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CunTte3oBaHo rerepomeranidnuii arermnaneronatauii komrmieke NANi(AA)s 6H,O mis oxep-
JKaHHS HIKeITb-HEOAUMBMICHUX CKIIATHOOKCHIHHMX MaTepiainiB. JocmimkeHo ¢Gi3uKo-XiMidHI
BJIACTUBOCTI KOMIUIEKCY (elleMeHTHHU# aHami3, [Y-CreKTpocKomis, TepMorpaBiMeTpHIHHI
anamni3, PDA). PentrenodasoBuii anamiz ta nani [Y-cmexrpockomii CHHTE30BaHOI CHONYKH
MiATBEPIMIN YTBOPEHHS HOBOTO TreTepoMmeTaiiunoro omgHogasuHoro xomiuiekcy NANi(AA)s -
6H,0. IpoBeneHa oriHka HOro TEpPMiYHOI CTIMKOCTI Ta IOKa3aHO, IIO OisjepHa CIIOIyKa
cy6mimyerbest B inTepBam Temmeparyp 160-270 °C, mpu mpomy Tepmiuma crifikicTs ii Buma,
HDK y 1HAWBIAyaJIbHUX MOHOMETATIYHHMX aueTuaaneToHariB. CHHTE30BaHUH KOMIUIEKC BUKO-
pUCTaHUN SK TPEKypcop IS OJep>KaHHS OKCHIHUX reTepoMeTamiuHux cTpykryp. Iliposi-
3om komruiekcy NANi(AA)s 6H,O oxepxano Oimbin wmctuii  ckimagauii  okcua NdoNiOy,
HDK 13 cyMillli MOHOKOMILIEKCIB.

KniwodoBi coBa: KOMIUIEKCH, HEOJIUM, HiKelb, alleTHIIAIETOH, CHHTE3, TePMIUHUI aHa-

i3, [Y-cnextpu, peHTreHoda3oBuil aHai3, CKJIaIHI OKCHIH.

BCTVII. OnHieo 3 HaOUIBII BaXJIMBUX
npo0iieM Cy4yacHOro MaTepiajlo3HaBCTBA € Ojie-
PPKaHHS OKCHJIHUX KEPaMiYHMX CHUCTEM, TaK SK
came Il CHCTEeMH CTaHOBIISITh OCHOBY Cy4YacHOI
enekTpoHHOi TexHiku: CBY, nazepHoi, pamxiore-
XHIKH, ONTHKH, OOYHCITIOBAIBLHOI TEXHIKHM 1 T.JI.
3 KepaMiYHUX OKCHJHUX MaTepiaiiB HaiOiIb-
MK 1HTepec BUKIMKAIOTh GepuTH, KoOanbTaTu,
HIKeNaTH, KympaTd, Hio0aTw, MoJiOmaTd, MaH-
raHaTl piAKICHO3EMEJIbHUX €JIEMEHTIB, a TaKOXK
ix pi3Hi ckiaaHI KoMOiHaii. YHiKalbHI BIaCcTH-
BOCT1 BUSIBJISIFOTH OKCHUJIHI KE€paMiuHI MaTepiain
Ha OCHOBI JlaHTaHiaiB [1-4].

OaHMM 13 HUIAXIB BUPILIEHHS MPOoOIeMH
CTBOPEHHsI (YHKIIIOHAJILHUX MaTtepiajlliB € po3-
poOKa METO/IiB CHUHTE3y pi3HOMiraHaHux, 3d-4f-
reTepoMeTaTiuHUX KOMIUIEKCHUX CHONYK, Kl €

iX MOJEKyJISIpHUMH INpekypcopamu. [Ipu mpomy
KOMIUIEKCU-TIPEKYPCOPH  TTOBUHHI MICTHUTH Te-
TEPOMETANIN Yy CIHiBBIJHOIICHHI, SKE BiAMOBIIA€
CTEX10METPUYHOMY B L1IIbOBOMY CKJIaTHOMY OK-
cuni. ToMy momryk i po3podka eQpekTUBHUX (Ha-
CKUJIBKM MOJKJIMBO MPOCTUX 1 3 BUCOKUM BHUXO-
JIOM) METO/IIB CHUHTE3y TaKUX reTepoMeTaliyHIX
CHOJNYK Ha JaHWW Yac € JOCUTh aKTYaJIbHOIO
npobiaemoro. TepMoaecTpyKIliss KOMIO3UILIH Mo-
HOKOMIIJIEKCIB pI3HUX MeTalliB abo rerepoMera-
JIYHUX KOMIUIEKCIB JTO3BOJISIE OTPUMYBATH IO-
POILKOBI 1 KepaMiuHi CKJIaJHOOKCHUIHI MaTepia-
JM, a TaKOX ITIBKOBI 1 TOBCTOLIAPOBi (PyHKITIO-
HaJbHI MOKPUTTS Ha Pi3HUX HOcisAxX. Jns oTpu-
MaHHS SKICHHX OJHOPIIHUX CKJIaJIHOOKCHIHUX 1
METaIIuYHUX IUIIBOK B SIKOCTI BUXIJHUX MpPEKyp-
COpiB HEOOXiTHO BHUKOPHUCTOBYBAaTH TIeTepOMe-
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TaliyHi crnonyku. [y cuHTe3y MarepiaiiB 3
[IHHAMH BJIACTUBOCTSIMH IHTEPEC IMPEICTABIIS-
I0Th KOMIUICKCH, JIO CKJIaay SKHX BXOJSTH JIaH-
Tanigu 1 3d-meranu.

