addition of Al,Os nanoparticles
to SnO, promotes the formation of a more uniform and smooth surface. This may be due to the improvement
of film formation conditions and a decrease in grain size due to the introduction of Al,O3 nanoparticles,
which affect the growth of crystals in the film. The results of measuring the absorption spectra showed that
an increase in the concentration of AlO; nanoparticles in the structure leads to a gradual decrease in the
width of the optical bandgap of the material from 2.33 eV to 1.87 eV. This decrease indicates a change in the
electronic structure, probably associated with the formation of new energy sublevels resulting from the inter-
action of Al,Os nanoparticles with the SnO,matrix. Impedance spectroscopy revealed a reduction in recom-
bination and an increase in charge carrier mobility at an Al,Os; nanoparticle concentration of 15 %, which
contributes to the improvement of the material’s transport properties. However, at high concentrations of
Al,Os nanoparticles (over 15 %), the opposite effect is observed — increased recombination and decreased
mobility, which is associated with the formation of interphase defects that disrupt the continuity of the con-
ductive paths. Photoelectric measurements showed that the maximum efficiency of solar cells was 2.5 % at
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the optimal concentration of Al,Os. With a further increase in the content of Al,Os nanoparticles (over
15 %), a decrease in efficiency is observed. This can be explained by an increase in the density of defects
that impair the collection and transport of charges.
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AL O3z HaHOOO/IIIEeKTePiHIH MOJMMePJIi KYH 3JIeMeHTiHAer|
3J1eKTPOHAAPBI TAChIMAJIAayFa dcepi

IMonumepai kyH aneMenTTepinae SnO2 Heri3iHAe ajbIHFaH IeKTPOH TackiManaayisl KabateiHa (ETL) Al2O3
HaHOOeOIIIeKTepiHiH ocepi 3eprrenai. KoMmos3uTTik KaObIpIIaKTapAbIH MOPQOIOTHSIIBIK, ONTHKAIBIK,
9MeKTP(PUBUKANBIK XOHE (OTODIEKTPIIK KACHMETTepiHiH KemleHAli 3epTreynepi kypriziami. SnO2
KaOprpmakTapeiHa Al2O3 HaHOOOMNIIEKTepiH KOCy apKbUIbI KOMIIO3HTTIK KaObIpIIakTap OeTiHiH Kemip-
OYIBIPIIBIFBIHBIH TOMEHACY1 aHBIKTaNAbl. JKyThuTy crmektpiepi apkbuibl SnO:z kaObipmakrtapsiaaa AlOj3
HaHOOOJIIEKTEPiHIH KOHIEHTPAIMICHIH apTTHIPY ONTHKANBIK THIHBIM cajly aiiMarbl €HiHiH a3aloblHa aJIbII
KeNeTiHi alKplHAanael. MMmenaHc croekTpiepid Ttamgay apkeUibl SnOz kaObiprrakrapeiaaa  Al2O;
HaHOOOJIIEKTEPiHIH AIEKTPOHAAPIB TACBIMAIAAY IbIH JKOFaphl CHITATTAMalIapbl aHBIKTAJIAaThIH KPHUTHKAJIBIK
KOHIIGHTpaLsichl  0ap  eKeHi KepceTunai. 3epTTeneTiH KOMHO3WTTIK  KaOwlpmakrapasiH — AlO3
HaHOOOIIIEKTEPiHIH HKOFapbl KOHIICHTPaLUAChIHA (15 %-nan JKOFapHI) JJIEKTPOHJAPAbIH
KO3FAIFBIIITHIFBIHBIH TOMEH/IEYl JKOHE PEKOMOWHAUMSCHIHBIH JKOFapbulaybl Oafikamanpl. POTOINEKTPIIIK
eNmIeyep apKbUIBI €H JKOoFapsl nainansr acep kodpdumuenti (I1OK) 2,8 % mommmMepii KyH 31eMeHTTepiHIH
Al2O3 HaHOOGMNIIEKTEePiHIH OHTAWIE KOHIEHTpauusachl 15 % ekeHiH kepcerti. Al2O3 HaHOOOMIIEKTEPiHIH
KOHIIGHTPALMSCHIHBIH OJIaH 9pi apTybl MoJuMepii KyH 3neMmeHTTepiHiH [IOK-HiH TeMmeHneyiHe okeneni.
Al,O; HaHOOOMIICKTEepiHACTI  JIOKATM3AlMsUIAHFAH  TEpic  3apsarap SKEprilikTi  3JeKTp  epiciH
TyabipateiHabikTaH, omap SnO» ETL-ma Herisri emec 3apsa TacsIMajigaylIbUIapiblH PEKOMOMHAIMSCHIH
JKpaHgaWabl. bByn  KyphUIFBIIapaarbl  TOKTBIH — arbim  KeTyiH Texkeiini. Conppikran  SnO2:AlOs3
KaOBIPIIAKTAPbIHIAFbl  3apsATHl  TAChIMalJdy MEXaHHM3MiH 3€pTTEY JKOHE OJapAblH MOJUMEpIi KYH
3NIEMEHTTEpIH/Ie KOJIIaHy TOTeHIMAIbIH Oaranay MaHbI3/Ibl.

Kinm coe30ep: SnO2, Al2O3, Mopdoorus, )KyTslTy, THIABIM caly aiMarbIHBIH eHi, boxe rpadwuri, nmMnenanc,
BOJIBT-aMIIEPIIiK CHIIaTTamalap
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A K. Myca6ekonBa, A.K. AiimyxanoB, A.K. 3eiiHuaeHOB,
A K. 3usar, K.T. AGapaxman, A.M. Anekcees

Bausinue HaHovyacTul Al2O3 HA 3J1eKTPOHHBIN TPAHCIIOPT
B NIOJIMMEPHOM COJTHEYHOM 3JIeMEeHTe

W3yueno BnusHue HanowyactHll Al2Os Ha snekTpoHHbid TpaHcnopT (ETL) Ha ocHoBe SnO2 B MOJIMMEPHBIX
COJIHEYHBIX JJieMeHTaX. [IpoBefeH KOMIUIEKCHBIM HCCIIEMOBAaHHSA MOPQOJIOTHIECKHX, ONTHYECKHX U
IMEKTPOPU3NIECKHX U (POTOITEKTPHUUECKUX CBOWCTB KOMIIO3UTHBIX IUICHOK. BBUIO BBIIBIEHO, YTO JOIHPO-
Banne HaHowactumamu AlOs mireHok SnO: NPUBOANT K YMEHBIIEHHWIO IIEPOXOBATOCTH MOBEPXHOCTH
KOMIIO3UTHBIX IUICHOK. 10 TaHHBIM CHEKTPOB MOTJIOMICHNUS [TOKa3aHO, YTO YBEJIIMUCHHE KOHIICHTPAluy HaHO-
yactur Al2O3 B mieHkax SnO2 NPUBOANUT K YMEHBIIEHHUIO ONTHYECKOM MIMPHHBI 3aNPEIIEHHON 30HbI. AHAIIH3
CIIEKTPOB MMIIEIAHCA I0Ka3ajJ, YTO CYLIECTBYET KpUTHUYecKas KOHLeHTpauus HaHouacTun AlO; mnpu
KOTOpOil HaOmo#aeTcsi MaKCHMAalbHOCYTyUIIECHUE 3NEeKTPOTPAHCIOPTHBIX XapaKTEPHCTHK IUIEHOK SnO:.
Tpu BeicOkuX KoHUEHTpanusax Al2Os (cBbime 15 %) HaOmMIO#aeTCS CHIKEHUE MOJBHKHOCTH 3JIEKTPOHOB U
YCHUJIEHHE PEKOMOMHAIIMU B HCCIIETyeMOil KOMMO3UTHOH IuieHKe. DOTO3IEKTpHUECKUE M3MEPEHUS Mpojie-
MOHCTPUPOBAIIH, YTO HanOoIbIHIH ko3¢ duient monesnoro nericteus (KI1) 2,8 % nmonmmepHBIX comHed-
HBIX 2JIEMEHTOB JIOCTHIAeTCs NIPH ONTHMaJIbHON KOHIeHTpauun HanodacTHr AloO3 paBHoit 15 %. [lanpHei-
niee yBeluueHue conepxkanus HaHowacTuil Al2O3 mpuBogaut k cHkeHuto KII/ moJMMEpHBIX COTHEYHBIX
aneMeHToB. Tak Kak JIOKaJIM30BaHHBIE OTPHLATENBHEIE 3apsiabl B HaHoYacTHIaX Al2O3 cO31al0T JOKajJbHOE
3IEKTPUIECKOE T0JIe, TO OHH SKPAHUPYIOT PEKOMOMHALIMIO HEOCHOBHBIX HocHTenei 3apsaaa B ETLSnOs. Oto
MOMABIISIET YTEUKy TOKA B yCTpoiicTBax. [loaToMy BakHO Mcclie[oBaTh MEXaHU3M IIEPEHOCA 3aps 0B B IIIEH-
kax SnO2:Al2O3 1 OIIEHUTH UX MOTEHINAT IPHMEHEHHS B IOTUMEPHBIX COTHEUHBIX 3JIEMEHTaX.

Kniouesvie crosa: SnOz, Al203, Mopdonorus, mornouieHne, MHUpHUHA 3alpelieHHoH 30HbI, Tpaduk bore,
MMITEJIaHC, BOJBT-aMIIePHBIC XapaKTePUCTUKH
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Development and Characterization of Nanostructured
Ni—ScSZ Composite Anodes for Solid Oxide Fuel Cells

A thorough investigation was carried out on nickel-based anode composites with scandia-stabilized zirconia
(Ni/ScSZ), fabricated using ceramic processing techniques from powders with varying particle sizes. The
study emphasizes the role of initial component morphology and their ratios on sintering behavior, electrical
conductivity, and polarization resistance under solid oxide fuel cell (SOFC) operating conditions. Samples in-
corporating nano-, submicron-, and micron-sized particles were comparatively analyzed to determine the
most favorable parameters for constructing a percolative conductive network and reducing polarization loss-
es. Experimental data obtained through dilatometry, electrical measurements, and electrochemical impedance
spectroscopy confirmed that the use of nanoscale constituents leads to the formation of a dense and uniform
microstructure with well-distributed porosity. Such features enhance both thermal stability and electrochemi-
cal performance. The findings highlight the potential of Ni/ScSZ-based materials as a viable alternative to
conventional Ni/YSZ anodes, owing to their improved ionic conductivity and enhanced resistance to degrada-
tion, thus contributing to the advancement of more durable and efficient SOFC technologies.

Keywords: solid oxide fuel cell (SOFC), Ni/ScSZ composite anode, nanopowder dispersion, polarization re-
sistance, triple-phase boundary, electrical conductivity, sintering kinetics, activation energy, impedance spec-
troscopy, fabrication method

“Corresponding author: Baratova Aliya, aa.baratova@yandex.kz

Introduction

Solid oxide fuel cells (SOFCs) utilizing yttria-stabilized zirconia (YSZ) as the electrolyte represent one
of the most promising technologies for converting chemical energy of fuels into electricity, owing to their
high efficiency and environmental benefits. Currently, nickel-YSZ cermet (Ni/YSZ) is widely employed as
the anode material in such systems due to its excellent electrocatalytic activity in hydrogen and syngas oxi-
dation reactions [1, 2]. However, the stable and efficient operation of SOFCs with this type of anode typical-
ly requires elevated temperatures (above 800 °C), which imposes limitations on the selection of compatible
materials for other cell components and increases the demands on the thermal and chemical durability of the
overall structure [3, 4].

To reduce the operating temperature and enhance the durability of anodes, intensive research is being
conducted to improve their catalytic and transport properties. Key strategies include tailoring the microstruc-
ture of anode materials and replacing the conventional YSZ electrolyte with solid electrolytes exhibiting
higher ionic conductivity [5, 6]. Among the most promising alternatives is scandia-stabilized zirconia
(ScSZ), which demonstrates oxygen ion conductivity that is two to three times higher than that of YSZ. In-
corporating ScSZ into the anode cermet enhances the electrochemical performance by extending the active
triple-phase boundary and reducing the tendency for carbon deposition during the operation with hydrocar-
bon fuels [7, 8].

This issue is particularly critical for cermet-based anodes employing scandia-stabilized zirconia (ScSZ),
which lacks intrinsic electronic conductivity. In such systems, the electrochemical performance strongly de-
pends on the quality of the interface between the electronic and ionic phases. When the chemical composi-
tion is fixed, the functional characteristics of the anode can be significantly enhanced by introducing
nanostructured components. These materials increase the density of active triple-phase boundaries, facilitate
charge transfer, and reduce polarization losses. Another promising strategy involves engineered macrostruc-
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turing of the electrode architecture to optimize gas diffusion pathways and ensure long-term stability under
extended operation [9-13].

Accordingly, the objective of this study is to develop and characterize nanostructured Ni—-ScSZ compo-
site anodes and to evaluate how particle size and phase ratio influence the microstructure, electrical conduc-
tivity, polarization resistance, and sintering kinetics of anodes intended for solid oxide fuel cells (SOFCs).
The findings aim to identify optimal processing conditions for fabricating high-performance anodes and con-
structing a model fuel cell with elevated specific power output.

Materials and methods

Initial powders

Initial powders of NiO and ScSZ with nano- and submicron-scale particle sizes were employed in this
study, differing in both chemical nature and synthesis technique. Nanopowders of NiO (Ni-n) and ScSZ
(ScSZ-n, containing 10.5 mol% Sc,03) were synthesized by the methods of wire electrical explosion [14]
and laser evaporation [15], respectively. These synthesis routes are known to produce materials with high
surface reactivity and a dense population of electrochemically active sites.

As submicron materials, a commercial NiO powder from the Ural Chemical Reagents Plant (Ni-m) and
thermally treated ScSZ-n powder were used. The ScSZ-n powder was calcined at 1000 °C for 4 hours and
then manually ground to obtain submicron-sized ScSZ (ScSZ-m). These materials exhibited lower specific
surface areas (2.7 and 8.4 m?/g, respectively) and significantly larger particle sizes-up to 325 nm for Ni-m
and 125 nm for ScSZ-m—suggesting pronounced aggregation and crystallite growth during the heat treat-
ment process.

Table 1 summarizes the nomenclature and key physicochemical properties of the precursor powders
used for the fabrication of the anode composites. The table includes chemical composition, specific surface
area determined by the Brunauer—Emmett—Teller (BET) method (Sser), equivalent particle diameter calcu-
lated from BET data (dger), and theoretical density (Yumeor). Analysis of these data reveals that the nanopow-
ders Ni-n and ScSZ-n exhibit significantly higher surface areas (14.3 and 81.5 m?/g, respectively) and small-
er equivalent particle sizes (56 and 13 nm, respectively) compared to their submicron counterparts, Ni-m and
ScSZ-m. These characteristics confirm their nanoscale nature, reflecting a high degree of dispersion and a
developed surface morphology that favors enhanced phase interaction in the composite anodes. In contrast,
the submicron powders show signs of particle agglomeration and growth, particularly in the case of Ni-m
(dser = 325 nm), which may adversely affect mass transport and reduce the density of electrochemically ac-
tive regions in the final electrode structure. Despite these morphological and textural differences, the theoret-
ical density remains constant for powders of identical chemical composition, as it is an intrinsic property of
the bulk material.

Table 1
Nomenclature and properties of the initial powders
Designation Composition a B (fm*)  |Vitheor, g/smy
Ni-n NiO 14.3 56 6.80
Ni-m NiO 2.7 325 6.80
ScSZ-n ZI‘oAglsCOAwOLgos 81.5 13 5.67
ScSZ-m ZI‘oAglsCOAwOLgos 8.4 125 5.67

Figure 1 presents the morphology of the four powders studied, as observed using transmission electron
microscopy (TEM) performed on a Jeol JEM-2100 instrument. Analysis of the micrographs in Figure 1 re-
vealed that the ScSZ-n nanopowder (Fig. 1a) consists of uniformly distributed, near-spherical particles with
a low degree of agglomeration. The particles appear well-dispersed, indicating the high efficiency of the la-
ser evaporation technique employed in their synthesis.

In contrast, the ScSZ-m powder (Fig. 15), obtained through calcination followed by mechanical grind-
ing, exhibits irregularly shaped aggregates with a clumped morphology, indicating a strong tendency for par-
ticle agglomeration after thermal treatment.

The NiO nanopowder (Ni-n), shown in Figure lc, consists of nearly spherical particles with minimal
aggregation; the majority of the particles fall within the expected size range of 50—60 nm.

Cepus «dusukay. 2025, 30, 3(119) 17
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Figure 1. Microstructure of ScSZ and NiO powders with different particle sizes,
obtained by transmission electron microscopy (Jeol JEM-2100): (a) ScSZ-n; (b) ScSZ-m; (¢) Ni-n; (d) Ni-m

Meanwhile, the submicron NiO powder (Ni-m) presented in Figure 1d reveals a pronounced bimodal
particle size distribution: along with fine fractions (~200 nm), large, well-faceted crystallites up to 1-1.5 pm
are also observed. Such morphology may adversely affect the homogeneity and electrical conductivity of the
resulting anode composites.

Sample preparation

Three types of samples were prepared from the synthesized composite powders for studying sintering
kinetics, electrical conductivity, and polarization resistance. To investigate sintering behavior, disk-shaped
specimens with a diameter of 8 mm and a thickness of approximately 2 mm were fabricated using magnetic
impulse pressing, achieving a relative density of 0.65-0.68. The sintering measurements were conducted in
air within a temperature range of 20—1500 °C using a Dil 402C dilatometer.

To measure electrical conductivity, the composite powders were statically pressed into rectangular bars
measuring 3x2x30 mm, with a relative density of 0.65. The optimal mass and pressing pressure were select-
ed to ensure sample reproducibility. The Ni-n/ScSZ-n and Ni-n/ScSZ-m composites were sintered at
1200 °C, while the Ni-m/Sc¢SZ-m composition was sintered at 1400 °C, with a dwell time of 4 hours in each
case. After sintering, platinum probes with a diameter of 0.2 mm were attached to the samples. The speci-
mens were then reduced in a hydrogen atmosphere at 900 °C for 1 hour. Electrical measurements were car-
ried out using the four-probe DC method in humidified hydrogen (3 % H,O) in the temperature range of
700-900 °C in 50 °C increments using a Solartron SI-1260/1287 system. The density of the reduced samples
was determined by hydrostatic weighing.

Polarization resistance of the anodes was measured using impedance spectroscopy on symmetrical cells
with a solid-state ScSZ electrolyte in the form of a disk. The electrolyte was fabricated from a green tape
composed of 87.2 wt.% ScSZ-n, 10 wt.% polyvinyl butyral (PVB), and 2.8 wt.% triethylene glycol di-
methacrylate (TEGDMA). Circular disks with a diameter of 15 mm were cut from the tape, uniaxially
pressed at 300 MPa, and sintered at 1250 °C for 4 hours. The resulting dense electrolyte pellets had a diame-
ter of approximately 12 mm and a thickness of about 0.3 mm. Anode layers were applied by a painting tech-
nique using an ink composed of isopropanol, 82.1 wt.% Ni/ScSZ powder, 14 wt.% PVB, and 3.9 wt.%
TEGDMA. The thickness of the deposited layers ranged from 20 to 30 um. Firing of the anode layers was
carried out in air at 1200 °C for Ni-n/ScSZ-n, 1250 °C for Ni-n/ScSZ-m, and 1300 °C for Ni-m/ScSZ-m
composites, with a uniform dwell time of 4 hours. Prior to measurements, the electrodes were reduced in a
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hydrogen atmosphere at 900 °C for 1 hour. Impedance measurements were performed in the frequency range
from 0.1 Hz to 1 MHz, with an input signal amplitude of 10 mV, in the temperature range of 700-900 °C
with 50 °C increments.

Results and discussion
Sintering kinetics

Figure 2 presents the temperature-dependent relative shrinkage curves for the initial powders and the
composite materials derived from them.

0,00 |spopodd@@ETIEEEG 3 " RY -
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Figure 2. Linear shrinkage curves of compacted samples made from the initial powders
and their corresponding composite materials

Analysis of the data reveals that samples prepared from nanoscale NiO (Ni-n) and ScSZ (ScSZ-n) pow-
ders complete the sintering process at temperatures below 1200 °C, with a divergence of no more than 2.5 %
between their respective shrinkage curves. In contrast, samples formed from submicron powders (Ni-m and
ScSZ-m) exhibit a shift in the onset of intensive shrinkage by 200-250 °C toward higher temperatures. Fur-
thermore, the divergence between their shrinkage curves at 1200 °C reaches 5.4 %.

Composites incorporating the nanosized NiO component (Ni-n), specifically 30Ni-n/70ScSZ-n,
50Ni-n/50S¢SZ-n, 30Ni-n/70ScSZ-m, and 50Ni-n/50ScSZ-m, exhibit a shift in the sintering temperature
range to higher values—by approximately 50-80 °C-compared to their individual constituents. It was found
that increasing the volume fraction of NiO in the composite leads to a higher sintering temperature and a re-
duction in total shrinkage. For Ni-n/ScSZ-n composites containing 30 and 50 vol.% Ni, the mismatch in
shrinkage with the ScSZ-n electrolyte was approximately 3 % and 4.5 %, respectively. Similar trends were
observed in the Ni-n/ScSZ-m and Ni-m/ScSZ-m systems, although the effect was less pronounced in the
Ni-n/ScSZ-m series. This is likely attributed to the slower sintering kinetics of the coarser ScSZ-m powder,
which plays a dominant role in the overall densification behavior of the composite.

Electrical conductivity of cermet composites

Figure 3 presents the dependence of electrical conductivity on the nickel volume fraction for three types
of Ni/ScSZ anode composites measured at 900 °C. Analysis of these curves reveals several important in-
sights into the nature of charge transport and the structural characteristics of the studied materials. According
to the data presented in Figure 3, a sharp increase in electrical conductivity is observed when the nickel con-
tent exceeds 30 vol.%. This phenomenon is attributed to reaching the percolation threshold, beyond which a
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continuous electron-conducting network formed by metallic nickel is established throughout the material.
Below this threshold, conductivity is predominantly ionic in nature, governed solely by the solid electrolyte
ScSZ.

10' ———T——TF—— 71— 110
=00 B Ni-n/S5cSZ-n
== @ Ni-n/ScSZ-m
10° D A Ni-m/ScSZ-m - 100
-
10° 490
g 1 a0 -e
+ 10 7] =
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¢ 10 70
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0 10 20 30 40 50 60

Ni, vol.%

Figure 3. Electrical conductivity of three types of Ni/ScSZ anode composites at 900 °C
as a function of nickel volume content (cross symbols indicate the relative density of the samples
after reduction in hydrogen—right axis)

A comparative analysis of the three types of composites—Ni-n/ScSZ-n, Ni-n/ScSZ-m, and Ni-m/ScSZ-
m-reveals distinct features in the transition from ionic to electronic conductivity (Fig. 3). In the Ni-n/ScSZ-n
composite, this transition occurs more abruptly and is shifted toward higher nickel concentrations (~35
vol.%), which is likely due to the mismatch in particle sizes between the Ni-n nanoparticles (ABET = 56 nm)
and the nano-sized ScSZ electrolyte (ABET = 13 nm). During composite preparation, the smaller ScSZ parti-
cles tend to envelop the larger Ni particles, thereby hindering the formation of continuous electronic path-
ways.

In the Ni-n/ScSZ-m composite, which incorporates nanostructured nickel (Ni-n) and submicron-sized
electrolyte (ScSZ-m), the transition to electronic conductivity appears more gradual (Fig. 3). This behavior
may be attributed to the lower surface area of ScSZ-m, which results in less extensive coverage of Ni parti-
cles and, consequently, an earlier formation of a continuous electronic network. Such morphological charac-
teristics promote a more uniform distribution of nickel and improved interparticle contact, reflected in a
steady increase in overall conductivity.

For the Ni-m/ScSZ-m composite, composed of submicron components, the conductivity increases more
gradually, with the transition from ionic to electronic conduction occurring near 30 vol.% Ni. This behavior
is attributed to the lower active surface area and coarser structure of the powders, which hinder the formation
of continuous conductive pathways. Additionally, the increase in NiO content leads to a reduction in the
sample density due to its reduction to metallic Ni—an effect associated with a significant volumetric expan-
sion (~41 %) during the reduction process [16].

Figure 3 also presents the values of relative density after reduction (indicated by cross-marked symbols
on the right axis). It can be observed that an increase in Ni content leads to a decrease in density due to in-
creased porosity, which also affects the overall conductivity behavior.

Polarization resistance

Figure 4 displays the temperature-dependent electrical conductivity of various anode composites based
on nanoscale nickel (Ni-n) and submicron electrolyte ScSZ-m. In part (@) of the figure, it is evident that the
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conductivity of the 30Ni-n/70ScSZ-m and 40Ni-n/60ScSZ-m composites decreases with increasing tempera-
ture, indicating the predominance of metallic (electronic) conduction.
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Figure 4. Temperature dependences of conductivity for composite mixtures: a) 40Ni-n/60ScSZ-m, 30Ni-n/70ScSZ-m,
b) 20Ni-n/80ScSZ-m, 10Ni-n/90ScSZ-m, ScSZ-m

Such behavior is characteristic of composites containing more than 30 vol.% of nickel, where a contin-
uous electronically conductive network is formed.

Part (b) of Figure 4 displays the conductivity behavior of compositions with lower nickel content — 10
and 20 vol.%. These composites exhibit an increase in conductivity with rising temperature, indicating an
ionic conduction mechanism, which is characteristic of the ScSZ-based electrolyte matrix. The pure ScSZ
composition, without any Ni addition, serves as a reference sample and shows the lowest conductivity values
across the entire temperature range, further confirming its purely ionic conductivity nature.

The analysis of the impedance spectra presented in Figure 5 highlights the influence of the gas atmos-
phere on the impedance response of a symmetric cell featuring a SONi-n/50ScSZ-m anode composition at
900 °C. The impedance plots are shown in the complex plane format (Re(Z), —Im(Z)), with the real part of
the impedance (Ohm) on the x-axis and the negative imaginary component (Ohm) on the y-axis, oriented
downward—consistent with the standard representation of Nyquist plots.

Figure 5 presents three impedance spectra corresponding to different gas compositions: 100 %, 50 %,
and 25 % hydrogen diluted with argon.

Each spectrum exhibits the shape of two overlapping semicircles, with each arc representing a distinct
electrochemical process occurring at the anode. The high-frequency arc, located on the left side of the
Nyquist plot, is associated with charge transfer across the electrode—electrolyte interface and is characterized
by the resistance Ry-ur. In contrast, the low-frequency arc on the right side is attributed to diffusion and sur-
face-related phenomena such as hydrogen adsorption, transport, and electrochemical conversion. This arc is
described by the resistance Ry-rr.

The equivalent circuit shown in the inset of Figure 5 consists of a series resistance Rs (ohmic re-
sistance) and two parallel RC elements (or constant phase elements, CPEs), representing the polarization re-
sistances Ry.nur and Ryrr.
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Figure 5. Impedance spectra of the SONi-n/50ScSZ-m electrode measured at 900 °C in hydrogen atmospheres
of varying concentration (inset—equivalent circuit diagram)

The duplication of these resistances in the model stems from the symmetrical configuration of the cell,
where identical anodes on both sides contribute equally to the overall impedance.

Analysis of the arc shapes and sizes indicates that as hydrogen concentration decreases, the most signif-
icant changes occur in the low-frequency region: the radius of the low-frequency arc (R,.Lr) increases mark-
edly when transitioning from 100 % to 25 % Ha. This trend reflects a deterioration in surface activity and
increased difficulty of hydrogen diffusion, particularly along the triple-phase boundary. Thus, lowering the
hydrogen partial pressure reduces the efficiency of the anodic processes, as evidenced by the rise in polariza-
tion resistance. Meanwhile, the high-frequency component (R..1r), associated with charge transfer across the
anode/electrolyte interface, remains virtually unchanged, indicating stable interfacial contact and minimal
influence of gas composition on this mechanism [17].

Thus, the total polarization resistance of the anode (R = R,-ur + Ry-Lr) increases with decreasing hydro-
gen concentration, primarily due to the rise in Ry-tr. These findings confirm the high sensitivity of the
50Ni-n/50S¢SZ-m composite to the composition of the reducing atmosphere and emphasize the critical role
of gas environment control in the operation of SOFC anodes.

Figure 6 illustrates the temperature-dependent behavior of the total polarization resistance of Ni/ScSZ
anode composites, as well as its high-frequency and low-frequency components.

