MATEPIAJIO3HABCTBO
MATERIALS SCIENCE

https://doi.org/10.15407 /dopovidi2021.02.059
V]IK 661.666.233; 538.9; 539.26.

0.1. Hakoneuna, H.M. Binasuna,
A.M. Kypumok, B.A. Makapa

KuiBcoknit nanionanpuuit yaiBepentet im. Tapaca IlleBuenka
E-mail: les@univkiev.ua

OTtpumaHHs Ta KPHCTaTiYHA CIPYKTYpa
rpadiry, iHTEpKaJIbOBAHOTO HiKeJeM

IIpedcmasneno unenom-rxopecnondenmom HAH Yxpainu B.A. Maxapoio

Inmepranvosanuii zpagimonodibnuil mamepian CygNi ompumano npu mepmiunomy posnaoi ky6iunozo mMonoxap-
6i0y NiC, sxuii nonepednvo Oyi0 CUHME308aHO MEMOOOM MEXAHOXIMIUHOZ0 CNAAGLCHHS GUXIOHUX KOMNOHEHMIE
wuxmu 3 nOOAILUUM KOMNAKMYBAHHAM NPOOYKMY CUHME3Y Memooom X0100H020 npecyeanns. [lokasano, wo eu-
2omosnenuit maxum yunom mamepiai NiC nio 0i€io erexmponiozo npomens nocmynoso posuaposyemvcs na 06l
okpemi (pasu 3 ymeopennam 36ionenozo na syeneup kapbioy NiC, ma desaxoi epagpimonodionoi gasu. 3a danumu
penmeenocmpykmyprozo docaiddcens kpucmaniuny cmpyxmypy yiei zpagimonodionoi pasu cxnady CogNi modrc-
na onucamu 8 pamxax npocmopogoi epynu P-3m1 (No. 164) (a = 0,2464(1) um, ¢ = 0,6768(2) nm) 3 uacmrxosum
3ANOGHENHAM AMOMAMU HIKeIO 001020 3 060X MONCTUBUX MiXCEYzneuesux wapic, saxi 6 cmpykmypi CygNi dewjo 20¢h-
pyromocs. Hoxasano, wo ompumana asa CygNi € inmepkanvosanum pagdimom, ckiad K020 MOICHA 6apiro6amil.

Kmouogi caosa: inmepraivosanuil zpagyim, Kpucmaniivna cmpyxmypa, eiekmpoHHo-npomenesa 0is, Mexamoxi-
MIUHUL CUHME3, PEHM2EHIBCLKA NOPOULKOBA OUPPAKMOMEMPISL.

B ocranniii vac na kadenpi dizukn metanmisa KuiBchKoro HallioHaJIbHOTO yHIBEPCUTETY iMeHI
Tapaca IlleBuerka OyJ10 YCHITTHO BUKOHAHO ITUKJI POOIT 3 MEXaHOXIMIYHOTO CHTE3Y MOJBIHHUX
KapOiziB d-TlepexiHIX MeTasTiB. 3a3HauYeHWI CHHTE3 TPOBOANIN Y BHCOKOEHEPTETHYHOMY I1Ia-
HETapHOMY MJIMHI 3 BMKOPMCTAHHSAM IIOPOLIKIB d-MeTauiB i OararomiapoBUX BYTJIELEBUX Ha-
HOTPYOOK abo TpadiTy sIK ByTJIeneBoi KOMIIOHEHTH MIMXTH. Y pe3yJbrari OyJI0 CHHTE30BaHO
HU3KY HAHOPO3MipHMX mopomkis Bizomux xapbinis TiC, ZrC, HfC, VC, NbC, TaC [1, 2], Mo,C,
W,C, WC [2, 3], Fe,C [2, 4], Co,C [2, 5], a Tako:x BIiepiie CHHTe30BaHO HOBUH KyOiunmii kapOiz
aminHoro cknaxy NiC, (33—50 ar. % C) [6—8]. Kommakrosanuii nopomrok mporo I'TIK xap6iny
NiC,, mo mictus 33 a6o 50 at. % C, 6yn0 ycninmo anpoboBaHo SK MaTepia /sl HAaHECEHHS 3
HBOTO TIOKPUTTIB 32 €JIEKTPOHHO-TIPOMEHEBOIO TEXHOJIOTIE. Byso nocmijzkeHo hazoBuil criaj
HAaHECEHMX TOKPUTTIB 1 MOKa3aHo, 110 OTPUMAaHI TAKMM YMHOM ILJIIBKM MAlOTh BUCOKY QJIre3iiHYy
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Puc. 1. 36inbiieni gudpakrorpamu rpadiTy CleKTpanbHOI 4ucToTH (@) Ta iHTepKasboBaHoro rpadity (6)

