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PREPARATION AND STUDYING THE STRUCTURAL AND MORPHOLOGICAL PROPERTIES OF NANO-SIZED
NiO
Annotation
This article shares the findings of a study on the structure and shape of tiny NiO particles made from the used industrial methanation
catalyst TO-2. The clear crystalline structure of NiO is shown, consisting predominantly of particles with an average hydrodynamic
size of 159 nm and crystallites with sizes of [123 and (127 nm.
Key words: spent methanation catalyst TO-2, NiCOs, calcification, NiO, structural morphology.

MOJYYEHUE U UCCJIEJOBAHUE CTPYKTYPHO-MOP®OJIOI MUYECKAX CBOMCTB HAHOPAZMEPHOI'O
NiO
AnHOTaLUA

B nmaHHO# craThe MpencTaBiIeHbl PE3yNbTaThl UCCIENOBAHUS CTPYKTYpHO-MOP(dOIOrHdeckux cBoiicTB HaHopasmepHoro NiO,
MONyYeHHOTO Ha OCHOBE OTPa0OTAaHHOTO MPOMBIIUICHHOTO Karanm3atopa MertanupoBanust TO-2. Ilokasana sBHas
KpucTammaeckas cTpykrypa NiO, cocTosiast mpeuMyIecTBeHHO U3 YaCTHI] CO CPETHUM THAPOANHAMUIECKHM pa3MepoM 159 HM
U KPUCTAJIIUTOB ¢ pasmepoM [123 u 27 HM.
KiroueBbie ciioBa: oTpadotanHslii karanuzatop mertanuposanust TO-2, NiCOs, kanbuuHaiwst, NiO, cTpykTypHas MOpQOoIoTHs.

NANOO‘LCHAMLI NiO NING OLINISHI VA TUZILISH - MORFOLOGIK XUSUSIYATLARI TADQIQI
Annotasiya
Mazkur maqolada ishlatilgan sanoat metanatsiya katalizatori TO-2 asosida olingan nano o‘lchamdagi NiO ning strukturaviy va
morfologik xususiyatlarini o‘rganish natijalari keltirilgan. NiO ning asosan o’rtacha gidrodinamik o’lchami 159 nm bo‘lgan
zarrachalar va ~23 va [11127 nm o‘lchamdagi kristalitlardan iborat aniq kristalli struktura egaligi ko’rsatilgan.
Kalit so‘zlar: ishlatilgan metanatsiya katalizatori TO-2, NiCOs, kalsinasiya, NiO, strukturaviy morfologiya.

BBenenne. B mocnenHee BpeMst BO BceX Pa3BUTHIX U Pa3BHBAIONIMXCS CTPAHAX HCHONB30BAaHHE BTOPHYHBIX CBHIPHEBBIX
MaTepHaloB paccMaTpHBaeTcsi Kak HanbOosee a(dexTuBHOE penieHne NpoOIeMbl PAMOHAIBLHOTO HCIIOIb30BAHUS HMPHPOIHBIX
pecypcoB. Kak n3BecTHO, O0TpaOOTaHHBIE MPOMBIIUICHHBIE KaTalNW3aTOpPbl KaK BTOPUYHBIE CHIPHEBBIE MaTEPHAIIBI SIBISIOTCS
KPYIMHBIMHA HCTOYHHKAMH HE TOJBKO TOKCHYHBIX XHMHUYECKHX OTXOJIOB, HAKOIUICHWE KOTOPBIX MPUBOAUT K 3HAUYUTEIBHOMY
YXYIILICHHIO SKOJIIOTHYECKO 0OCTAaHOBKH, HO M IIBETHBIX M PEAKUX MeTaIOB [1-2]. B 9T0# CBSI3U aKTyanbHON CTAaHOBUTCS 3a/1a4a
nepepaboTKn OTPaOOTAaHHOTO MHOTOTOHHAXHOTO MPOMBIIUICHHOTO KaTalu3aropa MeraHupoBanust TO-2 s mosydeHHs
HaHopazMepHOro NiO ¢ KOMITIEKCOM 0COOBIX CBOMCTB, KOTOpas SIBISIETCS IIENTBI0 JAHHOTO HCCIIEA0BAHMS.

