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PentreniBcbkuM  TU(QpPakuifHAM — METOIOM MOHOKPHCTaJla  IIPOBEICHO  JOCIHIIKEHHS
crpykrypu ¢azum LusNiooeSis. MacHB excrepuMEHTaNbHUX JaHMX OTPHMMaHO Ha IudpaxTomeTpi
KM4 CCD. Kpucraniuny cTpykTypy yrouHeHo 3a jonomororo mporpamu SHELXL-97. HassHicTh
HiKe0 B MOHOKpHcTani miareepkeHo EDX anamizoMm. Crpykrypa dasu LusNioosSis HanexuTh 10
tuny HfsCuSns (crpykrypa BkIroYeHHs g0 THmy MnsSis): mpocropoBa rpyma  P6a/mem;
a=8,1823(5) A; ¢=6,1151(7) A; V =354,56(5) A% Z=2; R=0,0232; wR=0,0360 mns 163
HezanexkHux pedurekcis 3 | > 25(1). 3’scoano, mo B cucremi Lu—Ni—Si npu 600°C, iiMmoBipHO, icHye
TBepauii po3unH BKItoueHHs LusNixSis He3HauHOT MPOTSDKHOCTI.

Kniouosi crosa: xpucraniuna crpykrypa, Jlroreniit, Hikens, Crmimiid.
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1. Beryn

[lomani pe3ynbraTd € YaCTHHOK CHUCTEMATHYHUX JIOCTIDKEHb  B3a€MOJii
KOMITOHEHTIB y cucremax R—T-Si (me R — pingkicHo3emenbHuil MeTan;, T — mepexigHui
enement). Cucremy Lu—Ni—Si He q0CTiKEeHO B TOBHOMY KOHIICHTPAIIHHOMY iHTEpBai; B
niteparypi [1, 2] € indopMariist mpo iCHyBaHHs JeB’SITH TEPHAPHUX CHITILU/IIB, KPUCTAIIYHY
CTPYKTYPY TPhOX 3 HHX BHU3HaueHO Hamu padiie [3]. Kpucranorpadiuni xapakTepuCTHKH
BiZoMux TepHapHUX cronyk cucremu Lu—Ni—Si HaBenerno B Ta6m. 1.

Y miii mpami MOZaHO PE3YNbTATH IMOBHOTO CTPYKTYPHOTO  JIOCIIiIKEHHS
MOHOKpHCTAJIA, ONepeIHRO HaBeeHi B [4].

2. MaTtepiajii Ta METOOUKA eKCIIEPUMEHTY

[lpumaTHuii mIs IOCTIIKEHHS MOHOKpHCTan OyB BimiOpaHWH 31 CIUIaBy CKIAXy
LusoNi1oSiso. CrtaB mMacoro 1 T OTpUMaHO IDISXOM CIUIABISHHS IIMXTH 3 KOMITAKTHHX
MeTaJiB 4HCTOTOI0 >99,9 mac. % OCHOBHOrO KOMIIOHEHTa B €JEKTPOAYrOBiH Iedi B
aTMocdepi OUYMIIEHOro aproHy. BrpaTtu mmicis CIDIaBISHHS 3pa3ka Oyau BiICYTHI.
l'omoreni3yrounii Bifmana MPOBOMWIN BIPOAoBXK omHoro Micsamd mpu 600°C. Ximiuawmit
CKIaJ BHOpAaHOrO KpHCTaja IIEPEBIpEHO 3a JOMOMOTOK CKAaHYIUYOro EJIEKTPOHHOTO
mikpockonia (FEINovaNanoSEM 230), ocrHamenoro anamizatopom EDS (EDAX
GenesisXM4).
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[epmmii eram MOHOKPHCTAJBHOTO JIOCHIPKEHHS TPOBEAECHO 3 BHKOPHCTaHHIM
merony Jlaye (xamepa PKB-86, mpominas Mo K). MacuB ekcriepuMeHTaIbHAX
JdpakuifHUX JaHUX JUIS TTOAANBIIOrO JAOCTIDKeHHsT OTpUMaHo Ha mudpaxkromerpi KM4
CCD (mpominast Mo Ka). CtpykTypy asu yTOYHEHO 3 BHKOPHCTaHHSIM KOMILIEKCY
nporpam SHELXL-97 [11]. PucyHok mpoexii eneMeHTapHOI KOMipKH Ta KOOpMHAIHHI
MHOTOTPAaHHHMKM aTOMIB BHUKOHaHO 3a pgomomoroto mporpamu ATOMS [12], mixaTomHi
BiJUIaJIi po3paxoBaHi 3a goromororo nporpamu DIAMOND [13].