3/IATHICTD JI0 3aCTOCOBAHUX ITi/IKJIAI0K (3 KPeMHiI0 ab0 MJIaBJIEHOTO CKJIa), BUCOKY CTIfKICTh 110
iX CTHpaHHS, a TAKOK XapaKTEPU3YIOTHCS BUCOKOIO TEPMIYHOIO CTaOIIbHICTIO TP TEMIIEPATY-
pax 0 850 °C [7, 8]. ¥ xozi pobiT 3 HaHECEHHS TIOKPUTTIB HAMU GYJIO0 MOMIYEHO, IO T/ €0
eJIEKTPOHHOTO IpoMeHs Buxiauuii matepian NiC , mo mictus 50 ar. % C, HocTymoBo posiapo-
BYBaBCsl, 3aB/SKN YOMY 3aJIMIIOK MaTepiajy B YOBHUKY-BHUIIApIOBadi MICTUB JiBi OoKpemi cyb-
crauiii. Oniero 3 ux cyberaniiit 6ys 36iaHenuit Ha Byruenb [TIK kap6ix NiC » @ 1HIIOI0 — Ha-
uye6To rpadit, ase 1eit “rpadit” He 6yB KPUXKUM i MaB 3HAYHO BWIIM, HisK rpadir, 3HAUEHHS Ma-
paMeTpiB KPUCTATIYHOI IPATKU.

BpaxoBytoun 11i 0O6CTaBUHM, MU CTaBUJIM 32 METY BUBUYEHHSI 0COOJMBOCTEN KPUCTAIIYHOI
CTPYKTYpH TpadiTy, AKUI YTBOPIOETHCS B IPOIIECi TEPMIYHOTO po3iany Kybiunoro kap6ixy NiC.

Ky6iunmii kap6ig NiC orpuMyBaiy MeXaHOXIMIYHUM CILIABJIECHHSAM Y BUCOKOEHEPTeTHUHO-
MY IJIaHETaPHOMY MJIMHI €KBIaTOMHHUX TIOPOLIKOBHMX CYMillleil HiKeJIio 3 ByTJIeleBUMI HAaHOTPYO-
KaMu 200 3i CIEKTPAJIbHO YUCTUM TPadiTOM 3 MOAANBIINM KOMIAKTYBAHHSIM TIPOJYKTIB MeXa-
HOXIMIYHOTO CMHTE3Y METOIOM X0JI0/IHOTO TTpecyBaHH4 1ipu Tucky 0,2 I'Tla. BurotoBnenunii Takum
YITHOM MaTepiast 0yJI0 BUKOPUCTAHO SIK MilllE€Hb J1JisI HAHECEHHSI 3 HhOTO MMOKPUTTIB 32 €JIEKTPOHHO-
IIpoMeHeBOI0 TexHoJioTi€elo [8]. Ha BCix TeXHOJIOTIUHNX eTarax BUTOTOBJIEHHST MaTepialy-MillleHi
KOHTPOJIb OTO (ha30BOTO CKJIAY 3/IIMCHIOBAJIM METOJIOM PEHTTEeHIBChKOI indpakiiii [8].

3aMnIoK MaTepiasly B YOBHUKY-BUIIAPIOBAYl MOCTI/KyBaIu 3a AudpakTorpamamu, OTpH-
MaHMMH Ha peHTreHiBchkoMy amapati Shimadzu XRD-6000 (sunpomimosannsa CuK , KyToBuii
intepsai 3itomkn 10—100°, kpok ckanyBants 0,05°, ekcro3uiiist B KoskHii Touti 3 ¢). [lepBun-
HY 00pOOKY PEHTTeHIBChKUX JIaHUX MTPOBOJIMIIA METOIOM TOBHOIPOMiabHOTO anamisy. s da-
30BOTO aHAJIi3y, YTOUHEHHS TapaMeTPiB KPUCTAMIYHOI IpaTKu (Pa30BUX CKIANOBUX, a TAKOXK /LI
TeCTYBaHHS 3aIIPOTIOHOBAHUX MOJIeJield KPUCTAMIUHOI CTPYKTYPH Ta iX YTOUYHEHHS BUKOPHUCTO-
ByBaJIi OPUTIHAJIBHMIT IPOrPaMHIIT AKeT, AIKWil BKI0Ya€ B cebe TOBHUN KOMILIEKC TIPOLELYP
PitBesnbia (IOKIAHO TTPO METOJMKHU PEHTTEHIBCHKOTO JIOCJII/IPKEHHS MIEThCS HA €JIEKTPOHHOMY
pecypci www.x-ray.univ.kiev.ua).