O030p auteparypbl. Karammsaropsr tuma TO-2, mpuMeHnsemble B HedrerepepaboTKe M THIPOOUHCTKE, COJEpKaT
3HAUUTENbHOE KonmdecTBO HuUKens (1o 20-30%) B Bume ero okcuaoB WM cynbhunoB. Ilo McTeueHHH cpoKa CIy>KOBI TakHe
KaTaJIM3aTOPbl CTAHOBSTCS ONMACHBIMU OTXOJAMH, HO OJHOBPEMEHHO LIEHHBIM HCTOYHHKOM BTOPHUYHBIX pecypcoB. [lomyuenue
okcuna Hukenst (NiO) u3 oTpaboTaHHOTO MaTepHaia MO3BOJISIET €ro MOBTOPHO MCIIOIB30BAaTh B MPOMU3BOJCTBE aKKyMYJISITOPOB,
KepaMUKH ¥ HOBBIX Kataan3atopos [3-4].

Kak mnokasbiBaeT 0030p JUTEpaTypbl, Ul H3BJICUYEHHMS HUKEIs W3 OTPabOTAHHBIX KaTalU3aTOPOB B OCHOBHOM
HCTIONB3YIOTCSI METO Il KUCTIOTHOTO BBINETAYNBAHUS, [IEJIOTHOTO BBIIETaYMBAaHNS U MIPOMETAILTyprudeckoi oopaborku. Cpenn
MEePEUHCIICHHBIX METOJ0B HanbOoiee 3P(EKTHBHBIM M IIMPOKO MPUMEHSEMBIM SBISETCS METOJ KHCIOTHO BBIIIENIAdMBaHHMS,
ucnonb3yoiui Musepanbabie Kucnotsl (H2SOs, HCI, HNO3) [5-6]. ITpu menounoM BelenadnBanuy npumensiercs NaOH mu
NHsOH, xoTopsle oTian4atoTcsi MeHbIION 3¢ (EeKTUBHOCTHIO AT Ni 10 CPaBHEHHIO C KUCIIOTAMH U TTOJXOINT JUIS KaTalIu3aTOpOB
¢ BeicoknM cojnepkanneM Al2Os. [lmpomeramryprideckas o6paboTka mpenycMarpuBaeT Tepmudeckuii ooxur (600-800 °C) ¢
MoCIeyFoInM KHCIoTHBIM BhinienadnBanueM HCI, rae Ni nepexoaut B popmy NiO u u3Biekaercst ¢ XOpoumm BbIxoaom [7].
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Merononorusi ucciaenoBanmsi. J{Is1  MCCIENOBAaHMII  HMCIIONB30BAM  OTPA0OTAHHBIN — KaTaaM3aTop Ipolecca
ruapopudopmuHra npupoaHoro raza TO-2, coxepxkaiiero, B 3aBUCUMOCTH OT Haptuu, oT 6 — 8 % no 34 — 35 % Hukens.
OtpaboTanHelil kaTanuzatop TO-2 pacTBOpMIIM IyTeéM KHCIOTHOTO BBIIENAYMBAaHUSA C HUCNOIb30BaHUEM 30 %-HBIM BOJHBIM
pacTBOPOM a30THOW KUCJIOTHL. HUKens ocaaniy HUKENb B BUAE THAPOKCHAA MIeT04HBIM BhinienayuBanuem 2 M NaOH (pH 10—
11) ¢ nocnenyromeit kansruHanueit npu 400°C B TeueHue 2 gacos [8].

CocraB, CTpyKTypa u pa3MepHO-MOp(doorndeckiue 0coOeHHOCTH mosydeHHoro HanopasmepHoro NiO uccrnenoBanu ¢
TTOMOIIBI0 METO0B PamMaH-CIEeKTpOCKONNH, PEeHTIeHO(a30BOro aHaN3a, CKaHUPYIOIIEH JIEKTPOHHOW MHKPOCKOIIUH, YHEpPro-
JMCIIEPCHOHHON CIIEKTPOCKOINH ¥ IMHAMHYECKOTO PacCEesTHIS CBETA.

