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CHUHTE3 OKCHUJA HUKEJSA METOJAOM MHUKPOBOJIHOBOI'O
CHUHTE3A U UCCJIEJOBAHUE EI0O NOBEPXHOCTHBIX CBOWCTB

Pabota nocesimena cunaTe3y yactur NiO MET0JJ0M MHKPOBOJIHOBOT'O CHHTE3a, UCCIECJOBAHHUIO MX CTPYKTYpPHI, pa3-
MEPOB U ONPEJIENICHNIO UX yIeNIbHOM moBepxHocTH. [lokazaHo, 4TO B pe3yibTaTe CHHTE3a 00pa3yroTcs chepruueckre
4yacTUIs! co cpefHUMHU pasmepamu 200 M. Da30BbIi cocTaB cOOTBETCTBYET okcuay Hukend (1), yaensHas moepx-
HOCTB cocTasiisieT 31 £3 Mz/l“, a o0t 00sem mop — 8- 1072 emrr.

Kn. cn.: MI/IKPOBOHHOBLII‘/II CUHTE3, HAHOPA3MEPHBIC YaCTUIbI, OKCHUI HUKEIIA

BBEAEHUE

Bo03M0XHOCTB OBICTPOTO M MPOCTOTO CHHTE3a Ha-
HOYACTHIl SIBJIAETCS Ba)XHOW 3ajjayell COBpPEMEHHOM
HAyKH, T. K. HAHOYACTHIIBl B ITOCIEHHUE TOMBI Tepe-
CTAlOT OBITh OOBEKTOM M3YUYCHHSI HCKIHOUYHUTEIBHO
(dbyHIaMEeHTaTbHONH HAYKH U BCE Yallle HaXOJAT Mpak-
THYECKOE MpuUMeHeHHue. llepCcrneKTUBL MCIOIB30Ba-
HUSl HAHOYACTHII JOCTATOYHO HIMPOKH W BKIIIOYAIOT
B ce0s Takue 00JIacTH HAayKH, KaK MEAMIIMHA, OUOXH-
MUSI, aHATTUTHYECKAST XUMUS, IPUOOPOCTPOCHUE U T. .
Kpome Toro, mepecedeHne 3THX O0O0JIacTe HayKu
C TaKUM HAIMpaBJIEeHUEM, KaK HAHOTEXHOJIOTHH, TIOMO-
raeT B pa3BUTHUH HOBBIX METOJIOB MCCIIEZIOBAaHWI Ha-
HOMaTepuanos [1, 2].

Oco0pIif UHTEpEC TPEICTABISAIOT HAaHOpPa3MEpHBIE
OKCHJIBI METAIIOB. Tak, B IOCICIHUE TObI ITOSABIISCT-
cs Bce OOJBbINIE HAYYHBIX PadOT, MOCBSIIEHHBIX H3Y-
YCHUI0 HAHOJMCIIEPCHBIX OKCHUJOB, WX BIIMSHUS Ha
3I0POBBE UETIOBEKA U MOAXOA0B K UX MUCIOJIH30BAHUIO
B pa3Nu4HBIX oOmactsx Hayku [3, 4]. Ilpumenenue
HaHOJMCIIEPCHBIX OKCHIOB JOCTATOYHO MHOT000Opa3-
HO W HE OTPaHWYHMBACTCS IeJIEHANPABICHHON OCTaB-
KOHM JIGKapCTB, YTO HA CETOJIHSANIHUN JICHb SIBIIICTCS
OCHOBOW 00JIaCTBIO WX NMpPUMEHEHHUs. Takxke cunrTaer-
Csl IEPCIIEKTUBHBIM UCTIOJIh30BAHUE HAHOAUCIIEPCHBIX
OKCHJIOB JIJIsSl TepPMETH3AIMKM B 3HJOJJOHTUHU, B KOHCT-
PYHpPOBaHNN OMOYHUTIOB WIIM B KA4eCTBE aHTUMHKPOO-
HbIX J100aBOK [5—8]. HecMoTpsi Ha MEpPCHEKTUBHOCTH
WCITOJIb30BAaHUS HAHOYACTHUII, HA CETOMHSAITHUN ICHBb
0OMbINAas YaCTh YK€ CYIISCTBYIOIIUX METOJIOB CHHTE-
3a HAHOIWCIIEPCHBIX OKCHIIOB TpeOyeT HCIIOIh30Ba-
HUSl CJIOXHOTO 000OpyZOBaHUS M OOJNBIIMX TPYA03a-
TpaT. HemaBHo OBLT MpEIOKEeH METOI CHHTE3a OKCH-
JIOB METAJIJIOB, OCHOBAHHBI HAa MHKPOBOJHOBOH 00-
pabOTKe BOJHBIX pPAcCTBOPOB HHUTPATOB METAJIOB
B TNPUCYTCTBHUM  KapOamuma. PaHee  nmaHHBIM