Analysis of the data shows that the high-frequency contribution (Ry.nr) exhibits typical thermally acti-
vated behavior and follows an Arrhenius-type dependence. This indicates that charge transfer across the in-
terface between the ionically and electronically conductive phases is an energetically driven process. The
observed trend reflects temperature-sensitive kinetics and underscores the effectiveness of interfacial interac-
tions near the triple-phase boundary.
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Figure 6. Temperature dependence of the polarization resistance of Ni/ScSZ composite anodes:
(a) total polarization resistance as a function of temperature; (b) temperature dependence of the high-frequency
component; (¢) temperature dependence of the low-frequency component

Analysis of graph (b) in Figure 6, which illustrates the temperature dependence of the high-frequency
component of polarization resistance (Ry.ur), clearly highlights the effect of particle size on charge transfer
efficiency at the electrode—electrolyte interface. The lowest resistance values (ranging from 0.2 to
0.3 Ohm-cm? at 900 °C) were observed for the anode composed of nano-sized nickel and nano-structured
electrolyte (SONi-n/50ScSZ-n). The second-best performance was demonstrated by the anode based on nano-
nickel and submicron electrolyte (50Ni-n/50ScSZ-m), which exhibited a slightly higher resistance in the
range of 0.4-0.6 Ohm-cm?. Despite the reduced dispersion of one phase, the composite based on nano-nickel
and submicron electrolyte still maintains favorable electrochemical performance, underscoring the predomi-
nant role of the metallic component’s dispersion. The highest Ry.ur values (approximately 0.8—1.0 Ohm-cm?)
were observed for the anode entirely composed of submicron powders (50Ni-m/50ScSZ-m). This increased
resistance is attributed to the less developed microstructure and the limited number of effective contacts be-
tween the conducting and ionic phases, resulting in a lower density of active triple-phase boundaries. All the
presented curves follow an Arrhenius-type trend, confirming the thermally activated nature of the high-
frequency process and its sensitivity to temperature. Part (¢) of Figure 6 presents the temperature dependence
of the low-frequency component of the polarization resistance (Rn..r), which is primarily associated with
surface and diffusion-related processes. Unlike the high-frequency contribution, the temperature dependence
of Ryir is relatively weak. The resistance values remain nearly constant, averaging around
0.3+ 0.2 Ohm-cm?. This indicates that mass transport and adsorption phenomena at the anode surface are not
significantly influenced by temperature within the studied range. The similarity of R,.Lr values across all an-
ode types can be attributed to their comparable porosity (~55+10 %), as confirmed by water absorption
measurements.

Figure 7 presents SEM images of fracture cross-sections of symmetrical cells with an “electrode—
electrolyte—electrode” architecture, incorporating different types of anodes: 50Ni-n/50ScSZ-n,
40Ni-n/60ScSZ-m, and 40Ni-m/60ScSZ-m.
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Figure 7. SEM images of fracture cross-sections of “electrode—electrolyte—electrode” structures
with different types of electrodes: (a) electrode type—50Ni-n/50ScSZ-n; (b) electrode type—40Ni-n/60ScSZ-m;
(c) electrode type—40Ni-m/60ScSZ-m

The analysis of these micrographs shows that, in all samples, the solid electrolyte layer is densely sin-
tered and free of visible structural defects such as cracks or voids, indicating high sintering quality. The elec-
trodes are firmly bonded to the electrolyte, with clearly defined interfaces and no signs of delamination or
poor adhesion, confirming the mechanical integrity and suitability of the fabricated composite structures for
high-temperature SOFC operation.

Furthermore, a strong visual cohesion between the electrode and electrolyte is evident, with no detecta-
ble separation or interface discontinuity—an essential criterion for maintaining long-term electrochemical
stability under thermal cycling conditions. In all three cases, the porosity within the electrode layer appears
uniformly distributed, with pore sizes predominantly in the submicron range. This morphology is beneficial
for gas permeability and enhances the effective area of the triple-phase boundary, which is critical for effi-
cient electrochemical reactions in SOFC anodes.

Additionally, the interface between the nickel-based anode and the electrolyte was examined using en-
ergy-dispersive spectroscopy (EDS), the results of which confirmed a homogeneous distribution of nickel
within the near-surface region and the absence of diffusion zones depleted in conductive phases (Fig. 8).
This effect was particularly evident in the anodes containing nanostructured nickel (50Ni-n/50ScSZ-n and
40Ni-n/60ScSZ-m), where the high dispersity of the metallic phase ensured closer phase contact and a higher
density of conductive pathways.

Figure 8 presents the results of energy-dispersive spectroscopy (EDS) conducted at the electrode—
electrolyte interface for symmetrical cells incorporating different types of anodes: 50Ni-n/50ScSZ-n,
40Ni-n/60ScSZ-m, and 40Ni-m/60ScSZ-m.
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Figure 8. EDS analysis of Ni distribution at the electrode—electrolyte interface for different electrode types:
(a) electrode type—50Ni-n/50ScSZ-n; (b) electrode type—40Ni-n/60ScSZ-m;
(c) electrode type—40Ni-m/60ScSZ-m

The data in Figure 8 reveal that the degree of continuity and uniformity in nickel distribution across the
electrode—electrolyte interface varies depending on the morphology and dispersity of the composite constitu-
ents. In particular, the sample with the 40Ni-n/60ScSZ-m composition (Fig. 85) demonstrates the most uni-
form and compact contact with the electrolyte. This is attributed to the synergistic effect of nanostructured
nickel and submicron-scale ScSZ, which promotes the development of an extended three-phase boundary.
The presence of a high density of triple-phase contact points (Ni-ScSZ—gas) in this configuration facilitates
enhanced charge transfer and more efficient initiation of electrochemical reactions.

The 50Ni-n/50ScSZ-n sample (Fig. 8a), despite containing nanostructured components in both phases,
exhibits a less continuous interfacial contact. This may be attributed to an imbalance in particle size distribu-
tion and potential phase overlap during suspension mixing, which could hinder the formation of a well-
integrated composite structure.

The composite 40Ni-m/60ScSZ-m (Fig. 8¢), composed of submicron powders, exhibits the sparsest dis-
tribution of nickel at the electrode—clectrolyte interface, indicating a lower density of effective active zones.
Accordingly, based on the composition and dispersity of the components, a trend can be established in the
increasing density of the interfacial contact zone—and, consequently, the concentration of active triple-phase
boundaries—as follows: m—m < n—n < n—m. These findings align well with previously obtained polarization
resistance data, where samples with more developed interfacial microstructures displayed lower Rn values,
thereby confirming the critical role of microstructural architecture in determining anode performance effi-
ciency.

Figure 9 presents the concentration-dependent behavior of the total polarization resistance (Rr) for four
different types of Ni/ScSZ-based anodes: Ni-n/ScSZ-n, Ni-n/ScSZ-m, Ni-m/ScSZ-m, and Ni-n/ScSZ-n-film,
measured at 800 °C and 900 °C. The analysis of these trends provides insight into the influence of both the
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dispersion of the component powders and the method of anode structure formation on the electrochemical
performance of the composites.
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Figure 9. Dependence of the total polarization resistance Rn of three types of composite anodes
on Ni content in the composite at 800 and 900 °C

The most significant reduction in polarization resistance is achieved when nanostructured nickel is
combined with a submicron electrolyte (Ni-n/ScSZ-m), particularly at a Ni content of approximately
40 vol.%, where a distinct minimum in Rn is observed. This improvement is attributed to the formation of an
optimal triple-phase boundary and a more efficient distribution of conductive pathways. A similar minimum
is also evident for Ni-m/ScSZ-m anodes; however, their polarization resistance values are higher due to a
lower active surface area and a coarser microstructure. These findings are consistent with the results reported
in [18], which examined a Ni/YSZ anode prepared via co-precipitation.

The Ni-n/ScSZ-n anode exhibits the lowest polarization resistance at 900 °C (~0.56 Ohm-cm?), with on-
ly a slight increase to ~0.9 Ohm-cm? when the temperature is reduced to 800 °C, indicating excellent thermal
stability. The Ni-n/50ScSZ-n-film anode, prepared via tape casting and co-sintering, also shows consistently
low polarization resistance across the investigated temperature range. At 800 °C, its resistance is approxi-
mately 0.85 Ohm-cm?, decreasing to around 0.75 Ohm-cm? at 900 °C, which is characteristic of thermally
activated charge transfer processes. Despite its denser structure and lower porosity compared to samples fab-
ricated via screen-printing, the film-based anode maintains high electrochemical performance. This high-
lights the effectiveness of interface formation during the casting process, as well as the presence of a suffi-
ciently developed triple-phase boundary that supports favorable conditions for electrochemical reactions.

Table 2 summarizes the activation energy (E.) values for Ni/ScSZ anode composites with varying parti-
cle size distributions at nickel volume concentrations of 30 %, 40 %, and 50 %. Analysis of the data reveals a
pronounced impact of microstructural parameters on the kinetics of electrode processes. For the Ni-n/ScSZ-n
composition—where both components are nanostructured—the activation energy reaches 65.5+ 5.1 kJ/mol,
which is significantly higher compared to the other formulations. This value notably exceeds the typical acti-
vation energy associated with surface reactions, suggesting a more complex or energy-intensive charge trans-
fer mechanism in this microstructure.

OHni+ Hxi — H2Oni+ Ni (1)

This surface reaction exhibits an activation energy of 42.7 kJ/mol and is likely the dominant contributor
to the polarization resistance observed in the electrodes studied in this work. It represents a model anodic
electrochemical process in solid oxide fuel cells (SOFCs), describing the surface interaction between ad-
sorbed hydroxyl (OH) and hydrogen (H) species on the nickel surface, leading to the formation of water and
the concomitant reduction of nickel. This reaction can be considered a simplified depiction of one of the el-
ementary steps involved in the electrochemical oxidation of hydrogen at the anode.
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Table 2
Activation energy of the electrode process
Composite Type Eq, kJ/mol
Ni / ScSZ Cni = 30 vol.% Cni = 40 vol.% Cni =50 vol.%
n/n - 36.5£9.8 65.545.1
n/m 33.3£2.8 43.3+4.9 42.94+4.6
m/m 32.144.8 48.9+2.8 44.4+6.8
n/n-film — — 40.0+6.0

This increase in the activation energy barrier is likely associated with the specific microstructural fea-
tures of the composite formed during bulk pressing and sintering. In particular, excessive overlapping of the
ScSZ-n nanoparticles—lacking electronic conductivity—may reduce the effectiveness of the interfacial con-
tact between phases, thereby hindering charge transfer across the triple-phase boundaries.

Support for this microstructural influence hypothesis comes from the results obtained for the
Ni-n/ScSZ-n-film sample, fabricated using a lamination technique. Despite having an identical chemical
composition and particle dispersion, this film-type anode exhibited a significantly lower activation energy of
40.0 £ 6.0 kJ/mol compared to its bulk-pressed counterpart. This observation underscores the critical im-
portance of controlled microstructure formation, which enables more favorable conditions for interfacial in-
teraction and efficient charge transfer between phases.

An analysis of the impedance spectra for cells with 50Ni-n/50ScSZ-n electrodes, based on the data pre-
sented in Figure 10, highlights the influence of electrode fabrication techniques on the electrochemical char-
acteristics of the cells.
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Figure10. Impedance spectra of cells with 50Ni-n/50ScSZ-n electrodes:
(1)—=cells with electrodes applied by painting; (2)—cells with electrodes applied by co-sintering

The spectra allow for a comparison between two types of electrodes prepared by different methods: the
first sample (curve 1) was produced using the traditional ink-based painting technique to apply the anode
layer, while the second (curve 2) involved co-sintering of pre-formed film laminates.

The impedance spectra shown in Figure 10 provide insight into the effect of electrode fabrication meth-
ods on the polarization behavior of the anodes. A comparison of the two samples, represented by curves (1)
and (2), reveals that the second electrode (curve 2) exhibits a lower high-frequency component of the polari-
zation resistance (Rq.ur), indicating more efficient charge transfer at the electrode—electrolyte interface. This
reduction in resistance is likely attributed to the formation of a denser and more uniform interface achieved
through the co-sintering method, which reduces defects commonly associated with electrodes applied via
painting techniques.

At the same time, the low-frequency component (R,..r) shown in Figure 10, which is associated with
diffusion processes within the porous anode structure, is higher for the second sample. This is likely due to
reduced porosity, which limits the transport of gaseous species. Nevertheless, the total polarization resistance
of the anode corresponding to curve (2) remains comparable to or even lower than that of the anode fabricat-
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ed by the conventional painting method. These findings highlight the potential of alternative electrode fabri-
cation techniques for enhancing the electrochemical performance of solid oxide fuel cells (SOFCs) [19, 20].

Conclusion

This study presents a comprehensive investigation into the effects of particle size distribution and
volume ratio of components in Ni/ScSZ-based cermet composites—comprising nickel and scandia-stabilized
zirconia (Sc,Os-stabilized ZrO,)—on their sintering behavior, electrical properties, and electrochemical
performance as anodes for solid oxide fuel cells (SOFCs). The composites were synthesized using nano- and
submicron-sized powders of NiO and ScSZ (10.5 mol% Sc,03), with particle sizes ranging from 20 to
330 nm. Three types of composites differing in phase dispersity were examined: “nano—nano”, “nano—
micro”, and “micro—micro”, with the nickel volume fraction varied between 10 and 50 vol%.

It was established that the percolation threshold, marking the transition from purely ionic to mixed
ionic-electronic conductivity, is influenced by the particle size ratio of the composite constituents: for the
“nano—nano” system, the threshold occurs at approximately 35 vol% Ni, while in other systems it is reached
around 30 vol%. The lowest polarization resistance (\~0.55 Q-cm? at 900 °C) was observed in anodes
containing about 40 vol% nickel, attributed to the optimal development of the triple-phase boundary. The
incorporation of nanoscale components—either one or both phases-led to a significant enhancement in the
electrochemical performance of the anodes compared to their submicron counterparts.

It was found that the percolation threshold, which governs the transition from ionic to mixed conductiv-
ity, strongly depends on the particle size ratio of the composite components. For the “nano—nano” systems,
this threshold is reached at approximately 35 vol% Ni, whereas in other types of composites it occurs near 30
vol%. The lowest polarization resistance (\~0.55 Q-cm? at 900 °C) was observed for anodes containing
around 40 vol% Ni, which correlates with the optimal development of the triple-phase boundary. Incorporat-
ing nanostructured components—either partially or entirely—led to a marked improvement in the electro-
chemical performance of the anodes compared to those composed of submicron powders.

These results validate the effectiveness of an integrated strategy for optimizing the morphology and
phase composition of Ni/ScSZ-based anodes and highlight the practical potential of such composites for use
in high-performance, energy-efficient solid oxide fuel cell technologies.
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KaTTbl 0OKCHATHI OTBIH 3J1eMeHTTepi YiliH Ni—-ScSZ HaHOKYPBLIBIMAbI
KOMIIO3UTTIH AHOATAPBIH JI3IpPJiey :KIHe CUNaTTay

Maxkanaza HHUKETb JXKOHE CKaHIUH OKCHIOIMEH TYPaKTaHABIPBUIFaH IHMpKOHWH muokcunaine (Ni/ScSZ)
HETi3/Ie/ITeH aHOATHI KOMITO3UTTEP KaCHETTEePiHIH JKaH-)KaKThl 3epTTeNyi yChHbLUIFaH. Kommnosurrep apTypii
JUCIEPCTIK YHTAaKTapJaH KepaMHKAaNbIK TEXHOJNOTHS apKbUIbl JaiibIHIaigsl. 3epTrey  OapbIChIHIA
KOMIOHEHTTepAiH MOP(OJIOTHICHl MEH ONaplblH KOJNeMAIK KaThIHACBIHBIH KBI3JBIPFAHIa THIFBI3IANY,
ANEKTPOTKI3TIIITIK JKOHE MOJSIPU3ALMSUIBIK KeJeprire acepi KapacTblpbuiibl. HaHo-, CyOMHKpOH- kKoHE
MHUKpOOIIEeM Il OemekTepi Oap yiriiep CajdbICTRIPMAibl TYpAE 3€PTTENIN, THIMIAI OTKI3TIMTIK TOp
KYPBUTYbIH KOHE KeAeprilepii azalTaTblH OHTAilJIbl MapaMeTpiep aHbIKTaIgbl. J[HiIaToOMeTpus, SJIEKTPIiK
oJILICYJIep JKOHE MMIICHAAHCTBIK CIIEKTPOCKOMMS HOTIKeNnepi OOMbIHIIA, HAHOMCIIEPCTIK KOMIIOHEHTTEP/I
KOJIJaHy OIPTEKTi KYPBUIBIM MEH XKAaKChl TapaThUIFAH KEYEKTUNIK KaJIBIITACTBIPBII, XKBUTYJIBIK TYPAKTBUIBIK
MeH DJIEKTPOXUMMSIIBIK THIMAUTIKTI apTThipamsl. Ni/ScSZ wHerisinmeri Matepuanmap aoctypii Ni/YSZ
AQHOJTAPBIHBIH OPHBIHA KOJJaHyFa jkapamabl, cebebi onap jKOFapbl MOHOTKI3TIIITIKKE JKOHE Aerpajalusra
Te3iMaiTiKke He. Byn omapapl jxorapbl THiMAI JkoHe y3aK KbiMeT ereTiH KOOD ixylenepiH JaMbITyFa
CENTIriH TUri3eni.

Kinm ce30ep: xartsl okcuarsl oThiH 31eMeHTI (KOOD), Ni/YSZ aHoxmsl, HaHOKYpaM, MOJSIPHU3AINSIIBIK
Kezepri, ym ¢aszanpl IIeKapa, JJIEKTPOTKISTIIITIK, THIFBI3IATY KHHETHKACHI, OCJICEHIIpY DHEPTHSICHL,
MUMIEHACTHIK CIIEKTPOCKOMUS, NailbIHATY dici
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C. Anaiixan, K.K. bekmbipsa, A.A. BapatoBa, A.M. Kabsmies, I1. Pamkaromnan,
H.K. Aitnap6ekos, K.K. Kyrepoeko, M.M. Ky6enosa, M./I. KyansIm

Pa3paboTka u XapakTepuCTHKA HAHOCTPYKTYPHPOBAHHBIX
KOMIO3UTHBIX aHOA0B Ni-ScSZ 115l TBepPI0OKCHIHBIX TOIJINBHBIX 3JIEMEHTOB

B craTbe mpencraBieHO BCECTOPOHHEE HCCIEN0BAHIE AHOAHBIX KOMIIO3UTOB HA OCHOBE HUKEINS U CTaOMIIH-
3MPOBAHHOTO OKCHJA IIMPKOHUS ¢ NoOaBkoi okcnaa ckaHmus (Ni/ScSZ), moaydeHHBIX METOIOM Kepamude-
CKOM TEXHOJIOTHH W3 IOPOIIKOB C Pa3IMYHON aucrepcHocThio. OCHOBHOE BHHMAaHHE YAEGJICHO BIHMSHHIO
MOP(}OJIOTUH UCXOJHEIX KOMIIOHEHTOB M X COOTHOLIEHHWH Ha IPOIECCHl CIICKaHUs, SIEKTPHIECKYIO ITPOBO-
IVMOCTh W COINPOTHUBIICHHE IOJSIPU3ALMH B YCIOBHAX PAaOOTHI TBEPIOOKCHIHBIX TOIUIMBHBEIX 3JEMEHTOB
(TOTD). B xoxe ucciaenoBaHus CpaBHUBAINCH 00Pa3Ibl, COACPIKAIINE HAHO-, CYOMHUKPO- 1 MHKPOYACTHIIBL, C
LIE/BIO ONPEAECNICHHs ONTHMAIBHBIX MapaMeTpoB, obecneunBaronux (GopmupoBanue 3GPeKTUBHON NPOBO-
JSIIel CeTH M CHIDKEeHHe MoTepb. COTNIaCHO TaHHBIM JMIATOMETPHM, U3MEPEHHH MPOBOAMMOCTH M HMIIe-
JAHCHOW CIIEKTPOCKOINHMH, UCHONb30BaHHE HAHOKOMIIOHEHTOB CIHOCOOCTBYEeT 0Opa30BaHMIO OJHOPOIHOH U
TUIOTHOH MHKPOCTPYKTYPBI C PAaBHOMEPHOI MOPUCTOCTHIO, YTO OOECHEUNBAECT BBICOKYIO TEPMHUUECKYIO CTa-
OMIBHOCT M YJIyYIIEHHBIE 3JIEKTPOXUMUYECKUE XapaKTEePUCTHKU. Y CTAaHOBICHO, YTO KOMHO3UTHI Ni/ScSZ
MOTYT CTaTh NEPCIEKTUBHON 3aMEHOW TpaAWIMOHHBIM aHoAaM Ha ocHoBe Ni/YSZ Giaronmaps jtydmield HOH-
HOH NPOBOAMMOCTH M YCTOHYMBOCTH K JeTpajjalliy, 9TO AENAeT UX NPHUBJICKATEIbHBIMHA I pa3padoTku 6o-
Jiee JONTOBEYHBIX U 3 dexTuBHBIX cucteM TOTD.

Kniouesvie crosa: TBepaookcuanbiid TorumBHEIA aneMenT (TOTD), anox Ni/ScSZ, HaHOOPOIIKK, CONMPOTHB-
JICHHE MOJISIpU3alliK, TpoiHas (a3Hasi TpaHuLA, SNCKTPUYECKas MPOBOJUMOCTb, KUHETHKA CIICKaHHs, JHEP-
THsl aKTUBALMH, UMIICIAHCHAs CHEKTPOCKOIIHS, METO/ TTOTyYECHHS
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Effect of HVOF spraying parameters on the structural-phase composition
and mechanical properties of ZrCN coating

The article presents the results of a study on the influence of HVOF spraying parameters on the phase compo-
sition, mechanical properties, and adhesion characteristics of zirconium carbonitride (ZrCN) coatings. X-ray
diffraction analysis of the ZrCN coatings revealed the presence of ZrCN, ZrC, ZrN, ZrO, Fe, and FeN phases,
indicating a complex coating structure and possible oxidation and elemental diffusion processes. The for-
mation of ZrC and ZrN is attributed to the thermal decomposition of ZrCN powder during the coating pro-
cess, while the presence of the oxide phase ZrO is explained by the use of an oxygen-containing gas mixture
during HVOF spraying. The microhardness of the ZrCN coatings reaches values in the range of 1500—
1800 HV, depending on the spraying parameters. Adhesion test results showed that the maximum coating
bond strength under tensile load was 7.49 MPa. Optimal coating characteristics were achieved at the follow-
ing spraying parameters: substrate distance of 35—40 cm, propane pressure of 1.7 bar, air pressure of 2.6 bar,
and oxygen pressure of 2.8 bar. These conditions allow the formation of a dense, wear-resistant coating struc-
ture with enhanced performance characteristics.

Keywords: HVOF, microhardness, adhesion, structure, phase composition, ZrCN coating, X-ray diffraction

S Corresponding author: Kambarbekov, Sardor, sardor.kambarbekov(@mail.ru

Introduction

Currently, ensuring high wear resistance and durability of cutting tools of technological equipment is
one of the key tasks in mechanical engineering and metalworking. Cutting tools and parts operating under
conditions of intensive wear and high mechanical loads require the use of wear-resistant protective coat-
ings [1]. Both physical and chemical deposition methods are actively used to form protective and functional
coatings. Physical processing methods include physical vapor deposition, plasma spraying, and magnetron
sputtering, which provide dense, wear-resistant coatings with high adhesion to the substrate [2—6]. Addition-
ally, to increase wear resistance and corrosion resistance of materials, sol-gel technologies and laser coating
methods are actively used, ensuring control over the composition and structure of the formed layers [7, 8].
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Among the above methods, the most promising is the HVOF technology, which allows obtaining
nanostructured coatings. HVOF technology has become widespread in many industries due to its flexibility
and cost-effectiveness in obtaining high-quality coatings [9—11]. The physical and mechanical properties of
HVOF sprayed coatings largely depend on the nano- or microstructure of the coating, which in turn largely
depends on the physical and chemical state of the particles at the point of impact on the substrate, such as
speed, temperature, degree of melting and oxidizer content [12—14]. In particular, coatings that can withstand
wear, high mechanical loads and chemically aggressive influences are of particular importance. In this re-
gard, ZrCN coatings demonstrate excellent characteristics under such conditions [15, 16]. It has been proven
that ZrCN-based ceramics have high thermal stability and resistance to physical and chemical environments,
which makes them an excellent candidate for protective coatings of cutting tools and metal parts operating in
extreme conditions [17—19]. It was found that the grains of ZrN/ZrCN coatings were denser, finer and more
compact than those of Zr/ZrN coatings. Accordingly, higher values of hardness, modulus and H/E were
demonstrated by ZrN/ZrCN coatings [20].

The aim of this study is to investigate the influence of HVOF spraying mode parameters on the phase
composition and mechanical properties of ZrCN coating.

Materials and methods

The ZrCN coatings were deposited using the HVOF method on a Termika-3 system [21], which is
equipped with a control panel that allows precise adjustment of the gas supply pressures. Figure 1 presents
both a visual and schematic illustration of the equipment used. As the pressure increases, the gas components
are mixed inside the chamber, after which the powder material with a metered feed enters the burner, where
it is transported by compressed air supplied by the compressor.

Figure 1. External view and structural diagram of the HVOF spraying system: /—torch; 2— powder feeder;
3—gas control panel; 4—compressor; 5—gas cylinder (C3Hg); 6—gas cylinder (O,); and 7—<chiller

At the outlet of the burner, the powder particles enter the flame zone, where they are heated to a state
that ensures their plastic deformation. Then the molten particles are directed to the pre-prepared surface of
the substrate, forming a uniform protective coating. The ZrCN powder with a particle size range of 20—
100 um exhibits an irregular polyhedral fragmented morphology, which is known to have lower flowability
compared to spherical particles. The main spraying parameters are given in Table 1. Steel grade 65G [22],
which belongs to the group of high-carbon, alloyed steels, was used as a substrate.

Table 1
Coating application parameters

No Distance Propane Air Pressure Oxygen Powder
Sample a 2.6 bar
Sample b 35-40 cm 1.7 bar 2.8 bar 2.8 bar ZrCN
Sample ¢ 3 bar
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Table 2 shows the chemical composition of 65G steel. Before spraying, the substrate surface was me-
chanically processed (grinded) to remove oxide films, and then sandblasted to improve coating adhesion.

Table 2
Chemical composition of steel 65G [22]
Steelerade Mass fraction of elements, %
£ Carbon Silicon Manganese Chromium
65G 0.62-0.70 0.17-0.37 0.90-1.20 0.25

The phase composition of the obtained ZrCN-based coatings was studied using an X'Pert PRO X-ray
digraphometer with Cu-Ko. radiation (A = 1.5406 A), a voltage of 40 kV and a current of 30 mA. The scan-
ning angle range was from 20.01° to 89.99° with a step of 0.02° and a data accumulation time of 2 s. The
diffraction patterns were processed using High Score Plus software.

Microhardness was investigated using the Vickers method in accordance with GOST 9450-76 on the
HLV-1DT microhardness tester. A diamond tetrahedral pyramid with angles of 136° was used as an indenter
in the study. During the measurement, a load of HVs was applied to the surface of the sample, and the in-
denter was held for 10 seconds. Then the diagonal dimensions of the input traces (d1 and d2) were deter-
mined with accuracy [24].

To study the adhesive properties of the coatings, tests were carried out in accordance with ASTM
D4541-22. Using an Elcometer 510 hydraulic adhesion meter (Elcometer Instruments, Manchester, UK). The
strength of the adhesive coatings was determined under the following conditions: hold time 0.50 s; target
speed 1.00 MPa/s; backing size 20 mm.

Results and discussion

To study the phase composition of the ZrCN powder intended for spraying, X-ray phase analysis was
carried out, the diffraction pattern of which is shown in Figure 2. It can be seen from the figure that the pres-
ence of the ZrCN peak next to the ZrC, ZrN peaks indicates its partial preservation [23] and confirms its de-
composition with the formation of zirconium nitride. Zirconium carbonitride combines high hardness with
good plasticity, which contributes to the increased resistance of the material to the formation and propagation
of cracks.