Tabnuys 1
Kpucranorpadivai XxapakTepuCTHKU TepHAPHUX CrIONYK y cuctemi LU—Ni—Si
Table 1
Crystallographic data of the ternary compounds in the system Lu—Ni-Si

Cronyka | Crp. Tvn | ¢ [Tp.rpyma| a,A | b A [ ¢ A [Iir
LuNiwSiz ~ Nd(MnosFeos)sFes 126 14/mmm 8,164 - 4,650  [5]
LuNisSiz YNisSis oP36 Pnma 18,49 3,739 6,710 [6]
LuNizSiz2 CeAl:Gaz t110 14/mmm 3,905 - 9,495 [7]
LuNiSis SmNiGes 0S20 Cmmm  3,88279 20,8179 3,89111 [3]
LusNieSi2 CesNisSi2 cl44 Im-3m 8,659 - [8]
LuzNisSis LuCossis  ms40  Cole 11,082 e 5919 [9]
LuNiSiz CeNiSi2 0S16 Cmcm 3,851 15,810 3,851 [10]
LuNiSi TiNiSi oP12 Pnma  6,67857 4,09340 7,11618 [3]
LuNio61Si1,39 AlB; hP3 P6/mmm  3,94594 — 3,87276  [3]

3. Pe3ysibTaTH q0CiaizKeHb Ta IXHE 00T OBOpPEeHHS

Kpucramorpadiuni xapaxkrepuctuku (asu LusNigeeSis Ta merami ekcrepuMeHTy
MOAaHO B TalJ. 2, KOOPAUHATH, 130TPOIHI Ta aHI3OTPOITHI MapaMeTpH 3MIIIEHHSI aTOMIB —
y Tabn. 3 ta 4. HasBHiCTh HIKENIO y JOCIIPKEHOMY MOHOKPHCTAN TMiITBEPIHKEHO 3a
noromororo  EDX  awmamizy (puc. 1). Crpykrypa ¢asu LusNioeeSis Hamexuts 10

crpykryproro tuny HfsCuSns, sikuii € MOXiTHOK BKIIOYEHHS /IO CTPYKTYPHOTO THITY
Mn58i3.

cledaxd2igenesisigenspc.spo
Label 35

KV:20.0 Tilt:15.0 Take-0ff:30.0 Det Type:SUTW+ Res:134 Amp.T:100.0
FS:7959 Lsec: 400 3-Nov-21014 11:28:21
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Puc. 1. Pesynsrarn EDX-ananizy monokpucrana LusNio09Sis
Fig. 1. Results of EDX-analysis of the single crystal LusNio.0sSis
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Tabruys 2

Jeraini ekcriepuMeHTy Ta kpucranorpadivni napamerpu daszu LusNioosSis
Table 2

Experimental details and crystallographic data for the LusNio.0sSis phase

YTOYHEHHs
15 mapamerpiB

Kpucranorpadiyni nani I Jlerani excriepuMeHTy I

Ip. rpyma P63/mem
a=8,1823(5), c=6,1151(7) A
V = 354,56(5) A3

T=293(2) K
3 603 momipsHi pediexcn
182 HezanexHi pediekcu

163 peditexcu 3 |1 > 20(1)
R =0,0296 (0,0232)

