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IIposedenvt usmepenus napamacnumnoi gocnpuumyueocmu Gd 6 unmepsanre memnepa-
myp 295—365 K 6 ycrosusax suopocmamuuecxkoeo cocamus 0o 0.16 GPa, umo no3zeonuno
NOAYYUMb 3HAYEHUs napamacHumuou memnepamypul Kiopu O u ee npouzeoonou no das-
senuro. OCHOBLIBASICL HA PE3VIbMAMAX PACYemo8 1eKMPOHHOL CIPYKIYPbL C UCTONb30-
sanuem meopuu PYHKYUOHANLA NIOMHOCMU, ObLIO UCCIed08aH0 nogedeHue O nood oasie-
Huem 6 pamkax meopuu cpeonezo noaa. C amou yeavio Obliu GbIUUCIEHbl P hexmusnas
BOCHPUUMHUBOCTb 30HHBIX d-2NEKMPOHO8 U COOMBEMCMEYIOuUE 0OMEHHbIe UHMeSPAalbl
KaK QyyHKYuu napamempos peulemki.

KJiroueBble cJj10Ba: raJofHHNHN, SJIEKTPOHHAS CTPYKTYpa, MATHUTHAS. BOCTPUHUMYHBOCTD,
Temreparypa Kropu, BEICOKOE TaBieHHe

byno eumipsano napamaenimuy cnputinamaugicmo Gd 6 inmepeani memnepamyp 295-365 K 6
ymogax 2iopocmamuuno2o mucky 0o 0.16 GPa, wo 003601u10 ompumamu 3HAYeHHs Na-
pamaenimnoi memnepamypu Kiopi © ma ii noxionoi 3a muckom. Ha ocnogi pezynomamie
PO3DAXYHKIG eIeKMPOHHOI CINPYKIMYPU 3 UKOPUCIAHHAM Meopii QyHKyionana 2ycmuHu
0y10 00cniodNceno nosedinky € nid muckom y pamkax meopii cepedHb020 nojs. 3 yierw
Mmemoro Oyau oOuuUCieHi ehexmusrHa CNPUUHAMAUGICMb 30HHUX d-CMAHIE | 8IONOBIOHI
0OMIHHI IHMe2panu sik QyuKyii napamempis i(pamxu.

KarouoBi cioBa: ragoiiHiii, €lIeKTpOHHA CTPYKTYpa, MarHiTHa CIPUNHHSTIMBICTD, TEM-
neparypa Kiopi, BUCOKHI THCK

1. Introduction

Among the heavy rare earth metals, Gd is the only metal which undergoes a para-
magnetic—ferromagnetic transition at the highest magnetic ordering temperature 7¢ =
~ 293 K and remains ferromagnetic (FM) down to liquid helium temperature [1,2].
The half-filled 4f shell of Gd (S = 7/2, L = 0) provides a localized spin-only mag-
netic moment. Therefore gadolinium is often considered as a model system, where
the localized 4f spin moments are inserted in a sea of the itinerant electrons. It is
believed that 4/ moments of Gd are ordered in a FM ground state by means of
Ruderman-Kittel-Kasuya—Yosida (RKKY)-type exchange interaction [1].

© A.S. Panfilov, G.E. Grechnev, A.V. Logosha, |.P. Zhuravleva, 2013
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A number of experiments have been performed to study the pressure effect on the
Curie temperature of Gd (see, for example, [4] and references therein). With increas-
ing pressure, the crystal structure of Gd changes in the order HCP — Sm-type —
— DHCP — FCC and the first HCP — Sm-type transition occurs at about 2.5 GPa [5].
For pressures below the structural transitions, the Curie temperature of Gd was
found to decrease monotonically with increasing pressure at the rate within the
range of d7¢/dP = —(10.6—17.2) K/GPa [4]. In all cases the value of d7-/dP was
estimated from the pressure-induced shift of peculiarities in the temperature depen-
dences of various properties at the transition point (resistivity, magnetization, ac
susceptibility, etc.). The methods were of different accuracy, which caused the con-
siderable scatter of the experimental data. Another possible source of errors is a de-
viation from the hydrostatic conditions. The crucial role of stress homogeneity has
been revealed in studies of the uniaxial pressure effects on 7¢. These effects ap-
peared to be strongly anisotropic and more pronounced with the stress applied along
the c-axis [6,7]. This correlates with the anisotropic nature of the spontaneous mag-
netostriction resulted from the thermal expansion data for Gd in FM state [2].

In this report we are focused on refinement of the experimental dependence of
Tc on pressure using pure hydrostatic (gaseous) conditions. Unlike previously
used methods, we employed a new procedure, based on the measurement of pres-
sure effect on the dc magnetic susceptibility of Gd in the paramagnetic (PM) state
at the temperatures above 7¢. Also we attempted to describe the pressure effects
on magnetism of Gd within a simple mean-field approach, which is based on ab
initio electronic structure calculations.

2. Experimental

In this study we used the polycrystalline Gd sample of 99.9% purity. The tem-
perature dependence of its magnetic susceptibility y was measured by a Faraday
method between 295 and 365 K in magnetic field # = 0.1 T, and a Curie—Weiss
behavior

W) == 1)

T-0
has been revealed at 7> 320 K (solid line in Fig. 1). The corresponding values of
the paramagnetic Curie temperature and effective magnetic moment were evalu-

ated to be ® =~ 295 K and perr = 8.18 + 0.1pp in agreement with literature data.

The y(P) measurements were performed under helium gas pressure P up to
0.16 GPa at fixed temperatures, 7= 325.5, 333.5 and 352.1 K, by a levitation-type
magnetometer [8,9], using the spherical sample of about 1 mm in diameter. The
relative errors of magnetic measurements under pressure did not exceed 0.1% for
the employed magnetic fields close to H ~ 0.1 T. The field was produced by a
non-superconducting solenoid with geometrical parameters similar to those of the
superconducting coil used originally in Refs. [8,9]. The experimental y(P) de-
pendencies are presented in Fig. 2 and found to be linear, yielding the pressure
derivatives dIny/dP, which are listed in Table 1.
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Fig. 1. Temperature dependence of the reciprocal magnetic susceptibility for Gd, meas-
ured by the Faraday method (0). The data obtained with the levitation method at ambient
pressure are represented by black squares. The Curie—Weiss fit is indicated by the solid
line

Fig. 2. Pressure dependencies of the magnetic susceptibility of Gd normalized to its value
at P = 0 at different temperatures, K: o —325.5, o — 333.5, @ — 352.1

Table 1
Magnetic susceptibility y and its pressure derivative dlny/dP for Gd at different
temperatures
I, K ¥, 10~ emu/mole dlny/dP, 10~ GPa™'
325.5 269.1 —475+1.5
333.5 215.7 -38.5+1.5
352.1 145.5 -28.0+1.5

Based on the Curie—Weiss behavior of y(7), the dlny/dP is assumed to be pre-
dominantly governed by the pressure dependence of the paramagnetic Curie tem-
perature ®:

dlnx_dlnC+ 1 d® xdo
dpP dP  (T-©)dP CdP

2)

where the Curie constant C is close to that of free Gd>" ion value and expected to
be pressure independent. According to Eq. (2), the value of pressure derivative of
® was evaluated from a slope of the linear approximation of the dlny/dP vs y de-
pendence in Fig. 3. The derivative was found to be d®/dP = —14.9 + 0.3 K/GPa,
which is in excellent agreement with the most reliable data for polycrystalline
sample of Gd from Ref. [10], d7¢/dP = —14.8 + 0.2 K/GPa. Using the experi-
mental bulk modulus value B = 39 =+ 1 GPa for Gd [11], one obtains the corre-
sponding volume derivative, din®/dInV = 1.97 + 0.08.
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3. Computational details and results

In order to analyze the experimental data on the pressure effects, the volume-
dependent electronic structures and magnetic properties of Gd were calculated ab
initio. For these calculations we employed a full-potential relativistic linear muf-
fin-tin orbital method (FP-LMTO, code RSPt [12—-14]), and also the LMTO
method in atomic sphere approximation (LMTO-ASA code, see Refs. [15,16].
The local spin density approximation (LSDA) of Ref. [17] was employed. In the
FP-LMTO calculations the basis set for Gd included 6s, 6p, 5d, and 5p orbitals,
with the 5p orbitals treated as pseudo-valence states. In both FP-LMTO and
LMTO-ASA approaches, the 4f states were treated fully relativistically as spin
polarized open core states, which contribute to the total spin density, but do not
hybridize with conduction electrons. The use of this approach was justified by
successful description of the FM ground state and the Fermi surface of HCP Gd
[18,19].

In the framework of a simple mean-field theory (see Refs. [15,16,20] and ref-
erences therein), the Curie temperature of the rare-earth metal can be described by
a functional relation of the form:

kT oy I3 sq (g5 —1)° I (T +1). 3)

Here xedff is the effective d-band spin susceptibility, g; is the Lande factor, Jys. is
the local 4f-5d exchange integral:

Jaysa :_[g(P(F))(Pz;f(V)Z(PSd(F)zd”a 4

where @4/(7) and @s4(r) are the partial wave functions, and g(p(r)) 1s a functional
of the electronic density [17]. In this work we used Eq. (3) in order to determine
whether the simple mean-field theory is relevant to describe experimental data on
the pressure effects on 7¢ in Gd. In order to evaluate the effective d-band suscep-
tibility entering Eq. (3), we carried on ab initio calculations of the exchange en-
hanced spin susceptibility for Gd in the PM state. Within a modified FP-LMTO

8
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120+ method [13], the effect of external

1151 Kopin magnetic field /7 was taken into ac-

_ A count by means of the Zeeman opera-

é 110 i tor H (2§ +i) included in the FP-
% 105¢ LMTO Hamiltonian.

\?o 100+ The self-consistent calculations of the

:2 245F% Yort field-induced spin and orbital magnetic

240 | moments were carried out in an external

20l l magnetic field of 10 T. That allowed

3 ll 5 3 2' 0 3 2' 1 3 2I.8 determining of the corresponding contri-

V. A3 butions ¥spin and yen to the paramagnetic

Fig. 4. Calculated dependencies of the
main contributions to the magnetic suscep-
tibility of Gd on the atomic volume. Arrow

susceptibility. These calculations were
performed for a number of lattice pa-
rameters a close to the experimental one.
This provided the behavior of s, and

marks the experimental value of volume at

. Yorb 1IN Gd for varying atomic volumes at
ambient pressure

the fixed experimental HCP lattice pa-
rameters ratio, ¢/a = 1.59.

The results of calculations are shown in Fig. 4. It should be noted that the calcu-
lated total paramagnetic susceptibility of Gd, x = Yspin + Yorb = 142 10°° emu/mole, cor-
responding to the experimental lattice parameters at ambient pressure, is consistent
with the experimental room temperature values of y for related series of metallic Y,
La and Lu which amount (in the same units) to 190, 100 and 180, respectively [21].

Based on the calculated dependence ypin(¥) for PM Gd, the pressure derivative
of %spin Was evaluated and compiled in Table 2. In order to convert the calculated
volume derivative into the pressure one, we used the experimental bulk modulus
value for Gd (B =39 GPa[l1]).

For calculation of the pressure dependence of the local Jys, exchange integral
(4) of Gd, we employed the atomic sphere approximation (LMTO-ASA) within
the open core approach for 4f states of Gd, in line with Refs. [15,16]. The calcu-
lated Jys. 1s about 7-107° Ry, and its pressure derivative is also listed in Table 2.

Table 2

Pressure derivatives of magnetic parameters for Gd

Derivative, 10~ GPa™
Calculated
dInygpin/dP =—7.3
dll’].]4/5d/dP =1.3
din7¢/dP =—-4.7
Experimental
dIn®/dP = —-5.05 + 0.10 (present work)
din7c/dP =—4.78 = 0.07 (single crystal) [10]
din7¢/dP =—5.05 £+ 0.07 (polycrystal) [10]

Note. Calculations are done for the PM state.
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4. Discussion

According to Eq. (3), the pressure dependence of the Curie temperature of Gd
can be represented as:

dlnTC ) dan4f5d n dlnXspin

dp dp dp ©)

By substituting in Eq. (3) the calculated pressure derivatives of Jisq and yspin
from Table 2, we obtained theoretical estimations of dIln7c/dP, which are also
given in Table 2. The estimated value dInTc/dP = —4.7-10> GPa™' is in agreement
with the present experimental value dln®/dP = —(5.05 £ 0.10)-10> GPa", as well
as with the literature data (see Table 2). This supports the validity of the func-
tional relation (3). The agreement also points to a predominant participation of the
itinerant 5d-electrons in the indirect exchange interaction for Gd. Therefore, the
magnetic ordering and peculiar magnetic properties of Gd can be hardly explained
within the simple RKKY coupling scheme.

The obtained pressure derivative for the paramagnetic Curie temperature of Gd
can be used for evaluation of a spontaneous volume change due to magnetic or-
dering, AV /V =w,,(T), which is related to the squared molar magnetic moment

M’(T) (see Ref. [22] and references therein):
C
©n(T)=—M*(T). (6)

Here B is the bulk modulus, and ¢ is the magnetoelastic coupling constant. The
latter can be determined for PM Gd within the phenomenological relation [22]:

c 1 dhn
— =k (7
B 2Vy dP
where  and V are the molar susceptibility and volume, respectively. From Eq. (2)
it follows:
Ldiny 140

y 4P CdP’ ®

By using the experimental values of d®/dP = —14.9 K/GPa, the Curie constant

C =8.36 K-emu/mole and = 19.9 cm’, one estimates ¢/B value to be equal

e 1 99 (44403)10"2 (emu/mole) . )

B 2rC dpP
The substitution of the evaluated ¢/B value and the experimental molar magnetic
moment of Gd at 7 — 0, M(0) ~ 4.2:10* emu/mole (7.63up per Gd atom [3]), in
Eq. (6) yields the volume change under magnetic transition to be ®,,(0) ~ 0.8%.
This estimate reasonably agrees with the experimental value ®,,(0) ~ 0.5%, which
resulted from the thermal expansion measurements for Gd [2]. It can be noted,
that our ab initio calculations of the difference between equilibrium atomic volu-

10
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mes for FM and PM states of Gd ((Vem — Vem)/ Vem = 0.7%) also provided a
qualitative agreement with the experimental value of magnetovolume effect.

5. Summary

Measurements of the pressure effect on magnetic susceptibility of Gd in its PM
state provided a new experimental method to study the pressure dependence of the
Curie temperature. The ab initio calculated spin susceptibility and exchange inte-
gral were employed to analyze pressure dependence of magnetic properties of Gd
within the mean-field approach (3). By this way the reasonable description of the
observed uniform pressure effect on 7¢ was obtained, indicating the decisive role
of Sd-electrons in the indirect exchange interaction.

However, the mean-field approach (3) leads to overestimated values of 7¢.
This disagreement is probably related to the assumption that only non-magnetic
spin-degenerate states are present above 7¢. Also spin fluctuations are obviously
of a substantial significance in determining the magnetic properties of heavy rare-
earth systems with ferromagnetic ordering.

The magnetovolume effect studies can be applied in future investigations as a
useful tool for identification in magnetic systems of the hierarchies of exchange
interactions and effects of the magnetic moments disorder. The recent theoretical
approaches, using a Monte Carlo simulation [19], seem promising, but require
further exploration to shed light on the nature of magnetism and its pressure de-
pendence in the rare-earth systems.
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A.S. Panfilov, G.E. Grechnev, A.V. Logosha, 1.P. Zhuravleva

PRESSURE EFFECT ON MAGNETIC PROPERTIES OF GADOLINIUM
IN PARAMAGNETIC STATE

Gadolinium is usually considered as a model system, where the half-filled 4f shell
provides localized spin-only magnetic moments, which are widely believed to be ordered
by means of RKKY type exchange interaction. However, among the heavy rare earth
metals, Gd is the only metal which is ferromagnetic down to the liquid helium tempera-
ture, and this is not described by the RKKY theory. It is also surprising, that in HCP Gd
the easy axis of low temperature magnetization is directed at an angle about 20° from the
c-axis, exhibiting the preferred orientation of the magnetization. With increasing pressure,
the crystal structure of Gd changes in the order HCP-(Sm-type)-DHCP-FCC. Therefore,
further detailed experimental and theoretical studies of high pressure effects on magnetic
properties and phase transitions in gadolinium (and other rare earths) are required to shed
more light on mechanisms of magnetic ordering and electronic structure transformations,
the nature and extent of which are not clear.

In this report we are mostly focused on refinement of the experimental dependence of
the magnetic transition temperature 7¢ on pressure under pure hydrostatic (gaseous) con-
ditions. Unlike previously used methods, we employed a new procedure, based on the
measurement of pressure effect on the dc magnetic susceptibility of Gd in the paramag-
netic state at temperatures above Tc. The dc paramagnetic susceptibility of Gd was meas-
ured in the temperature range of 295—365 K and under hydrostatic pressure up to 0.16
GPa, yielding values of the paramagnetic Curie temperature ® and its pressure derivative.
Also we explored a possibility to describe pressure effects on magnetism of Gd within
simple mean-field approaches, which are based on ab initio electronic structure calcula-
tions. Based on the results of electronic structure calculations within the density func-
tional theory, the experimental behavior of ® under pressure was described in the frame-
work of mean-field like approach.

Keywords: gadolinium, electronic structure, magnetic susceptibility, Curie temperature,
high pressure
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PACS: 62.50.+p, 72.20.—1

O.J1. Xendpeu, K.C. NMunuurnna, A.B. TebeHbkos, A.J1. dunmnnnos,
3.0. Wakmpos, H.B. MenbHukoBa, A.H. babywknH

BINNAHWE BbICOKWX OABNEHUN N MATHUTHbIX MONEN
HA SNMEKTPUYECKWVE CBOVCTBA XAITbKOrEHMAOB

(PbSe)y(AgAsSer)1_x (x = 0.5, 0.9)

Ypanbckun begepanbHbli yHuBepcuteT uM. MNepsoro lMpeangeHta Poccun B.H. EnbuuHa
yn. Mupa, 19, r. Ekatepunbypr, 620000, Poccus

CTtaTtbsa noctynuna B pegakumio 3 oktsopsa 2012 roga

B pamKax noucka mamepuanos, covemarnwux UOHHYIO npogoéwwocmb C Ce2HemMOIJ1eK-

mpudeckumMu ceotcmeamu, OblLiU CUHME3UPOBaHbl XanbkoceHuovl (PbSe)(AgAsSes) |
(x = 0.5, 0.9). IIposedenvl uccied08anus ux INEKMPULECKUX C8OUCME 8 0ONACMU YACMOM
00 200 kHz npu oasnenusix 0o 48 GPa u maenumnuvix nonsx oo 1 T ¢ npumenenuem me-
mooa umnedanchol cnekmpockonuu. Onpedenenvl 061aCcmMuU CYUWeCmMBEHHbIX UMEHEeHU
INEKMPUUECKUX CEOUCME.

KnaroueBble cjioBa: BBICOKHE OaBJICHHSA, CCTHETODJICKTPUKHU, MArHUTHOEC II0JIC, HMMIIC-
JaHCHasA CIICKTPOCKOIMUA

Y pamkax nowyxy mamepianis, saxi no€OHyIOmMb iOHHY NPOGIOHICMb 3 Ce2HEMOenreKmpuy-
HUMU eracmugocmamu, 6y10 cunmesosano xamvkoeeniou (PbSe).(AgAsSe;);-. (x = 0.5, 0.9).
Tlposedeno docniodcenns ixuix enekmpuynux gracmueocmeil 8 oonacmi wacmom 0o 200 kHz
npu muckax 0o 48 GPa i maenimuux nonax 0o 1 T i3 3acmocysannam memody iMnedaHcHol
cnekmpockonii. Busnaueno obnacmi cymmesux smin eleKmpuyHux e1acmusocmell.

KurouoBi c1oBa: BUCOKI THUCKH, CETHETOCJIEKTPUKU, MarHiTHE MoJje, iMIelaHCHA CIEK-
TPOCKOTIis

OmHuM W3 HanpaBlIeHUH WCCIIeIOBaHUN Ha Kadenpe PU3NKU HU3KUX TeMIIepa-
Typ UEH Yp®V sBisderca nzydeHue CBONCTB MHOTOKOMIIOHEHTHBIX XaJIbKOI'€HU-
JIOB B YCJIOBHUSIX SKCTPEMaJIbHBIX BO3ACHCTBUN Ha BemecTBO. Cpeau O0JbIIOro
YHClia HCCIeA0BaHHBIX MaTepuasioB [1—10] ocoOblii WHTEpEC MPENCTaBIsIOT CO-
enuHeHus B cucteMe Ag—Pb—As—Se, B KOTOPBIX NMPU HOPMATHHOM JaBICHUH ObI-
a1 oOHapy’KeHBl CerHEeTOdJIeKTpuueckue cBoicTaa [5,8—10]. M3yuenue cBoiicTB
CErHETORJIEKTPUYECKUX MATEPHUAJIOB B IIMPOKUX JIHANA30HAX AABICHUHN MO3BOJIS-
€T BBISIBUTh U3MEHEHUS! KPUCTAINIMYECKON PEIIETKU U JIEKTPOHHOU CTPYKTYpHI,
OTKpBbIBAET BO3MOXHOCTH CO3/1aBaTh Ha UX OCHOBE JATYMKU (U3UYECKUX Mapa-
METPOB.

© O.N. Xewdey, K.C. MuHuruHa, A.B. TebeHbkos, AJ1. dununnos, 3.9. Wakunpos, H.B. MenbHukoBa,
A.H. BabywkuH, 2013
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JannHast paboTa moCBsIIEHA HCCIEAOBAHUIO IIEKTPUUECKIX CBOWCTB 00Pa3IoB
(PbSe),(AgAsSes)1—x ¢ x = 0.5, 0.9 npu masnenusix g0 48 GPa B obnactu yacTor
1-200 kHz u ipu marautHbiX nossix ot 0.1 mo 1 T. Micnibrtanust mpoBeeHbI Ipu
temneparype 300 K.

[lo maHHBIM PEHTTEHOCTPYKTYPHOTO aHajIN3a, CUHTE3UPOBAHHBIE MaTEpHUAaJIbI
IpeCTaBIAI0T co00i cMech BYX (a3 — PbSe u AgAsSe,.

Jnst renepanuu nasinenuit 1o 48 GPa ucnonb3oBanu kaMepy BBICOKOTO JIaBJie-
HUSl C HAKOBAIBHSIMH THUMA «3aKPYTJECHHBIA KOHYC—IIJIOCKOCTBY» U3 UCKYCCTBEH-
HBIX MOJUKPUCTATUIMUECKUX aJIMa30B «kapOoHamo» [11]. DnexTpudyeckrue cBOMCT-
Ba 00pa3lOB MCCIEOBAM C TOMOIIBIO H3MEpUTENI-aHAIU3aTopa HMIIEAaHca
RLC-2010. Ilpu n3mepeHusix Ha MOCTOSHHOM TOKE COINPOTUBIIEHUE ONPEACISIH
Mo MAJCHUIO HaMpshKeHUs Ha oOpasne. OOHapyKeHO, YTO IPU HOPMATbHOM JIaB-
JIEHUH 00pa3Libl MPOSIBIISIIOT CETHETOAIEKTPUYECKUE CBOWCTBA.

boun uccnenoBanbl Oapuyeckue 3aBUCHMOCTH OTHOCHUTENBHOTO W3MEHEHUs
CONIPOTHBIICHUS] TIPH HArpy’)KeHUH W CHATUU HArpy>XeHHs i 0O0pasloB
(PbSe),(AgAsSe;r)1—, ¢ x = 0.5 u 0.9. 3ameTHO pe3koe yObIBaHUE COMPOTUBIICHUS
B oOnactu naBnenuid 24-26 GPa anga x = 0.5 u 14-16 GPa ana x = 0.9 kak npu
HArpy’>KeHUH, TaK U MIPHU CHATUU HarpyxeHus ¢ obpasuos (puc. 1). ConpoTtusie-
HHE [IPHU HATPYKEHUU OOJIbIIE, YeM IIPU CHSATHUU HArpy>KEHUsI.

0, 07,
0.2 ’ 021 %,

= 04 . =04 T

T 06 T 06 .t

S_08 . S 08 .

1.0 S0sninsatilt s . 10 ‘ Lrens,
10 20 30 40 50 0 10 20 30

P, GPa P, GPa
a o

Puc. 1. bBapudeckue 3aBUCHMOCTH OTHOCHUTEIIBHOTO HW3MCHCHHS COIPOTHBIICHUS
(PbSe),(AgAsSe;)1—x ¢ x = 0.5 (@) u x = 0.9 (6) mpu NOCTOSTHHOM TOKe: ¢ — IIPH Harpy-

KEHUHU, A — IIPU CHATUH Harpy3KH

N3mepennst Ha TOCTOSTHHOM TOKE MPOBOJMIIM B YCJIOBHUSAX MPHUIIOKECHUS Mar-
HUTHOTO TOJISI U TIPU €T0 OTCYTCTBHUH. BbIIIO yCTaHOBIIEHO, YTO MOBEIEHUE COIPO-
THUBJICHUS U B MarHUTHOM TIOJIE, ¥l TIPY €r0 OTCYTCTBUHM aHAJIOTHYHO (pwHcC. 2, 00-
pazent ¢ x = 0.9). ConpoTuBieHue pe3ko maaaeT B oonactu gasnenuid 16—18 GPa.
st obpasna ¢ x = 0.5 3aBUCUMOCTH CONPOTHUBIICHUS OT JIaBJICHUS UMEIOT aHa-
JIOTUYHBIA BUJ, OJJHAKO PE3KOE MaJICHUE COMPOTUBIICHUS MIPOUCXOJUT TOIBKO B
obmactax maBnenuit 22—26 GPa. Ilpu pa3HbIX AaBIEHUSIX COMPOTUBIICHHE 000X
00pa3moB B 1moyie MeHseTcs ¢aabo (CM., Hamp., puc. 3), 4YTO TOBOPUT O TOM, YTO
MarHUTHOE TT0JIe TPAKTUYECKH HE OKA3bIBAET 3aMETHOTO BIUSHUS Ha 00pas3Ilhl.
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Puc. 2. bapuueckue 3aBHUCUMOCTH OTHOCHUTEJIHLHOTO HU3MEHEHHUS CONPOTHUBIICHUS
(PbSe),(AgAsSe;)1—, (x =0.9) B pa3apix MarauTHBIX ossix H, T: o -0, 0 — 0.5, + — 1

Puc. 3. 3aBucumoctu conpotusienus (PbSe) (AgAsSer)i—, (x = 0.9) oT BenuunuHBI Mar-

HUTHOTO TIOJISI TIPH Pa3HBIX naBieHusx P, GPa: ¢ — 17, 0-18.6, A —21.1, ¢ —24.7, ¢ — 37

Takoe moBeAeHUE COMPOTUBICHUS MOXKET OBITh CBSI3aHO C CYIIIECTBOBAHHEM B
obpasmax (azoBoro mepexona. Ilociemuuii MOXXET OBITH OOYCIIOBJIEH H3MEHE-
HUSIMU B CTPYKTYpE WU B DJIIEKTPOHHOUN TOJICUCTEME.

bbul neranbHO MccienoBaH UMIEAAaHC 0OpaslioB B OONACTAX JaBICHUH, Tie
MPEIOIOKUTENHHO CYIIECTBYIOT (pa3oBbIe Mepexoabl. 3mMepeHus mpoBecHbI B
OTCYTCTBHE MAarHMTHOTO TOJISl U B MarHUTHBIX 1oJsix oT 0.1 mo 1 T npu Harpyxe-
HUM o0pasia. M3mepeHsl U MpoaHaIu3upoBaHbl rojgorpadsl nMnenaHca B odsac-
Tsx yactoT 1-200 kHz u marautseix nmoneit 0.1-1 T.

W3 ananu3za rogorpadoB umrneaaHca Obu10 00HApY>KEHO, YTO MHUMAs U ICHCTBH-
TeJIbHAsl YaCTH UMIIeJaHCca YObIBAIOT C POCTOM JIaBJIEHUS JUIs COCTaBOB Kak ¢ x = 0.5,
Tak u ¢ x = 0.9. B obnactsax nasnenwii 22-24 u 16—18 GPa nabmogarorcs: uaMeHe-
HUS Ha HU3KOYacTOTHOM yacTu rogorpacdos it x = 0.5 u 0.9 cooTBETCTBEHHO.

bapuueckue 3aBUCUMOCTH OTHOCHTEIHLHOTO HM3MEHEHHsSI CONMPOTUBJICHHS 00-
pazua ¢ x = 0.5 B pa3HbIX MAarHUTHBIX MOJISIX TPUBEICHBI HA puc. 4. BUnHO, 4TO B
HEKOTOPBIX 00JACTSIX TaBICHHWI HAOIIOAAOTCS M3MEHEHUS B TIOBEIEHUU COIPO-
TUBJICHUS (HaJlMyhe MUHUMYMa M MakCMMyMma Ha KpUBOil). AHaJOTMYHOE IOBE-
JeHNe 00OHAPYKEHO Ha 3aBUCUMOCTSAX MHUMOUW YaCcTH UMIIEaHCa U TAaHTEHCA yTiia
JTUBJIEKTPUUECKHX MOTeph. MI3MeHeHus HabmonaioTes B TeX ke 00aacTsx, rae, mo
JTAHHBIM HCCIEAOBAHUN MPU TMOCTOSHHOM TOKE, MPOUCXOIUT PE3KOe M3MEHEHHE
conpoTuBiieHUsl. Takoe MoBeJeHUE IEKTPUUECKUX XapaKTEPUCTHK B MATHUTHOM
1oJie OOBIYHO CBSI3aHO C BO3HUKAIOIIUM B ATON 001acTH ()a30BBIM MEPEXOIOM.

0.8 Puc. 4. bapuueckue 3aBUCUMOCTH OTHO-
& 04 CUTEIILHOTO HM3MEHEHHSA CONPOTHBIICHUS
;, (PbSe),(AgAsSe;)1—, (x = 0.5) B pa3HbIX
| 0 MarauTHeIX ToJsX H, T: 0 — 0, m — 0.5, A —
e 04 1; gactora 200 kHz
-0.8
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Ha cymectBoBanue (ha3oBoro mepexoja yKas3blBaeT TaKKe N3MEHEHHE BPEMEHU
penakcanuu (ONpeaesnsyioch U3 3aBUCHUMOCTEN CONPOTUBJIEHUS OT BPEMEHHU IpHU
U3MEpEHUAX NP MOCTOSHHOM TOKe) B o0iacTsax naBieHuid 22-26 u 14—18 GPa B
(PbSe),(AgAsSer) |-, 1151 x = 0.5 1 0.9 COOTBETCTBEHHO.

brio mpoBeneHo cpaBHEeHHE 00J1acTel CYIIECTBEHHBIX M3MEHEHHM dJICKTpHUUe-
CKMX CBOMCTB M3YYEHHBIX MaTEpHaJOB C JPYIMMHU OOpa3laMu U3 CHUCTEMbI
(PbSe),(AgAsSe,) |y (Tabnunna).

Tabmuma
O6aactu naBiaennii AP, mpu KoTOpBIX HAOMIOAAKOTCH CYyIIeCTBEHHbIE H3MEHEHU S

3JIEKTPUYECKUX CBOICTB 00pa3uoB B cucteme (PbSe),(AgAsSe;)1_x

Bemmuuna x AP, GPa
0.5 (omHODa3HBIH 00pazerr) [10] 1.5-2,31-32
0.5 24-26
0.7 [8] 22-26
0.8 [9] 18-22
0.9 16—18

B pesynbprare mcciemoBaHWi OBUIM CIENaHBI BBIBOJBI: B COCAUHCHHSIX

(PbSe),(AgAsSer)1—x ¢ x = 0.5 u 0.9 cymecTByrOT ha3oBbIe MEPEXO/Ibl TPH J1aB-
JICHUSIX COOTBETCTBEHHO 24-26 u 16—18 GPa.

HccnenoBaHus BBIOJHEHBI NMpU 4acTUYHOW (uHaHcoBOM mojaepxke DIIII
«Hayunble ¥ Hay4HO-Iearoruyeckue Kaapbl MHHOBaUMOHHOW Poccum» Ha
2009-2013 ronpi.
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EFFECTS OF HIGH PRESSURES AND MAGNETIC FIELDS ON
ELECTRIC PROPERTIES OF THE (PbSe)y(AgAsSes)1_x (x = 0.5, 0.9)
CHALCOGENIDES

One of the areas of research at the department of low-temperature physics of IEN
UrFU is the study of properties of multi-component chalcogenides under extreme expo-
sures. This article is devoted to the effect of high pressure on the electrical properties of

the (PbSe),(AgAsSer)1—y (x = 0.5, 0.9) samples, which are ferroelectrics at normal pres-
sure. Tests were carried out at the temperature of 300 K, pressures up to 48 GPa, the fre-

quencies of 1-200 kHz, magnetic fields up to 1 T.

According to the X-ray structural analysis, the synthesized materials are mixtures of
two phases, i.e. PbSe and AgAsSe,. For generation of pressures up to 48 GPa, high-
pressure chamber was used with anvils of the «rounded cone—plane» made of polycrys-
talline diamond «carbonado». Electrical properties of the samples were studied by means
of measuring impedance-analyzer RLC-2010.

The studies identified regions of significant changes in the electrical properties of
materials under high pressure, possible related to the existence of phase transitions in the
samples.

Comparisons were made of the regions of significant changes of the electrical proper-

ties of the materials studied with other samples from the system (PbSe),(AgAsSe;)|_,.
As a result, the following conclusions are made:

In compounds (PbSe),(AgAsSe;)1_; (x = 0.5, 0.9), there exist phase transitions at
pressures of 24-26 GPa for x = 0.5 and 16—18 GPa for x = 0.9, respectively. As compared
with the single phase AgGeAsSes sample, the region of the phase transition is shifted to

lower pressures (for (PbSe)g 5(AgAsSe;).5). The increase in the share of PbSe phase re-
duces the pressure of the existence of the phase transition.

Keywords: high pressure, ferroelectrics, magnetic field, impedance spectroscopy

Fig. 1. Baric dependences of the relative change of resistance of (PbSe),(AgAsSer)|_y
with x = 0.5 (a) and x = 0.9 (6) on dc: ¢ — under loading, A — after unloading

Fig. 2. Baric dependences of the relative change of resistance of (PbSe)(AgAsSe;)i_y
(x=10.9) at varied magnetic field H, T: 0 —-0,0-0.5,+ -1

Fig. 3. Magnetic field dependences of resistance of (PbSe),(AgAsSe;);_, (x = 0.9) at
varied pressure P, GPa:¢ —17,0—-18.6, A —21.1, © —24.7, ¢ — 37

Fig. 4. Baric dependences of the relative change of resistance of (PbSe)(AgAsSer)|_y
(x=0.5) at varied magnetic field H, T: o — 0, m — 0.5, A — 1; frequency 200 kHz
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PACS: 61.85.Rx, 61.46.Hk, 68.55.A, 81.10.Aj

C.I". Pacconos, B.WN. Tkauy, B.B. Makcumos, O.B. KoBaneHko,
T.H. Mouceesa, B.B. lNonos

3APOXIOEHVE HAHOKPUCTAJIJIOB Al B AMOP®HOM CITJTABE
Alg7NigYs MPUN HAIPEBE C MOCTOAHHOW CKOPOCTbIO

HoHeuknii PU3NKo-TEXHUYECKUI MHCTUTYT uM. A A. lanknHa HAH YkpauHsbl
yn. P. Iltokcembypr, 72, r. JoHeuk, 83114, YkpavHa

CtaTtbsa noctynuna B pegakuuio 6 gekabps 2012 roga

Memooamu penmeenozpaguueckozo anHanusd, pesuUCMoMempuu U UMepeHus MuKpo-
meepooCcmu  UCCIe008aH NPOUecc OOPMUPOBAHUS HAHOKOMNOZUMHOU CMPYKMYpbl 8
amopghnom cnaase AlgzNigYs npu naepese co cxopocmvio 5 K/min. U3 conocmaesnenus
9KCNEPUMEHMATLHO USMEPEHHbIX USMEHEHUL CPeOHe20 pamepa HAHOKPUCMANI08 U UX
00beMHOU 00U YCMAHOBIEHO, YO NPU NOBbIUEHUU MeMNepamypbl Haepesa CKOpPOCHb
3apodcoenus Hanokpucmannog Al usmensemcsa no xkpueou c maxcumymom. Ilokasamo,
ymo HaO.IvOaeMble USMEHEHUs. CKOPOCTU 3aPOACOeHUs MO2Y OblMb YO061emEopUmeb-
HO ONUCAHbL 8 PAMKAX KIAACCUYECKOU MOOENU 20MO2EHHO20 3aPONCOEHUS C Y4emOoM CHU-
JHCEHUST MEPMOOUHAMULECKOU O08UdICYUell CUibl npespaujenuuss, 00yCi081eHH020 0002a-
WeHuem ocmamounol amop@OHO MAMPUYsbl 1e2UPYIOWUMY dTIeMeHmami. Ycmanoeieno,
UMO UHUYUAYUS NPOYECCd 3aPOAHCOeHUsL 8 X00e NPed8apumenbHO20 Hazepesa NpUeooUum K
yeeauuenuro (Ha ~ 9.5%) muxpomeepoocmu 06pazyoe ¢ HAHOKOMNOZUMHOU CIPYKMYPOLL.

KaroueBsblie cinoBa: amopdHbBIE CIIaBbl, HAHOKPUCTATN3AINS, CKOPOCTh 3apOXKICHUS,
¢ Gy3nOHHO-KOHTPOJIIMPYEMBIA POCT, TEPMOIAMHAMUYECKast IOBIDKYIIAs CHJIa, MHUKPO-
TBEPAOCTh

3a memoodamu penmeenozpaghiunoco ananizy, pesucmomempii ma GUMIPIOSAHHA MIKPO-
meepoocmi 00CHioxHceHo npoyec opmMy8aHHs HAHOKOMNOZUMHOI CIMPYKMYPU 8 aMOpQh-
Homy cnnasi Alg;NigYs npu naepisanni 3i weuokicmio 5 K/min. I3 3icmaenenns excnepu-
MEHMANLHO GUMIPSHUX 3MIH CEPEeOHbO20 PO3MIPY HAHOKPUCMATIE 1 iXHbOI 00 €MHOT ya-
CMKU 8CMAHOBNIEHO, WO NpU NIOBUWEHHI meMnepamypu HAacpieanHs WeUOKICMb 3apo0-
JrceHHs Hanokpucmanie Al sminioemoca no kpugii 3 makcumymom. Iloxkaszano, wo 3minu
WBUOKOCMI 3APOONCEHHS, KL CNOCEPI2aiombCsl, MOJNCYMb OYMuU 3a008LIbHO ONUCAHI 8
PAMKAX KNACUYHOI MOOENi 20MO2EHHO20 3aAPOO0NCEHHS 3 YPAXYBAHHAM 3HUICEHHS MEPMO-
OUHAMIYHOL PYWIHOT cunu nepemeopents, wo 00YMOBIeHO 30a2aUeHHAM 3aATUWKOBOL
amopghnoi mampuyi nezyrouumu eremenmamu. Bemanoaneno, wo iniyiayis npoyecy 3a-
PoOdicenHs 8 npoyeci nonepedHbo2o HA2piey npu3eooums 00 3oinvuwenna (na ~ 9.5%)
MIKpOmeepooCcmi 3pasKie 3 HAHOKOMIO3UMHOW CIPYKMYPOIO.

KurouoBi ciaoBa: amopdHi cryiaBH, HAHOKpUCTaNi3awis, MIBUIKICTh 3apOIKCHHS, IH-
(hy3ifHO-KOHTPOILOBAHUH PiCT, TEPMOJUHAMIYHA PYIIiiHA CHJIA, MIKPOTBEPAICTh

© C.I. Pacconos, B.W1. Tkau, B.B. Makcumos, O.B. KoBaneHko, T.H. Mouceesa, B.B. Nonos, 2013
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1. BBenenue

Bricokuil ypoBeHb (U3NYECKUX CBOMCTB (MarHUTHO-MATKUX B CIUIaBaX Ha OC-
HoBe Fe [1] u mpouHOCTHBIX B crutaBax Ha ocHoBe Al [2]) maTepuanioB ¢ amopd-
HO-KPUCTAINTUYECKIMH HAHOKOMITO3UTHBIMU CTPYKTYpamH, MpPeICTaBISIOIIUMU
co0oii pacrmpenesieHHbIe B aMOp(HOI MaTpuile HAHOKPUCTAILIIBI C pa3MepaMu OT 5
110 30 nm ¥ 00BEMHON TUIOTHOCTHIO 1021—1024 m_3, BBI3BaJI OOJIBIIION WHTEPEC K
UCCIIEIOBAHMSIM TpolieccoB ux QGopmupoBaHusi. OCHOBHOW CHOco0 MOy4eHUs
HaHO(A3HBIX KOMIIO3UTOB — YAaCTHUYHAS KPHCTALIM3AIMA aMOpP(HBIX MPEKypco-
pPOB, KOTOpasi MO3BOJISET KOHTPOJIMPOBATh CTPYKTYpHBIE MapameTphl (pa3mepbl
HAaHOKPHUCTAJVIOB M UX 0OBEMHYIO JOJII0) H, CJIEIOBATEIbHO, (PU3UIECKHUE CBOMCT-
Ba aMOP(HO-KPUCTATIINIECKUX CTPYKTYD.

OueBHIHO, YTO HEOOXOAUMBIMH YCIOBUSMHU (POPMHUPOBAHUS HAHOKOMITO3UTHBIX
CTPYKTYp SIBJISIFOTCSI BBICOKHE CKOPOCTH 3apOKIEHUS U HU3KHE CKOPOCTH pocTa Kpu-
cTaumueckux ¢a3. Ananms, mpoBeaeHHbI Kectepowm [3], mokazai, 9to HauboIbIIeH
CKJIOHHOCTBIO K 00pa30BaHUIO0 HaHO(A3HBIX KOMIIO3UTOB 00JIATAl0T METAJUTNYECKUE
CTEKJIa, KPUCTAUTM3YIOIIMECS MO TaK Ha3bIBAEMOMY MEPBHYHOMY MEXaHH3MY, B
nporiecce KOTOPOro B aMop(HOM MaTpuiie 00pa3yroTcsi KPUCTAUTBI C COCTABOM, OT-
JMYAIOIIMMCS OT COCTaBa MaTPHIIbl. POCT KpUCTAITUTOB MO 3TOMY MEXaHU3MY MpO-
UCXOJUT C BHITECHEHHEM aTOMOB HEPACTBOPHMBIX KOMIIOHEHTOB B MaTpHILy, B pe-
3yJIbTaTe YEro BOKPYT KKIOr0 PAaCcTyIIEro KpUCTaJUIUTa 00paszyercs 000104Ka, 000-
ramieHHasl JICTHPYIOIIUMHU 3J1eMeHTaMu (auddy3uoHHas 30Ha). DopmupoBaHue
G Gy3UOHHBIX 30H 3aTPyIHSET TOCTYIUICHHE aTOMOB 0a30BOTO 3JIEMEHTa K TIO-
BEPXHOCTU KPUCTAIJIUTOB, BCIEICTBHE YETO CKOPOCTh MX POCTA, KOHTPOJIHpYyeMast
o0beMHOM T dy3uelt, IBIseTCs CHIDKaromeics pyHKuuel BpemeH [4].

[TpoBenenssblii B [4] anamu3 qud(y3MOHHO-KOHTPOIMPYEMOIO POCTa OTHOCHTCS K
CITy4ar0 CBOOOHO PacTyIIEro KpUCTallia, OHAKO B CIIy4yae BBICOKOM IJIOTHOCTH pac-
TYIIUX KPUCTAJUTUTOB KOHTAKT MX AU (Y3UOHHBIX 30H («MSTKOE» CTOJIKHOBEHHE [5])
NPUBOAUT K JIONIOJIHUTENBHOMY CHHKEHHUIO CKOPOCTH POCTa BILIOTH 10 HyJIEBOT'O 3HA-
yenust [6]. @opmupoBanve qud(y3HOHHBIX 30H BOKPYT HAHOKPHCTALIOB Al B TIpo-
1ecce KpUCTAUIM3alui aMOp(HBIX CruiaBoB Ha ocHoBe Al [7,8] Habmromanoch JKcrre-
PUMEHTAIbHO, U K HACTOSIIIEMY BpeMEHU pa3paboTaH psi/i aHATUTUYECKUX U YHUCIICH-
HBIX TEOPETUYECKUX MOJIENEH, OMUCHIBAIOLINX MpoLece AU((y3MOHHO-KOHTPOIHpPYe-
MOTI'0 POCTa HAHOKPHUCTAUIOB B YCIIOBUSX «MSITKOI0» CTOIKHOBEHUH [5,9,10].

B To ke camoe BpeMsi MEXaHU3MBI Iporecca (popMUPOBaHUS BBICOKOW 00BEM-
HOU TJIOTHOCTH HAaHOKPUCTAJUIOB B aMOP(HOI MaTpuIle OCTAIOTCS 10 HACTOSIIETO
BPEMEHU JUCKYCCHOHHBIMU. B wacTHOCTH, psii mccienoBaTeneil CUMTAIOT, YTO B
MIPOIIECCE 3aKAJKU paciuiaBa (POPMHUPYIOTCS 3apOIBIIIN HAHOKPUCTAILIOB [9], Hamu-
YHe KOTOPBIX B CTPYKTYpe aMophHBIX (a3 MOATBEPIKACHO dKCIIepUMeHTaIbHO [11].
OpHako aHalu3 CTPYKTYpPHBIX U3MEHEHUH IMOKa3al, 4To B mpoiiecce (HopMUpOBa-
HUSI HAHOKOMITO3UTHOM CTPYKTYPBI IJIOTHOCTh HAHOKPUCTAJIOB BO3PACTALT, MPHU-
yeM HanboJee MHTCHCHBHO — HAa HaYalbHBIX cramusx [8,11,12], 4To oaHO3HAYHO
CBUJIETEJILCTBYET O HAJMYUHM HECTALIMOHAPHOI'O Ipolecca 3apOoxkIeHUs B amopd-
HoU (paze. Mcxons u3 aHanuza pacnpeeNeHnss HaHOKPUCTAIOB IO pa3Mepam, aB-
TophI paboThl [13] caenanu BBIBOJ, YTO 3apOKICHHUE MPOUCXOIUT IO TeTEPOTeHHO-
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My MEXaHH3MYy, a €0 BBICOKas CKOPOCTh Ha HAaYaJbHBIX 3Tarax oOycJOBJIeHa Ha-
nmaueM B amopdHo# (haze oborameHHbIX Al KiacTepoB, Ha KOTOPEIX (hOpMUPYIOT-
sl 3apoJbIIy. JefiCTBUTENBHO, TAKOTO PoJia KOHIIEHTPAMOHHBIE (ITyKTyalluy Ha-
Omoanuch B CTPYKType psina amopdHeix crmaBoB (Hampumep, AlgoNiglas [8] u
AlggY7Fes [12]). OmHako eciv B IEpPBOM H3 3TUX CIUIABOB IUIOTHOCTH 0OOTaIleH-
HbIX Al obnacteii Oblia TakoW k€, KaK U HAaHOKPHCTAJUIOB B HAHOKOMITO3UTHOM
CTPYKType (~ 107 m73), TO BO BTOPOM OHa ObLIa CYIIIECTBEHHO BBIIIE M COCTABIISIIA
1024—1025 m_3, T.€. IIGHTPOM 3apoKaeHus 1oJpKeH ObITh 1 13 1000 kmactepos.

O4eBHIHO, YTO HEMOCPEICTBEHHAS MHPOPMALIUS O XapaKTepe Mporecca 3apo-
KIACHUS MOXKET OBITh MOJyYeHa M3 OLIEHOK CKOPOCTH 3TOTO Mpolecca, OJHAKO
YHCIIO0 TAaKWX HMCCICIOBAHWHN I HAaHOKPHCTAUTM3AI[MH BECbMa OTpaHWYeHO. B
YaCTHOCTH, B pabote [14] ObLJIO yCTaHOBIEHO, YTO B M30TEPMHUUYECKUX YCIOBHUSAX
CKOpOCTh 3apOXIeHUsI HaHOKpHCTaioB Al B amopdHOoM crutaBe Algr,Smg cHiKa-
€TCsl MPAKTUYECKH IKCIOHEHIINAIbHO CO BPEMEHEM OT)KHTa, a MPHU HEMPEPHIBHOM
HarpeBe 4acToTa 3apojbliieo0pazoBaHus HaHOKpUcTamioB o-FeCo B merammnue-
ckux crexinax CoFeMnNbB u3MeHsieTcst B 3aBUCHMOCTH OT TEMIIEPATYPHI 1O KPH-
BOii ¢ MakcuMmyMoM [15]. Ognako B paborax [14,15] He oOcyxaanach puznyeckas
npuposia HaOIIOAAeMbIX U3MEHEHUN CKOPOCTU 3apOXACHHUS, U €€ OLEHKU ObUIH
C/IeTIaHbl TOJIBKO MO0 U3MEHEHHSIM JTOJN 3aKPHCTAITIM30BAHHOTO 0ObeMa Oe3 yuera
pocTa (4TO MPOTHBOPEUYHUT BBIBOJAM psia padot (Hamp., [9,16]) o moMuHHpYIO-
IIeM BKJIaJie TIpoliecca pocTa B KHHETUKY HAHOKPUCTAJUIN3AIUH ).

Hcxons U3 cka3aHHOrO, B HacToswIel paboTe Oblia MocTaBieHa 3a/1a4ya — olle-
HUTB CKOPOCTb 3apOkJAeHHS HaHOKpHCTALIOB Al B amopdHoM crutaBe Alg7NigYs
[0 COBOKYIHOCTH M3MEHEHHMH JOJM 3aKpPHUCTAJIM30BAHHOTO 00BbEMa U pa3MepoB
HaHOKPHUCTAIOB. BbiOOp 00bekTa nccaeaoBaHus 00YCIOBICH OTHOCUTEIIBHO BBI-
COKOHM CKJIOHHOCTBIO 3TOTrO CIlaBa K amopdu3anuu, HauOOJBIIUM NPUPOCTOM
MUKPOTBEPAOCTH B MPOIECCE HAHOKpUCTAIIM3AMKU [17] U Hamu4ueM 3HAaYEHU
spdexTrBHOTO KO3 dunmenta nupy3nn, KOHTPOIUPYIOMET0 HAHOKPUCTAIIIU-
3aiuio [18]. AHanu3 npoBOAWIM IJIA YCIOBUM HEMPEPHIBHOIO HArpeBa, 4Tro Io-
3BOJIMJIO M30€XKaTh HEOINPEIeIEHHOCTeH B HAXOXICHUH CTPYKTYPHBIX HapameT-
poB HaHO(]A3HBIX KOMIIO3UTOB, CBSI3aHHBIX C UX M3MEHEHHUSIMH B Ipoliecce Mpo-
rpeBa 00pasLoB 10 TEMIIEPATyp U30TEPMHUYECKUX BBIICPKEK.

2. MaTtepuajbl 1 MeTOABI HCCJIET0BAHUSA

Cnurtok maccoit 50 g crutaBa HOMUHAIBHOTO cocTaBa Alg7NigY's TOTOBUIHN Y-
rOBOM MJIaBKOW B aTMOc(epe YUCTOro Ar U3 XMMUYECKH YUCTBIX 3JIeMeHTOB (Al —
99.99 wt%, Y — 99.5 wt% u Ni — 99.96 wt%). O6pa3ubl ¢ amophHOI CTPYKTYpoii
nojay4anu B Gopme JEeHT TonmuHoi 50 + 3 um MeTo1oM CIIMHHUHIOBAHUS pac-
maBa B armocdepe He [17].

CTpyKTypHBIE U3MEHEHHS, IPOUCXOAIINE B aMOP(HBIX JIEHTAX, OJBEPIHYTHIX
HarpeBy JI0 pa3IMUYHBIX TEMIEPATyp, U3y4Yadl PEHTI€HOCTPYKTYPHBIM METOJIOM Ha
mdpaxromerpe IPOH-3M B Co Ky-uznyuennu (A = 0.179 nm). Ha nudpaxmmon-
HBIX KapTHHAX HaHO(]DA3HBIX KOMIIO3UTOB B YTJIOBOM JAHama3oHe aMOpP(GHOTo Tayo
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BBIJICTISUTM BKJIJIBI OT OCTaTOYHOM aMOp(HOW MaTpHUIbl M HAHOKpUCTALIOB Al, 10
OTHOILLIEHUIO IUIOMAAEH KOTOpbIX (A, U A COOTBETCTBEHHO) OLIEHUBAJIU JIOJIIO
KpucTayumaeckon Baszet X = A /(Ao + A,) [19]. Pazmepst HaHOKpHCTaIIoB L orie-
HuBaM 1o nonymupuae Juaui (111) u (200) mo cootHomenuto L = A/BcosO [20],
a uX 00BEMHYIO TUIOTHOCTh PACCYMTHIBAIH U3 BBIpOKEHUS N = 6X/(7tL3).

O KMHeTHKe HAHOKPHUCTAJIM3AalMK NIPH CKOPOCTH Harpesa 5 K/min cyannu no
U3MEHEHUSM 3JIEKTPOCONPOTUBIECHUS R (CTaHAAPTHBIA YETHIPEX30HIOBBIM IO-
TEHIIMOMETPHUECKUI METOJl Ha MOCTOSHHOM TOKE) C aBTOMAaTUYECKOH perucrpa-
el B KOMITBIOTEpEe 3HaYCHUH Ma/IeHUs HaNpsDKEHUs, U3MEPEHHBIX NPH JIByX Ha-
npaBieHusX Toka. Kunerndeckyio kpuByio X(7) cTpomiu myTeM HOpMallu3aluu
3HayeHuil R(7) Ha 1010 HAHOKPUCTAIUIOB, H3MEPEHHYIO B 00pasiie, HarpeToM 10
TEMIIepaTypbl 3aBEPIICHUS MPOLIECCa HAHOKPUCTAIUIN3ALIUH.

MHUKpPOTBEpAOCTh 00pa3IOB M3MEPSIIM C TOMOIIBI0 CTaHAAPTHOTO IMpubopa
[IMT-3 (narpy3ska 0.29 N, Bpems Bbaepxkku 10 s) ¢ morpemnoctsio £1.5%.

3. JKcnepuMeHTAIbHBIC Pe3YJIbTAThI H HX 00CYKICHH e

UccnenoBannbie B paboTe ObICTpOOXIaXaeHHBIC JIeHTHI cTutaBa Alg7NigY's ObI-
JYM IUITACTUYHBIMU U IO JAHHBIM pEHTreHOrpauueckoro aHaiau3a (BCTaBKa Ha
puc. 1) umenu amopdHyro cTpykTypy. CornacHo pesyiapTaraM pe3HCTOMETpHUYE-
CKOro aHanu3a nepexo] aMop(pHON (a3pl B paBHOBECHOE KPHCTAIIMUYECKOE CO-
CTOSIHME TIPU HarpeBe co CKopocThio 5 K/min HaunHaetcst npu temneparype Tons =
=484 K 1 mpoucCXOoIuUT B TPHU YETKO BhIpaKEHHBIEC cTaguu (puc. 1), Ha mepBoi u3
KOTOpBIX B Auarna3zoHe temnepatyp 484-570 K dhopmupyercs HaHOKOMIIO3UTHAs
cTpykTypa. PacmmdppoBka mudpakrorpaMmel obpasiia, MOJABEPTHYTOTO HArpeBy
1o 570 K (BctaBka Ha puc. 1), mokasana, 4To CpeHUE pa3Mepbl HAHOKPUCTAIIJIOB
Al coctapisror 17 £ 1 nm, ux otHocutenbHas noid — 0.48, a oObeMHas INIOT-
Hocth — 1.87-10% m . [Ipu Gosiee BRICOKMX TEMIIEpaTypax B OCTATOYHOM amopd-
HOW MaTpHIle TPOUCXOIST MPOIecChl (POPMUPOBAHUS PAaBHOBECHBIX MHTEPMETAI-
JUYECKUX COCTMHEHUI U POCT HaHOKpucTaios Al [17].