«Zr,CN  WZIC  xZIN  #Z10, powder

2000
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Figure 2. X-ray diffraction pattern of ZrCN powder

X-ray diffraction patterns of three coating samples are shown in Figure 3. The study of the phase com-
position of the sprayed coatings by the HVOF method showed the presence of the following phases: ZrCN,
ZrC, ZrN, ZrO, Fe and FeN. The X-ray diffraction results confirmed that ZrC,.«Ny crystallizes in a face-
centered cubic (FCC) structure, and its diffraction peak is located between the control peaks of ZrC and ZrN,
which indicates complete mutual solubility of these phases [24], the parameters of the ZrCN crystal lattice
are cubic system, space group Fm-3m. Compared to titanium and hafnium carbonitrides, ZrCN has greater
plasticity, which has a positive effect on the crack resistance of ceramics made on its basis [25]. In
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works [26, 27], high values of hardness and critical intensity factors were revealed. In addition to high hard-
ness, an important advantage of the coating is its relatively high thermal conductivity, which reduces the risk
of thermal damage [28]. The formation of ZrC and ZrN phases is associated with thermal decomposition of
ZrCN powder. Addition of large amounts of oxygen to the ZrN structure can distort its crystal structure, in-
troduce defects and promote the formation of an amorphous structure. A decrease in grain size and an in-
crease in the lattice constant are associated with the presence of oxygen in the coatings. These effects will
manifest themselves as a broadening of peaks in X-ray diffraction patterns [29]. Many nitrides such as ZrN
crystallize in sodium chloride type structures, and in an ideal perfect crystal first order Raman scattering is
forbidden. However, it is known that deposited coatings contain vacancies which cause distortion of the
structure [30], and as a consequence the Raman spectrum consists of broadened bands due to disorder and
second order processes.
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Figure 3. X-ray diffraction pattern after ZrCN coating HVOF modes:
sample a distance 35-40 cm, fuel pressure 1.7 bar, air pressure 2.6 bar, oxygen pressure 2.8 bar;
sample b 3540 cm, fuel pressure 1.7 bar, air pressure 2.8 bar, oxygen pressure 2.8 bar
and sample ¢ 3540 cm, fuel pressure 1.7 bar, air pressure 3 bar, oxygen pressure 2.8 bar

It is known [31] that zirconium oxide can be found in mainly different phases: tetragonal ZrO,, mono-
clinic ZrO; and cubic ZrO,. Usually pure t-ZrO> in the tetragonal phase exists if Y>3 yttrium oxide is pre-
sent in the coatings [32]. HVOF promotes the formation of a mixture of ¢-ZrO; and t-ZrO;, but if the cooling
is very fast, more of the cubic phase remains. The formation of the ZrO phase, which possesses a similar cu-
bic lattice structure with the space group Fm-3m, is attributed to the use of an oxygen—propane mixture as
the oxidizing environment during high-velocity oxy-fuel spraying. This led to an active interaction of ZrCN
with oxygen and a partial loss of carbon. Excess carbon released during the decomposition of ZrCN diffused
into the metal matrix, promoting the formation of carbide (ZrC) and oxide (ZrO) phases. All samples exhibit
low Zr/(C+N) ratio, 0.3<Zr/(C+N)<0.6, which suggests the presence of an additional amorphous phase, most
likely amorphous C or CNx. Indeed, these phases were also observed in the TiCN system [33]. The Fe phase
was detected at an angle of 44.62°, its main parameters are: cubic system, space group—Im-3m. In addition,
the FeN phase, space group P-3m1, with a cubic lattice was identified. At the same time, the main lines of
this phase coincide in positions with the shifted lines of the (ZrC)(ZrN) type phases with cubic lattice param-
eters mentioned earlier. The peaks of the phase lines in sample 3 at angles of 38.76° have characteristic
broadenings, indicating the presence of phases of transformed compositions. The microhardness of the coat-
ings and the substrate is an important parameter determining their mechanical properties and performance
characteristics. Figure 4 shows the obtained microhardness values for the substrate and ZrCN coatings. The
initial microhardness values of the substrate are 400—500 HV, which corresponds to the typical characteris-
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tics of hardened steel 65G. This indicates a relatively low hardness of the base material compared to the ap-
plied coatings and emphasizes the need to use protective layers to improve wear resistance.
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Figure 4. Microhardness values of 65G steel. HVOF modes:
sample a distance 35-40 cm, fuel pressure 1.7 bar, air pressure 2.6 bar, oxygen pressure 2.8 bar;
sample b 35-40 cm, fuel pressure 1.7 bar, air pressure 2.8 bar, oxygen pressure 2.8 bar
and sample ¢ 35-40 cm, fuel pressure 1.7 bar, air pressure 3 bar, oxygen pressure 2.8 bar

After deposition of ZrCN coatings, a significant increase in microhardness is observed, with values var-
ying depending on the sample. Sample a shows an increase in microhardness to 1600 HV, indicating the
formation of a dense coating with a good degree of particle compaction. Sample b reaches a maximum hard-
ness of 1800 HV, which can be associated with the optimal particle size of the coating, uniform phase distri-
bution and minimal porosity. Sample ¢ shows microhardness in the range of 1500—-1600 HV, which is slight-
ly lower than the second sample, but still indicates high coating strength. A smooth change in microhardness
is observed at the coating-base interface, indicating possible diffusion of alloying elements and temperature
effects during the spraying process.

Coating adhesion tests were carried out using the pull-off method in accordance with GOST 32299-
2013 (ISO 4624: 2002) at a temperature of 20+5 °C no earlier than three days after coating application. To
improve the adhesive bond, the coating surface at the gluing point of the “mushroom” was treated with sand-
paper, provided and degreased with ethyl alcohol. The adhesive was applied according to the manufacturer’s
instructions. Epoxy Adhesive 2214 was applied in an even layer to the surface of the “mushroom”, then the
“mushroom” was pressed against the coating and kept until the adhesive hardened, ensuring the centering of
the surfaces to be glued. If necessary, excess glue was removed. Using a cutting tool (annular cutter), the
coating was cut to the metal around the “mushroom”. Saw cuts were made across the entire coating thickness
until the metal appeared, with the cut width being at least 1 mm. Tests were conducted at least 24 hours after
gluing the “mushrooms”. To measure adhesion, the “mushroom” was placed in a special adhesion meter de-
vice. The adhesion meter’s stop mechanism was hooked onto the “mushroom” and by pressing the handle, a
normal tear-off force was applied, the value of which was recorded on the device scale. It should be noted
that non-compliance of the coating with the operating conditions of its application (e.g., climatic conditions),
insufficient quality of surface preparation and other violations of the application technology lead not only to
a decrease in its efficiency and reliability, but also to defective coating.

In Figure 5, the final result was a maximum bond strength at break of 7.49 MPa per square centimeter.
But even with such a break, the surface of the sample was not damaged. In sample b, we can see distinct
places that were attached to the “mushrooms” and it is clear that the surface of the sample was not deformed
during the break. When breaking, it was obvious that we only tore off the adhesive, not the surface of the
sample. With such indicators, the surface of the sample was not affected in any way and no visual defor-
mations were visible.
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Statistics Statistics Statistics

# Readings 1| |# Readings 1| |# Readings 1
Mean 2.750 MPa| [Mean 7.490 MPa| |Mean 4.240 MPa
Maximum 2.75 MPa| |(Maximum 7.49 MPa| |Maximum 4.24 MPa
Minimum 2.75 MPa| (Minimum 7.49 MPa| (Minimum 4.24 MPa
Standard Deviation (o) Standard Deviation (o) Standard Deviation (o)

Mean + 3o Mean + 3o Mean + 30

Mean — 30 Mean — 30 Mean — 3o

Coefficient of Variation Coefficient of Variation Coefficient of Variation

# Readings < Limit 1 (100.0 %)| |# Readings < Limit 1 (100.0 %)| |# Readings < Limit 1 (100.0 %)

Sample a

Sample b

Sample ¢

Figure 5. Image of the sample surface and the results obtained after the adhesion test

Conclusion

This research paper presents the results of structural-phase, microhardness and adhesion of ZrCN coat-
ings applied by the HVOF method on 65G steel. The study showed that ZrCN coatings applied by the HVOF
method form a complex phase structure including ZrCN, ZrC, ZrN, ZrO phases. The best formation of ZrCN
and ZrC phases is achieved at moderate values of atmospheric pressure, which minimizes oxidation and in-
creases the coating density. Sample (b) demonstrates the most favorable phase composition, which confirms
its best mechanical properties, such as high hardness, wear resistance and chemical resistance. ZrCN-based
coatings have significantly higher microhardness compared to the substrate, which is largely due to the for-
mation of ZrC, ZrN. Sample (b) demonstrates the greatest strength, having a microhardness of 1800 HV,
which makes it the most suitable for use under high loads. In addition, the maximum adhesion at adhesion
failure is 7.49 MPa per square centimeter, which shows that sample (b) of the coating has high adhesion and
has a layered structure characteristic of thermal spraying. The results obtained confirm that HVOF spraying
can form coatings with high wear resistance and heat resistance, ensuring reliable operation under extreme
conditions.
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HI.P. Kyp6an6ekos, A. Kuzaros, H. Mycaxas,
IT.A. Cannaxmeros, C.X. Kambap6ekos, b. Kannap

HVOF 6ypky napamertpiepidid ZrCN xa0bIHIapPbIHBIH KYPbLIBIMABIK-(a3aJbIK
KYPaMbIHA K9HEe MEXaHMKAJIBIK KacueTTepiHe acepi

Makamaga HVOF Oypky mnapamerpiepiHin ImpkoHuii kapOoHuTpumi (ZrCN) >kaOBIHBIHBIH (ha3albIK
KypaMblHa, MEXaHUKAJIbIK KacHETTepiHe jKOHE aAre3MsUIBIK CHUIaTTaMajlapblHa dCEpiH 3epTTey HATIDKelepi
Oepinren. ZrCN xaOBIHIAPBIHBIH PeHTIeHAIK Tudpaksuiblk Tangaysl ZrCN, ZrC, ZrN, ZrO, Fe xone FeN
(hazamapbIHBIH OOTYBIH aHBIKTAIBI, OYJI Kypesi )KaObIH KYPBUIBIMBIH KOHE 3JIEMEHTTEPIIH BIKTUMAT TOTBIFY
xkoHe muddy3usubik mpouectepin kepeereni. ZrC xoHe ZrN Ty3imyi xkaly mpouecinae ZrCN yHTaFbIHBIH
TEPMUSUTBIK BIIBIpaybIMEH OalmaHbICTHI, an ZrO oxcup (aszaceiHblH maiiga 6omysl HVOF mamy kesinge
OTTEri KOCMachl KOJJaHBUIFaHbIMEH TyciHmipineni. ZrCN »xaObIHAAPBIHBIH MHKPOKATTBUIBIFBl OYpPKY
napamerpiepine 6ainanbictsl 15001800 HV nuama3oHBIHIAFE! MOHIEPTE JKeTel. AIre3us ChIHAYIIAPbIHBIH
HOTWXKENepl Y3UIly Ke3iHJe KaObIHHBIH MaKCHMaJabsl Oainmanbic Oepiktiri 7,49 MIla OomraHbIH KOPCETTI.
OHTailylbl cUMaTTaMalapra Keleci OYpKy mNapaMmeTrpiepi apKpUIbI KON JKETKi3imi: cyOcTpaTtka JeiHri
KaIIbIKTHIK 35—40 cM, mpormaH KpICEIMEI 1,7 Oap, aya 2,6 6ap, oTreri 2,8 6ap. benrinenren maprrap eHIMIUTIK
KacHeTTeP1 JKaKCapThUIFaH THIFBI3, TO3yFa TO3IM/I1 KaOBbIH KYPBUTBIMBIH KaJIBIITACTBIPyFa MYMKIHIIK Oepei.

Kinm ce30ep: HVOF, MHKpPOKAaTTBUIBIK, anres3us, KYpbUIbIM, (a3zanblK Kypambl, ZrCN skaObIHOapHI,
pEeHTTreHAIK IudpaKkIus

[I.P. Kyp6an6ekos, A. Kuzaros, H. Mycaxas,
I1.A. Cangaxmeros, C.X. KambapOekos, b. Kanngap

Biausinue napamerpoB HanblieHuss HVOF Ha cTpykTypHO-(a30BbIii cocTaB
U MeXaHUYeCKHe CBOMCTBA NOKpbITHil ZrCN

B cratee mpencraBieHbl pe3ysbTaThl HCCIEAOBAHUS BIUSHHUA I1apaMETPOB  BBICOKOCKOPOCTHOIO
razortamenHoro HanbiieHuss (HVOF) Ha da3oBslit cocTa, MexaHW4ecKHe CBOMCTBA M a[re3MOHHBIE Xapak-
TEPUCTHKU ITOKPHITHS KapOoHuTpuna 1upkoHus (ZrCN). PeHTreHOCTpyKTYpHBIH aHaiM3 HOKpeITHH ZrCN
BousiB nipucyterBue ZrCN, ZrC, ZrN, ZrO, Fe u FeN ¢a3, 4to cBHIETEIBCTBYET O CIOXKHOI CTPYKTYype
MIOKPBITHSL U BOBMOXKHBIX TMporeccax okucieHus u nuddysun snementoB. @opmuposanne ZrC u ZrN cBsiza-
HO C TEPMHUECKIM pa3iioxkeHneM nopoirka ZrCN B mporecce MOJy9eHHsI HOKPHITHS, a 00pa3oBaHHe OKCHJI-
HOH (ha3sl ZrO oOwsicusiercst Tem, uro nprn HVOF HambireHMn ncmoss3oBaack cMech KHCIOpoaa. Mukpo-
TBepocTh ZrCN TOKpBITHI HocTHTaeT 3HadeHui B auanasoHe 1500-1800 HV B 3aBucumoctn ot mapamer-
pOB HambUIeHUs. Pe3ynbTaThl HCOBITAHUN HAa aAre3HI0 IOKa3ald, YTO MAKCUMAJbHAs IPOYHOCTH CLEIICHUS
HOKPBITHS IpH pa3peiBe cocTaBuia 7,49 MIla. OntumanbHble XapaKTepUCTUKU JOCTUTHYTHI IPU MapaMeTpax
HalbUICHUSA: paccTosHue 10 mnoanoxku 35-40 cm, naBneHue mpomaHa 1,7 Gap, Bosmyxa — 2,6 Oap,
Kuciopoga 2,8 0ap. YCTaHOBIEHHBIE YCJIOBHS MHO3BOJSIIOT C(HOPMHUPOBATH IUIOTHYIO, HM3HOCOCTOHKYIO
CTPYKTYPY HNOKPBITHSA C yIyUIIEHHBIMH 3KCIUTyaTallUOHHBIMH CBOWCTBAMHU.

Kniouesvie ciosa: HVOF, MUKpOTBEPIOCTD, anres3ns, CTPYKTypa, (a3oBelil cocTas, MOKpsITH ZrCN, peHTre-
HOBCKasl TU(PaKIH
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Investigation of the Influence of Modes of Intensive Plastic Deformation
on the Process of Grain Refinement of Titanium Alloy Ti-13Nb-13Zr
at Equal-Channel Angular Pressing and Subsequent Rotary Forging Compression

Ultrafine-grained materials are currently of great interest due to their excellent mechanical and functional
properties. One of the most effective methods to obtain such materials with a unique combination of micro-
structure and properties is intense plastic deformation (IPD). This paper deals with the development of an ef-
ficient IPD method for Ti-13Nb-13Zr titanium alloy based on a combined approach involving equal channel
angular pressing (ECAP) and subsequent rotational forging compression (“RFC”). Ti-13Nb-13Zr titanium al-
loy was pressed at different temperatures using an equal channel angular pressing (ECAP) process through a
channel angle of 130° for several passes, followed by rotational forging compression (“RFC”). Microstructur-
al analysis showed that the application of combined processing (RCUP + RFC) transformed the coarse-
grained (CG) structure into an ultrafine-grained structure (UFGS). In addition, the results of mechanical tests
indicate that the application of combined processing method significantly increases the hardness and modulus
of elasticity of titanium alloy Ti-13Nb-13Zr. These changes in the complex of properties allow us to consider
this alloy as a highly effective alternative to traditional metallic materials used in biomedical implantology.

Keywords: Intense plastic deformation, ultrafine-grained structure, equal-channel angular pressing, rotary
forging compression, titanium alloys
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Introduction

In recent decades, there has been a steady increase in interest in the use of titanium alloys in medicine,
particularly in orthopedics, traumatology, dentistry and cardiac surgery. This is due to the unique properties
of titanium and its alloys, such as high corrosion resistance, excellent biocompatibility, low specific weight,
and a favorable combination of strength and elastic properties [1]. However, with the ever-increasing re-
quirements for the durability and reliability of medical devices, especially implants, the need to improve the
mechanical properties of materials without compromising their biocompatibility becomes obvious. There-
fore, it is highly desirable to develop new materials for implants made of titanium and titanium alloys with
higher tensile strength and elasticity modulus equivalent to the bone elasticity modulus.

One of the most urgent and promising directions in the field of improving the performance characteris-
tics of titanium alloys is the formation of ultrafine grain structure (“UFGS”). Reduction of the average grain
size to submicron level (less than 1 micron) provides a significant increase in strength, hardness and fatigue
resistance due to intensification of the grain boundary hardening mechanism [2]. The strength of metallic
materials increases with decreasing grain size, which is well known as the Hall-Petch relationship [3]. Grain
refinement can induce hardening without the addition of any alloying elements and can potentially achieve
the desired strength. Intense plastic deformation (IPD) is known as a new method to produce UMP structures
and a large number of studies have been conducted on IPD and UMP structures. Equi-channel angular press-
ing, multilayer torsion, rotary forging and others are commonly used to fabricate IPD [4].

Nevertheless, most of the existing IPD methods require further optimization in terms of manufacturabil-
ity, reproducibility and scalability for practical application in the medical industry. In addition, it is important
to take into account the influence of deformation parameters on the phase composition, texture and, ultimate-
ly, on the biomechanical properties of the finished products. Thus, the actual scientific task is the develop-
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ment of such a method of IPD, which will make it possible to obtain titanium alloys with UMP structure,
possessing high strength, stability and suitability for the manufacture of medical implants.

Equal channel angular pressing (ECAP) is one of the most effective methods of severe plastic defor-
mation, which is used to obtain ultrafine-grained and nanostructured materials. This process involves repeat-
edly pushing a sample through a system of channels with equal cross-sections connected at a certain angle.
The main advantage of ECAP is the ability to achieve significant plastic deformation without changing the
shape of the specimen, which makes this method attractive for improving the mechanical properties of met-
als and alloys such as strength, ductility and hardness. And also equal channel angular pressing is one of the
most effective methods of intense plastic deformation (IPD), designed to produce ultrafine grained or
nanostructured structure in metals and alloys without changing the external shape of the specimen. One of
the key factors affecting the efficiency of the ECAP process is the geometry of the matrix channels, includ-
ing the joint angle and corner rounding radius. Optimization of these parameters allows minimizing defor-
mation inhomogeneities, reducing friction and lowering pressing forces, which is especially important for
ensuring microstructure uniformity and improving the quality of the processed material.

Currently, scientists have proposed various variants of mechanical and thermomechanical treatments of
Ti-13Nb-13Zr alloy [5]. For example, Majumdar et al. [6] have tried several combinations of hot working,
ST and cooling conditions to optimize the mechanical performance. Park et al. [7] introduced warm cross
rolling to obtain ultrafine grain structure in Ti-13Nb-13Zr alloy. Li et al. [8—12] first proposed to improve the
mechanical properties of this alloy by multi-pass gauge rolling. Recently, he was able to improve this pro-
cess and obtained the lowest Young’s modulus ever reported for Ti-13Nb-13Zr [13]. In [14], the effect of
thermomechanical treatment by equal-channel angular flattening on the structures and phase composition of
Ti-13Nb-13Zr (TNZ) was investigated. In [15] the peculiarities of microstructure evolution and properties of
Ti-13Nb-13Zr alloy under combined processing including ECAP and subsequent rotational forging compres-
sion (RFC) were investigated. Due to RCUP + RFC, the tensile strength increased to 1167.7 MPa and the
elongation was 8.6 %. The excellent mechanical properties were mainly due to hardening by a-phase precipi-
tation, dislocation hardening and grain refinement.

In this regard, the aim of this work is to develop an efficient IPD method for Ti-13Nb-13Zr titanium al-
loy based on a combined approach involving equal-channel angular pressing (ECAP) and subsequent rota-
tional forging compression (RFC).

Materials and methods of experiments

Ti-13Nb-13Zr titanium alloy was chosen as the material for the study. The chemical composition of the
main alloying elements is: 13.0 wt.% Nb, 13 wt.% Zr, 0.086 wt.% O, 0.009 wt.% N, 0.0012 wt.% H, the rest
— Ti. The choice of this alloy is due to its wide application in the production of medical implants due to its
high biocompatibility, corrosion resistance and low modulus of elasticity.

The study of structure and properties of samples after different treatment modes was carried out using
optical and electron microscopy. Surface microstructure and cross-sectional morphology of the coatings were
studied by scanning electron microscopy (SEM) on Vega 4 (Tescan, Czech Republic). Hardness and modu-
lus of elasticity of the samples were measured by the Martens method according to ASTM E 2546 on a hard-
ness tester FISCHERSCOPE HM2000S (“Fischerscope”, Germany), at indenter load F = 245.2mN and dwell
time of 20s. Surface roughness was determined according to GOST 25142-82 using a profilometer model
130 [16].

A combined approach involving equal-channel angular pressing (ECAP) followed by rotational forging
compression (“RFC”) was used to obtain an ultrafine grained (UFG) structure.

Figure 1 shows the complete simulation of the equal-channel angular pressing process, including the
punch path (@), channel geometry (b, c), finite element mesh (d), Mises stress distribution (e), and force ver-
sus displacement plot (f). The punch motion exhibits linear descent and return, which sets the initial condi-
tions for deformation. The channel geometry and grid structure provide high detail of the calculation in the
stress concentration zones. The stress distribution shows that the maximum stresses are concentrated in the
corners of the channel, confirming the need for shape optimization to reduce peak values (~14x10% N/m?).
The force-displacement plot illustrates the stability of the process with a peak force of ~9x10° N, which is
associated with overcoming the material resistance. This model demonstrates a comprehensive approach to
the analysis of ECAP, which allows us to evaluate the influence of process parameters and suggest optimal
conditions for uniform formation of ultrafine-grained structure.
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Figure 1. Modeling of ECAP process: (a) punch trajectory, (b, ¢) channel geometry, (d) finite element mesh,
(e) Mises stress distribution, (f) force dependence on vertical displacement

The computational mesh used is characterized by high density in critical areas, which ensures the accu-
racy of the analysis and allows for a detailed study of the plastic behavior of the material. Thus, this model
serves as an important tool for the study and optimization of the ECAP process, allowing the consideration
of various geometrical and technological parameters. This, in turn, contributes to the improvement of materi-
al characteristics, reduction of production costs and expansion of the application of the ECAP method in in-
dustry.

Based on the theoretical calculations carried out using the finite element method, the design of the ma-
trix for ECAP was developed and optimized. The main design criterion was to ensure uniform distribution of
plastic deformation of the material while minimizing stress concentrations and pressing forces. Calculations
showed that the optimal angle of channel connection is 130 degrees, which provides effective strain redistri-
bution without significant increase in force.

High-strength tool steel of 9XI'CA grade, which has high wear resistance and deformation resistance,
was used for manufacturing the matrix. The design includes an internal channel with an angle of 130 de-
grees, which allows minimizing the friction of the material against the walls and preventing local fractures
during the passage of the sample. The actual design was fabricated with the calculated loads and contact
conditions [17, 18].

This matrix (Fig. 2) is designed for experiments to improve the mechanical properties of the material by
intense plastic deformation.

Ti-13Nb-132Zr

Figure 2. Matrix for ECAP
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The samples were prepared in the form of cylinders with a diameter of 10 mm and a height of 20 mm,
which meets the requirements of a matrix fabricated with a channel angle of 130 degrees.

After equal channel angle pressing (ECAP), the material is subjected to an intermediate heat treatment
to relieve residual stresses and stabilize the structure. This step is critical to prepare the material for the next
processing step, rotational forging compression (RFC) (Fig. 3).

1, 2 —rollers; 3 — spindle; 4 — cage; 5 — strikers; 6 — workpiece
Figure 3. Rotary forging scheme (a) and rotary forging machine (b)

RFS complements ECAP by providing additional grain refinement through a complex combination of
rotational and axial deformations, which contributes to microstructure equalization and increased uniformity
of mechanical properties. Figure 4 shows a scheme of stages of combined ECAP and RFS processing with
intermediate heat treatment, where each stage plays a key role in achieving ultrafine grain structure. The first
stage of ECAP provides an intense plastic deformation initiating grain refinement and substructure for-
mation. The material is then subjected to intermediate heat treatment, which relieves residual stresses, acti-
vates recrystallization processes and prepares the material for the next stage. The final stage of RFS (rotary
forging compression) completes the process by creating complex deformation modes to eliminate structural
inhomogeneities and additional grain refinement.

Figure 4. Schematic diagram of stages of combined processing
of ECAP and RFS with intermediate heat treatment
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Table summarizes the combined severe plastic deformation (SPD) regimes applied to titanium, involv-
ing equal-channel angular pressing (ECAP) and rotary forging compression (RFC), with varying numbers of

cycles and processing temperatures. All processing was conducted in air.

Table
Modes of combined severe plastic deformation
Mode Processing Processing Number Processing Processing Number
method temperature (°C) of cycles method temperature (°C) of cycles
Ti 1 ECAP 700 1 - — —
Ti 2 ECAP 700 1 RFC 800 2
Ti 3 ECAP 700 2 RFC 800 3
Ti 4 ECAP Room temperature (25) 1 - - -

Results and Discussions

Room temperature the study of titanium microstructure after intense plastic deformation (IPD) with dif-
ferent number of cycles and application of heat treatment showed a significant influence of processing modes
on the material structure (Fig. 5). In the initial state (@) titanium had a coarse-grained structure without de-
fects. After 2 cycles with heat treatment (), grain refinement and the beginning of recrystallization were ob-
served, but the structure remained heterogeneous. Three cycles with heat treatment (c¢) promoted the for-
mation of a fine-grained and homogeneous structure, practically devoid of defects. The maximum uniform
ultrafine-grained structure was achieved after 5 cycles with heat treatment (d), which provided material sta-
bility and improved mechanical properties. In the case of 1 cycle without heat treatment (e), significant de-
fects such as microcracks and inhomogeneous structure were found, which limits the strength properties.
Thus, heat treatment after IPD plays a key role in improving the structure and properties of titanium.

Figure 5. Microstructures of titanium alloy samples after various processing modes:
Ti_orig. (a); Ti_1 (b); Ti_2 (¢); Ti_3 (d); Ti_4 (e)
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Figure 6 shows the dependence of hardness (H) and modulus of elasticity (E) of titanium alloy samples
on processing modes. The source material has low hardness and modulus of elasticity. After ECAP pro-
cessing in Ti_1 mode, there is a slight increase in these parameters. A significant increase in hardness and
elastic modulus is observed in the Ti 2 and Ti_3 modes, where combined ECAP + RFC treatment was ap-
plied. The maximum values are reached in the Ti_3 mode, which is associated with an increase in the num-
ber of cycles and more intensive grinding of grains. However, in the Ti_4 mode, when using ECAP at room
temperature, the hardness and modulus of elasticity are significantly reduced, due to insufficient deformation
of the material and a low degree of grain grinding.

Thus, combined ECAP + RFC treatment with an optimal number of cycles demonstrates the greatest ef-
ficiency in improving the mechanical characteristics of a titanium alloy.

3000 T . T - T - . - |
-110

—m— H(WPa)

2900 —m— E(MPa)

- 105

2800 -

2700 —

2600

100
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WMex Ti1 Ti 2 Ti3 Ti 4

Figure 6. Hardness (H) and modulus of elasticity (E) of the samples

Conclusion

In the course of the study, an effective technology for intensive plastic deformation of Ti-13Nb-13Zr ti-
tanium alloy for medical purposes using equal-channel angular compression (ECAP) and rotational forging
compression (RFC) was developed and experimentally substantiated.

The results of numerical finite element modeling have confirmed the importance of optimizing matrix
geometry for ECAP. It has been shown that the channel connection angle of 130° ensures uniform distribu-
tion of plastic deformation and minimizes peak stresses in the material, which helps to prevent the destruc-
tion of samples during pressing.

The combined treatment, including the sequential use of ECAP and RFC with intermediate heat treat-
ment, made it possible to achieve the formation of an ultra-fine-grained structure of the material and a signif-
icant increase in its mechanical characteristics. Experimental studies of the structure and properties of the
titanium alloy have shown that the best results are achieved after five cycles of combined ECAP + RFC
treatment at a temperature of 700—800 °C. At the same time, the formation of a uniform ultrafine-grained
structure with a minimum number of defects was observed, as well as a significant increase in the hardness
and modulus of elasticity of the material compared with the initial state.