HaiiBa)xuBimmuM MOMEHTOM € ONTHMIi3a-
Iisl TIPOIECIB CHHTE3Y CKJIAJHOOKCUIHUX Mate-
piaJiiB 3 TOUKH 30py MiHIMi3allil BUKUAY B aTMO-
chepy MmKIAIMBHX pedoBUH. Bubip ckmamy
KOMITO3UIIIN Uil MipOJIi3y JA03BOJIIE OTPUMYBa-
TH Ta3010/110H1 HETOKCUYHI MPOAYKTH: MOJICKY-
JISIPHUIA HITPOTEH, BOAY Ta BYTJICKHCIIUHI Ta3.

OnHuM 3 METOAIB oJlepKaHHS OiMeTamiy-
HUX CIIOJIYK 3 f-IUKETOHAMH MOX€e OyTH METO/I,
o 0a3yeTbcsi Ha BIACTUBOCTSX IUX JITAHIIB —
1, Iepur 3a Bce, 3aTHOCTI PO3KPUTTS XEIATHOTO
mukiny [5, 6], ske moxe BigOyBaTHcs mpu Y d-
a00 eeKTpoMarHiTHOMy 30y/KEHHi, MpH Mac-
CIIEKTpOMETpHUYHIN (pparmenTariii abo npu tep-
MigHOMY 30Y/DKCHHI TIOOIH3Yy MOPOTY TUCOIIia-
1ii KOMIUIEKCIB, @ B s/l BUIAJKIB 1 TPU YTBO-
PEHHI 3MIIMIAHOMITaHAHUX aayKTiB. Takox MmpH-
BepTae ypary Tou (akT, mo Oarato arneTHiare-
TOHATHUX KOMIUJICKCIB YTBOPIOIOTh TUMEPH YU
omromepu. Ha mifcTaBi peHTIE€HOCTPYKTYPHHX
JIOCITI/DKeHb JTUT1IpATIB alleTUIIAIeTOHATIB JIaH-
TaHy, HeoauMmy Ta itepbito [7-10], Tpurigpatis
alleTHJIAIIETOHATIB €BpOMit0 1 Taxominifo [11,
12], TerparimpaTy aneTWIaleTOHATY TOJbMIiIO
[13] BcTraHoBieHo, 10 mojieaApu 00'enHaHI B
JIAHIIOTH JIBOMa BHYTPIITHBOC(EPHUMH MOJIE-
KyJIaMU BOJIH, SIKi 3'€IHYIOTh BOJHEBHMH 3B'SI3-
KaM{ aTOMH KHCHIO PI3HUX MOJIEKYJ alleThiIa-
1eToHy. JIaHIFOTH MoeaHaHI Mk cO0O00 BaH-IEp-
BaaJIbCOBHMH 3B'S3KaMH. 3aMIiHIOIOUH B TaKHX
KOMIUIEKCaX OJMH METaJ Ha 1HIIMHA, MOXIIUBO
OJIep)KaTH TETEPOMETANTIuHy CHONIyKy. B psimi
pOOIT TOBITOMISIETECSA TPO CHHTE3 f-IUKETO-
HATHUX TE€TEPOMETATIYHUX KOMIUIEKCIB 1 TpHu-
BOJIUTHCS 1X cTpykTypa [14-16]. B [17-19]. Bera-
HOBJICHO, 110 OCHOBHHM CTPYKTYpHHUM (parme-
uToM komiuiekcy Cu(tfa), Pb(hfa), e koopauna-
IiHI TOJIMEPU y BHUIJISAIL JIAHIIOTIB, B SKHUX
Mosiekysn komiuiekciB Cu(tfa), ta Pb(hfa), uep-

ryiotbes. B poOoti [20] posrisiHyTa CTpyK-
Typa IpOJIYKTY B3aeMOJIii rekcadropaneTuiane-
TOHATY ITPIIO 1 aleTHIANETOHATY KyNpyMy Ta
MIOKa3aHO, 10 MOJICKYJM MOHOMETaJiYHuX [-
nuketoHatiB Y (I11) Ta Cu(ll) 38's3aHi B 3ursaro-
nMoAiOH1 JIAHIFOTH MIKMOJICKYJIIPHUMHU BOJTHE-
BUMH 3B'SI3KaMHU.