HccnenoBanust cTpyKTypbl 00pa3lioB, HarpeThIX O PA3JIMYHBIX TEMIIEPATyp B
nuana3zone 484-570 K, mokaszanu, 4TO MpU MOBBIIIEHUH TEMIIEpaTypbl HarpeBa
CpelHMEe pa3Mepbl HAaHOKPUCTAIIOB Al M3MEHSIOTCS MO KPUBOM C HACHIIEHUEM
(puc. 2), yto HabmMIOAIOCH U B APYTUX aMOp(HBIX criaBax Ha ocHoBe Al [6,16].
B 10 %e camoe Bpemsi, Kak BUJHO U3 pUC. 2, B UHTepBaje temneparyp 550-570 K,
B KOTOPOM CKOpPOCTb POCTa HAaHOKPHUCTAUIOB CTAHOBUTCS PaBHOW HYJIIO, J10JIA
KPHUCTATUYECKOH (Pa3pl X MpoaorKaeT yBeIMUUBAaThCA. ITO 03HAYALT, YTO KUHE-
THKA 3aBEpIIAIOLIETO dTarna HaHOKpUCTaUIM3auuu amopduoro crutaBa Alg7NigY's
KOHTPOJIUPYETCS MPOIIECCOM 3apOXKACHHS ¥, KaK OBbLIO MOKa3aHo B padore [14],
ISt citydasi L = const CKOPOCTh 3apOXKACHUSI MOXKET ObITh MPUOJIMKEHHO OLICHEHA
1o U3MEHEeHUsIM X(1), KaK

I(t) = SN

4n(L/2)3E' M
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Puc. 1. M3MeHeHus: Mpon3BOAHON 3JIEKTPOCONPOTUBIICHHS B MPOLIECCE HArpeBa Co CKO-
pocthio 5 K/min amop¢HbIx seHT crutaBa Alg7NigY s B HICXOTHOM COCTOSHUM (—) U MOJI-
BEPHYTHIX NpEeIBaApPUTENLHOMY HarpeBy Ao temneparyp 484 (— ——) u 518 K (). Hyme-
POBaHHBIMH CTpelKaMH OTMEUYEHBI TEeMIIepaTyphbl Hadajda KPUCTAJUIM3AIMH COOTBETCT-
Byromux oOpas3uoB. Ha BcraBke: audpakrorpammsl JEHT B UCXOTHOM COCTOSHUM (/) U
nocine Harpesa a0 570 K (2)

Puc. 2. 3aMeHeHus CpeHUX pa3MEpPOB HAHOKPHUCTAUIOB Al (@) U J10JIM MPEBPAIICHHOTO
obwvema (o) B amophHoM crmaBe Alg7NigYs B mporecce HarpeBa co ckopocThio 5 K/min.
CrutomHast TuHUS — 3aBUcUMOCTh L(T), paccunTaHHas 0 COOTHOIEHHIO (3)

HecnoxxHo moka3aTh, 4TO JUIsl CIy4as HarpeBa ¢ MOCTOSHHOW CKOPOCTBIO (q+ =
= d7/df) n ydera BKIaga pocTa HAHOKPHUCTAIIJIOB B JIOJIO MPEBPAIICHHOTO 00beMa
cootHotueHue (1) nmpeobpasyercs K BUmy

1)~ e 84X
47 iy (T) dr

(2)

rne ry = L/2 — paguyc HaHOKpUCTa/Ua. B nmpuHImIe, mpeacTaBieHHbIe HA pHC. 2
AKCIIEPUMEHTAJIbHBIE JIaHHBIE [TO3BOJISIIOT OLIEHUTh 3HAYEHUS] CKOPOCTU 3apOrKie-
HUsL B amopHOM crtaBe Alg7NigYs mpu HempepsIBHOM HarpeBe, OJHAKO JIHIIb
JUIS TEMIIEpaTyp, IpU KOTOpBIX ObuH u3MepeHsl 3HaueHust L(7T). [{ns 6onee noa-
pobHoro ananmza 3aBUCUMOCTH [/(7) SKCIEpUMEHTAIBHO W3MEPEHHAsl 3aBUCH-
MocThb L(7) Obl1a anmpoKCUMHUPOBaHAa COOTHOIIICHUEM

ry(T) = \/m}‘HrS {l_exp[_?’}‘HD(T)teff (T)/r52 ]}1/2 ) 3)

KOTOpOe, Kak ObUIO TMOKa3aHo B pabore [16], KOPPEKTHO OINMUCHIBAET AMHAMUKY
U3MEeHeHUs1 pa3MepoB HaHokpuctaiwioB Al B amopduom crutaBe AINiCoGdYTb
IIPY HENPEPBIBHOM HArpeBe. 31eCh 2rs = 6/(7'EN1/3) — CpellHEe PACCTOSHUE MEXAY
HaHOKpPHUCTAUIaMH, ONpEeJIEIEHHOE B KOHIIE Mpoliecca HaHOKpucTaum3amu; D(7) —
kodpurment audPy3un, KOHTPOJUPYIOMINI POCT HAHOKPHUCTAIOB; for(T) =
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=7 (Qgq+) — >dexTHBHOE BpeMsi TEPMUYECKH aKTHBUPYEMOTO HEU30TEPMHUIECKOTO
nporecca; Q — aHeprust aktuBaruu auddys3un; Ay = [(Cr — Cu)/(Cr — Cp)]l/3 —
napameTp, 3aBUCSIIUNA OT CyMMapHOW KOHIICHTPAIIUU JIETUPYIOIINX 2JIEMEHTOB B
Ha"okpuctaiwie Cp, B aMmophHON MaTpuIle Ha TPAHUIE PACTYLIETO KPUCTAJUIATA
Cru Boanmu ot Hee Cyy. C yuetoMm Toro, uro st crutaBa Alg7NigYs Cy = 0.13, a
pacTyIne HAHOKPHUCTAILIIBI CBOOOAHBI OT Jerupyrontux 35eMeHToB (Cp = 0) 1 4To
C;=2Cyr— Cp[16], 3nauenue napametpa A coctaBmio 0.794.

3navenus kodpdurmenta mudpdy3un pacCUUTHIBAIN HETIOCPEACTBEHHO IO AM-
nupuyeckomy ypaBaenuto D(T) = 1.1~1073exp(—18320/T) mz/s, YCTaHOBJICHHOMY
JUTSL ICCTIEyeMOro ciuiaBa B pabote [18], a 3HaYeHNE SHEPTUN aKTHBAIIMH U3 3TO-
ro COOTHOIICHHS WCIIONB30BaIu JyIsl pacuera fee( 7). Kak BugHO U3 puc. 2, pac-
CUMTaHHAas Mo ypaBHeHUIO (3) KpuBas L(f) JOCTATOYHO KOPPEKTHO OMHUCHIBAET Xa-
paKTep SKCIEPUMEHTAIBHO ONPEIEICHHBIX U3MEHEHUI CPEeTHETO pa3Mepa HaHOK-
puctramioB Al. B cBoro odepenb, mojcTaHOBKa pacueTHbIX 3HaueHuit ry(7) u pe-
3yJbTaTOB 4HcieHHoro nuddepenimpoBanust kpuBoit X(7) B cooTHouieHue (2)
MO3BOJIMJIA OIICHUTh 3HAYCHHS CKOPOCTH 3apOKICHHsS HaHOKpHCTAIoB Al B
amopdHomM crutaBe Alg7NigY's mpu HarpeBe co ckopocThio 5 K/min, mokazaHHbIe
TouykaMu Ha puc. 3. Cieayer OTMETHTb, YTO HOrpemHocTs 3HaueHuil /(7) oly-
CJIOBJICHA TIPEXKJE BCETO HAIMYMEM IIIyMa Ha 3KCIepuMeHTanbHOU KpuBoil X(7),
conepxkarieit 6omee 20000 Touexk.

Puc. 3. VI3mMeHeHusI CKOPOCTH 3apOXKICHUS
HAaHOKpUCTALIOB Al B amMop(HOM criiaBe
Alg7NigYs B mporecce HarpeBa co CKOpO-
cThio 5 K/min, OlleHEHHBIE 1O SKCIEPH-
MEHTAIBHBIM JJAHHBIM (O) U PACCUNTAHHBIC
o COOTHOIIEHHIO (4) (———)

520 560
T,K

480

Kak BUIHO M3 JaHHBIX, IPUBEAECHHBIX Ha PUC. 3, IPH MOBBILICHUN TEMIepaTy-
pBI HarpeBa CKOPOCTb 3apOXICHUS HAaHOKpHUCTAIUIOB Al Bo3pacTaer, JHOCTUTAET
MaKCUMaJIbHBIX 3HAUYCHUH TOPSAKA 16102 m>s' B JMara3oHe TeMIlepaTyp
488491 K, a k 3aBeplleHHUIO Npolecca HAHOKPUCTAJUIM3ALMM CHIDKAETCS 10 3Ha-
gyenmit ~ 107" m s . Otmetnm, uto xapaktep usmenenuit /(7) (puc. 3) xadecr-
BEHHO COIJIaCyeTCsl C OLIEHKAMHU CKOPOCTH 3apOKJICHMs HaHOKPUCTAJUIOB o-Fe B
amopdubix cruaBax CoFeMnNbB [15], a makcumanbHOe 3HaYeHHE OIU3KO K
oLeHKe Imax (~ 10*! m_3-s_1) HaHOKpHUCTAIOB Al Ha HayaJbHBIX CTAIUIX KpU-

crajuinzauuu amopgHoro craBa AlggY7Fes [12], cnenaHHOlM Mo JaHHBIM CTPYK-
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TYpHBIX UcclieoBaHUi. CHU)KEHUE CKOPOCTH 3apOXJI€HHs B IIpoliecce HAHOKPH-
CTaJUIM3ALMU aBTOPbI LIUTUPYEMBIX PadOT KadyeCTBEHHO CBS3BIBAIOT ¢ OOEIHEHU-
€M MaTpHIbl JIEMEHTaMHU, HEOOXOIUMBIMHU IJIs1 (POPMUPOBAHMS HOBBIX 3apOJbl-
miei [15], wmu ¢ ucuepmanwem obOorameHHbIX Al HaHOMAacmITaOHBIX 00JIACTEH,
c(hOpMHPOBAHHBIX B MpolIecce 3aKallKy U3 paciiasa [12].

B To e Bpems, Kak mpearnonaraeTcs B psae pador (wamp., [11,21]), npuun-
HOM CHMIKEHUSI CKOPOCTH KPUCTAJIM3allMy Ha 3aBeplIarouiei ctaauu GopmMupo-
BaHUS HAHOKOMIO3UTHOW CTPYKTYpPBI MOXET CIIy>)KHThb yMEHBIIEHHE TEPMOIH-
HaMHUYECKON JBMXKYyLIeH cuiibl npeBpaiieHus AG, 00yClIOBICHHOE MOBBILICHHEM
KOHIICHTPAIIMH JICTHPYIOIIMX JJIEMEHTOB B OCTaTOYHOW amMop(dHOI Mmarpuie.
BBuay Toro, uto s npouecca HAHOKPUCTAJUIM3ALMH 110 MEXAHU3MY 3apoxjie-
HUS U AU PY3UOHHO-KOHTPOIUPYEMOro pocTa BennynHa AG onmpenenser mnpe-
/1€ BCEro 3HaUYEHUE CKOPOCTHU 3apO’KICHMsI, B HACTOsIIEH paboTe caenaHa Io-
IBITKA YYECTh BIUSHUE W3MEHEHUH PAa3HOCTH TEPMOAMHAMHUYECKUX MOTEHIIHA-
70B aMopdHOii ¢a3bl u kpuctamunueckoro Al Ha uamenenus /(7) mpu Harpese ¢
MOCTOSIHHOW CKOPOCTHIO.

AHaJn3 NPOBOAUIM C MCIIOJIB30BaHUEM KIIACCUUYECKOI'O YPaBHEHUsI ISl CKOPO-
CTH TOMOT'€HHOTO 3apOK/JIeHuUs B BUAC [22]:

3,2
1(Cy T) =22 D(Tyexp| -—— | 4)

a 3kTAGE (Cyy,T)

rae Ny — 9iClio aTOMOB B €IMHUIIE 00beMa; ay — pacctosHue auddy3rnoHHOTO
MpBIKKA, paBHOE cpeAHeMy aToMHoMy muametpy; D(7T) — kosdduument auddy-
3UM Ha TpaHUIlE pa3jieia; G — yIelbHas CBOOOIHAs PHEPTUs TPAHMIBI 3apo-
nei—amopdHas ¢asa; V,, — MOJISIpHBI 00beM MaTEpUHCKON (a3bl; k — MOCTOSH-
Has bonbiimana.

[nst onvcanuss U3MEHEHUH TEPMOJIMHAMUYECKON ABMKYLIEH CHIIBI 3apOiKIie-
HUs Al, 00yCIIOBIEHHBIX U3MEHEHHUEM COCTaBa OCTATOUYHOW aMOp(HOI MaTpuIlsl,
B HacTosel paboTe OBIJIO UCTOIB30BaHO COOTHOIICHHUE, MOyYEHHOE B PaMKax
MOJEJIN PETYJISIPHBIX PACTBOPOB B [23]:

AG(Cyy,T) = (T, —T){AS(T) + RIn[1-C), (D]}, (5)

rae T, — TemmepaTypa IUIaBICHHS, R — yHUBEpcaidbHas ra3oBas IMOCTOSHHas,
AS(T) — cxka4yoK PHTPONMM IpH Kpuctasauzauuu. C yd4eToM TOro, YTO IpOLECC
3apOKICHHS TIPOMCXOAUT TPHU TIIYOOKHX TMepeoxiaxacHusX, BeauunHy AS(7)
MO>KHO MPEACTaBUTH Kak [24]:

AS(T)=2AH,T/|T, (T, +T)], (6)

rne AH,, — teruiota masnenus npu 7,,. B cBoto odepens, A onucaHusl KWHETH-
KM W3MEHEHHS COCTaBa aMOP(GHOM MaTPHIlbI, 00YCIOBIECHHOTO (hOPMUPOBAHUEM
HAHOKpUCTAIOB yucToro Al, ObUIO HCMONB30BaHO ypaBHEHHE u3 padotsl [10],
MOIU(PHUIIMPOBAHHOE IJISl YCIOBUI HEMpephIBHOTO Harpesa [16]:
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Cr(T)=C; =(C; = Cyp)exp(=3hy Digge /75). (7)

[ns pacueroB m3menenuit /(7) mo xkomOuHanuu cootHouieHuit (4)—(7) Oobun
UCTIOJIb30BaHbI TapaMeTpbl uuctoro Al (ag = 2.86:107"° m, 7, = 933.5 K, AH,, =
= 10784 J/mol, Ny = 6.02:10%* m™, ¥,, = 1.062-10"> m>/mol) [25] u 3HaueHus
Cg,[ =0.13, C;=0.26 u rg = 9.85 nm. M3menenust D(T) pacCUUTHIBAIU C OMO-

IIbI0 TIPUBEJCHHOTO BBIIIE YPAaBHEHUS, XapaKTEPU3YIOIIEr0 POCT HAHOKPUCTAI-
JIOB, KaK 3TO cjelaHo B padore [13], a 3HaueHUe yAenbHOU CBOOOAHOW SHEPTHH
TpaHUIIBI pa3ena 3apoasin—aMopdHas $asza ObII0 B3STO B KaueCTBE CBOOOJHOTO
napametpa. Pacuersr mokazanu, uto BenuuuHa /(Cyy,T), BBIYKMCICHHAS TIO COOT-
HomIeHuio (4) M ckopocTu HarpeBa 5 K/min, mpu temmnepatype 484 K umeer
MaKCHUMYM, BBICOT@ KOTOPOTO CYIIECTBEHHO 3aBHUCHT OT 3HaueHHUs G. B dacTHO-
ctu, mpuBeaeHHas Ha puc. 3 kpusas /(Cyy,T) Obla paccuuTana Mpu 3HAYCHUH G =
= 0.0765 J/mz, koropoe Hmxke, yeM 0.108 J/m2 i 3apozpiiia Al B KOHTakTe ¢
COOCTBEHHBIM PACIIJIABOM IIPH TEMIIEPATYPE TUIABJICHUS [26], HO HECKOJIBKO BBIIIIE
ouenok (0.07 u 0.076 J/mz), NpUBEICHHBIX B paborax [27] u [6] misi HAHOKpU-
ctamoB Al, 3apoxxnaroruxcst B amop¢Hbix crutaBax AlggY7Fes u AlggNisYy co-
OTBETCTBEHHO.

Kak BuaHo u3 puc. 3, pacuernas kpusas /(Cy,,T) B TeMIepaTypHOM AHama3oHe
MaKCHMyMa XOPOIIIO BOCTIPOM3BOJUT OLIEHKH CKOPOCTHU 3apOXKACHUS, CACTaHHBIC
[0 SKCIIEPUMEHTAJIBHBIM JaHHBIM. JTO O3HAYa€T, YTO YCTAaHOBJIEHHOE B psle
aMOp(HBIX CIUIAaBOB Ha OCHOBE Al CHIKEHUE CKOPOCTU 3apOKICHHS B MpoIiecce
HAHOKPHUCTAUTU3AIMA MOXET OBITh WHTEPIPETHPOBAHO B pamKax (opmaanma
KJIACCUYECKON MOJIETH 3apo/Iblie00pa3oBaHus MyTeM y4eTa CHIKEHUS TEPMOIH-
HaMUYeCKOW ABIKYyIIEeH cuibl. HaOmromaembie Ha puc. 3 pa3nuuus MExAy pac-
YETHBIMU U DKCIEPUMEHTAIBHBIMU OLIEHKaMH (MOJIBEM pPACUETHON KPHUBOM IMpH
temrneparypax Bbie 530 K) MoryT ObITh CBsI3aHBI KaK ¢ TMPUOIMKEHHBIM (YIIPO-
[ICHHBIM) XapaKTepOM MOJEIH U 3HAaYCHHH MCIMOJb30BaHHBIX MapaMeTpoB, TaK U
¢ norpemHocTsMu usmepenuid L(7T) n X(7), uTo yka3bIBaeT Ha HEOOXOJUMOCThb
NaIbHEUIINX UCCIICJOBaHNM.

[TpencTaBnsioch WHTEPECHBIM HM3YYHTH BIMSHHE HEMOHOTOHHOTO XapakTepa
CKOPOCTH 3apOXKJICHUS HAHOKPUCTAUIOB Al Ha TEPMHUYECKYIO YCTOWYHMBOCTD
amop(dHo# (a3el, CTPYKTYPY U MHUKPOTBEPAOCTh HAaHO(A3HBIX KOMITO3UTOB. C 3TOM
LEeNbI0 ObLTa MPUTOTOBIIEHA cepHst 00pas3IoB, MOABEPTHYTHIX JBOMHOI Tepmuye-
CKOi1 00paboTKe, KOTOpas 3aKITF0YaIach B HATPEBE UCXOIHBIX JICHTOYHBIX 00pa3IoB
co ckopocThio 5 K/min g0 paznuunbsix Temmeparyp B auanazone 400-570 K ¢ mo-
CIIE/TyIOIIUM OBICTPBIM OXJIQXKJICHUEM Ha BO3JIyXE M MOBTOPHBIM HAIPEBOM O TEM-
nepaTyphbl 3aBEPIICHUS MPOIecca HAHOKPUCTAIUTM3AIIMK B UCXOIHOM oOpastie (570
K). MccnenoBanus mokasaiu, 4To MpeABAPUTENBHBIN HArpeB MPUBOINT K M3MEHE-
HUIO KaK TeMIepaTypbl Hayalla KpUCTAJUIU3AlMK, TaK U KHHETHKH 3TOTO Mpoliecca
(cMm. puc. 1). Onenku 3HaueHH Tong IPU TOBTOPHOM HarpeBe mokasanu (puc. 4),
YTO TEPMHUUECKAsT yCTOMYMBOCTh aMOp(HOH (a3bl B TepMOOOPaOOTaHHBIX 00pa3iax
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HU3MCHACTCA HCEMOHOTOHHO — HC3HA4H-

S10F TEJIBHO CHIDKAeTCs B oOpasliax, Harpe-

i ThIX 10 Temmnepatyp 478-486 K, a 3a-

500 F TEM HENpPEpbIBHO BO3pPACTaeT IMpPH IO-

M I BBILICHUM  TEeMIlepaTypbl —IpeiBapu-

TenpHOro Harpesa. [IpmumHOIl BO3pac-
TaHust Tons TEPMOOOPAOOTAHHBIX 00-

- B pas3loB, KOTOpOE HaOII0JAoCch B Iie-
4807 TNg—% JIOM psiie aMOpP(HBIX CIUIABOB Ha OCHO-
- Be Al [21], sBsieTcs oOoraiieHue ocTa-

425 450 475 500 TOYHOU aMOpP(HOHN (a3bl JETUPYIOIH-
T,K MU 3JeMeHTaMU. YUTO KacaeTcsi CHUXe-

g
&7 490

AN

Hus Tons (MakcumyMm Ha 9 K B 0Opasiie,
Harperom a0 487 K), to aror adekr,
BEpOSITHEE BCEro, 0OyCIIOBJIEH M3MEHe-
HUEM MEXaHH3Ma HAHOKPUCTAJUIM3aLUN
OT KOHTPOJHMPYEMOIO 3apOXKJCHUEM U
POCTOM B CBEKEINPUTOTOBIIECHHBIX JIEHTaX K KOHTPOJIUPYEMOMY POCTOM MMEIOLIUX-
Csl B CUCTEME 3apojiblllel, KOTOpbIE YCIEBalOT 00pa30oBaThCsl MpU Harpese B 00-
JacTh TEMIIEPATyp ¢ BbICOKUMU 3HadeHUsAMU /(7). AHamoruuHoe siBlieHue (CHMKe-

Puc. 4. Bnusgnue teMmneparypsl mpeaBapu-
TEJIbHOr0 HarpeBa 7 Ha TeMIieparypy Ha-
yaja KPUCTAUIM3aUUU Tons aMOPGHBIX
neHt crtaBa Alg7NigYs

HUE Tops, 00YCIOBICHHOE MOBBIIIEHUEM KOHLIEHTPAIMH 3aKAJIOUHBIX 3apOJbILIIEH U
U3MEHEHHEM MEXaHM3Ma KpHCTaJUIM3alliM) HaOMIoJaloch B JIGHTaX Pa3IMYHON
TonmuHbl amopgHoro crutaBa FeggBog [28], omHako B cTeknax Ha ocHoBe Al 1o Ha-
CTOSIILIET0 BPEMEHH He 00HAPYKHUBAJIOCh.

Beiie otmMevanocs, 4To npolecc HAHOKPUCTAJUIM3ALMH TPUBOIUT K 3HAUUTENb-
HOMY BO3pacTaHuio MUKpoTBepaoctu H,, (ot 3480 no 5210 MPa B oOpasue, Harpe-
TOM JI0 TEeMIIEpaTypbl 3aBEPILCHUS NIEPBOM CTaIUM MPEBPAILCHHUS ), 3HAYESHUSI KOTO-
poii pe3ko cHmkaroTcs (KpuBas / Ha puc. 5) npu GOPMUPOBAHUU B CTPYKTYype 00-
pa3loB OTHOCHUTENIBHO KPYMHBIX KPUCTAJUIOB MHTEPMETAIIMUECKUX COCIUHEHUI
[17]. Kak moka3anu SKCIepuMEHTBI, TIPEIBAPUTENbHBIN HArpeB 00pa3oB MPUBOIUT
K JIOTIOJIHUTEIbHOMY HEMOHOTOHHOMY YIPOYHEHHIO HAaHOKOMITO3MUTHON CTPYKTY-
pel, hopmupyroteics npu Harpese 10 570 K (moebiuenuto H,, no 5700 MPa, uro
COOTBETCTBYET Mpeaeny Tekyudectd ~ 1900 MPa [29]) (puc. 5, kpuas 2). U3
COIOCTABJICHUSI XapaKTepa KpUBOM / Ha pUC. 5 ¢ KHHETUYECKON KPUBOW HAHOK-
pucrammsaiuu X(7) (cM. puc. 2) crienyer, 4To Bo3pactanue Hy, riaBHbIM 00pa-
30M O0YCJIOBJIE€HO YBEJINYEHMEM OTHOCUTEIBHOM IOJIM HaHOKpHCTauioB Al.
JleiicTBUTENBHO, aHANMNU3 AU(PPAKTOTPaMMBI 00pa3ia, IMOABEPTHYTOTO IMpeIBapH-
TelbHOMY HarpeBy 10 484 K, B koTopoM Jocturaercsi HauOojbllee 3HAYCHUE
MHUKPOTBEPAOCTH, MOKa3all, YTO JONOJIHUTENbHAs TepMOOOPaOOTKA HE BIUSET Ha
cpenrue pazmepbl HaHOKpUcTauioB Al (17 & 1 nm), HO IPUBOAUT K YBEITHUCHHIO
ux goau (ot 0.48 10 0.55) U COOTBETCTBEHHO 00BEMHOM TJIOTHOCTH (OT 1.87-10%

23 -3
10 2.14:10™ m 7) mo cpaBHEHHIO ¢ 00pa3IOM, OAHOKPATHO HarpeTsiM 10 570 K.
W3 mpuBeIeHHBIX PE3yIHTATOB CIEAYET, UTO IPEIBAPUTEILHBIN HArpeB B 00J1aCTh
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__________ Puc. 5. V3MeHeHHsT MHUKPOTBEPAOCTH 00-

5.0F pasioB amopdHoro cmasa Alg7NigY's, Ha-
£ I IPETHIX CO CKOpocThio 5 K/min no pasmmy-
O 45 HBIX TeMmmeparyp (©), U 00pa3uoB, MOA-
mﬁl i BEPrHYTHIX NIPEIBAPUTEILHOMY HArpeEBY 10
4.0F

Pa3IUYHBIX TEMIIEPATYP, C MOCICTYFONHM
HarpeBoM 70 570 K (m)

r 1
35 —3—=—

300 375 450 525 600
T.K

temneparyp Makcumyma /(7)) HHUIMUPYET MPEUMYIIECTBEHHO MPOLIECC 3apoxkKae-
HUSI, a HE POCTa, B pe3yJIbTare 4ero B HAHOKOMIIO3UTHOW CTPYKType, (popmu-
pyIOIIeCs TpH MOBTOPHOM HAarpeBe, CyMMapHOE KOJMYECTBO HAHOKPHCTAJUIOB
Al yBennuuBaetcs. B cBoro oyepenp, 3T0 O3HaudaeT, YTO MpeIBapUTEIbHAs Tep-
MHuueckass o0paboTka aMOp(HBIX CIUIABOB, CKIOHHBIX K HAHOKPUCTAJUIM3AIWH,
MOJKET HCIIOJIb30BaThCS B KA4eCTBE JONOJIHHUTEIBHOTO METO/Aa MOAU(UKAIIUIH
CTPYKTYpHI HAHO()A3HBIX KOMITO3UTOB U MX (PU3NYECKUX CBOMCTB.

4. BLIBOIbI

1. Ilytem comocTaBieHHS YKCIEPUMEHTAIBHO M3MEPEHHBIX M3MECHEHHUN Cpe-
HUX Pa3MEPOB HAHOKPUCTAIUIOB U JIOJHU 3aKPUCTAJUIM30BAHHOTO 00beMa B 00pas-
nax amopduoro craBa Alg7NigY's B mporiecce HarpeBa co CKopocThio 5 K/min
YCTaHOBJIEHO, YTO MPH MOBBIIIEHUN TeMIEpPaTypbl CKOPOCTh 3aPOXKACHUS HAHOK-
puctauioB Al Bo3pacraeT 10 MaKCUMaJILHOTO 3HaueHus 1.6 10%2m s s Marna-
30He Temneparyp 488—491 K, a k 3aBepiueHuro nporecca HAHOKPUCTAIUIM3ALUU
(570 K) cHmkaeTcs MpuMEpPHO Ha MOPSAOK BETUYUHBI.

2. Iloka3zaHO, YTO AKCHEPUMEHTAIBHO ONPEACICHHBIE U3MEHEHUS CKOPOCTEH
3apOKJIECHUSI HAHOKPHUCTANIOB Al yJOBIETBOPUTENIHHO OMHUCHIBAIOTCS B paMKax
KJIACCMYECKOTO YPaBHEHHsI JJII CKOPOCTH TOMOTEHHOTO 3apOKICHHUS C YYETOM
CHWKEHUSI JIBIDKYIICH CHJIBI KpPUCTaUIM3aIlMU, OOYCJIOBJICHHOTO OOOTraIieHueM
OCTaTOYHOI aMOP(HON MaTPULIbI JIETHPYIOIIUMHU 3JI€MEHTaMHU.

3. YcraHOBIIEHO, UTO TIPEIBAPUTENbHBIN HarpeB o0pas3ioB 10 TeMIepaTyp, Co-
OTBETCTBYIOIIUX MAaKCUMyMY CKOPOCTH 3apOXKACHHS, MPUBOAWT K CHIDKEHUIO
TEMIIEPATYPHI Ha4alla KPUCTALIU3AIIUN TP TIOBTOPHOM Harpese Ha 9 K u yBenu-
YEHUI0 MUKPOTBEPAOCTH HAHOKOMIIO3UTHOM CTPYKTYphl OT 5210 mo 5700 MPa,
YTO OOYCJIOBIIEHO TOBBIIIEHHEM OOBEMHOW IMJIOTHOCTH HAHOKPUCTAIIOB Al OT

1.87-10% 10 2.14-10% m ™.

PaGoTa BbIMONMHEHa Npu yacTMYHOM (uHaHCOBOW moanepxke llpesnanyma
HAH VYxpaunsl B pamkax nporpammbl «@yHIaMeHTaIbHbIE MPOOJIEMbl HAHOCT-
PYKTYPHBIX CHCTEM, HAHOMAaTEPHUAJIOB, HAHOTEXHOJIOTU» (IpoekT 23-12-H).
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S.G. Rassolov, V.I. Tkatch, V.V. Maksimov, O.V. Kovalenko, T.N. Moiseeva, V.V. Popov

NUCLEATION OF Al NANOCRYSTALS IN THE AMORPHOUS Alg7NigY'5
ALLOY AT CONSTANT RATE HEATING

The process of formation of a nanocomposite structure in the amorphous Alg7NigY's
alloy at constant heating rate of 5 K/min was studied by X-ray diffraction and measure-
ments of electrical resistance and microhardness changes. By comparison of the experi-
mentally measured changes of the average sizes of nanocrystals and their volume frac-
tion, it was established that the nucleation rate of Al nanocrystals increased with tem-
perature up to about 1.6:102 m s in the range of 488—491 K and then decreased by
about an order of magnitude at the final stage of nanocrystallization (570 K). It was
shown that the observed behavior of the nucleation rate can be satisfactory described
within the classical model of homogeneous nucleation accounting lowering of the ther-
modynamic driving force of transformation due to the enrichment of the residual amor-
phous matrix with the alloying elements. It was found that preliminary heating of the
samples up to temperatures corresponding to the nucleation rate maximum resulted in
lowering of the onset crystallization temperature by about 9 K and enhancement of mi-
crohardness of the nanocomposite structure from 5210 to 5700 MPa that was caused by
increment of the volume density of Al nanocrystals from 1.87-10% t0 2.14-10% m .
Keywords: amorphous alloys, nanocrystallization, rate of nucleation, diffusion-limited
growth, thermodynamic driving force, microhardness

Fig. 1. Variations of the derivative of electrical resistance at heating with the rate of 5
K/min of the amorphous Alg7NigY 5 ribbons in the as-cast state (—) and after preliminary
heating up to 484 K (— — —) and to 518 K (-+). The numbered arrows mark the onset
crystallization temperatures of the corresponding samples. Inset: X-ray diffraction pat-
terns of the ribbons in the as-cast state (/) and after heating up to 570 K (2)

Fig. 2. Changes of the average grain size of Al nanocrystals (@) and the transformed vol-
ume fraction (o) in the amorphous Alg7NigY 5 alloy during heating with a rate of 5 K/min.
The solid line is the L(7T) dependence calculated from Eq. (3)

Fig. 3. Changes of the nucleation rate of Al nanocrystals in amorphous Alg7NigYs alloy
during heating with the rate of 5 K/min estimated from the experimental data (o) and cal-
culated from Eq. (4) (—--)

Fig. 4. Effect of preliminary heating temperature 7} on the onset crystallization tempera-
ture Typs in the amorphous Alg7NigY s ribbons

Fig. 5. Variations of microhardness of the amorphous Alg7NigY 5 as-cast samples heated up
with the rate of 5 K/min to different temperatures (©) and those of the samples subjected to
preliminary heating up to various temperatures and succeeding heating up to 570 K (m)
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PACS: 62.50.+p, 62.65.+k, 64.10.+h, 64.70.Kb

A.A. lNpoxopos

OCHOBHOE COCTOSIHVE MOHA Gd** B MOHOKPUCTANME TmAI3(BO3)4

[oHeuKknin nsmko-TexHnyeckmm MHCTUTYT M. A.A. NanknHa HAH YkpauvHbl
yn. P. Illokcembypr, 72, r. [JoHeuk, 83114, YkpaunHa

CraTbsa noctynuna B pegakumio 22 cepanda 2012 roga

Memodom snexmponnozo napamacHumnozo pesonanca (I1P) uszyueno ochogHoe cocmos-
HUe NPUMECHbIX UOHO8 Gd" s monokpucmanne TmAl3(BO3z)y. Yemanoeneno, umo Gd'"
3amewaem uUoH mpexeanrenmnozo myaus. Onpedenenvl napamempvl CHUHOBO20 2aAMUTb-
monuana (g. = 1.986 +0.002; g, = g, = 1.989 +0.002; b3 = (431 £0.13)10~ cm™; b =

= (~13 £ 0.08107 em™';

memnepamypbol npueodum K YMEHbUWEeHUIO pacuienilenusl OCHO6HO20 COCMOAHUAL.

bg =04 £+ 0.12)-10_4 cm_J). Iloxazano, umo ysenuyenue

KiroueBble ciioBa: SHCKTPOHHLIP'I HapaMaI‘HHTHI:Iﬁ PE30HAHC, 60paTI:I, PECAKO3CMEIIbHBIC
HNOHBI

Memooom enexmponnoco napamacnimuoco pesonancy (EIIP) eusueno ocnosnuil cman

domiwosux ionie Gd' & monokpucmani TmAl3(BO3),. Bemanosneno, wo Gd* samingye

iOH mpusaneHmHo2o0 myuiro. BusHaueno napamempu CniH08020 2aMIiIbMOHIAHA MPUSOHATb-

Hoi cumempii (g, = 1.986 £0.002; g, = g, = 1.989 £0.002; bg = (431 i0.13)-10_4 cm_I;

by = (-13 + 0.080'10_4) em™; b = (0.4 + 0.12)-10_4 cm_l). Iokazano, wo 36inbuenns
memnepanypu npuzeo0ums 00 3MEeHUEHHS PO3UENIeHHS OCHOBHO20 CIAHY.

KurouoBi cjioBa: enekTpoHHUH MapaMarHiTHUN pe30HaHC, O0paTH, PiAKo3eMeIbHI 10HU

1. BBenenue

Bopatsr ¢ obmeit dpopmyioit RM3(BO3)4 (tme R — penxozemensHble MOHBI WITH
utTpuii, a M — TpexBanentnsle nonsl Al, Fe, Ga, Sc, Cr) npupiekatoT BHUMaHHE HC-
cienoBareNield BBUAY MX XOPOIIUX JIOMHUHECIEHTHBIX M HETMHEWHBIX ONTHYECKUX
cBOMCTB. CrIOCOOHOCTH KPUCTAJIOB BMEIIATh OOJIBIIYIO KOHIIEHTPALIUIO TIPUMECHBIX
WOHOB B COYCTAHWU C OTIMYHBIMU (DU3NICCKUMH ¥ XUMHUICCKUMHU CBOWCTBAMU TIPH-
JIaeT 3TuM OopaTram BakHOE 3HAUEHHE KaK MEpCHEeKTUBHOW cpese Uil TBepAOTENb-
HBIX J1a3epoB. HTepec K HEOONBIINM JIa3epaM ¢ HAKaYKOM CBETOIMOIaMH B 3€JICHO-
roy0oil CeKTpaIbHOM 00IaCTH MOAIEPKUBACT UCCIEIOBAHUS HOBBIX TBEPIOTENb-
HBIX JIA3EPHBIX CHCTEM, OCHOBAaHHBIX HA HEJTMHEWHBIX KpucTayiax [1-3].

B03MOXHOCTH BBOJIUTH B KPHCTAUTBI PEIKO3EMETIbHBIC MOHBI U MOHBI TPYIITIHI JKe-
Jie3a Je7aeT 3TH KPUCTAIUIBI MPHUBJICKATEIBHBIMIA C TOYKH 3PEHHMS MarHeTu3Ma, Io-

© A.A. lMpoxopos, 2013
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CKOJIbKY B3aUMOJEHCTBHE BYX MarHUTHBIX MOACUCTEM MPUBOJUT K MOSBICHUIO Psiaa
ocobeHHocTel. Tak, B3aMMOJCHCTBHE MEXKTYy MOHAMH JKelie3a B KBa3HOTHOMEPHBIX
nernoukax GdFes;(BO3)4 nmpuBomuT K aHTH()EpPPOMArHUTHOMY YHOPSIOYCHUIO TIPU
37 K, a B3auMOJEHCTBUE C PENKO3EMEIBHON MOACHCTEMON — K CIMH-TIEPEOpHEHTa-
oHHoMy tiepexony mipu 10 K [4,5]. Ipu nasnenwsx 25 u 43 GPa oOHapy»KeHbI 1Ba
ANIEKTPOHHBIX Tiepexoza [6]. B HEKOTOphIX KpuCTaliax HaOIIOJAeTCs] MarHETORJIEK-
TpudecKkuii 3PEKT, ITO TIO3BOJISIET OTHECTH UX K pa3psiLy MyJibTu(hepponkos [7,8].

HecmoTpss Ha 3HAYUTENBHOE YHUCIO PabOT, MOCBSAIIEHHBIX HCCIEAOBAHUSIM
KpPHUCTAJUIOB JJAHHOTO CEMENCTBA, MMEIOIINXCS cBeieHu o criekTpax JIIP, a cie-
JOBaT€NbHO, U 00 OCHOBHOM COCTOSIHUM TPUMECHBIX IMapaMarHUTHBIX HOHOB
BecbMa Mano. Crnekrp OIIP nona cr’ Habmronancs B paborax [9,10]. M3BecTHO
uccaenosanue cuekrpa JIIP nona Ti3+ [11], 3aHuMaro11I€TO, KaK U Cr3+, MHO3UIIHIO
A", B cratne [12] u3yuen cnektp noHa mapranua. M3 peako3zeMenbHOTo psja
nowos DITP Habmonamy Ha nonax Ce>, Er ', Yb° ' [13]u Gd®" [14,16].

[lenpto HacTosimieit paboTel ObUTO HccaenoBanue crekrpa DIIP mona Gd3+,
BHEJJPEHHOT0 B KauecTBe npumecH B kpuctami TmAl3(BOs3)4, B impokoM uHTEp-
Bajie TeMIIeparTyp.

2. Kpucraninyeckasi CTPYKTYpPa M J1eTAJIH IKCIIEPUMEHTA

Kpucramnsr cemeiictBa 6opatoB RM3(BO3)4 kKpucTammsyroTcss B CTPYKType
xantutra CaMg3(BOs3)4 ¢ mpocTpancTBeHHOM rpynnoi R32. [lapamerps! rekcaro-
HabHOU stueiiku uccneayemoro TmAI3(BO3)4 coctamsrot: a = b =9.27166(7), ¢ =
= 7.21394(7), yruet o = B = 90°, y = 120° (mpegocraBieHbl J0KTOopoM P. MuHu-
kaeBbiM, UDITAH, Bapmaga). Kpucrammuueckas crpykrypa TmAl3(BOs3)4 moka-
3aHa Ha puc. 1.

Puc. 1. Kpucramnuueckas ctpykrypa TmAl3(BO3)4
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Kpucramnsr TmAI3(BO3)4 ¢ mpumecso 0.2% Gd>* 6bum MIOJIy4Y€HbI B PE3YJib-
TaTe CIOHTAHHOW KPUCTAJUIM3AIMHN U3 pacTBOpa-paciiiaBa Mo MeTOAUKE, ONMCaH-
HOIl B pabore [16]. B kadecTBe pacTBOpUTENS MCIOJIB30BAIM MOJHUOJIAT Kalus
KsMo03019. B pactBoputens 106aBisiiii NpeaBapuTeIbHO CUHTE3UPOBAHHBIN 00-
pat ammomuaus TmyO3 + Al,O3 + H3BO3 (i B,0O3) - TmAI3(BO3)4 B K0OTHUe-
ctBe 30%, a B momyueHHy10 cMech — u3obpitounoe (10%) xonuuectso B,O3 u co-
oTBeTCTBYIOMYI0 M100aBKy (GdyO3. PocT ocymiecTBismu myTeM OXJIaXICHHs pac-
tBopa oT 1150 1m0 900°C co ckopocTthio 2 deg/h.

[Tomy4ensl po3payHbie, XOPOLIO ONPaHEHHBIE KPUCTAJUIBI C pa3MepaMu 2—3 mm.
Penxo3zeMenbHBINA HOH HAXOAUTCS B OKPYKCHHUHU IIECTH HOHOB KUCIOPO/Ia, PacIio-
JIO)KEHHBIX B yIJaxX LIECTUTpaHHOW Mpu3Mbl. OCHOBAaHUSIMU MPHU3MBI SIBISIFOTCS
MPaBWIbHBIE TPEYTOJIBHUKH, Pa3BEpPHYTHIE IPYr OTHOCUTEIHLHO Jpyra Ha He-
60110 yrou (puc. 1). ¥Y3en, B KOTOpOM HaXOIUTCS PEIKO3EMENbHBIA HOH, UME-
et cummetputo D3 [16].

3. Tonkas crpykrypa cnexkrpa IIIP

HoH TpexBaJeHTHOTO TaJOJMHHS WMEET HAIOJIOBHHY 3allOJHEHHYIO JIICK-
oA T . 8
TPOHHYIO 000710UKy ¢ KoH(purypamueit 4 1. OCHOBHOW MYyJIBTHIUIET S7/) Xapak-

TepU3yeTcs OTCYTCTBHEM OpOUTAIBLHOrO MOMeHTa L = 0 npu BeIMYMHE CIIMHOBO-
ro MoMmeHTa S = 7/2. BOCBMUKPAaTHO BBIPOXKJIEHHBIH YPOBEHb CBOOOJHOTO MOHA
TPEXBAJIEHTHOTO TI'aJJOJMHUS PaCILEIUIAEeTCs] Ha YEThIpe KPaMepCcoBBIX AyOisieTa B
KPUCTAJUTMYECKOM IoJie Tyluii-antoMuaueBoro 6opara. Crnekrp DIIP cocrout u3
CEeMHM JIMHUI MOTJIOIEHHs], 00A3aHHBIX CBOUM IPOMCXOXKAEHUEM KaK BHYTPH-, TaK
U MEXTyOJICTHBIM MEPEX0IaM.

Ha puc. 2 nmoka3an oOmiuii BUJ CIIEKTpa B OPUEHTAIIUM, KOTJ]a BHEIIIHEE Mar-
HUTHOE I0JIe NapauieapbHo ocu C3 KpUCTallia MpU ABYX XapaKTEPHBIX TEMIIEpa-
typax. [Ipu 7 = 3.8 K B cnekrpe HabII0AaI0TCS JOMOJIHUTENBHBIC JIMHUH, BBI-
3BAHHBIC HEKOHTPOJIUPYEMBIMH ITPUMECSIMH.

VYrinoBas 3aBucuMocTh cnektpa OIIP
npu 40 K nokazana Ha puc. 3. Kpucramn
Bpallajcsi B MAarHUTHOM IIOJ€ OT Ha-

npasnerus B||Cz (0 Ha ocu opauHAT) K
Hamnpasienuto BLC3 (90° Ha ocu opau-
Hat). [Ipu BpamieHnu kpucraiia B IIOC-
KOCTH, NEepNeHIUKYJIsApHON ocu (3, mo-
JIO’)KEHUE JIMHUHA OCTaBajioCh HEU3MEH-
HeiM. Kak ObUTO ycTaHOBIIEHO B pabote
[16], mpumecHbIiI MOH Gd*” 3aMeraer
MOH OCHOBHOM DPEIIETKH B y3JI€ C CUM-
MeTpueil D3, MO3TOMYy MJisl ONUCAHUS

TmAl;(BO3), npu temmeparypax, K: 7 —  CCKTpa OIIP B3T CHMHOBBIA TaMHIIb-
3.8, 2—290. B||C3 TOHHMAH TPUTOHAJIBHON CUMMETPUU:

Intensity, arb. units

Puc. 2. Crnextp DIIP (mepBas mponu3Bo-
Hasi) woHa Gd B MOHOKpHCTAJLJIE
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s, 1000, 1000, 343 1 1200, 1313, 1616
H=pBgS+—b,0, +—\b;0; +b,0; |+ ——| b Of +b;O; +b:O¢ |, 1
PBg 2260<44 44) 1260(66 6 Vs 66) (1)
rae 3 — marHetoH bopa, B — BeKTOp MarHUTHOM MHITYKITHH, S - omepaTop JJICK-
TpoHHOro cnuna, O, — cnuHoBbie oneparopsl Ctusenca [15], b)' — onpenesse-

MBbI€ TIapaMeTphl. MI3MepeHust CrieKTpa B Pa3IMIHBIX OPHUEHTAIMSIX TIOATBEPIKIAIOT

IMMPaBUJIBHOCTH BBIGpaHHOFO raMuJIbTOHHMAaHa U Jar0T OCHOBAHUC YTBCPKAATh, YTO
3+

Tak ke, kak B kpuctamuiax Y Al3(BOs3)4 u EuAl3(BO3)4, non Gd™ 3amerniaer pen-

KO3EMEJIbHBIM MOH XO35UCKOM PEIIeTKH.
O06paboTKa 3KCIIEpHUMEHTANIBHBIX JaHHBIX, oyueHHbIX pu 7' = 290 K, u pac-

4eT MmapaMeTpoB CIMHOBOTO TAMWJIBTOHHAHA IMPU MOMOINM mporpammbl EasySpin
[17] maror Takue pesynbrarel: g, = 1.986 £ 0.002; g, = g, = 1.989 £ 0.002; bg =
= (431 £0.13)10 " em™; B = (=13 £0.08)10" em™'; b2 = (0.4 £0.12)-10 " cm .
Ortcrona cnenyert, 4Tto g-pakTop MPaKTHUECKH M30TPOIHBIN, a Ha4yaJlbHOE pac-
HICTUICHUE CIICKTPa ONPENENISIOT TPH IMapaMeTpa: bg , bg u bg , T.€. CIICKTP OUYCHb
OIM30K K 4MCTO akchanbHOMy. ITapameTpsr b;;’, bg, b66 3HAQYUMO HE YJIy4IIaloT

pe3ynbTat, MO3TOMY MpPH ONMMCAHUU CHEKTPa MOXKHO OTPAHUUYUTHCS TOJIBKO aKCH-
QITBHBIMU YJIEHAMU CIIUHOBOT'O raMWJIbTOHMAHA. Tak ke, Kak B U30MOP(HBIX KPH-

cramnax YAl3(BO3)4 u EuAl3(BOs3)4 [14,16], mapametp bg IMOJIOKUTCIbHBIN.

3HAKU MapaMeTpoB bg u bg OJIHO3HAYHO OIIPENEISAIOTCS 3HAKOM IapameTpa

bg , KOTOPBIM MOJIy4YEH MYyTEM CPAaBHEHUS CHEKTPOB IMPU KOMHATHOM M TE€JIMEBOM

TeMriepatypax (cMm. puc. 2). MHTEHCUBHOCTh HU3KOIIOJICBON JUHUU TIPU HU3ZKOHU
TCMIICPATYpPC MCHBIIC WHTCHCUBHOCTHU BBICOKOIIOJICBOU JIMHUHU, CICAOBATCIIBHO,

napamerTp bg , OIIPENEIAIOIINN paCIIEIUICHUE MYJIBTUILIETA, [0JI0KUTEIIbHBIN.

4. JxcnepuMeHTAIbHbIE 3aBUCHMOCTH APaAMeTPOB OT TeMIIepaTypbl

[Tpu moHKEHUH TeMIIepaTyphbl HaOII0AaeTCsl N3MEHEHHE PACIICTUICHHUS CIICK-
Tpa. Ha puc. 4,a nokazana 3aBUCHUMOCTb TapameTpa bg = [(449.0 = 0.21)-10_4 —
—(0.062 % 0.001)-10 7] em™" ot TeMreparypbl. Ee MOKHO MPe/ICTaBUTh B BUIE
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Puc. 4. TemnepaTypHasi 3aBHCHMOCTb ITapaMeTPOB CIIMHOBOTO raMuiIbTOHHAaHA by (a) u

by (6)

IBYX obOnacteii: nuHeiHOM mpu Temmneparype Boie 100 K u mepexoaHoit Mexy
HE3aBUCHMOI OT TeMIlepaTypbl HU3KOTEMIIEpaTypHOH 00JacThi0 M JTMHEHHON ya-
CTBIO 3aBUCHUMOCTH. ClielyeT OTMETUTh OTCYTCTBHE CKayKa Ha TEMIIEpaTypHOU
3aBUCUMOCTH, KOTOPBIA HaOmtoancs B kpuctamie Y Al3(BOs)y4 [14]. Ha puc. 4,06

MIPUBEICHA 3aBUCUMOCTh OT TEMIIEpaTyphl mapameTpa bff =[(-12.82 = O.O3)~10_4 —

—(6.62 + 1.42)-10_8-7] cm_l, KOTOPBI M3MEHSIETCS JIMHEHHO B Mpe/IesiaX OIIMOKH
U3MEPECHUM.

Pacmiennenue >HEpreTHYECKUX YPOBHEH HMOHOB B S-COCTOSTHUM OOYCIIOBIICHO
panom BkIaaoB. OQUH U3 HUX CTAaTMUECKHUM, KOTOPBIA BBISBISETCS MPU HUZKOU
TeMIepaType, Koraa KoyiebaHusl pelieTKd MPAaKTUYECKH HE OKAa3bIBAIOT BIIMSHHE
Ha pacloJIOKEHUE SHEPreTUYECKUX YPOBHEH; Ipyroi, BEI3BaHHBIN KOJICOAHUSIMU
pELIEeTKH, IpOosBIseTCs MpHU OoJiee BHICOKOU TemrepaType. Bkiapl, cBsi3aHHbIE C
KOJIeOaHUSIMU PEIIeTKHU, MOTYT OBITh pa3/eNieHbl Ha JBe yacTh. [lepBas cBsizaHa ¢
TEIUIOBBIM PaCHIMpPEHUEM (CXKAaTHEM) PEIIEeTKH, BbI3BAHHBIM aHTaPMOHU3MOM KO-
ne0aHMii, a BTOpasi — 3TO TaK Ha3bIBaeMblii ()OHOHHBIN BKIIAJ.

CpaBuenune cnekrpa JIIP nona Gd" B TmAI3(BO3)4 ¢ usmMepeHHBIMU paHee
CIIEKTpaMHU Gd' s n3omopdueix kpucramiax YAl3(BO3)4 u EuAl;(BO3)4 [14,16]
MOKa3aJIo, YTO, HECMOTPSI Ha 3HAYUTEJIBHOE PACXOKICHUE BEJIMYHMH NapaMeETPOB
bg u bff , UX TeMIlepaTypHbl€ 3aBHCHMOCTH aHAJOTHYHBbI. DTO JaeT OCHOBaHUE
NPEIONI0KNATh, YTO B HCCIEAYEMOM KpHCTAIE TaK e, KaK B H30MOP(QHBIX
Y Al3(BO3)4 u EuAl3(BO3)4, TeMmiepaTypHasi 3aBUCUMOCTH ITapaMETPOB CITHHOBO-
ro raMUJIbTOHUAHA UMEET OJMHAKOBYIO MPUPOJIY, & UMEHHO ONpPeeNsieTcs TEeIIo-
BbIM pacuiMpeHueM Kpuctaiia. J[ns Gosnee 060CHOBAaHHOIO BhIBOJA O TeMIIEpa-
TYpHOM H3MEHEHHH CIIeKTpa TpeOyeTcsi NeTaJbHOE TEOPETUYECKOEe PaccMOTpe-
HUE, JUIsI KOTOPOro He0OXOIUMBl OTCYTCTBYIOIIME B HACTOsIIEE BPeMsl JaHHBIE O
(OHOHHOM CIIEKTPE KPHUCTAJUIA, YIIPYTUX CBOUCTBAX U AP.

TakuMm 06pazoMm, MpOBEJECHHBIE U3MEPEHUS MMO3BOIMIN OMPECIIUTh MapameT-
pbl cnektpa DIIP nona Gd3+, 3HaKU MapaMeTpoB, a CIEIOBATEIBHO, U TOPSAOK

34



®du3nKa 1 TeXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

PACIIONIOKEHHSI SHEPTETHYECKUX ypoBHEH. CaMbIM HUKHHUM I10 SHEPTUU SBIISICTCS
nyouser £1/2, nanee cneayrot ayonerst +3/2, £5/2, +7/2. CooTHOIIIEHHE TTapaMeT-
POB CITHHOBOT'O MAMHJIBTOHHAHA CBUICTEIBCTBYET O TOM, YTO CIIEKTP OYCHb OJIH-
30K K YHCTO aKCHAIBHOMY, a MPUMECHBIH HOH Gd*" samemaer B KpHUCTaJlie HOH
TPEeXBAJICHTHOTO TyJus. TeMiepaTypHOe H3MEHEHHE CIIEKTPa MPEINOI0KHTEIHHO
00YCJIOBJICHO TEIUIOBBIM PACIIMPEHHEM KPUCTAJLIA.

B 3aknirouenue aBTop BelpaxkaeT OnarogapHocTh JI.D. YepHsbll 3a BbIpaliyBa-
HH1e MOHOKpHcTaiuioB, A./l. IIpoxopoBy — 3a mone3Hoe 00cykAeHHE PE3yIbTaTOB,
B.II. [IpsxoHoBy u I'. Illumyak — 3a NpeIOCTaBIEHHYO BO3MOKHOCTb U3MEPEHUI
CIIEKTpa IIPU HU3KHUX Temneparypax, P. MuHukaeBy — 3a IpeaoCTaBIICHHBIE 1aH-
HBIE 0 KPUCTAJNINYECKOU CTPYKTYpE.
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A.A. Prokhorov

GROUND STATE OF THE Gd" ION IN THE TmAl3(BO3)4 SINGLE CRYSTAL

Borates with the common formula RM3(BOj3)4 where R are rare-earth ions or yttrium, M
are Al, Fe, Ga, Cr draw attention of researchers because of high luminescent and non-
linear optical properties. Possible doping of the crystals by rare-ecarth ions and ions of
iron group makes them interesting from the viewpoint of magnetism, because interaction
of two magnetic subsystems results in a number of peculiarities. Despite a great number
of papers dealing with study of this series of crystals, the available data about electron
spin resonance (ESR) spectrum and the related ground state of doping paramagnetic ions

are insufficient. For the rare-earth group, only ESR of C63+, Er'" and Yb3+, Gd®" were
observed.