=2 Rint = 0,0632 wR = 0,0371 (0,0360)
Dx = 9,033 mr-m3 Omax = 28,23° $=1,213
1 =69,575 mm? :é0<5| Z? 10,-10=k=8, AHaiTHIHa KOpeKIIist abcopOrit
Tabauys 3
KoopayHaTH Ta i30TpOINHi MapaMeTpy 3MillleHHS aTOMIB y CTpyKTypi ¢a3u LusNio,09Sis
Table 3
Atomic coordinates and isotropic displacement parameters for the LusNio.0eSiz phase
Atom | TICT | X | y | z | G | Uew, A2
Lul 69 0,23765(7) 0 1/4 1 0,0085(2)
Lu2 4d 1/3 2/3 0 1 0,0083(2)
Nil 2b 0 0 0 0,090(19) 0,04(2)
Sil 69 0,6023(5) 0 1/4 1 0,0081(9)
Tabnuys 4
AHI30TPOIHI TapaMeTpH 3MIIeHHs aTOMIB y cTpyKTYpi (asu LusNio0eSis
Table 4
Anisotropic displacement parameters for LusNio.0sSis phase
Atom | Uy, A2 | Uz, A2 | Uss, A2 | Uss, A2 [ Uiz, A2 [ Up, A2
Lul  0,0072(3) 0,0059(3) 0,0119(4) 0 0 0,00293(17)
Lu2  0,0105(3) 0,0105(3) 0,0040(4) 0 0 0,00526(14)
Nil  0,02(2) 0,02(2) 0,07(5) 0 0 0,012(11)
Sil  0,0052(14) 0,0069(19) 0,013(2) 0 0 0,0035(10)

Ipoexkiito cTpykTypHu enemenTapHoi Komipku ¢asu LusNioosSis B310BK Hampsmy
[001] 300pakeno Ha puc. 2. Y Tabn. 5 HaBeJeHO MIXKATOMHI BiJ|JIaJli, KOOP/IMHALIHHI Yncia
Ta KOOPJMHALIHI MHOTOTPpaHHIKH aTOMIB Y CTPYKTYpi TOCTiIKeHOI (a3u.
b

Puc. 2. TIpoexiiist eneMeHTapHOT KOMipKH CTpYyKTYpH (asu LusNiosSis B3mosx [001]
Fig. 2. Projection of the unit cell of the structure of the LusNio.0eSiz phase along [001]
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Tabauys 5
MixaToMHi BiJy1aii, KOOpAWHAIIHI MHOTOTPaHHUKH Ta KOOPIUHAIIWHI 9UCiIa aTOMIB
y crpykTypi dasu LusNiosSis
Table 5
Interatomic distances, coordination polyhedra and coordination numbers of the atoms
in the structure LusNio.00Si3 phase
Artomu | 3, A | KM (KY)
—2Nil 2,4736(5)
-2Sil 2,8360(5)
-1Si1 2,9837(41)
Lul -2Sil 3,3265(17)
—-2Lul 3,3680(7)
—4 Lu2 3,5390(4)
—4Lul 3,6238(4)
-6Sil 2,9355(12)
Lu2 —2Lu2 3,0578(3)
—6Lul 3,5390(5)
Nil —6Lul 2,4736(3)
—-2Lul 2,8360(33)
—4Lu2 2,9355(12)
Sil
—-1Lul 2,9837(41)
—2Lul 3,3265(17)