Pesyibratu peHTreHiBchbKoro (asoBoro anamisy rpadiromnoxionoi cyberanmii (1), BigiGpa-
HOI 3 YOBHUKA-BUIIAPIOBaUa, CBiIUaTh MPO Te, MO AudpaKkTorpama IIboro MaTepiairy B IiJIOMY T10-
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mibHa 10 audpakTorpamMu, OTPUMAHOI Bil BUXIAHOTO TpadiTy creKkTpanbHoi dnctotu (puc. 1).
Bona 106pe iHIEeKCY€EThCsT B FeKCarOHAJIbHINA CUHTOHII, ajle Ma€ 3HauyHO GBI 3HAYEHHST TTapa-
MeTPIB KPUCTAMIYHOI rpaTKu. Tak, yTouHeHi HaMU TTapaMeTpH TPaTKU BUXiTHOTO TpadiTy CIeKT-
pPaJbHOI YMCTOTH CTAaHOBJIATH: @ = 0,2464(2) uMm, ¢ = 0,6710(2) HM, Tozl SK TTapaMeTpu TPaTKu
marepiany It a = 0,2464(2), ¢ = 0,6768(4). Too6To nipu HeaminHOCTI MapameTpa a = 0,2464(2),
KU Oe3110cepeIHbO OB I3aHUI 3 MisKaTOMHMMU BiJCTaHSIMMU y BYTJIELEBiil CiTIl, IapaMerTp c,
110 XapaKTePU3YE BiJICTaHi MiXkK IIMMH CiTKaMu, 3pocTae Maiixke na 1 %.

3Baskarouyy Ha iCTOTHe 301JbIIEeHHs TapameTpa ¢ IpaTku rpaditonoaioHoi dasu (IT), chop-
MOBaHOI B pe3yJisrari TepMigHoro posmnary kapbOimxy NiC, 6yso 3pobieHo MpUIyIeHHs, Mo yT-
BOPEHHs 1IbOTO MaTepiaay BiZ0YBa€ThC i3 3aHyPEHHAM aTOMIB HIKeJIIO 10 KPUCTaIIYHOI IpaTKU
rpadity. Tak, 3a pesy/braraMu po3paxyHKy KpUCTAJII4HOI cTPYKTYpH rpacditononibuoi dasu IT
y pamkax npoctoposoi rpynu (I1I) P6,/mmc 3 poamilleHHAM aTOMIB BYTJIEIO BiANOBIAHO /0 iX
posmimiennst B rpatiii rpadity (C B 2(b) 00 1/4 ta C 2(¢) 1/3 2/3 1/4) dakrop pos3bixHOCTI
oy saBesmknuM (R > 0,09), ane iioro Branocs aemto 3uusuti (10 Ry = 0,05), posmintyioun so-
JnaTtkoBi aromu Hikesio B onoxkedHi 2(a) 0 0 0 miei [T IIpoTe micss mpopaxyHKy /E€KiIBKOX
TECTOBMX MOJIEJIeid, 3alIPOTIOHOBAHMX IS KPUCTAIIYHOI cTpyKTypu rpaditonoaibHoi dasu 1T,
HaifKparii 30ir Mik po3paxoBaHIUMMU Ta €KCIIEPUMEHTATBHIMI 3HAUeHHIMI iIHTEHCUBHOCTEN BiJl-
ourTiB gudpakTorpamMu 6yJI0 OTPUMAHO I MOJe I, HoOyaoBaHol B paMkax pomboeapudnoi 11T
P-3m1 (tabu. 1) 3 po3MillleHHSIM aTOMIB BYIJIEIO B Aelo ToppoBaHKX ciTKax 3 z~ 1/4 ta ~ 3 /4,
a atoMiB Ni — B 0/IHOMY 3 MOJKJIMBUX ITPOMIKKIB Mi3K IMMU CiTKamu. Pe3yJsibTaT po3paxyHKy
mudpakTorpaMu, BAKOHAHWE JIJIst omrcanol B Tabu. 1 mozedti, HaBemeno B Tabi. 2. Cori Takox
3a3HAYUTH, 10 HA BIAMIHY BiJ AudpakTorpaMu 3pazka rpadiTy crneKkTpaabHOI YUCTOTH, KA BU-
SBJISIE B HBOMY 3HAUHY TeKcTypy B Hanpamky (002), 3pazok iHTEPKaIbOBAHOTO TpadiTy HE TeK-
CTYPYETHCS, 1O OTIOCEPEKOBAHO CBITYUTD PO Pi3HI BJACTUBOCTI IUX MaTEPiaIiB.