Mertoro naHoi poOOTH € BH3HAYCHHS YMOB
CUHTE3y, BUBUCHHS CKJIaTy 1 BIACTHBOCTEH re-
TEPOMETATIYHOTO aICTUJIAIIETOHATHOTO KOMII-
JICKCY HEOAMMY 1 HIKEJIO Ta OJepKaHHS CKJIaJ-
HOTO OKCHJYy Ha OCHOBI CHHTE30BaHOTO KOM-
TUICKCY.

EKCIIEPUMEHT TA OFI'OBOPEHHA
PE3YJIBTATIB. Jlna cuHTe3y aleTuiianeToHa-
tiB Nd(AA);3 -3H,0, Ni(AA), 2H,0 Gyau BHKO-
pucrani HactynHi peaktuBu: NdA(NOs)s -6H20,
NiCl; -6H,0, anerunanetoH (g, = 137 °C). Ko-
MILICKCH OJICP)KyBaJi 32 MeToukamu [21-23].

CuHTe3 reTepoOiMeTaTiyHoro areTHIale-
toHatHoro komiwiekcy NANi(AA)s -6H,O mpo-
BOJWIM CITIBKPUCTAJII3AIIE0 MOHOMETATIYHUX
KOMIUIEKCIB. J[0 MPUTOTOBAaHUX TapsduX PO3UH-
HiB coueit (t ~ 50 °C), ski MICTHIIU €KBIMOJISPHI
kimpkocTi NA(NO3)3 -6H,0O i NiCl,-6H,0 (1o
0.003 M), mocTynoBo JoAaBaJii PO3YWH aIle-
TUJIAIIETOHATY HATPI0, B3ATOTO B HEBEIHKOMY
HAJUTHIIKY, Ta PETEIBHO MEPEeMIlllyBalH MPOTS-
roMm 3 roj. IloTiM po34WH OXOJOIKYBaJH, 3a-
JWINAIK Ha J00Y, MiCIs 90T0 0Cajl, M0 yTBOPH-
BCS, BiI(DIIBTPOBYBAIH.

JlaHi eJIeMEHTHOTO aHalli3y reTepoMeTa-
miuHoi crnonykr NANi(AA)s -6H,O minrBepau-
au criBigHomenns Metamis NA:Ni=1:1. s
NdNiCz5H470g 3Haiineno (po3paxosano), %: Nd
18.13 (17.87), Ni 7.38 (7.28), C 36.82 (37.23),
H 5.63 (5.83).

Jis mOoCHipKeHHST OJIep)KaHUX MPOAYKTIB
Oymu mpoBeneHi peHtreHodaszoBwmii, [Y-crek-
TPOCKOMIYHHH 1 TEpPMOTPaBIMETPUIHHI aHAITI3H.

[Y-criekTpu OJepKaHUX KOMILJIEKCIB 3a-
peectpoBano Ha mpuiaai Specord M-80 y Ta6-
netkax 3 KBr.
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TepmorpaBiMeTpU4HI JTOCTIKEHHS TIPO-
BoamiM Ha aepuBatorpadi Q-1500 D F.Paulik—
J.Paulik-L.Erdey B kepamiuyHuX BIIKPUTHX MiK-
POTHIIISAX IPH IIBUAKOCTI HArpiBy 5 'C/XB, Maca
HaBaxku ctaHoBuia Bix 80 mo 100 mr.

PentrenodasoBuil anaii3 cHnoiayk 3.iiic-
HIOBAJIU HA PEHTTE€HIBCbKOMY IU(paKTOMETpl
JAPOH-3M. ExkcnepuMeHT BHKOHYBaBCs IIpU
HOpMaJIbHUX yMOBax 3 BUKopucTaHHsM CUK,-
Bunpominopanns, A = 1.54187A, 3 xomm’roTep-
HOIO PEECTPAIi€l0 BUXIHOTO CHUTHATY. 3MOMKa
Benacs B iHTepBaii KyTiB 10° < 20 < 80°, 3 kpo-
koM ckaHyBaHHs 0,04° Ta 3 yacoMm eKkcrno3uuii t
= 1 c. Ans posmuppoBkun POA BUKOpHCTOBY-
Banm 6a3y nanux JCPDS.

Binomo, mo xoxxHa kpucraniyHa ¢asza gae
IHaUBiNyanbHy audpakTorpaMmy, sika BU3Haua-
€THCS TIOJIOKEHHSIM CMYT Ta iX iIHTEHCHUBHICTIO.
Pentrenorpama cymimri Aekiibkox ¢a3z € pesy-
JHTATOM HAKJIaJaHHS PEHTICHOTPaM KOXHOI 3
HUX, MPUYOMY TOJIOXKEHHS pedIeKCiB, K1 BiJi-
HOCATBCSL IO OKpeMHX (a3, He 3MIHIOETHCS, a
BiTHOCHA IHTEHCUBHICTh 3aJIC)KUTh BiJl BMICTYy
¢a3 B cymimi. ToMy BuU3HaueHHs oOfHiel (a3u
abo cymii AeKkuIbKoX (a3 Moxke OyTH BUKOHA-
HO LUIAXOM IOPIBHSHHS PEHTI€HOTPaM BiIOMHX
1 pociimxyBanux cronyk. Jlani pentreHogaso-
Boro anaiizy moHokomiuiekciB Nd(AA); 3H,0
(mudpakuiiiHi TiKA 31 3HAYCHHAMH 20 9.130,
10.24° 13.24°, 16.77°, 21.59%) i Ni(AA); 2H,0
(mudpakuiiHi TiKA 31 3HAYCHHAMH 20 8.000,
16.03°, 21.46°, 23.52°, 24.12° ninTBepIKYyIOTH
IHIMBITyabHICTh OJIEpIKaHUX KOMIUIEKCIB ([24];
kaptouka 00-013-0739, 6a3a nanux JCPDS).