Anaan3 u pesyabTatsl. Ha puc.l npeacrasnen Paman-criextp momydernoro NiO, B KOTOpoM 0OHApY>KHBAIOTCS PSI
MUKOB, KOTOPBIE XOPOILO COOTBETCTBYIOT M3BECTHBHIM MojaM NiO, HpOSABISIONIMMCS NPpH aHTU(EPPOMATHUTHOM MOpsiake (2
MarHosa), Ae(ekrax CTPYKTypbl (BaKaHCHHU, HapylICHHs CHMMETPHH), HaHOpa3Mmepax (aKTHBAlMs 3alpeli€HHBIX MOJ). DTO
MOATBEPIKAAET, 4TO Bal odpaser] NiO comepX UT CTPYKTYpHBIE U MAaTHUTHBIE OCOOEHHOCTH, TUIIMYHBIE [Is1 BHICOKOIUCIEPCHOTO
Mmarepuana. I[lpu 3ToM oOHapy)XeHHbIE THKH BbI3BaHBl AehekTHOH QonoHHOI Momoit (~390 cm'), aKkTHBHPOBaHHOM
Moaudukarmeir cummerpuu (420 cMm '), AByMarHoOHHBIM paccestHueM, THOuIHOro it anTudeppomarautaoro NiO (490 cm™') u
KOMOHMHAIMOHHBIE MOJIBI 1 00epTkH (515 1 540 cm '), moaTBeprkaaromue, 9to cTpykrypa NiO HaHOCTPYKTYpHpOBaHa.
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Pamanoscknii casur (em)
Puc.1. Pamanosckuii cnektp NiO
Ilpy wmccaemoBaHUM HAHOKpUCTATHIeCKOH cTpykTypsl NiO ¢ MOMOIIBI0 peHTreHo(ha30BOro aHaan3a OOHAPYKEHBI
CUTHAJIBI, XapaKTepHbIe U1 KpucTaumaeckoi (aszpr. OcHoBHbIe kU NiO 00pr4HO HabmrogaroTes mpu 20 =~ 37.2°, 43.3°, 62.9°,
cooTBercTByronue miockoctsm (111), (200), (220) (cranmzapt JCPDS 47-1049).

PenTtrenoandpaxkrorpamma NiO
20000
15000

10000

MTencusHocTb (c4./c)

5000

10 20 30 50 60 70

26 (rﬂaﬂyd(ii.\)
Puc.2. Pentrenomudpaxrorpamma NiO.

Ha ocHOBaHMM 1aHHBIX PEHTIeHO(}a30BOr0 aHAIN3a PaCCYUTaHbI pa3Mep Kpuctamwmtos D no ¢popmyune Lleppepa:

KA

- BcosO
rae: K=0,9 — xoncranTa popmsr, A=1.5406 A (Cu Ka), f — FWHM (8 paguanax), 6 — monosuHa yria 20.
Ta6uauua 1. Pazmepsl ocHoBHBIX KpucTaaanToB NiO, paccuntanHble ¢ moMoubi0 ypasHenus Lleppepa

Ne | 20 Hnrencusnocts | FWHM () | Pasmep
(rpamychl) KPHCTAJUINTA, HM

1 441 23388 0,32 26,79

2 | 514 10116 0,38 23,20

W3 nansbix Tabmuipl 1 ciexyer, uto moiydeHHbiid NiO o6nagaeT HAHOKPHCTAUTMYECKOW CTPYKTYPOH, Iie OCHOBHbBIC
KPHUCTAUTUTBI MMEIOT pa3Mepbl mopsiaka ~ 23 u ~27 uM. JlaHHBIE peHTreHo(a30BOro aHanm3a CPaBHWIM C Pe3yJbTaTaMy,
MOJY4YE€HHBIMU C NOMOIIBI0 METOJOB AMHAMHU4YecKoro paccesHus ceera (JIPC) u ckaHupyromei 351eKTpOHHOH MHUKPOCKOIHMHU

(CBM) (cm. puc.3-4).
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Puc.3. Pesyastatel JIPC — ananu3a cycnensnu NiO