[LulzLu24luls] (9)
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binapua cmonyka LusSis, sika icHye B cuctemi Lu-Si [2], kpucramisyetbcs B
cTpykrypHOMy THIi MnsSis [14]. 3rigno 3 cucremarukoro I1. Kpum’skesuda [15], ueit
CTPYKTYPHHUH THII HAJISKUTH 10 KJIAacy IHTEpPMETANIYHUX CIIONYK, SIKI XapaKTepH3yIThCs
OKTaepUYHUMHU ITyCTOTaMH, IO YTBOPEHI aTOMaMW MaHTraHy, LEHTPH SKUX OIHCAHO
koopauHatamu 0 0 0 mpaBuibHOI cucTeMH TOYOK 2D mpocTtopoBoi rpymu P6s/mem. Tlpu
JI0MaBaHHI HiKero 10 cronyku LusSiz iforo atoMu 3a#iMaroTh 11i MyCTOTH, BHACTIZIOK YOr0
BiZIOyBa€eThCs Tepexij BiJ cTpykTypHOro tumy MnsSis no tumy HfsCuSnsz (mpocroposa
rpymna P6s/mcm) [16]. ITapamerpu enementapHoi komipku ¢asu LusNigegSis € memio menri
BiJ mapamerpiB s Gixmapuoi cromyku LusSis (a =8,200, ¢=6,142 A). Pesynbratu
yTOYHEHHs KpucTamiuHoi cTpykTypu (asum LusNioeeSis mobpe ysromkyrotbes 3 [17], ne
OiATBEP/XKEHO, MI0 OKTAGAPUYHI MYCTOTH Yy CTPYKTypi Tuny MnsSis MOXyTh
3aMOBHIOBATHCH HE TIIbKU aTOMaMHu P-ejeMenTa, aie i aromamu Cr, Mn, Fe, Co, Ni, Cu,
Zn, Ru ta Ag. OTxe, HAa OCHOBI PEHTTEHOCTPYKTYPHOI'O IOCIIKEHHSI MOHOKpHCTaa (a3u
LusNiopeSis, BcTaHOBIIEHO, 1110, iiMOBipHO, B cuctemi Lu—Ni—Si mpu 600°C icHye TBepmuii
po3unn BrmoueHHS LusNixSis He3HAUHOT POTSHKHOCTI.

I3 cucrem R—Ni—Si, 1e R — pimkicHo3eMenbHHIA METa iTpie€BOl MArPYIH, B IOBHOMY
KOHIEHTpALIifHOMY iHTepBalli JociimkeHo cucremu qume 3 Y npu 600°C [18], Gd npu
600°C [18] ta Dy mpu 800°C [19]. ABTOpM IHMX mpailb TaKOXK 3’SICyBaJd, 110 HA OCHOBI
OGiHApHUX CIOJYK 31 CTPYKTYpOKO THITY MnsSiz iCHYIOTH TBEpIi PO3UYHMHH BKIIFOYUCHHS
Hikesro 70 5 ta 8 at. % [uust iTpiro Ta raxomniniro, a croiyka DysSis He yrBoproe momi6Horo
TBEPIOro PO3UHHY.
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SINGLE-CRYSTAL INVESTIGATION OF THE STRUCTURE OF LusNio.0eSi3
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During an investigation of the Lu—Ni-Si system, a single crystal could be isolated
from an alloy of composition LusoNiqSis. The alloy had been synthesized by arc melting
under an argon atmosphere and then annealed at 600°C (1 month). X-ray diffraction data
were collected on a diffractometer KM4-CCD operating in kappa geometry, using Mo Ka
radiation. The structure was refined by the full-matrix least-squares method on F? using
SHELXL.
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The crystallographic data (space group P6s/mcm, a =8.1823(5), ¢ = 6.1151(7) A,
V = 354.56(5) A%, Z = 2, Dx = 9.033 Mg-m*, 1 = 69.575 mm™) indicate that the structure is
a filled-up derivative of the MnsSis structure type (HfsCuSns type) (parameters for the data
collection: T =293(2) K, 3603 measured reflections, 182 independent reflections,
Rint =0.0632, —10 <h <10, -10 < k < 8, -8 <1 <7, and refinement: 15 parameters, 163
reflections with 1> 24(l), R=0.0232, wR =0.0360, S=1.213, analytical absorption
correction). The refined positional coordinates and displacement parameters are the
following: Lul in 6g 0.23765(7) 0 1/4, U =0.0085(2) A% Lu2 in 4d 1/32/30,
Ueq =0.0083(2) A% Ni in 2b 000, Ue=0.04(2) A%, occ. 0.090(19); Si in 6g
0.6023(5) 0 1/4, Ueq = 0.0081(9) A2 The nickel content was confirmed by EDX analysis.

Among the systems R—Ni-Si, where R is a rare-earth metal of the yttrium subgroup,
only the systems with Y (isothermal section at 600°C), Gd (600°C), and Dy (800°C) have
been investigated in the whole concentration range. Interstitial solid solutions with up to 5
and 8 at. % Ni, based on the binary compounds with MnsSis-type structure, have been
reported for yttrium and gadolinium, whereas the compound with dysprosium does not
dissolve significant amounts of nickel.

Keywords: crystal structure, lutetium, nickel, silicium.
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