AHaii3 peHTTeHOTpaMH T€TEPOKOMILIIEKCY
NdNi(AA)s -6H,O mokasas, 110 BOHa HE € pe-
synbraTtoM Hakmaganas cMyr Ni(AA); 2H,0 Tta
Nd(AA); 3H,0, a oxep:kaHuii KOMILIEKC € iH-
nuBiayansHO0 (asoro (puc. 1).

bynu 3msari [Y-cnexkTpu anerunaneroHa-
THUX KomruiekciB Hikenro (II), aeomumy (II1) i re-
TEPOMETATIYHOTO KOMILIEKCY (puc. 2, a, 6; Tad.
1). BigHeceHHsT OCHOBHUX CMYT B CHEKTpi Mmpo-
BEJICHO 3 ypaxyBaHHIM JIaHHX pooit [25-27].
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Taonunpsa 1

Xapakrtepucrnuni  4acrorn (em ') B IY-crekt-
pax xommiaexciB NA(AA):-3H,0, Ni(AA),-2H,0,
NdNi(AA)s6H,O

Kowmmuekc / wacrora, cM *
Bigne-
Nd(AA);- | Ni(AA), | NdNi(AA)s CEeHHS
3HZO 2H20 6H20
370 390 360 Yv M-0,
400 CKeJIeTHi
415 430 420 KOJIMBaHHS
442 462 X€JIATHOT'O
493 KUTBLIA
545 540 578
596
665 660 614 Yv C—CHjs
660 v M-O
682
729 724
777
1280 1280 1278 vs Cz==C
1410 1380 1290 8CH3
1380
1448
1455 1470 1470 Vs C22=0
1480
1530 1540 1530 Vg C==C
1540
1552
1585 1580 1578 v Cz==0
1600

[TonoxxeHHs, IHTEHCUBHICTH 1 (hopmMa cMyT
B Iq-CHeKTan Nd(AA)3 '3H20 i NI(AA)Z '2H20
criBnanaTh 3 [Y-ciekTpamu aHalIOriyHUX CIO-
JyK, onucaHux B jitepatypi [25-27]. B [U-cre-
kTpi NdNi(AA)s -6H20 crioctepiraerbcst 30i1b-
IIEHHS KIJTbKOCTI CMYT B 00JIaCTI CKEJIETHUX KO-
JTUBaHb XeJATHOTO Kiumbls 1 KonuBaHb V(M-O)

y mopiBHsHHI 3 MoHOKomIuiekcamu Nd ta Ni 3
alleTUIAeTOHOM. TakoK BiZOyBa€eThCsl po3Iiie-
IUICHHS CMYT Ha JIeKUJIbKa KOMIIOHEHT, sIKi BiJI-
HOCITHCI 00 V KonuBaHb 3B'13KIB C===C | Cz===-
O. lle miaTBEepaXKye YTBOPEHHS HOBOI TreTe-
pPOMETANIIYHOT CHOJMYKH. Y BHCOKOYACTOTHIN
obmacti crektpa (~3440 cM™) mst BCix KoMII-
JIe KCiB IPUCYTHI CMYTH BAJICHTHUX KOJUBaHb
(V(O-H)) rimpatHoi BOIH.

[IpoBeaeHO TepMOTrpaBIMETPUYHHUI aHATI3
CUHTE30BaHUX CMOJYK. 3HAHHA TEPMIYHUX Xa-
PaKTEpUCTHK MPEKYypPCOPY Ma€ BAXKIIMBE 3HAYCH-
HS TIpU BHOOpI TeMIepaTypH MPOBEACHHS HOro
Hipoi3y JUIsl CUHTE3Y CKJIaJHOOKCHJIHOI CIOIYy-
KM 3 3amaHuMu BractuBoctsmu [1-4]. Takox
MOPIBHSHHA TEPMIYHOI TOBEIIHKM BHXIJIHUX
anerwianeronatis Nd(I11) 1 Ni(ll) Ta rerepome
TATIYHOTO KOMIUIEKCY MOXeE JaTH JO0JaTKOBI
PTYMEHTH Ha KOPUCTh 1HAMBITyaTbHOCTI CHH-
te3oBaHol ['M cnonyku.