The developed technology of plastic deformation intensification opens up new prospects for the crea-
tion of a new generation of medical implants with improved performance, increased reliability and durabil-
ity. The results obtained can be used to scale the process into industrial production and for further research
aimed at optimizing deformation and heat treatment modes depending on the requirements for specific medi-
cal devices.
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A.B. Kenecbexos, A. Cepikbaiikpi3bl, J. baibkan, E.E. baranos, JI.C. Kanp6aeBa

Vnprpaycakryiipurikri (Y¥T) wMarepuangap Kasipri Ke3fe ©3/A€piHiH >KOFaphl MEXaHUKAIBIK KOHE
(YHKLIHMOHAIBIK KacHeTTepiHe OaillaHBICTBl YJIKEH KBI3BIFYIIBUIBIK TYIbIpyAa. MyHIail marepuanmapist
epeKIIe MUKPOKYPBUIBIMBI MEH KacHeTTep YiieciMiHAe alyablH €H THIMII oMicTepiHiH 0ipi — HMHTEHCUBTL
wractukanslk gepopmarmst (UITJT). Ocsr sxymeicta Ti-13Nb-13Zr Tutan KocmackiHa apHaiFaH taimal UITJ
oniciH a3ipiey KapacTelppurraH. byn oxmic TeHapHams!l OypeiuThlK npectey (TBII) kome omaH KeifiHri
aifHaMansI-KeIcy COKKBICHIH (AKC) KaMTHTBIH OipiKTipiIreH Tocinai Konpanyra HerizgenreH. Ti-13Nb-13Zr
TUTaH KOCTachHa OipHemre oTy apKbUibl 130° OYphINITH apHaJaH OTETIH TEHAapHAJbl OYPHIMITHIK IpecTey
(TBII) mpoueci opTypii TemIepaTypaiapla >KYpri3iiai, ogaH KeiiH aifHanManbl-Kbicy COKKbICEI (AKC)
KOJIIaHBUIIBI. MUKPOKYPBUIBIMABIK Tajnay HoTkenepi kepcetkenaeld, TBII men AKC-TbI OipikTipin eHICY
apkputel Oactankel ipi Tydipurikti (IT) KypbuteIM yipTpaycakTydipurikke aifHamazpl. COHbIMEH KaTap,
MEXaHHUKAJIBIK CBIHAK HOTWXXeJepi atanraH OipikripinreH enaey omiciHiH Ti-13Nb-13Zr TutaH KOCTIaCHIHBIH
KATTBUIBIFBI MEH CEpHiMALTIK MOIYJiH eIdyip apTThIpaThIHBIH Kepcereni. KaipinTackan KacHeTTep
KeIleHiHeri Oy e3repictep Oy KOCHAaHBI OMOMEIUIMHAIBIK WMIUIAHTOJIOTHAAA KOJIAHBUIATBIH TOCTY I
METaJUT MaTepHaIapbIHa XKOFaphl THIM/II OajaMa peTiHe KapacThIpyFa MYMKIH/IIK Oepeti.

Kinm ce30ep: WHTEHCHBTI IIACTHKAIBIK AedopMamus, YJIbTPAayCaKTYHIpIIKTI KYpBUIBIM, TEHapHAIBI
OYPBILITHIK IPECTEY, AiHAIMAIBI-KbICY COKKBICHI, THTaH KOPTIaIapbl

A.b. Kenecoekos, A. Cepik0aiikpi3bl, /. baitbkan, E.E. baranos, JI.C. Kanp6aesa

Ha NMpouecc u3MeJb4eHns 3epHa TUTaHOBOrO cmiiaBa Ti-13Nb-13Zr
NPU PABHOKAHAJIBLHOM YIJIOBOM MPeCCOBAHUU
U MOCJIeAYI0IeM BPallaTeJIbHO-KOBOYHOM CAKATHH

VY IIpTpaMenKo3epHUCThIE MaTepHallbl B HACTOSIIEEe BpeMs NMPEACTABISIOT OOJBINON HHTEepec Omaromapsi CBO-
UM TPEBOCXOTHBIM MEXaHHYECKUM M (YHKIMOHAIBHBIM cBoiicTBaM. OqHUM U3 Hanbosee 3PpQeKTUBHBIX Me-
TOJIOB TIOJyI€HHSI TAKAX MAaTEPHAIOB C YHUKAIGHBIM COYETAHNEM MUKPOCTPYKTYPEI U CBOMCTB SIBISETCS MH-
TeHcuBHas actudeckas aedopmarust (UI1). B macrosmiei pabote paccMaTpuBaetcst paspabdborka 3ddek-
tuBHOro Merona UIIJI anst tutanororo crutaBa Ti-13Nb-13Zr, 0CHOBaHHOTO Ha MPUMEHEHHUH KOMOWHHPO-
BaHHOTO MOJIX0/a, BKIIOUAIOUIEr0 paBHOKaHabHOe yrioBoe npeccoBanue (PKVYII) u nocnenyromee Bpaia-
TenbHO-KoBOoYHOE ckatne (BKC). Turanossrit cruta Ti-13Nb-13Zr moxBepraics mpeccoBaHHIO TP pa3iny-
HBIX TeMIIepaTypax C HCIOJb30BaHHEM Ipoliecca paBHOKaHAJIbHOTO yrioBoro npeccoBanus (PKVYII) uepes
yron kaHanma 130° B TeueHHe HECKONIBKHX IPOXOJOB, ¢ MOCIEAYIONINM BPAIMIATEIbHO-KOBOYHBIM CXKaTHEM
(BKC). MEKpOCTPYKTYpHBII aHaIN3 TOKa3all, YTO NMpU MPUMEHEHUN KOMOMHUpOoBaHHOK 00paboTku (PKVII
+ BKC) xpynno3zepnuucras (K3) crpykrypa Tpanchopmupyercs B yibTpaMenko3epHUCTYI0 (YM3) cTpykry-
py. Kpome Toro, pe3ynbTaTsl MEXaHHIECKHX HCHBITAaHUI CBUAETEIBCTBYIOT O TOM, YTO MPHUMEHEHHe KOMOu-
HHPOBAHHOTO METO/a 00pabOTKH CYIIECTBEHHO MOBBINIACT IMOKA3aTeN! TBEPJOCTU U MOAYJISI YIPYTOCTH TH-
tanoBoro craBa Ti-13Nb-13Zr. Vka3aHHble H3MEHEHHSI B KOMIUIEKCE CBOICTB MO3BOJISIIOT PaccMaTpuBaTh
JAHHBIN CIIaB B KauecTBE BHICOKOI((EKTUBHOW albTEPHATHBBI TPAJAUIMOHHBIM METAJUIMYECKUM MaTepha-
JIaM, UCTIOJIb3yEeMBIM B OMOMEAUIIMHCKOH NMIUIAHTOJIOTHH.

Kniouesvie cnosa: WHTEHCHUBHAS IUTacTHUecKas JedopMariys, yabTpaMeNnKO3epHUCTast CTPYKTypa, paBHOKa-
HaJIbHOE YTJIOBOE TIPECCOBAHNE, BPAIaTeIbHOE KOBOYHOE C)KATHE, THTAHOBBIC CIIABBI
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Transverse and Longitudinal Thermomagnetic Waves in Conducting Media

The excited thermomagnetic wave in anisotropic conducting media is analyzed theoretically at different di-
rections of the gradient of the temperature VT, relative to the wave vector & . It is shown that at k L VT

(transverse wave) and at & || VT (longitudinal wave) the oscillation frequency has different values. In these
two cases, the excited thermomagnetic waves are increasing. The increment of the increase in each case has
different values. It is shown that the values in different directions of electrical conductivity for the excitation
and for the increase of thermomagnetic waves play a major role. Depending on the selected conditions, the
frequency of thermomagnetic waves changes significantly. In both cases (i.e. k LVT and k| VT), the
choice of coordinate systems does not affect the theoretical calculation at all. The frequency and increment of
thermomagnetic waves do not depend on the choice of coordinate systems. However, the choice of coordinate
systems significantly affects the choice of the direction of the magnetic field and the temperature gradient.
The velocity of hydrodynamic motions of charge carriers turns towards the temperature gradient. The excited
magnetic field upon excitation of charge carriers (electrons) depends very much on the direction of the tem-
perature gradient. The oscillation frequency of excitation of thermomagnetic waves depends linearly on the
value of the temperature gradient. The increment of growth of excited thermomagnetic waves has different
values for different values of the tensor of electrical conductivity of the medium o, . It is stated that if the

wave vector of excited waves and the constant gradient of the temperature are directed at an angle, i.e.

(IE§T =kVT cos a,[lgﬁT } =kVT sina) theoretical calculation of the oscillation frequency and the increment

of growth fails due to the high degree of the dispersion equation relative to the oscillation frequency. This
theory does not consider the electric field created by the redistribution of charge carriers. The theory takes in-
to account that the constant temperature 7, , external field E,, and the mean free path of charge carriers satis-

fy the relation k\T) < eEl, k, is a constant. At kT, ~ eE,/ and k,T, >eE,/ a very high temperature is re-
quired, i.e. melting of the medium begins.

Keywords: excitation, frequency, increment, thermomagnetic, dispersion equation, temperature gradient,
wave, wave vector

S Corresponding author: Khalilova, Sh., shahlaganbarova@gmail.com

Introduction

In the work of L.E. Gurevich [1] it was shown that hydrodynamic movements in a nonequilibrium
plasma, in which there is a temperature gradient, lead to the emergence of magnetic fields.

In the same work it was found that plasma with gradient of the temperature VT has oscillatory properties
that are noticeably different from the properties of ordinary plasma. Even in the absence of an external magnet-
ic field and hydrodynamic motions, transverse thermomagnetic waves are possible in it (i.e., £ L VT, k—
wave vector), in which only the magnetic field oscillates. If there is a constant external magnetic field
H,, then the wave vector of thermomagnetic waves should be perpendicular to it and lie in the plane

(H,, VT ). In addition, the usual Alphen wave splits into two hydrothermomagnetic waves, in which the vec-

tors ¥ and are perpendicular to A’ . The spectrum of magnetosonic waves can change noticeably if the propa-
gation speed of thermomagnetic waves is comparable to the speed of sound and the speed of Alphen waves.

If there is a uniform magnetic field in a plasma with gradient of the temperature, then under the influ-
ence of thermomagnetic fields it gradually turns in the direction of the temperature gradient.
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Research of thermomagnetic waves in homogeneous conducting media (in semiconductors and metals)
was carried out in works [2—11]. However, there is no excitation of thermomagnetic waves in anisotropic
conducting media. In this theoretical work we will analyze some conditions for the excitation of stable ther-

momagnetic waves in anisotropic conducting media without an external magnetic field H, =0 and in the
presence of a constant temperature gradient.

Theory

In the presence of an electric field E , gradient of electron concentration Vn, temperature VT = const

and hydrodynamic movements 17(17 ,t) , the electric current density in a homogeneous medium has the form:

Jj=0F +0'|E'H|-aVT-o/| VTH |; (1)
E =E+u+——n(e>0). )
c e n
] (v
In (2), E is the external electric field, is the electric field created by hydrodynamic motion,
c
TVn . . . . o . .
—— is the electric field created by the electron concentration gradient. Substituting (2) into (1), we obtain
e n
an equation of the form
Y=d [Efc] : 3)
X=E.
From (3) we obtain:
- VH Lo . ' . .- TV -
Ez_[ ]—A’[VTH]+LrotH— < [rotH,H |+=-"+AVT. (4)
c 4nc 4nc e n
o'c—ac’ 4t . OH'

Here Azg, A=
c c

differential thermoelectric power, A'—coefficient of the Nernst-Ettinghausen effect.
We will investigate some conditions of thermomagnetic waves in anisotropic conducting media and
therefore we will write the electric field in isotropic media

—, TotH'=—], = —crotE', o—conductivity coefficient, A —
c t

E =n7+n'[]ﬁ]+n”(]ﬁ)ﬁ+A2—T+A'[VT,H]+A”(VT,H)I:I : (5)
X
in anisotropic media
r | g n 7oy oT ’ " r 7
Ey =my B+ | JH | +nl (JH)H, + A, A [VI,H] +A}(VT,H)H,. (6)
k

Here 1, is the tensor of the inverse value of the ohmic resistance, A, is the tensor of the differential

thermoelectric power, A}, is the tensor of the Nernst-Ettinghausen coefficient, we will consider in an aniso-

"

tropic body an external magnetic field H, » - Then in (6) the terms containing of M), N ,A’, are equal to zero.
Then for our problem we obtain the following system of equations

El=myji + Ay |:€TH,:'

L

rotE’z—lai; (7)
c ot
rot]jl’:4—n]’+la£.
c c ot
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Let us assume that all variables have the form of a monochromatic wave

(EL 1))~ (8)
Considering (8) from (7) we obtain:
. 2 .2 . 2 ’ ’
E)=—“—n, (kE')K, + W k2 gy (VTE)K, - Ay (kVT)K;. ©9)
4w 4w w w
Here k —wave vector, (i,k=1,2,3).
Let's write
1, i=k;
Ei' = SikE/; .0, = (10)
0, i#k.
Substituting (10) into (9) we obtain:
Al
0,k =| An, K K, +Bn, +C_IIK1 a_T E;
w Ox,
2 272 (11)
e ilw —c'k
4o fe . B= ( )
4w 4w
From (11) next dispersion equation is obtained:
|cDik _81'/(|:0; (12)
®, =An, K K, +Bn, + <Ay K, o . (13)
w o ox,

Transverse thermomagnetic waves k L VT

At the condition k LVT , a coordinate system can be chosen
k, #0,k, =k, =0,kla—£=0,277;¢0,2—):=0.
Having written out (13) by components and expanding the determinant (12), we obtain the following
dispersion equation in the case k L VT .
i(a —b)w5 +4n(a, —b )w4 +|:2i02k2 (b —a)+i16n2n + 4mT/r]]2]w3 +
+[4nczk2n§ +I167% (WM, — Wi My; + Wy M,y ) — 647 ] w +
+|:iC4k4 (a—=b)+4nc’k> (W MMy — WM M + Wa MM + Wy My My — (14)
—Wy My N33 — Wy N3Ny, ) —il6T° (nzz + My + 64T Wy, )] w+
+4Anc* ke (MyuMay = NNy ) +i167° k7 (W M3 — Wy M3 ) = 0.

=M, ¥ My ¥ N33
From (14) it is easy to see that the general solution is very complicated and therefore we assume the fol-
lowing conditions

Wy N33 = Wi M35
M22M33 = M3aMoss (15)
N=My =0y-
Condition (15) is the choice of the environment.
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Substituting (15) into (14) we obtain the following distance equation

272
K (n—
W2+(W11+iﬂjw—wzo. (16)
n n
From (16)
. . 12
4c’k’ ( - j G,
Wy, = -l — 20, + 1L 1—16n26§1+ Ou_Cu +i167w21 (17)
b2 2 ) w’ w w,
11 11 11

1s obtained.

From (17) it is clear that if <k =2m, Suu

=1
o, 20%k°

12
w, . no .
le:_#—ﬂnczliwu( ZIJ (1+i);
7 2 Wi

12
W :_%—ﬂncﬂ-l—w”[nc”j (1+1); (18)

Wi

12
w, o
wzz—%—ﬂncﬂ—w“[ 21} (1+1).

Wi

12
. : . : w, iis}
From (18) it is clear that w, is decaying wave. A wave with frequency w, = —? +w, ( = j can be
Wy

12 12
. . o w,
growing if WH[ le > 276, or wy>2n'’cl?, (J >2n"?,
Wy Oy

W, >4nc,,. (19)

Conditions (19) are satisfied in a certain anisotropic medium. Thus, at k LVT witha frequency

2 ’
— no, | 1 <M :_ckVZTAH
W, 2 2 2

in an anisotropic crystal a purely thermomagnetic wave is excited.

Longitudinal thermomagnetic waves k | VT
Given the condition, one can choose the axes so that
or oT or oT _

k=kk,=k;=0,—=—#0,—=—=
ox Ox ox, Ox,

0;
i(a —b)w5 + 4Tc(a1 - b, )w4 + [21’c2k2 (a —b) +ilon’n+ 4mX/nl2]w3 +
+[ 4’k (a, —by) +il6m*im, — 64" |w’ +
+[ic'k* (a—b)+4nc*k*Wm; +il6m°win, —il6m” (N, + My ) (20)
—647° (w22 + Wy, )] w+ 4nc'k? (n22n33 —MyNs ) + 647 (w23w32 — Wy, Wy, ) +

+ilon’c’k? (Wzsnn T WMoy = Wi + Wy, ) =0.
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M22M33 = N3 Ns2s
WiMo3 = WiNas
Wiz = WasMso-
Substituting (21) into (20):
641w — [il 61Nk’ + 641 (wy, + wys )] W+ 641 (Wywy, — Wywy; ) =0

is obtained.
From solution (22):

1s obtained
is N’k = 4Tc(w22 +wy3)

1/2 12
Wy, + Wy, 1 ( — )} Wy, + Wy, 1 ( — ) .
w=—2"_3 |4+ —(J*+p> +a|| +2—2|1+—(J>+p*—a) |;
2 { V2 P 2 J2 P

2

Wy t Wy ) 1 2

a=|———=| ;B=——Q =w,w; —wyw, .
Q 167

Considering (25), analysis of (24) shows that when

(\/az +B° —oc)l/2 >1

with a frequency

12
%=K£ﬂ&{4+jidd+W+a)}

2

an unstable wave is excited and when performing (26) it is required

(sz S 2wy Wy = Wiy, )
l6n (sz T Wi )2

Inequality (27) is satisfied if w,;w;, >w,,w;;. Then

2
(Lj S1— 2wyws, _
lon (sz + W33)

+1.

If w,, =w;,
2
(Lj S1— W23V:32
167 2w,
or
Wi Wsy >1.
2w222

Then the frequency of the thermomagnetic wave
1 /2
W0:W22|:_1+$(1'a2+62+a) :|

and the growth increment
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1)

(22)

(23)

24

(25)

(26)

27

(28)
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W =w,, {—H%(,/ausz —oc)l/z] (29)

From (28-29) it is clear that w, <w,.

Conclusion

Thus, in anisotropic conducting media, a transverse k LVT and longitudinal & ||VT growing ther-
momagnetic wave is excited. The frequencies of these waves w, (lg LVT ) and w, (l; VT ) are determined

by the conductivities in different directions.
w, (lg |\ VT ) depends only on the frequency w,, =cA%kV,T, and w, (lg 1vr ) depends only on the

frequency w,, =cA;kV,T and therefore the values of these frequencies are different. The increment of
growing w, (lg \VT ) and w, (lg 1LVT ) also depend on different values of the frequency of thermomagnetic

waves. The Nernst-Ettinizhausen coefficient A/, is different in different directions. Of course, studies of
thermomagnetic waves in the presence of an external magnetic field certainly lead to different dependencies
wy (£ LVT) and w, (K IVT).

The obtained expressions for frequency, expressions for increment in this theoretical work, are valid for
waves propagating perpendicular to the temperature gradient, when parallel to the temperature gradient the
conditions of excitation of waves in the medium will be different. It is possible to conduct corresponding
experiments based on the results of this theoretical work and apply them to GaAs-type semiconductors. As
for the application of the obtained results, it is necessary to experimentally measure The Nernst-
Ettinizhausen coefficient A/, in anisotropic conducting media. After measuring this coefficient, it is possible

to control significantly the frequencies ®, and ®,. This can lead to an improvement in the preparation of
generators based on these thermomagnetic waves.
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OTKi3rim opranapaarbl KeJJAeHeH KoHe 00MJIbIK TEPMOMATHUTTIK TOJKbIHIAP

Temmeparypa rpagucHTiHiE V7T TONKBIHABIK BEKTOPFA k KATHICTHI OPTYPIi GAFBITTAPHIHAA AHH3ATPOITEL
OTKI3TiII OpTajga KO3ABIPBUIATHIH TEPMOMArHATTIK TOJKBIHFA TEOPISUIBIK TAIIAy >KYprisineni. kLVT
(KeJIeHeH TOJIKBIH) KOHE k I vT (OOMIBIK TONKBIH) XKaFAailapblHAa TepOesic KUUTIr opTypial MOHTE ue
GoyaTeIHBI KepceTinreH. Bbyn exi jkarmaiina na KO3ABIPBUIATHIH TEPMOMArHUTTIK TOJIKBIHIApP ApTTHIPYIIBI
cumatka ue. OpOip >Kkarmaiia TONKBIHHBIH KYIIEI0 HHKPEMEHTI opTypii Oomamgsl. TepMoOMarHuTTiK

TOJIKBIHAAPBIH KO3Ybl MEH KYLICIOiHE aHU3OTPOITHI OPTAHBIH SPTYPJIi OaFBITTapBIHAAFHI HJEKTPOTKI3TIIITIK

Gy MQHHepi 0acThl poJ aTKapaTbIHbl NJICJIICHI'CH. Tannanran miaprrapra 0ailIaHEBICTEI TepMOMaFHI/ITTiK

TOJIKBIHHBIH JKUUTIr1 eneyii Typle esrepexdi. Exi skarmaiima ma (sfHw, kKLVT u k I VT ), KOOpOHHATTAp
JKYHeCiH TaHIay TEOpPMSUIBIK ecenTeyiepre acep ermedmi. TepMOMarHHTTIK TOJIKBIHIApABIH JKHLIINT MeH
KYILIEI0 HHKPEMEHTI KOOpAWHATTAp JKyHeciHe Toyenai emec. Anaiina, KOOpAXHATTAp XKYHeciH TaHAay MarHuT
epici MeH TeMmmeparypa TpaIueHTiI OarbITHIH TaHJAyFa eleyii acep ereli. ['HapoanHaMUKaIBIK KO3FabIC
JKBUIJAMIBIFBl  TEMIIEpaTypa TpaJueHTi OarbIThIHA Kapail OaFbpITTanafbl. 3apsAl TachIMajjaylibuiap
(3meKkTpoHAap) KO3IBIPEUIFaH Ke3/e Maiia 00JIaThIH MAarHUT ©pici TeMIeparypa IrpaJiueHTi OaFbIThIHA KATThI
Toyennai. TepMOMarHuTTIK TONKBIHAAPABIH KO3y TepOellic >KUIri TemmepaTypa TpaAueHTIHIH IIaMachlHa
CBI3BIKTHI TYpIe Toyenai. Ko3mbIphUIaThIH TEPMOMAarHHUTTIK TOJIKBIHIAPABIH KYIICI0 WHKPEMEHTI OpTaHBIH
JNIEKTPOTKI3TITIK G, TEH30PBIHBIH OPTYPJi MOHAepiHAe Typiime Oonaasl. Ko3AbIpbUIaTbIH TONKBIHHBIH

TOJIKBIHIBIK BEKTOPbI MEH TYPAKThl TEeMIIepaTypa TpajHeHTi (lgﬁT =kVTcos a,[lzﬁT] =kVTsin oc) 6ip-

OipiHe Oenrimi Oip OypBINIICH OAaFBITTANFAH S>KaFdaiia, TepOenic >KUUTITIHE KATBICTBI JUCIICPCUSIIBIK
TEHJCYIIH aopexeci OonyblHA OaiaHBICTHI TEPOENIC KHUIINT MEH KYIICH0 HHKPEMEHTIHIH TCOPHSIIBIK
ecenTeyiepi OpBIHIAIMAHTBIHIBIFEL JoNeNIeHreH. by Teopwsima 3apsa TackIMajigaylIbUIApAbIH KaWTa
Tapalxybl HOTWKECIHIE maiina OONAaTBIH 3IIEKTp oepici ecemke anblHOaraH. TeopHsga TeMIepaTypaHbIH
TYpakThl MaHi 7, , CBHIPTKBI epic £, JoHE 3aps] TachIMalJaylIbUIAPABIH EPKIH JKYPIiC Y3BIHIBIFEI
k,, < eE,l, k, MblHa IIapTKa colikec KeJeTiHi KapacTelpeuiraH. Erep kT, ~eE,l xoHe kT, > eEl

JKarmaibsiHAa 00Jica, OpTaHBIH OalKy Mpolleci OacTalaThIHIAN ©Te )KOFaphl TEMIIEpaTypa KaKeT eTiIe .

Kinm ce30ep: K03y, *ULTIK, HHKPEMEHT, TEPMOMArHuT, AUCHEPCHUSIIBIK TEHAEY, TEMIIepaTypa TPaIueHTi,
TOJIKBIH, TOJIKBIH/IBIK BEKTOD

9.P. l'acanos, I11.I'. Xanunosa, P.K. Mycradaena

Honepelmble ! MMPOA0JbHBIC TCPMOMAIHUTHBLIEC BOJIHBI B IIPOBOASIIINX Cpeaax

Teopernueckn ananu3upyercs Bo30yxkJaaeMas TEPMOMarHMTHasl BOJIHA B QHU30TPOINHBIX MPOBOJSIINX Cpe-
JaX TIPU Pa3TMYHOM HAINPABICHMU TPAJMEHTa TeMIieparypbl VT , OTHOCHTEIBHO BONHOBOTO BEKTOpa K .
IloxazaHo, uTo npu k LNVT (monepeyHasi BOJIHA) U TIPH k I vT (IpoyiobHasT BOJIHA) YAaCTOTHI KOJIeOaHM
HUMEIOT pa3Hble 3Ha4YeHUs. B 3THX JBYX Ciydasx B0o30Y)KJacMble TEPMOMArHUTHBIC BOJIHBI SBJISIOTCS Hapac-

TaronMMH. VIHKpEeMEeHT HapacTaHHs B KaXJIOM ClIydae MMEIOT pa3Hble 3HaueHHs. [loka3aHo, 4TO 3HaYeHUs B
Pa3HBIX HANpPAaBJIEHHAX JJIEKTPOINPOBOAHOCTH G, Ul BO30YXKIEHMS M JUI1 HApacTaHHs TEPMOMArHHTHBIX
BOJIH MTPAIOT OCHOBHOMU pOJIb. B 3aBHCHMMOCTH OT BBIOPAHHBIX YCIOBHi 3HAYEHHUS YaCTOTHI TEPMOMATrHUTHBIX
BOJTH CYIIIECTBEHHO MEHseTCs. B 000oux cimydasx (T.e. kLVT uk | vT ) BBIOOP KOOPIMHATHBIX CHCTEM CO-
BCEM HE BIIUSIET HA TEOPETHYECKHH pacdyér. YacToTa M MHKPEMEHT TEPMOMAarHUTHBIX BOJIH HE 3aBHCST OT BbI-
6opa koopauHATHBIX cucTeM. OIHAaKO BBHIOOP KOOPAMHATHOM CHCTEMBI CYIIECTBEHHO BIHSET Ha BBIOOP
HalpaBJICHHUS MAarHUTHOTO IOJIA U I'pailu€HTa TEMIIEPATYPHI. CKOpOCTb T’ APOAUHAMUYECKUX )IBI/I)KeHl/Iﬁ HO-
CHTeNeH 3aps/ia OBOPAYMBACTCSA B CTOPOHY I'paJMeHTa TeMIeparypsl. Bo30yxaaeMoe MarHuTHOE Iose mpu
BO30Y)KIICHHH HOCHTENIEH 3apsa (3MeKTPOHOB) OYEHb CHIIBHO 3aBHCHUT OT HAIPABJICHHS IPaJMCHTa TeMIIepa-
Typbl. HYactora KoyieOaHus. BO30YXICHHUS TEPMOMArHUTHBIX BOJIH JHHEHHO 3aBUCHT OT 3HAYCHHs TpaJUeHTa
TeMIeparypbl. THKpeMEHT HapacTaHus BO30y»KJaeMbIX TEPMOMArHUTHBIX BOJIH HMEET pa3Hble 3HAUCHUS TIPH
Pa3HbBIX 3HAYEHMSAX TEH30pPa NIEKTPONPOBOAHOCTH CPEbl G, . Y TBEPKAEHO, UTO €CIIN BOJHOBOIT BEKTOP BO3-

OyXIaeMbIX BOJH U  TOCTOSHHBIM TpajdeHT TeMIEepaTypy HampaBlieH IOoA  YIJIOM, T.€.

(IE§T =kVT cosa,[lgﬁT } =kVT sina) TEOPETHYECKHH PacuéT 4acTOThl KOJeOaHHs M MHKPEMEHT HapacTa-

HUS HEe YIa€TCs M3-3a BBICOKOM CTEIEHH JMCIIEPCHOHHOTO YPABHEHHS OTHOCHTEIBHO 4acTOThI Kosiebanusi. B
9TOM TEOPHH HE YUYTEHBI IMEKTPUUECKOE TTOJIE, CO3/[aBaeMOe Mepepacipe/ielieHneM HocuTeneil 3apsia. B teo-
PUH y4TeHBI, YTO OCTOSHHAs TeMIeparypa 7, , BHEIIHee moJie F,, IIMHA CBOOOJHOro mpobera HoCHTeNeH

Cepus «dusukay. 2025, 30, 3(119) 57



E.R. Hasanov, Sh.G. Khalilova, R.K. Mustafayeva

3apsja yIOBIETBOPAIOT COOTHOIWEHUIO kT, < eE,l, k,-nocrosnnas. Ilpu kT, ~eE,l wn k,T, >eE, Tpe-

6yeTC${ OYC€Hb BBICOKasd TEMIIEpATypa, T.C. HAUMHACTCA IJIaBJICHUEC CPEbIL.