The aim of the present paper was studying of ESR spectrum of the interstitial Gd*" jon in
the TmAIl3(BO3)4 crystal in a wide temperature range.

The ground state of impurity ions of Gd*" in the TmAl;3(BO3)4 single crystal was investigated
by ESR method. It was found that Gd>" substitutes the ion of trivalent thulium. The parame-
ters of spin Hamiltonian were estimated (g, = 1.986 + 0.002, g, = g, = 1.989 £ 0.002; bg =
= (431 £ 013010 em™; Y = (13 £ 0.08)10 " em™'; Y = (0.4 £ 0.12)-10* em ™).
The ratio of spin Hamiltonian parameters demonstrates that the spectrum is very close to
merely axial one. The increase in the temperature results in reduction of ground state

splitting. Temperature evolution of the spectrum is determined by heat expansion of the
crystal.

Keywords: electron spin resonance, borates, rare-earth ions

Fig. 1. Crystal structure of TmAl; (BO3)

Fig. 2. ESR spectrum (the first derivative) of the Gd>" ion in a single crystal of
TmAl3(BO3)4 at temperatures, K: 7 — 3.8, 2 —290. B||C3

Fig. 3. The angular dependence of the absorption spectrum of Gd* at T=40K

Fig. 4. Temperature dependence of the spin Hamiltonian parameters bg (a) and bé? 0)
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PACS: 71.27.+a, 71.38.+1, 75.50.Ce

B.A. bonveHko, A.W. ObayeHko, B.H. Kpusopyuko, B.KO. TapeHkosB

TYHHENbHbIN 3®®EKT B KOHTAKTAX MgBo/LCMO:
NOAJABJTIEHUME 30HbI MPOBOANMOCTU MAHITAHUTA
MNPV TEMMNEPATYPE MNMOPAOKA TEMMNEPATYPbI KIOPU

HoHeuknii PU3NKo-TEXHUYECKUI MHCTUTYT uM. A.A. lanknHa HAH YkpauHsbl
yn. P. Iltokcembypr, 72, r. JoHeuk, 83114, YkpavHa

CraTbsa noctynuna B pegakumio 27 Hos6psa 2012 roga

Memooom myHHenbHOU CHEKMPOCKONUU UCCTe008AHO GaUAHUE MEMNepamypbl Ha dHep-
eemuueckuti cnekmp maueanuma Lay;CajisMnOsz; (LCMO). TynuenvHvle KOHMAKmMbl
MgBy/LCMO npuzomosnenvl na wacmuuno obeckuciopodicentom mouxom (d < 50 A)

. . *
NOBEPXHOCNIHOM Cll0€ KPpUCmaloe Manecanuma C JTOKajibHoUu memnepamypou I(}opu TC ~

~ 150 K, menvweti obvemnoti memnepamypoi Kiopu (Tc = 250 K) LCMO. Smo noszsonu-
JI0 NpOCeoums 3a MeMnepamypHuiM UsMEHeHUeM 2NeKMPOHHO20 CHeKmpa MAHSAHUMA
6nI0Mb 00 MemMnepamypuvl nepexooa Memani—OudIeKmpuKk npu CoOXpanenuu memaniude-
CKOU Npo8ooUMOcmu 00KIA00K myHHenbHo20 koumakma MgBy/LCMO. B pesynomame

. 7
06Hapy0fceH0 pe3Koe nooasnenue (KOJZJZCU’ZC) COCMOAHUU 30HblL eg MaHeanuma npu mem-

nepamype nepexooa memani—ousiexkmpuk. Cpasnenue ¢ OAHHLIMU ONMUYECKOU CHEK-
MPOCKONUYU NOKA3bIBAEN, YN0 NPUYUHA AGTEHUS 8 THOM, YO IAEKMPOHbL NPOBOOUMOCHIU
LCMO, svinaoarowue uz xoeepenmuou 30uHoU ounamuxu npu T =~ T¢, noxkanuzyromcs,
00pasys Kogaienmuwvle C653U C UOHAMU KUCIOPoOd 6 duanasone sHepauti om —2 do -8 eV,
m.e. cyujecmeenHo Huoice yposus Depmu.

KuaroueBbie c0Ba: MaHTaHHUTHI, YPPEKT KOJIOCCATHLHOTO MArHUTHOI'O COMPOTUBIICHHUS,
30HHAS CTPYKTYpPa, TYHHEIBHBINA 2 (HEKT

Memooom myHenvbHoi cnekmpocKkonii 00CII0NCEHO GNIUE MEMNePAMypPU HA eHepeemuy-
Hutl cnekmp maneanimy Lay;3CasMnOz (LCMO). Tynenvui kommaxmu MgB/LCMO
6ynu npueomosneni Ha wacmkoso obesxucreeomy monkomy (d < 50 A) noeepxmesomy
wapi Kpucmanie Maueanimy 3 joxkaivHolo memnepamypoio Kropi Tg =~ 150 K, menworo
3a 06 emmny memnepamypy Kiopi (Tc = 250 K) LCMO. [le 0o3z6onuno npocmescumu 3a
memnepamypHoI0 3MIiHOIO eIeKMPOHHO20 CHeKMpPa MAH2AHIMY 6KIIOUHO 00 meMnepamy-
pu nepexody meman—oieleKmpux npu 30epediceHHi Memaneoi npogioHocmi 0OKIA00K
myrnenvrho2o koumaxkmy MgBy/LCMO. B pezynomami 6us6ieHo pizke NOOAGIeHHs (KO-

. 7
JZCZI’ZC) CmdaHie 30HU eg

Tlopisnsnusa 3 OaHUMU ONMUYHOI CNEKMPOCKONIT NOKA3YE, WO NPUHUHA A8UWA 8 TMOMY,

MaueaHimy npu memnepamypi nepexooy meman—o0ieleKmpux.

© B.A. bowyeHko, A.W. [ibsyeHko, B.H. Kpmsopyuko, B.FO. TapeHkos, 2013
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wo enekmponu npogionocmi LCMO, wo eunadaiome 3 Ko2epeHMHOI 30HHOI OUHAMIKU
npu T =~ T, 10Kkanizyiomscs, ymeopooyu Ko8aneHmHi 36 A3Ku 3 ioHamu KUCHIO 6 diana-
30Hi eHepeiil 810 —2 0o —8 eV, mobmo icmomno Hudicye pieus Depmi.

Karwuogi ciioBa: MaHraHiTi, €pekT KOJIOCATBHOTO MArHiTHOTO OMOPY, 30HHA CTPYKTYpa,
TYHEIBHUH ePeKT

BBenenne

MaHranuTel OTHOCATCSI K Haubosee BOCTPEOOBAaHHBIM M XOPOIIO H3yYEHHBIM
CHUJIBHOKOppEIUpoBaHHBIM cuctemaMm [1-3]. Vx 30HHas cTpykTypa OOBIYHO aHa-
JU3UPYETCs B PAMKax MOJENU JBOMHOro oOMeHa, KOTOpas HE MOXET KOJIMYeCT-
BEHHO BOCIIPOM3BECTU HAOJIOJJa€Mble KOJIOCCAIbHBIE U3MEHEHHUS! B MPOBOJUMO-
cTH npu nepexoje uepes 7¢ [1,2,4,5]. Hanbonee n3BecTHBIM NOAXO K PELLICHUIO
npo6seMbl ObUT IPeUIoKeH B pabote [5], e pa3BuTa uies, YTo MarHUTHbIHN Oec-
MOPSATOK B mapamarHuTHOU (aze (mpu 7> T¢), NPUBOIAIINA K CPAaBHUTEIHHO HE-
OOJIBIIION JIOKATM3AIlMKM HOCUTENEH, 3aIlyCKaeT MpoIecc 00pa3oBaHMs JIOKAIN30-
BaHHBIX HOCHUTEJEH (MOJIIPOHOB) 32 CYET CHUJIBHOTO 3JIEKTPOH-(OHOHHOTO B3au-
MoJeicTBus ¢ ydactueM dgdexra SAna—Temnepa. KoHCTpyKTHBHO 3Ta uaes Oblia
peanmn3oBana rpynmoit Dagotto (cMm. paboTel [6—8] 1 mMpUBEICHHBIE TaM CCHLIKH).

st SKCIepUMEHTaIbHOIO aHAJINW3a 30HHBIX CIIEKTPOB MAHTAHUTOB IIMPOKO
UCTIONIb3YyeTCsl TyHHeNbHas MeToauka [9—12]. D¢ dexTsl 30HHOM CTPYKTYphI XO-
pOILLIO MPOSIBISIFOTCS B TYHHEJIBHOW IPOBOJUMOCTH CHJIBHOKOPPEIMPOBAHHBIX
CUCTEM BOIIPEKHU U3BECTHOMY [13] «cokpamenuto XappucoHnay. [leno B ToM, 4TO
IpU TYHHEJTUPOBAHUU B MAHTAHUTBI, KOTOPbIE TAKXKE SBISIOTCA CUIBHOKOPPEIH-
POBaHHBIMU MeTayamu [3,4], «TOJBlil» JIEKTPOH «OAEBAETCSA» COOTBETCTBYIO-
IIMMH BUPTyalbHBIMU BO30YxaeHUsAMU. OqHaKO «cokpalieHue XappucoHay [13]
OTHOCHUTCSI TOJIBKO K «TOJIOMY» 3JIEKTPOHHOMY COCTOSIHHIO, U IIOTOMY B JaHHOU
CUTYyaIlMi OCOOCHHOCTH 30HHOH CTPYKTYpBI B TYHHEIIbHOW MTPOBOJIUMOCTH COXpa-
HAoTCsA. CornacHO JaHHBIM TYHHENBHOW cnekTpockonuu [9-12] u pacueram B
texuuke LDA u LDA+U [14-16] 30Ha mpOBOJIMMOCTH MaHTaHHUTA MPEACTABICHA
COCTOSHHAMMU €, €O CIIHHOM «BBEPX», «XBOCTBD» KMCIOPOIHBIX COCTOSIHUI o

g 2p

AOCTUTAKOT YPOBHSA CDepMI/I, Ha KOTOpHﬁ HC BBIXOJAT TaKXKC COCTOAHMA l‘;r g CO CIIu-

HC

HOM «BHU3». IHBIMM clTOBaMu, ¢ MO3ULIMH TyHHEJILHOTO 3Kcnepumenta [11,12] man-
ranuThl JantaHa LCMO SBIISII0TCS] 30HHBIMU TIOJIOBUHHBIMU METaJUIAMHU.

B HacTosimedd pabore METOJOM TYHHENBHOH CIIEKTPOCKOIHH ITOKA3aHO, YTO
Jla’ke 4pe3BbIUaliHO TpyAoeMKHe pacueTsl [6—8], orpaHudeHHbIe MOIUPHUIMPO-
BaHHOU (10 [4,5]) cxemoil TBOMHOTO OOMEHa, HE BCKPBHIBAIOT MOJIMHHBIN Xapak-
Tep M3MEHEHUS 30HHOW CTPYKTYypbl MAHIAHUTOB B OKPECTHOCTH TeMIEpaTypbl
Kropu 7. DxcnepuMeHT mokaszai, 4To IpU Nepexojie uepe3 Touky 7¢ 30Ha mpo-

BOAMMOCTH e, IIOJTHOCTBIO IIOJABJIACTCA, UTO OOBSACHSET KOJOCCAIHLHOE H3MEHE-

g
HUE MIPOBOAMMOCTH MAaHTaHUTA B 3TOM TeMIepaTypHOIl o0igacTu. DTOT pe3yiabTar
cornacyercs ¢ naHHbiMu ARPES [17] u pesynpraTamMu ONTHYECKUX SKCIIEPUMEH-
ToB [18,19].
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MeToauka u Pe3yJbTaThbl IKCIIEPUMCEHTA

TyHHENbHBIE KOHTAKTHl MPUTOTABIMBAIM C IIOMOIIBIO TEXHUKH CKOJIB3SIIETO
KacaHUsl METAJUIMYECKOTO IEKTpoaa nosepxHoctu kpuctamwia LCMO. B kauect-
BE DIIEKTPOJIa UCTIOIB30BaIM cBepxnpoBogHuk MgB, (7¢ = 37 K). B cootBetcT-
BUU C IPUHLIUIIAMU 3JIEKTPOHHOM TYHHEIBHOU CHEKTpOoCKONuH [13] TyHHETbHBIN
XapakTep MpoTeKaHusl Toka B KoHTakTax MgB,/LCMO mnonarsepkaaercss HaOIto-
JIEHUEM SHepreThuueckoi menu A ~ 7 meV cBepxnpoBoannka MgB, (puc. 1).

Puc. 1. Dueprerudeckass mens MgB, B
criekTpe KoHTakTa MgB,/LCMO: — —
pacuer, —#— — SKCIICPUMEHT

20 20 0 20 40

V, mV

[ mpurotoBieHust 00pasloB ¢ KpynHbIMU MUKpokpuctaimiaMu LCMO kepamu-
yeckuit mopomok Lay;3Ca;3MnQO3, moydeHHbIN MO CTAaHIAPTHOM TEXHOJIOTUH, TPEC-
coBasi B Buje TacTHHOK pazmepamu 0.1x1x10 mm nox masnenuem P ~ 20 kbar.
[Inactunku omxuramu npu temrneparype 7= 1300°C B reuenue 4 h, a 3atem —npu 7' =
= 1250°C eme B Teuenue 2 h. B pe3ynbprare B IIACTUHKAX BO3HMKANA CTPYKTypa M3
xopomo cpopMupoBaHHbIX MUKpokpuctaiuioB LCMO c¢ pasmepamu 10-15 pum. Co-
[JIACHO PEHTT€HOBCKOMY aHAJIM3Y MOy4eHHble 00pa3iibl ObLIH 0JJHO(A3HBIMU C Tapa-
METPaMH PEIIETKH, COOTBETCTBYIOIIMMH JIMTEPATypHBIM JaHHBIM [ 1,2].

M3mepenust TpaHCIIOPTHBIX XapaKTEPUCTUK MAaHTaHWTA MPOBOAWIN 110 CTaHIApT-
HOW YETBIPEX30HA0BOM cxeMme. TOKOBBIE M MOTCHIMAIBHBIE KOHTAKThl HA IJIACTUH-
kax LCMO npuroraBnvBaiy HaHECEHUEM CEpeOpsHON MACThI € MOCIEAYIOIUM Ha-
rpeBoM 10 450°C, obecrieunBaronmM auddysuro cepedpa B MOBEPXHOCTHBIA CIIOH
oOpasia. Takve KOHTAKTBHI MMEIH TMEePEXOHOE COMPOTHBIEHHE Ry ~ 107 Q-em”.
KomnoccanpHblit MarHuTOpe3uCTUBHBIN 3()(deKT (0OTHOCUTENbHOE M3MeHeHue OR/R(H)
conpotusieHust R(H) riacTUH B MarHUTHOM 1ojie /) mpu TeMmeparype >KHIKOro
azota u H = 300 Oe coctapisin Bcero 0.3%, 4To yka3pIBaeT Ha HECYIECTBEHHBIM
BKJIaJ] KOHTAKTOB MEXy IpaHyJIaMU B [IPOBOIUMOCTH 00pa3LIOB.

OCOOCHHOCTBIO JaHHOW paOOTHI SIBISETCS TO, YTO TYHHEJBHBIE KOHTAKTHI
MgB,/LCMO (conpotusneruem ~ 10 () mpuroraBivBajaM HEe Ha OYMILEHHOH MO-
BepxHOCTH KpHcTawia LCMO, a Ha 4acTHYHO 00ECKUCIOPOKEHHOM TOHKOM (d < 50 A)

o %
IIOBEPXHOCTHOM CJI0€ KPHUCTAJLIa, KOTOPBI UMEN JOKAIbHYIO Temneparypy I- ~

~ 150 K, MmHOTO MeHbIyt0 7T 00bemMa KpucTaiia. B pesynbrare TemmneparypHas
3aBUCUMOCTB IpoBOAUMOCTH G(V = () KOHTaKTa XapakTepU30BajIach ABYMs OCO-
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OCHHOCTSIMH — pE3KHMM HW3MCHCHHUEM
F3
npu T = T ¥ CyleCcTBEHHO Oollee cia-

o ipu 7= T (puc. 2).
B mpencrapisroneii MHTEpeC OKpecT-
T HOCTH TEMIIEpaTyphl Mepexojia MeTall—
JIMBJIEKTPUK ITOBEPXHOCTHOTO CJI0S1 MaH-
l ranuta (7 ~ 150 K) o6bem kpucramia
. . . MaHraHuTa (C TemrepaTypou mepexoaa
0 100 200 300 250 K) ocraBaiics B METaJLIMIECKOM (ase,
I.K YTO 00ecrneunBago MOABOJA MPUIIOKEH-
Puc. 2. TemneparypHas 3aBUCHMOCTb IIPO- HOTO 3JEKTPHUYECKOIrO IMOTEHIMana V
BomumocT G(V'= 0) konrakta MgBy/LCMO  gemocpecTBEHHO K KOHTakTy MgB)—mm-
ANEKTpUK—TI0BepXHOCTHBIN cioit LCMO.
DTO MO3BOJIWJIO MPHU MOBBIIICHUH TEMIEPaTyphl A€TATbHO MPOCIEAUTH 32 U3Me-

G(0), arb. units

0

*
HEHUEM 30HHOU cTpyKTypbl MaHranuta LCMO npu nepexone uepe3 Touky 7¢

(puc. 3). OTmeTnM, 4TO TeMIeparypa TC* = 150 K 6nu3ka k temneparype Kropu

mwieHok LCMO, koTopbie uccaeaoBaIUCh B paboTe [9] METOI0OM CKaHUPYIOUIETO
TyHHenpHOro Mukpockomna (CTM). Ho BbicOkM ypOBEHb IIyma, XapaKTEpPHBIH
JUISl CKAHUPYIOIIMX MHKPOCKOTOB (COMPOTUBIECHUE KOTOPBIX ~ 10° Q), a Takxe
JIpO’KaHHWE OCTPHUSI MUKPOCKOIIa HE MO3BOMIM aBTopaM [9,10] uaMeputh npoBo-
JTUMOCTh KOHTAKTOB C JOCTATOYHOM TOYHOCTHIO, YTOOBI OOHAPYX UTH 3P HEKT 1o-
JaBJICHUS TUIOTHOCTU COCTOSIHHMM e; npu nepexojie uepe3 Temmepatypy Kropu.

DaKTUUECKN U3MEPSIINCh XapAaKTEPUCTUKH, YCPEAHEHHBIE IO 3aIUCSAM U 1O IJI0-
IaJM KOHTAKTa, MPU 3TOM C U3MEHEHHEM TEeMIIepaTyphl yIaaoCch HAOII0IaTh W3-
MEHEHHME BEJTUYMHBI TICEBIONICNIU (TMOJABIEHUS TUIOTHOCTH SJEKTPOHHBIX CO-
CTOSTHUH B oKkpecTHOCTU ypoBHsI Depmu) [9]. Hanuuue mceBromienu XxapakTepHO
JUIT MHOTHX CHJIbHOKOPPEIMPOBAHHBIX MeTaumueckux cucteM [3]. HaGmonmenue
TaKou TceBoienu (puc. 4), Kak ¥ CBepXIPOBOIAIIEH dHepreTuueckon menu MgBy,

Puc. 3. 3aBucumocts mpo-
Boaumoctu G(V) = di/dV
koHTakTa MgB,/LCMO
npu Temmeparypax 1 =
=4.5 (1), 20 (2), 40 (3),
77 (4), 102 (5), 124 (6),
140, 187, 197, 232, 251,
269 (7-12)K

0.06

«

G, arb. units

0.03

0 L T — 1 L
-800 —400 0 400 800
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CBHUJICTETILCTBYET O TYHHEIIFHOM XapakTepe mpoxoxaeHus Toka. CormacHo puc. 4,0
ncepaomens B LCMO M0XHO anmpoKCUMHPOBaTh 3aBUCUMOCThIO G(V) = Go(1 +
+ |VIApg|"), Tne mapamerps ¥ = 0.7 u Apg = ~ 140 meV, 4To COOTBETCTBYET JaH-

HBIM, IPUBEICHHBIM B padote [20].

O6cyxaeHne pe3yJbTaToOB

CpaBHeHHME M3MEPEHHOW MPOBOJMMOCTH TYHHENbHBIX KOHTakToB MgB,/LCMO
co cnektpoM CTM [9] nokazano Ha BcraBke puc. 4,a. Kak Bugum, s pasHbIX
CHEKTPOCKOIMMYECKUX METOAMK HAOIIOAAeTCss XOpOolIee COOTBETCTBUE IHIMPHHBI
CIIEKTpa ez, -30HBI, HO B omiHuue OT AaHHbIX CTM BBICOKas 4yBCTBUTEIBHOCTD

«KJIACCUYECKO» TyHHENIbHOU criekTpockonuu [13] u cTabuIbHOCTH KOHTAKTOB
IpY U3MEHEHUH TeMIIepaTypbl NO3BOIMIN JETAIBHO MPOCIEIUTh 32 U3MEHEHUEM
30HHOM CTPYKTYpbl MaHT'aHUTA IPU MIPOXOXKIECHUH Yepe3 TC* (cM. puc. 3). IIpu ne-
pexoJie TIOBEPXHOCTHOTO CJIOSI MAHTaHUTA B «IHANIEKTpuueckyo» dazy (7' = Tg)
HaOJIIOaeTCsT KOJLIAIC el -30mb1 B TIONOCE suepruit —0.6 < el < 0.6 eV (puc. 4).

g
%k
WNubiMu cnoBamu, nipu 7'~ 1~ MaHTaHUT U3 COCTOSHUS «IIOJIOBUHHOTO METAJIIa»

0.03 | /
@ 20.99
E =
= s
o 5
L & ae
o =
) 5
S 0.90}
= 0.02 - —200 -100 100 200
P v, mV
=
<
Ny
=
S
0.01

—-800 —400 0 400 800
V, mV
Puc. 4. CpaBHeHHE TYHHETBHBIX CIEKTPOB KoHTakToB MgB,/LCMO (—0-) u Ag/LCMO

[11] (—). Ha BcraBkax: @ — TyHHenbHbIH criektp MgBo/LCMO (—A-) u nanasie CTM
[9] (—); 6 — nceBmomens B cnekTpe koHTakTa MgB,/LCMO npu 7' = 28 K (mosicHeHus B

TEKCTE)
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MEPEXOJIUT B «AUAJIEKTPUUYECKOE» COCTOsIHME cKaukoM (puc. 4,a). IlomyueHHsbii
pe3yNbTaT Ccorjliacyercs C JaHHBIMU (POTOIMHUCCHOHHOU criekTpockormu [17,21],
HO MPOTHBOPEUYUT HEaBHUM KBAaHTOBOMEXaHUYECKUM pacueTaMm B paMkax 0000-
IICHHON MOJIENN JIBOMHOTO oOMeHa [6—8]. B wacTHOCTH, 3KCIIepUMEHT (CM. puc. 1)
JIEMOHCTPUPYET HAPYUICHUE «IPaBHIa CyMM» JUIA IUIOTHOCTH €y -COCTOSHHH
kBa3u4acTuil NV(g) oc Gop—g:

o0

N(g)de = const

00

KOTOpO€ COOMI0AAOCh B pacyerax [6—8] (peabHO 3TH pacyeThl OrpaHUYMBAIUCDH
OKpECTHOCTBIO ypoBHs Pepmu B nosioce 27, riie ¢ — MaTpUYHBIN AJIEMEHT MEPECKOKa
B TaMUJIFTOHHAHE JIBOMHOTO 00MeHa, 2f ~ 1 eV [1-3]). CornacHo nanusiM ARPES u
OINTHYECKOH criekTpockornuu [17,18] HapyieHHe «IpaBuia CyMM» 00yCIIOBJICHO Iie-
pemaueir nipu 1" — T 3HAYMTENBHOM [OJM CHEKTPAIBHOTO BECA 30HHBIX € -
COCTOSIHUM Ha KBAaHTOBBIE COCTOSTHHMSI MaHTaHWTA, PACIOJIOKEHHBIE TIYyOOKO ITOJ
ypoBHeM Depmu, yero oObIYHAsE cXeMa JBOMHOro oOMeHa [5—7] He yuuThiBaeT. B
COOTBETCTBUU C pacueramMu B cxeme LDA [14—16] 3nekTpoHBI NPOBOAMMOCTH

o *
LCMO, BbImajaromye U3 30HHOM IUHAMMKH, IIpH I > - MOTIYT JIOKaIM30BaThCA,

00pa3yst KOBAJICHTHBIC CBSI3M C HOHAMH KUCIIOpOJia B paiioHe sHepruii oT —2 10 —8 eV,
T.€. CYIIIECTBEHHO HIDKE JIMANa3oHa, OXBAaThIBAEMOTO B MOJICITH JIBOMHOTO OOMEHA.

BeiBOABI

Takum o0Opa3oM, oOHapy>KEHHBIH KOJUIANC 30HBI MPOBOAMMOCTH MaHTAHUTA
npu nepexoie uepes remmnepatypy Kiopu (cm. puc. 3) mokasbiBaet, uto B d3pdexTe
KOJIOCCAJIbHOI'O MAarHUTHOTO CONPOTHBIICHMS 3a/leHCTBOBAH 3HAUYUTENIBHO OOJIb-
MK TUara3oH SHEPruid, YeM 3TO MPUHATO B CTAHAAPTHON MOJIENN IBOMHOTO 00-
MeHa [1,2] u nmaxe ee MoAuQHUIIMpPOBaHHOW cxeMe [6—8], KOTOpas y4YWUTHIBAeT
TaKXke aHTU(EepPOMArHuTHBIA 00MeH U pemerounsie 3¢ dexrsr Ana—Temnepa [5].
OTcroza crnefyer, 4To pe3koe yBEIWYeHHE CONPOTUBICHHUS MAaHTaHUTOB npu T =
~ Tc 0oOBscHSETCS HE CTOJBKO JBOMHBIM OOMEHOM, y4acTHEM B Ipolecce sH-
TEJUVIEPOBCKUX HMCKAXXEHUH M (WIK) ynopsaoyeHuem 3apsioBoro tuma [1,6—8],
CKOJIbKO 3¢ (eKTaMu CHIIBHBIX AJIEKTPOHHBIX Koppessnuii [3]. B pesynbrare mpu
T > T¢ peanuzyetcs miepeiaua COCTOSHUIM OT ypoBHS Pepmu Ha riryOuny 10 10 eV,
IZle pa3sMEIAl0TCs COCTOSHUS AIEKTPOHA, KOBAJICHTHO CBSI3aHHOTO C KUCIOPOAOM
[2,14,15,17-19].
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V.A. Boichenko, A.1. D’yachenko, V.N. Krivoruchko, V.Yu. Tarenkov

TUNNELING EFFECT IN THE MGB,/LCMO JUNCTION: SUPPRESSION
OF THE CONDUCTION BAND OF A MANGANITEAT T — T¢

The effect of temperature on energy spectrum of the Lay;3Cai;3MnO3 manganite
(LCMO) was investigated using tunneling spectroscopy. Tunnel junctions of

MgB,/LCMO were prepared on partially deoxygenated (d < 50 A) thin surface layer of
manganite crystals with Curie temperature TC* ~ 150 K, that was lower of the temperature

Tc = 250 K of the bulk LCMO. This allowed monitoring the temperature change of the
electronic spectrum of the manganite up to the temperature of the metal—insulator transi-

tion, while retaining metallic conductivity of the facings of the MgB,/LCMO tunnel

junction. As a result, sharp suppression (collapse) of states of e; band manganite at the

metal—insulator transition temperature was observed. Comparison with the optical spec-

43



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

troscopy data shows that the cause of the phenomenon is that the conduction electrons of
LCMO, falling out of the coherent dynamics of the band at 7 = T, are localized and form
covalent bonds with the oxygen ions in the energy range from —2 to —8 eV, i.e. substan-
tially below the Fermi level. Therefore, the effect of colossal magnetic resistance in-
volved much wider energy range than that in the standard double-exchange model, which
also takes into account the antiferromagnetic exchange and lattice Jan—Teller effects. It
follows that the sharp increase in the resistance of the manganites at 7 = T¢ reflects not
only double exchange, participation in the Jan—Teller distortion, charge ordering but
mostly the effects of strong electron correlations.

Keywords: manganites, effect of colossal magnetic resistance, band structure, tunnel effect
Fig. 1. MgB, energy gap in the spectrum of MgB,/LCMO junction: — — calculation, —4— —
experiment

Fig. 2. Temperature dependence of the conductance G(V = 0) of MgB,/LCMO junction

Fig. 3. Dependence of the conductance G(V) = dI/dV of the MgB,/LCMO junction at 7 =
=4.5, 20,40, 77,102, 124, 140, 187, 197, 232, 251, 269 K

Fig. 4. Comparison of the tunneling spectra of MgB,/LCMO junction (—o-) and

Ag/LCMO [11] (—). The insets: a — tunneling spectrum of MgB,/LCMO (—A-) and
STM data [9] (—); 6 — pseudogap in the spectrum of MgB,/LCMO junction at 7=28 K
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PACS: 61.46.—w

&.3. Y1aweB

KMHEMATUKA TEMEHUA N CTPYKTYPOOBPA3OBAHWME METAJNA
MNPV MHTEHCUBHOW NNACTUYECKOW OE®OPMALIAN

WMuctutyt npobnem ceepxnnactnyHoctn metannos PAH
yn. C. XantypuHa, 39, r. Yda, 450001, Poccus

Cratbsa noctynuna B pegakuuio 30 aHapa 2013 roga

Ha npumepe pasnoxananvnozo yenosozo npeccosanus (PKVII) paccmompeno énusanue
KUHeMAMUKY meyeHusi Memaula npu UHmMeHCUeHol niacmudeckoi degopmayuu (UI11/)
Ha eenuduHy Ooegpopmayuu u 0cobeHHOCmuU CMPYKmMypHulX usmeHnenuil. Iloxazana poib
COB8U2060Ul U NOBOPOMHOU Oedopmayuii 6 GOPMUPOSAHUU YIbIMPAMENKO3EPHUCTBIX
CMPYKMYp, OnpeoeieH K1a0 dMux COCMasisiiowmux 6 0ouyio degopmayuro.

KnwueBble ciaoBa: wMarepuanbHas TOYKa, TPACKTOPHS W CTENEHb JeOpMaIii,
MOBOpPOTHAs (POTAallMOHHAs) U CIBUTOBAsl COCTABILSIOMIKE edOpMalii, HEeMOHOTOHHAS
(MeHsIOIIas HaIpaBICHUE BBITSDKKK) AedopMarus, TUCTOPCHS, MOJIOCOBBIC CTPYKTYPHI,
MHKPOITOJIOCHI

Ha npuknaoi pignoxkananbHozo Kymoeozo Npecy8anHs pDO32NAHYMO 6NJIUE KiHeMamuKu
NAUHHOCII Memany npu iHmencusHit niacmuyniu oegpopmayii (II1]) na eeruuuny Oe-
gopmayii ma ocobrusocmi cmpykmypuux smin. Ilokazano pons 3cyenoi ma nogopomHoi
Oepopmayii' y gopmysanni yiempaopioHo3epHUCMUX CIMPYKIMYP | GUHAYEHO BKAA0 YUX
CKAA008UX Y 3a2aibHY Oehopmayiio.

KuarouoBi cjioBa: MaTepiaabHa TOUKa, TPAEKTOPIA 1 CTyHiHb AedopMariii, moBopoTHa (po-
TalliifHa) 1 3CyBHA CKJIaJOBi Aedopmarlii, HOMOHOTOHHA (sIKa 3MIHIO€ HANpsM BHUTSTHEH-
Hs1) Aedopmartis, AUCTOPCisl, CMYTOBi CTPYKTYPHU, MIKPOCMYTH

BBenenne

s nonmydeHus: yiabTPaMeNKO3EpPHUCTHIX M, B YaCTHOCTH, HaHOKpHCTaJUINYe-
CKUX OOBEMHBIX MaTepUaNoB, BKIIOYas MeTaUIbl, mpuMeHstoT Metoasl UII/ [1].
Takast gegopmanusi COOTBETCTBYET OOLIEYNIOTPEOUTEILHOMY TOJKOBAaHUIO CIOBA
«MHTEHCHUBHOCTBY» [2] — HE TOJIBKO KaK HalpsHKEHHOT0, YCUJICHHOTO Mpoliecca, HO
U BBICOKOIPOU3BOAMTEILHOTO Ipolecca (OPMUPOBAHUS MEIKUX 3€PEH B METall-
Jax (HECMOTps Ha TO, YTO 3TH METOMABI OCYIIECTBIIAIOT C HEOOJIBIIUMHU CKOPOCTS-
Mu nepopmupoBanusi). Beicokue ckopocT 1eopMUPOBAHUS HEMPUEMIIEMBI IS
U3MEJIbYCHUS 3epEeH B METaJlIaX, IOCKOJIbKY BO3HUKAIOIIEE B 3TOM ClIydyae MHTEH-
CHUBHOC TETUIOBBIJICIICHHE B 30HAX JIOKaM3anuu aAeopmaruu [3] mpuBOIUT K 3a-

© @.3. YTauwes, 2013
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METHOMY POCTY 3€peH M, Oojiee TOro, MOKeT CTaTh NPUYMHOM OIUIABJIEHHUS Ipa-
HUI] 3epeH U pas3pylieHus oOpasuoB [4]. CpaBHUTENBHO HEOOJBIINE CKOPOCTU
ne(pOpMHUPOBAaHUS BaXKHBI IS MMPOXOXKIEHHS PEIaKCAlMOHHBIX MPOLIECCOB U MO-
BBIIIICHUS TUTACTHYECKUX CBOMCTB MeTaiutoB mipu UITJ [5].

D¢ dexTuBHOCTh NePOpMaIMOHHOrO n3MenbueHust 3epeH meronamu UITJL oOy-
CIIOBJICHA WX KWHEMaTHYECKUMHU OCOOCHHOCTSIMH, BIUSIOIIUMH Ha HEOOXOIUMBIC
JUI HAHOCTPYKTYPUPOBAHUS METAJUIOB BEJIMUUHY M MOJIbl Aedopmanuu. Crenyer
OTMETUTh, YTO PadOT, MOCBAIMICHHBIX W3YyUYCHHIO BIMSIHUAS MEXaHHKH OOpPaOOTKH
MmetaisioB aaBieHueM (OMJI) Ha mpoucxofsiye B HUX CTPYKTYpHbIE U3MEHEHHS,
maio. Hemocratognoe ocBelIeHHE CBS3M MEXIY Ie(OPMUPOBAHHBIM M CTPYKTYp-
HBIM COCTOSIHUSIMH MeTaijia SIBJISICTCS NMPUYMHOW HEMTOOLEHKHU POJIM pa3In4HBIX
cocrapisitomux aedopmarmu B meroaax UII/. B craree Ha nmpumepe PKVYII noka-
3aHa poJIb CIBUTOBOI M MOBOPOTHOM COCTABISAIOMINX J€(POpPMAIMU B CTPYKTYpOOO-
pa30BaHMM ¥ BHINTOJTHEHA OICHKA MX BKJIA/IA B CTETIEHb JedopMary oopasiia.

Kunemartuka u neopMmupoBaHHOE COCTOSIHUE

B mexaHuke cruioniHoi cpezpsl [6] CKOpOCTh IBUKEHHUS] MaTEpUAIbHOM TOUKH,
3aJaHHOH paanyc-BeKTopoM R, MOXKHO omnpeaenuTs Kak

_dR _dRdL . dL

de dL dt dt

; (1)

I€ T — €AMHUYHBIA BEKTOpP, HAPABIICHHBIN IO KacaTeJIbHOW K TPACKTOPHUM JIBU-
XKeHHUs; L — NIMHA TPaeKTOPUH ABMXKEHMS; { — BpeMsl AedopMaliuy; V| — MOAYJIb

CKOPOCTH IBUIKCHUSA MaTepI/IaJ'II)HOI\/JI TOYKH.
CreneHb ,ZLCCI)OpMaI_[I/II/I MaTepHaﬂLHOﬁ TOYKH IpH €€ IBHIKCHHHM 3a BpeMs ¢ OT
Haydajia 10 OKOHYAaHUA ITpoHecCa OMpeaAcCIICTCA KakK

t t
ezj%dtzj%. 2)
0 0

Bbruncnum crenens nepopManuy MaTepuaabHOW TOUKH, IepeMelaonieiics o Jiu-
HUSIM, KOTOpbIE OOBIYHO pacCMaTpHUBAIOT Kak TpaeKkTopHio AsrkeHus npu PKVYIIL

Bapuaum 1. lonyctum, uro npu PKVII cornacHo [7] peanusyercst npocroit
CABUT U TPAEKTOPHUS MPEACTABIAET COOON JOMaHYIO JJUHUIO, COCTOSIIYIO U3 IBYX
OPSMBIX OTPE3KOB, CTHIKYIOIIMXCA Ha OMCCEKTpHUCE yrIja MEepeceyeHus: KaHajloB
(puc. 1).

Hanpasnenue nosist ckopocTeil TeueHus a000i MaTepuanbHOM TOUKH, HAIlPU-
mep Vi, 10 nepeceyeHns ¢ OUCCEKTPUCON COBMAAET C OChI0 BXOAHOIO KaHala, a
1ocJjie nepecedeHus ¢ OMCCeKTPUCOM CKOpocTh V; HalpaBiieHa 110 OCH BBIXOJHOTO
KaHama. M3 yclioBHs HEC)KMMAaeMOCTH METallla M COBMECTHOCTH JaedopMaruu
CIIPaBEJTMBO PABEHCTBO MOYJICH ckopoctel | V| = |V>| u Hamu4me ckadka CKOpo-
ctu AV Ha Ouccekrpuce:

AV =V, + V.. 3)
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Puc. 1. Cxema nedopmarmu npu PKVII o
BapuaHTy 1. MaTepuanpHas ToUKa 10 CIABH-
ra TIoKaszaHa B Buje KBaapara abcd, a mocie

Kaxk u mo0ast reomeTpuueckast JIMHUS,
OuccekTprica He UMeeT TOMIUHEI (O = 0).
[TosTOMy CKayk00Opa3HOE H3MEHEHHE
cKopocTH neOpMUPOBAHUS Ha HEH He-
3aBHCHMO MPHBOJHT K HEOTPAHMIEHHOMY
pocTy ckopoctu aedopmarmu & = e/dt:

: AV
& = limg g —=—>0. (4)

CoOTBETCTBEHHO CUHTYJISIPHBIN POCT
JIOJDKEH OBITh MPHCYIL BCEM TepMOMe-
XaHUYECKMM IapameTpaMm Ipoliecca,
3aBHUCSILUM OT CKOPOCTH AeopMaliui,
HanpuMmep temneparype. OTMETHM, YTO
HUKaKue CTPYKTypHble W/miu (a3oBbie
IPEBpalLEHMs], XapaKTEepPHbIE Ul CTOJIb
CYILIECTBEHHOTO0 POCTa TEMIIEpaTyphl

c/IBUTa — B BUjIe Mapauenorpamma a'b'c'd'

MeTajula B oyare jaedopmaiyu, B 3KC-
nepuMmeHTax no PKVII He oTmeuaercs.

O4eBHUIHO, YTO BBIYMCIIEHUE CTENEHU JedopMaluu JUIsl PaccMaTpUBaeMOro
BapuanTa 1o ¢opmyie e = £df cBA3aHO ¢ pa3pelIeHHeM HEOIPEIeIeHHOCTH BUa
o-0. IToaTOMy BOCHOIB3yeMCsl U3BECTHOH (OpMyIIOH, MpuBeAeHHOU B padoTe [7],
B KOTOPOH cTemneHb AedopMalvy MpH MPOCTOM CIBUIE ONpPENeNseTcss B 3aBUCHU-
MOCTH OT yIJla IEPEeCEeYEHUs] KaHAJIOB (:

e= ZCtg(O.S(D)/\/E.

Hdins o = 90° momyunm e = 1.15. biu3kue 3HaueHUs CTeneHel aedopmanuu
JIAl0T U IpyTue U3BeCcTHbIE (POPMYJIbI, MPUBECHHBIE, Hanpumep, B [1,5] aist PKYII
B IIPEIMOJIOKEHUHN O PeaIU3allui B 3TOM METOJI€ CXEMbI IPOCTOTO C/ABHTA.

Bapuanm 2. Jlomyctum, yto odvar aedopmaiuu oxBaTbiBaeT oOnactb OAB
(puc. 2). [lepemernienuto MeTamia B oyare AeGopMaivu MPEensTCTBYIOT: PEaKTHUB-
Hasl COCTABJISIONIAs CUJIbl HMKHEHM 4acTH KaHajia, CHJIbI TPEHUSI CTEHOK U MPOTH-
BOJIaBIIEHUE, OKa3blBaeMOE€ MPEAbIAYIIeH 3aroToBKoil. B pe3ynbraTe 4acth me-
Tajjla OTPBIBAETCS OT 3arOTOBKH, 00pa3ys 3acTolHy0 30HY. B kauecTBe marepu-
aJIbHOM TOYKHM, KaK U B IIEPBOM BApUAHTE, BBIACIUM 3JIEMEHT «abcdy, a B KauecT-
B€ TPAEKTOPUM BO3BMEM JIMHUIO TOKA — JYTy OKPY>KHOCTH, LIEHTP KOTOPOH COB-
MajaeT ¢ BEPIIMHON BHYTPEHHETO yria NepecedeHns KaHaloB . J[iIrHa TpaekTo-
pun L = oR, rne R — paguyc nyru. CKOpOCTh MaT€pUaIbHOW TOUYKH ONMPEICITUTCS
B Buje V' =dL/dt = @R, a ckopocTs aedopmaruu
J‘(D / do

'—=Iho,-Ilnaog;. (%)

t
Vv
e_'([fdt_ Oy O
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Puc. 2. Cxema nedopmaru mipu PKVYII o Bapmanty 2. 3amTpuxoBaHHas 9acTh — 3a-
CTOMHas 30Ha

Puc. 3. Cxema gedpopmannu npu PKYII mo BapuanTty 3. Ilone ckopocteit MaTepruaibHOM
touku M B ouare aedopmanuu ABCD: DMB — sBonsBenTa, OM = R,, — paanyc-BeKTop,
OD = ON = R — napaMeTp 3BOJBBEHTHI (panyC Kpyra, BOKpYT KOTOPOTo U3rubaeTcs 3a-
rOTOBKa), R, — palyCc KPUBU3HbI 3BOJIbBEHTHI

IIpenenbl HHTErPUPOBAHKS M) U (7 31ECH B3ATHI C YUYETOM Pa3spbIBOB IPOU3BOJI-
HOU B TOYKAX CONPSDKCHUS AYTH C MPSAMBIMU TUHUIMHA. [Ipumem oy = 0.1 rad, a
oy = 3.14/2 = 1.57 rad, ecnu yron nmepeceveHus KaHajioB o = 7/2. Beraucienue
crenenu nedopmarmu no ¢opmyie (5) npu PKVYII B oproronansHo nepecekato-
IIMXCsl KaHaIax JacT 3HaueHue e ~ 0.45.

Bapuaum 3. B paborax [5,8,9] paccMoTpen Oosiee pa3BUTHII ouar gedopma-
nuu npu PKVYII, yuutsiBaromuii, 4To OCTpasi BEPIIMHA BHYTPEHHETO yTIila B OCHA-
CTKE MOJ JeHCTBUEM CPaBHUTEIBHO HEOOJIBIIOrO JaBJIECHUS NIPECCOBAHUS CMMHA-
eTcsi, oOpasyeTcs ranrens ¢ paaumycoM R (puc. 3). Metamn B ouare nedopmanuu
ABCD nepemeniaercsi BOKpyT LeHTpa O ¢ OKpY>KHOW (TaHTe€HIMaIbHOI) CKOpO-
CTBIO V), 3a/1aBa€MO CKOPOCTBIO JIBIDKEHUS ITyaHCoHa V), = V.

B cuiibHOM30THYTOM 3aroTOBKE HEU30EKHO BO3HUKAET MACCOINEPEHOC: aTOMBbI
U3 00JacTH CKATUS TIEPEMEIAIOTCS B 00J1aCTh PaCcTSXKEHHS, a BAKAHCUU JIBUTa-
I0TCS B IIPOTUBOIOJIOXHOM HampasiieHuu. Kparuaiimeld Tpaekropueil maccore-
penoca nipu u3rude cornacHo K. @punento [10] sBisieTcss 3BOIBBEHTA OKPYKHO-
CTH, 110 KOTOPOM B IPOTUBOIOJIOKHBIE CTOPOHBI IIEPEMELIAIOTCS PA3HbIE IO 3HAKY
KpaeBble CEIrMEHTHI METeNb JUCIOKALUM, IEPEHOCS B 30HY PACTSKEHHSI aTOMBI, a
B 30HY CkaTusi — BakaHcuM. CemelcTBa TaKuX KPHUBBIX SIBISIOTCS (DU3MYECKH
000CHOBAHHBIMH TPACKTOPHUSAMU NEpPEMEILEHUsT MaTepuanbHbIX Touek npu PKVYII
BCJIEJICTBHE MX M30bITKAa B 30HE IIACTMYECKOT'O CHKATHsI 3arOTOBKU U HEJOCTaTKa
B 30HE PACTSKEHHUS.
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HarypansHoe ypaBHEHHE BOJIBBEHTHI, ONPENEISIONIee €€ JIMHY OT Hayajia B
Touke D 10 TEKYIIETo MOJIOKEHHSI TOYKU M, MOKHO OTIPEIEIHUTh PSAIOM COOTHO-
menmit: L = Ro’/2 = R.0/2 = R,p, Tie R — paguyc kpyra (WM TaiTenn), BOKPYT
KOTOpPOTO M3rubaercsi 3aroToBka; R, — paauyc KPUBU3HBI SBOJBBEHTHI, HAIpaB-
JICHHBIN OT TOYKM Ha 3BOJILBEHTE IO KacaTelbHOU K pamuycy Kpyra; R, — MOIyJIb
paaryc-BeKTOpa OT LIEHTPa Kpyra /10 TeKyIel TOYKH M Ha 3BOJBBEHTE; (¢ — YOI
MIOBOPOTA PAIyC-BEKTOPA BOJBBEHTHI; 0L — YrOJI IOBOPOTa paguyca kpyra. Ot-
METUM, YTO MEXAY YKa3aHHBIMH paJnyCaMH HMMEET MECTO COOTHOIICHHE:
R>=R*+R’.

CKOpOCTh TepeMenICHUs] MaTepUaIbHOM TOYKH IO SBOJBBEHTE ONPENCIUTCS
kak V' =dL/dt = d(@R,)/dt = R, do/dt + ¢dR,/dt, a crenienp nedopmarum — Kax

t
e:J'Kdt:J'(Pfd_(P_FJ‘R"%Zln(P_f_Hn&. (6)
oL 9% ¢ R R, 0N R

Jlig mepBoro MHTErpaja mpeneabl U3MEHEHHs YIVIOB IIPUMEM TaKUMU XK€, KaK B
BapuaHte 1. /[ BTOpOro mHTErpaia HWXKHUN IpEeAes, OYEBHJHO, paBeH R, a

BepxXHUU npeaen R =R\/1+(12 B KOTOPOM VYT'OJI 0L CBSI3aH C VIJIOM (p COOTHOIIIE-
v ) y y

HUEM: @ = a? /241+0? . Jls ¢ = /2 = 1.57 nonyuum R, = 3.4R. Iloacrasmusis

YHCIIOBbIC 3HaYeHUs B popmyiy (6), momydaem e = 1.7.

AHaJIN3 penIeHud Mo TPEM BapHaHTaM PacCMOTPUM HUXE. 3[€Ch JIMIIb OTME-
TUM, YTO B TPETHEM BapUAHTE HAKOIUICHHAs CTETEHb AePOopMaIliy ONpeesieHa C
y4eTOM BKJIAJ0B TOBOPOTHOW (MEpPBBIA WHTErpajl) U CIABUTOBOM, (opMou3Me-
HSIOMIEH (BTOPO MHTETPall) COCTABIISIIOIINX JAe(opmarium.

Yuem cosuea mesncoy muxpononocamu. B paccMOTpEeHHBIX BapuaHTax pacyera
BO BHUMAaHHE He ObUIa MPHUHSTA CIEIYIOIasi BaKHAS OCOOCHHOCTh TEUEHUS KPH-
CTAJJTMYECKOr0 MaTepuana npu pa3BUTHIX AedopMalusix, BIUSIONIAas Ha €€ Beu-
4yrHy. VI3BECTHO, YTO BCE KPUCTAJUIMUECKUE MATEPUAIIBI IPU HEKOTOPOI BETUYH-
He mactudeckor nedopmaruu (e > 0.2-0.3) HaumHAIOT (PparMEeHTUPOBATHCS
[11], unu, ipyrumMu caoBaMu, 0Opa3oBHIBATh MOJIOCOBYIO CTPYKTYPY, B YACTHOCTH
MHUKponoJiockl [12,13]. Mexay MUKpOTNOJIOCaMH BO3HUKAIOT CIIBUTH M, KaK Cle-
CTBHUE, OOJbBIIEYTIOBBIE TpaHullbl. K cIBUraM MPHUBOISAT CKAYKH TOBOPOTHOM
KOMITOHEHTHI Aedopmanuu. [IpruarHa BOBHUKHOBEHUS TAKUX CKAvKOB [5] cBsi3aHa
C TEM, YTO MaTepUalTbHBIE TOUYKH TaK e, KAK U aTOMbI B KPUCTAJUTMUECKON pe-
HIETKe, PAcIoNOkKEHHbIE Ha Pa3HBIX pajuycax B odare nedopMalnu, U3 YCIOBUS
COBMECTHOCTH TEUEHUS JOJDKHBI MEPEMENIAThCs B OKPYKHOM HAIMPABICHUH C
OJZIMHAKOBOM CKOPOCTBIO, PABHOM CKOPOCTH IyaHcoHa: V), = Vo = oR. Cnenosa-
TEJbHO, YIJI0Bas CKOPOCTh BpalleHHs YKa3aHHBIX YaCTHUIl JOJKHA ObITh MepeMeH-
HOM BenmunHOW. OAHAKO HU MEXKAY COCETHHUMH aTOMaMH, PACIIOJIOKCHHBIMH C
TOYHOCTBIO IO MalbIX YNPYyrux AedopMaluii Ha pacCTOSIHUM NapaMeTrpa Kpu-
CTAJTTMYECKON PEIIeTKH, HU MEXIy MaTepualbHbIMU TOYKAMHU B CILIOLTHOM TEJIE
pacxoXk/IeHHe U BOSHHUKHOBEHHE IYCTOT MO OMpPEIEICHHUIO CYIIHOCTU IIacTHYe-
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B

Puc. 4. Cxema x ompenenenuto aedopma-
U BCJICNICTBUE CABUTA MEXIY MHUKPOIIO-
JocaMu

CKOM gedopmanuy HEAONMYCTHUMBI B
npuHuumne. [loatomy 3TH yacTUIbl He
MOTYT IIOBOPAuMBaTbCA B oOyare Je-
dbopmaruu ¢ COOCTBEHHOW YTIJIOBOM
CKOpPOCTBIO, OTJIMYHOM OT YIVIOBOM
CKOPOCTH COCEHUX YaCTHULI.
IIpotuBopeune Mexny IBHKECHHEM
YaCTUL[ METaJula, 3aJaBacMbIM HHCT-
PYMEHTOM B KaHaJle, U YKa3aHHBIM OT-
paHUYEHUEM B UX OTHOCUTENBHBIX Ie-
PEMEILEHUSAX pa3pelIaeTcs MyTeM pas-

OWeHusT MeTaula Ha MHKPOIOJIOCHL.
Kaxnas Mukponosoca 1 Kaasi 4acTHLA B HEil TOBOPaYMBAIOTCA Ha Jyre pajauy-
COM R; ¢ OIHOH U TOH Xe YIIOBOW CKOPOCTBIO ®;, TaKOW, 4r0 V =0;R; =V, .

[Tpu 3TOM MEX)ay MHUKPOTIOIOCAMH BO3HUKAIOT CKAUYKH YTIIOBBIX CKOpOCTEH A® U
COOTBETCTBYIOIIHE IMOBOPOTHI — YTJIbl PA30PUEHTHUPOBKH HA TPAHMIAX ITOJIOC,
paBHble 0 =A®¢ (THe ¢ — BpeMs mepeMeIIeHrss MUKPOIIOIOCH B ouare nedopma-
IIUH). DT CKAYKH BBHI3BIBAIOT MEXKIY IOJIOCAMH IIacTHYeCKnue Me3ocaBuru. Om-
pelenuM B TIEPBOM MPUOIMIKEHUU JNeOpPMaInio, 00yCIOBICHHYIO 3TUMH CJIBH-
ramu, cieayromuM oopazom. [Tycte Ha puc. 4 u3o0paxkeHsl qBa pparmMeHra co-
CEIHUX MUKPOIIOJIOC KaXK1asi TOJNIIHHOM H.

Mexay monocamu BCIIEACTBHE pa3pbiBa TAHTEHIIMAIBLHONW CKOPOCTH Jedopma-
IIMM BO3HHMKACT CMEIICHUE Ha BelnunHy B. Ha Me30ypoBHE aOCONIOTHOE cMellie-
HUE MEXIy IoJIocaMH OyaeT HeOONBIINM, TIOITOMY HEOONBIIUM OYIET U yToJ
c/IBHTA Y:

yRtgY=—. (7)

K monocoobpazoBaHuio, Kak W3BECTHO, MPUBOAUT TEPEMEIICHUE IUTIONCH IHC-
KIUHAIWHA (B 00beMe — meTenb AucKiIuHaImii). [Ipu 3ToM abCOMIOTHYIO BETUYUHY
CIIBUT'a, BHI3BAHHOT'O MEPEMEIICHUEM JAUMNOJISI TUCKIMHALINY, corjacHo [11] mox-
HO OIPEACIUTh KaK

B=NB=N(QI), 3

rae N = 0/Q2 — yucno numnoneit; B — BexTop broprepca cynepauciokamnuu, o0y-
CJIOBJICHHBIN NIEPEMEILEHUEM OJHOIO IUIOJA TUCKIUMHAM; ) — BekTop PpaHka
TUCKJIMHALMY; [ = H — paccTOsIHUE MEXIY YaCTUUHBIMU AUCKIMHALUSAMY JTUTIOJSL.

Crenenp nedopmanuu Mpy CIBUTE 10 TPAHHIIE IBYX MUKPOIIOJIOC B Pe3yJbTa-
T€ MPOX0XKACHUA N TUIOJIEH BBIYMCIUM 10 BBIPAKEHUIO

L _&_NQh_ o
RNV N

VYroun pa3opueHTUpOBKH rpaHull nojoc 0 = 30-50° [14,15]. Ans cpeanero 3Ha-
yeHus O,y = 45° nonyunm e = 0.45.