Ha puc.3 HaBeneHO KpWBI BTpAaTH Macu
s Ni(AA), 2H,0, Nd(AA); 3H,0, ix mexaHi-
gyroi cymimi Ni(AA); 2H,0 + Nd(AA); 3H,0
ta oxeprxkanoro komruiekcy NANi(AA)s -6H,0, a
B Ta0J. 2 — XiJ TEpPMIYHOI TIOBEIIHKHU JOCIHII-
KYBaHUX KOMILJICKCIB.

m,%
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20 -
40 |-

60 |

80 |

100 200 300 400 500 1.C

Puc. 3 JlepuBarorpamu komiuiekcis Ni(AA), 2H,0
(1), Nd(AA); 3H,0 (2), NdNi(AA)s -6H,0 (3).

AHai3 KpUBUX BTPATH MacH IMPOIYKTIB
nokasaB, mo Ha BiamiHy Big Ni(AA)2H20 i
Nd(AA)3:3H,0, xommuteke NdANi(AA)s6H,0
TEpMIYHO OUTBIN cTitikumid. [lepmmii 1 npyruit Tep-
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Taonumsa?2

Tepmiuna criiikicte KoopauHamiiiaux cmoayk Ni(AA)2H,0, Nd(AA)z-3H,0, cymimi Ni(AA),-2H,O
i Nd(AA);:3H,O Tta rerepoxommiexcy NANi(AA)s-6H,O

o . . . Cywmim Ni(AA), 2H,0 . ‘
Hpouec, C NI(AA)Z 2H,0 Nd(AA)3 3H,0 i Nd(AA)3 3H,0 NdNI(AA)s 6H,0
Herigpararis 100 110, 150 95, 135 150, 175
Cyo0mnimartist 120-150 150 160-270
Posknazg >270 >260 >270 >310

moedektu Ha kpuBiit JITT rereposiiepHOro KOM-
mwiekcy npu 150 1 175 °C BignoBigaroTh Bijamie-
IUICHHIO  BHYTPIITHROKOOPJIUHOBAHUX  MOJIC-
KyJ BOJaH, a B obsacti temneparyp 160—270 °C
MPOXOIUTh HE3HAYHA CyOJIIMAIlisi KOMILIEKCY.
3arampHa BTpaTa Macu ckmamae 7577 %, 1o
CBITUUTH TPO AEsKY JeTKicTh 3paska I MK. Kpim
TOTO, 3aJIMIIOK BiJ] HarpiBaHHS TeTepoMeTasiv-
HOI CIIOJIyKH, TMPOXApeHWH IpH TeMIepaTypi
800 °C, 3rigHO 3 pe3yJbTaTaMH €JIEMEHTHOTO
aHaJTi3y, MICTUTh HEOJIUM 1 HIKEIb Y CITIBBITHO
meHHi ~ 2:1, 10 Bi/IMOBi/Ia€ YTBOPEHHIO CKJIAJI-
Horo okcuay NdoNiOs. 3HaiimeHo (po3paxoBa-
HO), %: Ni 14.47 (14.29), Nd 71.15 (70.12).

Buxonsun 3 HaBeJeHMX JaHHUX, MOXKHA
NPUITYCTUTH, 10 TpH Temmeparypax 160-270
°C BigOyBaeTbCcs OAHOYACHO TepedymoBa
NdNi(AA)s 6H,O crinbHO 3 cyOmimMariiero OuTbIi
JIETKOI HIKEJIEBOI YaCTUHU KOMILJIEKCY.

Ha ocranniit cranii TepmomecTpykiii
mpu t > 310 °C npoXoauTh TOBHUN PO3KIIAL]
TeTepOMETATIYHOI CTIOTYKH, SIKa CYIIPOBOJI-

KY€EThCS 3HAUHUM ek30edekToM. Takum 4uHOM,
komiuieke NANi(AA)s -6H20 Moxe OyTH BUKO-
PUCTaHUN B SIKOCTI MPEKypcopy AJIs OJep KaH-
Hs CKJIQJIHOOKCHUJHHUX HIKEIb-HECOIMMBMICHHX
CTPYKTYP.

YMoBamHu, 10 BU3HAYAIOTH BUCOKI TOKa3-
HUKU (QyHKI[IOHAIBHUX MartepialiB i BUpoOiB Ha
iX OCHOBI, € JIOCATHEHHS OJIHOPITHOCTI XiMid-
HOrO, (hasoBoro ckiamy i omHOpimHOI MOpPdO-
JIOTIYHOI OyJIOBH CHHTE30BaHUX NpPOAyKTiB. Ha