Kniouesvie crosa: Bo30yXeHNE, YaCTOTA, HHKPEMEHT, TEPMOMATHHT, IUCIEPCHOHHOE ypaBHEHHUE, I'PaJHEHT
TeMIIepaTypy, BOJIHA, BOIHOBOU BEKTOP
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Influence of Wire Type on the Structure and Properties of Coatings
Obtained by Electric Arc Metallization

Electric arc metallization (EAM) is one of the most effective and widely used thermal spraying methods, in
which a protective coating is formed by melting a metal wire with an electric arc and atomising the molten
material with a stream of compressed air. This technology is characterised by high productivity, adjustable
layer thickness, and the versatility of applicable materials. This study presents a comparative analysis of pro-
tective coatings applied to 65G steel using electric arc metallization with both powder and cast wires made of
30KhGSA and 51KhFA alloys. The microstructure of the coatings was examined using a scanning electron
microscope, and the elemental composition was determined using energy dispersive spectroscopy (EDS). The
thickness and porosity of the coating were evaluated using an optical microscope. Microhardness was meas-
ured using Vickers, and surface roughness was evaluated using contact profilometry. Microstructural and
EDS analyses revealed that coatings produced with cored wires exhibit a more homogeneous distribution of
alloying elements, resulting in improved microhardness, reduced porosity. In contrast, coatings obtained with
cast wires showed structural inhomogeneity, leading to increased porosity and decreased mechanical perfor-
mance. Surface roughness measurements indicated that cored wire coatings had higher roughness values, par-
ticularly for S1KhFA. The findings analyzed that powder (cored) wire offers superior coating quality.

Keywords: electric arc metallization, cast and powder wire, porosity, steel coating, elemental composition

M Corresponding author: Apsezhanova Akbota, akbotaapsezanova@mail.com

Introduction

Under the operating conditions of agricultural machinery in Kazakhstan, where machine components
are subjected to intense abrasive wear, the task of improving the wear resistance of working elements is of
particular relevance. One of the promising solutions is the formation of protective layers using the electric
arc metallization (EAM) method, which enhances wear resistance and extends the service life of compo-
nents [1].

Electric arc metallization (EAM) is one of the most effective and widely used thermal spraying meth-
ods, in which a protective coating is formed by melting a metal wire with an electric arc and atomising the
molten material with a stream of compressed air [2]. This technology is characterised by high productivity,
adjustable layer thickness, and the versatility of applicable materials, making it particularly relevant in me-
chanical engineering, aviation, shipbuilding, and the oil and gas industries [3, 4]. The process involves the
formation of an arc between two wire electrodes, causing the metal to melt and be deposited onto a pre-
prepared surface in the form of fine particles.

One of the key factors determining the structure and operational characteristics of coatings obtained by
EAM is the choice of wire material [5—7]. The wire used in the EAM process can be made in the form of a
solid (cast) metal rod or in the form of a powder (tubular) shell filled with alloying or hardening powders.
These differences in wire design directly affect the melting characteristics, melt transfer, microstructure for-
mation, and, ultimately, the physical and mechanical properties of the protective layer [8].

Cast wire is a solid metal wire with a uniform chemical composition, suitable for rolling and drawing.
However, its alloying capabilities are limited, which reduces the potential for optimizing the properties of the
coating [9, 10]. In addition, the heterogeneity of melting during spraying can contribute to the formation of
agglomerates, local areas with a deficiency of alloying elements and, as a result, increased porosity and im-
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paired adhesion of the coating to the substrate [11-14]. Powder (tubular) wire, on the other hand, provides
much greater flexibility in forming the required composition [15, 16]. A metal shell filled with a powder
mixture of elements and compounds (including carbides, borides, oxides, etc.) allows coatings with specially
specified properties to be obtained, including increased hardness, wear resistance, and corrosion re-
sistance [17-19]. The use of powder wires is particularly effective when it is necessary to use difficult-to-
form alloying systems that are not suitable for the manufacture of cast wire.

The chemical composition of the wire plays a decisive role in the formation of the coating structure. Al-
loying elements influence the formation of carbide, boride, and intermetallic phases, which increase hard-
ness, wear resistance, and resistance to stress corrosion cracking. However, to achieve the positive effect of
alloying, it is important not only to have the nominal concentration of elements, but also their uniform distri-
bution throughout the coating. With EAM, coatings obtained from cast wire often show zoning and uneven
distribution of elements, while tubular wire allows for greater chemical uniformity, which is directly related
to improved microhardness, density, and adhesion properties [7].

This study presents a comparative analysis of protective coatings applied to 65G steel using electric arc
metallization with both powder and cast wires made of 30KhGSA and 51KhFA alloys. The scientific novelty
of this work lies in the fact that, for the first time, a systematic and direct comparative analysis was conduct-
ed between cast and powder-filled wires of the same steel grades (30KhGSA and 51KhFA) in terms of their
influence on coating structure and performance. The findings are particularly relevant for improving the du-
rability of components used in the harsh, abrasive conditions of Kazakhstan’s agricultural environment.

Materials and methods

65G steel, a high-carbon steel characterized by high hardness and wear resistance, was used as the sub-
strate material for spraying. It is widely used in the manufacture of parts operating under conditions of in-
creased loads and wear, such as cultivator tines, plow blades, and other agricultural machinery components.
The chemical composition of the material is presented in Table 1.

Table 1
Chemical composition of 65G steel substrate, %

Element C Si Mn Ni S P Cr Cu Fe
Content 0.62-0.70]0.17-0.37| 0.9-1.2 <0.25 <0.035 <0.035 <0.25 <0.20 basis

The substrate samples were cut from sheet metal measuring 25%x10x4 mm. The surface was mechanical-
ly sanded (grain size from P100 to P360) and sandblasted with electrocorundum to create the required
roughness and improve coating adhesion.

Steel wires with a diameter of 1.6 mm of two types—cast and cored—were used as the feedstock mate-
rial for thermal spraying. The chemical composition of the wires corresponds to the steel grades 30KhGSA
and 51KhFA. The selection of wires was based on differences in alloying composition. Detailed chemical
composition data are presented in Table 2. For each composition, both cast and cored wire types were uti-
lized. The wires were procured in ready-made form.

Cast wires were produced using the conventional method of metal melting followed by forming, where-
as cored wires consisted of composite fillers enclosed in a metallic sheath. Figure 1 illustrates the elemental
distribution in the composition of the SIKhFA wire used in this study. This selection enabled an objective
comparative analysis of the influence of wire type and chemical composition on the structure and perfor-
mance properties of the resulting coatings.

Table 2
Main grades and chemical composition of sprayed wires, %
Wire name Fe C Si Mn Ni S P Cr Cu Mo As
% % % % % % % % % % %

30KhGSA | basis | 0.28-0.34 | 0.9-1.2 | 0.8-1.1 | t00.3 |t00.025]t0 0.025| 0.8-1.1 |t00.3| — -
51KhFA | basis | 0.47-0.55 | 0.15-0.3] 0.3-0.6 | t0 0.25 | t0 0.025 | t0 0.025 | 0.75-1.1 |t0 0.2 | — -
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250um

Figure 1. Cross-sectional view and distribution of elements in cast (a) and powder (b) 5SIKhFA wires

Electric arc metallization was carried out on a supersonic arc metallization unit SX-600, which included
the following main components: a sprayer, a power source, and a compressor. The process was carried out
under the following technological parameters: the power source voltage was 40 V, which ensured the stabil-
ity of the electric arc and sufficient energy for melting the material. The current was set at 250 A. The wire
feed rate was maintained at 12 cm/s, which ensured a stable supply of material and uniformity of the applied
layer. The distance between the sprayer and the sample surface was 200 mm, which allowed for uniform dis-
tribution of the melt and reduced the thermal impact on the substrate. The working gas (compressed air)
pressure was maintained at 0.7 MPa, ensuring effective particle acceleration and the formation of a dense
coating structure [10]. Spraying was carried out at room temperature for both the samples and the environ-
ment, which minimized thermal impact and maintained the stability of the material structure.

Table 3
Electric arc metallization modes

Parameter Value
Voltage (U), B 40
Current (I), A 250
Wire feed speed, cm/s 12
Distance from nozzle, mm 200
Compressed air pressure, MPa 0.7
Ambient temperature, °C 26

For a comparative analysis of coatings deposited by electric arc metallization using different wires,
modern methods were used to study their structural and phase composition, microstructure, and mechanical
properties [11].

The microstructure of the coatings was studied using a Tescan Vega 4 scanning electron microscope.
The elemental composition was determined using Xplore 30 energy dispersive analysis. The thickness and
porosity of the coatings were measured using an Olympus BX53M optical microscope, and the porosity was
calculated using Metallographic Analysis Software in accordance with ASTM E2109. Microhardness was
measured using the Vickers method (GOST 9450-76, ASTM E384-11) at a load of 0.025 N. Surface rough-
ness was evaluated using a model 130 profilometer (GOST 25142-82).

Results and discussion

Figure 2 shows the typical microstructure of 30KhGSA wire obtained using scanning electron micros-
copy (SEM). This microstructure is typical for coatings obtained by electric arc metallization. Microstructur-
al analysis showed that coatings formed by electric arc metallization have a characteristic layered (lamellar)
structure. This morphology is typical for thermally sprayed coatings and is formed as a result of the sequen-
tial deposition of molten metal particles. During spraying, the particles, upon reaching the substrate surface,
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instantly cool and solidify, forming dense and thin layers. Rapid cooling caused by the contact of hot parti-
cles with a cold base or previously applied layers leads to instant crystallization and contributes to the for-
mation of a strong, homogeneous microstructure. This structure ensures reliable adhesion between layers due
to partial thermal fusion at the melt boundaries. The lamellar structure significantly increases the mechanical
strength of the coating, its resistance to cracking and abrasive wear, and reduces permeability to moisture
and aggressive environments. Thus, the microstructure shown in Figure 1 indicates the high quality of the
coating and confirms the effectiveness of the technological parameters used to form reliable protective coat-
ings based on 30KhGSA wire.

Figure 2. Layered microstructure of the coating cross section

However, characteristic defects were also identified in the coating structure, including pores, delamina-
tions, and unmelted particles (Fig. 3), the presence of which can significantly affect the performance charac-
teristics of the coatings. Pores typically formed due to air entrapment during spraying or incomplete sintering
of the sprayed particles, especially when the particle temperature or velocity is insufficient. These porous
regions may serve as pathways for the ingress of aggressive media, promoting corrosion and reducing the
sealing properties of the coating [13].

Delaminations were mainly observed at interlayer boundaries and at the coating—substrate interface.
Their presence may indicate violations in the surface pre-treatment process (e.g., inadequate cleaning or in-
sufficient surface roughness), as well as insufficient kinetic energy of the sprayed particles, which fails to
ensure reliable adhesion to the substrate. Such defects significantly reduce coating adhesion and may lead to
its premature failure under mechanical loading.

Unmelted particles present in the structure are typically fragments of wire that did not fully melt during
the arc metallization process. These inclusions can act as stress concentrators and potential initiation sites for
microcracks. Under abrasive or impact loads, they contribute to accelerated wear of the coating, reducing its
strength, hardness, and resistance to failure.
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1 — pores; 2 — delamination; 3 — unmelted particles

Figure 3. Microstructural analysis of the coating with identification of defect areas
in the form of pores, delamination, and unfused particles

To gain a deeper understanding of the influence of wire type on the chemical distribution within the
coating, EDS analysis was performed on cross-sections of samples produced using both cored and cast wires
of 30KhGSA and 51KhFA (Fig. 4). The results of EDS mapping for elements Fe, O, Si, and Mn help explain
the observed differences in microstructure and, consequently, in the performance characteristics of the coat-
ings. Coatings obtained from cored wires of 30KhGSA and 51KhFA exhibit relatively uniform distribution
of alloying elements (Fig. 4b—d); however, the 30KhGSA coating shows a slightly coarser and more hetero-
geneous distribution pattern, whereas the 51KhFA coating demonstrates a more stable and homogeneous
profile.

This partial distinction is reflected in the functional properties: both coatings are characterized by high
microhardness (up to 720 HV), low porosity (4.3—-5.0 %), and good adhesion strength (up to 19.2 MPa), with
the values for 51KhFA appearing slightly more balanced. In contrast, cast wires of 30KhGSA and 51KhFA
exhibit pronounced chemical heterogeneity, including localized depletions, agglomerations and “hot spots”,
indicating non-uniform delivery of alloying elements during spraying. This inhomogeneity results in the for-
mation of structural defects—such as pores, voids, and delaminations—which is further supported by SEM im-
ages showing that void-rich regions coincide with Cr- or Si-depleted areas identified through EDS analysis.
Thus, the chemical inhomogeneity characteristic of cast wires is directly linked to increased porosity (up to
8.2 %), reduced hardness, and weakened adhesion to the substrate, whereas the more uniform (albeit not per-
fectly smooth) elemental distribution in cored wires contributes to improved performance characteristics.

An analysis of the coating characteristics shows the influence of the type and composition of the wire
on the operational characteristics (Table 4). Among the samples studied, powder wire, in particular S1IKhFA
and 30KhGSA, demonstrated clear advantages in terms of coating density and microstructure uniformity.
Although cast wires produce slightly thicker layers, coatings applied using powder wires have lower porosity
(4.3-5.0 %) and more favorable surface morphology. According to roughness data, powder 51KhFA showed
higher roughness values, which may be due to particle distribution characteristics or localized defects, while
cast wire demonstrated a smoother surface. However, in terms of mechanical strength, Vickers microhard-
ness tests confirmed that powder wire coatings achieve higher hardness (up to 720 HV), especially powder
30KhGSA. These results confirm that, despite minor changes in roughness, powder wire provides superior
coating quality in terms of structural integrity, hardness, and defect reduction, making it more suitable for
applications requiring increased wear resistance.
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Muorocaoitnoe nsobpaxenne IAC 4
o 5

Cu Lal,2

a — 30KhGSA cast wire; b — 30KhGSA cored wire; ¢ — 51KhFA cast wire; d — 5S1KhFA cored wire

Figure 4. EDS mapping of coating cross-sections obtained by arc metallization using different wire types
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Table 4
Comparison of key properties of coatings obtained using different types of wires
Wire Thickness, pm Porosity, % Roughness Ra, um Microhardness, HV
30KhGSA (cored) 111.26 4.3 6.03 720
30KhGSA (cast) 158.92 7.8 6.02 620
51KhFA (cored) 160.84 5.0 7.9 700
51KhFA (cast) 148.83 8.2 6.1 650

In general, differences in the structure and properties of coatings are related to both the chemical com-
position and the method of wire production: powder wire technologies allow for precise dosing of compo-
nents and uniform spraying, while cast wire often contains defects that disrupt the uniformity of the coating.

Conclusion

The studies conducted demonstrated a significant influence of the wire type on the quality of coatings
obtained by the electric arc metallization method. It has been established that 30KhGSA and 51KhFA pow-
der wires provide more uniform coatings with high microhardness (up to 720 HV), reduced porosity (4.3—
5.0 %), and strong adhesion to the substrate (up to 19.2 MPa). This is due to the uniform distribution of al-
loying elements, confirmed by EDS mapping results, as well as the minimization of structural defects—
pores, unfused inclusions, and delamination. At the same time, coatings applied using cast wire were charac-
terized by higher porosity (up to 8.2 %), chemical and structural heterogeneity, and reduced adhesion, which
reduces their performance characteristics.

Thus, powder wires with an optimal chemical composition have a significant advantage in the for-
mation of steel coatings. The data obtained emphasize the importance of rational selection of wire material
and process parameters. In the future, it is planned to expand the range of wire materials under investigation,
optimize spraying modes using mathematical modeling methods, and test coatings under various types of
wear conditions.
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b.K. Paxanunos, JI.b. Byiitkenos, A.K. Oncexxanosa, H.M. Marazos, M.b. basununosa

DJIeKTP AOFAJIbI METAJAAHABIPY JiCiMeH AJILIHFAH
Ka0BIHAAPABIH KYPBLIBIMBI MEH KaCHEeTTepiHe ChIM TYPiHiH dcepi

OnekTp noraisl Metanpanapipy (3JIM) — Oy KOpFaHbIII >KaOBIHAAPHIH aly YINiH METAUI CHIMBIH JJICKTP
JOFacbIMEH epIiTill, aJblHFaH OaJKbIMAHBI CHIFBUIFAH aya aFbIHBIMEH MIAalIbIPaTy apKbUIBI JKY3€re acaTblH,
KEHIHEH KOJIaHBUIATHIH JKOHE THIMAI TEPMILSUIBIK OYpKy omictepiniH Oipi. Bym TexHOomorus sxorapsl
OHIMIIUTIKIEH, Ka0aT KalblHABIFBIH PETTeY MYMKIHIITIMEH >KOHE KOJAAaHBUIATHIH MaTepHaIIapAblH
omOebanTeIFpIMeH epekmeneHeni. Makamaga 657 Gomatka 30XI'CA xome 51X®A KopbeITnamapelHaH
JKacallFaH YHTaKTBl JXKOHE KyliMa CBhIMIAapAbl KONIAHY apKbUIBl aJbIHFAH JXKaOBIHIAPIBIH CalbICTBIPMAIIBI
Tay/iaybl YChIHBUTFAH. JKaObIHHBIH MHUKPOKYPBUIBIMBI CKaHEPIIK AJIEKTPOHBI MUKPOCKOIIIEH 3ePTTEeNi, all
3JIEMEHTTIK Kypambl 3Heproaucnepcusiiblk crekrpockonus (EDS) omiciMen anbikTamabl. KantamaHbig
KaJIBIHIBIFBI MEH KEYCKTUTIr ONTHUKAIBIK MHKPOCKOIIEH eumieHai. MukpoOepiktik Bukkepce amiciMen, an
OeTki Kemip-OyIbIpIBIK KOHTaKTi mpodunomerpmeH Oaranmanabl. MUKpoKypbutbiM kaHe EDS Tannmayst
YHTaKTBl CBIMMEH alIbIHFaH >KaOBIHIApAbIH KOClanay 3JeMEHTTepi OipKeNKi TapalFaHblH, OYJI €3 Ke3eriHie
MHUKpPOOEPIKTIKTI apTTHIPHIN, KEYEKTUIIKTI a3alTaTbiHBIH KepceTTi. KyiiMa cbIMMeH anblHFaH >KaObIHIapaa
KYPBUIBIMIIBIK OIpKENKi eMecTik OalKaibll, KeYeKTUTK apTThl )KOHE MEXaHUKAIBIK KaCHEeTTepi HallapIiaibl.
3epTTey HOTIKEIepi YHTAKThI CBIMHBIH KOFaphI Calaibl )KaObIHIAp alyAaFbl apTHIKIIBIIBIKTAPEIH KOPCETTI.

Kinm coe30ep: 3n€KTp JOFabl METAINAHIBIPY, KYiMa JKOHE YHTAK CBIMJIBI, KEYeKTiTiK, 6onar »aObiH,
JJIEMEHTTIK Kypam

b.K. Paxanunos, JI.b. Byiitkenos, A.K. OncexanoBa, H.M. Mara3os, M.b. basununosa

Bausinue THIIA IPOBOJIOKHM HA CTPYKTYPY M CBOCTBA MOKPBITHIA,
MOJIY4eHHBIX METOA0M JIEKTPOAYTOBOM MeTalJIN3allui

Onexrpoxyroas Merammsanys (3IM) sBisercss oqHAM U3 HanbOosee 3G (EeKTUBHBIX U MUPOKO MpUMEHSse-
MBIX METOJJOB TEPMHUUECKOT0 HANBUICHUS, IPH KOTOPOM 3aIl[UTHOE MOKPHITHE (opMHpyeTcs 3a CUET IuIaBie-
HUS METAIUINYECKOH MTPOBOJIOKU HIIEKTPUYECKOH yroH M pacIbUIeHHs paciulaBa CKaThIM BO3AyXoM. TexHo-
JIOTUS OTIIMYAETCs] BHICOKOW MPOM3BOAMUTENBHOCTBIO, PErYJINPYEMON TOJIIUHOMN €0 M YHUBEPCAIbHOCTHIO
IPUMEHAEMbIX MaTepuajoB. B cTaThe mpeacTaBlieHa CpaBHUTENbHAs OLIEHKA 3AIUTHBIX MOKPBITHH, HaHe-
CEHHBIX Ha cTaib 651" METOI0OM IyroBOM METaJUIM3alMU C UCIIOIb30BAHUEM MTOPOLIKOBOM U JIUTOH MPOBOJIO-
ki n3 ciaBoB 30XIT'CA u 51XDPA. MukpocTpyKTypa MOKpPHITHH HCClie0Balach ¢ HCIOIb30BAaHUEM CKaHH-
PYIOIIETO IEeKTPOHHOTO MUKPOCKOMA, a 3JIEMEHTHBIN COCTaB — METOJIOM PHEPTOJHCIEPCHOHHON CHEKTPO-
ckonmu (EDS). TommuHa ¥ MOPHCTOCTH MOKPHITHS ONPEACIISUTUCH C TIOMOIIBIO ONTHIECKOTO MUKPOCKOIIA.
MHuKpOTBEPIOCTE M3MeEpsIIach Mo Bukkepcy, MEpoXoBaTOCTh MOBEPXHOCTH — C MCIOJIB30BAaHUEM KOHTAaKT-
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HOTO npodunomerpa. AHanM3 MUKpOcTPYKTypbl 1 EDS mokasai, 4To HOKpBITHS, HOMYYSHHbIE U3 MOPOLIKO-
BOH TPOBOJIOKH, XapaKTepu3yloTcs Oojiee PaBHOMEPHBIM paclpeeleHHeM JIETHPYIOUIUX 3JI€MEHTOB, 4TO
obecrieqrBaeT MOBBIIICHHYO TBEPIOCTh U CHHXKAET MOPUCTOCTh. ITOKPHITHS U3 IUTON NIPOBOJIOKHU, HAIIPOTHUB,
JIEMOHCTPUPYIOT CTPYKTYPHYIO HEOAHOPOJHOCTD, OBBIIICHHYIO IIOPUCTOCTh U YXYALICHHBIC MEXaHUYECKHUE
XapaKTepHCTHKU. Y CTAaHOBJICHO, YTO MOPOIIKOBAsi IPOBOJIOKA oOecrednBaeT 0ojiee BHICOKOE KadyecTBO MO-
KPBITHH.

Karouesvie crosa: nyroBasi MeTaJUIM3aLus, JIUTast U MOPOIIKOBAasl IPOBOJIOKA, TIOPUCTOCTD, CTAIBHOE MOKPHI-
THE, DJICMEHTHBIN COCTaB
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Study of the Influence of Turbulence Models on Hydrodynamic
and Thermal Parameters of Heat Carriers in Calculations of Heat Exchangers

In this paper, the heat exchange processes between a cold (oil) and a highly heated (water) heat carrier in a
“tube-in-tube” type heat exchanger with a parallel flow scheme are studied using semi-empirical turbulence
models: k-0 SST, k-¢, and Transition SST. The analysis of the obtained results showed that the k~o SST
turbulence model was more preferable for the calculation of a heat exchanger with a sufficiently small tube
diameter, because of the effect of the boundary layer in the tube. This turbulence model more pronouncedly
reproduces the laminar-turbulent transition, which is carried out in these processes, where the viscosity of oil
strongly depends on temperature. Finite difference and finite volume methods were chosen for numerical
modelling and calculation of heat exchange processes. The calculations were carried out on the basis of
Computational Fluid Dynamics, using the Ansys Fluent. The RANS equations closed by means of the
gamma-Retheta turbulence model, which takes into account the laminar-turbulent transition and the k-o SST
model equations, were used for numerical modelling of coolant hydrodynamics. Based on the proposed
turbulence model, the distributions of hydrodynamic and thermal parameters and similarity criteria (Re, Pr,
Nu) of the process along the length of the tube are obtained.

Keywords: heat transfer, numerical calculation, heat exchanger, oil, hydrodynamics, cooling fluids, heat flow,
laminar-turbulent transition, intermittency, heat exchange intensity, viscosity

HCorresponding author: Jaichibekov, Nurbolat, jaich@mail.ru

Introduction

Fluid dynamics in the innertube space of a heat exchanger is defined by the process’s complexity and is
determined by numerous parameters. Research in works [1, 2] focus on numerical modeling of heat ex-
change in different types of HE. The findings of heat exchanger calculations are utilized to optimize and in-
tensify heat exchange processes [3—5]. In particular, it has been demonstrated that when turbulence develops,
the influence of injected oil viscosity on the hydraulic resistance of the pipeline is greatly reduced.

Unsteady three-dimensional Navier-Stokes equations expressed regarding instantaneous (direct numeri-
cal modelling), average (solution of Reynolds equations), or space-filtered (modeling of massive vortices)
functions explain the unsteady spatial flow of a viscous incompressible fluid. To close the averaged Reyn-
olds or filtered Navier-Stokes equations, the eddy viscosity hypothesis is used.

Works in [6-9] investigate the accuracy of various turbulence models used to close the Reynolds equa-
tions. A comparison of the accuracy of various turbulence models used to close the Reynolds equations is the
subject of further research. Basically, the available calculations use the k—¢, k—® SST (Shear Stress
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Transport) and Transition SST models. The calculations make it possible to achieve a satisfactory agreement
between the results of numerical modeling and the data from industrial experiments. At the same time, the
calculations performed using two-parameter turbulence models do not take into account the laminar-
turbulent transition, which affects the determination of the effective length of the HE [10—13].

This paper presents the results of numerical calculations using various turbulence models: the &k —¢
model, including models, that take into account the laminar-turbulent transition (k—® SST, Transition
SST). The calculation results are compared with the results of the distribution of the average mass tempera-
ture of oil and water (cold and hot coolants) along the length of the heat exchanger [10], obtained using the
Log-Mean Temperature Difference (LMTD) method and they are consistent with the literature da-
ta [14; p. 4.1]. A comparative analysis of the obtained results based on these models with data from a physi-
cal experiment and calculations based on semi-empirical dependencies allows us to select an effective turbu-
lence model for use in calculations of direct-flow HE.

Calculation method

Numerical modelling of heat transfer processes was based on finite difference and finite volume meth-
ods. To solve this problem, computational fluid dynamics (CFD) methods were used using the Ansys Fluent
software package, which allows taking into account the effects of turbulence and heat transfer in fluid flows.
The use of CFD methods in the design of HE allows not only to improve the main indicators of their perfor-
mance while ensuring acceptable mechanical reliability, but also to create designs that practically do not
need modification. Thermal and hydrodynamic calculations make it possible to analyze temperature distribu-
tion in various conditions of heat exchange with diffusion and convection processes, to optimize the geome-
try of heat exchangers and to calculate hydraulic resistances.

Closing equations for determining turbulent viscosity, which is calculated using the kinetic energy of
turbulence, the dissipation of turbulence energy, and the intermittency parameter for the above turbulence
models, are commonly used in computational fluid dynamics and in various engineering and scientific appli-
cations. These equations for the above three models are given below. All empirical coefficients used in these
equations are defined in [13].

k—¢ model: the turbulence kinetic energy k& and the dissipation energy of turbulence & are
determined from the following system of equations (1):

0 0 0 Ok
E(Pk)+g(9kui) =§Ku+h]g}(}k +G, —pe=Y, +§,

R (1)
0 0 0 u | oe € g’
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Here £, represents the production term for the momentum thickness Reynolds number; P, and
E, are output and dispersal terms of the intermittency; c,, and o, are model constants.
Transition SST model (also known as y —R&,, ), equation (3):
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The given equations of the corresponding turbulence models are used to calculate the heat exchanger of
direct flow type. For example, Figure 1 demonstrates a diagram of an externally insulated Thermal insulation
straight tube-in-tube heat exchanger where two heat transfer fluids flow in parallel in the same direction. The
cold coolant, oil, flows through the inner pipe, while the highly heated heat carrierin the outer pipe is water.

Thermal insulation

oil

oil
—
emm—)

water water

Figure 1. Schematic diagram of a heat exchanger of direct flow type (parallel flow)

When solving this problem, the following initial parameters for thermal calculation are used. The inner
diameter of the pipe through which the cool heat carrier flows is 12 mm, and its outer diameter is 14 mm.
The inner diameter of the pipe through which the highly heated heat carrier flows is 20 mm. Temperatures of
cool and highly heated heat carriers in the inlet section are 303 K and 423 K. Mass flow rates of cool and
highly heated heat carriers are equal to 0.3814 kg/s and 0.6386 kg/s (the velocity in the inlet section is as-
sumed to be 4 m/s).

The results of calculations agree with the data of numerical modeling and with the results of distribution
of the average mass temperature of oil and water (cold and hot coolants) along the length of the heat ex-
changer, obtained using the finite difference method and based on numerical modeling [11].

Results and Discussion

Figure 2 demonstrates comparative graphs of the change in the temperature of coolants along the tube
of the heat exchanger for three models of turbulence for the direct flow of coolants. Here in the figure and
further for all figures the following designations are introduced: 1 — £ —® SST model; 2 — k£ —¢ model,;
3 — Transition SST model. The figure demonstrates that the temperature change curves of the coolants for
all three models are alike, in that the temperature of the highly heated heat carrier declines while the tem-
perature of the cool heat carrier arise throughout the tube.