METOJIOM OBUTM CHHTE3UPOBAHBl OKCHZ ITUPKOHUS
(ZrOy) [9] n oxcup xenesa (III) (Fe,Os) [10], xoTopsie
OBUTH OXapaKTepPU30BaHbl M HAIILTH MPAKTHYECKOE TIPH-
MEHEHHe, HarlpuMep, B KadecTBe MeTall-ad(HHHBIX
copbenToB. JlaHHBIN MeTON CHHTE3a HE TpedyeT Topo-
TOCTOALIEr0 O00OpYHOBaHMSA, OONBIINX TPYAO3aTPaT
Y FICTIONTb30BAHUS CIIOXKHBIX TIPEKYPCOPOB.

Juia wmccnenoBaHus BIUMSIHHS TIPHPOIBI MeTaylia
Ha COCTaB U CTPYKTYpY IOJIy4aeMOro JaHHBIM METO-
JIOM TIperapata HaM{ OBUT OCYIIECTBJICH CHHTE3 OK-
CH/Ia HUKEJNs, KOTOPHIN JTOMKEH CYIIECTBEHHO OTJIH-
YaThCs 110 CBOMM CBOWCTBAM OT paHee CUHTE3UPOBaH-
HBIX OKCHIOB. CTOMT OTMETHUTb, YTO HAHOAUCIIEPC-
HBIH OKCHJI HHKEIsl MOXKET OBITh HCIOJb30BaH JUIS
NoJy4eHus: (POTOAETEKTOPOB, CYNEPKOHAEHCATOPOB
u pasnuuHbiXx AatdukoB [11-13]. Takum oOpa3zom,
LEeNbI0 JTaHHOW paboThl OBUIO TOJy4YeHHE HaHOpas-
MEpPHOT'O OKCHIa HHUKENS M M3YYCHHE ero CTPYKTYp-
HBIX ¥ IOBEPXHOCTHBIX CBOHCTB.

MATEPHAJIBI U METOJbI

Cunres OKCHUIa HUKEJIA

Juia monmydeHusl OKchaa HUKeNs ObUTH MCIIONB30-
BaHbI: HUTPAT HUKENS rekcaruapar mapku YA, kap-
O0amug mapku YJIA. 10.0 © conu Hukens ObUIO pac-
TBOpeHO B 300 MJI JUCTUILIMPOBAHHON BOJBI B CTaKa-
He oOobemMoMm 500 mi. K momyuuBiiemycst pactBopy
Op10 moGaBneHo 2.1 r kapbammma. Cmech mepeme-
IIMBalM A0 TOJHOTO PacTBOpeHHs TBEpAOH (asbl.
[Tomy4ueHHBINH pacTBOp OB MOABEPKEH BO3ICHCTBHIO
MHUKPOBOJIHOBOTO H37yueHHs: MomHocTeio 800 Br
JI0 TIOJTHOTO HCapeHus KUAKoH ¢asbl. [TomydeHHbIH
OKCHJT OBUT TPOMBIT JUCTUIUIMPOBAHHOW BOIOH H ITPO-
CylleH B CYWMJIBHOM IIKaQy TpU TeMIepaType
140 °C B Teuenue 4 4.
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Puc. 1. udppakrorpaMma CHHTE3MPOBAHHOTO OKCHJA
HUKEIS

Omnpenesienus: Ga3oBoro cocrasa

s onpeneneHust pazoBOro COCTaBa MCCIEAYEMO-
To TOpOIIKa OBUT BBHITIOJHEH PEHTreHO(a30BBIN aHa-
M3 ¢ moMousio audpakromerpa Bruker "D2 Phaser"
(CuK,-m3nyuenue, 4 = 1.5414 A). dudpaxkunonnsie
MaKCHUMyMbl Ha PEHTI€HOIpaMMax ObUIM HIACHTU(U-
UPOBAHBI C MCIOJIb30BaHHEM 0a3bl TUPPAKIIHOHHBIX
nauueix "Powder Diffraction File" (PDF).