(GyYHKLIOHATBHI XapaKTEPUCTUKU MOJIKPHCTA-
JIYHUX MaTepiajiiB BEJIMKHH BIUIMB YUHHUTH Ha-
SIBHICTh JTOMIIIOK, SIKi KOHIICHTPYIOTHCS Ha IO-
BEpXHI 3epeH. Y OUIBIIOCTI BUMAJKIB JIJISI CHUH-
T€3y BHUKOPHCTOBYIOTHCSI BHCOKOYHCTI PEaKTH-
BH, SIKI MAalOTh BHCOKY BapTiCTh. ABTOPH OIJIsi-
1iB [28, 29] po3risaaTh MOXKIUBICTE 3aCTOCY-
BaHHS CyMIlIeH METaJIOPTaHIYHUX TPEKYpCo-
piB Ans oAep)kaHHS MyJIbTU(EPOITHUX ILTIBOK.
OpnHak BUKOPUCTAHHS 1HAUBIAYalbHUX TIeTe-
pomertaniyaux 3d-4f-KOoMIIEKCiB B SIKOCTI TIpe-
KypCOpiB 3MIIIaHUX OKCHJIB € OLIbII MepCIeK-
TUBHHM, 3aBJISIKU «3MIIIyBaHHIO» B MPEKypcopi
10HIB reTepoMEeTaJIiB Ha MOJIEKYJIIPHOMY PiBHI.

[Tiponi3 komrutekcy NANi(AA)s 6H,0 i cy-
Mimni MoHoMeTanmiuaux arneruianeronatis Ni(ll)
ta Nd(I11) mpoBoamm 3i 3MiHOO YMOB TEPMOJTi-
3y — BapilOBaHHA IIBHJIKOCTI HArpiBy (Big 5 10
20 °C/xB), 3MiHM KiHIIEBOI TeMIlEpaTypu Harpi-
BaHHA (10 500 1 1o 800 °C), 1 yacy BUTPUMKHU
npu KiHuesii temnepatypi (Big 1 g0 5 rox). Kon-
Tposib (Ha30BOTO CKIIAJy OTPUMAHHMX OKCHIHHX
HOPOMIKIB 3/1IICHIOBAIN 3a JIOTIOMOT'OI0 PEHTIe-
Ho(azoBoro anamizy. BcTaHoBieHo, 10 3MiHA
TeMIEpaTypHUX PEXUMIB MPOIIECY POy BILIU-
BAa€ Ha XapaKTePUCTHKH OTPHUMaHUX Marepia-
JiB (cTymiHb amopdHocTi, da3zoBuil CKial, Ha-
SIBHICTh JIOMIIIIOK).

Ha puc. 4 nHaBeseHo nudpakrorpamu 3pa-
3KiB OKCHUJHUX MOPOIIKIB, OJIEPKAHUX 13 CyMIIIl
MOHOKOMIIJIEKCIB HEOJIUMY 1 HIKEIO 3 alleTuia-
rieroHoM Ta ix rerepokomiuiekcy NANi(AA)s -
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Puc..4. ludpakrorpamu 3pa3kiB, ofep:KaHUX MipOTi-
30M CyMillli alleTHJIalleTOHATIB HeouMy 1 Hikernro (1)
ta kommexcy NANi(AA)s -6H,O (2); t = 800 °C,
T=3rox.

6H,0, onepxaHuX 3 BUTPUMKOIO IPH TeMIepa-
typi 800 °C mpotsirom 3 ron.

Amnani3z nanux P®A mokasas, mo B 000x
BUIAJIKaX MIpOJIi3 CYMPOBOIKYETHCS YTBOPEH-
Ham ckiaagaoro okcuay NdaNiOg, a Takox m10-
natkoBux ¢a3: okcuaiB NiO, NdgO11, Nd-Ni—O.
OpHak KiJBKICTI OCTaHHIX TOMITHO MEHII Yy
BUMAJIKy BHKOPHCTaHHS TreTepokomIuiekcy. Ot-
e, TIPU 3aCTOCYBaHHI T€TEPOMETAIIYHOTO KOM-
TUIEKCY JUTSE OTPUMAHHS CKJIAHUX OKCHJIB OJe-
pkano 3pasku nopomky Nd;NiOs 3 kpartroro
($a30BOI0 OAHOPITHICTIO, B TIOPIBHSIHHI 3 IPOAY-
KTOM MipoJIi3y CyMilli MOHOKOMILJIEKCIB HEOIH-
My 1 HIKEIIO 3 aleTUIaleTOHOM. TakoX 3HaYHO
3HWXKY€ETbCA TEMIIEpaTypa TepMOOOpPOOKH TreTe-
POMETaTIYHOTO KOMILJIEKCY 1 4ac Miposi3y B MO-
pIBHSIHHI 3 METOJaMu TBEepPAO(a3HOTO CHHTE3Y
[30, 31].