)
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B utore CyMMapHas ,I[C(l)OpMaI_[I/IH ITOJIOCHI OIIPEACIIUTCA IIYTEM CJIOKCHUS CO-
CTaBJIAIOIIMX BHYTPH U HA T'PAaHULIC TOJIOCHI:

ev=ete,=1.7+045=2.15. (10)

Takum ob6pazom, s ciydas onHorpoxoaHoro PKVII 3aroroBku B optoro-
HAJIbHBIX KaHAJIaX CTENeHb Ae(opMaIiy B KaX10i MUKPOIIOIOCE, BKIIOYAsl OJHY
rpaHully, cocTaBuT e = 2.15. [IockoJIbKy TeueHHe MeTalla 3arOTOBKU JUaMETPOM
OT HECKOJIBKHMX €IUHHMII 10 JIECSITKOB MIJUTMMETPOB B ouare jaedopmarmu pa3ou-
BaeTcs Ha OOJBIIIOE MHOXECTBO (105 pa3) MHUKpPOIIOJIOC [5], UMEIONUX Mornepey-
HBIHA pazMep Mo NopsAaKy BenuuuHsl 0.1 pm, TO MOKHO IPUHATH, YTO MOJIy4YEHHAs
BEJIMYMHA TIPEJCTaBIseT co00i cpeqHee 3HAYCHHE CTENeHH JedopMamuu 3aro-
toBku nipu PKVYII.

OTMmeTHM, 4TO 3TOT pe3ynbTar MOYTH B JBa pa3a 0oJjblle 3HAUEHUS, KOTOPOE
nojy4aercs mpu pacuete i paccmorpenHoro ciaydas PKVYII (B ocHacTke ¢ op-

TOTOHAJBLHBIMU KaHAJIAMH) 0 WM3BECTHOUM (dopmyrie: e:2ctg(0.5m)/2\/§ ~1.15

WJIY TI0 €€ Bapuarusm [S].

O0cy:xnenne pe3yJibTaTOB

Pesynbratel pacdera crenenu aedopmanmu 3arotoBku npu PKVYII 3amerHo
OTIIMYAIOTCS OT 3HAYCHUH, TPUBOJUMBIX BO MHOTUX Pab0Tax, MOCBSIIEHHBIX TO-
My MeToay. [loaToMy mosydeHHbIe pe3yJbTaThl HyKAal0Tcsd B 000CHOBAaHUH KOP-
PEKTHOCTH MCIIOJIb30BAHHOM METOJIUKU OLIEHKU Ae(POPMHUPOBAHHOIO COCTOSIHUS
110 CPAaBHEHUIO C TPAIAUIIMOHHO npuMeHseMor B OM/I mpakTukoi.

B mexanuke cruomnsix cpen (MCC) nedopMUpoBaHHOE COCTOSHHE MaTepH-
albHOM TOYKH, KaK M3BECTHO, OMHCHIBAETCS TeH30poM naedopmauuu. B obmem
Clly4ae ATOT TeH30p He CUMMETPUYCH U YUUTHIBACT JTUHEIHbBIE, YTIIOBBIC U MTOBO-
pPOTHBIC KOMIIOHEHTBI HMCKaXXEHUs (IUCTOpcHH) MeTaiia npu nedopmaruu. B
teopun OMJI, moctpoenHoi Ha 6aze MCC ¢ psaoMm momymieHui, TpaguiOHHO
BO BHUMaHUE MPUHUMAIOT JIMIIb CUMMETPUYHBIN TEH30p Aedopmanuu, XoTs KpH-
CTAJJTMYECKasi pelIeTka METAJJIOB MPH IJIACTHYECKON nedopMaliui MCKaKaeTcs
HE CUMMETPHUYHO, ¥ 3TO UCKaKEHUE JIOJKHO OIMHUCHIBATHCSI TEH30POM JTUCTOPCHH,
KOTOPBIA MOXHO TPEJICTaBUTh B BHJIE CHMMETPHUYHOTO TE€H30pa AehopMaiuu u
AHTUCUMMETPUYHOIO TEH30pa moBopoTra. VrHopupoBaHue TeH30pa MOBOPOTa B
npaktuke OM/[ 00ycoBieHo TeM, YTO BO MHOTHX Ipolieccax o0paboTKu MeTall-
JIOB J1aBlieHUEM (IIPOKaTKa, BOJIOYEHHE U Jp.) IOBOPOTHI MaJlbl U MIPAKTUYECKH HE
BIUSIOT HA OPMOU3MEHEHHE 3arOTOBKH.

Opmnako nipu 60abmuX (e ~ 1) 1 HEMOHOTOHHBIX AehOpMaINHIX, T.€. OCYIIECT-
BIISIEMBIX C U3MEHEHHEM HAIIPABJICHUS BBITSKKH 3arOTOBKH, KOTOPHIE XapakKTep-
HbI 151 MeTo1oB U], moBOpoTHYIO MOy HEOOXOIUMO YUUTHIBaTh. PoJib moBO-
pOTa MOKHO MPOJIEMOHCTPUPOBATH HA MPUMEPE U3BECTHBIX T€OMETPUIECKUX 00-
pazoB nedopmanmu. OOpa3oM CHMMETPHYHOTO TEH30pa nedopmaiuu SBISICTCS
DILTUIIC, a 00pa30M aHTUCUMMETPUYHOTO TEH30pa MOBOPOTA — aKCHUAIBHBIN BEK-
TOp MOBOPOTA, MPOHU3BIBAIOIINKA 3TOT unc. Ecnu nedopmainus MOHOTOHHas,

51



®du3nKa 1 TEXHUKA BbICOKHX aaBJjienuii 2013, tom 23, Ne 1

TO BEKTOp MOBOPOTa MaJl U €ro He y4MuThiBaioT. OCH 3JUIMIICA B 3TOM Cllydae
MPAKTUYECKHU HE U3MEHSIOT CBOETO IMOJIOKEHUS B IPOCTPAHCTBE, 3aTrOTOBKA BBITSI-
I'MBAETCSl B HAIPABJICHUH, COBMAJIAIOIIEM C OOJBIINUM JTUAMETPOM 3JUIMICA. DTOT
Clly4ail COOTBETCTBYET, HAlpUMEp, MPOLECCy BOJOUEHUs MpoBOJIOKU. Eciu xe
BEKTOp MOBOPOTa OONBLIOH, AeopMaliusi HEMOHOTOHHAsA, TOTAA JUIMIIC Hempe-
PBIBHO U3MEHSET HE TOJNBKO (pOpMy, HO M HAIpaBIIEHHE CBOUX OCEH B COOTBETCT-
BUU C U3MEHEHHEM HalpaBJICHUS BBITSDKKHM 3aroToBKU. [Ipu 3TOM BO3MOXKHa cH-
Tyamws, IpA KOTOPOH B pe3yJsibTaTe 0obIioi nedopmanuu Gpopma dJUIUATICA TTPH-
oOpetaer ¢opmy, OIU3KYI0 K pPaBHOOCHOHN cepooOpa3Hoi, u Torma dopma u
pa3Mepsl 00paslia B LIEJIOM HM3MEHSIOTCSI HE3HAUUTENbHO B COMOCTaBIEHUM C UC-
XOJHBIM cocTosiHMeM. Tak, Harmpumep, npoucxoaut B ciyuyae PKVII u mpu Bce-
CTOPOHHEN KOBKE.

Kpome kocBeHHOro BiMsAHUS Ha (opMOU3MEHEHHE 00pasla, MOBOPOT MPHBO-
muT K (opmupoBanuto rpanuil. Eciu chepudeckyio o0IacTh B KpUCTAILIE YMO-
3pUTEIBHO TMOBEPHYTh BOKPYI €€ LEHTpa, TO KPUCTAI pa3fefuTcs BO3ZHHUKIIEH
IpaHuLEd Ha JIBE YacTU. XOTs B pEalbHOCTH YHCTHIX IIOBOPOTOB HE MPOUCXOIUT,
HO, KaK MOKa3aHo B padoTax [14—16], oHM BO3HUKAIOT U3 YCIOBUS COBMECTHOCTHU
TUTACTHYECKON JIeOpMaIlii, COTIPOBOXKIAIOT (POPMOU3ZMEHSIONIYIO 1e(hOpMAIIHIO
U SBIIIOTCS €€ aKKOMOJIAIIMOHHBIM MexaHu3MoM [11,17], obecneunBaronum J0-
MOJIHUTENIbHYIO PEJIaKCallMI0 N30BITOYHBIX HAIPSHKEHUH.

O cmenenu depopmayuu. Ha npaktuke nepopMUpPOBAaHHOE COCTOSHUE Me-
tajuia B OM/l yno06HO o1leHnBaTh HE TEH30paMH, a 0oJjiee IPOCTON NHBApUAHT-
HOH CKaJspHON BEIWYMHON — UCTUHHOW cTeneHnio nedopmanuu. B meTomax
UITJl, npenHa3sHayeHHbIX A7 (OPMUPOBAHUS MEIKUX PaBHOOCHBIX 3€pEH,
Ba)KHO YUYHTHIBaTh IMOBOPOTHYIO cOCTaBisomyto nedopmaruu. [ToBropHo oT-
METHUM, YTO Takas aedopmaius OTBETCTBEHHA 3a YTJIOBBIC Pa30OPHEHTHPOBKH
IPAaHUIl U TOJyYEHHUE 3epeH C paBHOOCHOU (opmoil. CoOCTBEHHO Hamuyue
3HAYUTEIBFHOTO BKJIaJa MOBOPOTHOH Aedopmanuu B oOmyro aedopManui U
ornuyaeT metoasl UIIJ] oT MmeTonoB 6o0blI0M MOHOTOHHOH Aedopmaluu, Ha-
npuMep OT MPOKATKH, IPH KOTOPOH (POPMUPYETCS MHKPOIIOIOCOBAS CTPYKTY-
pa. CootBetcTBeHHO nocie UIIJl meTannsl npuobperaroT 60s1ee U30TPOIHbIN 1
MOBBIIIEHHBIN YPOBEHbh MEXAHUUECKUX CBOWMCTB, YEM IOCIE€ MOHOTOHHOTIO Jie-
(dbopMupoBaHus, MPUBOASAIIETO K (OPMUPOBAHUIO AHU3OTPOIHOM MHUKPOIMOJIO-
COBOM CTPYKTYpHI.

O sapuanmax pacuema cmenenu degpopmayuu. OLEHKa cTeneHu aedopma-
MU 10 BapuaHTaM | M 2 HeBepHa H3-3a HENPAaBHJIBHOI'O BbIOOpA TpaeKTOpUi
JBUKEHMsI MaTepUallbHbIX yacTull. Tak, B BapuaHTe | BCieICTBUE TOTO, 4TO
ouar neopManuu ObUT MPUHAT BRIPOKICHHBIM J0 MOTIEPEYHOTO pa3Mepa JTUHUH
— OMCCEKTPUCHI yIila IepecedeHns KaHaJlOB, TPAEKTOPHUs IBUKEHHS CY3HIIaCh 10
pa3MepoB TOUYKM Ha Ouccekrpuce. HampaBiieHne cKOpoCTH TeUeHHs MeTalia B
9TOW TOYKE HM3MEHSETCS] CKAuKOM, YTO MPUBOAUT K abCypaHONW OeCKOHEYHO
00Jp1I0M BETMYMHE MTHOBEHHOM CKOpocTu aegopMauuu. B Bapuanre 2 B kaue-
CTBE TPAEGKTOPHUM JBHKEHMs B3ATa JUHMS TOKa. V3BecTHO [6], 4TO NTUHUSA TOKa
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npu GonpmMx AegopManusax (HEeCTallMOHApHBIX MpoLEeccax) HE COBMAJAeT C
TpaekTopueit nBuxenns. Merog PKVYII — 310 MeTon, B KOTOpOM 3aroTOBKH Jie-
(GopMupyIOT ¢ OOJIBLIONW CTENEHBIO, U MOITOMY OH OTHOCHTCSA K HECTal[OHap-
HOMY IIpolieccy, MPUBOJSAIIEMY K CYIIECTBEHHOMY M3MEHEHHIO CBOMCTB mare-
puana. B kadecTBe TpaekTOpUM B BapHaHTE 3 MCHOJb30BaHa (puU3HUECKU 000cC-
HOBAHHAas TPAEKTOpUs JBM)KEHHSI MaTepUaIbHBIX TOUYEK, COIIACYIOIIAsACS C KOH-
nenuuen JK. Jlarpanxa. J[BukeHHE MaTepualbHOM TOUKH 10 TaKOW TPAEKTOPUHU
YUYHUTBIBAET BCE COCTaBJAIOLIME JNeopmanuu (JIMHEHHBIE, YIJIOBbIE U TIOBOPOT-
HbI€) MOCPEJICTBOM HU3MEHEHHMs JUIMHBI paJinyCc-BEKTOpa, yIjla ero pacrojoxe-
HUS 1 KPUBU3HBI TPACKTOPUH NehOopMaluy 10 Mepe ee ouepurBaHus (Togorpa-
¢da) KOHIIOM pauyCc-BEKTOpA.

O senuuune cmenenu deghopmayuuy. B OTHOIIEHUH OLIEHKU CTETNEHU Jedopma-
LI1H, TIOJTyYEHHOMU 110 BAPUAHTY 3, BaXXHBIM OCTAE€TCsl BOIIPOC O COOTBETCTBUU MeE-
My pacCUMTaHHOMN BEIMYMHOM CTeNeHu edopMalvy U BEIUYMHON CTENEHU U3-
MEJIbYEHUsI CTPYKTYpbl B OOBEMHBIX 3aroToBkax. [1oCKoibKy 0OLIenpU3HaHHOM
METOJUKH pacyeTa crenern Aedopmaruu npu PKYII u pasmepor Gopmupyemoii
CTPYKTYPBbl, COOTBETCTBYIOILEN 3TOM CTENIEHH, HE CYLIECTBYET, TO IOCTABJICHHBIN
BOIIPOC MOYKHO OLIEHUTH JIMIIb B IIEPBOM HPUOIMKEHUN HA 0a3e COMOCTAaBIICHHS
pe3yJIbTaTOB M3BECTHBIX HKCHEPUMEHTOB MO OoJbiiuM Aedopmanusm. B pabore
[17] moka3zaHo, 4TO XOJOJHOE BOJIOYEHUE apMKO-)KeJie3a CO CTeNeHblo aedopma-
MK e = 2—3 BBI3bIBACT 00pa30BaHUE MHUKPOMOJIOC-PParMEHTOB € MONEPEYHBIMU
pasmepamu 0.1-0.3 um. K Takum xe no nopsaky BeIMYMHAM MONEPEYHBbIX pa3-
MEpPOB MUKPOIIOJIOC IIPUBOAUT XOJIOIHAs IPOKATKA HUKEJIS CO CTENEeHbIo 1edop-
Manuu 3—4 [18]. AHamoruuHeie pa3Mepbl MUKPOIIOJIOC JAET M OJHOIPOXOIHOE
paBHOKaHAJIBHOE YIJIOBOE IIPECCOBAHUE AIOMUHHUEBOM 3arOTOBKM B OCHACTKE C
OpTOTrOHAJLHBIMU KaHasamu [19].

ITpu npokaTke ¥ BOJIOYEHUN HANPABICHUE BBITSKKHA 3arOTOBKM HE MEHSETCH,
T.€. IOBOPOTHYIO MOJIy MOKHO HE€ y4MUThIBaTh. [loaTOMY JU1s1 STHX METOAOB cripa-
BeJIUBA e1Has (GOpMyIia OLEHKU CTeNeHU aedopMalii — B BUJE 3HAUYEHUS Ha-
TypajbHOIO jorapudma OT CTENEHHU BBITSKKU 3arOTOBKU (OTHOLLIEHUS KOHEUHOM
JUIMHBI 3arOTOBKU K MCXOJHOW JJIMHE). DTO 3Hau€HUe CTeneHu aegopmanuu (B
npenenax e = 2—4) MOXKHO IMPHUHSTH 32 PENEPHYIO0 «TOUYKY OTCUETa», KOTOpas He-
o0xoaMMa M AocTaroyHa Ais ¢opMHpoBaHUs Mukpormosoc. ITomyyeHHas Hamu
OLIEHKa CTeneHu JedopMaluy ¢ yYETOM OBOPOTHOM MOJIbI B BapHaHTe 3 COBMa-
JlaeT ¢ HIKHUM 3HauY€HHEM CTeNeHM JieopMaluy, He0OX0AUMON U 10CTaTOYHON
Ui 00pa3oBaHMsl MHUKporosioc. Uto kacaeTcs OONbIIMX 3HAYCHUH OedopManun
npu PKVYII, To oHM 00yc10BiI€HB HEOOXOUMOCTBIO 00ECIIEYeHUsSI MHOTOUNCIIEH-
HBIX MEPECCUYEHNN MUKPOIIOJIOC IyTEM U3MEHEHUs OpUEHTAIMM 00pa3lioB B Mpo-
X0JaxX, YTO, COOCTBEHHO, ¥ MPUBOJUT K (POPMUPOBAHHIO B HUX PABHOOCHBIX 3€pEH
CO CpPEJHUM JUaMETPOM, COBIAAAIOIIMM C TOJIIMHON MuKporosoc. Cnenyer 3a-
METHUTh, YTO IPU 3TOM JPOOJEHME MHUKPOIIOJIOC Ha 0ojiee TOHKHE IOJIOCHI He
MIPOUCXOINT, MMOCKOJIBKY JIJIsi TOTO HEOOXOIMMO, KaK IMoKa3aHo B [8,9], yMeHb-
I1aTh pa3Mepbl ovara aedopmaluu.
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F.Z. Utyaschev

KINEMATICS OF FLOW AND STRUCTURE FORMATION OF A METAL
UNDER SEVERE PLASTIC DEFORMATION

Methods of severe plastic deformation are applied to processing of ultrafine-grained,
in particular, nanocrystalline bulk materials

The efficiency of strain mechanical refinement provided by such methods is attributed
to their kinematic features affecting value and modes of deformation important for nano-
crystalline materials. The equal-angular channel pressing was considered in order to esti-
mate the role of shear and rotation deformation components of structure transformation
and their contribution to the strain value of the samples.

Three versions of evaluation are used to calculate the strain value of a mass point
(particle) during its movement along specified strain paths. In the first version, a strain
path is selected according to M. Segal and corresponds to the scheme of simple shear. In
the second version, it is in the form of current flow in a strongly curved (bent) deforma-
tion core. In the third version, physically substantiated path of mass transfer has been se-
lected in accordance with G. Lagrange concept. According to G. Freidel, an involute
curve occurs in a bent zone of such a path.

It has been shown that in the case of the first version, there occurs a singular strain rate
growth that prevents evaluation of accumulated strain in situ in a mass point at its move-
ment along the strain path. Moreover, such conception does not agree with experiments
since after ECAP, no features of structure and phase transformation typical to deforma-
tions performed at high strain rates and values are observed in metals. The strain value
was evaluated using well known equations derived by comparing geometric characteris-
tics of the initial mass point sample with the transformed mass point image after shear
deformation. The value of the accumulated strain in the mass point made by the second
version is half of that in the first case.

The value of the accumulated strain calculated by the third version is higher than in
the first case by almost twice. In this case, the contribution of both rotation and shear
strain components were taken into account as well as interfragment shear contribution.

The analysis of strain values of ECAP calculated by the mentioned three versions allows
concluding that the most plausible strain value is determined by the third version. In this case the
strain path agreed with notions of continuous systems relating large deformations. Moreover,
the kinematics of mass point flow by the third version correlates with the transformation of
structure resulting in formation of microbands and the role of linear crystal lattice defects in de-
formation and structure formation (in particular, disclinations responsible for rotation strain
component and the accumulation of angular misorientations of forming areas of disorientation).

Keywords: mass point, strain path and value, rotation and shear strain component, non-
monotonic deformation, distortion, banded structures, microbands

Fig. 1. Deformation scheme at ECAP by the variant 1. The material point before the shift
is labeled as abcd square, and that after the shift is labeled as a'b’'c’d’ parallelogram

Fig. 2. Deformation scheme at ECAP by variant 2. Hatched area is the stagnation zone

Fig. 3. Deformation scheme at ECAP by variant 3. The field velocity of material point M
in deformation region ABCD: DMB — evolvent, OM = R,, — radius vector, OD = ON — R —
evolvent parameter (radius of the circle around which the billet is bend), R, — curvature of
the evolvent

Fig. 4. Scheme of deformation caused by shift between microstripes
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PACS: 62.20.Fe, 81.40.—z

M.A. Xanmosuny

OT T’MAPO3KCTPY31N K BAPOKPNOOE®OPMMPOBAHWNIO

HauunoHarnbHbIN Hay4YHbIN LEHTP «XapbKOBCKUN (PU3NKO-TEXHUYECKUA MHCTUTYTY»
yn. Akagemudeckas, 1, r. Xapbkos, 61108, YkpauHa

CraTbsa noctynuna B pegakumio 24 Hos6psa 2012 roga

Paccmompenwvl ocobennocmu ycroguii deghopmupoganuss Memaiios npu SUOPOIKCMpPY3ul
(I'3) u bapoxpuodepopmuposanuu (BK/]), ponv smux yciosuil 6 popmuposanuu cmpyx-
Mypul U Xapaxmepe CE0UCM8, NPUOOPEmaemslx 6 pe3yabmame mako2o 0ehopmMuposansl.
Toxazano, umo 015 0OCMUICEHUST BLICOKUX IKCHIYAMAYUOHHBIX XAPAKMEPUCMUK NpU
Ooehopmuposanuu Memanios GaANCHbIM AGNAEMCS BbINOIHEHUe 00HOBPEMEHHO 000UX YC-
08Ul — HAMUYUSL CUT 8CECTNOPOHHE20 CIICAMUSL U NpoGedeHuUs 0edopMUpOBanUs Npu
KPUO2EHHBIX MeMNepamypax.

KarwueBble cjioBa: THIPOIKCTPY3HsI, BCECTOPOHHEE CKaTHe, OapokpHoaehopMUpoBa-
HUEC, KPUOI'CHHBIC TEMIIEPATypPbl, MECTAJJIBI, IPOYHOCTD, INIACTUYHOCTDH

Posensnymo ocobrueocmi ymos oegpopmysanns memanis npu 2iopoexcmpysii (I'E) i 6a-
poxpiodeghopmysanni (BKJ]), ponv yux ymos y popmysanni cmpykmypu i xapaxkmepi 61a-
cmugocmeti, npuobanux 6 pesyrvbmami makozo oegpopmysannus. Iloxazano, wo 0ns 0o-
CACHEHHS BUCOKUX XAPAKMEPUCUK Memanie npu ix 0eopmy8aHHi 8aXtCIUBUM € HAAG-
Hicmb 000X YMO8 — CUNl 8CEDIYHO20 CIMUCHEHHS | NPOBedeH sl 0eqhOPMYBAHHSL 30 KPIO2eH—
HUX meMnepamypax.

KarouoBi ciaoBa: rigpoekcTpysis, BcebiuHe CTUCHEHHS, OapokpioaedopMyBaHHs, KpioT-
SHHI TEMIIEPaTyPH, METaJIH, MIIIHICTh, INTACTHIHICTh

O6wruno ['D paccMmarpuBaeTcs Kak OAMH U3 PACIPOCTPAHCHHBIX BUIOB Ae(op-
MHUPOBaHUsI MaTEPUAIIOB, B IIEPBYIO OYEPEAb METAJUIOB U CIUIABOB, C LIEIBIO U3MeE-
HEHHS UX CBOWCTB mwin Gopmel. Tak, Hampumep, B bonbsmom PoccuiickoM SHITMK-
JIONEINYECKOM CJIOBape THAPOIKCTPY3Usl omperenseTcs Kak «o0paboTka merain-
JIOB JJABJICHUEM, IPA KOTOPOM 3aroTOBKA, IOMEIIECHHAs B 3aMKHYTBII KOHTEHHED,
BBI/IaBJIMBAETCS YEPE3 KaHaAJl MaTpUIbl BO3JECHCTBUEM Ha HEE XKHUIKOCTH BBICOKO-
ro JaBJCHUs». B EWCTBUTENIBHOCTH HE COBCEM MpaBWIbHO cuuTaTh ['D mpocto
OJTHUM M3 BapuaHTOB nedopmupoBanusd. [IponaBnuBanue marepuana yepes3 Mar-
puiy, npoucxozsimee npu ['D, MOXKET OCyIIECTBIATHCS M 0€3 HaTHMUUs IPOMEKY-
TOYHOH NepeAaroIlel JaBIeHUE CPEllbl, YTO MOATBEP)KIAETCSI MHOMOBEKOBOM HC-
topuei. ['maBHasg ocobeHHOCTH ['D cOCTOUT B TOM, UTO OHa XapaKTEPU3YETCs
0CcO0BIMU ycr08uamu n1eOpMUPOBAHUS — @ IMEHHO Jo Haudaja 1edopMUpPOBaHUs

© N.A. Xanmosuy, 2013
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3aroTOBKa IOABEPracTcs BCECTOPOHHEMY CxkaThio. Ilo cxeme, mpuBeAEHHON Ha
puc. 1,a, ypoBeHb THAPOCTATUYECKOTO JABJIEHUS, JIOCTUTAEMOro 10 Hayaua Mpo-
IIPECCOBBIBAHMSI 3arOTOBKH, OJHO3HAYHO ONPEICIAETCS NMPEACIOM TEKYy4eCTH €€
matepuaia. [loka oH He OyeT TOCTUTHYT B 30HE KOHTaKTa ¢ MaTPHUIIEH, 3arOTOB-
Ka MPOJIaBIMBAThLCS Yepe3 MaTpuUlly He HauyHeT. Takas cxema yCIeIIHO UCIIONb3Y-
eTCsl B IIPAKTUKE, B Tpou3BoACTBe. Pononavanbarkom ee Obut I1. bpumxmen [1],
B CCCP 511 pabotsl Obutu npososkensl B.M. BepeumaruusiM ¢ coTpyJHUKaMu, a
3aTeM BeIylleil opraHu3anueil B obOmactu ruaposkcTpysun cran JondTU, roe
IOUCKU HOBBIX (hOPM NMPUMEHEHUS THJIPOIKCTPY3UH MPOIOJIKAIOTCA 1O ceil IeHb
[2—4]. Oco0ble ycioBus aeopMupoBaHsl, UMEIOIIAE MECTO TP ', IPUBOIAT K
(OpPMHPOBAHUIO TAKUX CTPYKTYpP, KOTOpble MHBIM 00pa3oM He peanu3yemsl [5].
[Ipu I'D gocTaToyHO MIACTUYHBIX MATEPUAIOB HE TOJIBKO MCKIIIOYAETCS MOsBIIe-
HUE MMKpPOHECIUIOIIHOCTEH B pe3ylbTare JIedopMHpOBaHUs, HO, Oojee TOro,
MMEET MECTO 3aJICUMBAHUE UMEIOIINXCS B METAJIJIe MUKPOTPEIIHH, IOp U T.1. [6].

£

i

l Puc. 1. CxeMbl TUIPOIKCTPY3UH: @ — OOIINIA
Cciaydall THAPOIKCTPY3WH, O — UaCTHBIN
CITy4ai THIIPOIKCTPY3UU

a

[IMuaposkceTpy3ust o0ecreuynBaeT BHICOKYIO0 OJJHOPOIHOCTh MPUOOpPETAEMBIX Me-
TaJJIOM BBICOKUX (PH3UKO-MEXaHUYECKHX XapaKTePUCTHUK MO 00BEMY SKCTpyaaTa
U YCTOMYHMBOCTH IMOJTYy4Ya€MbIX CBOMCTB, HO, KaK U APYTHE CaMbleé COBPEMEHHBIC
TEXHOJIOTMH, UMEET OIPEACNICHHbIE TPaHULIbl TPUMEHUMOCTH. OIHO U3 cepbes-
HBIX OTPAaHWYEHUW — HEBO3MOXXHOCTh peanu3anuu ['D Mpu MOHMKEHHBIX HIIN
KPUOTEHHBIX TeMIlepaTypax, T.€. TOTJa, KOorja MpUMEHseMbIe B KaueCTBE CpeJibl,
nepeaaronieil 1aBlieHue, KUAKOCTH, 3aTBEPACBasi, MEPECTAIOT BBIMOIHATH 3TY
byskuio. B To ke Bpems HayaBIIHecCs €I1e B MEePBOIl TPETU MPOIIJIOro BeKa pa-
OOTBHI TIO WCCJICIOBAaHWIO CBOWCTB METAJUIOB, MPETEPIECBIINX IehOPMUPOBAHUC
IPU KPUOTEHHBIX TeMIlepaTypax, MOKa3alu BBICOKYIO 3((EKTUBHOCTh MOHHUXKE-
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HUS TeMIIepaTypsl 1edopMupoBanus. B MeTamie npu 3ToMm GopMHUPYIOTCS CTPYK-
TYpBI BBICOKOW AMCIEPCHOCTH, YTO TPUBOJUT, B YaCTHOCTH, K TAaKUM YPOBHSIM
YIPOYHEHUS MeTajla, KOTOpbIe B cilyyae Je(OPMHUPOBAHUS NMPU KOMHATHOM WK
MOBBIIICHHBIX TEMIIEpaTypax He MOCTHXKHUMBI [7-9]. Tlpu KpruoreHHbIX Temmepa-
Typax OCYILECTBIISIOT MPOKAaTKy, KOBKY, BOJIOUeHHE U Jp. B mocnennee Bpems
neGOopMHpOBaHUE B YCIIOBHSIX HU3KHX TEMIIEpaTyp MHOTJA CTAjJH Ha3bIBaTh 00-
UM TePMUHOM Kpuodegopmuposanue [10]. Ilo aHanoruu ecTeCTBEHHO OBLIO OBI
neGOopMHpPOBaHUE B YCIOBUSAX NEHCTBHS CHJI BCECTOPOHHETO (THAPOCTATHUYECKO-
ro) ckaTus (4T0, B YaCTHOCTH, UMeeT MecTo ipu ['D) Ha3bIBaTh bapoodeghopmupo-
sanuem (puc. 2).

v P 11T
Barocryodeformation Barodeformation
(deformation at cryogenic temperatures|  (deformation at allround
at allround compression) compression)
Cryodeformation Deformation r
(deformation at cryogenic in the traditional settings
I temperatures) I

Puc. 2. Paznmuunsie yenoBus neopMHUpOBaHUS MaTePHAIOB

EcrecTBeHHOE kenaHHe OOBbEIUHUTH NMPEUMYINECTBa Ae(POPMUPOBAHUSI B yC-
JIOBUSIX BCECTOPOHHETO CXKAaTHUs C TEM BBIUTPBIIIEM B YIIPOUHEHUH, KOTOPBIN JAaeT
NOHMKEHUE TeMIIepaTyphl 1e(OPMHUPOBAHUS B 00JaCTh KPUOTCHHOM, MPHUBENO K
pa3paboTKe METOJIOB M YCTPOMUCTB, MO3BOJISIONINX PEaTU30BaTh OapoKkpuodedop-
mupoeanue. Crola MOXKHO OTHECTU U KPYUEHHE 1O/ TaBJIEHUEM IIPU KPUOTEHHBIX
temriepatypax [11], u cxkatue B ob6oitme [12]. Ho Hanbosee morHO, KOHEYHO Ke,
npeumyniecTBa 1eGOpMUPOBAaHUS NPU HU3KUX TEMIIEpaTypax B YCIOBHSX Bce-
CTOPOHHETO CXKaTHs pean3yI0TCsl IIPU HU3KOTEMIIEPAaTypHON KBa3UTUAPOIKCTPY-
3un [13]. IMeHHO OHa cerofHs HepeaKo MMEHyeTcs 0apokpronedopMHUpPOBAHU-
eM. PaKTHYeCKH 3TO aHAJIOI MJIPOIKCTPY3HH, HO B KayecTBE NEepeAaroueil 1as-
JICHHE CPEebl IPUMEHSIETCSl HE JKUAKOCTh, a TBEPJIOE TEJO, IIIACTUYHOCTh KOTOPO-
ro IIPU HU3KHUX TEMIIepaTypax MHOTO BBILIE MJIACTUYHOCTH SKCTPYAUPYEMOTO Me-
Tajula win criaBa [14]. B kaHane uiIMHApPa BBICOKOTO JIaBJICHUSI, COJIEpKAIlleM
NpeHA3HAYEHHYIO0 JUIsl BBIIABIMBAHUS 3arOTOBKY, IPH 3TOM CO3JIAl0TCsl, €CTECT-
BEHHO, HE YUCTO TUPOCTATUUECKUE, a KBA3UTUPOCTATUUECKUE YCIOBUS, TOTOMY
NIEPBOHAYAJIHO 3TOT METOJ M ObLI Ha3BaH HU3KOTEMIIEPAaTYPHOH KBa3UTHIPOIKC-
Tpy3ueil. Peanuszanus storo Buga aedhopMupoBaHus MoTpedoBana pa3pabOTKU U
CO3JIaHMsl CIIEUATN3UPOBAHHBIX YCTPOMCTB, a 3aTeM, AJIS YIPOIIEHUs, — HU3KO-
TEMIEPATYPHBIX IPUCTABOK K MPOMBIIIIEHHBIM ITpeccaM [ 15—-17].

B cpaBHeHHHU ¢ HU3KOTEMIEpAaTypHBIMU MPOKATKOM, BOJOYEHUEM U JPYyTUMHU
o0paboTkamu, e K 1ehopMUPyeMOMY OOBEKTY HE NMPHUKIJIAIBIBAIOTCS CUIIBI BCe-
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CTOpOHHEro cxartus, npeumyiiectsa bK/[ oGHapykuBaroTcsi Kak B TOM, YTO B
nproOpeTaroieM BBICOKME YPOBHU YIPOYHEHHS] METaJIe OTCYTCTBYET CKJIOH-
HOCTb K XpYNKOMY pa3pylLICHUIO, TaK U B MOBBIIIEHHON TEPMOYCTOHYHUBOCTH CO3-
JAHHBIX CTPYKTYp, IOCTUTHYTBIX CBOWMCTB, YTO OIPENENSETCS COBOKYITHOCTBHIO
ycinoBui aeopMupoBaHMs M THapaMeTpoB MocieneopMalMOHHOTO OTOrpeBa
[18]. ITpu 3ToM MoOryT HaOIIOAATHCS TAKUE U3MEHEHUSI CBOMCTB U CTPYKTYpPBI Ma-
Tepuana, KOTOpble B JPYTUX YCIOBUAX J1e(OPMHUPOBAHUS HEPEATU3YEMBI, UTO WII-
JIOCTPUPYET, HAIPHUMEP, MEKTPOHHAST MUKPOCKOIHS TTOJIUKPUCTATUINIECKON Me-
1, TOJIBepruyToii mpokatke (puc. 3) [19] u kBazuruaposkcrpysuu (puc. 4) [20].
B cnyuae KBa3UTHIPOIKCTPY3HH, B OTIMYHE OT MPOKATKH, C MOHWKECHUEM TEMIIE-
patypsl 1eopMUpPOBaHUS B MeIU OOHApPYKUBAETCs (OPMUPOBAHUE YIIOPSATOUECH-
HOM, PETyJIIPHON CTPYKTYpHI, TeM OoJiee TUCTIEPCHOM, YeM HI)KE TeMIieparypa
IKCTpyaupoBanus (puc. 4,6—0).

Puc. 3. CTtpykTypa NOJUKPUCTATIINYECKOMN
Mmenu, npokatanHoil pu 300 (a), 77 (6) n
20.4 K (6) [19]

BbICOKOYTIIOBBIE Pa3BOPOTHI MPU HAJIMYNUU BCECTOPOHHETO CXKAaTHs 3aTpyIHE-
HBl. B mpoTuBHOM ciyyae morpeOoBasiach OBl JOTIOJTHHUTENBHAS paboTa MPOTHB
BHEIIIHUX CHWJI, 00€CIIeYNBAIOIINX BCECTOPOHHEE CXKATHE SKCTPYAUPYEMOrO Tela.
[Mnactudeckas nedopmanys KPUCTALIUTOB METAJJIa B 3TUX YCIOBHUSIX HJIET C HE-
3HAYUTENbHOIN pa3opUeHTale OJIM3KO pacroOKEHHBIX CJIO0EB C YepeayIOLINM-
Csl TIpM 3TOM 3HAKOM Pa30PHEHTAIMH, YTO TOATBEPKIACTCS MUKPOAH(pPaKIOH-
HbIMU HccienoBaHusaMu. Habmonaemas nedekTHas CTpyKTypa MpeAcTaBiIseT Cco-
00l AMCIOKAIIMOHHBIE CTEHKU YePEAYIOLIEroCs 3HaKa, PaBHOOTCTOSAIINE APYT OT
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Puc. 4. Crpykrypa noaukpu-
CTAUTMYECKOW MEIH, KBa3H-
TUJIPOIKCTPYUPOBAHHON TTPU
300 (a), 190 (6), 125 (8), 77
()1 20.4 K (0) [20]

Ipyra, XapakTepHU3yIOIIMeCs pPeryJspHbIM, NEPUOAMYECKUM PACIOIOKEHHUEM
[20]. dakTOop MOHMKEHUS TEMIEPATYPHI 3KCTPYAUPOBAHMS BAXKEH IOTOMY, 4TO
IIPU 3TOM MOJABJISIOTCS MPOIECCH AMHAMUYECKOTO BO3BpaTa, YTO Mpeaonpeaessi-
€T HaKOIUICHHE B MaTepualie MaKCUMaJIbHO BO3MOXKHOIN KOHIIEHTpAIMU 1e(EKTOB,
MPUBOJSIIEE MPU JaIbHEUIIEM OTEIUIEHUHU 10 KOMHATHOM TeMIiepatrypsl K oOpa-
30BaHUIO CJIOUCTOM, PETyJIIPHOM, CTaOMIBHOM CTPYKTYPHI.

Tepmuueckass yCTOMUYMBOCTh MEXAHUYECKUX XapaKTEPUCTHK KBa3WUTHIPOIKC-
TPYAUPOBAHHOW NpU HU3KUX TEMIIEpaTypax MEAM HECKOJBKO BBILIE, YEM IIOCIE
HU3KOTeMIepaTypHoil mpokaTku. OOparmraer Ha ceOsi BHUMaHUE HEOOBIYHBIN Xa-
paxTep IUIACTHYECKOW JeOopMalluy MPU HCIBITAHUSAX Ha PacTsDKEHHE 00pasIoB,
MOJIYYEHHBIX U3 MeJH, SKCTpyaupoBanHou nipu 77 u 20.4 K. Onu ympyro nedop-
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mMupytores 1o HanpsbkeHuid B 700-720 MPa, ocie yero HanpspKeHUE JTaBUHOOO-
pasHo cOpacwiBaercs 10 450—480 MPa, u manpHeWmas miactudyeckas nedopma-
Ul IPOUCXOAUT B OOpazoBaBIIEHCS IlEHKe, MPUYEM pPa3pbiB MPOUCXOIUT MPHU
HanpsokeHusax 10 500 MPa. [TapanokcanbHasi cuTyarusi, 3aKJII0YaIONIasCsS B TOM,
YTO MpeJesl TeKy4eCcTH MeTayla 3HaYMTEIbHO MPEBOCXOIUT MpeAes MPOYHOCTH,
UMeeT CBOe OOBSICHEHHE.

CriocobHOCTBIO ynpyro AeopMUpOBaTbCS BIUIOTH 1O YMOMSHYTBIX BBIILIE
700-720 MPa obnanaer chopMHUpOBaBIIAsCS MPH HU3KOTEMIIEPATypHOH KBa3u-
THJIPOIKCTPY3UH OINMCAHHAs BBIIIE peryispHas cTpykTypa (puc. 4,2,0). Ho npu
JOCTHKEHHUH TIpeiea TEKy4eCTH, KaK MOKa3aJId 3JIEKTPOHHO-MUKPOCKOITMYECKHE
UcclieIoBaHMs, B HanboJsee ciaboM Mecte oOpasia NpOMCXOUT JIABUHOOOpa3Hast
HepecTporiKa PeryysipHOM CTPYKTYpbI B SIUEUCTYIO, HE CIIOCOOHYIO BBIIEP/KHUBATH
CTOJIb OOJIBIIME HAIMpPSDKEHHs, KaK peryyspHas. B 3Toit siueuctoit cTpykrype u
MPOTEKAET BCs JaybHEHIas neopmanus BIUIOTh A0 pa3pyuienus (puc. 5) [21].

a o

Puc. 5. Ctpykrypa NOIMKpUCTAIUIMYECKON MEAU, KBAa3UTHUAPOIKCTpYaupoBaHHOU npu 77 K
Ha 60% u moaBepruyToi pactspkeHuro npu 300 K no oOpazoBanus mIeHKu: @ — B 30HE
KU, 6 — BAaIN OT mehkn [21]

Ha BO3MOXHOCTB CYIIECTBOBAHHUS TAKHX PETYIAPHBIX CTPYKTYp yKe oOparia-
JI0Ch BHUMaHuE [22]; BBICKA3bIBAJIOCh TAKXKE MPEAMNOI0KEHHE, YTO OCOOCHHOCTH
JMCJIOKAIIMOHHOTO CTPOEHHMsI M B3aMMHOTO PACIIOJIOKEHUS] CyOTpaHuI] MOTYT
CIIYy>KUTh CTPYKTYPHOM NMPUYUHOU TEPMUYECKOM M MEXAHUYECKOH YCTOHYUBOCTH
TaKUX OOBEKTOB.

[Tnactiueckoe nehopMUpoBaHHE NMPH KPHOTEHHBIX TeMIIEpaTypax B ycCIo-
BUSX BCECTOPOHHETO CXaTHsl OKa3anoch A((EKTUBHBIM METOJOM TMOBBIIICHUS
(U3UKO-MEXaHNIECKUX XapaKTEPUCTHK HE TOJIBKO TAKUX TUIACTHYHBIX METaJIIOB,
KaK MeJlb, HO U IIUPOKOT0 Kpyra KOHCTPYKIIMOHHBIX MaTE€pPHalioB, B TOM YHCIIE C
OTpaHMYEHHBIM 3aI1aCOM IJIACTUYHOCTU. BonbIIoi UK paboT, BHIIOIHEHHBIX HA
cranmu X18H10T, mokazan ee ciocoOOHOCTH yHpyro 1eGopMHUpOBATHCS BILIOTH 10
HanpspbkeHud 1.8—2.0 GPa 6e3 CKJIOHHOCTH K XpynKoMy paspyuueHuto nocie bKJI
(myTeM HU3KOTEeMIEPATyPHOW KBa3UTHUAPOIKCTPY3UU) M CHEIUATBHBIX TEPMOOO-
pabotok [23]. IIpu 3TOM HabMIOJAIICS TPAKTHUYECKH MOJTHBIN MEPEeXo UCXOTHOTO
ayCTEHUTa B BBICOKOJMCIICPCHBIH MAapTEHCHUT. DTOT SKCICPUMEHTAIBHBIN (hakT
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noTpedoBaj CHENUaIbHOIO MCCIEI0BaHUs, MOCKOJIBKY H3BECTHO, YTO HAJIUYHE
CHJI BCECTOPOHHETO C)KAaTUsl TOPMO3UT Y—0-TIEPEXO, IPOTEKAIOINN C HEKOTOPBIM
yBenuueHueM oobema. Kak okaszanock, mepexos B OCHOBHOM MMEET MECTO TOr/ia,
KOTJ]a 3ar0TOBKA YK€ Ipoluia Guibepy, T.€. BbIIUIA U3 KaMepbl BBICOKOTO JaBiie-
HUSI, HO elle peObIBaeT MpHU KPUOTCHHOM Temmeparype [24].

He MeHee BayKHBIM OKa3aJ0Ch U TO, YTO UMEET MECTO U BBICOKAs TEPMOYCTOM-
YHBOCTH CBOMCTB Je()OPMUPOBAHHON TaKUM O0pazoM CTald, yHpyro aegopmmu-
pyroweiics npu 500°C no Hanpsoxenuit 1.5—-1.6 GPa [25].

Bricokast aucriepcHOCTh AeeKTHOM CTpyKTyphl, hopmupyromeiics npu BK/I,
OKa3ajachb Ba)KHOM IPENNOCBUIKOM W ISl TOBBIIIEHUS XapaKTEPUCTUK CTaJIX
X18H10T B aycTeHUTHOM COCTOSIHMHM. Tak, B MpoIlecce MPOBEJACHUSI 0OPaTHOTO
o—y-Tiepexojia B CHEIHAIbHBIX YCIOBUSAX yaanock B 4-5 pa3 (c 0.2-0.22 no
1.0-1.1 GPa) noaHATh mpenen TEKy4ecTH CTadd B ayCTEHUTHOM COCTOSIHUU IPU
COXpPAHEHUHU BBICOKOM IIACTUYHOCTH [26].

[TpumepoM npuUMEHEHUs] HU3KOTEMIIEPATyPHOTO ACPOPMHUPOBAHUS I TTOBbI-
IIEHUS] CBOMCTB MarepHuaja B OOJIACTH BBICOKUX TEMIIEpATyp MOXKET CIIy>KUTb
ocymiectienue BK/ npu 77 K cnnaBa PE-16 (Humonuk), npenHa3zHauyeHHOTO
Ui u3Aenuid, padoTaromux npu Beicokux (10 750°C) temmeparypax. BKJI mo-
3BOJIMJIO 3HAYUTENILHO TIOBBICUTH MMPOYHOCTHBIE XapaKTEPUCTUKU (OCOOCHHO Tpe-
Jie]l TEKy4eCTH ), U3MEpeHHbIE NP KOMHATHOW TeMIlepatype, U COXpaHUTh Ooiiee
YeM MOJTYTOpPaKpaTHBIA POCT Mpejesia TEKyUYeCTH B 00JIacTU MpPEeesbHbIX TeMIle-
paTyp SKCIUTyaTaliu 3Toro criasa [27].

OddextuBHOCTh ommcanHO# cxembl BKJ kak cmoco6a moBbIICHHS (HU3HKO-
MEXaHMUYECKUX XapaKTePUCTUK OOHapyXHWjach Ha MHOTHMX MeTajulaX M CIljaBax,
OJTHAKO MPUMEHEHHUE 3TOW CXeMBI 11 00pabOTKH HU3KOIUTACTUYHBIX MaTEPHAIIOB
BCTPETUJIO TPYAHOCTU. DKCTPYIUPYEMBIE 3arOTOBKHM TEPSIIOT CIUIOIIHOCTb, pac-
TPECKUBAIOTCS MPU BBIXOJIE U3 MaTpHIbl. BeIXoa mojckazanu nmpuemsl Kiaccuye-
CKOM THAPOIKCTPY3UHU, UMEIOIIEH B CBOEM apceHase Takylo (popMy BO3JeicTBuS,
KaK TUAPOIKCTPY3Us C IPOTUBOIaBICHHEM [28].

3aBUCUMOCTH IIPENEIbHON IIACTUYHOCTH OT JABJICHMS AJI1 HU3KOIUIACTUYHBIX
MaTEepUajIoB XapaKTEpU3YIOTCS TaK Ha3blBA€MbIM MOPOTOM IUIACTUYHOCTH, T.€.
TaKUM YPOBHEM NpWIaraéMbiX K JIehOpMHPYEMOMY Tely CHUJ BCECTOPOHHEIO
CKaTusl, PU TPEBBIIICHUH KOTOPOTO Marepuan OOHApyKWBaeT IUIACTHYHOCTS,
TeM OOIIBIIYI0, YeM BBIIIE MPHIOKEHHOE naBieHue (puc. 6) [29]. Takue yciaoBus
MO>HO peajin30BaTh, MPUMEHUB CXEMy, Mpe/CTaBleHHy0 Ha puc. 1,6. [Iponas-
JMBAHUE 3arOTOBKH 4Ye€pe3 MATPHUIly OCYIIECTBIISIETCA 3a CUET Pa3HMLBI JaBICHUM
B paboueM LMIMHAPE U NPUCOEINHAEMON K HEMY KaMepe NMpOoTUBOAaBiIeHUs. YeM
0osiee BBHICOKHI ypOBEHb JIaBICHUS Mbl M3HAYaJIbHO OOecledrM B 3TOH Kamepe,
TeM Tipu 0oJiee BHICOKOM JIaBJICHUU B pa0OYeM IMIIMHAPE HAYHETCS TPOJIaBINBa-
HUE 3arOTOBKHU 4epe3 MaTpuly. MHbIMU cll0BaMu, MOSABIISETCS BO3MOXKHOCTbD IIE-
PEMECTUThCA IO IIKaje AaBJICHUHW BIpPaBO, MPEOJOJIETh MOPOrOBOE 3HAUECHHE
naBiaeHus (cM. puc. 6), BbIlIe KOTOPOro MaTepual HauyMHaeT oOHapy’KHUBaTh
nIacTUYHOCTh. IIpuMmenenue 3Toro noaxona B ciryyae bK/I, T.e. mpu KpuoreH-
HBIX TeMIIepaTypax, e B KadyecTBe pabouel cpebl UCIIOIb3YEeTCs TBEPAOE TETIO,
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Puc. 6. 3aBucumocTh MpeAeNbHON Tia-
CTHYHOCTH € TIPH Pa3pbIBe B YCIOBHSIX BCE-
CTOpPOHHETO JaBleHus P

P threshold P

noTpeOOBaI0 HOBBIX TEXHUUECKUX PELICHHUH, HO OKa3aJI0Ch BIIOJHE pealu3yeMbIM
[30]. Takyro cxemy ocymiectBienus bKJ[, mo3BonuBIIyIo 3a1aBaTh B IOCTATOYHO
LIMPOKUX MPEJENax CTapTOBOE JaBJICHUE, IPH KOTOPOM HAYMHAJICS MPOLECC IKC-
TPYAUPOBAHUSA, MOKHO paccMaTpuBaTh Kak oowuti ciyyau BK/[ (B oTinuue ot
nepopMHUpOBaHUS MO CXeMe, MOKa3aHHOW Ha puc. l,a, rae cTapToBOe JIaBJiCHUE
Hayaja SKCTPYAUPOBAHUS OJTHO3HAYHO ONPEEINIAETCS MPEAETIOM TEKYUECTH MaTe-
puana aedpopmupyemoit 3arotoBku). Cxemy, n300pakeHHYI0 Ha pHc. 1,4, Ha3bl-
BaIOT yacmHuim caydyaem BKJ[. DddekTnBHOCT, MpUMEHEHHUs 00Iero ciydas
BK/I 1151 HU3KOIUIACTUYHBIX METAJIOB WILTKOCTPUPYIOT puc. 7 u 8 [31].

OxHUM W3 TIpeuMyIecTB MpuMeHeHus obmiero ciydas BKJ sBisiercst To, 9To
OH MOKET OJJarOTBOPHO BJIMATH W Ha MaTepHajbl C JOCTATOYHBIM 3amacoM Iula-
CTUYHOCTH, HO OTHOCUTEIbHO HU3KUM ypoBHeM mnpouHocTH. Cranp X18HI10T,
noasepraytas BK] ¢ npotuBogasnenuem Bcero Ha 10—15% (e ~ 0.15), o6Hapyxu-
Jla TAKOM YpOBEHb YNPOUYHEHHS, KOTOpbIM He nocturaics npu bK/[ B orcyTcTBHE

Puc. 7. bapokpuonedopmupoBanue nansieoit craau ct50 npu 77 K: a — yacTHbI#A ciy-
yaii, ynpounerue 10-15%; 6 — obmuii ciayuaii (mpotuBozasienue ~ 3 kbar), ympoune-
Hue 50—-70% npu OTCYTCTBUU HApYLIEHUH CIUIOMIHOCTH
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Puc. 8. bapoxpuonedopmupoBanue radguus
nipu 77 K: a — dacTHbI# ciydai, 6 — o0muit
ciydaii (mpoTuBoaBiieHue ~ 6 kbar)

a o

MPOTUBOJIABIICHUS BO BCEM JOCTYITHOM JIHMaria3oHe creneHeit nedopmaruu. Umes
B MCXOJIHOM COCTOSIHUM Tipenen Tekydectu meHee 250 MPa, B pesynbrare ne-
(dopmupoBanus ¢ npuMeHeHueM obduiero ciayyas bK/] crams okaszanack croco0-
HO# HemocpeacTBeHHo nociie BK]] ynpyro aedopmupoBaTbes BIUIOTh 10 HAMps-
xkenuit 1.6—1.7 GPa, a mocne crenuanbHON TEPMOOOPAOOTKH Mpenen TeKYy4eCTH
aToil cramu goctur 2.4-2.5 GPa, (mpudem 0e3 CKIOHHOCTH K XPYyIKOMY paspy-
[ICHHIO), TIOTIEPEYHOE CyKeHUE B IIeike mpu pa3peiBe pocturaio 80—90% (tem-
nepaTrypa uchbITaHusi — KomHaTHas1) [30]. DIeKTPOHHO-MUKPOCKOMTUYECKUE HC-
CJIEZIOBAaHUS TIOKA3allk, YTO U B 3TOM CJIy4ae, HECMOTPS Ha CTOJIb HEOOJIBIIYIO Jie-
dhopmaruto pu BKJI, B cTanmm umen MecTo mpakTUYECKH TOJHBIN Y—0-TIEPeXo1, a
pasmep dparmeHTOB cTPYKTYpbl cocTaBisii 0.09—0.15 um mpu ux pazopueHTaIruu
6—8° u BeIIC [32].

3akjIo4yenmne

OcymectBienue neGopMupoBaHUs METAJIOB U CIUIABOB B YCJIOBUSAX BCECTO-
POHHETO CXaTusl (MPUMEPOM YEro B MEPBYIO OYEpE/b SBIAIOTCS THAPOIKCTPY3US
U pa3jNyHble €€ MOJEPHU3UPOBAHHBIC BUbI) MO3BOJIUIO JTOOUTHCS MOBBIIMICHUS
uX (PU3HKO-MEXaHMUECKUX XapaKTEPUCTUK U PACIIUPUTH KPYT MaTEpPHaJIOB, YbH
CBOICTBa, JlaXKe MpU HU3KOM MIACTUYHOCTH 3TUX OOBEKTOB, BO3MOXKHO CYIIECT-
BEHHO MOBBIINIATH IIACTUYECKUM JeopmupoBanueM. Ho, kak cienyer u3 u3io-
YKEHHOTO BbIIIE, BaKHEHIINM (PaKTOPOM, CIIOCOOHBIM MOBIUSATH Ha CTPYKTYpPYy U
npuoOperaemble CBOWCTBA, (OPMUPYIOLIHECS MTPH TUAPOIKCTPYAUPOBAHUH, SBIIS-
eTcs peanuzanus AeGopMHpOBaHUS MPU KPUOTEHHBIX TeMIepaTypax, T.e. BCECTO-
pOHHEe C)KaTHe W KPHOTEHHas TeMIieparypa J1e(oOpMUpPOBaHUS JOKHBI HaIUYe-
CTBOBaTh OJAHOBPEMEHHO. [IOMHMO HOMOJHUTENBHOTO MPUPOCTA MPOUYHOCTHBIX
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XapaKTEPUCTHK BaXKHBIM PE3YJIbTATOM OKa3bIBAETCS BO3MOXXHOCTh MOHUKCHUEM
TEeMIEPaTypbl 1e(OPMHUPOBAHKSI METAUIOB IOBBIINIATE MX TEPMOYCTONYHUBOCTD.
Ha nekotopeix metamiax BKJ[ mpuBomuT k (GOpMUpOBaHHIO PETYINSPHBIX -
(EKTHBIX CTPYKTYp, ONMPEISIAIONINX CIeNu(PUISCKUe yIPyTrolIacTUIeCKUe Xa-
paktepuctuku. OOHapyXUJIaCh U BO3MOXKHOCTH IMOJIy4aTh B CTalIM MPHU OOIIEM
ciygae BKJI (BK]] ¢ mpotuBoaaBiieHreM) pu BechbMa Majibix aedopmanusix (e ~ 0.15)
YIIBTPaMENKOIUCIIEPCHYIO CTPYKTYPY, 00€CIEUNBAIONIYI0 COOTBETCTBEHHO BBICO-
KHE MEXaHWYECKUE XapPaKTEPUCTUKH. 37105)KeHHOE BBIIIE TIO3BOJISIET CYUTATH pa-
3YMHBIM PacIIMPEHUE U YIITyOJICHHE UCCIICOBAHHI B ’TOM HAIIPABIICHHH.
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P.A. Khaimovich

FROM HYDROEXTRUSION TO BAROCRYODEFORMATION

A distinctive feature of hydroextrusion, which is widely used today to improve the
properties and deformation of metals and alloys, is that prior to deformation, the material
is subjected to uniform compression, at which the subsequent deformation occurs. Both
traditional hydroextrusion and new extrusion-based methods of metal processing can not
be used at cryogenic temperatures. At the same time, at deep cooling, when processes of
dynamic recovery are depressed, we can expect maximum possible concentration of de-
fects and related high density of interfaces. In the present work, schemes similar to hy-
droextrusion are described, where the deformable object is also compressed prior to be-
ginning of deformation, but these conditions are realized at cryogenic temperatures. The
presented results of such exposure of some metals and alloys indicate the possibility of
increase in their thermal stability by lowering of the temperature of deformation. Ultra-
fine structure, which provides high mechanical properties, can be obtained at low degrees
of deformation. The defect structures of high regularity were obtained, which are not ob-
served in other types of deformation. The conclusion on the expediency of expanding the
researches in this direction has been made.