Taxum uynHOM, 1 gieto esekTporHoro rmpomens ['TIK NiC posnasaerbest 3 yTBOpeHHSIM Ipa-
ditonomibHoi (asu — iHTepKaIbOBaHOTO TpadiTy, KPUCTAIidHa CTPYKTypa SKOro (puc. 2) Mae
NeBHI XapakTepHi o3Haku. [lo-1iepiie, Byrienesi ciTku B Hiii fie1io rodposati, a mo-apyre — Hi-
KeJIb PO3MIIIYETBCS JIUIE B OJTHOMY 3 /IBOX MOKJIMBUX MiKBYTJelleBux 1mapis. HasgsHicTb mpo-

Tabnuysa 1. Kpucranorpadiuni nani intepkanbosanoro rpadiry CyoNi (pasza IT)

Atom Ilozunis 3arnoBHeHHS X Y Z
C(1) 2c 1,00(1) 0 0 0,228(3)
C(2) 2d 1,00(1) 0,333 0,667 0,250(1)
Ni la 0,076(2) 0 0 0

ITpocToposa Tpyma P-3m1 (No. 164)

[TapameTpu rpaTku, HM a=0,2464(1), c=0,6768(4)

HesanexHi BiaonTTst 19

Temmepatypna monpaska, e B=247(1)- 1072

PospaxoBanwuii CKiaji CrioJyKu, aT. % 98,1(1) C+1,9(1) Ni

DaxTop posbikHOCTI R;=0,024
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Puc. 2. 300paskeHHs1 KPUCTAJIIYHOI CTPYKTYpH iH-
TepkanboBaHoro rpagirty CyeNi Ta koopauHaniiini
mostieiput aToMiB. CBITI0-Cipi KPY:KKN — aTOMHU BYT-
JIEITIO B TIOJIOXKEHH] 2(¢), TEeMHO-Cipi — aTOMU BYyTJIe-
1110 B T10J105keHHi 2(d), YopHi KPYKKH — aTOMU HikKe-
J1io B oJioxkenni 1(a)

Tabnuys 2. PospaxyHok qudpakTorpamMu
inTepkanboBanoro rpadiry Cy.Ni (¢pasza IT')

d, um I d, um I
h k1 h k1
Posp. Jocnin Posp. Jocmin Posp. Jocmin Posp. Jocnin
0,3384 0,3389 1000 1000 00 2 0,1353 - 4 1 00 5
0,2256 — 2 1 00 3 0,1326 — 5 1 01 4
0,2134 0,2132 78 82 010 0,1326 — 5 1 0 1-4
0,2035 0,2047 31 209 01-1 0,1232 0,1232 47 47 110
0,2035 0,2047 181 209 01 1 0,1212 — 3 1 11 1
0,1805 — 4 1 01 2 0,1158 0,1158 41 65 11 2
0,1805 — 4 1 0 1-2 0,1143 0,1143 20 65 01 5
0,1692 0,1692 71 67 00 4 0,1143 0,1143 0 65 0 1-5
0,1550 0,1550 33 46 01 3 0,1128 0,1128 4 8 00 6
0,1550 0,1550 15 46 01-3
Tubauys 3. MizkaTOMHI BiICTaHi B iHTEPKAJIbOBAHOMY
rpaditi CygNi (¢pasa II') Ta B rpadiri cnekTpajibHOi YHCTOTH
Inrepranbosanuii rpadit CygNi, Ipadir cnexrpasnbhoi uncroru,
IIT P-3m1 (No. 164), IIT P6,/mmc (No. 194),
a=0,2464(1) um, ¢ = 0,6768(2) um a=0,2464(2) um, ¢ =0,6710(2) um
Atom MiskaTomHa BificTaHb, HM Atom MiskaTomHa BifcTaHb, HM
C) =3C@) 0,1430 C(1) —3C(2) 0,1423
—1Ni 0,1543 —6C(1) 0.2464
—6C(1) 0,2464 ’
C@) =3¢ 0,1430 C(2) —3C(1) 0,1423
— 3Ni 0,2211 —6C(2) 0.2464
—6C(2) 0,2464 ’
Ni —2C) 0,1543
—6C(2) 0,2211
— 6Ni 0,2464
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IIApKiB HiKeJsTIo 3yMoBIoe 30imbnrenns mepiofy rparku ¢asu CygNi, a rodposaHicTs ByTIeneBIx
CITOK — JI0 HEBEJIMKOro 301/IbIIEeHHs B HUX BiACTaHi Mix HaitOmskurMu atomamu (tabir. 3).