BUCHOBKH. CuHTe30BaHO 1 BUJUICHO B
KPUCTATIYHOMY CTaHi HOBHU TeTepOsICPHUIN
komruiekc NANi(AA)s6H,0. Kommeke mocmi-
JOKeHO MeTojamu [Y—crekTpockortii, TepMigHO-
ro 1 peHTreHo(}azoBoro aHaji3iB. 3a JaHUMU Tep-
MIYHOTO aHaJli3y CTIHKICTh Te€TEPOMETATIYHOTO
KOMIUIEKCY BUIIA, HIX Y 1HIWUBIIyaIbHUX KOM-
mwrekcie Ni(AA); 2H,0 ta Nd(AA); 3H,0. Cro-
ayka NdNi(AA)s ‘6H,0 moxe OyTH BUKOpHCTA-

Ha B SIKOCTI MPEKYPCOpy Ui OAEP KaHHS CKIIa/I-
HOOKCHUIHUX CTPYKTYp. JocmimkeHnHs ¢a3oBux
neperBopenb npu Tepmoutizi NdNi(AA)s -6H20 i
cymitri MoHoMetaniuHux anermnaneroHatis Ni(ll)
ta Nd(I1l) mokazamo yTBOpeHHs CKJIaJHOTO OK-
cuny NdaNiOg, onHak y BUIIAAKy reTepoMeTati-
YHOTO KOMIUIEKCY Horo uncToTa Bumia. [lokasa-
HO, 1110 BUKOPUCTAHHS [-TMKETOHATHUX TIPEKyP-
COpIiB JIO3BOJISIE 3HM3MTH MaKCHUMaJbHY TEMIIC-
patypy cunresy 3 1100 o 800 °C ta 3MeHIIUTH
yac TepMooOpoOkH 3 12 10 3 roJ y nopiBHIHHI 3
OIMCaHUM B JIITEPATYPl PEKUMOM.

CUHTE3 U MCCJIEJJOBAHUE ALIETHJIALIE-
TOHATHOI'O TETEPOSIJIEPHOTO KOMIIJIEK-
CA Nd(II) n Ni(I) KAK [TIPEKYPCOPA JUJ151 TTO-
JIVYEHUST CJIOXKHOOKCHUHBIX CTPYKTYP

JL.N.Kene3noBa, JL.U.Cmocapuyk*, H.b.lBaxa,

C.B.Kynemos, E.K.TpyHoBa

Hucmumym  obweil u  HeopeaHuyeckou  Xumuu
um. B.U. Bepnaocxoco HAH Ykpaunwi, npocn. Axa-
oemuxa Iannaouna,32/134, Kues, 03142, Ykpauna
“e-mail: soleillyuda@gmail.com

CHHTE3UPOBaH T'eTEPOMETAIUIMYECKUIN allThII-
arreronatbiii komruieke NANi(AA)s 6H,0 mist mo-
JIYYEHHUS] HUKEb-HEOANMCOACPIKAIINX CII0KHO-OKCH-
THBIX MaTtepuanoB. VccnemoBaHbl (U3NKO-XUMU-
YeCKHE CBOMCTBA KOMILIEKCA C MOMOIIBIO JIEMEHT-
Horo aHanu3a, MK-crekrpockonuu, TepMOrpaBUMeT-
pUYECKOro U pPeHTreHo(a30BOro aHaau3oB. JlaHHbie
PDA u UK-cnekrpockoruu NANi(AA)s 6H,0 mox-
TBEpPAWIM 00Opa30BaHHWE HOBOIO TI€TEpOMETa/LIHYE-
ckoro omHotaznoro coemgmuenus. B HK-cnexrpe
NdNi(AA)s ‘6H,0 HabmromaeTcss H3MEHEHHE KOJIHYE-
CTBa M IIOJOXKEHMS IOJIOC B OOJACTH BaJIEHTHBIX
konebanwmii cBsizeir M—0O, Cz==C, Cz==O mno cpas-
Henuto ¢ MK-crnekTpaMu MOHOMETANTUYECKUX KOM-
mwiekcoB Ni(AA), 2H,O u Nd(AA); 3H,0.

[IpoBeneHa oLeHKa TEPMHUUECKON yCTOMYHUBO-
CTH CHHTE3MpOBaHHOTO KoMruiekca. [lokazaHo, 4To
rerepomeramueckuii kommuieke NANi(AA)s -6H,0
TEPMHUYECKU OO0Jiee YCTOWYHB, YeM MOHOMETaJUTHYE-
ckue anermwianeronarsl Ni(l1) u Nd(I11). Terepokom-
IJIEKC MOKET OBITh WCIIOJI30BaH B KadecTBE IIpe-
Kypcopa JijIsl TOJIy4YeHHUsI OKCUIHBIX T€TePOMETaILIH-
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yeckux cTpykryp. Iupomus kommmmekca NANi(AA)s -
6H,0 u, st cpaBHEHHSI THPOITN3 MOHOKOMILIEKCOB
Ni(AA); 2H,0 u Nd(AA); 3H,0, npoBoaunu co
CMEHOHW YCIIOBUH TEPMOJIHM3a — U3MEHEHUE CKOPOCTH
HarpeBa (ot 5 1o 20 °C/MuH), n3MEHEHHE KOHSTHOU
temnepatypsl HarpeBauus (mo 500 u mo 800 °C),
W3MEHEHUE BPEMEHH BBIACPIKKU MPH KOHECYHOW TEM-
mepatype (ot 1 10 5 9acoB). YCTaHOBIICHO, YTO W3-
MEHEHHUE TeMIIepaTyPHBIX PEXHMOB IPOIIecca MUPO-
JM3a BIUSIET Ha XapaKTePUCTHKH ITOJyUYeHHBIX MaTe-
puasnoB (creneHb aMoppHOCTH, (Ha30BbIi cOCTaB, HA-
mu4ave npumeceii). MccienoBanue cocraBa MpoTyK-
TOB IMHUPOJIU3a TETEPOKOMILJICKCa U CMECH MOHOME-
tanmnudeckux anerunaneronatoB Ni(ll) u Nd(111),
MOJy4YeHHBIX B ycioBusix Harpea 10 800 °C u BbI-
JIepKKe TIPH TOH TeMIlepaType B TEYeHUE 3 YacoB,
nokasano obpazoanue ciokHoro okcugaa NdoNiOy,
a Taxoke ¢aszsr okcugoB NiO, NdgOy;, Nd-Ni-O. Ox-
HAaKO MX KOJIMYECTBO MEHbIIE B CIy4ae UCIOIb30Ba-
HUSI TeTEePOKOMILIEKCA.