Keywords: hydroextrusion, uniform, compression, barocryodeformation, cryogenic tem-
peratures, metals, strength, ductility
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Fig. 1. Schemes of hydroextrusion: a — general case of hydroextrusion, 6 — special case
of hydroextrusion

Fig. 2. Different conditions of material deformation
Fig. 3. The structure of polycrystalline copper rolled at 300 (a), 77 (6) and 20.4 K (s) [19]

Fig. 4. The structure of polycrystalline copper, deformed by quasihydroextrusion at 300
(a), 190 (6), 125 (8), 77 (e) and 20.4 K (0) [20]

Fig. 5. The structure of polycrystalline copper, deformed by quasihydroextrusion at 77 K
to 60% and then deformed by tension at room temperature until a neck [21]: a — in the
neck zone, 6 — far from the neck

Fig. 6. Dependence of the limiting plasticity at break € under hydrostatic pressure P

Fig. 7. Barocryodeformation of steel st50 at 77 K: a — special case, hardening 10-15%; 6 —
general case (backpressure ~ 3 kbar), hardening 50-70% without discontinuities

Fig. 8. Barocryodeformation of Hf at 77 K: a — special case; 6 — general case (backpres-
sure ~ 6 kbar)
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PACS: 81.20.Ev, 81.40.Vw, 81.70.—q

A.B. Nantes, A.N. TonouuH, N.KO. OkyHb

BIIMAHWE TEMIMEPATYPbI 1 JABNEHWA NMPECCOBAHUA
HA CBOMCTBA TBEPLOIO CMABA WC ¢ 25 mass% Co

WHcTuTyT npobnem matepmanoseneHus nm. U.H. dpaHuesnya HAH YkpanHbl
yn. KpxxikaHosckoro, 3, r. Kues, 03680, YkpanHa

CrtaTtbsa noctynuna B pegakuuio 22 masa 2012 roga

Hccnedosano enusnue memnepamypvl u OAIeHUsL NPECCOBAHUSL HA NIOMHOCHb, CHPYK-
mypy u mexanuueckue ceoticmaa meepooeco cniaga WC ¢ 25 mass% Co. Ilopowkosvie
3a20MOBKU YNIOMHAIU MEMOOOM YOAPHO20 20pA1e20 NPecco8aHusl 6 8aKyyme npu mem-
nepamypax 1190—1370°C npu pasznom oasnenuu om 320 oo 1280 MPa. YcmanosneHo.
ymo 6 obracmu meepoohasHO0 CNEKAHUL BO3MOICHO NOLYHeHUe NPAKMmuiecku becno-
pucmuix obpasyos cnrasa WC—-25 mass% Co. Obnapysceno Hanuuue onmuMdaibHOZ0
Oasnenus npeccoganusi (640 MPa), npu komopom obpaszyvi 061a0anu MAaAKCUMATbHBIM
VPOBHEM MEXAHUYECKUX CBOUCMSE.

KuaroueBble cjioBa: ygapHOe peccOBaHUE, TBEPABIN CIIaB, MEXaHUYECKHUE CBOMCTBA

Hocniosceno ennue memnepamypu it MUCKy HpPeCcY8AHHA HA YCMUHY, CMPYKMYpYy U
Mmexaniyni eracmugocmi mgepooeo cnaagy WC 3 25 mass% Co. [lopowxosi 3azomigxu
VWINLHIOBAIU MEMOOOM YOAPHO2O 2apA4020 NPECYBANHI Y 6AKYYMI Npu memnepamy-
pax 1190-1370 °C npu piznomy mucky 6io 320 0o 1280 MPa. Bcmarnogéneno, wo 6 00-
aacmi meepoodasHo20 CHIKAHHA MOXNCIUBE OMPUMAHHA NPAKMUYHO Oe3NOPUCMUX
spaskie cnaagy WC—-25 mass% Co. BusasieHo HAAGHICMb ONMUMALLHO20 MUCKY Npe-
cyeanns (640 MPa), npu sakomy 3pasku mMaiomes MAKCUMAIbHUU piGeHb MeXAHIUHUX
eracmugocmel.

KurouoBi ciioBa: ynapHe npecyBaHHs, TBEpAHUH CIIaB, MEXaHIuHi BIACTUBOCTI

BBenenne

BricokokobanbToBbie TBepbIe crutaBbl WC—Co UCITOJIB3YIOTCS B KAYSCTBE MH-
CTPYMEHTAJIbHBIX MaTepHalioB B HauOoJiee TSHKENbIX YCIOBUSAX IKCIUTyaTalllH, a
UMEHHO TPH TOpsiueii MTaMIIOBKE TPYIHOIE(HOPMUPYEMBIX TYyTOIUIABKHUX METa-
JIOB Y >KapOMPOYHBIX CIUIABOB, MPU XOJOJHON 0O0BEMHOM IITAMIIOBKE U3CIHI U3
MIAPUKOTIOIIITUITHUKOBBIX CTaJiel, pH BbIcagke MeTnu3oB [1-3]. B cBs3u ¢ nedu-
LHUTHOCTBIO U JOPOTOBU3HON MCXOJHBIX KOMIIOHEHTOB TaKUX CILJIABOB U OTCYTCT-
BUEM JOCTOMHOM 3aMEHBl MX JPYTUMHU MaTepHallaMHU aKTyaJbHbl MCCIICIOBAHUS

© A.B. NNantes, A.N. TonouuH, N.1O. OkyHb, 2013
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[0 M3YUYCHMIO IyTEH MOBBIIMIEHUS KauecTBa AAHHBIX CIUIaBOB. OJHMM U3 TaKHUX
HalpaBJIEHUI SBJSETCA CO3JaHHE CIUIAaBOB C ONPEACICHHON WM 3alaHHOM reo-
METPUYECKON CTPYKTYpOU. B 4acTHOCTH, i1 NMOBBILIEHUS IPOYHOCTU U TBEPIO-
CTH NPHU COXPAHEHUH OTHOCUTEIBHO BBICOKOM TPEIIMHOCTOMKOCTH TpedyeTcs Mo-
Jy4eHUe CIUIaBOB ¢ 0ojiee MEIKUMH, PaBHOMEPHO paclpeeeHHbBIMU U HE KOH-
TaKTUPYIOIUMHU MEXAy co0oi kapOuanbiMu yactuniami [4,5]. Takue TpeGoBanus
MOTYT OBITh B OIPEJEICHHON CTENEHH BBIIOJIHEHBI NPH HCIIOJIB30BaHUM METOJa
YapHOTO TOPSAYEro MPECCOBAHUS C BEICOKUM YPOBHEM SHEPI'HH, KOTOPBIH MO3BO-
JSIeT MOJTy4YaTh MPAKTHUECKHU TUIOTHBIE 00pa3Lbl IPH MOHKEHHBIX TeMIepaTypax
[6,7].

Llens maHHOM pabOTHI 3aKiIOYaIach B MCCIEAOBAaHUM BO3MOKHOCTH YIIy4ILICHUS
KauecTBa BBICOKOKOOATBTOBOIO yIapornpouHoro tBepaoro crasa WC-25 mass% Co
3a CYET COXPAHEHUs MEJIKO3EPHHUCTOM CTPYKTYpPbI IPU CHUIKEHUU TEMIIEpaTypbl
YIUIOTHEHHSI TOPOLIKOBBIX 3arOTOBOK.

MeToanka 3KcepuMeHTa

Jns uccinegoBanus Obla HCIHOJIB30BaHA CTAaHIAPTHAs MEJIKO3EpHUCTAs
TBEpAOCIUIaBHAsI CMECh MOPOIIKOB KapOuaa Boibdpama U KoOadbTa ¢ colep-
)KaHWeM TmocieaHero B koxmdectBe 25 mass% (37 vol.%). Pasmep uwacTtun
kapOua Bosb(pama B ucxoauou cmecu coctapisia 0.7—1.0 um. W3 atoit cme-
CU MPU KOMHATHOW TeMmmepaType MnpeccoBaiu OpUKETHl B BUJE LUIHHIpPUYE-
CKHX IMCKOB, KOTOpBIE 3aTE€M HarpeBajd M YIUJIOTHSUIM B BaKyyMe HE HIXKe
0.013 Pa. [Ipu yminoTHeHUH OPUKETOB BapbHPOBAIM TEMIIEPATYpPy YILUIOTHE-
HUSI U SHEPTUI0 WJIM MaKCUMallbHOE JaBlIeHHE IpeccoBaHus. J{ng Temmepary-
pel ObutH BeIOpans! ypoau 1190, 1240, 1290, 1330 u 1370°C, nns naBiaeHus —
320, 640, 960 u 1280 MPa npu mIUTEIbHOCTH U30TEPMHUUYECKON BBIACPIKKHU
10 min nepen yminotHenueMm. KoHconuaanuio OpukeTa MpOBOIUIN Ha yCTa-
HOBKE YJJapHOTO MPECCOBAHUsA, T/I€ BpeMs Mpoliecca YIUIOTHEHUSI COCTAaBIISAIIO
(1.75—2)-10_3 s (puc. 1). JIns cpaBHEHUS MPOBOJIWIA TaKXKe CBOOOTHOE CIIeKa-
HUE OPUKETOB MPHU TAKUX Ke TEMIEpaTypax, HO C JIUTEIbHOCTHIO U30TEPMHYE-
ckoit Beiaepxkku 20 min.

CripeccoBaHHbIE U CIIEYEHHBIE 3aTOTOBKU pa3pe3aji Ha MPSMOYTOJbHBIE IITa-
OMKH M ompenessii (PU3UKO-MEXaHUYEeCKHE CBOMCTBA: TUIOTHOCTh — I'HJIPOCTATH-
YECKHMM METOJOM; YAEIbHOE AJIEKTPOCONPOTUBICHUE — METOJOM TMAJCHUS Ha-
NpsDKEHUsT Ha 00paslie U 3TaJOHHOM CONPOTUBIICHUH; IIPEIeN MPOYHOCTH MPHU U3-
rule U yJapHyIo BA3KOCTh — Ha o0pa3max ¢ pazMepaMu 5 X 5 x 35 mm ¢ mupu-
HOU Mexay omopamu 30 mm; TPEIIMHOCTOWKOCTh — Ha 00pa3max ¢ pa3Mepamu
2.5 x5 X 25 mm ¢ paccTosiHueM Mexay ornopamu 20 mm, rJie TpEeIUHY BBOAWIN
AIIEKTPOUCKPOBBIM CIIOCOOOM JIaTYHHOH NpOBOJIOKOH auamerpom 0.1 mm; TBep-
nocte — nupamuaoi Bukkepca npu Harpyske 300 N. MukpocTpyKTypy U mo-
BEPXHOCTb pa3pylIeHus: 00pa3lioB N3ydalu Ha CKaHUPYIOLIEM AJIEKTPOHHOM MHUK-
pockorie Superprob 733.
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Puc. 1. 3aBUCHMOCTB YCHIIHA OT BPEMEHU MIPH YJApPHOM YIUIOTHEHMH C pa3HOW 3Heprueit
MTOPOUIKOBEIX OpHKeTOB TBepaoro cruiaBa WC—25 mass% Co: @ — MakCUMaJIbHOE YCHITHE
400 kN, 6 — 800 kN, ¢ — 1200 kN, 2 — 1600 kN. OxgHo nenenue o ocu opaunar 200 kN,

0 OCH abCIuce — 251074

Pe3yabTaTsl HCCIe10BAaHNIA M HX 00CYXK/IeHHE

OnHuM U3 Hanboee BaXKHBIX MOKa3zaTeel KauyecTBa MaTepUaoB, MOTyUYSHHBIX
METOAAMHU OPOIIKOBON METAJLITypPruy, SIBISIETCS YPOBEHb OCTaTOYHOM MOPUCTOCTH,
MOCKOJIbKY 3Ta XapaKTEPUCTHKA OKa3bIBaeT OTPULIATEIBHOE BIUSHUE MPAKTUYECKU
Ha Bce cBoiicTBa Marepuana. OCOOEHHO «UyBCTBUTEIBHBI» K TIOPUCTOCTH XPYIIKHE
Marepualibl, K KOTOPbIM MOXXHO OTHECTH Jlak€ TBEP/blE CIUIABbI C BBHICOKHM CO-
nepkanreM koOanbTa, Takue kak WC-25 mass% Co (BK25). HccnenoBanue yi-
JIOTHEHUsI JAHHOT'O CIUIaBa HECTAHIAPTHBIM METO/IOM B IIMPOKOM HMHTEpBAJe TeM-
neparyp Iokasasio, 4To OecriopucThie 00pa3ibl MOXKHO TOIYyYUTh JTUOO TPH CBO-
6o1HOM criekaHMM MX Mpu Temneparype 1370°C, T.e. B IpUCYTCTBUHU >KUAKOH (a-
3b1, JIMOO TIPY YIUIOTHEHUH B TBEPIOW (asze, HO C MPHUIIOKEHUEM BBICOKOTO JaBJie-
HUA (puc. 2,a). Eciu paccMaTpuBath pe3ynbTaThl YIUIOTHEHHs Oojiee 1eTaabHO, TO
U3 puC. 2,a CIeayeT, YTO B OOJACTH TEMIepaTypbl MOSBICHUS >KUAKOH (a3bl
(1290°C) u nmpu KOpOTKOW H30TEPMHUUECKOM BBIAEP)KKE YJapHOE MPECCOBAHHE C
nasnenreM Beime 960 MPa mosBossier momyunts Oecriopuctbiii Matepuai. [Ipu
npeccoBanuu ¢ naBieHreM 640 u 320 MPa o0pa3iisl MIMEIOT OCTaTOUHYIO TOpPHUC-
TOCTh COOTBETCTBEHHO | 1 3%. CBOOOAHOCIIEUEHHBIE 00Pa3Ilhl UCCIIEyeMOTrO TBEp-
Joro cruiasa rnpu temreparype 1290°C nokasanu nopucTocTs Ha ypoBHE 7.5%.
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Puc. 2. 3aBUCUMOCTD TIOTHOCTH (@) U yAETHLHOTO 3JIEKTPOCONPOTUBIICHHUS (0) TBEPIOTO
crutaBa WC-25 mass% Co oT TeMIieparypbl, METO/Ia U 1aBJI€HHA YIUIOTHEHHA, MPa: m —

320, @ — 640, A — 960, ¥ — 1290, © — cBOOOAHOE CIIEKAHUE

[Tpu nanpHeieM CHM)KEHUM TEMIEpaTypbl YIUIOTHEHUS! MPOMCXOJUT YBEIH-
yeHue nopuctoctu komnosuta WC-25 mass% Co. IIpu s3Tom 006pasisl, noasepr-
HYThl€ IpPECCOBaHUIO AaBieHHeM Bbiie 640 MPa, uMEOT MOPUCTOCTH OKOJIO
2.5% mnpu temmneparype ymiaotHeHus 1240°C u oxonio 7% mpu TemriepaType
1190°C, y cneueHHOro k€ TBEpAOro CILIaBa MPH ATUX TEMIIEPATypax MOPUCTOCTh
Ha ypoBHe 20 u 30% cooTBeTcTBeHHO (pHC. 2,a). YBEIUYEHUE TaBICHUS TIPECCO-
BaHMs TBEPOTO CIIaBa MO3BOJISIET CHU3UTh TEMIEPATypy YIUIOTHEHUS 11l MOITy-
YCHUS MPAKTUICCKU OECITOPUCTHIX 00PA3IIOB.

W3 npeacTaBieHHBIX HA pUC. 2,a 3aBUCUMOCTE BUJHO, YTO AJIsl 0OecredeHus
BBICOKOH IIJIOTHOCTH MaTepHasia Mpu KOHCOJIUAALUU €ro B TBEPIOH ¢aze HeoOXo-
JTUMO TIpUIIarath K o0pasily AaBieHue He Hike 640 MPa.

Kpowme ompenenenust TUIOTHOCTH TOCTIE YIUIOTHEHUS! TeTepoda3HbIX MaTepHa-
JOB B TBepAOHl (aze MHTEpEeC BBI3BIBACT TAKXKE OLIEHKA KauecTBa MeX(a3HbIX U
onHO(Da3HbIX (KapOUIHBIX) TPAHUI] WIH K€ KauyeCTBO MEKYACTUYHOTO B3aMMO-
neiictBus. O KauecTBe IpaHMIl B IEPBOM MPHOIMKEHUH MOXHO CyAUTh IO BEJIH-
YUHE YJEJIBbHOIO 3JIEKTPOCONPOTUBIEHUS 00pa3LoB. Y MEHbIIEHUE TEMIIEPATYPbI
ytotHeHus crutaBa WC-25 mass% Co ¢ 1370 go 1190°C npuBogut k yBenuue-
HUIO YJIENbHOIO AIeKTpoconpoTusienus ¢ 21 go 27 uQ-cm (puc. 2,6). 310 cBU-
JIeTEIbCTBYET, BEPOSATHO, O HEKOTOPOM YXY/IIEHUH KadyecTBa MEKYaCTUYHBIX
rpanui B o0pasmax. Heo0XxoauMo 3aMeTUTh, YTO MOBBIIICHUE JAaBJICHUS MPECCo-
BaHMs Ha BCEM JUara3oHe TeMIepaTyp MPaKTHYECKH HE MOBIUIIO HA BEJIWYUHY
YAEIBHOTO 3JEKTPOCONPOTUBIICHUS.

B orinume oT 35eKTpOCONPOTHBIIEHHUS FOPSYEPECCOBAHHBIX 00pa3LOB, AIIEK-
TPOCOIPOTHBIICHHE CIIEYCHHBIX 00PA3IIOB PE3KO BO3PACTAET C MEPEXOI0M B TBEP-
nohazHyo 00JIaCTh YIUIOTHEHUs, YTO OOBSICHSAETCS YBEIMYEHHEM IOPHCTOCTH
CIUIaBa M yXyJUIEHHEM KadecTBa rpanuil. OOpaiaer Ha ceOsi BHUMAHUE AIIEKTPO-
compoTuBiieHre criedyeHHbIX Tpu 1290°C 00pas31oB, KOTOpbIE UMEIOT MOPUCTOCTD
7.5% W 37EeKTPOCONPOTUBIICHNE HA YPOBHE CIIPECCOBAHHBIX OECTIOPUCTHIX 00pa3-
oB — 22 puQ-cm.
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JlanHOE sIBIIeHUE, BEPOSATHO, MOXKHO OOBSICHUTH TE€M, YTO CIIEKaHWE MPHU yKa-
3aHHOM Temreparype oOecreynBaeT 00pa3oBaHUE JOCTATOYHO KayeCTBEHHBIX
Mex(a3HbIX TPaHUIl B MaTepHale, a Takxke GopMUpoBaHUEe 0oiee Pa3BUTOTO Kap-
Kaca W3 KapOuaa Boib(dpama, 00namaroniero OONBIIEH AJIEKTPOIPOBOIHOCTHIO,
4yeM cBsi3Ka. J[eiCTBUTENBHO, U3 aHAJIN3a TeOMETPUUYECKUX MapaMeTpOB CTPYKTY-
pBI U, B YACTHOCTH, CTENEHHU KOHTaKTa KapOuAHbIX yacTull (cMexxHocTH Cyweywe)
CIIeYeHHBIX 00PAa3IOB CIEAYET, YTO MPH CIIeKaHUH B obsactu Temmeparyp 1290°C
o0pa3iipl 0051aaI0T TOBBIIIEHHON CMEXHOCTBIO, T.€. 0oJiee Pa3BETBICHHBIM WU
0osee xKecTKUM KapOUIHBIM KapkacoM (Taba. 1). IIlpumenenue xe naBieHus npu
YVIUIOTHEHHH 00pa3lloB TBEPJOrO CIUIaBa MO3BOJISIET MOJydaTh MaTepuan ¢ Oojee
HU3KOH CMEXHOCTBIO KapOUIHBIX YaCTHII.

Tabmmia 1
Crepeosioruyeckue XapakTepucTUKHU TBepaoro ciiiasa WC-25 mass% Co nocie
YIUIOTHEHHS CBOOOAHBIM CIIEKAHHEM M YJAAPHBIM MPECCOBAHUEM C IaBJIE€HHEM
640 MPa npu pa3HbIX TeMnepaTypax

Temmeparypa u cioco0 YIIJIOTHEHHSI
1190°C 1240°C 1290°C 1330°C 1370°C
MIpecco- |TIpecco-| creka- |[Ipecco-| CreKa- |Mpecco-| CreKa- [Ipecco-| creka-
BaHWE | BaHWE | HHWE | BaHWE | HHE | BaHWe | HHE | BaHUE | HHE
Vi 0.603 | 0.610 | 0.616 | 0.619 | 0.627 | 0.632 | 0.626 | 0.646 | 0.631

Lwc, um| 0.891 | 0.936 | 0.913 | 0.961 | 1.060 | 1.086 | 1.247 | 1.649 | 1.575
Lco, pm| 0.639 | 0.650 | 0.627 | 0.642 | 0.704 | 0.688 | 0.836 | 0.986 | 1.035
0.166 | 0.161 | 0.190 | 0.160 | 0.211 | 0.163 | 0.215 | 0.171 | 0.217

é [apametp

Cwowe

WC . .
Ilpumeuanue. Vy~ ~ — oObeMHast 107151 KapOuaHOU (a3wl, Lywc — AIUHA CPEeIHEH XOop-
Il YacTHUI] KapOuma Boibdpama, Lo, — CpemHss TONIMHA KOOATBTOBON MPOCIOWKH,
Cwce/we — CTeIleHb KOHTaKTa (CMEKHOCTh) KapOuaHOM (asbl.

HccnenoBanne MUKpPOCTPYKTYpbl 00pasuoB ciuiaBa WC-25 mass% Co mnoka-
3aJ10, 9TO C POCTOM TeMIepaTyphl UX YIUIOTHEHUS (KaK IpU CIIEKaHWH, TaK U MPHU
yIAAQpPHOM TPECCOBAHUM) MPOUCXOIUT YKPYITHEHHE KapOWAHBIX vactwil (Tadu. 1,
puc. 3 u 4). O6paruaer Ha ceOs BHUMaHHE TOT (haKT, 4TO YKpYIHEHHE KapOUTHBIX Yac-
THII B IPUCYTCTBUH KUAKOH (pa3bl Oosiee 3HaUNTEIbHOE (TPAKTUYECKH B JIBA pasa),
yeMm B TBepaodazHoil obmactu criekanus. CTpyKTypa UCCIETyeMOTro KOMITO3UTA,
MOJy4YEHHOT0 B TBEepAOW (aze, XapaKkTepu3yeTcs HEpaBHOMEPHOCTHIO pacrpee-
nenus ¢as, T.e. HATMYUEM CKOIUIEHUI KapOMIHBIX 4acTHIl U CBs3KU (puc. 4,a,0).
[Tpu Hamuuum xuakoi (asel Bo Bpems criekanus (1370°C) nabmromaercs ee nepe-
pacripenienieHie U 00pa3oBaHUe CTPYKTYPhl C OTHOCHTEIILHO PaBHOMEPHBIM pacripe-
JICTIEHUEM KapOUTHBIX YacTHUIl M KOOAJTbTOBOM CBS3KH (pHC. 4,8).

[Tpu ananu3e BIMSHUS JaBICHUS IPECCOBAHUS HA CTPYKTYPYy 00pa3IOB BaXKHO
OTMETUTh, YTO HEPABHOMEPHOE pacHpe/esieHne KOMIIOHEHTOB B MCXOJHOM IO-
POIIKOBOIM CMECU HE yAaeTcs UCIPABUTh B CIydyae TBEPAO(DA3HOTO YIUIOTHEHHS
naxe npu nasienun 1280 MPa. Kpome Toro, u3sMeHeHUe IaBjiIeHUS IPECCOBAHUS
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Puc. 3. Crpykrypa obpasuoB cruraBa WC-25 mass% Co, YIIOTHEHHOTO CBOOOIHBIM
CIIEKaHUEeM IpHU pa3HbIX Temneparypax 7, °C: a — 1240, 6 — 1330

Puc. 4. Ctpykrypa o06pasuos cmmaa WC—-25 mass% Co, yIIIOTHEHHOTO YAapHBIM Ipec-
COBaHUEM C MaKCUMaJIbHBIM naBiieHueM 640 MPa npu temmnieparypax 7, °C: a — 1240, 6 —
1290, 6 — 1330, 2 — 1370

NPaKTUYECKH HE OKa3bIBACT BIUSHUS Ha pa3Mep KapOUIHBIX YacTHIl, T.€. HE TPH-
BOJUT K M3MENbUYCHHUIO CTPYKTYphl (Tabia. 2, puc. 5). B To ke Bpems BbICOKHIl
YPOBEHb JaBIICHUS MMPECCOBAHMS TBEPOCIUIABHBIX 00pPa3LIOB MO3BOJISIET CHU3UTH
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CTETNEeHb KOHTaKTa KapOUAHBIX YAaCTHUIl MJIM CMEKHOCTh B Komno3ute. Heooxoau-
MO TaK)X€ OTMETHUTbh, YTO 3aMETHOE YMEHBIIICHUE CMEKHOCTH HAOJIOMAETCs MpU
naBieHun npeccoBanust 640 MPa, a nanpHeiiiee MoBbILICHUE AABICHUS YIUIOT-
Henus 10 960 u 1280 MPa He okaspIBaeT BIMSIHUSA HAa U3MEHEHHE CMEKHOCTU B
CTPYKType MaTepuana.

Tabnuua 2
Crepeosiornyeckue XapaKTepuCTHKH TBepaoro cmiasa WC-25 mass% Co,
NMOJy4eHHOro npu Temmneparype 1290°C ygapHbIM npeccoBaHHEM C Pa3HBIM
YPOBHeM [IaBJICHHA

apamer JaBnenue npeccoBanusi, MPa
pametp 320 640 960 1280
VVWC 0.602 0.611 0.639 0.647
Lwc, um 0.972 0.961 0.986 0.950
Lcg, pm 0.705 0.664 0.602 0.651
Cwewe 0.183 0.161 0.154 0.153

Ipumeuanue. O603HaueHNS Kak B Ta0. 1.

Puc. 5. Ctpykrypa o6pasuos cmaBa WC—-25 mass% Co, yIIIOTHEHHOTO YAAapHBIM Ipec-
coBaHueM ¢ mpwiokenneMm nabieHus 320 MPa (a) m 960 MPa (6) npu TemriepaTtype
1290°C

N3MeHeHus B CTpyKType MaTepurala NpuBOAAT U K U3BMEHEHHUIO €r0 MEXaHUYe-
CKUX CBOMUCTB. J{J1s1 MaTepuanoB, pabOTaOMUX B YCIOBHIX yAaPHO-IIUKINYECKOTO
HArpy>KE€HUsA, OJHUM W3 OCHOBHBIX KPUTEPHEB KAUECTBA CIIJIABA SIBISIETCS MPENET
MPOYHOCTH TMpPH U3ruOe. YBENWYeHHE TeMIepaTyphl YIJIOTHEHHUS, KOTOPOE CO-
MIPOBOXKIAETCSI YMEHBIIICHHEM TTOPUCTOCTH B 00pa3iiax, MPUBOJUT K POCTY MPOU-
HOCTU TP W3TrMOe HE3aBUCHUMO OT crocoba yrioTHeHus (puc. 6,a). 3aMeTHBIN
BKJIaJl B TIOBBIIICHUE MPOYHOCTU OOPA3LOB MpU U3THOE, MOTYUYEHHBIX MPEecCcOoBa-
HUEM B TBEpAOH (a3e, OKa3bIBae€T YPOBEHb JABJICHUS MPECCOBAHUS. Y BEITUUYCHUE
MaKCUMAJIBHOTO JABJICHUS MPECCOBAHUA NMPUBOINT, KAK MIPABUIIO, K MTOBBILICHUIO
MPOYHOCTH MpH u3rude (puc. 6,a).
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Puc. 6. 3aBuUCcHMOCTh Tpejena TMPOYHOCTH MpU U3rHOe (a) U TPEemUHOCTOUKOCTH (0)
TBephoro craBa WC-25 mass% Co oT Temneparypsl, crocoda YIUIOTHEHHS U TaBJICHUS

P, MPa: m — 320, @ — 640, A — 960, ¥ — 1280, © — cBOOOAHOE CIIEKAHHE

Ha o6pa3nax, noiayyeHHbIX CBOOOJHBIM CIIEKaHWEM, MAKCUMAJIbHOE 3HAUCHUE
npoyHOCTH mpu u3rnbe Ha ypoBHe 3000 MPa mocturaercss B cilydyae CIICKaHUS
npu Temrneparype 1370°C. Ilpu 3Tom cTpykTypa 00pa3LioB Hanboiee paBHOMEpHa
U, TIO-BUIUMOMY, 0€3 KpyNHBIX AedekToB. CHIDKEHHE TeMIepaTyphl CIEKaHHs J10
1330°C mpuBeno U K YMEHBIICHHIO U3THOHOW MPOYHOCTH OOPAa3IOB /10 YPOBHS
2000 MPa, 4TO, BO3MOXHO, CBSI3aHO C IOBBIIICHHBIM YPOBHEM IOPHUCTOCTH.
[IpumeHeHue e AaBJIeHUs MPHU YIJIOTHEHUH MO3BOJIAET MOJIy4aTh 00pasiibl TBEp-
noro cruaBa WC-25 mass% Co ¢ BbICOKOH INIOTHOCTBIO NPU MOHMKEHHBIX TEM-
nepaTtypax M, cle0BaTeIbHO, C BEICOKOM MPOYHOCTHIO (puUcC. 6,a).

V3MeHeHne ypoBHS IaBlICHHUsI INPECCOBAHMS TAaKXKE OKa3blBAET BIIMSHUE Ha
MpoYHOCTh Tpu u3rude. Hambonee onTuManbHbIM OKa3aloch JaBlIEHUE MPECCOBa-
g 640 MPa, ipu KoTOopoM ObUTHM TOTy4eHBI 00pa3ibl ¢ mpouHocThio 3250 MPa
npu temnepatrype ymiotHeHus: 1290°C u npounoctsio 2900 MPa npu temnepa-
Type 1240°C.

YBenuueHue JaBieHUs MPECCOBAHMS NPU aHAJOTUYHBIX TeMIlepaTypax MpUBO-
JIUT K MTOHWKEHUIO TPOYHOCTHU TPU M3rube. YUUThIBasA, 4YTO CMEXKHOCTh 00Pas3IoB,
crpeccoBaHHBIX Mpu AaBieHusx 960 u 1280 MPa, ymeHbIaeTcsi He3HAYUTEIBHO TI0
CpPaBHEHHUIO CO CMEKHOCTBIO 00pa3IloB, CIIPECCOBAHHBIX NMpH naBieHun 640 MPa,
MO>KHO MPEANOIOKUTH, YTO Bbicokue AaBineHus (960 MPa u Beiie) crnocoOHBI
HapsIy C MX YIUIOTHEHHEM BBI3bIBaTh MOSBICHHE NE(EKTOB B UX CTPYKType. B
YaCTHOCTH, B KapOMIHOM KapKace MOTYT HOSIBIATbCS MUKPOTPELIMHBI, KOTOPbIE
MPUBOIAT K MAJCHUIO TPOYHOCTH 00pasnoB (puc. 7). OgHako Mpu TeMIiepaType
1330°C, korga y»e NpUCYTCTBYET >kKuJKas ¢aza, oOpaslibl, CIIPECCOBAHHbIE NMPHU
pasznom aasnenuu (3100-3300 MPa), moka3bIBarOT OJIM3KKE 3HAYSHUS TPOYHOCTH
npu u3rude, KpoMe oOpas3loB, CHPECCOBAHHBIX MPH MAaKCUMAaJbHOM JaBJIECHUU
1280 MPa. [lanpHeiiliee NOBBIIMIEHUE TEMIIEPATYPBI TOPSYETO MPECCOBAHUS MPHU-
BOJUT K TMOJYYCHHIO O0pa3IoB ¢ Oojiee HU3KON MPOYHOCTHIO MPU U3TUOE, YTO
MOYET OBITh CBSI3aHO C BHITECHEHHEM HEKOTOPOI'0 KOJIMYECTBA CBS3KH, T.€. C POC-
TOM OOBEMHOW H0nM KapOumHo# (aszbl (cM. Tabn. 1), m yBeTUUEeHHEM CTETIeHU
KOHTaKTa (CMEKHOCTH) KapOMIHOU (ha3bl.
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Puc. 7. [loBepxHOCTH paspymreHusi oopasnoB ciraBa WC—-25 mass% Co, yIIOTHEHHOTO
YAAapHBIM IIPECCOBAHUEM C MpHiIokeHneM nasieHus 640 MPa npu temnepatypax 7, °C:
a—-1190, 6 —-1290

Jpyroil BaXHOI MeXaHHYECKOH XapaKTEepPUCTHKOW, OCOOCHHO U XPYHKHX
MaTepHalIoB, SBIAETCS TPEeUMHOCTOHKOcTh. Kak u B mpeabliylieM ciaydae, Npu
NOBBIIICHUH TEMIIEPATyphl YJApHOTO MPECCOBAHUS IMPOUCXOMUT IMPAKTHYECKH
MOHOTOHHBII POCT TPEUIMHOCTOMKOCTH, YTO CBS3aHO C YBEIMYCHHEM TOJIIMHBI
K00abTOBON MPOCIIONKHU BCIEACTBHE pocTa KapOUIHBIX YacThll (cM. puc. 6,0). C
NIOBBIIIEHUEM [aBJIEHUS YIJIOTHEHUs TBEPJOrO CIUIaBa TPEUIMHOCTOMKOCTH 00-
pas3IoB YBEIMYMBACTCS HE3aBUCUMO OT TeMIIEpaTyphl npeccoBanus. Ho oOpasipl,
NOJy4YEeHHbIC TIpU J1aBJieHuu npeccoBanus 640 MPa, umeror 6osee BbICOKHE 3HA-
YEeHUsl TPEILIMHOCTOMKOCTH MO CPaBHEHHIO ¢ 00pa3liaMu, CIIPECCOBAHHBIMU IpHU
Opyrux nasieHusx. HanOGonbiuii ypoBeHb TPEIIMHOCTOMKOCTH AOCTUTHYT IpU
YIUIOTHCHHH 00pa3ioB B ooyiactu temnepatyp 1290-1330°C HezaBHCHMO OT CIIO-
co0a yIJIOTHEHHSI.

HecmoTps Ha TO, 4TO NMpH CBOOOAHOM CIIEKAHUU C TOBBIILIEHHUEM TEeMIIepaTypbl
YIUIOTHEHHsI IPOMCXOJUT YBEIMUYCHHUE TOJIIMHBI KOOAJIbTOBOW MPOCIONKHU, Tpe-
HMIMHOCTOMKOCTH CIIaBa CHIDKACTCS C TOSBICHUEM KUIKOHW (a3bl. ITOT (PaKT mo-
Ka TPYJHO OOBSCHHUTDH, HO, BO3SMOXHO, OH CBSI3aH C TE€M, YTO C MOSBICHUEM KH/I-
KO (pa3bl MPOUCXOIUT 00pa30BaHUE B CTPYKTYpE Pa3BETBICHHOIO U 0oJiee XpyIl-
KOro kapoujHoro kapkaca. Kpome Toro, yBenndeHue pazMepa KapOuHbIX 4acTHUI]
IPUBOJUT K POCTY BEPOATHOCTH MX paspyuueHus. [lo nanueiM pabotsl [8], xap-
OugHble yacTULBI pa3MepoM 1.5-2 pm crnocoOHBI TPAHCKPUCTAIUTHO pas3py-
IIaThCSl M3-3a OTHOCUTEIBHO HHU3KOM cOoOCTBEHHOHM TpemunHocToikocTH. (Cpen-
HMI pazMep KapOuIHBIX 4acTUL dyc OOJblIe JUIMHBI CpeaHe Xopasl Ly, onpe-
JENSIeMOH Ha TJIOCKOM CEYeHHH 00pas3IioB. MOKHO MPUHSATH, 4TO dwc = 1.68Lwc
[9].) [Tanenue TPEMMHOCTOMKOCTH 00pa3LOB, CIIPECCOBAHHBIX MPU TEMIIEpaType
1370°C, MoxeT ObITh Take BBI3BAHO BBITECHEHHWEM KoOaibTa W3 olOpasma npu
YIUTOTHEHHH T10/1 BBICOKHM JIaBJICHHEM U 00pa30BaHUEM IPU ITOM MHUKPOTPEIINH
BHYTpH oOpa3sia (puc. 7).
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[Tepern® Ha KpHUBOW 3aBUCHMOCTH TPEIIMHOCTOHKOCTH OT TEMIIepaTyphl YII-
JIOTHEHUSI MOXET CBUAETEIBCTBOBATh O MPOSIBIIEHUH APYTOro MEXaHW3Ma paspy-
IHICHHS MaTepHaa Ui ke 00 U3MEHEHUH pa3Mepa KPUTHIECKOTro AeeKTa CTPyK-
Typbl, HHULIMUPYIOLIEro paspylieHre. Hannune AaHHBIX 1O TPEMIMHOCTOMKOCTH
00pasIoB U UX MPOYHOCTH MPH M3THOE MO3BOJIAET OIICHUTH pa3Mep &, YCIOBHOTO
KpPUTHYECKOTO Aedekta CTpyKTyphl. J{iist pacuera UCHonb30Baiu GOpMyITy, Mpe-
JoXeHHYI0 B padore [10]:

2
1 | Ki

121\ Ry,

c

Pe3ynbrarel pacuera 3TOM BEIMYMHBI MMOKAa3aHbl Ha pUC. 8, TI€ BUIHO, YTO
CIPECCOBaHHBIC TPU MOHMKEHHBIX TEMIIepaTypax 00pa3lbl UMEIOT MEHBIIHE IO
pasMepy nedexTsl, 4eM pa3mepbl AedeKTOB 00pa3lioB, CIICUCHHBIX MPU TAKUX KE
temneparypax: 12—18 um npotus 30-36 um. [Ipu 3T0M MOKHO OTMETHUTB, YTO MIPU
npeccoBanuu AasieHueM 640 MPa u Beiie B untepBaie remneparyp 1240-1330°C
CTPYKTypa 0O0paslioB XapaKTepU3YeTCs] MPAKTHUYECKH HEU3MEHHBIM pa3MepoM
KPUTHYECKOTO JeheKTa CTPYKTYPHI, B TO BpeMsl KaK CBOOOHOCTICUCHHBIE 00pa3-
(bl U crpeccoBaHHble Tpu AaBieHuu 320 MPa umeror Gombinne mo pasMepy Je-
¢dexThl. ITO, MO-BUIMMOMY, CBSI3aHO C TE€M, YTO JJISi CIICYEHHBIX M CIIPECCOBAH-
HBIX Tpu AaBieHun 320 MPa oOpasnoB mpu Temreparypax TBepaoga3HOTO Crie-
KaHHs XapaKTepHO HAJIUYUE OCTATOYHOW MOpUCTOCTH. [IOHMKEeHHE MOPUCTOCTU
00pa310B MpH MOBBIIICHUH TEMIEPATYPhl CIEKAHUS 3aKOHOMEPHO MPHUBOIUT K
YMEHBILEHUIO pa3Mepa KpuTuueckoro aedekra crpykrypsl. Hanpumep, Ha oOpas-
1[aX, CBOOOJTHOCIICYEHHBIX B TMPUCYTCTBUU JKUIAKOH (a3pl Mpu TeMmmeparype
1370°C, pasmep kputuueckoro nedexra cTpykTypsl coctasiser 10.5 um (puc. 8).

OtaensHO HEOOXOJUMO OCTAHOBHUTHCS Ha Temmeparype yriotHeHus 1370°C,
KOrJa HaOJIOAIOTCA PEe3KUi POCT pazMepa KPUTHUYECKOro AedeKTa CTPYKTYphI
JUTSL CIPECCOBAHHBIX 00pa3IloB M PE3KOE YMEHBIIIEHUE 3TOTO MapaMmerpa JUisl CBO-
O6omHocniedeHHBIX 00pa3ioB crtaBa WC-25 mass% Co. Ilocneanee MoxkeT ObITh
CBsI3aHO ¢ (OpMHUpPOBAHUEM HamOOJIEe PAaBHOMEPHON CTPYKTYpPbI, B KOTOPOH OT-
CYTCTBYIOT CKOIUIEHHUSI KapOMJIHBIX YacTUIl U KOOAIbTOBOM (a3bl B BUJAE «0O3€p»,
MHUIMHPYIONINE pa3pylIeHrue. YBEIMUEHUE K€ pa3Mepa KPUTHIECKOro nedekra
Ha CIIPEeCCOBaHHBIX 00pa3iiax, BEPOSTHO, CBI3aHO C HEKOTOPHIM BHITECHEHUEM

40— e

Puc. 8. 3aBucuMocTs pazMepa yCIIOBHOTO

30| | KPUTHUYECKOTO Je(eKTa CTPYKTYPhI ac 00-

g pasuoB cmasa WC-25 mass% Co 0T TeM-

520l | neparypsbl, coco0a YIUIOTHEHUS U IaBICHHUS

© P, MPa: m — 320, ® — 640, A — 960, V —
10k i 1280, © — cBOOOAHOE CIIEKAHHE

2001300 1400
T.°C

77



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

pacIuIaBIeHHOTO KoOalibTa U3 00pa3iia U MOsBICHUEM MUKPOPa3pyIICHHUH B Kap-
oumHoM kapkace. Temneparypa 1330°C Taxke OTHOCHUTCS K OOJIACTH KHIKO(a3-
HOT'O CIICKaHHMsI, HO TIPU U30TEPMHUECKON BhIepkKe 10 min mepen npeccoBaHueM
00pa3ioB, OYEBHIHO, HE TMPOUCXOASAT MOJTHOE PACIUIABICHUE CBS3KH M BBITECHE-
Hue koOanbTa U3 odpasia.

[IpakTuyeckuii MHTEPEC BBI3BIBAIOT PE3YJbTAaThl M3MEPEHHS TBEPAOCTH pas-
JUYHBIX 00pa3IoB uccieayemoro ciuiara (puc. 9,a). Kak BumHO U3 pHucyHKa, 3a-
BrucuMocTH TBepaocTH cmiaBa WC-25 mass% Co oT teMmeparypsbl yIJIOTHEHUS
XapaKTePHU3YIOTCS ClIa0OBBIPAKCHHBIM MaKCUMyMOM. HanOopiyto TBepaoCTh
noka3aay 00pasiibl, cripeccoBaHHble mpu Temmeparypax 1290 u 1330°C. Ona co-
OTBETCTBYET JIOCTATOYHO BBICOKOMY YPOBHIO ISl QHAJOTHMYHBIX CIIABOB U CO-
crarisier 10.5 GPa. CHmKeHne TBEPJAOCTH Ha 00pa3iax, MOJIyYeHHBIX Tpu Ooee
BBICOKHX TEMIIEpaTypax, CBsI3aHO, CKOPEe BCEro, C YKPYHMHEHHUEM CTPYKTYpPbI
KOMITO3UTa, a Ha 00paslax, CipecCOBAaHHBIX MPU HU3KUX TeMIlepaTrypax, — C Ha-
JMYUEM MTOPUCTOCTH U HEKOTOPHIM YXYAIICHHEM KavyeCcTBa IPAHUI] B MaTepuae.
[oBbIIeHne naBiIeHUs YIJIOTHEHHUS TBEPIOTO CIUIaBa B 00JIACTH HHU3KUX TEMIIE-
patyp NPHUBOAMT K YBEJIWYCHHUIO TBEPIOCTU 00pa3uoB. [lpu pocte TemmnepaTypbl
yIapHOTO TPECCOBAHMS M TOSIBICHUH XHUIKOH (Da3bl HAOIIOZaeTCsi HEKOTOpOe
YMEHBIIICHUE TBEPJIOCTH 00PA3IIOB, CIIPECCOBAHHBIX MPH 00JICe BHICOKUX JIABJICHUSX,

11 L L B R R R B R TrrrrrrrorT LN B L L L L A R
10f 12¢ ]
Q? 9' 7 NEIO_ ]
© 8} 1 88 :
a7k i = 6 ]
N G Or
T 6f 1 X4t ]
st ] l
_ 2L ]
4_| PR S N S TR T S S T T T | I S T S TR T N 1 ] -u PR N [ T S T T S R T S | I T T T S N T T ]
1200 1300 1400 1200 1300 1400
T, °C T, °C
a o

Puc. 9. 3aBucUMOCTb TBEpAOCTH (@) U ynapHOU BA3KOCTH (6) TBepmoro cmaBa WC—
25 mass% Co oT Temneparypsl, cocoda yrioTHeHus u aasinenus P, MPa: m — 320, o —

640, A — 960, ¥ — 1280, © — cBOOOAHOE CIIEKAHUE

YTO MOKET OBITh CBSI3aHO ¢ 00pa30BaHUEM MHKPOPA3PYLIEHUH B MX CTPYKTYpE.
MakcumanbHasi TBEpAOCTh Ha CBOOOJHOCIEUEHHBIX oOpa3lax [JOCTUraeTcs B
ciydae ux crnekanus npu temmneparype 1370°C u cocraBnser 9.5 GPa. O6pa3sipl,
CIIEUCHHBIE MU OoJiee HU3KUX TEMIEepaTypax, 00JaaatoT U Ooiee HU3KOU TBEp-
nocthio. Pe3koe maseHue TBepAoCcTH HabmoAaercs Ha oOpaslax, CIIEYEHHBIX B
TBepaol ¢aze (< 1300°C) u umeronmx NOBILIEHHYIO IOPUCTOCTb.

Eme onHol BakHOW XapaKTEPUCTUKOW JUIsI MHCTPYMEHTAJIbHBIX MaTEpUaIOB,
paboTaroUMX B YCIOBUIX YAAPHO-LMKINYECKOTO HArpyKEHUs, SABJISETCS yAapHas
BS3KOCTh. AHAJIN3 3aBUCUMOCTH yJAapHOI BA3KOCTH OT TEMIIEPATyphl YINIOTHEHUS
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IOKa3all, 4YTO C POCTOM TEeMIepaTypbl yIapHOTO MPECCOBAHMS MPOUCXOIUT yBe-
JMYEHUE 3HAYEHUN JaHHOM Xapaktepuctuku (puc. 9,0). Ilpuuem naBnenue yn-
notHeHus 640 MPa takxe siBiseTCs ONTUMANBHBIM, TaK Kak 00pasibl, YIIJIOTHEH-
Hble 1pu Temnepatype 1290°C ¢ yka3zaHHBIM JaBJICHHMEM, MMOKA3aJd MaKCHUMallb-
HBI YPOBEHb yAApHOU BSI3KOCTH, KOTOPBIN COOTBETCTBYET 12 J/em®. Cnenyet 06-
paTuTh BHUMAHUE M HA PE3KOE YBEIMUYEHHE yAApHON BA3KOCTH NMPHU KOHCOJIUAA-
MU TBEpAOTO crutaBa B xkuakon ¢ase (1330°C), 4o 0COOCHHO 3aMETHO ISl CBO-
6oaHOCTIeueHHbIX 00pa3uoB. CriekaHue TBEpJOCIUIaBHBIX OOpa3LoB MpU TeMIle-
patype 1370°C no3BossieT JoCTUYb YPOBHS yIAapHOU BA3KoCcTH 11 J/cmz, 4TO CO-
OTBETCTBYET 3HAYCHHUIO YAAPHON BA3KOCTH 00Pa3IoB, CIPECCOBAHHBIX MpU Ooliee
Hu3koit (1330°C) temneparype. [IpeccoBanue uccienyeMoro crjiaBa Mpu Temiie-
patype 1370°C npuBOIUT K PE3KOMY MAJCHUIO YIAPHOU BSI3KOCTU, YTO MOKET
OBbITh BBI3BAHO TEMU XK€ MPUUNHAMH, O KOTOPHIX TOBOPHIIOCH NP aHAJIN3€ U3rH0-
HOM IPOYHOCTH 00pa3LOB, T.€. BO3MOXKHBIM BBITECHEHHEM K0OanbTa U 00pa3oBa-
HUEM MUKPOTpPELIUH B 00pa3Le.

TakuMm 00pazoMm, IPOBEACHHBIE UCCIIEIOBAaHUS BIUSHUS PEKUMOB (TeMIepaTy-
pbl M JaBJICHUs) yIApHOTO MPECCOBaHMA Ha MEXaHMYECKHE CBOMCTBA TBEPAOIo
CIUTaBa C COJICPKaHHUEM CBSI3KH 25 mass% mokazaiu 3QPeKTUBHOCTh METO/IA, 3a-
KJIFOYAIOLIETrocs B BO3MOXHOCTH MOJYUYEHHs BBICOKONPOUYHBIX 00pa3loB Hpu MO-
HIDKEHHBIX TEMIIepaTypax, BKIOYast ¥ TBepA0(ha3Hyro 00IacThb.

BriBoabI

1. Ha cmiaBax ¢ BbicokuM (25 mass% wimm 37 vol.%) comeprkanreM KoOaiibTa
NPaKTUYECKH TUIOTHOE COCTOSHUE MOKET OBbITh JOCTHTHYTO NPECCOBAHUEM B TBEp-
1ol (paze. OHAKO BBICOKAs IJIOTHOCTh U BBICOKOE KAaueCTBO I'paHMI] B 00Opaslax He
SBJIAIOTCS JJOCTATOYHBIM YCJIOBHEM OOECIHEUYEHHs BBICOKOTO YPOBHS MEXaHMYECKUX
CBOMCTB. [l peanuzanuy, HanpuMep, BICOKON MPOYHOCTH MpU U3rude onTuMalib-
HOH JI0JKHA OBITh TreoMeTpHuYecKasi CTpPYKTypa ciiaBa. B uactHocTH, HeoOxonaumo
obecrieunBaTh O0JIee paBHOMEPHOE pacmpe/ieieHiue KoOATbTOBOM (ha3bl.

2. Haubonee BbICOKHE MEXaHUYECKHE CBOMCTBA CIUIaBa IOCTUTAIOTCA MPH pa3-
HBIX TEMIIEpaTypax B 3aBUCUMOCTH OT TEXHOJIOTUU YIUIOTHEHHUS. Y AapHOE Ipec-
COBAaHME IO3BOJISIET CHU3UTH TemIepaTypy ymuloTHeHus nourd Ha 100°C npu
o0ecreyeHny BBICOKOTO KadecTBa CIlIaBa. B HEKOTOPBIX CilydasX MPUMEHEHHE
OUYCHb BBICOKHX JIaBICHUH NMPECCOBAHMSI HE SIBIIAETCS 11€7€CO00Pa3HbIM.

3. CranapTHbIE MOPOLIKOBBIE CMECH C BBICOKUM COJIEpKaHUEM KOOaIbTa Xapak-
TEPU3YIOTCS HAJIMYMEM OOJBIINX CKOIUIEHHH KOOanbTOBOM (ha3bl, KOTOpbIE HEBO3-
MOYKHO TIEPepacIpeIeInTh MEXTy KapOUJTHBIMH YaCTUIIAMH JIKE MPU YITIOTHEHUN
O/l BBICOKUM JaBiieHueM. 1103ToMy akTuBanus CieKaHHs JaBJICHUEM SIBIISETCS yC-
JIOBEM HEOOXOAWMBIM, HO HE JOCTATOYHBIM JJIsI 0OECIIEYCHUsI BHICOKOTO YPOBHS
MEXaHUUYECKHUX CBOMCTB 00pa3uoB. D(P(eKTUBHOCTh METO/A yIapHOTO MPECCOBaHUS
MOYKET OBITh CYILIECTBEHHO MOBBIILIEHA IIPU YCIOBUH MOATOTOBKU MOPOIIKOBBIX CMe-
ceii ¢ HauboJsee paBHOMEPHBIM PACIIpeIeIeHEM TBEPAOH U IIIaCTUYHOM (a3.
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A.V. Laptev, A.1. Tolochin, I Yu. Ocun

THE EFFECT OF THE TEMPERATURE AND COMPACTING PRESSURE
ON THE PROPERTIES OF WC-25 MASS% CO HARD ALLOY

The effect of temperature and compacting pressure upon density, structure and me-
chanical properties of a hard alloy of WC—-25 mass% Co is investigated. A standard pow-
der mix with a size of carbide particles of 0.7—1.0 microns was tested, previously con-
densed without plasticizer at the room temperature and pressure of 100 MPa. The ob-
tained powder billets were compacted by the method of impact hot pressing in vacuum at
temperatures of 1190, 1240, 1290, 1330 and 1370°C. The isothermal holding before con-
solidation at specified temperatures was 10 min. Consolidation at each temperature was
carried out with different energy. Thus the maximum compacting pressure corresponded
to the values of 640, 960 and 1280 MPa, but for temperatures 1290, 1330 and 1370°C the
pressure of 320 MPa was applied. For comparison, the samples were sintered at specified
temperatures and with isothermal holding of 20 min. The samples obtained at different
temperatures and pressure, were tested with respect to the density, specific electrical re-
sistivity, quantitative characteristics of structure, and also transverse rupture strength
(TRS), fracture toughness, Vickers hardness, impact strength. It was established that the
method of impact hot pressing in vacuum allows obtaining almost pore-free samples of
an alloy of WC-25% Co at rather low temperatures, i.e. in solid-phase area of sintering
where traditional hard alloys possess high porosity. Thus specific resistivity of the sam-
ples condensed in a solid phase, was the same in size, as resistance of samples after lig-
uid-phase sintering. The change of the densification temperature of samples at impact
pressing provides extreme character of the change of mechanical properties. The maxi-
mum values of various properties are reached at consolidation the region of temperature
of 1290°C. At the lower consolidation temperatures, the samples have non-uniform
structure and lowered properties even in the case of high density and low specific resis-
tivity. At higher consolidation temperatures, the lowered characteristics of strength and
fracture toughness are caused probably by some replacement of the melted cobalt from a
sample and formation of microdestructions in a carbide skeleton. When using high level
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of compacting pressure at the impact consolidation, there is a decrease in mechanical
properties of the samples, probably, because of the increased defectiveness of a carbide
skeleton. Therefore there are optimum parameters of impact consolidation at which the
samples have the best complex of properties. In particular, at the temperature of 1290°C and
the maximum pressing pressure of 640 MPa, the samples have transverse rupture strength

3000-3400 MPa, Vickers hardness — 10-10.5 GPa, fracture toughness — 20-24 MPa-ml/2
and the impact strength — 6—11 Jem?.