It can also be noted that for all three turbulence models the temperature differences for both coolants are
more noticeable and closer to the exit from the HE tubes. An analysis of the temperature change graphs also
demonstrates that the graph of the heating temperature of the cold coolant (oil) along the tube for the k£ —¢
model is lower compared to the other two models, and the graph of the cooling temperature of the hot coolant is
lower for the Transition SST model, while the intensity of oil heating is higher for the £k —® SST model.
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Figure 2. Variation of water (hot) and oil (cold) temperature along the length of the tube in parallel flow for all three
models, the triangular icons correspond to the results of calculations using the LMTD method
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This figure also demonstrates that for the £ —& model, the temperature change for both coolants is line-
ar along the length of the HE tubes.

The differences between the models are explained by sensitivity to viscosity profiles and turbulent en-
ergy distribution.

Figure 3 demonstrates the dissemination of the axial component of the oil velocity in the radial direction
in the cross sections of the pipeline during straight flow for given turbulence models, namely the & —® SST,
k —¢ and Transition SST models. Velocity profiles are given at two cross sections of the HE tubes, namely at
1.5 m from the tube inlet and at the outlet, where these cross sections are shown in the figures. For all consid-
ered turbulence models, the velocity profiles have the form of logarithmic distribution. For the flow patterns of
heat carriers in direct flow, the velocity profiles closest to the turbulent flow correspond to the £ —® SST and
Transition SST models, which is natural, since the &k —¢ turbulence model more accurately represents the
movement outside the boundary layer, and heat exchange between the heat carriers occurs mainly in the bound-
ary layer. Moreover, such profiles are pronounced in the cross-sections at the outlet of the tube.
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Figure 3. Dissemination of the axial component of oil velocity
in different cross sections of the pipeline in the radial direction

The axial velocity component grows from center to wall depending on the model. The £ —® SST mod-
el gives smoother dissemination.

Figure 4a demonstrates a plot of the dependence of the Reynolds number Re on the tube length L in the
case of straight flow for different turbulence models. It can be seen from this figure that the laminar-
turbulent transition is clearly observed also in the straight stream within a distance x = 3-3.2 m for the case
of k—® SST model, and this transition for this model starts at numbers around Re =2300 in the straight
stream. For the other two turbulence models, this effect is weakly pronounced in the straight flow case.
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Figure 4. Distribution of Reynolds numbers for a smooth tube along the tube length (a)
and dependence of the oil Prandtl number on temperature (b)
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Figure 46 demonstrates the dependence of the Prandtl number for oil on temperature in cases of straight
flow for turbulence models £ —® SST, k—¢, and Transition SST. From the figures it is clearly seen that for
the scheme of straight flow of coolants, the movement of coolants at moderate temperatures (from 30 to 40
degrees Celsius) the value of Prandtl number has the highest value for the turbulence model £ —® SST and
the lowest value for the Transition SST model, and for the model k£ —g values in between. Taking into ac-
count that the Prandtl number is defined as the ratio of the kinematic viscosity coefficient to the diffusivity of
the medium, we can conclude that near the solid boundary of the tube the viscosity of the medium plays a
significant role, which is expressed in the £ —® SST model.
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Figure 5. Variation of heat flux ¢, along the length of the heat transfer wall (a)
and wall temperature 7, along the length of the heat transfer wall on the oil side (b)

Figure 5a demonstrates the plots of heat flux ¢, variation along the length of the heat transfer wall of
the coolant motion for the three turbulence regimes. It can be seen from the plots that the behavior of the heat
flux curves is identical for both schemes and for all turbulence models.

At high turbulence (curve 1) the wall temperature is higher along the entire length, which is due to im-
proved heat transfer, while at lower turbulence (curve 3) the wall temperature is lower, indicating less effi-
cient heat transfer. The temperature curves have a smoother and decreasing character along the length of the
tube.

Figure 5b demonstrates modification in the temperature of the 7,, wall along the length of the heat trans-
fer wall from the oil side, where a laminar-turbulent transition is distinguished, this effect is not distin-
guished in the other two turbulence models.

In the case of strong dependence of viscosity on temperature as the coolant is heated, the flow regime
changes from laminar to developed turbulent. In this case, using the local heat transfer coefficient a, the rela-
tionship for the local Nusselt number is valid: Nu=ad, /2.

Figure 6a demonstrates that the Nusselt number for the £ —® SST model is larger at the inlet of the HE
tube; this can be explained by the fact that the Nusselt number characterizes the intensity of heat transfer due
to convection, expressed through the heat transfer coefficient of the medium.

Figure 6b demonstrates the distribution of the heat transfer coefficient along the tube length for all three
turbulence models considered. The heat transfer coefficient @ was calculated by the known formula through
the heat flux through the wall and the temperature difference between the liquid medium and the solid wall

by the formulaa =g, / (T, -T).

It can be seen from the figure that the laminar-turbulent transition for both flow patterns, i.e., also in the
direct flow, is observed only for the £ —® SST model.

72 BecTHuk KaparaHguHckoro yHuBepcuTeTa



Study of the Influence of Turbulence Models ...

Apar, Wim2/K a) Nu,,, b)
20

1.40

1.35
18

1.30

iek 1.25

1.20

14 1 1 1 1
0 1 2 3 4Lm s 4 2 5 i L

Figure 6. Dissemination of heat transfer coefficient along the length of the tube
and difference of number Nu along the length of the tube

From the given figure it is also possible to notice that in the region of the tube length x = 3 m, for both
cases the laminar-turbulent transition of the oil flow regime is visible, while for other two turbulence regimes
the change of Nu number along the tube length is more uniform. The results are compared with laminar re-
gime (Poiseuille formula) and turbulent regime (Blasius and Nikuradze formulae).

Figure 7a demonstrates the curves of variation of overpressure values P, along the length of the tube for
the three turbulence regimes. Here, for all three turbulence modes, there is a drop in the overpressure (hence,
and absolute) pressure along the entire length of the tube. At the exit of the tube, the overpressure approaches
zero, 1i.e., the absolute pressure approaches the atmospheric pressure value. Here we also observe a signifi-
cant increased pressure for the k& —¢ turbulence model, which is probably explained by the failure to take
into account the influence of the boundary layer in this turbulence model.

The pressure distribution along the tube steadily decreases as expected for steady flow. Figure 7b
demonstrates the variation of the friction coefficient A along the length of the tube for straight flow and coun-
terflow for the three turbulence regimes.

The figure demonstrates that the values of the friction coefficient for the k—¢ turbulence are much
higher than the corresponding values for the two turbulence regimes along the length of the tube, which is
most likely a consequence of not taking into account the effect of the boundary layer on the tube wall.

At the same time, the values of A for the k£ —¢ and Transition SST models in the graph lie higher in
both shape and values. It should also be noted here that it is for the £k —w® SST turbulence model that the
laminar-turbulent transition is pronounced for both schemes and that occurs at a distance of 3-3.5 m from the
beginning of the tube.

Pgpar Pa A‘par
2.5%x10° 10
a)
L | b
gy 9 )
2.0%10° - 8 -
>
- 7L
1.5%10° L 6
»
3 [ S— i
2 ’\M*z‘\&,\ﬂ
1.0%10° - » af h
M P
L i 3
4 1 N .

5.0x10% - | S > 2 -

P ke e =

e, ) 1 o 73
T 3 N .
S <
0.0 ! 1 1 1 L 0 ! ! 1 1 i B 1 1
0 1 2 3 4 LM %5 410 15 20 25 30 35 40 Lm

Figure 7. Variation of overpressure Pg and friction coefficient A along the length of the tubing
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Conclusion

Based on a numerical analysis of the heat exchanger of the type “tube-in-tube” using £ —w SST, k—¢
and Transition SST various turbulence models the following major results are obtained. For all turbulence
models, a characteristic behavior of the temperature curves is observed: the temperature of the highly heated
heat carrier declines while the temperature of the cool heat carrier rises along the length of the tube. The
k—® SST model demonstrates the greatest heating of the cool heat carrier, while the £ —& model demon-
strates a smoother and more linear behavior of the temperature profile. It follows from Figures 2 and 55 that
the numerical values of the distribution of the mass average temperature of oil along the HE tube and its dis-
tribution along the tube surface are higher for the £ —w SST model, which indicates the effectiveness of us-
ing this model for numerical calculation.

The oil axial velocity profiles have a logarithmic shape for all models and are more pronounced for the
k—o SST and Transition SST models, especially in the outlet sections, indicating a more reliable modelling
of turbulent processes near the wall. The k& —& model reflects the boundary layer effect worse, which limits
its applicability in problems with active heat transfer near the wall. The laminar-turbulent transition is most
clearly recorded when using the £ —w® SST model, in the range of 3-3.5 m from the tube inlet, which is con-
firmed by changes in the Reynolds number, heat transfer coefficient and friction coefficient.

For all models, the expected decrease in overpressure along the tube is observed. However, the &k —¢
model demonstrates higher pressure values, probably due to insufficient consideration of boundary effects.
Numerical values of heat flux through the tube wall appear to be higher for straight flow and heat transfer effi-
ciency (in terms of Nusselt number) at the tube outlet. The Prandtl number for oil is maximized in the £ —®
SST model, which is due to the largest contribution of the viscosity of the medium near the tube wall. This em-
phasizes the advantage of this model in modelling heat transfer with strong temperature dependence of viscosity.

Taking into account more accurate description of transient modes, correspondence of numerical simula-
tion results to physical processes in the boundary layer and satisfactory representations of temperature and
hydrodynamic profiles, the £ —w SST turbulence model can be considered as the most acceptable in calcula-
tions of heat exchangers with smooth tube surface in HE. These studies also emphasize the importance of a
properly chosen mesh and the need to calibrate the models depending on specific heat transfer conditions or
other processes.
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A.C. Kyman6aesa, H.2K. XKoitmi6ekos, JI.E. Kypmanosa

TypOyJieHTTiK MoAebAePaiH KbLIY aJIMACTBHIPFBILI aNNapaTTAPAbI
ecenTeyaeri AKblL1y TACBIMAJIAFBIIITAPABIH THIPOAUHAMUKAIBIK
’KOHE JKbLIYJIBIK MIapaMeTpJiepiHe dCepiH 3epTTey

Maxkanana ko SST, k—e xone transition SST TypOyJIeHTTLNIrIHIH KapThulai SMIMPUKAIBIK MOAEIbACPIH
naiianaHa OTBIPHII, TiKeJeH aFbIHAap CXEMAachl YIIiH «KYOBIpIarbl KYOBIP» THIITI JKBULY alMacTBIPFBIIITAFbI
(OKAA) cybIK (MyHaii) xaHe BICTHIK (CY) JKBUTY aIMacTBIPFBIII apackiH/a 00JIaTHIH XKBULY alMacy HporecTepi
3eprrengi. Tanmay HOTHXKeNepi KOPCETKEHIEH, TYTIKTIH OTUaMETpi ©Te a3 JKbUIy aJIMACTHIPFBILITHI €CENTey
Ke3iH/e TYTIKTEri IeKapalblK KabaTThIH 9cepiH eckepe OTHIphIN, k—» SST TypOyneHTTiUTIK MOAENi KOTaiIbl
Oomael. By TypOYJEHTTUTIK MOIeNi JaMHHApIbI-TypOyJICHTTI aybICyAbl aHKBIHBIPAK KOpPCETedi, OJ OCHI
HpOLIECTEPIe HKY3ere achIpbUIa/bl, MYHIa MYHal/IbIH TYTKBIPJIBIFBI TEMIeEpaTypara eTe Toyenmi. JKbuty
aIMacy TPOLECTepiH CaHIBIK MOJIENBACY JKOHE €CeNTey YLIIH aKbIpiIbl albIPBIMABI MEH aKbIPIIBl KeJeM
onicrepi tanmanapl. Ecenteynep ANSYS Fluent Garmapmamanblk KelIeHIH MaianaHa OTBHIPHII, €CEHTey
rugpoauHamukacs!l (Computational Fluid Dynamics, CFD) xypammapeiHblH Herizinae xyprizinmi. JKentry
QIMACTBIPFBIITAP/IBIH THAPOIUHAMUKACHIH CaHJBIK MOZENBACY YILIIH JJAMUHAPIBI — TYpOYJICHTTI aybICyIbl
JKoHe MoJenbaiH k—» SST TeHneynepin eckeperin gamma-Retheta TypOyJIeHTTUTIK MOJeTTIMEH TYHBIKTAIFaH
Pefinonbac OoitpiHma oprama Hase-Ctoke TeHmeynmepi (RANS, Reynolds-averaged Navier — Stokes)
KOJIAHBUIABL. Y CHIHBUIFAH TYpOYJIEHTTUTIK MOJENI HETi3iHAEe THIAPOTUHAMHUKAIBIK JKOHE O KBUIY
nmapameTpiiepiHiH Tapanybl, coHmai-ak JKAA TYTITiHIH Y3BIHOBIFE OOWBIHIIA TIPOLECTIH YKCACTBIK
kputepuiinepi (Re, Pr, Nu) ansasr.

Kinm co30ep: Kby 0epy, CaHIBIK €CelNTey, KbUTy aJMacTBIPFbILI, MYHal, THAPOTUHAMUKA, CAJIKBIHIATKBIIII
CYHMBIKTAp, JKbUTY aFbIHbI, JIAMUHApPJIBI-TYPOYJICHTTI aybICy, Y3LTICCI3MIK, XBUIy ajiMacy KapKbIHIBUIBIFHI,
TYTKBIPJIBIK

A.C. XKyman6aeBa, H.)K. [Ixaitun6exos, /I.E. Kypmanosa

HccaenoBanue BIUsAHUSA MoJIesIed TypOyJIeHTHOCTH
Ha FUAPOAUHAMUYECKHE U TeIJIOBbIE TapaMeTpPhl TeIJIOHOCHTe el
B pacyeTrax Tenji000MeHHbIX alnaparoB

B crarbe nmpoBeneHO HcCiIe0BaHue TeIIO0OMEHHBIX MPOIIECCOB, MPOUCXOMIIIMX MEXKIY XOJIOAHBIM (HE(Th)
¥ Tops4uM (BoJa) TeIUIOHOCUTENsIMH B TerioooMenHoM ammapare (TOA) tuma «tpyba B TpyOe» Uit CXeMbl
HPSIMOTOK, C HCIIONB30BaHHEM IONyIMITHpHUYecKuX Mojenelt TypOyneHtHoctH A—» SST, k—& u Transition
SST. AHanu3 MoIy4eHHBIX Pe3yNbTaToOB MOKa3al, YTO MPHU pacdeTe TeIUI00OMEHHOTO anmapara ¢ J0CTaTOuHO
MaJbIM THaMeTpoOM TPyOKu Oojiee MpeIIIOYTUTENFHON OKa3anack Moaens TypOyneHTHocTH k—o SST, m3-3a
ydera BIUSHHS TIOTPAaHHYHOTO CJI0st B TpyOKe. JlaHHast Moziesb TypOyJIeHTHOCTH 06oJiee BEIPaKEHO BOCIIPOM3-
BOJIUT JIAMHHAPHO-TYPOYJICHTHBIH Mepexo[], KOTOPBIil OCYIIECTBISETCS B JAHHBIX MPOILECcaX, Ie BSI3KOCTh
He(TH CHIIBHO 3aBUCHT OT TeMIlepaTypsl. [l 4MCISHHOTO MOJIEIMPOBAHKS U pacyeTa TeII000MEHHBIX MPo-
1IeCCOB ObUTH BBIOPAHBI METObI KOHEUHBIX Pa3HOCTEH M KOHEYHBIX 00BbEMOB. PacueTsl MpOBOAMIUCH HA OC-
HOBE CPEACTB BhuHcnuTenbHoi rugpoannamuku (Computational Fluid Dynamics, CFD), ¢ ucrons3oBanuem
nporpamMmHoro komiekca Ansys Fluent. st 4MCIEHHOTO MOAGTUPOBAHUS THAPOANHAMHUKU TEIUIOHOCHTE-
Jell MpUMEHSUTHCh OocpenHeHHsle mo PeitHonbacy ypasHenms Haspe-Ctokca (RANS, Reynolds-averaged
Navier-Stokes), 3aMKHYTBIE TIpH ITOMOIIN MOAENH TypOyneHTHocTH gamma-Retheta, yauTsIBatomei 1aMu-
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HapHO-TYpOyJIEHTHBINH mepexon U ypaBHeHHs kA—® SST momenu. Ha ocHOBe mpemioxeHHON Momenu TypOy-
JICHTHOCTH TIOJIy4YEeHbI paclpeleNeHus] THAPOJMHAMHYECKIX U TEIJIOBBIX IapaMeTpoB, a TaKKe KPUTEPHUEB
nono6us (Re, Pr, Nu) mponecca no mmne Tpyoxu TOA.

Kniouesvie cnosa: Temonepenada, YUCICHHBIN pacdeT, TEINIOOOMEHHUK, HE(Th, THAPOIMHAMHUKA, OXJIAXKIa-
FOIIE KUAKOCTH, TETUIOBOW TIOTOK, TJAMUHAPHO-TYpOYJICHTHBIN IEPEX0]], EPEMEKaeMOCTh, HHTEHCUBHOCTh
TerI000MeHa, BA3KOCTh
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On the Analytical Determination of the Seebeck Coefficient
Using the Fermi—Dirac Approximation

The Seebeck coefficient, or thermoelectric power, is a key physical parameter that quantifies the voltage gen-
erated in response to a temperature gradient across a material. Accurate evaluation of this coefficient is essen-
tial in order to optimize the performance of thermoelectric devices. This study proposes a theoretical ap-
proach to the analytical determination of the Seebeck coefficient in semiconductors, based on the Fermi—
Dirac statistical approximation. The model incorporates the temperature dependence of the Fermi level,
which introduces an intrinsic gradient along the thermoelectric structure under non-equilibrium thermal con-
ditions. This framework enables a more precise understanding of the interplay between the carrier distribu-
tion, energy levels, and temperature variation. The analytical expressions obtained here show good agreement
with the results of numerical methods, and offer significant advantages in terms of modeling and designing
high-performance thermoelectric materials. The proposed approach proves to be an efficient and insightful
tool for theoretical investigations and optimization studies in semiconductor thermoelectrics.

Keywords: Seebeck coefficient; thermoelectric power; semiconductor; Fermi—Dirac method
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Introduction

Thermoelectric effects, which are primarily quantified by the Seebeck coefficient, involve direct inter-
conversion between thermal and electrical energy in a material system. The Seebeck effect refers to a phe-
nomenon where a temperature gradient established along a thermoelectric material induces an electric poten-
tial difference, and vice versa, and this forms the foundational principle behind thermoelectric generators and
coolers [1-7]. The efficiency of these energy conversion processes is strongly governed by the magnitude
and behavior of the Seebeck coefficient indifferent materials and temperature regimes.

In semiconductors and complex materials, the Seebeck coefficient is particularly sensitive to micro-
scopic interactions involving charge carriers. These include carrier—carrier, carrier—phonon, and in the case
of magnetic semiconductors, carrier—localized magnetic moment interactions. Such interactions can signifi-
cantly alter the distribution function of carriers, leading to notable changes in the thermoelectric response.
For example, scattering mechanisms impose constraints on the final states that carriers can occupy, often re-
sulting in a reduction of the Seebeck coefficient due to the suppression of entropy transport per carrier [8, 9].

The Seebeck coefficient is not solely a material constant, and is closely associated with the carrier con-
centration, effective mass, and temperature, all of which affect the position and dynamics of the Fermi level.
In degenerate or heavily doped semiconductors in particular, where classical (Boltzmann) statistics become
insufficient, a quantum-statistical approach becomes necessary. The Fermi—Dirac distribution provides a
more accurate description of carrier occupancy in such systems, and is essential in order to capture realistic
transport behavior [10, 11]. The Gaussian density of states (DOS) approximation is also widely used to mod-
el disordered or amorphous semiconductors and organic materials, in which the electronic states are not
sharply defined due to substantial energetic disorder. Unlike crystalline semiconductors, which have well-
defined band structures derived from periodic Bloch states, disordered systems lack long-range structural order.
This absence of periodicity results in localized electronic states with broadened energy levels, due to variations
in the local environment such as structural distortions or fluctuations in molecular orientation [12—14].

In this study, we present an analytical approach for evaluating the Seebeck coefficient in semiconduct-
ing materials within the framework of a Gaussian DOS and the Fermi—Dirac statistical approximation. The
use of the Gaussian approximation for the DOS is physically justified in systems where energetic disorder
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dominates, such as amorphous and organic semiconductors. In these materials, the absence of long-range
order leads to a broadening of the electronic energy levels, which can be effectively modeled by a Gaussian
distribution. This approximation is commonly accepted for disordered systems, including amorphous silicon,
disordered metal oxides, and organic semiconductors, where localized states and site-to-site energy fluctua-
tions govern the charge transport [ 15—18]. To incorporate the temperature dependence of the chemical poten-
tial (Fermi level), we used a numerical method in Mathematica 10.0 that is valid across both non-degenerate
and degenerate regimes. This theoretical framework enables improved insight into the thermoelectric proper-
ties of materials without relying solely on numerical simulations. The analytical results obtained here
demonstrate the reliability and applicability of the proposed method for thermoelectric modeling.

Proposed Method and Formulae

An analytical formula was proposed in [19-23] for the calculation of the Seebeck coefficient, as pre-
sented below:
€L2 T E- /

S=——
e, kT

SET)A~ f(E,T)N(E)E , (1

where o is the electrical conductivity, T is the scattering time, L’ = 5(19)2 is the scattering distance (mean

free path), N(E) is the DOS, which can be represented by a Gaussian function, and f(E) is the Fermi—Dirac
distribution function. These quantities are defined as follows [20]:

A

N(E 2
= @
and

FE)= . 3
l+e ¥

where the energy E is defined as the center of the Gaussian distribution, Ny is the total concentration of en-
ergetic states, and 0 is the width of the distribution. Substituting Egs. (2) and (3) into Eq. (1) gives the fol-
lowing expression:

e’ N, F 1 1 =
=— 1- (E-E )e dE , 4
kT2 o J. E-E, E-E,
ot TES_OO] e T l+e
where o is the conductivity of the material. Eq. (4) can be expressed in the following form:
el’
S= k,0,T,E, ,E,), 5
gy \/— -0 7Eo) (5)
where
jt ! L)
O(k,8,T,E,,E,) = | | l-—— [(E-E))e dE . (6)
Tlt+e M l+e

Due to the complexity of Eq. (6), the derivation of a closed-form analytical expression is highly chal-
lenging; it is therefore expressed as a sum of simpler integrals, in the following form:

Ok,3,T,E,,E,) = L(k,3,T,E,, E)) + M(k,3,T,E,, E,) —~ R(k,8,T, E ,, E,) ~ K (k,8,T,E ;,E;),  (7)

where

Ey E—E 1 E-Ey :
L(k,s,T,E/.,EO)zj'u 2( 5 )dE, (8)

0

E-E,

l+e ¥
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(E E) E-E,
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E+E)) 5
R(k,8,T.E, . E,) = jg {EJdE, (10)
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2
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K(k,3,T,E,,E,) = Tﬂe;[ L ]dE. (11)
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As an be seen from Eq. (5), the determination of the Seebeck coefficient depends on the accurate evalu-
ation of Eqgs. (8)—(11). To derive ananalytical expression from Egs. (8)—(11), the binomial expansion theorem
and the exponential series expansion are employed, as follows [24, 25]:

et =Z{;(il)i % (12)

and

| lim Z:zo(il)’" £, (n)x"™"y" for noninteger nand x > y
(xxy)' = (13)

> ED" S, (n)x""y" for integer n
where f, (n) are binomial coefficients defined by:

1

£ (n) =%H:)1(n—i). (14)

By substituting Egs. (12) and (13) into Egs. (8)—(10), a general analytical expression for
L(k,3,T, E,,E, ), M(k,S,T,Ef,EO) and R(k,S,T,Ef,EO) can be derived as follows:

N li 2i ) . )
L(k,8,T,E,,E,) = hmz(z8 ; 'Z(;(—l)/ f:2DEJH,,_(k,T,E,); (15)
N E.(i+1) E? 1 E i+l
Mk,8,T,E,,E)=1m Y f(-)Exp| L—2—-— [T E,,—,— =24+ 16
( 7Eo) Nr%;ﬁ( )Xp( kT 252JT[ 77287 8 ij (10
Ei E? 1 E
R(kSTE/,E)—hme( l)Exp( k’T —2—602 ( f"F’S_SJ (17)
"(E-E,)E"
H,(k,T,E,) = [ —— —dE (18)
O l4e 4T
—p(b+pq) ®+2pg)°
T(p.q.b) == 2Jqg—e \/_(b+2pq)Erfc +2pg (19)
7 2a
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where the parameters Nand N' are the upper limits of the summations. The quantities I'(x) and
Erfc(x) are defined as follows:

[(x)= Tt“’le”dz , (21)

Erfe(x) = %Te dt. (22)

Note that the functions K(k,8,7T,E,,E,) and H,(k,T,E,) are computed using numerical integration
techniques.
Numerical Results and Discussion

As can be seen from the preceding equations, accurate determination of the Seebeck coefficient S re-
quires evaluation of the integral given in Eq. (5). However, due to the mathematical complexity introduced
by the Gaussian distribution and Fermi—Dirac statistics, obtaining a general closed-form analytical solution
for the integral in Eq. (5) remains a significant challenge. In the present study, Eq. (5) was evaluated both
analytically, using the derived expression in Eq. (7), and numerically, using the Mathematica 10.0 software
package. A numerical integration technique was employed to compute the Seebeck coefficient accurately
over a wide temperature range. Figure shows a graph of the Seebeck coefficient as a function of temperature.
The results obtained from both the analytical formula in Eq. (5) and the numerical calculations are shown on
the graph, which clearly illustrates the temperature-dependent behavior of the Seebeck coefficient; there is-
consistency between the two methods, thus validating the reliability of the proposed approach. In Figure, the
black dashed curve represents the numerically calculated Seebeck coefficient, whereas the red solid curve
depicts the values derived analytically using Eq. (5), and it can be seen that there is good agreement between

them. The calculations were performed based on the parameters in Eq. (6) with values of
2

e=1.602x10"°C, I> ~0.864x10"° T, 1~10" s [24], 5~10° QmaN, =10"m [15]. As shown in
S

Figure, the desired level of precision was achieved when the series was truncated at values for the upper limit
of N=N'=30.

Table presents the partial sums corresponding to progressively increasing upper summation limits V in
Eq. (8). Higher accuracy can be readily achieved by increasing the upper-term limits in the series expansions
of Egs. (10)—(12). The dependence of the Seebeck coefficient on temperature, which arises from the thermal
broadening of the Fermi—Dirac distribution and the temperature-dependent behavior of the density of states,
was systematically analyzed. The results of the numerical simulations show good agreement with the analyt-
ical expression given in Eq. (5), thus validating the accuracy of the proposed approach. These results not on-
ly validate the applicability of the numerical method but also demonstrate that the proposed approach cap-
tures the essential physics governing thermoelectric transport. It also provides a practical framework for fur-
ther theoretical studies or the experimental design of semiconductor-based thermoelectric devices.
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Conclusion

In this study, a novel analytical expression for the Seebeck coefficient was derived using the binomial
expansion theorem and the exponential series expansion. As can be seen from Figure and Table, the general
analytical expressions for the Seebeck functions obtained through the applied method exhibit strong con-
sistency with the theoretical framework of the proposed approach. This agreement confirms the validity and
accuracy of the analytical methodology used to derive the Seebeck coefficients.
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Figure. Variation in the S Seebeck coefficient with respect to T’ temperature
(where £, =25 eV, E,=32¢V, k= 8.617x107° eV-K™', §=12¢eV)

Table
Convergence of the derived expression for Q(k, 8, T, Ef, Eo) as a function of summation limits NV = N’
(for E, =82 eV, E, =4.63eV, k= 8.617x10° eV-K™, §=1.5¢eV)

N Eq. (5)

10 —0.000100960026019
20 —0.000101693247456
30 —0.0001018524517281
40 —0.0001019115964974
50 —0.0001019398713466
60 —0.0001019554937334
70 —0.0001019565058798
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Anam Akky1l

®epmu-/lupak ;KybIKTaybIH NaiiAaaHbII
3ee0ex K0P PUUMEHTIH AaHATUTHKAJIBIK aHBIKTAy TyPaJbl

3eebOex kor(duIMeHTi HeMece TEPMOUIEKTPIIIK KyaT — OyJ1 MaTepuai OOWBIHIIIA TeMIlepaTypa rpaJieHTiHe
)Kayar peTiHAe maiaa OonaThblH KepHEeyAl CaHIBIK TYPHEC aHBIKTAWTBHIH HEri3ri (H3MKAIBIK mapameTp. by
K03 QUIIMEHTTI A0 aHBIKTAY TEPMODJIEKTPIIK KYPBUFBUIAPBIH OHIMIUITIH OHTAWIAHABIPY YIIIH KaXKeT.
3eprreyne mamamen ®epmu-/lupak omiciHe Heri3AenTeH kKapThulaid eTKi3rimTepaeri 3ebex ko3 PHUITHEeHTIH
AQHAIMTHKAIBIK aHBIKTAyFa TEOPUSUIBIK TOCiMi ychlHbUIFaH. Monens PepmMu JeHreliHiH TemiepaTypara
TOYENIUITIH ecKepelli, Oy Tele-TeHIIKCI3 KBUTy KaFIaibIHIa TEPMOIIEKTPIIK KYPBUIBIM OOWBIMEH ilIKi
IPaJMEeHTTIH Maiiga OoybIHa oKeneai. byl Monens TackIMangaylbIHBIH Tapaiybl, SHEPTHs IeHreiliepi MeH
TeMIlepaTypaHbIH e3repyi apachIHIarbl e3apa OaiIaHBICTBI AIpeK TYCiHyre MYMKIHIIK Oepeni. AnbIHFaH
AHAJIMTHKAITBIK OPHEKTEP CAHIIBIK d/iCTEPiH HOTHKEIEPIMEH JKaKChl COMKEC KeJe i )KOHEe OHIMITITT dKOFaphl
TEPMODJICKTPIIIK MaTepHaIgapIsl MOJCNBACYMEH jko0ajiayqa apThIKIIBUIBIKTap Oepeni. YCHIHBUIFAH TACLN
JKapThUIail OTKI3Till TEPMOAJIEKTPUKA CANIACHIHIAFbl TEOPHSUIIBIK 3ePTTEYJIep MEH OHTAIaHIBIPYIbIH THIM/I
JKOHE aKIapaTThIK Kypasbl.