IToka3aHo, YTO 3HAYUTEIHHO CHIDKACTCS TEM-
meparypa TEepMOOOpPaOOTKH TeTepPOMETaTHIECKOTO
KOMIUIEKCA U BpPEeMs €ro MUpPOJIN3a M0 CPABHEHHIO C
METOaMH TBepA0()a3HOTO CHHTE3A.

KnmoueBse cJ0Ba KOMIJIEKCH, HEOAUM,
HUKEJIb, alleTHJIAleTOH, CHHTE3, TEPMUYECKUil aHa-
3, UK-cnexTpel, peHTreHo(]a3oBbIil aHamu3, Cio-
JKHBIC OKCHHI.

SYNTHESIS AND STUDY OF THE HETERO-
NUCLEAR ACETYLACETONATE Nd(Ill) AND
Ni(ll) COMPLEX AS A PRECURSOR FOR OB-
TAINING COMPLEX-OXIDE STRUCTURES

L.l. Zheleznova, L.l. Sliusarchuk*, N.B. lvakha,
S.V. Kuleshov, O.K. Trunova

V.1.Vernadsky Institute of General and Inorganic
Chemistry of the National Academy of Sciences of
Ukraine, 32/34 Academic Palladin Avenue, Kyiv,
03142, Ukraine

* e-mail: soleillyuda@gmail.com

The heterometallic acetylacetonate complex
NdNi(AA)s 6H,0 has been synthesized to obtain ni-
ckel-neodymium-containing complex oxide materi-
als. The properties of the complex have been investi-
gated by physico-chemical methods of analysis (ele-

ISSN 0041-6045. YKP . XIM . XVPH ., 2019,

mental analysis, differential thermal analysis, IR spec-
troscopy, X-ray powder diffraction). The data of X-
ray powder diffraction and IR spectroscopy of
NdNi(AA)s 6H,0 confirmed the formation of a new
heterometallic single-phase compound. In the IR spec-
trum of NdNi(AA)s6H,0, a change is observed in
the amount and position of the bands in the region of
stretching vibrations of the M-O, Cz==C, C===0
bonds, as compared to the IR spectra of the monome-
tallic complexes Ni(AA), 2H,0 and Nd(AA); 3H,0.

An assessment of the thermal stability of the
complex has been performed. It was shown that the
synthesized heterometallic complex NdNi(AA)s 6H,O
is thermally more stable than monometallic acetyl-
acetonates of Ni(ll) and Nd(lI1). The heterocomplex
can be used as a precursor to obtain heterometallic oxi-
de structures. The pyrolysis of the NdNi(AA)s ‘6H,0O
complex and, for comparison, the pyrolysis of the
monocomplexes Ni(AA), 2H,0 and Nd(AA); 3H,0

were carried out with changing the thermolysis con-

ditions — change of heating rate (from 5 to 20
°C/min), change of the final heating temperature (to
500 and to 800 °C), change of the exposure time at
the final temperature (from 1 to 5 hours). It has been
established that a change in the temperature condi-
tions of the pyrolysis process affects the characteris-
tics of the materials obtained (degree of amorphism,
phase composition, the presence of impurities). The
study of the composition of the pyrolysis products of
the heterocomplex and the mixture of monometallic
acetylacetonates of Ni(ll) and Nd(lll), obtained un-
der heating to 800 °C and holding at this temperature
for 3 hours, showed the formation of a complex oxi-
de Nd;NiQ,, as well as other phases NiO, NdgO11,
Nd—i-O. However, their amount is smaller in the ca-
se of using a heterocomplex.

It is shown that the temperature of heat treat-
ment of the heterometallic complex and the time of
its pyrolysis are much less in comparison with solid-
phase synthesis methods.

Keywords: complexes, neodymium, nickel,
acetylacetone, synthesis, thermal analysis, IR spec-
tra, X-ray powder diffraction, complex oxides.
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