PeTpocreKTHBHUI OrJIsi/i HAsSIBHUX Ha ChOTO/HI CIIOCOOIB OTPUMAaHHS IHTEKAJIbOBAHOTO Ipa-
ity B maniit pobOTi He MPOBOAMTHCS. 3a3HAYMMO JIMIIE, 110 HAWOIIBII MONIMPEHUM € CIIOCiO
OTPUMAHHS IHTEPKAJSHTIB 32 YMOB B3a€MO/Iil BYTJIEIIO 3 PI/IKUMU XIMIYHUMU PEUOBUHAMU Ha
kmranr H,SO,, HNO,, HCIO » H,SeO, Ta in. Icnyiors Takox crocobu oTpuManHs iHTepKa-
JISHTIB B YyMOBaxX BHCOKOTO THCKY Ta ejiekTposizy [9—11]. IIpore crocib oTpuMaHHS iHTEpKa-
nanta CygNi 3a paxyHOK (a3oBUX HepeTBOPeHb Iijl yac po3nasy KapOity (TeMIepaTypa posnay
1336 °C), HackizbKku HaM BizioMo, peastizoBaHo Brepiie. Di3uyuHi BIacTUBOCTI AaHOi (ha3u Ha 1eit
Yac MUPOKO JIOCII/KYIOTHCS, i MOJKHA OYiKYBaTH, IO iHTEPKAJIAIig rpadiTy MeTaliuHUM HiKeJieM
JIaCTh MOKJITMBICTb MOKPANIUTH MOTO MeXaHI4Hi XapaKTePUCTUKH.

Takum 4uHOM, y poOOTi ONMcaHuii Crocid OTPUMaHHSI iIHTEPKaIbOBAHOTO HiKeeM Tpadity
CygNi, a TakoK HaBeNEHO Pe3yJIbTaTH TOCTIIKEHHSA KPUCTATIYHOI CTPYKTYpH wi€i dasu. Besme-
PeuHo, 110, 3MIHIOIOUN TEXHOJIOTIYHI PeXKMMU OTPUMaHHS aHoi (ha3u, MOsKHA BapiloBaTH 1i CKJIAT,
a OTiKe, 1 (PI3MKO-XIMIUHI BJIACTUBOCTI.
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OBTAINING AND CRYSTAL STRUCTURE
OF GRAPHITE INTERCALED BY NICKEL

The intercalated graphite-like material Cy4gNi is obtained by the thermal decomposition of cubic NiC mono-
carbide, which was previously synthesized by a mechanical alloying of the Ni—-CNT or Ni—graphite charge
with subsequent compaction of the synthesis product by cold pressing. It is shown that the NiC material ob-
tained under the action of an electron beam gradually exfoliates into two separate phases with the formation of
carbon-depleted NiC  carbide and a graphite-like phase. According to X-ray diffraction studies, the crystal struc-
ture of this graphite- Tike phase of CygNi composition can be described within the space group P-3m1 (No. 164)
(a=0.2464 (1) nm, ¢ = 0.6768 (2) nm) with partial filling of Ni atoms of one of the two possible intercarbon
layers, which are slightly rimped in the CygNi structure. It is shown that the obtained Cy4¢Ni phase is an inter-
calated graphite, the composition of which can be varied.

Keywords: intercalated graphite, crystal structure, electron beam, mechanical alloying, X-ray powder dif fraction.
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