Kinm coe30ep. 3eebek k03D UIHEHTI, TEPMODIIEKTPIIIK KyaT, xKapTbliai eTkisrinr, ®epmu-/Iupak tocimi
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AJntlaM AKKyII

00 ananuTH4YecKkoM onpeneneHun Ko3ppunuenrta 3eedexa
¢ HCNnoJib30BaHueM npudanm:xkenus @epmu—/lupaka

Koappumment 3eebeka mim TepMOIIEKTPOABIIKYIIASI CHJIA, SBISICTCS BAKHBIM (PH3NUSCKUM IapaMeTpoM,
KOTOPBI KOJMYECTBEHHO ONMCHIBACT HANpPSDKCHUE, BO3HUKAIONIEE B OTBET HA TEMIEPaTypHBI I'PaUCHT B
Mmarepuaie. To4HOe ompeneneHHe 3Toro Kod(pduuueHta HEOOXOAUMO U ONTHUMH3ALUH XapaKTePHCTUK
TEPMOAJICKTPUYECKUX YCTPOMCTB. B HacTOSAIIEM HCCIeI0BaHUHU MIPEAIaraeTcsi TCOPETHYECKHUIT OAX0 K aHa-
JUTUYECKOMY ompeneseHuto koddduienta 3eedeka B MOTYIPOBOJHUKAX HA OCHOBE MPHOIMKEHHOTO METO-
na Oepmu—/lupaka. Monenb y4UTHIBaeT TeMIEPAaTYpHYIO 3aBHCHMOCTH ypoBHS DepMmu, 4TO NPHBOIHUT K
BO3HMKHOBEHHIO BHYTPEHHETO I'PAJMeHTa BJIOIb TEPMOAIEKTPHUECKON CTPYKTYpPHI B HEPABHOBECHBIX TEILIO-
BBIX YCIIOBHSX. DTa MOJEINb MO3BOJSIET 00jiee TOYHO IOHATH B3aNMOCBSI3b MEXKIY paclpesielieHeM HOCHTe-
e, SHepreTHUeCKUMH yPOBHAMH M TeMIIepaTypHBIMH W3MeHeHUsMH. [loydeHHbIe aHaINTHYECKHE BBIpa-
JKEHHsI XOPOIIO COTJIACYIOTCS C pe3yJbTaTaMM YMCIEHHBIX METOJOB U TPEIOCTaBISIOT 3HAYUTEIBHBIC TIpe-
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Investigation of the Influence of Technological Regimes of Thermocyclic
Electrolyte-Plasma Treatment On The Structural-Phase State
and Tribocorrosion Properties of 12Kh1MF Steel

This paper presents the results of a detailed study on the influence of thermocyclic electrolyte-plasma treat-
ment on the structural-phase state, microhardness, and tribocorrosion properties of heat-resistant steel
12Kh1MEF. The treatment was carried out using a 10 % Na2CO3 aqueous solution and a voltage of 300/150 V.
It resulted in the formation of a zonal microstructure with a martensitic surface layer up to 600 um thick. The
structure was divided into zones: hardened, thermal influence, and base material. Microhardness increased by
1.5 times due to martensitic transformation. X-ray analysis confirmed the formation of o'Fe and Fe;C phases.
Tribological tests showed a 10 % reduction in the friction coefficient and a 1.5-2-fold increase in wear re-
sistance. Corrosion tests in a salt fog chamber revealed enhanced protective properties, with mass loss re-
duced and corrosion resistance improved by 10-30 %, depending on the treatment mode. Based on a compre-
hensive analysis, the most effective thermocyclic treatment mode was identified, ensuring an optimal balance
of mechanical strength and corrosion resistance. The findings highlight the high potential of thermocyclic
electrolyte-plasma treatment as a promising method for enhancing the surface properties of steel components
operating in aggressive environments.

Keywords: electrolytic-plasma treatment, heat-resistant structural steel, thermocyclic electrolytic-plasma
treatment, microhardness, low-alloy steel, microstructure, surface strengthening, corrosion testing
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Introduction

Structural steels are materials widely used in power engineering and other industries. They have a num-
ber of characteristics that make them suitable for use in high temperature and pressure environments. In
thermal power plants, they are used to manufacture steam pipes, turbines and other types of parts. However,
with prolonged service life, degradation of the structure occurs, which leads to unstrengthening of the
steel [1]. In such cases for steel hardening the traditional heat treatment is carried out, which is carried out
with volumetric treatment of the entire working surface of the part, but as it is known in working mecha-
nisms the core of the part must remain plastic for proper operation of the entire unit [2]. Therefore, scientists
and engineers develop various methods of hardening, including not only classical heat treatment, but also
additional methods that can modify only the near-surface area of parts without changing its plastic character-
istics. Technologies based on electro-discharge machining processes, such as electrolyte-plasma technologies
for material modification, can be considered as an example of such machining methods [3]. Combining these
methods can increase the strength, wear resistance and heat resistance of structural steels, providing longer
service life in extreme conditions.

Modern research in the field of electrolyte-plasma processing is actively developing, covering both the-
oretical and practical aspects of electrodischarge phenomena, contributing to the creation of highly efficient
and cost-effective methods of materials processing such as electrical discharge machining (EDM) [4, 5],
electrospark machining (ESM) [6], electrolyte-plasma hardening (EPH) [7], and electrolyte-plasma anodic
treatment (EPAT) [7, 5], electrospark machining (ESM) [6], electrolyte-plasma hardening (EPH) [7], electro-
lyte-plasma anodic treatment (EPAO) [8], electrolyte-plasma chemical heat treatment (EPChT) [9] expand-
ing their application in various industrial sectors, including power and mining engineering.
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The study by Garba E., Abdul-Rani A.M., Yunus N.A. [10] and co-authors demonstrates the wide pos-
sibilities of electrical discharge machining (EDM), which is used in such industries as mold and die manu-
facturing, as well as in mechanical engineering, nuclear, aerospace and biomedical industries. According to
the authors’ conclusions, the main advantage of this technology is the high accuracy of manufacturing com-
plex parts. However, EDM has a number of significant disadvantages, including low material removal rate,
poor surface quality, long processing time, high cost, as well as being limited to processing only electrically
conductive materials. These factors limit its application in production.

In the monograph by Korzhyk V., Tyurin Yu. and Kolisnichenko O. [11] the results of theoretical and
experimental studies of dynamic processes of modification of metal surfaces by means of electric current
regulated by means of an electrode with liquid electrolyte were presented. Based on the conducted studies,
integrated hardening technologies were developed and specialized equipment was created, allowing for oxi-
dation, alloying and structural transformation of the surface without affecting the entire volume of the prod-
uct. The use of these technologies significantly improves the physical and mechanical characteristics of ma-
terials, increasing their strength, wear resistance and resistance to fatigue loads under friction and wear con-
ditions.

The studies by Berladir K. and her co-authors consider the process of nitrocarburizing with cyclic heat-
ing in comparison with isothermal nitrocarburizing [12]. The authors found that the use of thermocyclic ni-
trocarburizing in comparison with isothermal nitrocarburizing allows for an increase in resistance to cavita-
tion destruction by 0.6—1.5 times. In addition, the use of chemical-thermocyclic treatment helps to reduce
processing time, reveal the grain structure and improve the mechanical properties of structural steel.

One of the promising technologies in this area is thermocycling electrolytic-plasma treatment (TEPT).
This method combines thermal, electrical and plasma effects on the material in an electrolytic environment,
where active elements contribute to its modification due to the flow of electric current through the environ-
ment to the surface of the material. This approach allows to significantly increase the hardness of the surface
layers. The TEPT process includes cyclic alternation of heating and cooling, which causes significant struc-
tural changes in the material and improves its mechanical properties, facilitating wide application in produc-
tion. Thus, according to the analysis, it was established that technologies based on the processes of electric
discharge phenomena are applicable as an alternative to traditional heat treatment in order to improve the
performance characteristics of a wide class of steels, however, the definition of technological regimes of ca-
thodic electrolytic-plasma treatment with thermocycling has not been studied in detail. Therefore, the aim of
this work is to study the influence of technological regimes of thermocyclic electrolytic-plasma treatment on
the structural-phase state and tribocorrosion properties of 12Kh1MF structural steel.

Materials and methods of research

In this work, 12Kh1MF steel was used as the material for TEPT. This steel is widely used in the power
industry, in particular, it is used to manufacture pipelines, boilers and other elements operating in aggressive
environments. The chemical composition of 12Kh1MF steel according to GOST 20072-74 is given in Table.

Table
Chemical composition of steel grade 12Kh1MF, %
C Si Mn Cr Mo A% P S
0.1-0.15 0.17-0.37 0.4-0.7 0.9-1.2 0.25-0.35 0.15-0.03 >0.035 >0.03

Thermocyclic hardening of 12Kh1MF steel samples was performed using an electrolytic plasma treat-
ment unit at the Surface Engineering and Tribology Research Center of the Sarsen Amanzholov East Ka-
zakhstan University. The EPO unit schematically consists of an electrolytic cell and a power source (Figure 1
a, b).
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Figure 1. Schematic representation of the unit for thermocycling electrolytic-plasma treatment

The essence of the process of thermocycling hardening by the method of electrolytic-plasma treatment
is as follows. At low voltage (about 150 V) in the electrolytic cell with an aqueous solution of electrolyte, a
standard electrochemical process occurs. With an increase in voltage to 300 V, intensive gas evolution be-
gins on the electrodes, which leads to the formation of a vapor-gas shell (VGS) near the electrode surface.

The electric field strength in the VGS reaches 10*-10° V/cm. At a temperature of about 100 °C, such a
field initiates the ionization of vapors, as well as the emission of ions and electrons necessary to maintain a
stable electric discharge. As a result, electrolyte plasma is formed. In this process, an aqueous solution of
sodium carbonate (Na,COs3) acts as a medium for heating and cooling.

For thermocyclic electrolytic-plasma heating of 12Kh1MF steel, an aqueous solution of sodium car-
bonate (Na,CO3) with a concentration of 10 % and 15 % (wt. %) was used. Our previous studies have estab-
lished [13, 14] that at higher concentrations of Na,CQOj3, the electrical conductivity of the electrolyte increas-
es, which leads to intense heating and high current density. A 10 % aqueous solution of Na,COs has a low
current density compared to 15 % Na,COs, which ensures smoother heating without the risk of melting the
steel surface, and also ensures effective control of the heating process for various technological tasks. There-
fore, in further experiments, we will use an electrolyte composition with 10 % sodium carbonate and 90 %
distilled water.

During thermocycling (Table 2), when an electric potential of 300 V is applied, the sample surface rap-
idly heats up. When periodically switching between high electric potential (300 V) and low (150 V), a cyclic
change in the heating rate is observed. This regime allows controlling the intensity of the thermal effect,
which helps to increase the duration of heating and form a thick heated layer on the surface of the material.
By alternating supply at a voltage of 300 V and a current of 30 A for 5 seconds, with a decrease to 150 V and
a current of 8 A for 5 seconds, the electrolyte temperature increases to 37 °C. This allows controlling the
heating process, providing different temperature profiles and intensity of thermal effect on the samples.

Table 2
Results of corrosion tests of samples before and after TEPT
Sample Mass beforetesting, g | Mass aftertesting, g | Loss of mass, g | Loss of mass per unit area Am, kg/m?
Initial 9.5391 9.5299 0.0092 0.0191
Cycle No.1 11.2293 11.2198 0.0095 0.0129
Cycle No.2 8.4946 8.4883 0.0063 0.0109
Cycle No.3 7.0022 6.9941 0.0081 0.0152

86

BecTHuk KaparaHguHckoro yHnsepcuteTa



Investigation of the Influence of Technological Regimes ...

300 = i 7 ]

250 |

200 4

[aa]
D 150 4 B S
100 4 - i i
n cycle
so4 | cycle : !
O T T T v . T
0 B 10 15 0 5 10 15 :Z
t, sec
uv (21282 I
AEEE AEEE
LA 30 8 30 | 8 30|18 |30 8
t. sec 5 5 4 5 5 514 5

Figure 2. Parameters of the thermocycling electrolytic plasma treatment regime

The maximum steel surface temperature reaches 900 °C in the third cycle, with an increase in the elec-
trolyte temperature to 39 °C. In cycles Ne 1 and Ne 3, the steel surface temperature reaches 800 °C and
850 °C, respectively, with the electrolyte temperature increasing to 36 °C and 37 °C, respectively.

The samples for processing were ground and polished on the Metapol-2000P unit. The microstructure
of the samples was revealed by chemical etching using a 4 % solution of nitric acid (HNO3) in ethyl alcohol.
The microstructure of the original and processed steels was studied on a TESCAN MIRA scanning electron
microscope with a magnification of X60 and x1000.

X-ray phase analysis of the samples to determine the phase composition before and after TEPT was car-
ried out on an Expert Pro unit. Surface analysis was carried out from 10° to 90° with a delay of 0.02 s, in 20
mode.

To determine the hardness of the cross-section of the samples, a METOLAB 502 microhardness tester
was used, equipped with a tetrahedral Vickers diamond pyramid with a square base and an angle of o= 136°
between the opposite faces at the apex in strict compliance with the requirements of GOST 9450-76, im-
posed on the Vickers method. The diamond indenter under a load of /=1 N was pressed perpendicularly
and maintained under load for 10 s.

Tribological tests were carried out on a TRB3 tribometer. At a load of 6 N over a distance of 60 m us-
ing the ball-on-disk method and a speed of 2 cm/s. The radius of the trace was 3 mm (D = 6 mm). A ball
with a diameter of 6 mm made of 100Cr6 (analogous to ShKh15) was used as a counterbody.

Corrosion resistance tests were carried out in a HUD-E808 salt fog chamber according to GOST 34388-
2023. The neutral salt medium was 5 % sodium chloride (NaCl). The study was conducted at a temperature
of 35 °C for 8 hours. Although the actual working conditions of 12Kh1MF steel in steam pipelines typically
involve temperatures of 400—550 °C in a water vapor medium, such laboratory conditions are commonly
used for accelerated corrosion testing. These parameters allow the simulation of long-term surface degrada-
tion processes under controlled and reproducible conditions, providing a comparative evaluation of corrosion
resistance before and after surface treatment.

Quantitative assessment of corrosion was carried out according to GOST 9.908-85. The mass loss per
unit surface area Am, g/m?, was calculated using formula (1):

m, —m
S

where my is the mass of the sample before testing, g; m, is the mass of the sample after testing and removal
of corrosion products, g; S is the surface area of the sample, m.

Am= R (1)
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Results and discussion

Figure 3 shows the SEM results of the microstructure of the cross section of 12Kh1MF steel after
treatment in an electrolyte containing an aqueous solution of 10 % Na,CO; in three different cycles (No. 1,
No. 2, No. 3), which allows us to draw conclusions about the influence of thermal conditions on the for-
mation of the structure and tribomechanical properties of materials. In the initial state, 12Kh1MF steel has a
ferrite-pearlite structure. After TEPT in different cycles, the structure of 12Kh1MF steel mainly consists of
the martensite phase, which is associated with rapid cooling, which leads to an increase in microhardness and
an improvement in tribocorrosion properties (Table 2, 3).

After TEPT under different conditions, zonal structures are formed in 12Kh1MF steel, which differ in
microstructure and hardness, and are distinguished as the zone of thermocycling quenching, the heat-affected

zone and the original material (Fig. 3).
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Figure 3. SEM image of the cross-section of 12Kh1MF steel after TEPT in cycles No. 1 (a), No. 2 (b) and No. 3 (¢):
1) thermocyclic hardening zone; 2) heat-affected zone; 3) original material

As shown in Figure 3a, the microstructure of 12Kh1MF steel obtained after TEPT in cycle No. 1 is ob-
vious that the zone of thermocycling quenching is characterized by the presence of a martensite microstruc-
ture with a thickness of ~400 um (Fig. 3, @, 1), while the heat-affected zone demonstrates the transition from
martensite to the original state (ferrite-pearlite) (Fig. 3, a, 2, 3). In cycle No. 2, a zone with a thickness of
~500 pm is also visible (Fig. 3, b, 1). The formation of martensite is a consequence of rapid cooling. In the
zone of thermocycling quenching, the martensite structure predominates, and in the heat-affected zone, bain-
ite and ferrite (Fig. 3, b, 2, 3). In cycle No. 3, the martensite microstructure with a thickness of ~600 pm in
the zone of thermocycling quenching transforms into bainite, thereby entering the heat-affected zone with a
thickness of ~600 um (Fig. 3, ¢, 1, 2, 3). Thus, the zone of thermocycling quenching under different cyclic
conditions has a thickness of up to 600 um with a martensitic structure that contributes to the improvement
of the surface microhardness of the material.

Table 3 shows the results of measuring the surface microhardness of steel samples before and after
TEPT. According to the results, it was found that after TEPT, the microhardness increased by ~1.5 times,
which is associated with the formation of a martensitic structure.

Table 3
Results of corrosion tests of samples before and after TEPT
TRB? .
Sample Phasecomposition | Microhardness, HV Wear intensity, Corrosionrate,
N 5 mm/year
mm?3/N X m

Initial aFe 205+30 0.627 0.0004706 0.0024
Cycle No.1 o 'Fe, FesC 345430 0.617 0.0004391 0.0016
Cycle No.2 o 'Fe, FesC 365+34 0.596 0.0003047 0.0013
Cycle No.3 o 'Fe, FesC 373431 0.613 0.0002672 0.0019

In order to identify changes in the structural and phase state, X-ray phase analysis of the surface of
12Kh1MF steel samples was carried out before and after TEPT under different conditions (Fig. 4). Accord-
ing to the presented results of X-ray phase analysis, it was found that in the initial state, the steel has a fer-
rite-pearlite structure (aFe phase) (Fig. 4), and after TEPT, the formation of a martensite phase (o' Fe) with a
strengthening cementite phase (Fes;C) is observed in all samples, which is consistent with the results of SEM
analysis.
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Figure 4. Results of X-ray phase analysis of steel before and after TEPT in different cycles

Figure 5 shows the results of tribological tests of steel samples before and after TEPT, according to
which it was revealed that, compared to the initial state with a value of 0.627, the friction coefficient de-
creased by an average of 10 %, and the wear resistance of 12Kh1MF steels increased by ~1.5-2 times (Ta-

ble 3).
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Figure 5. Tribology results before and after TEPT

The results of corrosion tests of steel before and after treatment are presented in Table 2. According to
the analysis of the mass loss of samples using formula (1), it was found that after testing, the corrosion re-
sistance improved by 10-30 % compared to the original sample. A reduction in mass loss is observed in cy-
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cle Ne 2 when compared to cycles Ne 1 and Ne 3. It is evident that the more moderate regime of cycle Ne 2, in
comparison to cycle Ne 3, serves to reduce the likelihood of residual stresses that have the potential to accel-
erate localised corrosion.

Thus, the results of the studies show that the concentration of the electrolyte and the selected heating
cycles have a significant effect on the properties and structure of steels. The results of the studies and their
analysis are correlated in Table 3.

It has been established that the electrolyte concentration (10 % Na>COs) in combination with optimal
heating cycles (e.g. No. 2 and No. 3) contributes to an increase in microhardness and improvement of tri-
bocorrosion properties due to stable energy density and controlled heating during TEPT.

Conclusion

On the basis of the obtained results the following deductions and conclusions were made:

— the microstructure of the cross section of steel 12Kh1MF after TEPT has a zonal structure, it was
found that in the electrolyte containing 10 % Na>COs + 90 % distilled water, is formed thermocyclic hard-
ened layer with a thickness of up to 600 microns, which varies depending on the cycle, structurally consist-
ing of the main phases of martensite (o' Fe) and cementite (Fe;C), the formation of which contributes to an
increase in microhardness in ~1.5 times.

— According to the results of tribo-corrosion tests of samples before and after TEPT it was revealed that
wear resistance of the samples was increased by ~10 % on average, and corrosion resistance improved by
10— 30 % compared to the original sample.

On the basis of the obtained results the optimal technological regime of thermocyclic electrolyte-plasma
treatment of steel 12Kh1MF was established: electrolyte composition aqueous solution of 10 % sodium car-
bonate at a temperature of 900 °C, 2-3 cycles of treatment at a voltage of 300 V — 150 V and a current of 30
A — 8 A for 5-60 seconds.
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TepMOUMKIAIK YJIEKTPOJTUTTI-IIIAZMAJIBIK OHJIEY TEXHOJOTHSIIBIK PesKUMIEPiHiH
12X1M® 601aTBIHBIH KYPbUIBIMABIK-(a3ajbIK KYHiHe :KIHe TPUOOKOPPO3USIIIBIK

KacHeTTepiHe dcepiH 3epTTey

Kympicra 12X1M® mapkaibl BICTBIKKA TO3IMIiI OONATTBHIH KYpPBUIBIMABIK-(a3anblk KyWiHe, MUKPOKATTHI-
JIBIFBIHA KOHE TPHUOOKOPPO3HSIIBIK KACHETTEPiHe TEPMOLMKIIIK 3JIEKTPONUTTIK-TUIa3MAIIBIK OHACYIIH dcepi
JKaH-KakThl 3eprrenmi. Oxumey 300/150 B kepHeynme Hatpuit kapGonathiHbIH (Na,CO3z) 10 % cyis
epitinaicinae xyprizingi. Hotmwkecinae KanbHABFL 600 MKM-Te JIeHiH KeTEeTiH MapTeHCUTTIK KYPBUIBIMABI
30HAIBIK MUKPOKYPBUIBIM KaJIBIITACThl. MUKPOKYPBUIBIM YIIBI MbIHagal aiiMakTapra GemiHAi: TepMHUSUIBIK
UKL KaTaiTy, JKBULy ocep eTEeTiH aiiMak »oHe OacTtamkpl MaTepual. MapTeHCHTTIK KYpPBUIBIMHBIH
Ty3lIyiHe OaiiaHbICTH OOJIATTHIH MUKPOKATTBUIBIK KaOileTi OacTamnkel MaTepHaIMEeH calbIcThIprania 1,5 ece
octi. Pentrennik ¢aszansik tanmay o'Fe xone FesC daszamapbiHblH Ty3UIyiH aHBIKTanbl. TpHOOIOTHSIIBIK
ChIHAKTAp Yiikenic ko3ddunuentinin 10% TeMEHIETeHiH XoHE TO3yFa Te3IMIUITiHIH 1,5-2 ece apTKaHBIH
kepceTTi. Ty3Ibl TyMaH KaMepachIHIarbl KOPPO3HSUIBIK CHIHAKTAp MaTepHalbIH KOPFaHBIC KAaCHETTEepiHiH
JKaKCapFaHbIH KOPCETTIi: Macca OFAITY a3alibl XKoHE OHJEY PeKUMiHe OalIaHBICTHl KOPPO3USFa TO3IMALTIK
10-30 %-ra aptrel. JXKyprisitren Ttammay HoTikeciHae omicTiH 12X1M® KOHCTPYKIMANBIK OONATHIHBIH
OEpiKTIK TeH KOPPO3MsFa TO3IIMALTIKTIH OHTAMIBI TEHIepiMiH KaMTaMachl3 €TETiH €H THIMAlI TePMOLUKIIIK
OHIEY pPEXNMi AaHBIKTANAbL. AJBIHFAH HOTIDKEIEepP TEPMOIMKIAIK 3IeKTPOIHUTTIK-TIa3MalbIK OHACYMIH
arpeccUBTI OpPTaa KYMBIC icTeHTiH OoJaT OemekTepiHiH OeTKi KACHETTEPIH KaKcapTya THIMII 9IiC eKeHiH
b1V (01 (G20 (8

Kinm ce30ep: 3NMeKTPONMUTTI-INIA3MaNIBIK OHJEY, BICTBIKKA TO3IMJI KYPBUIBIMABIK 00JaT, TEPMOLMKIIIK
JNEKTPONIUTTI-IUIA3MANBIK, OHJAEY, MHKPOKATTBUIBIK, TOMEH KOCHalaHFaH O00JaT, MHUKPOKYPBUIBIM, OeTTi
OepiKkTeHipy, KOPPO3UsFa ChIHAY

JLT. Cymo0GaeBa, JI.P. baibxan, C./I. bonaros, H.E. bepnimyparos, H.E. ba3apos

HccnenoBanne BIMSTHUS TEXHOJIOTHYECKHX PEKUMOB TEPMOIMKINYECKOi
IJIEKTPOJIUTHO-IJIA3MEeHHOH 00pa00oTKHN Ha CTPYKTYPHO-(pa30Boe COCTOSIHIE

U TPUOOKOPPO3MOHHBIE cBoiicTBa cTanu 12X1M®

B nanHO# paboTe BCECTOPOHHE MCCIIEOBAHO BIMSHHE TEPMOLMKIMYECKOH 3JIEKTPOINTHO-TUIA3MEHHON 00-
paboTKK Ha CTPYKTYPHO-(a30Boe COCTOSIHUE, MUKPOTBEPJOCTh ¥ TPUOOKOPPO3HOHHBIE CBOMCTBA KapoHpoy-
Ho#t cramm mapku 12X1M®. O6pabdotky npooamnu B 10 % BogHOM pacTtBope kapbonata Hatpus (Na,COs)
npu Hanpspkerud 300/150 B. B pesynbprate oOpazoBanack 30HaNbHAs MapTEHCUTHAS MUKPOCTPYKTypa TOJ-
muHOH 10 600 MKM. MUKpOCTpYKTypa OblIa pa3zieieHa Ha 30HBI HAKOHEUHHKA: pa3jeleHa Ha 30Hy TepMo-
[UKIMIECKOTO YIPOUHEHUs, 30Hy TEPMHIECKOTO BO3/ACHCTBHS M HCXOIHBIN MaTepHall. 3a c4eT 00pa3oBaHUs
MapTEHCUTHOH CTPYKTYpBI MHKPOTBEPJOCTh CTAIM YBEIHUIMIACH B 1,5 pa3a 1o CpaBHEHHIO C UCXOAHBIM Ma-
TepuasioM. PeHTreHotasHblii aHamm3 BeIBII oOpa3oBanue (a3 o'Fe n FesC. Tpubonormueckne HCIBITAHUSL
noKa3ajiu cHkeHne kodduuuenta tperns Ha 10 % u yBenmuueHnue nzHococtoiikoctu B 1,5-2 pasa. Koppo-
3HOHHbIE HCIBITaHUS B KaMepe COJIEBOr0 TyMaHa IOKa3ald YJIy4YlIeHHe 3aIlUTHBIX CBOHCTB MaTepHaia:
YMEHBIIIEHHE NTOTEPHU MAacChl U MOBBILICHHE KOPPO3UOHHOM cToikocTu Ha 10-30 % B 3aBUCHMOCTH OT PeXH-
Ma 00paboTku. B pesynbrare mpoBeseHHOTO aHanu3a ObLT onpeesieH Hanboiee 3)(GEKTUBHBIN PEXUM Tep-
MOIMKINYECKOW 00pabOTKH KOHCTPYKIHOHHOH ctamu 12X1M®, obecrieunBaromuii onTHMaNbHBINA OanaHc
MPOYHOCTH U KOPPO3HOHHOM cTOHKOCTH. [loiydeHHBIE pe3ylbTaThl HOKa3bIBAIOT, YTO TEPMOIMKIMYECKast
3NIEKTPOJIUTHO-IUIa3MeHHast 00paboTka sBIgeTcs S(P(EKTHBHBIM METOJOM YIIyUIICHUS ITOBEPXHOCTHBIX
CBOICTB CTANBHBIX JIeTallel, pabOTAIOINX B arPECCUBHBIX CPeJiax.
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Control Method of Plasma Burning in Tokamak Fusion Reactor
with Neutron-Free p''B Fuel via Alpha-Proton-Alpha Avalanche
Reaction Mechanism

This article deals with the problems of neutronic fuels. The characteristic features of plasma burning control
in tokamak fusion reactor with neutron-free p''B fuel via alpha-proton-alpha avalanche reaction are analyzed.
On the basis of the study the author suggests, a model with no dimensions for plasma ignition, where equa-
tions for particle and energy equilibrium are utilized. In this framework p''B fuel are considered. In fact, this
work presents a novel method to control the burning plasma such that we can control the system variations,
the rate of fueling and supplementary power. Applying the simulation equations and we calculate quality fac-
tor for p''B fuel. The neutronic fuels come with two main drawbacks: (i) they generate neutrons that necessi-
tate protection and can harm and activate the reactor’s structure, (ii) the production of tritium involves added
complexity, expense, and the need for radial space for a lithium blanket. It has been demonstrated that the
neutron-free p!'B reaction is often regarded as a potential remedy for these issues.