Kak BunHO u3 nanueix J{PC-ananusa (puc. 3), ruapoarHamudeckie pazmepsl actuil NiO nperMynecTBeHHO HaXOASTCS
B HAHOMETPOBOM JIMaIia30He co cpeaHUM 3HadeHneM 159 M. C yyeToM conbpBaTHON 0OOJIOUYKH ATOT MOKa3aTeNlb IEMOHCTPHPYET
XOPOLIYIO0 KOPPEIISILIHIO C PE3yIbTaTaMU PEHTIeHO(a30BOTO aHAIU3A.
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Pacnpeaenenve pasmepos vacruu NiQ
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Puc.4. COM-mukpodororpadus (x2500) (a) u pacnpeneienune pazmepos uactui (6) NiO
Kak Mo>kHO BUZIeTh U3 JaHHBIX pUC.4, YaCTHIBI pacipee]eHbl aCHMMETPHYHO, C IBHBIM CMEIIEHHEM B CTOPOHY MaJIbIX YaCTHI] 1
HaJMYreM HeGOIBIIOTO KoJMuecTBa KpymHbIX arioMeparoB. NiO B ocHoBHOM coctout u3 HaHouyactui NiO quamerpom meree 0,5
MKM (MHHAMaNbHBIH pazmep — ~0,073 MkMm nnu 73 HM), HO IPUCYTCTBYIOT U arJIOMEPaThl BILIOTH 0 9 MKM.
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Puc. 5. Pacnipesesienue niouiajaeii mop (a) u tenJioBasi kapra pacnpeneienus mop (6) NiO

Hanoctpykrypa nonyuensoro NiO Taxke HOITBEp)KAeHA MNPOBEICHHEM aHajn3a MOPHCTOCTH Ha ocHoBe COM-
MHKpo(oTorpadun, pe3yIbTaThl KOTOPOTO MpEACTaBIeHbl Ha puc.5. M3 maHHBIX pHc.5a claemyeT, 9TO OCHOBHAS 4acTb IOP —
MeIIKHE Me30- M MaKpOIOpHl C IUIOMAAbi0 A0 | MKM?, YTO yKa3blBaeT HA BBICOKYIO yJEIbHYIO MOBepXHOCTh. IIpmcyTcTByeT
HECKOJIBKO KPYITHBIX Mexarperatoix mop (>100 Mxm?), BeposTHO, 00pa30BaHHBIX MEXKIY ariioMepaTtamu. B TemioBoi kapte
pacnpenernerus mop NiO BHAHBI sipKre 30HBI (KENTO-KPACHBIE) — 00JIACTH € BHICOKON KOHIICHTPALMEH TOp, Yalle BCEr0 MEXIY
arioMeparamy, TEMHBIE 30HBI — OOJACTH C HHM3KOH HOPUCTOCTHIO WM IUIOTHO YIIAKOBaHHBIMH YacTHIaMH. B oOmem Ha
U300pakeHUH HaOII0AaeTCss HEPABHOMEPHOE PACIIPE/IeNICHHE MO, YTO THITMYHO UL arperipoOBaHHBIX HAHOMAaTEPHAJIOB.

3akioueHne W pexomenaauuu. TakuMm 00pa3oM, MPOBEACHHBIC aHAIW3BI CBUACTEIHCTBYIOT O ToM, 4urto, NiO,
MONYyYeHHbI W3 OTPabOTAaHHOTO NPOMBINUICHHOTO KaTajlu3aTtopa Ipolecca MeranupoBaHus T1O-2, oGnamaer sBHOH
HAaHOKPUCTAIUIMUECKON CTPYKTypod. JlaHHBIM MaTepuan COCTOMT M3 arjioMepaToB HaHO- M MHUKPOPa3MEpHOro AMala3oHa,
COIEPXKAMUX MEXTy coO0H copa3MepHbIE MOPH! U MyCTOTHL. CleayeT OTMeTUTb, YTO TaKask MOPQOJIOTHS TOBOPHUT O BBICOKOH
yIeTbHON TIOBEPXHOCTH U MOTEHI[HANFHOH BO3MOXKHOCTH HCIIOIB30BAHMS B KaTallM3€, CEHCOPAX, CYMEPKOHAEHCATOpax U APYTUX
TeIsX.
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