Keywords: impact pressing, hard alloy, mechanical properties

Fig. 1. Impact time dependence of the pressing effort at impact consolidation with differ-
ent energy of powder briquettes of the WC-25 mass% Co hard alloy: a — maximum effort
is 400 kN, 6 — 800 kN, 6 — 1200 kN, 2 — 1600 kN. One cell on an axis of ordinate is 200 kN,

on an axis of abscissae — 2.5:10 " s

Fig. 2. Dependence of the density (a) and electrical resistivity (6) of the WC-25 mass%
Co hard alloy on the temperature, the method and pressure of consolidation P, MPa: m —
320, @ — 640, A — 960, v — 1280, ¢ — conventional sintering

Fig. 3. The structure of the WC-25 mass% Co samples obtained by conventional sinter-
ing at different temperatures 7, °C: a — 1240, 6 — 1330

Fig. 4. The structure of the WC-25 mass% Co samples obtained by impact hot pressing
with the maximum pressure of 640 MPa at the temperatures 7T, °C: a — 1240, 6 — 1290, 6 —
1330, 2— 1370

Fig. 5. The structure of the WC-25 mass% Co samples obtained by impact hot pressing
at the temperature of 1290°C and the pressures 320 MPa (a) and 960 MPa (6)

Fig. 6. Dependence of the transverse rupture strength (a) and fracture toughness (6) of the
WC-25 mass% Co samples on the temperature, method and pressure of consolidation P,
MPa: m — 320, ® — 640, A — 960, ¥ — 1280, ¢ — conventional sintering

Fig. 7. The fracture surface of the WC-25 mass% Co samples obtained by impact press-
ing with the pressure of 640 MPa at temperatures 7, °C: a — 1190, 6 — 1290

Fig. 8. Dependence of the dimension of conditional critical defect of the structure a. of
the WC-25 mass% Co samples on the temperature, method and pressure of consolidation
P, MPa: m — 320, @ — 640, A — 960, ¥ — 1280, ¢ — conventional sintering

Fig. 9. Dependence of the hardness (a) and impact strength (6) of the WC-25 mass% Co
samples on the temperature, method and pressure of consolidation P, MPa: m — 320, ® —

640, A — 960, v — 1280, ¢ — conventional sintering
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PACS: 81.40.Rs, 66.30.-h, 81.40.—z

B.M. 3ppoc’, AW. Oepsrmn?, H.B. Adppoc’, B.B. Carapaase?,
. CTeraHOBVI‘-I1, B.H. Baproxvn-i1

OBPA30OBAHME HAHOPA3MEPHbIX KITACTEPOB B 'LIK-CTIJIABAX
MPUN MHTEHCMBHOW NNACTUYECKOW OEDOPMALLN

1,U,OHeLI,KVIl7I PU3UKO-TEXHUYECKUI MHCTUTYT UM. A.A. lankuHa HAH YkpauHbl
yn. P. Iltokcembypr, 72, r. JoHeuk, 83114, YkpavHa

2I/IHCTMTyT dusmkn metannos YpO PAH
yn. C. Koeanesckon, 18, r. EkatepnHbypr, 620041, Poccus

Cratbsa noctynuna B pegakumio 14 Hos6psa 2012 roga

Obnapysicen npoyecc amomHo20 paccioenusi 8 xpomonukenesvix I'I[K-cnnasax npu un-
mencugHou niacmuyeckoul degpopmayuu (MI1]]). Unmencusnocmo ygenudeHuss KOHYeH-
mpayuu Ni @ knacmepax ¢ pasmepom 6oiee ~ 2 nm cocmagnsem ~ 2.5% na eounuyy Jno-
eapughmuneckoll depopmayuu, 0015 KIACMEPO8 C COCMABOM, OMIAUYHbIM OM COCMABA
Mmampuywl bonee, wem Ha 5%, npu degpopmayuu doxooum 0o 10% odovema.

Kumarouebie ciaoBa: ['T[K-craBbl, MHTCHCHBHAS TUTaCTUYECKas NedopMallusi, paccioe-
HUE, (PeppOMarHUTHBIE KIIACTEPhI

Buseneno npoyec amomnoco poswapyeanns y xpomouixenesux I'l[K-cnnasax npu
inmencusHil niacmuuniu oegpopmayii (II1/]). Inmencusnicmo 30inbuLenHs KoHyeHmpayii
Ni 6 knacmepax iz posmipom binvue ~ 2 nm ckaadae ~ 2.5% na 00uruyio 102apumivHoi
degpopmayii, wacmka Kracmepie 3i CKIAOOM, BIOMIHHUM 8I0 CKIAdy mampuyi Oiibule,
Hidie Ha 5%, npu dedhopmayii 0oxooums 00 10% 06 ’emy.

Karouosi caoBa: I'lIK-crutaBu, iHTeHCHBHA InIacTH4HA JedopMallis, po3IIapyBaHHS,
(hepoMarHiTHI KJ1acTepu

N3BectHo, uto UITJI, kak u paguanimoHHOE BO3JEHCTBHE, MOPOXKIAET OOJIBIIIOE
KOJIMYECTBO TOYEUYHBIX AePEeKTOB. /[BMKEHHE MX HA CTOKH (IUCIOKAIlUU, TPaHH-
16l 3epeH, cy03epeH U (a3) MOKET HHIYIIHPOBATh «PACCIOCHHUE» Y-TBEPAOTO pac-
TBOpa. 3apaHee He SICHO, MOM/IET JIU TaKoH mporiecc npu aedopMaiuu, TOCKOIbKY
JBUKCHHUE JTUCIIOKAIIUH, B OTIMYME OT TOUYCYHBIX NEPEKTOB, MPUBOJUT HE K pac-
CJIO€HHIO, a, HAIIPOTHUB, K BbIpaBHMBaHMIO cocTaBa [ I[K-cruaBos.

Jnst oOHapyskeHus moJOOHOTO SBJICHUSI MAarHUTHBIMUA METOAaMH ObLIT BhIOpaH
I'UK-cmnaB FesgCri;Ni3g, mapamMarHUTHBIN TIPH KOMHATHOUM TemImiepaType, a mpu
oxnaxaeHun Hwke 1¢ ~ —80°C mepexoasimuii U3 mapaMarHUTHOTO B (eppomar-
HUTHOE COCTOSIHHE.

© B.M. 3dpoc, A.N. OepsaruH, H.B. 3dpoc, B.B. Carapaaase, J1.1. CtedaHosny, B.H. BaptoxuH, 2013
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Bnustane UI1J1 na marautHbIe cBoiicTBa ciuiaBa FesgCrioNisg mokazano Ha puc. 1.
Manslie u cpeanue creneHu aedopmanuu (10 € = 50-75% o006kaTHs MPOKATKON)
MPAKTHYECKH COXPAHSIOT TPSIMO TPOTOPIHOHATBHYI0 3aBHCHMOCTH yACITBHOM
HAMarHWYEHHOCTU OT MarHuTHoro nous o(H). Ilpu norapudpmMudeckux cTeneHsx
nedopmaruu e > 1.6 (¢ = 80%) 3aBucuMOocTh G(H) CTaHOBUTCSI HETMHEWHOM, Ha-
Onro1aeTcst U3rud KPUBBIX HAMAarHUYUBAHUS B MAJIbIX MOJISIX, TPHYEM TUCTEPE3UC
¥ OCTaTOYHAs HAMarHMYEHHOCTh OTCYTCTBYIOT. KpoMe Toro, Habmomaercst ycko-
peHHe pocTa HaMarHW4eHHOCTH ¢ aedopmanueirt Gomnee 80%, YTO OTYETIUBO
IpeJICTaBIeHO M3rubom Ha kpuBoH (puc. 1,0) B Touke e = 1.6 (¢ = 80%). Takoe
MOBE/ICHNWE XapaKTepHO Ui MapaMarHeThka C JIOKAIbHO BO3HHUKIIMMHU (eppo-
MarHUTHBIMH OOJIACTSMU MaJbIX pa3MmepoB. JlanpHeilmee yBenmmuenue aedopma-
I[UU IyTEM CJIBUTa TOJ] IaBIIEHUEM BBI3BIBAET €llle OOJBIINNA POCT YIEIbHON Ha-
MarauyeHHoctu (puc. 1,0). IHTEHCUBHOCTh pOCTa HAMAarHMYEHHOCTH B Hayalle
nedopMaIuu CABUTOM IO ABJICHHEM COXPaHSIETCsl TaKoH ke, Kak U mpu gedop-
Maluu MpokaTkou ¢ e > 1.6 (¢ > 80%). Oxnako mpu e = 8.8 pocT yaenbHON Ha-
MarHMYEHHOCTH MPEKPAIIaeTCs, U 3aBUCUMOCTh G(€) BBIXOANUT Ha yPOBEHb HACHI-
IICHUS BIUIOTH O MAaKCHMAJILHOU Jehopmanuu e = 9.5.

7 6
20 5 20
o o 4
5 4 5
(7] m3_
3 o ]
2
IR
0 0 :
0 2 4 6 8 10
e
a o

Puc. 1. 3aBucUMOCTb yIeNbHOM HAMAarHUYCHHOCTH G ciutaBa FesgCrioNizg mpu Temmepa-

Type 24°C: @ — OT BEeNIMIYMHBI MarHUTHOTO TOJSA H TOCe pa3ImdHON X0MogHOU medop-
mammmu e: 1 —0,2-0.7,3-1.6,4-20,5-3.1,6-38,7-6.0,8-6.7,9-74,10—
8.1, 11 —8.8, 12 —-9.4; 6 — ot crenenu xonoauou nedopmaruu e (H = 2.6 kOe)

N3Mmepenne TeMneparypHOM 3aBUCUMOCTH YAEIbHOM HAMarHUWYEHHOCTH B
npoliecce HarpeBa B MarHUTHOM T10JIe 00pa3IoB, MPEIBAPUTEIBHO OXJIAXKACHHBIX
1m0 —196°C B »aToMm ke mosne, mokaszajuo [1], uto muractuueckas aedopManus yBe-
JMYMBAaeT HAMArHUYEHHOCTh B 00JacTH Temmeparyp, Onu3kux K 1¢, U mpakTuye-
CKU HE U3MEHSET €€ B 00J1aCTH HU3KUX TEMIIEPATyp.

ITpu Harpese 10 200°C u oxnaKAEHUM 1O KOMHATHOM TeMieparypsl oOpas-
LIOB C pa3Iu4yHON nedopmainueil U3MEHEHUE MarHUTHBIX CBOWCTB MPAKTUYECKU
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oOparumo. Ilo cnpsiMieHuI0 KpuBBIX G(/{) ¢ TOBBIMIEHWEM TeMIepaTyphl JUIs
CHWIIBHOIE(POPMHUPOBAHHBIX (e > §) 00pa3oB MOXHO 3aKIIOUYUTh, YTO HAUOOIb-
mast remneparypa Kiopu ¢peppoMarHuTHBIX KJIacTEpHBIX 00pa3oBaHUl mopsjaka
160°C. U3 3apucumoctu o(7) B mosie H = 2.6 kOe miist 06pa3nos, nepopmMupo-
BaHHBIX JI0 Pa3IMYHBIX CTENEeHEH MmiacTuueckoi aegopmanui [2] (aHaTOrHUHOM
rpaduky Ha puc. 2), MOXKHO 3aKJIIOYHTh, YTO C IMOBBIIIEHUEM CTETICHU JedopMa-
IIUM IPOUCXOAMT HE TOJIBKO YBEIMYEHHE KOJIMUeCTBa (peppOMarHUTHBIX KilacTe-
poB (IIPONIOPIIMOHATIBFHBIN MTOABEM KPHUBBIX MO BEPTHKAIH), HO U UX TeMIIepaTy-
pbl Kropu 7¢ (cABUT KpHUBBIX B BBICOKOTEMIIEpaTypHYyI0 00sacTh). OqHako, Ha-
yyHas co cTeneHed nedopmanuu e = 8.8 u Bblle, KpuBble G(7) MpaKTUYECKU
COBMAJAIOT (U151 TUX 00Pa3IlIOB 3aBUCHUMOCTh G(€) JOCTUraeT HaCBIIeHUs, puc. 1,0).
Taxum obpasom, npu e > 8.8 Temneparypa Kropu u konuuectBo heppomMarHur-
HBIX KJIAacTepoB AepopMalMOHHOro NpoucxoxaeHus B cmiaBe FesgCrioNizg He

W3MEHSFOTCS.
3.0
2.5 Puc. 2. 3aBucuMocTh yneiabHONH HaMarHu-
o 2 4YeHHOCTH G HenedopmupoBanHoro (1) u
g 2.0 nedopmupoBannoro npu e = 1.6 (¢ = 97.7%)
8ﬁ 15 (2) obpasmos crumaBa FesgCripNizg B mar-
HuTHOM mone H = 2.6 kOe npu temmepa-
1.0 ! Type 24°C OT TemmepaTypsl IIOCIENO0Ba-
05 . | | | ' . ~ TeabHOro 30-MHHYTHOTO OTKHIa dYepes
0 200 400 600  S0°C
T, °C

ann>

Henunelinas 3aBucuMocTh (/) B MajbIX MOJSIX U MOBBIIIEHUE YJEIbHON Ha-
MarHMYEHHOCTH TPH XOJOAHOU nedopMalud BO3MOXXHBI B MEHEE CTaOMIIbHBIX
aycteHUTHBIX Cr—Ni-cTaisix B pe3yJbTaTe MOsBICHHUS (HEeppOMAarHUTHOTO Map-
teHcuTa naedopmainmu. OnHAKO 0O0pa3yOIMUNHCSs MapTEHCUT nedopMalud UMEeT
TUCTEPE3UCHYI0 3aBUCUMOCTh G(/) u oOnanaer GONMbIION KOIPLUUTHUBHOW CHIION
(H. ~ 100 Oe) [1]. B otinumne ot Hee HeMUHEHAs 3aBUCUMOCTh G(H) /Ui criiaBa
FesgCrioNizg sBisieTcst 6€3riucTepe3ucHOM, XapakTepHOW ISl AUCTIEPCHBIX (ep-
POMarHuTHBIX 00pa30BaHMiA C CyleprapaMarHUTHBIM MoBeneHueM. Kpome Ttoro,
HauOosnbmas Temneparypa Kiopu ¢eppoMarHUTHBIX 00pa3oBaHu aedopMaiiu-
OHHOTO MpoucxoxaeHus He npebimaer 160°C, yto ropazao Huwxke, yem ¢ OLK-
mapteHcuta Fe—Cr—Ni-crunaBoB (7¢ > 600°C).

HccnenoBana ycTOMYMBOCTD K OTXKUTY BO3HHUKIINX (DeppOMarHUTHBIX 00pa30-
Banuit (puc. 2) [1]. IIpu omxure no 200°C HamarauueHHOCTH TIpu 24°C U3MeEHs-
eTcs mano. B paiione temmepatyp 250-550°C HeoOpaTuMoe yCTpaHEHHE MOBBI-
[IEHHON HaMarHMYE€HHOCTH MPOUCXOIUT Hanbojee NHTEHCUBHO. OKOHYATEIbHOE
BOCCTAaHOBJICHHE MAarHUTHBIX CBOMCTB J0 CBOMCTB HEAE(POPMHUPOBAHHOTO COCTOSI-
HUS TIPOMCXOAUT C BhIpaBHMBaHUEM cocTaBa AedopmupoBanHoro ['T[K-cmmaBa u
umeer mecto npu 600°C. Takoil e OTKUT 3aKaJeHHOTo Hele(hOpPMHPOBAHHOTO
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crutaBa FesgCripNiszg mpu 100—650°C mpakTU4ecku HEe M3MEHSET ero HaMarHwu-
YEHHOCTH, u3MepseMon npu 24°C.

OO0cyxkaeHne MOoNTy4YeHHbIX pe3yibTaToB [1] MPUBOIUT K BBIBOJY, YTO OOBsIC-
HUTH HAOI0JaeMO€ U3MEHEHNE MAarHUTHBIX CBOMCTB MOXKHO TOJIBKO IepepacIpe-
JICJIEHUEM aTOMHOTO COCTaBa, KOTOPOE WHUIMUPYETCS OOJBIINM KOJIMYECTBOM
nedOpMaAIMOHHBIX BaKaHCUN W MEXAO0y3iuil. BiusHue TodeuHsix nedeKToB pa-
JTUAIIMOHHOTO MPOUCXO0K/ICHUSI Ha MEpepacipeieieHue JETUPYIOIUX 3JIEMEHTOB
B HHUKeJIeBbIX U XpoMmoHukeneBbix [ I[K-crmaBax u3BectHo. [Ipudnnbl mogo6HOTO
BJIMSIHUSI COCTOSIT B TOM, YTO OOpa30BaHHBIE B PE3YyJIbTAaTE PaJUallMOHHOIO BO3-
NEHCTBUS WIN CUIIBLHOMU MJIaCTHYECKOM Aedopmariu ToUeuHble 1e(heKThl ABHXKYT-
csl K CcTOKaM (TpaHuIaM 3epeH U (pparMeHTOB, AMCIOKALUAM). MexXI0y3eabHbIe
aTOMBI C Pa3HBIMU PAJNyCaMH UMEIOT PA3IUYHYIO MOJBUKHOCTh, YTO BBHI3BIBACT
oOoralieHle CTOKOB 00Jjiee «IOABMKHBIMU 3eMeHTaMu». C Apyroil CTOPOHBI, OT
CTOKOB HaBCTpEUy MOTOKAM BaKaHCHUW BO3HHKAET MPOTHUBOTOK JIETUPYIOIIUX dJIe-
MEHTOB, MHUTPUPYIOLINX C PA3IUMIHBIMH CKOPOCTSIMH. Pesynbrupytomuit sppext
3aKJII0YaeTCsl B 00OTAIIeHUH WM 00€THEHUN HUKEJIEeM, XPOMOM, Kelle30M obiac-
TEl CTOKOB TOYEUYHBIX JE€PEKTOB — I'PAHMII 3€PEH U Je(OPMAIMOHHBIX (parMeH-
TOB.

Jlns aHanm3a HampaBJIEHUS! PAcCIOCHUS MCCIIEI0BAHO TAKXKE BIUSHUE Aedop-
Mallid Ha MarHuTHBIE cBoicTBa cruiaBa Fey gCripNiyo (mpeamnonaraioch, YToO THI
paccloeHHsl CYIECTBEHHO HE U3MEHUTCS MPH yBEIUYCHUH COJEPIKAHUS HHUKEIS
Ha 10%) [2]. HenedopMupoBaHHBIi CIJIaB MEPEXOIUT B TapaMarHUTHOE COCTOS-
Hue npu I¢c ~ 100°C. U3 kpuBbix 6(H) nns 00pa3uoB, NOABEPTHYTHIX UHTEHCHUB-
HOM TIacTUYecKoil nedopManuy, MOXKHO 3aKIIOYHUTh, YTO MEpPEXo] B Mapamar-
HUTHOE cocTosinue npoucxoaut npu 7c ~ 200°C, yro na 100°C Bbiie, yem ais
HenedopmupoBanHoro oopasua. [Ipu Harpese 10 200°C u Bo3BpaTe K KOMHAaTHOM
TEMIIepaType U3MEHEHHUE MarHUTHBIX CBOMCTB MOYTH 0OpaTHUMO. 3aMETHON KOdp-
UTUBHOW CHJIBI WJIM OCTaTOYHOM HAMarHWYeHHOCTH HE OOHApyXEHO HU B Je-
dbopMUpOBaHHOM, HH B UCXOAHOM coctosiHusX (H,. < 10 Oe). Takum obGpazom, ¢
yBenudeHUeM cteneHu jaedopmammu B cruiaBe  FeggCripNigg, Kak U B
FesgCri,Nis3g, HaOMI0Ha€TCA BOSHUKHOBEHHE KJIACTEPOB C MOBBIIICHHON TeMIiepa-
typoii Kropu. Harnsimao a0 mposiisiercst Ha 3aBucuMocTsiX 6(7) B GUKCHpPOBaH-
HOM MarHuTHOM moie H = 2.6 kOe nmns oOpasuoB ¢ paznuuHoi nedopmanueit
(puc. 3). ITo mepe pocra nepopmanuu kpusslie o(7) casurarorcs B o01acTh Oosee
BBICOKHMX Temmeparyp. OnHako npu aedopMmanuy CIBUTOM IO AaBlieHUEM (e >
6.5) xkpuBble o(7) MpaKTUYECKH COBMHANAIOT, W Temmneparypa Kiopu ¢eppomar-
HUTHBIX KJIACTEPOB Ae(hOPMALMOHHOTO MPOUCXOXKICHUS, a TAK)XKE UX KOJIUYECTBO
NIEPECTAIOT yBEIMYMBATHCSA. DTO 3HAUYCHHE KPUTHUECKOW CTENEeHU aedopMariu
3aMeTHO HIke, 4eM B crutaBe FesgCriaNisg (e = 8.8).

[TpoBeneH aHain3 BO3MOXKHOTO PAcCiIOCHUs MpH AedopManuu ¢ MCIONIb30Ba-
HUEM JrarpaMMmbl u3onuHuii Temneparypsl Kiopu Fe—Ni—Cr-crutaBos [2]. W3 12
BapMAHTOB TOJBKO OJMH OTBEYAaeT HAOII0aeMOMY HW3MEHEHHI0O MarHHTHBIX
CBOMCTB. DTOT ciiy4ail COOTBETCTBYET 00pa30BaHUIO B MPUTPAHUYHON 00JacTH
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160 200 240 280

r.°C

0 40 80 120

Puc. 3. 3aBucumocTs yenpHONH HaMarHn4eHHOCTH G ciuiaBa FeygCripNigg B MarHUTHOM
nosie H = 2.6 kOe oT TemrepaTypsl NOC/Ie HHTCHCUBHOH IJIaCTHUECKON JedopMaluu e:
—— —-0,—m— —3.1,— = —58 —-A— —65, % —-T72,—*%k——-79,—e— —88 —— —9.2

MEJKHUX KJIaCTEPOB M3MEHEHHOT0 COCTaBa C OOOTalllEeHHWEM [0 HUKENI0 U COOT-
BETCTBYIOIIUM OOEIHEHUEM IO KEJIe3y, XPOM K€ MPaKTUUYECKH HE mepepacipe-
nensiercs. [lo paccMOTpeHHOMY M3MEHEHHIO COCTaBa KJIACTEPOB U YBEJIUYEHUIO
HAMarHM4eHHOCTH CIUIaBa PACCYUTaHbl MHTCHCHUBHOCTH MOBBIIIECHUS KOHIICH-
tparuu Ni u obegnenus Fe B kmacrepax (~ 2.5% Ha eawHUILY JorapudmMudie-
CKOM AedopMaliu e) U OTHOCUTEIbHBI 00beM KJIAcTepOB (C OTKIOHEHUEM CO-
cTaBa oT MaTpuibl 6osee 5%), KoTopbeiit qoxoauT 1m0 10% mpu cunsHO# nedop-
Mamui (e ~ 8).

B pabote [4] Ha OCHOBE YMCIIEHHOTO pEIIeHUs ypaBHEHUN TUPPY3UH, YIUTHI-
BAaIOIUX POKJIEHHWE U TIOTJIONICHHWE TOYEUHBIX N1e(hEeKTOB B MpPOLIECCe CUIIBbHOU
IUTACTUYECKOW JedopManmu, MOCTPOCHBI MPO(HIN KOHIEHTPAIMH KOMITOHCHT
crtaBa FesgCripNizg BOMM3M rpanuiibl 3epHa. [lokazaHo, 4TO TpaHMIIBI 3€pEH
CHJIBHO 00O0TraImalTcs HUKEIeM U OJHOBPEMEHHO OOCIHSIOTCS KEle30M M Xpo-
moM. [IupuHa 30HBI, oOoramenHol Ni, mopsaka 1—2 nm npu MOBBIIEHUH KOH-
neHTpanuu Ni B Heil B cpeiHeM B MOJITOpa-JBa pasa.

st omucaHWs W3MEHEHUS MAarHWTHBIX CBOWCTB TIPH PACCIOSHUM CIUIaBa
FesgCrioNizg mpemtokeHa MojIeNib cyneprapaMarHeTika ¢ pacipeie]ICHUEM Jac-
THUII IO BEJIMYMHE MarHUTHOTO MOMEHTa [3]:

0 H<W

n(dpu=< a kT (1)
qu W= Ho, TIE Lo =

max
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(Hmax — MakcuMalbHO€ MAarHWTHOE I0JIE B M3MEPEHHUSAX 3aBUCUMOCTH O(H)),
NpUBOAALIas MPH (PUKCUPOBAHHOW TemnepaType I K 3aBUCMMOCTH HaMarHU4YeH-
HOCTH OT MarHUTHOTI'O TOJIsl BUJA

o(H) = aH + bH" ()

(3mech a, b u ¢ — mapaMeTpbl, 3aBUCAIINE OT TEeMIEpaTyphbl U3MEPEHUSs], CTETICHU
nedopMaIui ¥ TEMIIEPATyphl OTXKHUra, HO HE OT MarHUTHOTO ToJist). Takasi 3aBu-
CHUMOCTb OIHUCHIBAET SKCIIEPUMEHTANIbHbIE KpUBbIe G(/H) B mpejenax MOrpemrHo-
ctu u3mepennit (0.5—-1.5%), uto B 3—5 pa3 nydie (1Mo OTKIOHEHHIO), Ye€M MOJIEIb
cymnepnapaMarHeTuka (Tpu mapaMeTpa) ¢ OJMHAKOBBIMH (DeppOMarHUTHBIMH Yac-
tunamu. [IpennoxxeHHass MOAENb COTNIACYeTCs C AKCIEPUMEHTOM (KpUTEpUid xz)
BO BCEX JUaNa3oHax HCCiIeqoBaHHBIX nedopmanuii (e = 0-9.5), Temneparyp u3-
mepenus (7= 20-200°C) u omxura (Tan, = 100-650°C).

C ydeTroMm mapameTpoB @, b U ¢ pacCUMTaHbl yJelbHasi BOCIPUUMYHBOCTh MAaT-
PHIIBL, YUCIIO KIACTEPOB B €IMHUIE 00beMa, CPeIHUI MAarHUTHBI MOMEHT Kila-
CTEpOB, HAMAarHMYEHHOCTh HACBIIIECHUS 00paslia U MPUBEACHBI MX 3aBUCUMOCTHU
oT aedopMaiuu, TemMneparyp usmepenus u omxkura [3]. Ilo moBegeHuto mapamer-
POB TIpeITOKeHHOM Moenu st crutaBa FesgCriaNizg MOKHO 3aKITIOUNTh:

— IIpU KOMHATHOW Temmeparype oOpa3zoBaHue MENKUX (EeppOMArHUTHBIX Kia-
crepoB HaumHaeTcs npu e > 0.8. [Toporosas nedopmanus e = 0.8 u yckopenue
pocTa HAMarHUYEHHOCTH NpU e > 1.6 0OyClIOBIIEHBI JOCTIKEHHEM (CHayana B
4acTH, a MOTOM U B OOJBIIMHCTBE KJIACTEpOB) cocTaBa ¢ Temmeparypoil Kiopu
BBIIIIC KOMHATHOM;

— oOpazyromecs Ki1acTepbl HEOJHOPOIHBI 110 COCTAaBY: KPYIHbBIE COCTOST U3 60-
Jiee MENTKUX, OObEIMHEHHBIX (B MATHUTHOM CMBICIIE) TIepeMbIUKaMu. Bkiiaa epeMbi-
YeK B HAMAarHUYEHHOCTh 3HAYMTENIbHO MEHBIIIE KJIACTEPHOTo, uX Temneparypa Kiopu
He npesbiaeT 80°C, TeMiepaTypa yCTPaHSIOLIEro UX oTKura okoso 350°C.

[To 3HaueHUsIM MarHUTHOTO MOMEHTA U CPEJHEMY COCTaBy OIICHEHBI pa3Mephl
dbeppoMarHuTHBIX KiactepoB. Hampumep, mist KjaacTepoB ¢ Y > 1-5'103MB (u —
maraeToH bopa) nedopmarus e = 9.5 IpUBOIUT K CPEAHEMY 3HAUCHHUIO MAarHUT-
HOTO MOMEHTA [,y = 110 U mpu KOMHATHOM TeMIiepaType, YTO COOTBETCTBYET

TU1st chepruaeckoit GopMbl AHaMeTpy 8.4 Nm U YUCITY KJIACTEPOB ~ 410" em™.

BeiBOABI

1. O6napyxeno, uro UII/] npu KoOMHaTHOI TeMmepaType NpUBOJUT K aTOMHO-
My paccrnoenuto TBepabix [ TIK-pactBopoB — crmaBoB FesgCripNisg u FeqgCraNigg
— ¢ o0pa3oBaHMEM KJIacTEpPOB C MOBBILIEHHON TeMiieparypoi Kiopu. Ycrpanenue
KOHLIEHTPAIMOHHOM MUKPOHEOJHOPOJHOCTH, WHAYLHMPOBAHHOM XOJIOAHOW Je-
dopmarueit, B crutaBe FesgCripNi3g HaumHaeTcs B mpolecce oTkura npu 7c =
~ 200°C. OxoHUaTeIbHOE BBHIPABHUBAHME COCTaBa MPOUCXOAMUT BCICACTBUE PEK-
pucrannuzanuu y-¢assl npu 600°C.
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2. HaGnromaemoe M3MEHEHHWE MArHUTHBIX CBOMCTB B CHUJIbHOJE(HOPMUPOBAH-
HbIX cruiaBax FesgCripNiszg u FeqgCrisNigg mO3BONISET 3aKIIOUNTH, YTO pacciioe-
HUE NP JePOopMaIUH MPOUCXOTUT B OCHOBHOM ITyTeM oboramieHus: aromamu Ni
MPUTPAHUYHBIX 00JIACTel 3epeH 3a cueT 3amelieHus atomoB Fe, koTopbie yxoasT
B TEJIO 3epHa, nepepactpeaenenne Cr mpu 3TOM He3HAYUTENbHO. IHTEHCHBHOCTH
yBenMueHUs: KoHIeHTpauu Ni (M cooTBeTcTBYIOIIEro obennenus Fe) B kiacre-
pax ¢ pazmepom Oosee ~ 1.5 nm cocraBusieT ~ 2.5% Ha eaMHUIY JoTaprpMHUYe-
ckoit nedopmanuu. [lons deppoMarHUTHBIX MPU KOMHATHOW TemImepaType Kia-
cTepoB npu Aedopmaruu e > 8 goxoaut 1o 10% oobema.

3. Jlns omucaHUS M3MEHEHHUs MarHUTHBIX CBOWCTB MPHU PACCIOCHUU CILIaBa
FesgCri;Nisg mpemioxkeHa Moeb cymneprapaMarHeTHka ¢ pacripeesieHueM Jac-
THI] 110 BEIMYMHE MAarHUTHOTO MOMEHTA, MPUBOJSINAS TP PUKCUPOBAHHOUW TEM-
neparype K 3aBUCMMOCTHM HaMarHMYEHHOCTH OT MAarHUTHOro mojs Buaa o(H) =
= gH + bH . Dta obnacts B auamasone marauTHOTO ostst H = 0.2—3 kOe omuchl-
BaeT IKCIEPUMCHTAIbHBIC KpUBbIe G(H) B Tpenenax MOTPEIIHOCTH H3MEPECHHN
(0.5-1.5%) Bo Bcex amamnazoHax UccienoBaHHBIX nedopmanuit (e = 0-9.5), Tem-
nepartyp usmepenus (I'=20-200°C) u omxura (1, = 100-650°C).
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B.M. Efros, A.1. Deryagin, N.B. Efros, V.V. Sagaradze, L.I. Stefanovich, V.N. Varyukhin

FORMATION OF NANOSCALE CLUSTERS IN FCC ALLOYS
UNDER SEVERE PLASTIC DEFORMATION

It is well known that severe plastic deformation as well as radiation generates a great
number of point defects. Motion of point defects toward sinks (dislocations, grain and
subgrain boundaries of grains, interfaces) can induce «stratification» of y-solid solution. It
is not clear beforehand, if this process occurs in the course of deformation because dislo-
cation motion results in equalization of alloy composition, not in stratification, contrary to
point defects.

Thereby, the aim of the present work was investigation of redistribution of doping
elements and possible stratification in the Fe—Ni—Cr based fcc alloys under severe plastic
deformation (SPD).

To detect this phenomenon by magnetic methods, we selected the compositions of the
tested alloys with explicit composition dependence of magnetic properties, particularly.
This choice allowed analysis of deformation redistribution of doping elements with using

the data about evolution of 7 and other magnetic characteristics in the course of SPD.
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The following results were obtained in the work. Process of atom stratification of the

FesgCripNiszg and FeygCripNigg (mass%) alloys under SPD at room temperature was
found. Particularly, it was demonstrated that the intensity of increase in nickel concentra-
tion and related iron depletion in clusters of the size more than ~ 10 nm is about 2.5% per
unit of logarithmic deformation. In the course of SPD, the part of clusters with the com-
position differing from the matrix by more than 5% reaches 10% of the volume.

Keywords: fcc alloys, severe plastic deformation, stratification, ferromagnetic clusters

Fig. 1. Specific magnetization ¢ of the FesgCrioNijq alloy at 24°C: a — vs magnetic field
magnitude H after varied cold deformatione: 7 —0,2-0.7,3-1.6,4-2.0,5-3.1, 6 —
38,7-6.0,8-6.7,9-74,10-28.1, 11 — 8.8, 12 —9.4; 6 — vs cold deformation degree e
(H=2.6 kOe)

Fig. 2. Specific magnetization ¢ of non-deformed (—m—) and deformed at e = 1.6 (¢ =

=97.7%) (—e—) samples of the FesgCr,Ni3( alloy in magnetic field H = 2.6 kOe at 24°C
vs the temperature of successive anneal in 50°C for 30 minutes

Fig. 3. Temperature dependence of specific magnetization ¢ of the FesgCr,Nizq alloy in

magnetic field H = 2.6 kOe after severe plastic deformation e: —¢— — 0, —m— — 3.1, —=— —
58,-A— —6.5,x- -72,—% - —-79,—e— —88,—1— -9.2
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PACS: 61.43.Dq, 61.46.+w, 61.46.—w

I".E. ABpocumosa, A.C. ApoHuH, [.11. lnpHuHa

N3MEHEHWE CTPYKTYPbI METAJTTIMYECKOI' O CTEKNA AlggNi2Y 10
NP TEPMOOBPABOTKE N AE®OPMALIN

UHCTUTYT cbmsmkn Teepgoro tena PAH
yn. Akagemuka OcunbsiHa, 2, r. YepHoronoska, MockoBckasi 061., 142432, Poccus

Cratbsa noctynuna B pegakumio 17 aHBapsa 2013 roga

Memooamu penmeenocpaguu u npoceeuugaioujell INEKMPOHHON MUKPOCKONUU UCCe00-
8aHa 26010YUL CIPYKMYPbl Memaiiudeckozo cmekia AlggNirY 1o npu degpopmayuu u
uzomepmureckom omacuee. Ilokasano, ymo npoyecc KpUCManiiu3ayuy COnPoBONCOAEmes
UBMEHEeHUAMU 8 CIpYKmype amop@rol gazvl: hazoevim paccioenuem u obpazoearuem
amopghuuix obracmeti pazHo2o cocmasa ¢ pasHbIM OIUNCHUM NOPAOKOM. Ycmanoeneno,
Yymo npu naacmuyeckol oeghopmayuu 006pazoeanue HAHOKPUCMALLO8 HAOII00Aemcs yice
npu KOMHamHou memnepamype. o5 HAHOKpUCTMALIUYECKOU (a3bl yeenuuugaemcs npu
nocaeoyroweti mepmooopabomre. Cchopmuposanuas HAHOCMPYKMYpa A61emcs 00Cma-
Mmouno cmadbunbholl u coxparnsemcs npu memnepamype 150 C ¢ meuenue 500 h.

KiaioueBnle ciioBa: aMOp(I)HBII\/'I CIlJIaB, KpUCTAJJIM3alusd, HAHOKPUCTAJJIbI, IIPOCBCUYHN-
BaroIas 3JICKTPOHHAsA MUKPOCKOIIN:, pCHTI‘eHOFpa(i)I/ISI

Memoodamu penmeenoepaii ma npoceiuyeanbHol eneKmpoHHOI MIKPOCKONIT 00CTIONCEHO e80-
Joyiio cmpykmypu memaniunoeo ckia AlggNi>Y g npu degpopmayii ma izomepmiunomy Gionai.
Tlokazarno, wo npoyec Kpucmanizayii cynpo8oONCYEMbCA 3MIHAMU 8 CIPYKIYPI aMop@Hol
pazu: gazosum po3wapysannam i YmeopenHam amopghHux oonacmeit pizHo2o cKaaoy 3 pisHuM
oaudicHiM nopsokom. Bemanoeneno, wo npu nnacmuunii degpopmayii ymeopenHs HaHoKpu-
cmanie cnocmepieaemvcs 6dice npu KiMHamuilu memnepamypi. /[onisa HaHOKpucmaniuHoi gasu
30ULUYEMbC NPpU HAcmynHil mepmooopooyi. Chopmosana HaAHOCMPYKMYpa € 0OCMAMHbO
cmabinbHow i 30epicacmuvcs npu memnepamypi 150 C npomszom 500 h.

Knrouosi cioBa: amophHMii craB, KpHCTami3anisi, HAHOKPHUCTAIM, MPOCBIUYBaJbHA €JIeK-
TPOHHA MIKPOCKOITisl, pEHTTeHOTpadist

BBenenne

MeTtannndeckue CTeKJIa U YaCTUYHO-3aKPUCTAIUIM30BaHHbIE aMOp(QHbIE CIlTa-
BBl HA OCHOBE aJIOMHUHMS B TIOCIEIHUE TOIBI MUPOKo uccienyrres [1-11]. Un-
Tepec K 3TUM MaTepuanaMm OOYCIOBJIEH KaK X HEKPUCTALUTUYECKOU CTPYKTYpOil,
TaK ¥ XOPOIIMMH MPOYHOCTHBIMU XapaKTEPUCTUKAMHU TIPU MAJIOM YACIBHOM BECeE.
Haubonee mupoko uccneayeMoil rpynnoil Takux CTEKOJ SBISIOTCS CIUIaBbl CUC-
TEM AJTIOMUHUN—TIEPEXOAHBIA METAIII—PENKO3EMEIIBHBIN METAJLI.

© TI'.E. Abpocumora, A.C. ApoHuH, [.MN. LnpHuHa, 2013



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

Merannnueckue cTeksia OOBIYHO MOTYy4aloT CKOPOCTHOW 3aKajkoil paciiaBa
Ha OBICTPO BpalIaromieecs KOJIECO, a YaCTUYHO-KPUCTAIUTMYECKHE — TTOCIIEyIO-
mei TepMooOpaboTKON MeTamanueckux cTekod. CTpykTypa MOCIeAHUX Ipel-
CTaBIIsIeT co00W aMOp(HYIO MaTpUILy, B KOTOPOHl pacripenesieHbl HAaHOKPUCTAILIBI
¢ pa3MepoM, OOBIYHO HE MpPEBBINAIIMM 25 nm. Beicokue NpoYHOCTHBIE Xapak-
TepucTuku (mpeaen Tekydect 1o 1.6 GPa) menarot 3TOT Marepuan BeCbMa IMpH-
BJICKATEJIBHBIM ISl IPAKTUYECKOr0 MCIONb30BaHusl. POpMUPOBaHNE HAHOCTPYK-
Typbl 3aBHCHUT OT psiJla MapaMeTpOB U, HECMOTPS HAa 3HAYUTEIBHOE KOJIUYECTBO
paloT, MOCBSILEHHBIX MCCIEJOBAHUIO 3TUX MaTEpUaloB, MHOI'O BOIPOCOB OCTa-
IOTCS JIO HACTOSILIEr0 BPEMEHU OTKpPHITBIMU. K HHMM OTHOCATCS OCOOEHHOCTHU
(opMHpOBaHUS HAHOKPUCTAIJIOB IpU TepMooOpaboTke u nedopMmalnuu, OHO-
POIHOCTH pacmpesesieHs] HAHOKPHUCTAIJIOB MPH Pa3HBIX THUMAax 00padOTKH, CTa-
OUIBHOCTH (POpPMHUpYIOLIEHCS CTPYKTYpPBI, €€ M3MEHEHHE IIPU Pa3HOro poja BO3-
JnercTBUsIX. I103TOMy HECOMHEHHBIM HMHTEpPEC BBI3BIBACT BBIICHEHHE YCIIOBHM
(opMHpOBaHUS HAHOCTPYKTYpPbl B MaTepualaXx yka3zaHHOM rpynmsl. Llenbio Ha-
CTOALIEH pabOThI SIBISUIOCH MCCIEAOBAHUE 3BOJIIOLUM CTPYKTYPbl METAUIMYECKUX
crekout AlggNiy Y ipu Harpese U e opMaIuu.

MeToauka IKCIIEPUMEHTA

Merannmnueckoe crekiio AlggNirY g ObUIO TOTY4YEHO B BUIE JIEHTHI METOAOM
CKOPOCTHOM 3aKaJIKi pacIijiaBa Mo OJJHOBAJIKOBOM cxeMe. CKOpOCTh OXJIaXkIECHUs
pacruiaBa Oblia 10° deg/s, mmpuHa TOTYYSHHBIX JIGHT COCTaBJIsUIa 5 mm, a TOJI-
nHa — okoiio 40 pum.

OO0pa3isl moIBEprayivi HarpeBaM ¢ MOCTOSTHHOW CKOPOCTBIO M U30TEPMHUUECKUM
OTXHraMm, a Takxke macTudeckoil aedopmaruu. HarpeB ¢ mocTossHHONM cKoOpo-
ctpio 20 K/min nmpoBoamim B auddepeHnnanbHOM CKaHUPYIOMEM KalOpUMETpe
Perkin-Elmer DSC-7. [lepopmanuio OCyLIECTBISUIM METOJOM MHOTOKPAaTHOM
NPOKATKH Ha YeThIpeXBaJKOBOM JabopatopHoMm craHe VEB Schwermaschinen-
bau. Bennuuna gedopmaruu (o6xkatue) usmensack ot 10 go 30%.

PeHTreHOCTpyKTYpHBIE HCCIEIOBaHUS WCXOAHBIX U Je(OpMUPOBAHHBIX 00-
pasloB BBINOJIHIN Ha peHTreHoBckoM audpakromerpe SIEMENS D-500 ¢ uc-
nosns3oBanueM Cu u Co K,-uznydenus. [Ipu o6paboTke MOITYUEHHBIX CHEKTPOB
UCIIOJIb30BAIM CHELUAIbHbBIE IPOrPAMMBI, MO3BOJISIONIUE POBOIUTH CIIIa’KHBa-
HHE, KOPPEKIHIo (hoHa, pa3/ieneHne nepeKphIBaOIUXCs MAaKCUMYMOB U JIp.

N3ydeHne MHUKpPOCTPYKTYpbl OCYLIECTBISUIM € MOMOIIBIO MPOCBEYMBAIOILETO
anekTpoHHoro mukpockomna JEM-100CX npu yckopstomiem HampspkeHun 100 kV.
OO0pa31b! 1)1 2IEKTPOHHO-MUKPOCKOITNYECKHUX MCCIIEI0OBAHUN TOTOBUIN HOHHBIM
YTOHEHUEM.

Pe3ynbTaThl 3KCNIEPUMEHTA B 00Cy KAeHHe

[Tocne 3akanku oOpasipl uMenu amopdHyo cTpykrypy. Kanopumerpudeckue u
PEHTI€HOCTPYKTYpPHBIE HCCIIENOBAaHMS MOKa3aaH, YTO (ha3oBble MPEBpALEHUS OT
HCXO/IHOTO aMOP(HOT0 COCTOSHUS JI0 00pa30BaHUs PABHOBECHBIX KPUCTAIUTUUECKUX
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Puc. 1. PeatrenorpamMmma mcxogHoro amMmop(dHoro cruraBa (a) U ciuiaBa mociie OKOHYaHUS
TIEPBOH CTAaNK KpUCTAILTH3auH ()

¢a3 npoxoasT B 4 cTagul, OCHOBHOE BHUMaHUE MPHU UCCIIEI0BAaHUU OBLIO yJiene-
HO HAYaJIbHOW CTaJuM KPUCTATU3ALMH, IPU KOTOPOH 00pa3yeTcsi HaHOKpUCTAaI-
JM4eckasi cTpykrypa. Kpucrammsanus croiaBa npu HarpeBe co ckopocThio 20 K/min
HauyMHajachk npu temneparype 182°C ¢ BblIelieHUsT KPUCTAUIOB aJlOMUHUSA, 3a-
BEpILIEHNE NEPBOM CTaJANH KPUCTAIIM3AaLMU HACTYIAJ0 MPHU TEMIIEpaType OKOJIO
250°C. Ha puc. 1,a,6 moka3aHbl peHTT€HOIPaMMbl COOTBETCTBEHHO HCXOJHOTO
oOpasia (CHsATa C UCTIOIb30BAHUEM MEIHOTO M3JIyUeHHUs) U o0pasiia mocie OKOH-
YaHUs MEepBOM cTaguu Kpuctayumszauuu. Ha puc. 1,6 mpucytcTByroT nudpakuu-
OHHBIE OTPAXKCHUS, COOTBETCTBYIOIINE HAHOKPHCTAIIAM aIOMUHUS, u AU dy3-
Hasl yacTb, 00YyCJIOBJIEHHAs ocTaBIleics aMmopdHO (azoil.
s Gonee TOIpPOOHOrO aHAIM3A
U3MEHEHUH CTPYKTYpbl HCCIEI0BaHMS
MIPOBOAMIIM TaKXe C MCIOJIb30BAaHUEM
0osee Ms TrKoro, Ko6ambTOBOTO, U3IY-
yeHus. HauanbpHas 4acTh crekTpa mo-
Ka3aHa Ha pUcC. 2, U3 KOTOPOro BHJIHO,
yTO0 aMopdHas 4acTh oOpasia mperep-
nesia 3HauuTeNbHble M3MeHeHus. [ud-
(dy3Has 4acTh CIEKTpa Mocie TePMO00-
T S paboTKM mpejcTaBisieT cobol cymnep-
35 4Q 45. S0 55 60 MO3UIUIO, KaK MHHMMYM, ABYX TIaJlo
Diffraction angle, 26 (xpuBBIe 5 U 6) C pa3HBIM YIJIOBBIM HO-
Puc. 2. Y4acToKk peHTT€HOrpaMMBbl, COOT-  JIO)KEHUEM, YTO CBUIETEIILCTBYET O IIPHU-
BeTCTByIOU_[I/Iﬁ 06HaCTI/I HepBOFO ,[[I/I(b(by3' CyTCTBI/H/I B CprKType HByX aMOp(I)HLIX
HOTO Tajio: / — JKCIepUMEeHTaIbHas KpHU- ¢a3. DTu pas3pl XapaKTEPU3YIOTCS pas-
Basg, 2 — cymmapHas orumbaromas; 3, 4 —  gpim pagMycoM MEepBOH KOOPIHHALIH-

OTpaXEHUS OT HAHOKPHUCTAJIJIOB ajnoMI/I— OHHOI Cepbl (PasHbBIM PACCTOSHHEM
HUSL; 5, 6 — OTpaskeHus1 OT aMOp(hHOH (a3bl

Intensity, arb. units

MeXay OmmKalIiuMu cocelsiMH B

92



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

CTPYKTYpE), YTO (PAKTUYECKH CBUAETEIBLCTBYET 00 HUX PAa3HOM XUMHYECKOM CO-
ctase [8,12,13]. OueBuaHo, uTo amMopdHas gaza ¢ OONBLIUM PATUYCOM KOOPIH-
HAIMOHHOM cdeprl (kpuBas 5) mommkHa ObITH oboramieHa uTTpueMm (Hambonee
KPYITHBIH aTOM M3 MPUCYTCTBYIOIINX B CIUIABE).

Takum oOpazom, mipu TepmooOpadoTke amopdHoro crmiaBa AlggNiy Yo ero
CTPYKTypa HU3MEHSETCA: Ha PEHTICHOrpaMMax MOSIBISETCS JONOJHUTEIbHbIHN
T Py3HBII MAKCUMYM CO CTOPOHBI MEHBIIIHNX YTJIOB, YTO CBHIETEIHCTBYET O TO-
SBJICHUN aMOP(HBIX obsiacTeil ¢ OOJBIINUM MO CPAaBHEHHUIO C UCXOIHOW aMopd-
HOH (a3ol paarmycoM MepBor KOOPAHHAIIMOHHOU cdepsrl. [Ipu 3TOM OCHOBHOM
MaKCHUMYM HEMHOI'O CMeIllaeTcs B 00JacTh OOJIBIIUX YIJI0B. DTO 03HAYAET, YTO
B IIpOIIeCCe BBIICIICHUS HAHOKPHUCTAIIOB aIOMUHUSL amopdHas (a3a HE mpo-
CTO MEHSIET CBOM COCTaB (KaK M JOJDKHO OBITH MpU MEPBUYHOIN KpucCTaIn3a-
[IMW), HO B HEW MPOUCXOIAT 00Jiee CIIOKHBIE MPOIECCHI, MPUBOJISIINE K 00pa-
30BaHMIO HECKOJIBKUX (KaK MUHMMYM, JBYX) HOBbIX aMopdHbIX (a3. IIpu yse-
JUYCHUH TEMIIepaTypbl WIH JUIUTEIBHOCTH TEPMOOOpPAOOTKH HOJs HAaHOKPH-
cramnueckoi ¢asel pacter. [logoOusie usmenenus Gpopmsl AupPy3HOTrO rano
HaAOJIIOTaNTUCh U paHee Ha CIIaBaX ATOH K€ CHCTEMBI, HO APYTOro COCTaBa, u4To
CBA3BIBAIOCH C MU3MEHEHUEM CTAOMIIBHOCTH aMOp(HOH (a3l NpU U3MEHEHHH
ee cocTaBa (3a CUeT BBIICJICHUS HAHOKPUCTAJUIOB AIFOMHHHUS U, CJIEIOBATEIb-
HO, YMEHBIIEHUS €T0 KOoHIeHTpanuu) [15-17].

B cnywae mnactudeckoit aedopmanuy HAHOKPHUCTAILIBI 00pa3yIOTCsl yKe TpU
KOMHaTHOH Temneparype. Ha puc. 3 noka3aHna peHTreHorpamMma obpasia rnocie Je-
dopmanmu Ha 10%. Bugno, uto momumo audy3HEIX MAaKCUMyMOB Ha PEHTTEHO-
rpaMMe MpPUCYTCTBYIOT cCllabble OTPa)K€HUs,, COOTBETCTBYIOLIUE BbIIEICHUSAM
kpuctaiioB Al. [lpu yBenuuenun crernenn aedopmammu 10 30% 105151 HAHOKPH-
CTAJUIMYECKOH (pa3bl HEMHOTO BO3PACTaeT.

Bosee 3HaunTENPHBIC H3MEHEHUS! CTPYKTYPBI HAOIIOAAIOTCS TIOCIIE U30TEPMH-
YEeCKOro OTXKura JeopMUpoBaHHbIX 00pa3noB. Ha puc. 4 nmpeacraBieHsl peHTre-
HOrpaMMBbl o0pasia nocie uzorepmuyeckoro omxura npu 150°C B teuenue 1, 4,
16, 330 u 500 h. Buano, uro mpu Takoil TepMOOOPabOTKE CTPYKTypa 0OpasiioB
NPUHIUIHAIBHO HE MEHSETCs, a IOl HAHOKPUCTAUTNIeCKo# (a3bl pacter. Hau-
Oosiee 3aMeTHbIE U3MEHEHUS CTPYKTYphl IPOUCXOIAT HAa HAYaJIbHBIX CTaIUSIX OT-
JKUTA — TIPH JUTUTSIIBHOCTH OTxKUTa OoT 1 110 60 h, 3areM ¢ yBelIndeHHEeM BPEMEHH
CTPYKTYpa NIPAKTUYECKU HE MEHSETCS.

CdopmupoBaHHasi CTPYKTypa OKa3bIBAaeTCsS CTAOMJIBHOW M HE IpETepIieBacT
3aMETHBIX M3MEHEHHMH B JIOCTATOYHO IIMPOKOM TeMIlepaTypHOM HHTepBaie. Ha
pHC. 5 TOKa3aHbl PEHTIeHOTrPaMMBI 0Opa3iia MOCiIe OTKUTOB TMPH TeMIEpaTypax
150, 200 u 280°C B Teuenue 1 h. ITocne omxura mpu 285°C moMuMo KpHUCTaLIMye-
CKHX ITUKOB, OTBEUYAOIINX ATFOMUHUIO (TIOMEUYEHBI CTPEIIKaMH), Ha TU(PpaKTorpaMMe
HOSBIISIOTCS. OTPA)KEHUS, COOTBETCTBYIOIME KPUCTAUIAM paHEe HE HM3BECTHOM
MeTacTaOMIbHON KpUCTAJUIMUECKUH (Da3bl (IIOMEYEeHbl 3BE3/104KaMU Ha puc. 06).
[Tpu panpHelmeM nosbiieHUH TemnepaTypsl 10 310°C noist sToi ¢asel yBenu-
YHMBAETCS, OJTHAKO Ha CIEAYIOMNX CTAIUAX KPUCTALTH3AINH 3T (a3a pacnagaercs,
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Puc. 3. Pearrenorpamma obpasua mocie negopmanyn Ha 10%

Puc. 4. Perrrenorpammel obpasna nocie omkura npu 150°C B teuenue 1 (1), 4 (2), 16
(3),330 () 500(5)h

U TI0CJI€ OKOHYAHMS TOCIEAHEH CTaluu KPHUCTAILTM3AIMH OOpa3Ibl SBISIOTCS
TpexdaszHpIMU U conepkaT Kpuctamwsl Al, AI3Ni, Al3Y. Pasmep Beinenenuii pas-
HOBecHBIX (pa3 3ameTHO Oousbie (50 nm u GoJee), U OH pacTeT MPU YBETUUCHUU
NPOJIOJDKUTEIBHOCTH OTKUTA. AHAIN3 UMEIOIINXCSA Ha PEHTTEHOTpaMMe OTpaske-
HUll (puc. 6) moka3ai, 4yTo CTPYKTypa METacTaOMIBHOU (pa3bl MOKET OBITH OIH-
caHa OpTOPOMOMYECKOl peleTkoi ¢ napamerpamu a = 4.88 A, b=5.52 A, c =
=10.25 A. CrnenyeT OTMETHTD, UTO HaubOJIee UHTCHCUBHASI JTMHUS METaCTa0UIIb-
HOM (pa3wl pacmonaraercs cineBa ot JuHuM (111), mpakTUYecKu Ha MeCTe BTOPOTO
muddysHoro raio (cMm. puc. 3, kpuas 5). IT0 yKaszplBaeT Ha OJIM30CTh COCTaBa
MeTacTaOmiIbHON (ha3bl cocTaBy aMop(hHOU (a3bl, OTBEYAOIICH dTOMY Tallo, Of-
HAaKO B paMKax JaHHOM paOoThl XMMHYECKHUH COCTaB MeTacTaOWIbHOH (a3bl He
OTIPEIEIISITH.