Keywords: plasma, fusion, dynamics, neutron-free, energy, control, avalanche, alpha, proton, fuel
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Introduction

Managing plasma density and temperature within fusion reactors constitutes one of the key challenges
in advancing this technology. The source of instability arises from the fact that, with lower temperatures, fu-
sion heating enhances as plasma temperature rises. To maintain stability at such operational levels in fusion
reactors, a dynamic control system will be crucial. Throughout the years, various techniques for managing
the burn conditions have been explored. Among these studies, three specific forms of actuation have been
identified: (i) deliberate impurities injection, (ii) fueling rate adjustment, and (iii) power of supplemen-
tary [1-3]. Control systems that rely on altering the supplementary power function necessitate functioning at
sub-ignition levels where the supplementary power is active [4—6]. When the plasma temperature increases
due to a positive initial temperature fluctuation, the control system decreases the supplementary power out-
put. Conversely, managing negative initial temperature fluctuations is less complex, primarily depending on
having sufficient heating capacity. Control systems that adjust the fueling rates enable functioning at ignition
levels where supplementary power remains inactive [7—11].

Despite their capability to manage disruptions in starting conditions that result in thermal excursions,
they struggle with disturbances in starting conditions that cause quenching. Intentionally introducing impuri-
ties can effectively amplify radiation losses within the plasma, serving to avert thermal excursions. When
faced with significant positive shifts in the initial temperature, this strategy necessitates a substantial quantity
of impurities. Consequently, once the thermal excursion is regulated, extra supplementary power must be
supplied, which leads to a decrease in Q, to counteract the radiation losses brought about by the impurities
until they are entirely eliminated from the reactor. Previous studies have studied the control of plasma burn-
ing in a tokamak fusion reactor with D*He and DT fuel. However, the innovative design of this work is that
we study the method of controlling the burning of neutron-free p''B plasma through the alpha-proton-alpha
avalanche reaction mechanism.

The main objective of the article is checking the burning plasma stability conditions in fusion reactor
for p!'B fuel. Therefore, the paper is organized as follows. In Section.2 fuel selection consideration is intro-
duced. Section.3, indicates a zero-dimensional burning plasma model. Section.4, indicates the control meth-
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ods. In section.5, we discus on the simulation parameters and results, for selected fuels (p!''B). Section.6,
summarizes the conclusions.

Two different fuel combinations, DT and p''B, are viewed as the most promising options for achieving
functional fusion reactors in the near future.

D+T—>n+ ‘He
p+'"B—>3"He

Although DT is the most common fuel used for fusion reactor but p''B fuel is considered in this work
due to the advantages of reduced radioactivity, reduced radiation damage, increased safety and efficiency,
lower cost of electricity and potentially shorter path to commercialization p''B fuel.

Managed fusion with sophisticated fuels, especially hydrogen-boron-11, stands out as an incredibly
promising energy source. This hydrogen-boron fuel mainly generates energy as charged particles rather than
neutrons, which greatly lowers or could even eradicate induced radioactivity. The principal reaction,
p+ "B —3%He, results solely in charged particles. In addition, a secondary reaction, ‘He+'"'B—>"“N+n,

generates neutrons as the alpha particles created by the principal reaction decelerate within the plasma; how-
ever, these neutrons account for just about 0.2 % of the overall fusion energy, with an average energy of only
2.5 MeV.

Zero-dimensional burning plasma model using alpha-proton-alpha avalanche reaction mechanism

As illustrated in Figure 1, the processes involved in the p''B avalanche reaction that generates a surge
of alpha particles include: [19] (i): an alpha particle produced from the fusion of p!!B strikes a proton that is
stationary in the laboratory setting. (ii): This alpha particle subsequently collides with a second proton in the
surrounding medium, which is also at rest. The resulting energetic proton then engages with one ''B atom in
the environment, which remains stationary. (iii): This leads to the formation of three additional alpha parti-
cles. So that:

(i):p+B" > o +0, +a,5;
(ii):, +H(restlab) > o) + p'+e

(iii): p'+ ""B(restlab) > o, + @, + 0, +11le.

2.9 MeV

>0
>1 MeV Resting 0.6 2.9 MeV
Mev
] proton o
Proton

2.9 MeVv

Figure 1. Exploring the mechanism of the a-p-a avalanche reaction. When an a particle strikes a resting proton,
this proton gains sufficient energy to engage with ''B, resulting in the generation of three a particles

These three o particles can once more generate accelerated protons, leading to an avalanche of a parti-
cles. The equations that describe the coupled nonlinear point kinetics of the p''B fusion reaction, taking into
account the alpha-proton-alpha avalanche process, can be expressed as follows:

In this work, a model with zero dimensions is utilized for the process of plasma ignition, employing the
equations for particle and energy equilibrium [12, 13]. Within this framework, the characteristics of p''B fuel
and its density are evaluated independently, enabling us to identify appropriate isotopic fuels suitable for use
as an actuator. The representation of the model can be illustrated through these equations:

d
;’: =2 3nm, (ov) (1)

o
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dn n
_p:—_p—npnn <Gv>+npn0tcelv(x+sp’ (2)
dr o, ’
dnll ny
B—_— B _nn, (ov)+S, > 3
dt Tig ’ B< > ’ ()
O L Oy (OV) = P+ Br + P @
dt Tg

here o, denotes the elastic cross-section and v, is the proton-alpha relative velocity before the elastic colli-
sion. In the above equations, n,, n,, n.,, are the alpha, hydrogen, and boron 11 particle densities respective-

ly, and E signifies energy. T.,,7,,T,, T; are boron 11, hydrogen, alpha, particles along with energy con-

p> o’

finement duration, respectively, that are connected by relationships: t, =k, 1., T, k Ty Tug = k“Br £ pa-

rameters of which k,.,k, and k,  are listed in the Table 1. The energy confinement duration scaling refer-

enced in this research focuses on ITER9OH-P [14]. The design of the controller does not rely on this scaling,
and the scaling applied is:

= f0'08211402R1A6B,0‘15Al_oAsK;o419P—0447 , )

fis scaling factor and established by evaluating the relationship between the power required for the L-H tran-
sition and the overall plasma heating power P. In this work, the system operates continuously in H-mode,
and we set f'to 0.85 for our simulation purposes. The quantities R, /, k_, and B remain fixed and are given in

Table 1.

nllB
L

The isotopic number 4 =3y+2(1-y)=vy+2 (y= is boron 11 densities fraction which is

equal to 2.5 for the 50:50 p''B mixture). P,, is radiation loss which approximated as:
})rad brem A Z eff’ n \/? (6)

’ 7> n +n, +4n,
Where A4 =5.35%x107" Wm 7 :Znt i B

b(p”B) /KeV’ eff —~ 1, - n,

the coefficients associated with bremsstrahlung radiation [15], the effective atomic number, and the density

and n,=n,+n, +2n, refers to

of electrons respectively. Also, Z, denotes the atomic number of different ions. <0v> is known as fusion

reactivity which is temperature dependent and calculated by:
(ov)=Cg Tog exp(—sc%a) + 5411075 T % xexp (-%) ,
C,T+CT*+CT’
1+CT+CT*+C,T°’
E=C,/T". (7)
Where the parameter C,; is found in [16]. S

g=1-

g and S , are boron 11 and the hydrogen fueling injection

rates as control inputs, and P, is supplementary heating in the fuel of p''B.

Q, denotes o -particles energy, where O, (p”B) =2.9MeV for p''B fusion reaction [17]. P, . (Ohmic
power) is given by:
Pyic =N’ 8)
Here:
r"” o
(\/_ Ze \/_Jxl.03><10 xT"°Z,, )
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n is referred to as Spitzer resistivity while j denotes the current density of plasma. In the equation (9), T is

measured in Kelvin [18]. The temperature, the total power of plasma heating P, and the density plasma are
expressed as follows:

r-2£ (10)

3n
P= [}itxion - Prad + Paux + R)hmic (1 1)
n=2np +2n.,B +3n, (12)

Where fusion power for p!''B fuel is given by:
Prion = Qo1 (0v) = Q¥ (1=7) 10, (ov) (13)

Such that: g =1, My is the summation of first and second fuel densities.

Table 1
Parameters of reactor
1) |Plasma volume (m®) V= 1500
2) |Plasma current (MA) 1=24
3) [Minor radius (m) a=3.8
4) |Major radius (m) R=14
5) |Boron 11 (Helium 3) particle confinement constant kn, =2.6
6) |Hydrogen particle confinement k,=3.6
7) |Alpha particle confinement constant k,=1
8) |Magnetic field (T) B=35
9) |Elongation at y, (x,) K, =22

The equilibrium numerical values for various densities, 7., n,, n,, energy, E , along with the source

[V

of fueling terms S g S , and the auxiliary (supplementary) heating P, , are established by solving a set of

ux 2

nonlinear equations obtained by setting the left side of equations 1—4 to zero. It is important to mention that

in these equations, the variables B = 82167—5 ,7,and T are selected randomly [19].
Ho
n, __ |—
O:—?—+npnllB<c5v> (14)
noo_ = =
Oz—f—p—npn“B<(5v>+Sp (15)
P
ﬁll —_ I =
Oz—T—B—npn“B <(5v>+SllB (16)
llB
E =y = =
O = _?_ + ronpn“B <GV> _})rad + })aux + R)hmic (17)
E

P calculated from equations

s 4 aux

For arbitrarily values of B, ¥, T , equilibrium values Ry, My T E, §p, S
14-17 are shown in Table 2 [20]. Defining the difference from the average values as: n, -7, , i, =n, —n,,

n,=n,—n, E =E — E , therefore, the equations describing the changes can be formulated as:

98 BecTHuk KaparaHguHckoro yHnsepcuteTa



Control Method of Plasma Burning ...

By _ Fa Ta g (18)
dt T, T,
dn n, n
L=—L_L2_§ +5, (19)
dt T, T,
dﬁl] ﬁll ﬁ]l
oo M M gy, (20)
dt Tug  Tig
d_E:_£_£+QaSa_P)’ad+Blur+P<)hmic‘ (21)
dt T, T '
To simplify S, is written as follows:
S, (E,na,np,n],B)=npn],BGv=y(1—y)n;HBGv (22)

Notice that, <cv> is a function of Mgy M,y My E . The starting fluctuations ﬁ”B, n,, n,, E are compelled to
become zero, and this research is accomplished through the adjustment of the fuel sources (S, and §,) and

the supplemental energy (P, ).

Table 2
Equilibrium point
T |Temperature 250 keV
B |Plasma Beta 93 %
1, |Density of Hydrogen Density 1.2x10"° m™
n  |Total Density 9.44%10"° m™
n, |Density of Alpha particle Density 1.53x10”m™
S, |Hydrogen Fueling Rate 1.30x10"7 m~s™
§I.B Boron 11 Fueling Rate 1.60x10"7 m~s™
P, |Supplementary Power 1.80x10° W /m’
P |Net plasma power 1.59x10°W / m’
E  |Energy Density 6.7x10°J /m™
Y |Boron 11 Fraction 0.5

Control methods

The controllers operate at sub-ignition and ignition points. Controllers that rely on the modulation of
supplementary power must function at sub-ignition levels, where the supplementary power is not zero. In
contrast, when the controllers adjusted by the fueling rate are utilized, they can operate at ignition points
where the supplementary power is zero. In the following both cases can be considered. First, to stabilize the
energy the following conditions put in equation (21):

Q(XSO( - Prad + Paux + Pohmic = E (23)
Tg
The equation (21) is satisfied and written as follows:
aE __E (24)
dt T,

E demonstrates exponential stability as 1, is greater than zero. Condition (23) is satisfied by adjusting
the o -heating component O, S, and the supplementary heating. We can manipulate the o -heating term by
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n
g

n,+n,

changing the ratio y= in the plasma. Stabilization control is performed in according to the follow-
B
ing steps:

1) Beginning in equation (23), we set P,

aux

=0, y=y and to solve this equation for y":

* * E
Qay (l_y )_Prad +Pohmic i (25)

T

£+ R’ad _Pohmic
* * T
Y (1-y")=—£ =C
o, (ov) 26)
. 1F1-4C

y :% (27)

If C<0.25, the two resulting solutions for y* are real and less than 0.5 and would be acceptable. If
C > 0.25, there is no real answer and we are moving on to the second step.

2)If y" =0.5, simply adjusting the y ratio will not satisfy condition (23), thus requiring changes
through heating. To achieve this, the supplementary power is determined as follows:

E 2 * *
Pawr :T__np”BGany (l_y )_Pohmic +Prud (28)

E

In accordance with the control aims and prior stages, ideal benchmark values for the energy £ and the
fraction of fuel particles y~ are established.
According to obtained dynamical equations in above, we choose Lyapunov function as follows:

RE? + I3 + i,
— p
2

Where k, =10, k, =10 and the derivative of Lyapunov function V' with simplification is as follows:

(29)

. 2f2 25| kin g Ed n, . Ny, 0
V:_k1 +k2y : pZB ——B—SQ+S“B—n“B§( -y ——B——F—ZSQ+SD+S”B +
T, nog k; Tig 4 Tug T,
(30)
| ——E——L =28, +S, +8S,
Ty T,
By stabilizing of equation (30):
My, .
Sp—T—+T—+2Sa—SHB—Kpnp”B (€28
B P
Where K, > 0. This selection reduces equation (30) to:
2 I ~
. Ky | K Ed n, . KB
V"o —2— B S +8, —n, 7 +K i,y |-——-K,i, 32
I’lpnB[ k22 T”B * B 4 By i By TE re ( )
Finally, we take:
klzn 11 E(I) n, .
SHB - I;(ZB +‘C_B+S0‘ -{_np“By _KPnp”By_K“BY (33)
2 g
klzl’l m E(I) n
_ P B P .k ~ A
Sp_k—22+T_+Sa_npllBy —Kpl’lp”B(l—"{)-f-K”B’Y (34)
P
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The results of the calculations are shown in the next section.
Results and Discussion

In the study of nuclear fusion, the Lawson criterion, initially formulated for fusion reactors, serves as a
crucial standard for assessing the circumstances required for a fusion reactor to ignite. Achieving this condi-
tion means that the energy produced from the fusion reactions can effectively heat the plasma enough to keep
its temperature stable despite any losses, all without the need for external energy sources. This criterion can
be expressed as follows:

12T (keV)
o, <GV>

The results of Lawson criterion calculation for p''B fuel are shown in Figure 2. As seen in Figure 2,
Lawson criterion is true for p!'B fuel.

(35)

ntg 2

x 10
4.2¢ : - :
.k ,
\\
381 e 1
. 12T/(Q <ov>)
6 l
3.4F ; ; ; ;
0 100 200 300 400
Time(s)

Figure 2. Lawson criterion for p!'B fuel

The simulation in this work is performed for the initial values £(0) =12E, n, (0)=1.2m,,
y(O) =.88Y, L (0) =.87zp,13. It has been observed that a controller is capable of adjusting its inputs to

achieve the intended result on the system’s output. A specific kind of control system, where the output does
not affect the input signal’s control actions, is known as an open loop system (Fig. 3). This type of system is
characterized by the absence of measurement or feedback of the output signal or condition for evaluating
against the input signal. Thus, these systems are often labeled as non-feedback systems. Moreover, since an
open loop system lacks feedback to verify if the intended output was reached, it operates on the assumption
that the input’s target was met, as it is unable to rectify any potential errors and cannot adjust for any external
influences on the system.

Figure 3. Open loop state

In the simulation of open loop, the system is first fluctuated, while the actuators (S, £, , S,) main-

IB bl
tain their steady-state values (Table 2) as equations (1—4) are resolved. The results of the simulation indicate
that in the absence of active control, a thermal deviation arises, causing the system to stray from the intended
equilibrium point. Figure 5 (dotted-black) illustrates the changes in the states over time.

In the open-loop state (Fig. 4), the densities of alpha particles, energy, hydrogen, and boron-11 particles
decrease. The behaviors of total particles density, temperature and B for these states (open loop) are shown

in Figures 6(d, e, f). A control system that incorporates one or more feedback paths is known as a Closed
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Loop System. Closed Loop Control Systems are commonly used in managing processes as well as in elec-
tronic control applications. Feedback systems have part of their output signal fed back to the input for com-
parison with the desired set point condition. The kind of feedback signal may lead to either constructive
feedback or detrimental feedback. Within a closed-loop system, a controller is employed to assess the sys-
tem’s output against the target condition and transform any discrepancies into control actions aimed at mini-
mizing the error and restoring the system’s output to the intended response. Subsequently, closed-loop con-
trol systems utilize feedback to assess the real input to the system and may incorporate multiple feedback
loops.

Input Process Output

Feedback

Figure 4. Close loop state

In a simulation of closed loop, the regulator must adjust fuel and thermal levels to achieve the ideal
equilibrium of the system. Figure 5 (solid-blue) illustrates the progression of the states regarding densities
and energy throughout the simulation, while Figures 6(a, b, ¢) depict the temporal changes in overall particle
density, temperature, and 3 for the closed loop condition. Following a thermal fluctuation, the progression of
densities and energy successfully converges to their target equilibrium levels.

Figure 7 illustrates how the actuator and fuel ratios change over time in a closed-loop state. These Fig-
ures demonstrate the variations in supplementary power, fuel injection rates, and fuel fractions over time to
manage the system’s energy. As shown in Figure 7, in this system supplementary power is nonzero at first
and so system is controlled based on modulation of fueling rate and change of supplementary power (sub-
ignition point).

19 18
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o 1
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3 e X ol o -
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Figure 5. Time evolution of p!''B fuel in open loop states (black-doted),
close loop states (blue-solid) and equilibrium value (red-dashed)
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Figure 6. Time Evolution of T, n, B for p''B fuel, open loop (black-doted — d, e, f),
close loop (blue-solid — a, b, ¢) and equilibrium values (red-dashed)
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Figure 8 shows the time evolutions of the fusion, radiation, ohmic and net plasma heating power which
compared with equilibrium values. Fusion and ohmic heating power increases and radiation heating power
decreases over time that as a result the net plasma heating power is close to the equilibrium value after time
.04 s. The quality factor in fusion reactors is defined as:

Pﬁm‘on
O=—— (36)

auxiliary

This factor is shown in Figure 9 and as be seen after time 300 s is close to .13.

4 4
o X 10 in X 10
ol Pl wn
LT ‘”"f._—\
= o z
g o E
E w ;
o E
© . . . T e .
H =t
~ o0 200.0 400.0 0.0 200.0 400.0
t(s) t(s)
3 5
E X 10 o X 10
~ 7 o
™ [=] - - ]
= . L - -
-g. i r\-ﬁE o 2:110'
-l —— i — 4
2 = 1|/ -
= A/ on
= ¥ B - 0 1
oy 0.03 0.1
o (=]
< o
0.0 200.0 400.0 0.0 200.0 400.0
t(s) t(s)

Figure 8. Fusion, radiation, ohmic, and overall Plasma heating power (shown in blue and solid)
as opposed to their steady-state values (represented in red and dashed).

> 0.0 50.0 100.0 150.0 200.0 250.0 300.0 350.0 400.0
tis)

Dhuality factor
0.080 0100 0420 0.140 0160

Figure 9. Time evolution of quality factor

Conclusions

In order to burning control, the supplementary power is put to zero initially and by changing the fueling
rate and boron 11 fraction, system approaches to control values. Since the supplementary power is zero, sys-
tem operates in ignition point and when the fueling rate approaches to its equilibrium value and the bo-
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ron 11 — hydrogen ratio 50:50 the supplementary power should be added to control the system so this system
operates in sub-ignition point and the system (energy and particles density) is controlled. In the case of p''B
fuel the system is controlled by adding the supplementary power and since the supplementary power is non-
zero the system operates in sub-ignition point and hydrogen — boron 11 ratio in primary times is equal to
50:50 (Fig. 6) and as a result system (energy and particles density) approaches to its equilibrium values.

Compared to a deuterium-tritium (DT) reactor, the lower neutron flux in a p''B reactor provides signifi-
cant advantages in engineering, safety, and environmental impact, including:

1. There is no risk of structural melting during a loss-of-coolant incident.

2. The first wall does not need to be replaced frequently, which results in increased reactor uptime and
greatly diminished radiation exposure for workers.

3. There is a significant decrease in tritium emissions and concerns regarding radioactive waste.

4. Tritium breeding is unnecessary, eliminating the need for a large lithium blanket and avoiding issues
related to liquid metals.
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C.H. Xocceitnumornar, M.A. 3apeii, A. [llakepu

Aabda-npoToH-aibda KONKiHi peakuusicbl MEXaHU3MI APKbLIbI
HeHTpoHChI3 p'!'B 0ThIHLI §ap TOKAMAK TEPMOSIIPOJILIK PeAKTOPLIHIA
TUIA3MAaHbI KAFYAbl 0aKbLIAY JicCi

Makana HeHTPOH/IBIK OTHIH MpobiieManapbiHa apHanFad. Anbda-mpoToH-anbga KeIKiHi peaKIHsIChl apKbLUTBI
HeHTpoHCHI3 p!'B OTBIHBI 6ap TOKaMak TEPMOSIPOIBIK PEAKTOPBIHIA TUIA3MAHBIH JKAHYBIH OAKbUIAYIBIH
CHUMATTaMAJIBIK €pEKILIETIKTepl TalngaHfaH. 3epTTey Heri3iHae aBTopiap OeJIeKTep MEH >Heprus Tere-
TEHJITIHIH TeHeyIepl KOJIIaHbUIaTHIH [UIa3MabIK TYTaHy eJIIeM/epi *KOK Moeb Il yebiHa sl Ockl Moaemb
wenbepiage p''B oreiHel Kapacteiphurad. [biH MoHIHZE, OV SKYMBIC SKAHBIN JKATKAH ILIA3MAHbI
GacKapyaAbIH >KaHa SMICIH YCBHIHAIBI, OCBUIAWINA JXYHEHIH e3repyiH, jkaHapMal KYIO XbUIIaMIBIFBIH JKoHE
KOCBIMIIIA KyaTThl Gackapyra Gonanbl. Mozenbaey TeHAeyIepiH KoJaaHa OThIphn, p''B OTHIHBIHBIH camna
koo durmenTi ecentenai. HeHTpoHABIK OTHIHHBIH €Ki HeEri3ri kemmrimiri 6ap: (i) omap Koprayabl KaskeT
€TETiH JKOHE PEaKTOPbIH KYPhUIBIMBIHA 3USH KENTIPETiH JKoHE OeICeHIipeTiH HeUTpOoHAap bl LIbIFapabl, (ii)
TPUTHH 6HIIpici KOCHIMIIA KYPAETUTIKT], IIBIFRIHAAPABI XKOHE JIMTHH KaOBIHBI YLIIH paguaiibl KeHICTIKTIH
KaKETTUIiriH kamTuael. Helitporceis p''B peakuuscel keGiHece 0Chbl MaceNenepi MEIY IiH JIeyeTTi Kypalbl
peTiH/e KapacThIPBUIATBIHBI KOPCETIIIeH.

Kinm ce3dep: mna3ma, TEpPMOSIIPOJIBIK CUHTE3, THHAMHUKA, HEUTPOHCHI3, SHEPTHs, OaKbUiay, KOIIKIiH, albda,
MPOTOH, OTBHIH

C.H. Xocceitnumotnar, M.A. 3apeii, A. lllakepu

Cnoco0 ynpasJieHusi TOpeHHeM ILIa3Mbl B TEPMOSIIEPHOM peaKkTope
TOKAMaK Ha Oe3HeHTpoHHOM Tomause p''B mo mexanusmy
anb(a-npoToH-aiabda JABUHHON peakuu

Crathsl moCBsiIieHa HpoOieMaM HEHTpoHHOTro ToIumMBa. [IpoaHanu3MpoBaHBl XapaKTEpHBIE OCOOEHHOCTH
YIpaBJIEHHs] TOPEHHEM IUIa3Mbl B TEPMOSICPHOM peakTope TOKaMaK C HCIIOJIb30BaHHEM Oe3HEHTPOHHOTO
ToruMBa p''B moCpeACTBOM NABHHHOM peakiuu anbda-npoToH-anbda. Ha ocHOBE NpOBENEHHOTO HCCIEno-
BaHUS aBTOPHI IpeiaraloT Oe3pasMepHyI0 MOJIeNb 3a)KUTaHus IUIa3Mbl, B KOTOPOH HCIIONB3YIOTCS YpaBHe-
HUs PAaBHOBECMS YACTMII M SHEPTMU. B pamkax 3TOH Mojenu paccMaTpupaercs Tomnmso p''B. B pabote
MPEJICTaBJIEH HOBBIM METOJl YIPABICHUS TOPALIEH MiIa3MO, MO3BOJIAIONUN KOHTPOJIUPOBATh U3MEHEHUS B
CHCTEME, CKOPOCTh 3aMpPaBKH TOIUIMBOM H JOTOJIHHUTEIBHYIO MOITHOCTE. [IpHMeHss ypaBHEHNS MOJCIHPO-
BaHWs, OBULT paccuuTaH Kod(pQUIMERT KadecTBa TOIUHMBA p''B. Y HEWTPOHHOTO TOMIMBA €CTH JIBA OCHOBHBIX
HenocTaTka: (i) OHO reHepupyeT HEHTPOHBI, KOTOPhIe TPEOYIOT 3alIUTHl H MOTYT IHOBPEIUTh KOHCTPYKIHIO
peakTopa U akTHBHUPOBAaTh ee, (ii) MPONU3BOJCTBO TPUTHS COIPSDKEHO C JIOMONHHUTEIBHON CI0KHOCTBIO, pac-
XOJaMH U HEOOXOJMMOCTBIO B PaAHaIbHOM IIPOCTPAHCTBE I JIMTHEBOrO MOKpHITHA. [lokazano, 4to Ges-
HeWTpoHHas peakuus p''B uacto paccMaTpuBaeTCs Kak MOTEHIMAILHOE PEIIEHUE ITHX POBIIEM.

Knioueswie cnosa: mna3ma, TEpMOSIAEPHBIA CHHTE3, TMHAMHUKA, 0e3 HEUTPOHOB, DHEPTHsl, YIPABICHHE, JTaBH-
Ha, alb(a, IPOTOH, TOTUTHBO

Information about the authors

Seyede Nasrin Hosseinimotlagh — Doctor of Physics, Leading Researcher, Department of Physics,
Shi.C., Islamic Azad University, Shiraz, Iran; e-mail: nasrinhosseini_motlagh@jiau.ir; https://orcid.org/0000-
0001-5381-2449;

Mohammad Ali Zarei — Doctor of Physics, Senior Researcher, Department of Physics, Payame Noor
University, Tehran, Iran; e-mail: M.Zarei2345@gmail.com;

Abuzar Shakeri (contact person) — Doctor of Technical Sciences, Senior Researcher, Department of
Physics, Shi. C., Islamic Azad University, Shiraz, Iran e-mail: Abuzar.Shakeri6845@gmail.com;
https://orcid.org/0009-0007-8075-6711

106 BecTHuk KaparaHguHckoro yHnsepcuteTa


https://orcid.org/0000-0001-5381-2449
https://orcid.org/0000-0001-5381-2449
mailto:M.Zarei2345@gmail.com
mailto:Abuzar.Shakeri6845@gmail.com
https://orcid.org/0009-0007-8075-6711

	Обложка
	Обложка_Page_1
	Обложка_Page_2
	Обложка_Page_3
	Обложка_Page_4
	Обложка_Page_5
	Обложка_Page_6
	Обложка_Page_7
	Обложка_Page_8
	Обложка_Page_9