£ 2l
£ g |
g £
E a0,
40 60 80 100 120 40 60 80 100 120
Diffraction angle, 260 Diffraction angle, 26

Puc. 5. PearreHorpammel oOpasiia rocie yacoBoro omkura mpu 150 (7), 200 (2) u 280°C (3)

Puc. 6. Perrrenorpammsl o0pasia nocie orxura npu 285°C B reuenue 1 h
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[To maHHBIM MPOCBEUYMBAOIICH JIEKTPOHHON MUKPOCKOIMUU OBUIA IMOCTPOCHBI
pacnpeenenus Mo pa3MepaM HaHOKPHUCTAJUIOB aJllOMMHUS JJI pa3HOM MPOJOJI-
KUTEIBHOCTH OTKUTa (puc. 7). BBUIY CIOKHOCTEH, CBA3aHHBIX C HAOIIOJICHIEM
CaMbIX MEJIKUX KPHUCTAIOB, UX JI0JI MOXET ObITh 3aHMkeHa. 3 pucyHKa BUIIHO,
YTO C YBEJIMUCHUEM BPEMEHU OTKHUTA CPEIHUN pa3Mep KPUCTAILUIOB PaCTeT, KOJIH-
YECTBO MAJIEHBKUX KPUCTAJLIOB YMEHBILAETCS, PACIIPEICTICHHS CABUTAIOTCS B 00-
JacTh OonbIIMX pa3mepoB. Pacnpenenenus npu OOJIbIINX BpeMeHaX BbIICPKKU
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Puc. 7. Pacnpenenenust no pasMepaMm Ha-
HOKPHUCTAJIJIOB aJIIOMUHUA IIOCIIE€ H30Tep-
Mudeckoro orxkura mpu 150°C B teuenue 1

(a),4(6)n 121 h(s)

MOTYT OBITH omucaHbl (pyHkiuen ['a-
ycca. HalOmromaemsbrii xapaktep pac-
MpeJleJIeHU U ero U3MEHEHUE CO Bpe-
MEHEM YKa3blBaIOT Ha T€TEPOTCHHBIN
MEXaHM3M 3apOXKJIEHUS KpUCTAIIOB
ATIOMUHMS TIPU KPUCTAUIA3AIUHU, YTO
corjacyercsi ¢ JaHHBIMU JPYTHX HC-
cinenoBanuii [14].

Ilo pacnpenenenusm ObUTM paccyu-
TaHbl CPEIHMM pa3Mmep, NUCIEepCUsi U
CpelHEeKBaIpaTUYHOE OTKJIOHEHUE JUIst
KaXJIOro BpeMeHu oTxwura. llomyden-
HbI€ JIaHHBIE MPECTABIICHbI B TaOJIU-
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1e. 3aBUCUMOCTh pa3Mepa KpUCTAJUIOB OT BPEMEHHU OT)KUI'a NMPUBE/IECHA TAaKXKe Ha
puc. 8. Kak yBennuenue 1oam KpUCTaUIMUECKON (ha3bl, TaK U POCT pa3MepoB Ha-
HOKPHCTAJUIOB HanboJiee OBICTPO MPOUCXOIIT Ha HAYaJIbHBIX CTAIHAX IpeBpalle-
HUS, T.€. CTPYKTYypa MU3MEHSETCS IpU OTKUre JINTENbHOCThIO 10 ~ 30 h, mocne
9ero OHa MPAKTUYECKH HE MEHSETCS.

Tabnuna
H3meHeHue cpeqHUX pa3MepoB KPHCTAJNJIOB U LIHPHHBI pacipe/ejeHust
10 pa3MepaM NMpH H30TepMUYecKoM oT:kure mpu 150°C

Bpewms KonmuuectBo | Cpenuuii | Hducnepcus, |CpenHexBaapaTUaHOES
oTxKura, h | Kpucramios | pazmep, nm nm> OTKJIOHEHHE, Nm
1 713 6.1 0.129 0.360
4 926 6.5 0.132 0.364
16 1291 7.6 0.050 0.218
121 1160 7.8 0.075 0.275
500 1167 8.0 0.073 0.269
BriBoabI

Taxum o6pa3om, B paboTe OBLJIO YCTAaHOBIEHO, YTO MPU TEPMOOOpabOTKE Me-
tayueckoro crekna AlggNirY o hopMupoBaHre HaHOKPHCTAIIOB AITIOMUHUS
COMpOBOXAACTCS (a30BBIM pacclIOeHUEM aMOP(HOM MaTpPHUIlbl — 00pa3oBaHUEM
aMOp(QHBIX 00JIACTEH Pa3HOTO COCTaBa C PAa3HBIM OJNMKHUM MOpPAIKOM. B cimyuae
IIacTU4Yecko nedopMalvd HaHOKPHUCTAUIBI 00pa3yloTcs yXe MpU KOMHATHOU
TEMIIepaType, B TO BpeMsl KaK paccioeHre aMopHOU (azbl BBIPAXKEHO CYIIECT-
BEHHO cjabee, 4To, OYEBUJIHO, CBSA3aHO C MEHBIICH CKOPOCThIO AU(EHY3HOHHOTO
MaccornepeHoca mpu KOMHAaTHOM Temmeparype. UTo kacaercs Mocieayouiei 3Bo-
JIOIUU HAHOKPUCTAIIMYECKON CTPYKTYphl HEOOXOIMMO OTMETHUTD CIIeAYIOLIEe:

— 00pa3oBaHHE HAHOKPHUCTAJUIOB MPU HArpeBe MPOUCXOAUT TOJIBKO HPHU J10C-
THKeHUU TemnepaTtypsl ~ 180°C, nocaeayomuil OTKUT TPUBOAUT K YBEIUYEHUIO
JIOJTM HAHOKPHUCTAITNYECKOH (hasbl 10 ~ 25%;

— MpHU IJIaCTHMYECKON JedopMalui HAaHOKPHUCTAUIBI 00pa3yloTcs yxkKe Mpu
KOMHATHOW TeMmIepaType, ¥ B 3TOM OTHOLICHUM JAedopMainus MpeacTaBiIseT Co-
0011 IpyToii (10 CPaBHEHHUIO C HATPEBOM) CIIOCOO BBEJICHHUS SHEPTHH B CHCTEMY,

— JI0JI1 HAHOKPUCTAJLJIOB, (POPMUPYIOLIUXCS B IPOLECCE IUIACTHYECKOW Je-
dbopmaruu, 3aMeTHO MEHbIIIE, UX 00pa30BaHUE MPOUCXOIUT MIPEUMYIIECTBEHHO B
00J1aCTH 1OJIOC cABHra (IIOJIOC JTOKATU3ALNHY TNIACTUYECKON AedopMariim);

— JIOTIOJIHUTENbHBINA OTXKUT J1e(hOPMUPOBAHHBIX 00pPa3lOB MPUBOJIUT K YBEIH-
YEHUIO OJIM HAHOKpUCTAIUTMYEeCcKOoH (ha3bl, U mocie oTkura mpu 150°C B TeueHue
~ 30 h xonMMYecTBO HAHOKPHUCTALINYECKON (a3bl B 1eHOPMUPOBAHHBIX U HEE-
(opMHPOBAHHBIX 00pa3laX CTAHOBUTCS MPAKTUYECKH OJIMHAKOBBIM.

[TomrydeHHbIe pe3yabTaThl HOKA3bIBAIOT, UTO AedopMalys METAJUIMYECKUX CTe-
KOJI, KaK ¥ TepM0o0OpadoTKa, MOXKET MPUBOANUTE K (POPMHUPOBAHUIO HAHOKPUCTAII-
JNYECKON CTPYKTYpbl. DTOT pe3yibTaT BaskeH AJIs CIUIABOB, HAIIPUMEp, Ha OCHOBE
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xene3a (Fe—B, Fe—Si—B), B KoTopbIX npu 00bIYHOI TepMOOOPaOOTKE HAHOCTPYK-
Typa He oOpa3yercsi, a BBEICHHE JIOTIOJIHUTEIFHBIX 3JIEMEHTOB, TakuxX Kak Nb u
Cu, crioco6cTByOIUX (POPMUPOBAHUIO HAHOKPUCTAIIIMUECKOW CTPYKTYpHI (CIuia-
BbI THma Finemet), mpuBOANUT K KaTacTpo(huyecKOMy YyXY/IICHUIO MarHHTHBIX
CBOWCTB (B YaCTHOCTH, K YMEHbIICHUIO HAMarHH4€HHOCTH HACBILICHHUS).

Ha ocHOBaHMM aHanu3a pacnpeernceHui HAaHOKPUCTAUIOB IO pa3MepaM M HX
U3MEHEHUH CO BPEMEHEM OT)KUI'a ClIEJaH BBIBOJ, YTO 3apO’KICHUE HaHOKpUCTAI-
JIOB IPOUCXOJUT IO TE€TEPOT€HHOMY MEXaHM3MYy. YCTAHOBJIEHO, 4TO c(hOpMHPO-
BaHHasi HAHOCTPYKTypa coxpaHsiercs 0e3 u3MeHeHus npu temnepatype 150°C B
tederue 500 h. Ilpu noBsieHNH TeMnepaTypbl U pacnajie HaHOKPUCTAINYECKOM
CTPYKTYpbl OOHapyXeHO 00pa3oBaHUE paHee HE H3BECTHOW MeTacTaOWIIbHOM
KpPHCTaJLINYECKOM (pa3bl U olpesieneHa ee CTpyKTypa.

PaGora BbImoaHEHa Mpu YacTU4YHOM (uHaHCOBOU mnojnepxkke POOU (rpant
Ne 12-02-00537 u 13-02-00232).
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G.E. Abrosimova, A.S. Aronin, D.P. Shirnina

STRUCTURE CHANGE IN THE AlggNi2Y 19 METAL GLASS AT THERMAL
TREATMENT AND DEFORMATION

Structure change of the AlggNi,Y ¢ metal glass at heating and plastic deformation by
rolling was studied. It was found that the first stage of crystallization occurring by the
primary reaction is followed by the changes in amorphous phase that result in formation
of amorphous regions with different types of short range order and the composition that is
characterized by different radius of the first coordination spheres. When the first stage of
crystallization has been finished, the structure consists of aluminium nanocrystals and
inhomogeneous amorphous phase.

In the case of plastic deformation, formation of nanocrystals occurs even at room tem-
perature. The increase in the part of nanocrystal phase in the course of deformation is in-
significant; at isothermal annealing at 150°C, the part of nanocrystal phase increases sig-
nificantly when the anneal lasts ~ 100 h, after that, this parameter is changed slightly. The
formed nanostructure is quite stable and retains for 500 hours at the temperature of
150°C.

Size distributions of aluminium nanocrystals have been drawn for varied duration of
the isothermal anneal. It was demonstrated that size distribution became narrower when
anneal duration increased, whereas the average size of nanocrystals increased insignifi-
cantly (from 6 to 8 nm). Basing on the analysis of size distributions of nanocrystals, and
their changes related to the anneal duration, we concluded that nucleation of nanocrystals
obeys heterogeneous mechanism.

When the anneal temperature increases, formation of previously unknown metastable
crystal phase occurs. The structure of the new phase can be described by the orthorhom-
bic lattice with the parameters a = 4.88 A, b=552A,¢c=10.25A.

Keywords: amorphous alloys, crystallization, nanocrystals, transmitting electron micros-
copy, roentgenography

Fig. 1. X-ray diffraction pattern of the initial amorphous alloy (@) and that of the alloy
after the end of the first crystallization stage (6)

Fig. 2. The region of the X-ray diffraction pattern corresponding to the area of the first
diffusion halo: / — experimental curve; 2 — total envelope curve; 3, 4 — reflections from
aluminum nanocrystals; 5, 6 — reflections from the amorphous phase

Fig. 3. X-ray diffraction pattern of the sample after deformation by 10%

Fig. 4. X-ray diffraction patterns of the sample after anneal at 150°C for 1 (1), 4 (2), 16
(3), 330 (4) and 500 (5) h

Fig. 5. X-ray diffraction patterns of the sample after the anneal for 1 h at 150°C (1),
200°C (2) and 280°C (3)

Fig. 6. X-ray diffraction patterns of the sample after the anneal at 285°C for 1 h

Fig. 7. Size distributions of aluminum nanocrystals after isothermal anneal at 150°C for 1
(a), 4 (6) and 121 h (s)

Fig. 8. The average size of aluminum crystals vs the duration of isothermal anneal at
150°C
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PACS: 62.20.Fe

B.l1. Kopxos, M.WN. Kapnos, [1.B. Npoxopos

MHOIOCJTOMHASA CTPYKTYPA U BbICOKOTEMMEPATYPHASA
MPOYHOCTbL KAPOTPOYHbLIX MATEPUAJTOB HA OCHOBE
COEOMNHEHWW HNOBWMA C ANFOMUHMEM W KPEMHUEM,
MNONYYEHHbLIX N3 KOMMNO3UTOB Nb-Al N Nb-Si

Wuctutyt domnsmkm tBepgoro Tena PAH
yn. WUHctutyTtckas, 2, r. YepHoronoska, MockoBckas 061., 142432, Poccus

Cratbs noctynuna B pegakumio 5 Hosbps 2012 roga

IIpedcmasnenvl sKCnepuMenmanbhble pe3yibmanmvl o paspabomke HOBbIX HCAPONPOU-
HbIX KOMNO3UMHBIX MAMEPUATIO8 HA OCHOBE UHIMEPMEMALIUYECKUX COeOUHEHUIl HUOOUs ¢
antomunuem u kpemuuem. Croucmas CMpyKmypa KOMNO3UMA U3 UHMEPMEemaniuoos u
HUoOUs nomyuena memooom ouggysuonnou ceapku ({C) noo oasienuem MHO2OCIOUHBIX
nirockux naxkemos u3 monkux Nb- u Al-gponve ¢ Si-noxpvimuem.

KirodeBble cioBa: XaporpoyHble MAaTEPHAIbl, CIIOMCThIE KOMIO3HUTHI, AU(QPYy3HOHHASL
CBapKa, MaKkeTHas MPOKaTKa, HHTEPMETAITMYECKOe COeTMHEHHE, IPOTHOCTD MTPH U3THOe

Ilpeocmasneno excnepumMeHmanvui pe3yibmamu 3 pO3POOKU HOBUX — HCAPOMIYHUX
KOMRO3UMHUX MAMepianié Ha OCHOBI [HMEPMemaniunux cnoiyk HioOilo 3 antoMiHieM i
Kpemniem. [llapysamy cmpykmypy Komnosumy 3 iHmepmemanioie i Hi0Oil0 OMpUMAaHO
Mmemooom ou@ysitinoeo 38apioéanis ([3) nio muckom bazamowaposux nioCKux naKemis
3 moukux Nb- i Al-ponve 3 Si-noxpummsim.

Karodosi cioBa: sxapoMiltHi MaTepiaiy, ImapyBaTi KOMIO3UTH, nu(y3iliHe 3BaplOBaHHS,
MaKeTHA MTPOKaTKa, IHTepMeTallivHa CTIOIyKa, MIITHICTh TIPH BUTHHI

Opnno u3 npumeHeHn criaBoB Nb—Al 1 Nb—Si cBsI3bIBacTCS ¢ HCIIOIH30BAHHM-
€M HMX B KayeCTBE KAPOIPOYHBIX MAaTEPHAaOB, CIIOCOOHBIX 3aMEHUTH CIUIABBI
Ni—Al. B pabote BnepBbie onpoOoBaHa TEXHOJOTHS CO3IaHUS CIOUCTOTO MaTe-
puaia, COCTOSIIEr0 U3 YEPEAYIOIIUXCS CIOEB JKapOMpPOYHOr0, HO XPYIKOTO IO
CBOCH MPHUPOJIE MHTEPMETAUTMYECKOTO COSAWHEHHSI HUOOHS C aJIOMHHHEM HITH
KPEMHHEM M OTHOCHTEJIBHO TuacTU4HOro Nb-TBepaoro pactBopa. Temmeparypsl
rutaBiieHus cruiaBoB Nb—Al B o6mactu B(NbsAl)-daser u crmaBoB Nb—Si B o6:1ac-
i NbsSi mpessimaror 1900°C.

Panee mpemnaraemasi TeXHOJOTHS OblJIa YCIEITHO MCIOIB30BaHA JUIS TIOTyYe-
HUSl CIIOMCTHIX MaTepuanoB Ha ocHoBe cuctembl Ni—Al [1-3]. Juddy3nonasiM
CHOCcO0OM OBIIH TOyYE€HBI MACCHBHBIE CIIOMCTBIE KOMITIO3UTHI C WHTEPMETaJLIU-
namu NizAl, NiAl u tBepabiM pactBopoMm Al B Hukene. OgHaKO 3TH pabOTHI HE

© B.T. Kopxog, M.W. Kapnos, [.B. lNpoxopos, 2013
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UMEIU MPOAOJDKEHHs. J{en0 B TOM, YTO COBpEMEHHbIE CIUIaBbl HA OCHOBE yNpOY-
Hstomeil ga3pl NizAl yxe ncdepnanu cBOM BO3MOKHOCTH H3-3a OTHOCHUTEIBHO
HU3KOM (~ 1400°C) TemnepaTypbl IJIaBICHUS.

HecmoTpst Ha To, 9yTO qUQPY3HOHHBII METO TOCTaTOYHO JOCTYIIEH U MPOCT B
UCIIOJIHEHUH, HaM HE M3BECTHBI CIIyyal €ro MCIOJIb30BAaHUS JJIs MOJyYEHUs Ka-
PONPOUYHBIX MaTepUaJOB Ha OCHOBE HHTEPMETAIUIMUECKUX COEAMHEHUH TYro-
IUTAaBKUX METAJJIOB, aHAJIOTMYHBIX HUOOUIO.

1. Ilosryyenune maTepuajia

Cuctema Nb—Al. Ha nepBoM 3Tane u3 naketos, coaepxkammux ~ 50 Nb-dosbr
tomuuHoW 40 pm, wepenyrommxcs ¢ Al-pompramu TommmaO# 10 pm, ¢ momo-
mpto JIC mox fAaBiIeHMEM IMONyYadd MHOTOCIOHHBIE KOMIIO3UTHBIE 0Opa3libl
Nb-Al. Pacuetnoe otnomenune Nb:Al = 4. Ha quarpamme cocrostaust Nb—Al sto
COOTBETCTBOBaNIO 0/iHOGa3HOI o0nactu 3-Nbs;Al B mpeanonoxkeHuu, 410 HUOOU
U QJIFOMHHHN B TIPOIIecce B3auMHOM MU py3un pacxoT0BaIHCh TOJTHOCTHIO.

s nonyuyenus komno3utoB Nb—Al ¢ TonmmHamMu ciioeB 000MX KOMIIOHEHTOB
menbie 1 um JIC coBMemanu ¢ panee pa3padOTaHHBIM METOJIOM IMAaKETHOM Tpo-
katku (I1IT) [4,5]. C uenbio npuaaHus aqlOMUHHUIO IPOYHOCTU M YJIyUIIEHUS CO-
BMECTHOH nedopmarmu ero ¢ Huoomem B TexHonoruu «I1I1 + JIC» npu cOopke
MAKETOB MCIIOJIb30BAIM HE YHMCTBIM aTlOMUHHM, a ero cmiaB ¢ 2 wt% Si. B 1-m
IIUKJIC TIPOKATKOW Ha BaKyyMHOM ITPOKAaTHOM CTaHE M MOCJEIYIOMIEH MPOKaTKOM
IpY KOMHATHOW TemImepaType nakera, coopanHoro u3z Nb- u AlSi-donsr, nomy-
ganu MHOTOCIoHYI0 Nb—AlSi-nenrty. Yxe Bo 2-M uin qaxke 3-M muKIie u3 Goiabr
9TOM JeHThI cobupanu makeT st JIC.

Hanpuwmep, s nonydennst komno3utoB Nb—AlSi, nmpeacTaBieHHBIX B JaHHOH
pabore (manee o6o3HaueHsl 12NbAIl u 12NbAI2), B 1-M 1ukiie naker cooupaim u3
16 Nb-¢omnsr Tommuunoii 0.3 mm u 15 donsr u3 curaa Al-Si Tommmno#i 0.05 mm.
Cpapka nakeTa NMpoUCXOAWJIa B Mpoliecce MPOKaTKM Ha BaKyyMHOM CTaHE C Ha-
rpeoM nipu 450°C u nmpokaTku npu KoOMHaTHOM Temmeparype a0 0.3 mm. U3 or-
PE3KOB 3TOW JIEHTHl coOMpanu 2-i makeT W LUKJI NoBTOpsiau. W Tonbko B 3-M
LIUKJIE Y’)K€ MHOTOCJIOMHBIN MakKeT, cojepkauiuii B oOuieil cnoxxnoctu 3072 Nb-
cinosi ¢ pacyetHoi TommmHON 876 nm, 2880 AlSi-cioeB — 146 nm u 180 AlSi-
cioeB — 2.7 um, moasepranu JIC. Pacuernoe otHomenne Nb:AlSi = 3. 31o coot-
BETCTBOBaJIO ByX(da3Hoii oomnactu B-NbsAl + 6-Nb,Al nuarpammer Nb—Al

Cucrema Nb—Si. /{ns momyderust kommo3utoB Nb—Si makeT cobupanm u3 Nb-
¢doabr TonmuHoN 20 pm ¢ 0HO- WK JABYCTOPOHHMM Si-OKpBITHEM. MeToaom,
NoJJOOHBIM CcTIOocO0yY TpadapeTHO! neyaTH, Ha (OJBTy CHa4Yajaa HAaHOCHIJIH CYyCIICH-
3110 Si-MOpOLIKa pa3MepoM dYacTul 1-3 pm B noaudtwieHraukosue. [locneanunit
BbInapuBaiu npu ~ 250°C Ha BO3IyXe, U Ha MOBEPXHOCTH (POIBIU OCTaBaJIOCh
IPOYHO yJepXHBaroleecs: Ha Hell Si-nokpeitue. Ero TosmuHa 3aBucena oT KOH-
CHCTEHIIMH CYCIICH3MU U KOJIMYECTBA aKTOB €¢ HaHECeHHs. B mcciemyeMpIx 3/1ech
IUIOCKUX KoMmo3uTax Nb—Si TosHa 0JHOCTOPOHHETO MOKPHITUS KoJebanach B
npenenax 35-50 um.
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ITocne JIC xomno3utel Nb—Al, m3rotonenusie merogamu JIC u «IIIT + JIC»,
n KoMmmo3uThl Nb—Si mpencraBimsuii co00i MacCHBHBIE TUTACTUHBI pa3Mepamu
~35 x 40 mm u TommuHON 2.5-3.5 mm. Hapyxusle Nb-donbru cozHareiabHo
Opanu Gonpmiei TommuHel, 9eM BHyTpeHHue: 0.1 mm — gt Nb—Al u 0.2 mm —
i Nb—Si. [Tostomy npu JIC oHM «HE popacTalu HHTEPMETAIIUAOM HACKBO3b)»
U CIIY)KHJI CBOETO POJIa KOHCOJHIUPYIOIMIMMHU OOKJIAaJKaMU MOJy4YaeMbIX IUIa-
CTHH MaTepHana.

2. Komno3utHbie maTepuaJbl cucteMbl Nb—Al

Merton JIC. Ilepssiit atan JIC npu TemrnepaType HWXKE TEMIIEpATypbl IUIABICHUS
QTIOMHHUS TIPEATIPUHUMAITH, YTOOBI HCKITIOUYUTH €r0 BHITEKaHUE NPy 00JIee BHICOKUX
Temmneparypax, cBsa3aB ero B coenuHenue NbAls. Tlocne 1500°C (puc. 1,LI1La)
MHUKPOCTPYKTYpa KOMIIO3UTa YK€ TpeACTaBisIa co00i dyeperoBaHue CIOEB CO-
enuHeHust NbyAl (koTopele, O AaHHBIM JIOKaJIbHOTO PEHTTEHOCHEKTPAIBbHOTO
anaymsa (JIPCA), conepxamm ~ 35 at.% Al) tonmunaoi 20—25 um u ci1oeB TBep-
noro pactBopa Ha ocHoBe HHOOUS Nb(Al) (~ 10 at.% Al) Tonmunoit ~ 10 um,

I

II
Nb,Al Nb,Al Nb,Al Nb(AI) Nb,Al
oo b P~ol & L Lo — o o o
80{ P 9 o 80100 pof oal[P~e~ 8017\, 0\ A0y
ol Z| T2 8 70l = <
1 4 —_— —
< 12| Al 3] [° R =R I S
+— 40 '2 2 é o\o. 30 Z o 2 ‘é n Z ‘i
< Y] .r.o—a\. [ ] = 55 Z Z 251 » Al.
] < _a-u-
20. o ‘%". 20 a2 R " |a—-0-" 201 l} " e \
0—H—— L sL L[l ) S—
0 10 20 30 40 50 0 40 80 120 0 2040 60 80100
Distance, pm Distance, pm Distance, pm
a o 8

Puc. 1. Mukpoctpykrypa (I) u pesymprater JIPCA (II) MHOTOCIOWHBIX KOMIIO3HTOB
Nb-Al mocne JIC: a — 550°C/1 h + 1500°C/30 min, ~ 6 MPa; 6 — 550°C/1 h + 1700°C/30 min,
~ 12 MPa; ¢ — 550°C/1 h + 1700°C/30 min, ~ 6 MPa
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¢ 00enx CTOPOH KOTOPOT'O PacHojarajiuch CJIOW MHTEPMETAIUTMYECKOTO COeaUHe-
Hust NbsAl (20-22 at.% Al) TonuuHowM o ~ 5 pm.

[Tosermienne temmnepatypsl JIC mo 1700°C (puc. 1,1I1,6) BeI3bIBaNO Cymiect-
BEHHOE M3MEHEHHE MHKPOCTPYKTYpHI KOMITO3UTa. Boipmuii 00beM oOpasna Te-
nephb 3aHUMANIU CJIOW WHTepMeTauIndeckoro coequuenust NbsAl (20-22 at.% Al)
TOMUUHON ~ 40 pum, KOTOpbIE YepeloBaIUCh CO CIOSMHU TBEPAOro pacTBOpa Ha
ocHoBe HHOOUSI Nb(Al) (~ 17 at.% Al) Tonmmuoi ~ 6 um. Octatku ¢aszsl NbrAl
HaOJII0/1aJHCh B BUIE BBITSAHYTHIX OCTPOBKOB BHYTpH ciioeB NbsAl

Crnenyromuit kommnosut (puc. 1,1I11,6) oTnuyancs oT mpenblayIIero TOJBKO
nasnenueM npu JIC, paBHbIM ~ 6 MPa. Iloutn Bech 00beM IUIACTHHBI CTAIH 3a-
HUMaTh ciou coenuHeHus NbsAl (21-23 at.% Al). Kpome Hux B cTpyKType 3a-
METHO MPHUCYTCTBUE TOHKUX (~ 4 1m) CJI0€B, KOTOPbIE HAa JAaHHOM 3Talle UCCIIE0-
BaHUs MOXHO oTHecTH K Nb-tBepmomy pactBopy Nb(Al). Comepxkanue amomu-
HUS B HUX u3MeHsiercs ot 17 no 20-21 at.%.

3aMeTHOE M3MEHEHHE CJIOUCTOM CTPYKTYpbl C YMEHBIIEHHEM [aBJCHHUS B 2
pasza MOXHO OOBSICHHTH clieAyromuM. beuto 3amedeno, uro nipu JIC amromMuHMi
YaCTUYHO BBIIABIUBAJICSA M3 IAaKeTa. DTO BHI3BIBAJIO OTKJIOHEHHE COOTHOIICHUS
Nb:Al ot pacuyernoro B cropony Nb(Al). CrnenoBarenbHo, 4eM MEHbIIIE AaBiie-
HUE, TEM MEHbIIE B CTPYKTYpe KOMIIO3HUTa TBEPAOro pacTBopa Al B HIOOMH U TeM
OJIMKe OH TI0 COJIePIKAHUIO aTrOMUHUS K (haze NbsAl.

Ha puc. 2,a npencraBieHa MHOTOCIOIHAsA CTPYKTypa MOCIETHETO KOMITO3HT-
HOro oOpasla MpH OTHOCHTENIbHO HEOOJBIIOM yBenudeHuu. Hame BHMMaHue
IpUBJIEKJIA TIOTIEpeYHas TPellrHa, MepeceKaroniasi Bce BHYTPEHHHUE CJIOU KOMIIO-
3UTa M «racsAmiascs» B €ro HapyXHbBIX ClIosx TBepaoro Nb-pactBopa. Tak kak
Ui TOTOBWIM M3 00pasiia, yxKe MPOIISANIero UCTbITanus Ha u3rub (pparMeHt
CTPYKTYpBI CHAT BOJHM3U MeCTa pa3pylleHus), Mbl MpearojaraeM, yTo TpeliruHa
o0Opa3oBasiach MU UCIILITAHUSAX.

Nb(Al) = 500 ﬁm

a o

Puc. 2. CTpykTypa MONEpEYHOTO CEUYEHHS] MHOTOCIOWHBIX KOMMO3UTOB Nb—Al mByx
KOHCTpyKUuit nocie aud¢ysnonnoit ceapku npu 1700°C B tewenue 30 min nox gasie-
HUEeM ~ 6 MPa
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OToT (aKT moackazal KOHCTPYKIHMIO KOMIIO3UTa, MPENSATCTBYIOIIYI0 CBOOOI-
HOMY TIPOXOXK/ICHUIO TPEIIMHBI Yepe3 Bech 00beM MaTepuana. Ha puc. 2,6 npuse-
JIeHa MHOTOCJIOWHAsi CTPYKTypa U3 4 MynbTHcI0eB NbsAl, pa3ieneHHBIX UCKYcC-
CTBEHHO TPOJIOKEHHBIMH MTPOCIOHKAMH ITIOYTH YHCTOr0 HHOOUs. B TakoM kommo-
3UTE TPEIlMHA, BO3HUKINAS B OJJHOM M3 JKapONPOUHBIX, HO XPYIKUX MYJIbTHCIIOEB,
HE JIOJKHA PAcTIPOCTPAHATHCS 110 BCEMY CEUeHHIo Marepuaia. Kaxaplii MyibTuc-
J0# B komnosute coopad u3 10 Nb- u 9 Al-osbr Tonumnoi coorsercTBeHHO 40
u 10 pm, tommuaa Nb-ipocioek — 90 um. Coopky u JIC Takoro makera mpoBO-
JIVJTY 32 OIMH Pa3.

[To xmaccuueckuM mpaBwiiaM B3auMHOU nudQy3un oOpa3oBaHHEe MHTEPMETAI-
anyeckux (a3 B cucreme Nb—Al 101KHO TPOUCXOANUTE B MOCJIE0BATEILHOCTH OT
UHTEPMETATHAAa C OONBIINM cojiepkaHneM Al K MHTepMETauIMAy C MEHBIITUM
ero couepxanuem: NbAl; — Nb,Al — Nbs;Al. B ciydae orpaHu4eHHBIX HCTOY-
HUKOB Nb 1 Al (mpudem rctounuk Al orpanmden B 6ombiieii crenenn — Nb:Al = 4)
3aKOHYEHHOW KapTHHOM nuddy3un OyneT CTpyKTypa C MHTEPMETAJUIMJIOM, CO-
JepKalM MeEHbIIIee KOJIMYECTBO aTIOMHHMA. HaMu naBHO yCTaHOBJIEHO, YTO
NbAl; snerko u ObICTpO 00pa3oBBIBAICA NpPU TeMIIEpaTypax MHOTO MEHbIIIEe
1000°C, a mpu 1500°C u BbIle MOTHOCTHIO pacxomoBaics. [Iporecc B3auMHON
T Py3un TPOUCXOAUT TEM IOJIHEE, YeM OO0Jblle BpeMs BBIAEPKKH, U UAET TEM
ObIcTpee, yeM BhIIIe Temneparypa. [loatomy npu noBeimennn Temmeparypsl JC
ot 1500 go 1700°C 3Bomtonusi MHOTOCIOHHON CTPYKTYpsl 0T NbyAl + NbzAl +
+ Nb(Al) k NbsAl + Nb(Al) npencrapnsiercss 3aKOHOMEPHOIA.

Meton «IIIT + JIC». XapakTepHass MUKPOCTPYKTypa MaTepHaja B IOIEPEYHOM
CEUeHUH, MapajuIeIbHOM HAIlPaBIICHHUIO MPOKATKH, MOKa3aHa Ha puc. 3,a. [Ipu ot-
HOCHUTENBHO HEOOJIBIIOM YBEIMYEHUN XOPOLIO BUIHBI YEPEAYIOIIHECs CBETIIbIE U
TEMHBIE CJIOW C CHJIBHO OTIMYAIONIMMUCS TONIUHAMY 10 JutnHE. CBETIIbIe CIION —
9TO pe3yJbTaT Mpeodpa3oBaHusi HUOOU, TeMHBbIE — TO, 4To 210 JIC ObLIO cIIaBoM
Al-Si. Oba ciost MecTaMu YTOHYAIIMCh HACTOJBKO, YTO Pa3phIBAIUCH U MPEBpa-
IIAJIUCh B BBITSHYTbIE OCTPOBKH, IPUBOJAS K TOMY, UTO OT/EJIbHBIE CIIOU HUOOUS

500 pm

a

Puc. 3. OOuwmii BUA CTPYKTYphl KOMIIO3UTa B CCUCHHUM, MapaJUICILHOM HAIPABICHUIO
MPOKATKH, (a) ¥ MUKPOCTpYKTypa ¢ pedynbratamu JIPCA (6)
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wim crutaBa Al—-Si coenuHsIHMCh cO closiMu, cebe moaoOHbIMU. Takoi mpoiiecc
MMEJ MECTO Ha BceX 3Tamax JaedopManuu. DTUM OOBACHSAETCS HECOOTBETCTBUE
pacueTHOM TOJIINHBI CIIOEB U TONIIUHBI, U3MEPEHHON IKCIIEPUMEHTAIBHO.

[Ipu Gonbuiem yBenuueHuu (puc. 3,0) MO CBETOBOMY KOHTPACTY MOXHO pa3-
anuuTh Tpu (asel. [lo nanuemM JIPCA, oHu uaeHTHGULIHPOBAINCH KaK TBEPbIN
pacTtBop Ha ocHoBe HHOOMs Nb(Al) — HanOonee creminas dasza, NbyAl — daza Tem-
Horo 1Beta U NbsAl — ¢aza ceporo upera. [IpucyTcTBre OONBIIOT0 KOTUYECTBA
WHTepMEeTaUTHIeckoro coenuaeHuss NbyAl oObsicHseTCS HEOOIBITUM BpPEeMEHEM
BBICOKOTEMIIEPATYPHOI BBIICPIKKU.

Kpemnnii, mepBoHayanbHO HaxonuBimiics B cruaBe Al-Si, B mpomecce [C
pacmpeensics mo BceMy o0beMy MHOTOCIOWHOTO MaTepuana, OJHAaKO, MO JaH-
HeiM JIPCA, 3Ha4YeHHS €ro KOHIICHTPAIIMN HAaXOIWIHCh HAa (OHOBOM ypoBHe. Ho
naxxke QoHoBas KoHIEeHTpauus KkpemHus B NbsAl-daze (0.10-0.15 wt%
(0.32-0.51 at.%)) Obu1a 60mbIe, yem B NbyAl 1 Nb(Al) (~ 0.06 wt% (0.18 at.%)).
[Tpu Takux comepkaHuax Si B HCCIEAYEMOM OOBEKTE JOCTOBEPHBIN Mpeaesn Om-
penenenus ero KouueHtpanuu coctasisieT 0.16 wt%.

[TpouyHocTs Ha K3rub. KparkoBpeMeHHYI0 MPOYHOCTh PACCUUTHIBAIU TIPH HC-
IBITAHUAX Ha 3-TOYEUHBIH M3rud 00pa3IoB JUIMHOW 28 mm B TeMIIepaTypHOM HH-
tepBajie 1150-1350°C. Harpe u ucnbITaHus TPOU3BOAMIN B BakyyMe. OOpasiibl
BBIPE3AJIM M3 TUIACTHH TaKUM 00pa3oM, YTOOBI WX JUIMHA COOTBETCTBOBAJa Ha-
MIPABIICHUIO MPOKATKU (OJBT, U3 KOTOPBIX cobupanu makeT. HampaBnenue mpu-
JIO’KEHHUS! Harpy3Ku ObLJIO MapajuieIbHO IUIOCKOCTH CJIOEB. Pe3ynbTaThl HCHbITa-
HUH MpeCcTaBleHbl Ha puc. 4.
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Puc. 4. 3aBucuMocT KpaTKOBPEMEHHON MPOYHOCTH MPU U3THOE OT TEMIIEPATYPhI UCTIBI-
TaHUS: a — KOMIOo3uT (cM. puc. 1,6 u 3,a), nonydennsrit meromom JAC (1700°C, 30 min,
6 MPa); 6 — mHorocnoisle muactuubl 12NbAll (m) u 12NbAI2 (O), momyyenHsle npu
OMHAKOBHBIX ycimoBusax merogoM «I1IT + JIC» (1700°C, 15 min, 3—5 MPa)

BunaHo, yTo HE3aBUCUMO OT METO/a MOJYYEHHs] MaTepuaia Mpu TeMIlepaTypax
oT 1200 no 1350°C yucneHHble 3HAaUEHUSI KPATKOBPEMEHHOM MTPOYHOCTH U3MEHSI-
nuck B nuanazone 200-360 MPa (puc. 4). [Ipu koMHaTHOM TeMIiepaType ee Be-
JU4YrHA paBHsiack ~ 430 MPa.
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3. Komno3utHble MaTepuaJibl cuctembl Nb—Si

[Tocne JIC: 850-900°C/3 h/~ 50 MPa + 1700°C/15-30 min/~ 6 MPa 66npmas
yacTh BHYTPEHHEro o0beMa o0paslia coCTosIa U3 UHTEPMETAJUINYECKOIO COeaU-
Herus NbsSis (puc. 5). CTpoYKH TEMHOTO IBETA — 3TO ITyCTOTHI, 00pa30BaBIIUECS
TaMm, IJle HaxoJuiach UHTepMeTaunaHas ¢aza NbSi,, Goraras kpemMHHEM, KOTO-
pas, B CWIy CBOCH HENPOYHOCTH, BBIKPOUIMJIACH B TIPOILECCE TPUTOTOBICHUS
nuda. HeOonpiime ydacTku, rie oHa ele COXpaHuiIach, 0OHapyKUBAIOTCS TPU
OoBIIOM yBeNMWYeHHH. Pefkue mpephIBarOIIrecs] CBETIIBIE CIIOM — 3TO TBEPABII
pactBop Si B Nb. 3aMedeHo, YTO Ha y4yacTKax, I/ie pAJOM C HUM HAXOJWICS MH-
tepmetaumi NbsSis, MycTOThl OTCYTCTBOBaIU. [IOHATHO, 9YTO HEOOXOIMMO WC-
KkounTh (azy NbSip, ansg dero otHomenue Nb:Si TpeGyercs caenatb TakuM,
YTOOBI OHO COOTBETCTBOBAJIO JHMAarpaMMe COCTOSHHSI B OOJIACTH 3BTEKTOHIA
NbsSis + Nb(Si), a He B o61acTu NbsSiz+ NbSi,.

KpaTkoBpemeHHass NmpoOYHOCTh B TemmepaTypHoMm uHTepBaie 1350-1400°C
passsiachk 175-300 MPa (puc. 6). ITpu 1400°C nonyyeno 3Hauenue 230 MPa.
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Puc. 5. MakpocTpykrypa MHOTOCTOWHOTO KoMito3uta Nb—Si mocie J1C

Puc. 6. 3aBucuMOCTH KPaTKOBPEMEHHOW MPOYHOCTH NPU 3-TOUEHYHOM H3THOE OT TeMIle-
paTyphl HCIBITaHHUSI 00pa3Il0B MHOTOCIOWHBIX KoMITo3uToB 12NbSi2 (), 12NbSi3 (m),
12NbSi6 (@) u 12NbSi7 (©), momyuenasix Meronom /[IC maketoB n3 Nb-doxbr ¢ ogHO-
CTOPOHHUM Si-MOKPBITHEM CpeAHel TommuHOoN 35—50 um npu OAMHAKOBBIX YCIOBHUIX

BriBoabI

1. Metonom JIC mox maBieHUEM TOMYyYEHBI MAaCCHUBHBIE OOpa3Ibl TOJITUHOMN
2—4 mm, COCTOSIINE B OCHOBHOM M3 OOJBIIIOT0 KOJUYECTBA CIIOEB MPOYHOTO WH-
tepMmeTaummueckoro coeauHeHuss NbsAl wim NbsSi;. B xauecTBe oTHOCHTENBHO
TUTACTUYHON KOMITO3UTHOM COCTABJISIFOIICH, MTPU3BAHHOW 00ECTIEUUTh MaTepUaty
TPEIIMHOCTORKOCTh TIPH KOMHATHOM TeMIepaType, BBICTYIAIN HAPYXHBIE CIIOU
TBepaoro pactBopa HHoOus tommuHo 100-200 um, a Takke BHYTPEHHHUE CIIOU
MUKPOHHOM TOJIIIMHBI, YEPETYIOMINECS CO CIOSIMH U3 HHTEPMETAILITUIOB.
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2. IlepBble m3ruOHbIe UcHbITaHUS Npu TemrnepaTtypax a0 1400°C nokaszanu, 4yTo
Martepuai ¢ MoAoOHOM CTPYKTypo# criocoOeH obmanars mpoynocthio 200-300 MPa.
[TpenyioskeHHBIN TEXHOJOTHYECKUH MOJIXOA AAaeT OOHAJEKUBAIOIINE MEPCIEeKTU-
BBI JUTSI TIOJTYYEHUS KAPOIIPOYHOTO MaTepHaja Ha OCHOBE CIUTaBOB HUOOMS ¢ Al u
Si, cnocoOHbIX paboTate npu Temnepatypax 1300°C u Bblie.
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V.P. Korzhov, M.1. Karpov, D.V. Prochorov

MULTILAYER STRUCTURES AND HIGH-TEMPERATURE STRENGTH
OF REFRACTORY MATERIALS BASED ON NIOBIUM COMPOUNDS
WITH ALUMINUM AND SILICON OBTAINED FROM Nb-Al- AND Nb-Si-
COMPOSITES

Diffusion method for production of multi-layer artificial heat-resistant materials with
the structure consisting of alternating layers of intermetallic compound of niobium with
aluminum or silicon and solid solutions based on niobium [Nb(Al) or Nb(Si)] was pro-
posed. Layers of high-strength, but brittle in nature, intermetallic are able to give the ma-
terial strength at high temperatures, and the layers of the solid solution provide crack re-
sistance under normal conditions. This layered structure was obtained by heat and pres-
sure treatment of packages of thin Nb and Al foils or packages of Nb foils with one- or
donble-sided Si coating. The desired structure was formed as a result of inter-diffusion
between niobium and aluminum or silicon. In fact, diffusion welding (DW) of the pack-
age occurred with the formation of layers of heat-resistant compounds of Nbs;Al or
NbsSi;. Welding temperature was ~ 1700°C, the time was as little as 30 min, and the
pressure was from 6 to 12 MPa. Welding was performed in vacuum. The package was
placed between two punches of high-resistant graphite. In the case of Nb—Al packages,
DW was combined with the method of packet rolling (PR), so the welding was applied to
layered niobium-aluminum foils, originally containing thinner (of the order of hundreds
of nanometers) layers of Nb and Al. For more effective quenching of cracks, the material
composed by intermetallic multilayers, located between the layers of almost pure niobium
with the thickness of ~ 90 um was obtained. Composites of Nb—Al produced by the DW and
«PR + DW» and composites of Nb—Si in the end are massive plates of size ~35 x 40 mm”
and of 2.5-3.5 mm thick. The formation of chemical compounds in the Nb-Al-
composites occurred in the sequence from the intermetallic compound with higher con-
tent of Al to intermetallic compounds with lower content — NbAl; — Nb,Al — NbzAL
With limited sources of Nb and Al, the completed result of diffusion was the structure
with intermetallic compounds containing less aluminum. It was found that NbAl; was
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easily and quickly formed at temperatures below 1000°C, and at >1500°C it was com-
pletely consumed. Process of mutual diffusion was the more complete, the more exposure
time, and the faster, the higher the temperature. Therefore, the evolution of the multilayer
structure from Nb,Al + Nb;Al + Nb(Al) to NbsAl + Nb(Al) at DW temperature increas-
ing from 1500 to 1700°C seemed regular. Bending tests at temperatures up to 1400°C
showed that the material with such a structure can have the strength of 200-300 MPa at
1200-1350°C. The proposed technological approach provides promising prospects for
heat-resistant material on the basis of niobium alloys with Al and Si, able to operate at
1300°C and higher.

Keywords: refractory materials, layered composites, diffusion welding, package rolling,
intermetallic compound, bending strength

Fig. 1. Microstructure (I) and the results of local X-ray analysis (II) of multi-layer Nb—Al
composite after DW: a — 550°C/1 h + 1500°C/30 min, ~ 6 MPa; 6 — 550°C/1 h +
1700°C/30 min, ~ 12 MPa; ¢ — 550°C/1 h + 1700°C/30 min, ~ 6 MPa

Fig. 2. The cross-section structure of multilayer composites Nb—Al of two constructions
after diffusion welding at 1700°C for 30 min under pressure of ~6 MPa

Fig. 3. General view of the structure of the composite in a section parallel to the rolling
direction (a) and the microstructure with the results of local X-ray analysis (b)

Fig. 4. Test temperature dependences of short-term bending strength: ¢ — a composite
obtained by DW, Fig. 1,6 and 3,a, (1700°C, 30 min, 6 MPa); 6 — multilayer plates pro-
duced under the same conditions by the method of «PR + DW» (12NbAll (m) and
12NbAI2 (o))

Fig. 5. Macrostructure of multilayer composite Nb—Si after DW

Fig. 6. Test temperature dependences of short-term strength in the 3-point bending tests

of multi-layered composites (12NbSi2 (o), 12NbSi3 (m), 12NbSi6 (@) and 12NbSi7 (0) —
obtained by DC of packages of Nb-foils with one-sided Si-coating of average thickness in
the range of 35-50 pum, under the same conditions
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PACS: 61.72.Ss, 61.72.Mm, 81.20.J1, 83.70.Dk

H.W. Danunenko’, HO.H. Moapesos’, B.B. LLiurones?

NCCNEOOBAHUE MPAHUL, PASOENA MHOI OKOMIMOHEHTHbIX
MATEPWAIOB C MPUMEHEHWEM AHATTIMTUYECKOW
QNEKTPOHHOW MUKPOCKOMN

1I/IHCTVlTyT npobnem maTtepuanosegeHus um. .H. ®paHuesmya HAH YkpauHbl
yn. KpxwxkaHosckoro, 3, r. Kues, 03142, YkpanHa

Z,D,OHeLlKVIVI HOPUANYECKNA NHCTUTYT
yn. 3acsaabko, 13, r. [loHeuk, 83054, YkpanHa

CraTbsa noctynuna B pegakumio 24 gekabps 2012 roga

Tlpumenenue ananumuueckou 21eKMPOHHOU MUKPOCKONUU NO3607iem 60lee MOYHO ONn-
pedenums CIMpYyKmypy u Xumudeckuii cocmae mexcgasnvix epanuy. Ha obpaszyax ciou-
cmoz20 komnozuyuonno2o mamepuaia Cu—-Nb, noayuennozo memooom 6axyymMHou npo-
kamxu, u cniaeog Ni—-Mo u Fe—Cr, nonyuennvix memooom nOpowKoO8OU Memaiiypeul,
nPo6eoeH aHanu3 pacnpeoenenus INeMeHmo8 6 30He KOHMAaKma.

KiroueBble cjioBa: aHaTUTHUECKAs SJICKTPOHHAS MUKPOCKOIUS, 30Ha KoHTakTa, Cu—Nb,
Ni—Mo, Fe—Cr

3acmocysanns ananimuunoi eneKmpoHHOI MIKPOCKONII 00380/8€ MOYHIWE GUHAYUMU
cmpykmypy ma XimivHuti cknao migcgasuux epanuys. Ha 3paskax wapoeozo Komno-
suyitinoeco mamepiany Cu—Nb, ompumano2o memooom 8aKyyMHOI NpoKamKu, i cHiagie
Ni—-Mo i Fe—Cr, ompumanux memooom nopowKosoi memanypeii, nposedeHo anauiz pos-
nooiny enemenmia y 30Hi KOHMAKMY.

Kuaro4oBi cjioBa: aHalliTUYHA €ICKTPOHHA MIKPOCKOIIisl, 30Ha KoHTakTy, Cu—Nb, Ni-Mo,
Fe—Cr

Metoapl mIacTHYECKON AeOopMaluu MIHUPOKO HCIONB3YIOTCS I CO3aHUS
TeTePOKOMITOHEHTHBIX KOMITO3UTOB. J[JIsi TOHMMaHMsI MEXaHW3Ma B3aWMOJIEHCT-
BUSI MEX]y Pa3HOPOIHBIMHU 3JIEMEHTaMU HEOOXOIUM MPELUU3NOHHBIN aHAIN3 pac-
npeJIeNICHHsT AJIEMEHTOB B OOJIACTH, MPUMBIKAIONIEH K TPaHUIE pa3ziesia MExIy
PAa3SHOPOAHBIMHU DJICMCHTAMMU. Tpa,[[I/II_[I/IOHHO AJIsL 9TOr0 UCIMOJIB3YCTCA PCHTICHOB-
CKHMI MHUKpOaHaJIu3 MacCUBHBIX 00pa3ioB (Hampumep, numdon). Cornacuo [1-3]
aHaJIu3 XUMHYECKOU HCOOAHOPOJAHOCTH B 30HC KOHTAKTA ABYX 3JICMCHTOB MOXKCT
JIaBaTh CYIIECTBEHHOE 3aBBIIICHUE TOJIIUHBI IIEPEXOTHOTO CIIOSI, TIOCKOJIBKY IO
BO3/ICHICTBHEM 3JIEKTPOHOB HaXOAHUTCS 00beM Oodbime | pm3. bosiee Tounble pe-
3yJIbTaThl MUKpOAHAJIHM3a MOXKHO IMOJYYHTh TPU HMCCICIOBAaHUM TOHKHX (OJIBT

© H.N. DanuneHko, KO.H. Noagpesos, B.B. LWurones, 2013
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tommuHoM a0 100 nm. B sToM ciydae mpu Imamerpe 3JIEKTPOHHOIO IyuKa
0.5-1.5 nm ynmaercss MOBBICUTH JOKAJIBHOCTh KOJMYECTBEHHOTO PEHTTEHOBCKOIO
MHUKpPOaHaIN3a 10 HECKOJIBKUX HAHOMETPOB.

Llenb paGoTHI — U3yUEHHE BIHMSIHUS CTPYKTYPHOH M XMMHUYECKOH MHKPOHEO/I-
HOPOJHOCTEH B 30HE KOHTAKTa NpPH ropsiuell MpokaTtke OMMETalJIOB U BBICOKO-
TEMIIEpaTypHOIl AeopMaIui MOPOIIKOBONH CHCTEMBI, COCTOSIIEH W3 Pa3HOPOJ-
HBIX [TOPOIIKOB.

['opsiuyio mpokaTKy B BaKyyMe OCYILECTBIISUIN 110 METOUKE, pa3pabOTaHHOH B
XapbKOBCKOM (u3uko-texundeckoM nHctutyre HAH VYkpaunst [4]. Mcxonusiit
oOpa3zern, cocrosimmii U3 Habopa cimoeB St.steel-Cu—Nb-Ti, mpokateiBamm 10
cymMmapHoii nepopmanu 27-30% npu temneparype 950°C Ha MpoKaTHOM CTaHe
JIVO-170 B Bakyyme p = 10°—107 Pa [4]. UccnenoBanm BIUsSHAE CTPYKTYPHON H
XUMHUYECKOH MHUKPOHEOAHOPOJHOCTEH B 30HE KOHTAKTa MeIb—HMOOWN Ha Mpo-
[IecChbl KOHTAKTOOOpa3zoBaHus. [|Jiss 3TOro W3 CBApEHHOTO IAaKeTa Ha AJIEKTPOUC-
KPOBOM CTaHKE OTpEe3ajiy IUIaCTUHY TOMIMHOM 0.3 mm, U3 KOTOpOW M3roTaBIiIu-
BaJM 00paslbl JUIsl 3JIEKTPOHHO-MUKPOCKOIIMYECKUX HCCIIEN0BaHUN. YTOHEHUE
o0pa3ua «cross-sectiony» ¢ IByX CTOPOH OCYLIECTBJISUIM MOHHBIM TPaBJIEHUEM I10
rpanuie pazzaena Cu—Nb TBepaohazHOTro coeTmHeHNUS.

AHanu3 pacrpesieneHuss KOMIIOHEHTOB IO I'paHUIle paszena NpOU3BOIWIN C
MOMOUIbIO AHATTUTHYECKOTr0 KomIuiekca — Mukpockomna JEM-2100F ¢ peHtreHos-
ckuM MukpoaHanuzatopoM INCA-EDS. [lononHuTensHO ObLIM BhIpe3aHbl 00pa3-
bl 2.5 X 5 X 35 mm 151 UCTIBITAaHUSI Ha U3THMO TakuM 00pa3oM, YTO TpaHUIlA pa3-
Jena OMMETalUIOB pacrojiarajach NeprneHAMKYJISIpHO JUIMHHOW ocu obOpasua. B
IpaHuIly pasjiena OMMETaIIOB BBOJWIN AIEKTPOUCKPOBYIO TPELIUHY.

Ha puc. 1 nmpezncraBieHa cTpykTypa TpaHHUIBl pas3zgena OMMETauIn4ecKoro
kommozuta Cu—Nb, momy4eHHass METOAOM TEMHOIOJIBHOHN AIIEKTPOHHONH MHUKpO-
CKOMUU. AHANIU3 CTPYKTYP CBUAETEIBLCTBYET O TOM, YTO TPaHULA pa3/ieia BbITIIs-
JTUT KaK y3Kasi 00;1acTh ¢ 0cOOBIM KOHTpacToM. OOpaiaer Ha ce0si BHUMAaHHE, YTO
001acTh, B KOTOPOI MPOUCXOIUT COCTUHEHHWE MEIU U HUOOMS, COCTaBIsAET He-
CKOJIbKO HAaHOMETPOB, B TO BpEeMs Kak B pabore [S] OTMEUYEeHO, YTO MIHpPUHA ITOMH
30HBI COCTaBIIAET MpuMepHo 3 um (puc. 2). [Toaromy HamMu ObUIHM JOMOTHUTEIBHO
BBITNIOJIHEHBI MTPELIM3HUOHHBIE MCCIEA0BAaHUS XUMUUYECKOH MUKPOHEOIHOPOIHOCTH
BOJIM3M I'paHUIIBI pa3jiena Ha oOpasle «cross-sectiony METOJOM aHAIUTHYECKOM
IIPOCBEYMBAIOLIEH MIEKTPOHHON MUKPOCKOIIUN.

[IpuMeHeHHe COBPEMEHHBIX METO/OB AHAJIMTUYECKOH 3JIEKTPOHHOM MHUKpPO-
CKOIIMY TIO3BOJISIET CTPOHUTH MPOQMIb PacIpe/IeIeHUs] SJIEMEHTOB BJIOJIb KaKOTO-
a100 HampaBJIEHHUs C IIarOM B HECKOJIbKO HaHoMeTpoB. Ha puc. 3,a npexacrasie-
Ha XapakTepHas CTPYKTypa C YKa3aHHEM TOYeK, B KOTOPBIX MPOU3BOJWIU JIO-
KaJbHbIM pEeHTreHOBCKUN MuKpoaHaiu3. Kak mpaBuio, HampaBiieHHE, BIOJb KO-
TOPOTO U3y4Yalld paclpeiesieHUE JIEMEHTOB, ObUIO MEPIEHIUKYISIPHO TpaHUIIE
paszena GuMerana.

Ha puc. 3,6 mokazano nzMeHnenue koHrerrpauu Cu u Nb B 00J1acTé TpaHUIIBI
paszaena. Buano, yto npu manom (5—10 nm) mare Mexay TOYKaMu TOJLIUHA
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Nb Cu

0 5 10 um
Niobium Lal, Copper Kal

Puc. 1. CTpykTypa rpaHuIb! pa3aeia Meabr—HHOOH

Puc. 2. Pacnipenenenue ano6us (kpusas /) 1 Menu (kpuBasi 2) BOJIM3H TpaHULBI pa3nena [5]

__ 5 10 20 30 40 50 60 70
e Electron Image 1 Di Stance, nm

a o

Puc. 3. I'pannna paszmena Meapb—HUOOUWIT: @ — CTPYKTYpa I'paHUIIBl, 6 — pacupelesieHue
Meau (—0—) u HuoOus (—o—)

MepexoJHOM 00sacTH MMeeT pasMmepbl ~ 3—5 nm. [IpumeHeHHne 3IeKTPOHHON
MUKPOCKOITUM BBICOKOTO pa3perieHuss u Meroaa Qpypbe-o0paboTku n3obOpake-
Hus (FFT) rpanunsr pazaena mexay Cu u Nb (puc. 4) [5] mo3Bomasier yTBep-
KIOAaTh, 4YTO HNPOHCCC B3aMMHOI'O MPOHUKHOBCHHUSA J3JICMCHTOB HNPOUCXOJHUT Ha
IIIyOMHY HECKOJBKUX MEXKATOMHBIX paccTossHUH. [1o-BUAMMOMY, Takoi BBIBOJ
AOCTATOYHO JIOTUYCH, ITOCKOJIbKY BPCMS HAXOXICHUA 06pa3ua B aKTUBHOHU 30HE
nedopManu 10CTaTOYHO Masio U cTeneHb nedopmaruu HeBenuka (30%). On-
HAKO JIa)Ke€ TAaKMX TOHKHX CIIOEB JOCTATOYHO JJIA CO3MaHMs (HU3UIECKOTO KOH-
TaKTa, TJIC CBSA3H MEXIY Pa3sHOPOTHBIMU 3JIEMEHTAMH HACTOJIBKO CHIIBHBI, YTO
HUX MPOYHOCTH MPAKTHYCCKHU HC YyCTYyHacT MPOYHOCTH OAHOKOMIIOHCHTHBIX CBS-
3eif. JIost MpoBEpKH ATOTO YTBEPXkKACHUS HAMH OBLIM MPOBEICHBI NCIBITAHUS HA
u3ru6 obpasiia ¢ TPEeIMHOM, BBEIEHHO! B TNIOCKOCTh KOHTaKTa. B maHHOM ciiyuae
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Puc. 4. CtpykTypa 30HBI KOHTaKTa MEIb—HHOOUI: ¢ — MPSAMOE pa3pellicHUe TPaHUIIbL; O —
m3obpakenue mmocie FFT

HCIIOJIB30BAIM KIIACCMUECKOE TMPEICTABICHHE U3 TEOPUU MEKKPUCTAILTUTHOTO
pa3pyIIeHus], COTJIACHO KOTOPOMY IPH HAJIMYWU TPAaHUIIBI pa3jesa TPelIMHa pac-
NPOCTPaHSETCsl B HAIpPaBJICHUH, TPEOYIOLIEeM MUHUMANBHBIX 3aTpaT JJIs pa3pbiBa
MeXaTOMHBIX cBsizedd. Kak BumHO u3 (Qpakrorpaduueckoro anammza (puc. 5),
TpELIMHA, BBEIAECHHAs B TpaHUIy pas3leiia, HE PACHPOCTPAHSIETCA BIOJIb ITOU
MJIOCKOCTH, a MPEAMOYUTAET BCKPHIBATh OoJiee CalObIii CTPYKTYPHBINA AJIEMEHT (B
JTAHHOM CITy4ae — Meb).

S. steel

Puc. 5. Paspymenue obOpas-
11a C TPEIIUHON B TIJIOCKOCTH
KOHTaKTa MEIb—HUOOHI

3amaga 00 aHaIM3€ paclpeneieHus AIEMEHTOB Ha IPaHMIE pasfiea B MOpPOII-
KOBBIX JIBYXKOMIIOHEHTHBIX CUCTEMax BO3HHUKIIA B CBSI3M C HEOOXOJUMOCTBIO HC-
CJIEZIOBaTh ABJICHHE aKTHBALMU CIUIABOOOPAa30BaHUs B Ipoliecce ropsuei nedop-
Maiuu, oOHapykeHHoe aBTopamu pabot [6,7]. Ha nmpumepe cuctemsl Ni-Mo nmu
BIIEpBbIC ObLJIa TIPOJIEMOHCTPUPOBAHA aHOMAIILHO-BBICOKas Auddy3us B mopom-
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KOBBIX KoMmmo3uTax. OOpasibl, COCTOSIIIUE U3 CMECH PA3HOPOAHBIX MOPOIIKOB, B
pe3yJibTaTe BBICOKOTEMIIEPATYpHOU AedopMaliui 3a 04eHb KOPOTKOE BpeMs Ipe-
BpALAJIUCh B OJIHOPOJIHBIN TBEPABII pacTBOP.

B Hammx skcneprMeHTax MCCIEeI0BAINCH MOPOIIKOBbIe KOMIO3UTHI 80Ni—20Mo
u 50Fe—50Cr. O6e mapbl XxapakTepu3yrTCs OJHOCTOPOHHEN nuddys3uei, mpuuem
0osee TYromnaBKMi KOMIIOHEHT MMEET 3HAUUTENbHO OOJbLIYI0 JU(PPY3UOHHYIO
HOJBM)KHOCTH B JIETKOIUIABKOM, YTO OCOOCHHO Ba)XKHO BBUJY UYBCTBUTEIBHOCTH
CIBUTOBBIX HANPSHKECHUH K TOMOJIOTHYECKON (HOPMHUPOBAHHON Ha TEMIEPATypy
IUIaBJIeHUs1) TeMieparype nedopmauuu. I[lopomku cmemuBany B CHELUATbHOM
Oapabane, mpeccoBalii, CIIEKaJIU MPU HU3KOW TeMIepaType, a 3aTeM IKCTPYAUPO-
Banu npu temmeparype 1200°C no Gombioii crenenu aedpopmanuu e ~ 2 3a Ko-
POTKOE (JI0JTH CEKYH/Ibl) BpEMSI.

W3 sKCTpyIMpOBaHHBIX NPYTKOB BbIpe3ain oOpasibl TOMMMHON 1 mm u aua-
MeTpoM 3 mm, KOTOpbIE MEXaHWYECKH YTOHsIM 10 Tommuubl 0.1 mm, 3aTem
NPOBOJWIM MOHHOE YTOHEHHE [0 MOSBICHHS OTBEPCTHUS. DIEKTPOHHO-MHUKPO-
CKOIMYECKHE MCCIIEOBaHMs MPOBOIMWIN HA MUKPOCKOIIE MPSIMOIO Pa3peLIeHUs C
NPUCTABKOW ISl MPELU3UOHHOTO XMMHUYECKOI0 aHain3a. XHMHUYECKUN aHaIu3
oOyacTeil, MPUMBIKAIOIIUX K OTBEPCTHIO, IIOKa3aJl HAJTMYUE HEJJOPACTBOPUBLINXCS
YacTHUI] TYTOIUTABKUX 3JeMEHTOB: Mo — B nepBoM cruiaBe u Cr — BO BTOpOM, a
TaKXke TBepJoro pactBopa — coorBerctBeHHO Mo B Ni u Cr B Fe. CooTHomenne
3JIEMEHTOB I10 BCEMY HCCIIEIOBAHHOMY CEYEHMIO TBEpPAOro pacTBopa ObLIO Mpak-
truecku Hem3MeHHBIM: 81Ni—19Mo — mnsa nepsoro ciayuas u 52Fe—48Cr — st
BTOporo. Takoe pacmpeeneHle 3JEeMEHTOB CBUIETEIbCTBYET O TOM, YTO aTOMBI
TYTOIJIABKOTO DJIEMEHTA «BBIMBIBAIOTCS» TOJ| JIEHCTBHEM WHTEHCUBHOHU aedop-
MalMy U ¢ OOJIBIION CKOPOCTBIO PAaBHOMEPHO paclpesiesioTCs B JETKOIIaBKOM
KoMIoOHeHTe. O4YeBHU/IHO, UYTO CKOpPOCTb PACTBOPEHHUS TYTOIUIABKOI'O 3JEMEHTa
KOHTPOJIMPYETCS NMPOLECCaMH, MPOUCXOAAIIMMH Ha IpaHUIIE pa3Jiena MexXIy Mo-
POLIMHKAMHU, [TO3TOMY pe3yJbTaThl MPEUU3UOHHOTO XUMUYECKOTO aHalu3a, Mpo-
BEJICHHOT'O BOJIM3U IPaHUI] pa3ziesia KOMIO3MTA, MMO3BOJSIOT YTOYHUTh MEXaHU3M
T Qy3un Tpu CIUTABOOOPa30BaHUH. DKCIIEPUMEHTHI, BHIIOJIHEHHBIE Ha CIIIaBax
80Ni-20Mo (puc. 6,1) u Fe—-Cr (puc. 6,I1), mokazanu, yTo B 000X CiIydasx Ha-
OJsro/1aeTcsl pe3KUi CKa4OK M3MEHEHMsI KOHLIEHTPALUK B O4€Hb y3Ko# (~ 20 nm)
NpUrpaHUYHON obnacTH. 3a ee mpenenaMu (QUKCUPYIOTCSA, C OJHOW CTOPOHBHI,
NPAKTUYECKU HEJIETHPOBAHHBIE YaCTUIbI TYTOIUIABKOTO 3JIEMEHTA (KOHLEHTpaLus
~ 90%), ¢ npyroii — TBepIblii PacTBOp, KOHIEHTpalUs KOTOPOTO MPaKTHUYECKU
Cpa3y COOTBETCTBYET COCTaBY KOMIIO3UTA (32 BBIUETOM BKJaJla HEPACTBOPEHHBIX
YacTHII).

[TosrydyeHHbIe pe3ybTaThl FTOBOPST O TOM, YTO I'PaHUIA pa3fiesia MEXKIY KOH-
TaKTUPYIOIIMMU 3JI€MEHTaMU UTpaeT BaKHEHIYI0 pojib B MEXaHU3ME CILIaBO0O-
pa3oBaHUs MOA ACHCTBHEM OosbIIUX Aedopmariuii. ATOMBI pacTBOPSEMOIO dJie-
MEHTa OMNAaJal0T B pa3pbIXJICHHYIO 007acTh HA TPaHULIE Pa3Jiena, OAXBAaThIBAOT-
Csl BUXPEM (IUCKIMHALMAMHM WIM TypOYJIEHTHBIM MOTOKOM) U IO POTAllMOHHOMY
MEXaHH3My C OIPOMHOM CKOPOCTBIO (HampuMep, 0 MeXaHU3My TypOyJIeHTHOR

112



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1
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Puc. 6. Ctpykrypa rpanuisl paszaeina Ni-Mo (I) u Fe—Cr (II): a — mukpoctpykTypa; 6 —
pacmpeneeHe 3JIeMEHTOB BOJM3H TpaHUIBl pasnena: —0— — Ni, —o— — Mo, —A— — Cr,
-o——Fe

muddys3uu [8]) yHOCATCS M3 MPUTPAHUIHON 00JaCTH B PAaCTBOPUTEIH, OCBOOOXK-
Jasi MecTa Ui CIeAylomux aToMoB. [Ipu 3ToM ocoboe 3HaueHue MpuoOpeTaroT
CTPYKTypa I'paHuIlbl pa3fena, ee pa3Mep, TOIIINHA U IPOLECCHl, TPOUCXOASIINE B
obnactu rpaHuniel. [1o-BUAMMOMY, pEIIAIONIUM C TOYKH 3PEHHS] CKOPOCTH pac-
TBOPEHHUS YACTHII SIBJISIETCS MPOLIECC MEpPEMEIEHUsI aTOMOB PacTBOPSEMOro Jie-
MEHTa B pa3pbIXJCHHYI0 001acTh TpaHMLbl. JlaHHBIM mpolecc MAET CO CKOpo-
CTBI0, oTpenensieMoi napamerpamMu 1udPy3uu 3TUX aTOMOB U TOJIITUHON caMoin
TPaHUIIBI.
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Taxum oOpa3oM, IpeAcTaBICHHbIE B pabOTe MpUMEphl MOKa3bIBAIOT, YTO Mpe-
LIU3MOHHBIE HCCIIEJOBaHMS TpaHUI] pa3jieia C NPUMEHEHHUEM aHAJIUTUYECKOU
9JIEKTPOHHON MMKPOCKOIIMH INO3BOJIAIOT HE TOJIBKO MHOTOKPAaTHO IOBBICUTH JIO-
KaJbHOCTh KOJMYECTBECHHOIO aHA/M3a paclpe/eeHUs] 2JIEMEHTOB B OKOJIOIrpa-
HUYHBIX 00J1aCTAX, HO U 3HAYUTEIBHO MPOJBUHYTHCS B MOHUMAaHUH MEXaHU3MOB
KOHTaKTO0Opa3zoBaHus U MU (Hy3uu B reTepOKOMIIOHEHTHBIX KOMITO3UTAX.
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M. Danylenko, Yu. Podrezov, V. Schygolev

STUDYING OF INTERFACES IN MULTICOMPONENT MATERIALS
WITH THE USING OF ANALYTICAL ELECTRON MICROSCOPY

The method of analytical electronic microscopy was used for the study of interfaces
between heterogeneous elements. High locality of quantitative X-ray microanalyse is
achieved by the test of thin foils (thickness about 100 nm) and fine electron beam (0.5-15
nm). The transitional area thickness in the layered composite of Cu—Nb was estimated at
2.5 um by standard X-ray microanalysis of bulk sample. Being carried out on analytical
complex JEM-2100F of thin foils, the analysis shows that for a small step between the
analyzed points (5—10 nm), the transitional area is ~ 3—5 nm. HR TEM and method of
FFT of Cu—-Nb interface show that the process of mutual penetration of elements takes
place within of a few interplanar spacings. In powder composites of 80Ni—20Mo and
50Fe—50Cr, abnormal high diffusion was detected. Both pairs are characterized by unidi-
rectional diffusion, and more, refractory component has considerably higher diffusive
mobility than low-melt one. The results indicate that the interface between contacting
elements plays a substantial role in the mechanism of alloy formation under the effect of
high deformations. The results presented in paper show that precise studying of interfaces
with the use of analytical electron microscopy allows not only increase in locality of the
quantitative analysis of distribution of elements in near-interface areas but also consider-
able advance in understanding of mechanisms of contact formation and diffusion in het-
erocomponent composites.

Keywords: analytical electron microscopy, area of contact, Cu—Nb, Ni-Mo, Fe—Cr
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Fig. 1. Structure of interphase copper-niobium boundary
Fig. 2. Distributing of elements near—boundary area [5]

Fig. 3. Interphase copper—niobium boundary: a — structure of boundary, 6 — distribution
of elements (—o—) and (—o-)

Fig. 4. Structure of area of copper—niobium contact: @ — high resolution of boundary; 6 —
FFT development

Fig. 5. Fracture of sample with a crack in plane of copper—niobium contact

Fig. 6. Structure of interphase boundary of Ni-Mo (I) and Fe—Cr (II): @ — microstructure;

6 — distribution of elements near-boundary area: —-0— — Ni, —o— — Mo, —A— — Cr, —¢— — Fe
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PACS: 81.40.—z

O.B. Npokodbesa, KO.B. BosHsk, [0.B. MNpuneno

OCOBEHHOCTW MIMACTUYECKOIO TEMEHUA METAJINIMYECKNX

M NMONMMEPHbIX MATEPWANOB MPUN MHTEHCUBHOW
MITACTUYECKOW LESOPMALIMN METOAOM MOCKOW BUHTOBOW
OKCTPY3UN

HoHeuknii PU3NKo-TEXHUYECKUI MHCTUTYT uM. A.A. lanknHa HAH YkpauHsbl
yn. P. Iltokcembypr, 72, r. JoHeuk, 83114, YkpavHa

CraTtbsa noctynuna B pegakuuio 26 Hosibpsa 2012 ropa

Ha npumepe anomunuesozo cnaasa AJ1 u nomuamuda-6 (I1A-6) paccmompeno niacmu-
YyecKoe medeHue Memaiiudeckux U NOIUMEPHBIX MAMepuanlos npu UHMEHCUBHOU Nad-
cmuyeckotl Odepopmayuu (UI1N), pearuzyemoti memooom HIOCKOU SUHMOBOU IKCMPYIUU
(I1BD). Iloxazano, umo s3¢hghexm nepemexanus, 00YCIOGNCHHBIN HATUMUECM (CKEOZHOU» U
«COBUL0BOLLY COCMABIAIOWUX NIACMUYECKO20 MeYeHUs MAMeEPUANd, 8bIpAdiCeH CUbHee 8
cnyuae Memania no CPAGHEHUio ¢ noaumepom. Buisenenvl paznuuus ¢ xapaxmepe pac-
npeoenenus meepooCmu O NONEPEYHOMY CEUEHUIO UCCEDYEeMbIX IKCIMPYOAMOs.

KxaroueBble c10Ba: MHTCHCHBHAS IIaCTHYCCKAs ,Z[CCI)OpMaLII/ISI, IJIACTUYCCKOE TCUCHUC,
IIJIOCKasi BUHTOBAsA SKCTPY3Us, AJIFOMUHUCBEIC CILIABEI, MOJIMaMU/I-6

Ha npuxnaoi anominiesoco cniagy A/l i noniamioy-6 posenanymo nIaACMUYHUl HIUH
Memanesux i NOAIMEPHUX Mamepiaiié npu IHMeHCUsHIll NniacmuyHii degopmayii, pe-
anizo8amitl NIOCKo0 28uHmMo8oK ekcmpysicio. Ilokazano, wo epexm nepemikaums, 00y-

MOBNEHUN HAABHICMIO «HACKPI3HOLY U «3CY8HOLY CKAAOOBUX NIAACMUYHO20 WIUHY M-
mepiany, BUPAdiCeHUll CUNbHIWeE 6 pas3i Memany 6 NOpPIGHsHHI 3 nojimepom. Buseneno
BIOMIHHOCIMI 8 XapaKkmepi po3nooiLy meepoocmi no nonepeyHomy nepepizy 00cioxncysa-
HUX eKCmpyoamie.

KurouoBi ciioBa: iHTEHCHBHA TUIACTUYHA JeOopMallisi, TNIACTUYHUHN TUIMH, TJI0OCKA TBUH-
TOBa €KCTPY3is, aFOMiHIEB] CILIaBH, MMOTiaMia-6

BBenenne

B HACTOAIICC BPCMs XOPOMIO HU3BCCTHBI NCPCIICKTHBBLI, KOTOPHIC OTKPLIBAKOT
HAHOCTPYKTYPHBIC MaTepHajbl C MPHHINIHAIFHO HOBBIM KOMIUIEKCOM CBOWCTB B
pa3IMYHBIX OTpACiAX MPOMBIIUIEHHOCTH. OOHapyXeH psija 00yCIOBICHHBIX Ha-
HOCTPYKTYPOW aHOMAJIMH 3JIEKTPUYECKUX, MATHUTHBIX ¥ MEXaHUYECKHX CBOMCTB
matepuaioB. [l GopMupoBaHHS HAHOCTPYKTYpP pa3paboTaHbl MHOTOYHCICHHbIE
CrocoObl, Cpelld KOTOPHIX CBOIO d(pdekTuBHOCTHh Moka3zanu metoasl UIIJI, ocHo-

© O.B. lNpokodbesa, H0.B. BosHsk, A.B. Mpuneno, 2013



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

BaHHbIC HAa OJTHOBPEMEHHOM JEHCTBUU BBICOKOTO JABICHMS U AedopMaiiu Mmpo-
cteiM caBurom. [Ipumenenne meronoB I/ nmst oOpaboTKM METATITMYECKUX Ma-
TEpUaNoB NPUBOAUT K (parMEeHTAllMM 3€pEeHHON CTPYKTYpbl M (POPMUPOBAHUIO
IPaHUILl C BBICOKOYIJIOBBIMH pa3opueHTHpoBKaMu [1]. B ciywae xpucramiusyro-
muxcst nonuMepoB npoueccsl UITJ] Moryt obecrieunBats (opMupoBaHHE OJHO-
POIHOH, (parMEeHTHPOBAHHON HAIMOJEKYJSIPHOW CTPYKTYpPHI, TIOBBIIICHHE CTe-
IIEHU COBEPIICHCTBA U TOJILIUHBI KPUCTAJUIMYECKUX JIaMeEJIEH, a TaKKe yIpaBilsie-
MYI0 MOJIEKYJIIpHYIO opHeHTanuto [2,3].

CaotictBa nomyyaemoro UIIJI-maTeprana u 0AHOPOAHOCTE UX PacIpEeIICHUs
1o 00bEMY 3aroTOBKM BO MHOI'OM OIPENEISIIOTCS XapaKTepUCTHKaMH IUlacTUde-
CKOr0 TeueHHs B mporecce aAehopMUpoBaHMs. 3HAHHE 3aKOHOMEPHOCTEH 3TOro
TEYEHUS IO3BOJUT YIPABIATH (POPMUPOBAHMEM CTPYKTYpPHI M, KaK CIEICTBHE,
HOoJIy4aTh TpeOyeMblif KOMIIJIEKC CBOMCTB B 00pabaThIBAEMOM MaTepuae.

B nacrosimieit pabore no pesynbrataM HCCIEI0BaHUM NMPOBENEH aHAIU3 OCO-
OEHHOCTEH IMIACTUYECKOTr0 TEUYEHUs MOJUMEPHOIO M METAJUINYECKOro Marepua-
noB nipu UTTJI meTonoM miiockoil BHHTOBOU 3KCTPY3HH.

Br10op meTona oopadorku NI/

OnuuMm u3 u3BecTHbIX mporeccoB UMIIJL sBisieTcs BunTOBast skctpysus (BJ)
[4]. Ee HenocTaTku, obmue ais 6onpimmHCcTBa MeTo0B UITJ] (OTHOCUTENBHO He-
Oonpre pazMepsl 00padaThIBaeMbBIX 3arOTOBOK, JIUCKPETHOCTH Ipoliecca odpa-
00TKH, a B CIy4yae METAJIJIOB — KECTKUE YCIIOBUSI KOHTAKTHOTO TPEHUS), CBEJICHBI
K MUHUMYMY B MOJIU(UKAIIMHA TPOIECCa, PEeaTu3yIoIero MOMyHEPEPhIBHYIO 00-
paboTKy IIMHHOMEPHBIX 3arOTOBOK, — TNIOCKOM BUHTOBOM SKCTpY3uH [5,6].

[1BD npencrapnser coboi MPOJBIKEHUE 3aTOTOBKH YEPE3 MATPHILY CIIOKHON
dbopMBI C ABYMS TUIOCKUMHU U JBYMS JIMHEHYATHIMU MOBEpXHOCTAMHU (puc. 1,a),

s y
e > P
meowm Q@O

6 I

Puc. 1. Cxemsl porieccos [IBD (a), BD (6) u mocinenoBaTenpHbIC CEUCHUS KAaHAIOB MarT-
put ipu [IBD (8) u BD (2)
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IpUYeM IOJBHXKHbBIE IUIOCKME CTEHKH MAaTpHLbl 00ECIeUnBaIOT MPECCOBAHUE C
aKTUBHBIM JelicTBueM cuil TpeHusd. OT1oT Merton WIIJ] mo3Bosser peanus3oBathb
paBHOKaHAJIbHUI TIpolecc NeGpOpMHUPOBAHUS 3arOTOBKH B MONEPEYHOM CEUEHUHU
10 CXE€ME MPOCTOTO CIIBUTA U YBEIUYUTH (110 cpaBHEeHUIO ¢ BD) mmHy 00pabaTsi-
Ba€MbIX 3arOTOBOK.

Ha puc. 1 ans HarnsaHocTu conoctaBieHsl nporecckl [1BD u BD — ux cxems,
HOCJIEI0BATENIbHbBIE CEYEHUsI KAHAIOB MaTpHI] M BUJ J€(OPMUPYEMBIX 3aTrOTOBOK.
Ecmu myis BD xapakTepHbl 30HBI HHTEHCUBHOW J1e(hOpMaIiii Ha BXOJIE U BBIXOJIC
U3 BHHTOBOIO KaHajla MATpHUIbl, HA KOTOPBIE NMPUXOAATCA «3aKpyTKa» M «pac-
KpYTKa» 3arOTOBKH, U MEXIY KOTOPBIMU OHa MpoJBUTaeTcs 0e3 aedopmaiuu, To
B ciayuae [IBD ot 30HBI pacnipeieneHsl 0 BCel MaTpHIE U PAa3AEIsaIoT €€ MOIo-
nam. B nepsoii nonosuHe [1BO-MaTpuiibl 3aroToBKa, 0 aHAJIOTUU C «3aKPYTKON»
npu BDO, coBepuiaer HakiIOH, obecrieunBas TeM CaMbIM JAedopMalfio Mo cxeme
IPOCTOTO CJIBUra, a BO BTOPOW IMOJOBHHE MAaTPHIIbl 3aroTOBKa BBINPSAMIISETCS,
YTO COOTBETCTBYET «PacKpyTKe» mpu BO.

UccnenoBanus [6,7] mokazanu, uro BO u I[1BD marot comocraBuMbie 3HaYCHHS
HaKOIJICHHOM JlehopMalvy ¢ OTIMYMEM JIMIIb B XapaKTepe ee pacrnpeaeseHus 1o
CEUeHMIO 3aroToBKHU. [l 000MX MPOILECCOB XapaKTePHO MHTEHCHBHOE IepeMe-
HIMBaHue Ae(GOopMUPYEMOro MaTepuaia Ha MUKPOYPOBHE IIPH €ro OTCYTCTBUU Ha
MakpoypoBHe. [Ipu stom [1B3 no3Bosisier 06padaTbiBaTh 3arOTOBKH C OOJIBIIUM
OTHOIIIEHHEM JJIMHBI K MIOTNIEPEYHOMY pa3Mepy 1o cpaBHEHMIO ¢ B, a nmpumeHe-
HUE MOJBWKHBIX CTEHOK MaTpPHUILIbl MO3BOJIET IOJIb30BAThCS MPEUMYIIECTBAMU
AKTUBHOTO TPEHUS, CHWKAsl TEM CAMbIM HAarpy3Ky Ha HHCTPYMEHT.

Taxum obpazom, [IBD, obnanas onpeneneHHBIME PEUMYIIECTBAMHE, COXPaHs-
€T OCHOBHBIE XapaKTEPUCTHKH TPAaJULMOHHOW BD, 4T0o naer BO3MOXXHOCTH MC-
M0JIb30BaTh IMOJy4YeHHbIE 3HaHMS 0 BDO, yuurthiBasg mpu stoMm npucymue [1BD
OCOOCHHOCTH.

MeTtoauka npoBeaeHHs IKCIIEPUMEHTA

OKCIEpUMEHTAJIbHbIE HMCCIIEIOBAHUS BBIMOJIHSAIM Ha 3arOTOBKaxX M3 JIMTOTO
amromunneBoro cruiaBa AJ[1 (Al — 99.30%, Cu < 0.05, Mg < 0.05, Mn < 0.025,
Fe <0.30, Si <030, Zn < 0.1, Ti < 0.15%, npyrue npumecu < 0.7%) 1 KpucTamim-
3ytouierocs nonumepa [TA-6. 3aroroBku nmenu paszmepsl 25 x 40 mm B npsmo-
yroiabHOM ceueHuu U JuHy 70 mm. ledopmanuto [IBD ocymectsisimn 6e3 mpo-
THBOJaBIIeHUS TIpH Temriepatype 150°C u ckopocTH IBIKeHHs ImyaHcoHa 3.0 mm/s.
B kauecTBe cMa3ku MCIIONIB30BAJIM paclljlaB CMECH COJNMJ0JIa U Bocka. Paboueit
Cpelloil [uisl mepenayu aBiIeHUs OT MHCTPYMEHTA K 3arOTOBKE CIIYXKHJI MEJKO-
JMCTIEPCHBIN rpaduT.

[Tepen T1BD no meroauke, onvucaHHoM B [8], B TOpeIl UCXOHOTO 0Opasia Ha
ryOuny 20 mm, JOCTaTOYHYIO AJS MCKIIIOYEHMS BIUSHHMS HECTAllMOHAPHOIO
TUTACTHYECKOTO TEYCHHs, OB BBEJCHBI METKH-BOJIOKHA (puc. 2). [lns amomu-
HHEBOM 3arOTOBKH MCIIOJIb30BAIM METKU U3 MEIH, a ISl HOJIMaMUAHON — U3 TOro
xe monmmepa. [locne peopmanuy HecTalMOHAPHBIA YYaCTOK 3arOTOBKU CPE3aiH,
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ee Topel HUIM(OBAIM, NPOU3BOIWIN CKAaHUPOBAHUE U OLUU(PPOBKY KOOPAMHAT
pacmnojio’keHusi METoK. B kauecTBe KOOpAMHAT IMOJIOXKEHUS METKU HCIOJIb30BaIN
KOOPJMHATHI LIEHTPa TSHKECTH (PUTYpbl, 00pa30BaHHOM KOHTYPOM BOJIOKHA.

Pe3yabTathl 1 00CyxKaeHHE

[TomyueHHble pe3ysbTaThl MIPEACTaBIEHbl Ha pHc. 3. [ MeTamia MOXHO BUIETh
HEKOTOPOE HCKAKEHHE BUPTYAIbHOIO MPSMOYTOJIbHUKA, OCTPOEHHOIO MO0 MCXO[-
HBIM TOJIOKEHUSIM METOK (puc. 3,0). B monmumepHoii 3aroToBKe 3TO0 MCKaKEHUE BbI-
pa’ke€HO B 3HAUUTENILHO MEHbLIEH cTerneHu (puc. 3,e). UucneHHbI aHanu3 JTaHHbBIX
ouudpoBku (pororpaduii mokazai, 4ro cpeJHee MO CEYEHHIO OTKIIOHEHHE METOK OT

1& 2 2
HUCXOJHOI0 MOJIOKCHUSI (—Z (xoi —xli) + ( Yo, — J’li) , TIe n = 9 — KOJIM4eCTBO
n-.
i=1

METOK B CEUeHMH, (Xq, V), (X],);) — KOOPIAUHATHI METOK COOTBETCTBEHHO 10 U

nociie [I1BD) mist amroMuHus cocTaBiseT 2.2, TOraa Kak Juis mojuamuaa — 1.5.
[TogoOHOE McKa)keHHE B MOTMEPEYHOM CEUEHUHU 3arOTOBKH XapakTEpPHO U IS
nporecca BD. OHO CBSI3BIBAETCS ¢ HATMYMEM TaK Ha3bIBAEMOTO MEpPETeKaHUsS —
JBUKEHMSI MaTepUaIbHbIX TOUEK BHYTPH KOHTypa nornepeuHoro ceuenus [4]. Ile-
peTeKaHue TOMONHIET YUCTO BUHTOBOE TEUEHHE MaTepHalia U B COBOKYITHOCTH C
HUM 00€CTICUMBAET COXpaHEHUE TTOCTOSTHHOTO 00bema AedopMUpyemMoro odpasiia.
Bripaxxenue amns nomnst ckopocteit Teuenus V npu BD umeet n8e coctaBisioniue:

V:V1+V2, (1)

rzae Vi OoNuchIBaeT «BUHTOBOE TEUEHHE» MaTepuala, T.e. JBH)KEHUE MOMEPEeYHOro
CEUCHHUS 3aT'OTOBKH Kak IIe0ro, a V, saBisgercsd oTkioHenneM V oT Vi 1 CBs3BIBa-
eTcs ¢ epeTeKaHneM MaTepuasa B ONEePeYHOM CEUYEHHH 3arOTOBKH.
Bocnonp3oBasuuce 6au3octsio nporeccoB BO u [1BD, nonydeHHble pesyinb-
TaThl MOXHO OOBSICHUTh Ha OCHOBE CJIAYIOIIMX MPEACTaBIECHUI 0 IpUpOE nepe-
tekanud. [lpu BD kuHemarnuecku BO3MOXKHBI JIBa IpENElbHBIX BapuaHTa IJjia-
cTHYecKOoro TedyeHus. [lepBblil OMUChIBAETCS «BUHTOBBIMY IOJIEM, a BTOPOH IMpe.-
CTaBJIsIeT co00I TeueHUE B/OJIb OCH 3KCTPY3UU C MPEOJOJIEHUEM BBICTYIIOB BHH-
TOBOW MOBEPXHOCTU KaK MPENsATCTBUNA —
«CKBO3HOE» TeueHue. [Ipu «BUHTOBOM»
TedyeHuu aedopMarus Marepuaia npo-
MCXOJUT JIMIIb HA BXOJAE M BBIXOJE U3
BUHTOBOI'O0 y4acTKa MaTpUIlbl, a BHYT-
PH HETo 3aroTOBKAa JBUKETCS, KAK BUHT
B raiike, 6e3 nedopmaluy, UCTIBITHIBAS
JIUILb TPEHUE O IOBEPXHOCTh MaTPHULIBI.
IIpy «ckBO3HOM» TeueHMH JAedopma-
ISl 3arOTOBKM IPOMCXOJUT HAa BCEM
NPOTSHKEHUH MATpPUIIbl,  MaTepUaIbHbIC
TOYKHM JIBHJKYTCSL BJOJIb KOHTAKTHOM
MOBEPXHOCTH MO KpaT4alIIuM MyTsM,

Puc. 2. Cxema 3aroToBKH I 3KCIEPH-

MCHTa
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Puc. 3. [lonepeunsie cevyeHus aTFOMUHHEBOH (g, ) U MOTMAMHUIHON (O, 2) 3aTOTOBOK B
UCXOJHOM cocTosiHMH (@, 6) U mociie oxHoro npoxonaa [1BD (s, 2); comocTaBieHue MOJ0-
JKEHUH METOK JI0 (CIUTONIHBIE MapKephl) u mmocie (mycteie Mapkepsl) [1BD (0, e)

no3ToMy padoTa CHJI TPEHHUsI MEHbIIIe, 4YeM B MepBoM ciryyae. Kak mpaBuio, npu
BD nepudepuiinpie y9acTKu 3arOTOBKH, CIISTYs 32 TEOMETpPUEH KaHala BUHTOBOM
MaTpulbl, pCAIM3YIOT «BHUHTOBOC» TCUCHUC, TOrJla KaK HCHTpaJIbHass €€ 4acCTb
CTPEMUTCSI IPOUTH CKBO3b KaHas, Orubasi ero BHYTPEHHHE BBICTYIIBI M peau3ys
TEM CaMbIM «CKBO3HOE» TeueHue. B PE3YIbTATC CYIICPIIO3ULIUN ITUX ABYX TCUC-
HUH HeHTpajibHas 00JacTh 3arOTOBKU HECKOJIBKO 3aIla3/IbIBaeT OTHOCUTEIBHO TIe-
pUGEpUHBIX YY4aCTKOB, U MPOMCXOJUT YHOMSHYTOE BBIIIE NMEpEeTeKaHHE MaTe-
puana B MONEPEYHOM CEYEHUU 3arOTOBKH.

AHanornynas cutyanusi Habmogaercs u i npoiecca [1BD. B nanHoM cimygae
BMECTO «BHHTOBOI'0» TE€UEHHSI UMEET MECTO «CIIBUTOBOE», MPU KOTOPOM mepude-
pUIHBIE TOUKH 3arOTOBKHM COBEPIIAIOT HAKJIOH, CIIEAys 3a reomeTpuelt kanana. [Ipu
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9TOM JJIsl LIEHTPaJIbHOM YacTH TakK ke, KaK B ciydae BD, XxapakTepHO «CKBO3HOE»
TCUCHUC. Cynepnoznum[ «CKBO3HOI'O» U «CABHUI'OBOI'O» TeYeHNH oOecreynBaeT Ha-
6moaemMoe Ha pHc. 3,0,e IepeTeKaHue B MONEPEYHOM CEUEHHH 3aTOTOBKH.

ITo ananoruu ¢ BD none ckopocreit V npu [I1BD MoxxHO paccMaTpuBaTh Kak
B3BELICHHYIO CYMMY BBILICYTOMSHYTHIX KHHEMATHYECKU-BO3MOXHBIX MOJICH:

V=(1-L)V, +1AV;, )

rae Vi — cocTaBJstonias mosjsi, OTBEYA0Ias 32 «CKBO3HOE» TEUCHHE; A — BECOBOM
KOd(pPUITUEHT, H3MeHsonuiics B peaenax ot 0 go 1. B ciayyae, xorna A npuHU-
MaeT cBOM IrpaHumyHble 3HaueHusa 0 u 1, mose ckopocTell V BBIpOKAAETCS COOT-
BETCTBEHHO B V| wiu V3, a 1 TPOMEKYyTOUHBIX 3HAYeHHUI A 1oyie V mpecraB-
JSIET cOO00M UX CYNepHO3UIIHIO.

N3 cootHouenuit (1) u (2) MOXKHO NOJTYUUTh BBIPaKEHUE ISl CKOPOCTH IEpe-
TEKaHUS:

Vz = 7\,(V3 - V1), (3)

U3 KOTOPOTO CIEAYET, YTO OHA TMHEIHO 3aBUCUT OT BECOBOTO Kod(dduimenTa A.

O Hamnmunu neperekanus npu [I1BD KOCBEHHO CBUACTEIHCTBYIOT M3MEPEHUS
MPOYHOCTHBIX CBOMCTB 00paboTaHHbIX MaTtepuainoB. Tak, nis BD-meTtannoB Obl-
70 noka3aHo [4,9], uro nepetekanue (Ogaromapsi COCTABIISIONIEH «CKBO3HOTOY
TeyeHus1) obecneynBaeT aedopmaiuio mpuoceBoi 30HbI 3arotoBku. [Ipu I1BD
[IEHTPAJIbHAS 30HA TaK)KEe UMEET HCHYJEBYIO Je(POpMAIHI0, HA YTO YKa3bIBACT
MOBBINIEHUE TBEPIOCTH 00pabOTaHHOTO aTOMUHHUS B 3TOM 30HE (puc. 4). Hau-
0oJiee CHIIBHO MEepPETEKAHNE BRIPAKECHO HA TEPUPEPUN METAJUTHICCKOM 3aroTOB-
KM BBHJY NpeodiaJaHusi TaM «CABUTOBOrO» TeueHus. M3 comoctaBneHus puc.
4,6 u puc. 3,0 BUIHO, YTO 00JIACTSIM C MAKCUMAJIbHBIMHU 3HAYEHUSMHU TBEPJAOCTH
COOTBETCTBYIOT HAaMOOJBIIINE MO CEYECHUIO OTKIOHEHHS METOK OT UX MCXOJHBIX
ITOJIOKCHHM.
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Puc. 4. PacnpeniesnieHre TBEpIOCTH B aTIOMUHHEBOM 00pasle: @ — UCXOIHBIN JIUTOMH, 6 —

28 29 30, 31, 42 415 4

nocye ogHoro npoxona 1B

Yro xacaercst nonumepa I1A-6, To, kak ObLIO YIIOMSHYTO BBIILE, IEPETEKaHUE IS
HETO BBIPAXEHO B MeHbILEeH cteneHu. Ha puc. 3,e oTKIIOHEHHE LIEHTPaIbHON METKH
OT €€ MCXOAHOIO TOJIOKEHHS HE MHOTMM OTJIMYAETCS OT COOTBETCTBYIOIIUX OTKJIO-
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/ - ’ \ \ HEHUN OCTaJIbHBIX METOK CEYEeHUs. DTO
10.6|  cBupmerenscTBYeT 0 mHpeobnaaHMM MO
10, BCEMY CEUYCHHUIO MOJIMMEPHON 3arOTOBKU
OJTHOM COCTABIISIFOIICH TIACTHIECKOTO
o ) TeueHus. PacmpeneneHre mpoYHOCTHBIX
10. cBoiicTB B ceueHuu [1A-6 nocne nedop-
10.6 mupoanus [I1BD nmeer cxoHbIe YepTh
C pacripeieliecHHeM B MeTajUle M Xapak-
/ TEPU3YETCs] BBITAHYTHIMUA H30JIUHUSIMU
TBEP/IOCTH BJIOJIb KOPOTKOH CTOPOHBI
Puc. 5. Pacnipenenenue tBepaoctu no no- CCUYCHMA, OHAKO TBEPIOCTH B TaHHOM
IIEPEYHOMY CEYEHHIO JKCTPYAMPOBAHHOrO  CIy4ae MAaKCUMalbHAa B LEHTPAIBHOU
ITA-6 30He M yObIBaeT B HAMpaBJICHUU TEPU-
bepuu ceuenus (puc. 5).
OnnuM u3 (GakToOpoB, BAUSIONIMX HA MHTEHCUBHOCTH MEPETEKaHUs MaTepuaa
B ToriepeyHoM cedeHun nipu [I1BD, sBisercs ¢popma npodwmist nedopMupyromiei
matpuuibl. [1o aHanoruu ¢ mporeccom BD yBennueHnue unciaa U BHICOTHI MPETST-
CTBUH TIPU JBWKCHUHM MaTEPHAIBHBIX TOYCK MO KPATYANIIUM ITyTSIM BIOJIH KOH-
TAaKTHOM MOBEPXHOCTH MATPHIIbl CHUKAET «CKBO3HYIO» COCTABIISIFOIIYIO0 TEYCHHUS
Mmarepuaia. B aToMm cimydae o0Iiee Te4eHHE CMEIIAETCS B CTOPOHY «CIBUTOBOTO)
U coriacHo (3) MHTEHCHUBHOCTH MEpEeTeKaHUsl yMEHbIIaeTcsa. JToT (akTop Jaet
BO3MOXXHOCTb ITOJTy4aTh Pa3IMYHbIE CTPYKTYPHI B 00padaThIBaeMbIX MaTepHaiax.

71109 10.7
10.8

\
10.5

A

BriBoabI

1. YcranoBieHo, uto B npouecce [1BD umeer mecTo Tak Ha3pIBa€MOE INepeTe-
KaHUe, XapakTepHoe [T mpolecca TpaauuuonHoi BD. Ono npezncraisier coboit
CYINEPIIO3UIINIO «CKBO3HOW» U «CIBUTOBOI COCTABIISIFOLMX TEUEHUSI MaTepHaa.

2. Ha npumepe amomunueBoro cmiasa A/[1 u nonumepa [1A-6 nokazaHo, 4To
pacrpeielieHue TBEPIOCTH 10 MONEPEUYHOMY CEYEHHIO 1e(OpPMUPOBAHHON 3aro-
TOBKH JJIl METAJULTMYECKOTO M MOJIMMEPHOI0 MaTepHalloB UMEET CXOJHBIN Xapak-
TEP — BBITSHYTHIE W30JIMHUU BAOJb KOPOTKOH CTOPOHBI CEYEHMsI, OJTHAKO IOJIO-
KEHHUS MaKCUMyMa U MUHMMyMa TBEpJOCTH JJIi HUX HPOTUBOMNOJIOXHBI. Takoe
OTJIMYHME MOXKET OBITh CBSI3aHO C 00JIe€ NHTEHCUBHBIM MPOLIECCOM MEPETEKaHMS B
cilydyae MEeTaJUIMYeCKON 3aroTOBKH MO CPaBHEHMIO C MOJIMMEPHOI Ipu peanu3a-
uuu [1BD.
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O. Prokof’eva, Yu.V. Voznyak, D. Prilepo

PECULIARITIES OF PLASTIC FLOW OF METALLIC AND POLYMERIC
MATERIALS UNDER SEVERE PLASTIC DEFORMATION BY PLANAR
TWIST EXTRUSION

By the example of aluminum alloy and polyamide-6, plastic flow of metal and poly-
mer under severe plastic deformation implemented by the planar twist extrusion (PTE)
was studied. The mentioned process is of certain advantages; it retains the main features
of the conventional twist extrusion. This fact allowed using the affinity of the processes
during investigation. The experimental data were obtained with the use of elements of an
experimental-calculation method, involving the introduction the marker-fibers to the bil-
let. It was shown, the revealed overflow effect taking place at planar twist extrusion is
caused by the presence of the «open-ended» and «shear» components of the plastic flow
of material. It was found that the overflow is more strongly expressed in the case of metal
compared with the polymer. It is assumed, that this feature of plastic flow can be the rea-
son of observed differences in the hardness distribution over the cross section of investi-
gated extrudates.

Keywords: severe plastic deformation, plastic flow, planar twist extrusion, aluminum
alloy, polyamide-6

Fig. 1. Schemes of PTE (a), TE (6) and succeeding cross-sections of the channels at PTE
(6) and TE (e)

Fig. 2. Scheme of the billet to be tested

Fig. 3. Cross-sections of the aluminum billet (a, 6) and the polyamide billet (6, 2) in the
initial state (a, 6) and after one pass of PTE (s, 2); comparison of marker positions before
(solid markers) and after PTE (blank markers) (0, e)

Fig. 4. Hardness distribution in the aluminum sample: @ — the initial cast one, 6 — after
one PTE pass

Fig. 5. Hardness distribution over the cross-section of the extruded PA-6
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IIpaBuiia opopmiieHHsE pyKoOnMcei 1J1sl aBTOPOB »KypHaJia
«®U3UKA U TEXHUKA BBICOKUX JTABJIEHU»

Pepakuus xypHajia mpoCHT aBTOPOB NpPH MOATOTOBKE CTaTel PyKOBOJCTBO-
BaThCs M3JI0)KCHHBIMU HIDKE TpaBHiIaMu. Matepuaisl, opopmiieHHbIe 6€3 cobITto-
JICHHS TIOCTIETHUX, K PACCMOTPEHHUIO HE TPUHUMAIOTCH.

B sxypHare myOnmKyIoTCs CTaThil Ha PyCCKOM, YKPAWHCKOM M aHTJIMICKOM SI3bIKaX.

B penakiuio HarmpaisiioTest 2 3K3eMIUIIpa pyKOIHCH (BKJIIOYasi BCE €€ JIEMEH-
Thl), HaOpaHHOH mpudrom Tuna Times pazmepom 14 m.1. yepe3 1,5 uHTEpBaNa Ha
OJIHO# cTopoHe nucTa Gpopmata A4.

[Tonsi: neBoe — HE MeHee 3, BepxHee U HUXKHee — 2, paBoe — 1,5 cm. Bee crpa-
HUIIBI HEOOXOMMO TIPOHYMEPOBATh.

Pyxomuce 1omkHa OBITh BEIUMTAHA U TOATIMCAHA aBTOPOM (COaBTOPAMH).

Heo6xonumo npenocTaBieHne 31eKTPOHHON BEPCHH CTaThH Ha IU(POBOM HO-
curtene 1100 nepeaayda >JIeKTPOHHOM MOYTOM Mo aapecy:

E-mail: ftvd@fti.dn.ua.

KommnuiekTHOCTh pyKonucu

Pykonuce noimkHa colepikaTh TEKCT CTaTbH, AHHOTAILMIO, KJIKOYEBBIE CJIOBA,
pedepar, CIUCOK JIUTEPATYPHl, MOAPHUCYHOUHBIE MOJIMUCH, KOMIUIEKT PUCYHKOB,
CBEJICHUS 00 aBTOpax.

1. Teker craTrbu. Ha nepBoii cTpanuile yka3bIBatOTCS:

— KJaccUQUKaMOHHbIN uHIeKke o cucreme PACS;

— MHUALUAIBI U aMUIIUH aBTOPOB;

— Ha3BaHUE CTaTby;

— TOJIHBIHM MOYTOBBIN aipec yUpeKIeHUs, B KOTOPOM BbINOJIHEHA padoTa.

Haszseanue ctaThyl JODKHO OBITH KPaTKUM, HO MH(opMaTuBHbBIM. He nomycru-
MO NpPUMEHEHUE B HEM COKpalleHui, KkpoMme cambix obOmenpunareix (BTCII,
'K, AMP u nap.). MUcnons3yembie aBTopamMu abOpeBHATYpHl HEOOXOJIMMO pac-
mu(poBaTh MPH MEPBOM MX YIIOMUHAHUH.

Pasmepnocmu pusnueckux BenmnuuH (B cucreme CH) mo Bceit pykomucu
Q0JICHL OblMb HA_aH2IUUCKOM A3bike. B 1eCATUUHBIX 4MCIax Nepes AeCAThIMU
CJIElyeT CTaBUTh TOUKY.

2. Tabauupl JOKHBI OBITH HaleyaTaHbl HA OTACJBHBIX CTpAaHUIAX U MUMETh
3aroyioBkU. O0s13aTeNbHO yKa3aHWE €AUHMII U3MepeHus BenuuuH. HeoOxomumo
NpPEOCTaBUTh NEPEBOJI TAOIUI HA aHTIIMICKHIA S3bIK.

3. @opmyJbl crietyeT HaOUpaTh B peIaKTOPE YpaBHEHUN. Bce undekcvl 00icHbl
Obimb Ha aneautickom a3vike. DKCIIOHEHTY ClieyeT 0003HauaTh KakK «eXp», a He
KaK «€» B CTEIICHHU.

4. Pucynkn (Winoctpamum) TpedyeTcss IpeIoCTaBUTh B YEPHO-OEIOM Bapu-
aHTe OTJENbHbIMU (aiinamu. PUCyHOK, moMelaeMblii Ha BCIO IIMPUHY CTpPaHU-
1bl, JOJIKEH UMETh pa3Mep 1o ropusoHTanu 14 cm, Ha 2 cTtpanunsl — 7 cM. g
PHUCYHKOB B pacTpoBbIX (bitmap) opmaTax IOMyCTHUMOE pa3pelieHue — He MeHee
300 dpi. ITpu 3ToM B daiine pazmep U300paskeHUs IO TOPUZOHTAIHU, BKITFOUAst TIOIH-
CH IO 0csiM, J0JbKeH ObITh He MeHee 800 mukcenei AJ1sl pUCyHKa Ha Y2 IIMPHHBI CTpa-

124



®du3nKa 1 TEXHHKA BbICOKHX aaBjienuii 2013, tom 23, Ne 1

Hunbl 1 1600 mukceneil — HA BCIO MIUPUHY. Bce HAONUCU HA PUCYHKAX OOJHCHbL
ObIMb HA AHSTULICKOM A3bIKE, A UX YUCTIO CBEOCHO K MUHUMYMY.

5. AuHoTanus (e 6onee 15 cTpok) MOMKHA COAEPKATH LIEdb paOOThI, METO
ee JIOCTIKEHUs, OCHOBHBIE pe3yJibTaThl. B penakuuio npeacraBisercss TEKCT aH-
HOTanuu (C yKa3aHWEM aBTOPOB W HA3BAHHS CTAThbU) HA PYCCKOM U VKPAUHCKOM
(Ona epadxcoan Ykpaunvl) Ha OTAEIBHBIX CTPAHULIAX.

6. KiiroueBbie cioBa (He Oonee 10 TEpMUHOB) HA pYCCKOM, VKPAUHCKOM U
AH2ULICKOM A3bIKaX JTOJKHBI OTpaXath CyTh CTaThi. He momyckaercs MCIONb30-
BaHue abOpeBHaTyp.

7. Pedepat crathu (¢ yKazaHHEM aBTOPOB M Ha3BaHMsI) 00BEMOM He OoJiee O1-
HOW CTpaHUIBI, pazMepoM mpudTa 14 m.t. yepe3 1,5 uHTEpBaNa, HA pyccKkom u
AH2NIULCKOM A3bIKAX.

8. Cnncok JuTepaTypbl MPUBOAUTCS B KOHIIE CTAThH B MOPSIKE YIIOMHUHAHUS
B TekcTe. B 6nbnuorpaduueckoM OMMCaHUN YKA3bIBAIOTCS WHUIIUANBI U (aMUIHH
BCEX aBTOPOB, a Jajee:

a) JUIsl KHUTU — Ha3BaHUS KHUTH, M3JATEIbCTBA M TOpoja, roj u3gaHus (B
KPYTJIBIX CKOOKaX):

A.D. Hogghe, Puzuka xpucramios, ' U3, Mocksa (1929).

0) My cTaTbU B KypHaje — Ha3BaHHWE, TOM, HOMEp KypHalla, HOMEp MEepBOH
CTpaHUIIbI CTAThH, TOJl U3JAHUS (B KPYTJIBIX CKOOKaX):

C.A. @upcmos, FO.H. Iloopesos, H.U. Jlanunenxo, E.M. bopucosckas, H.B. Mu-
Haxos, ®TBJI 13, Ne 3, 36 (2003).

9. [logpucyHOYHBIE MOAMUCH JIOJDKHBI COACPKATh TEKCT, OOBSICHSIOMNN PH-
CYHOK; MPEJICTaBISAIOTCS Ha PYCCKOM M aHTJIMHCKOM si3bikaxX. OmucaHue dJIeMeH-
TOB PUCYHKA (MJUTFOCTPAIIUH) JKEIaTeIbHO BEHIHOCUTH B TIOJIPUCYHOUHYIO TIOJIITUCH.

10. CBenenusi 06 aBTOpax HeOOXOIUMO MPEACTABUTh HA OTIEIHHOW CTPaHU-
1e, € YKa3bIBAIOTCSA:

— TIOJTHBIE UMS$1, OTYECTBO U (haMUIIHSI aBTOPOB;

— UX CITy»eOHbIe ajipeca U TeIe(OHBI.

CrnenmyeT ykasaTh, ¢ KEM W3 aBTOPOB MHPEAIOYTHUTEIHLHO TOIICPKUBATL CBSI3b
npu paboTe HaJ| CTaThEH.

Cosokynnocmo Ha36aHus cmamvu, AHHOMAYUY, PUCYHKOE U NOOPUCYHOUHBIX
noonuceu 00IHCHA 0a8amb sICHOe Npedcmasgierue o Cymu pabomai.

Obpawaem enumanue asmopos Ha 1o, 4to, HaunHas ¢ 2002 r., xxypuan OTB/]
pedepupyercs U uHACKCHpyeTcs pedepaTuBHBIM KypHasoM Chemical Abstracts,
YkpanHCcKUM pedepaTuBHBIM KypHAIOM «JlKepenoy.

[Tonnast Bepcust )KypHaia pa3melieHa Ha caifre: http//www.donphti.ac.donetsk.ua/
zhurnal.htm.
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NHO®OPMALUA O TIOAIINCKE
HA )KYPHAJ «®U3UKA Y TEXHUKA BLICOKUX JABJIEHU»

Kypnan «Puznka u TeXHUKA BBICOKHX JaBJICHUI» BKItoYeH B KaTanor mepuo-
nudecknx usnanuid Ykpaunbel Ha 2013 rox (moamucHou muaekc 74528). Kpome
TOT0, MOAMUCATHCS Ha JKyPHAJ MOXHO HEMOCPEACTBEHHO B peJaKLUy Ky pHaa.

Kypnan Beixonut pa3 B 3 mecsiia (4 Homepa B Tof).

CroumocTh noanucku (0e3 yuyeTa CTOMMOCTH MePeCchblJIKH), FPH.:

— s QUBHYECKUX JTUT] Ha 3 mecsna — 20

Ha 6 mecsues — 40

Ha 12 mecsaueB — &80
— JUIsl IOpUAMYecKuX Ul Ha 3 Mecsa — 40

Ha 6 mecsues — 80

Ha 12 mecsaueB — 160
Jns opopmiieHHs MOANUCKK B PENAKIUM HEOOXOJUMO B €€ aJpec BBICIATh
IINCHbMO-3aKa3 Ha HOI[HI/ICKy C yKa3aHI/IeM 6aHKOBCKI/IX pCKBI/ISI/ITOB U TOYHOTIO

azpeca.

AJpec pelaKIUH KypHAaJIa:

Vkpauna, 83114, r. lonenk, yiu. P. JlrokcemOypr, 72

3a njomonHUTENbHOU nH(pOpMalel cieayet oOpamarses

o Tenedpony 0 (62) 311-22-02.
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