Onpenesenue (popMbl M Pa3MepPoOB YACTHIL

Jlnst onpeneneHus GOPMBI YaCTHII U UX Pa3MEpPOB
ObUIM MONy4eHbl MUKpodoTorpaduu obpasua. [lepen
aHaJIM30M TIPOOBI MOPOIIOK OKCHIAa HHWKeIs OBII Ha-
HECeH Ha YIJIEePOAHBIH CKoTd. Mukpodortorpadun
OBUTM TIONYyYEHBI C TOMOIIBI0 Tpubopa Hitachi
S3400N SEM.

Pacnipenesienne yacTHil o pa3Mepam

Pacnipenenenue vactuil mo pasmepam ObLIO Ompe-
JIEJICHO ¢ TIOMOIIIBIO JIA3EPHOTO aHaIM3aTopa pa3Mepa
gactun, Mastersizer 3000. [ducnepcust 0.2 T okcuua
HUKEJsI B 5 MJI BOJIbI ObLIa TIOMEIICHA B SYCUKY JIHC-
nepraropa. 3aTeM Ipu MOCTOSHHOM MEPEMEIINBAHUN,
00eCcreunBaroIeM HEePEPhIBHBIA MOTOK 00pa3iia ue-
pe3 ONTHYECKYI0 KIOBETY, OBLJIO IMPOBEICHO AECATH
MOCJICIOBATENbHBIX U3MEPEHUN C HAKOIICHHUEM JIaH-
HEIX 10 10 ¢ kaxmoe. [lomydeHHbBIE pe3yIbTaThl OBLITH
YCPEIHEHBI.

HN3mepeHue yaeJbpHOI OBEPXHOCTH

VY nenpHas OBEPXHOCTH 00pasia OblIa ompeneneHa
¢ momornkio mpudopa ASAP 2020 MP. Ob6pazent nera-
supoBaiicst 12 4 npu 250 °C mox BakyyMoM, 3aTeM ObLI
TIOMEIIEH B JII0ap C XKUAKAM a30TOM, TJE HCCIe0Ba-
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Puc. 2. Mukpodororpaduu oopasua NiO.
a — kpynHas ¢paxuus; 6 — menkas Gpakius

Jack ancopOmms asota mpu Temmeparype 77 K. U3 mo-
JYYCHHBIX W30TEPM aJICOPOLMH—IecopOIi a30Ta Me-
togom bOT [14] Obia paccumraHa yaeibHas IOBEPX-
HocTh oOpasua. [To metony BJAX (MeToxn, npemnoxeH-
HbeI bapperom, [[xoitrepom u Xamenmowt (BJH —
Barrett, Joyner u Halenda) [15]) Obun paccuuTansl
pasMepsl u 00bEM TTOP.

PE3YJBTATHBI U OBCYKIEHUE

Cunte3 okcuga Ni(Il) Obm mpoBeneH myTem pas-
JIO)KEHHsI BOAHOTO pacTBopa HuTpara Hukens (II)
B NPUCYTCTBHU KapOaMujia TOJ BO3JICHCTBHEM MHK-
POBOJTHOBOTO M3iyueHHs. Ha maHHBI MOMEHT mpen-
HOJIaraeTcsi, 4TO TPOIECC MPOXOAWUT B JIBE CTAHU.
Ha mepBo#i craguu u3 HCXOIHOTO pacTBOpa obpasyeT-
csl 3071, B KOTOPOM Ha BTOPOH CTaIMH MHKPOBOJIHO-
BBIM M3IYyYEHHEM HHUIUHUPYETCS CaMopaclpocTpa-
HSIOLIASACS PEAaKLUsl, COMPOBOXKAAIOIIANACS €ro pasiio-
JKEHHEM JI0 00pa30BaHUs TBEPLOTO NPOLYKTa

Ni(NO;),+(NH,),CO—NiO+NOx1+H,O1+CO,1.

OO0pa3oBaHme OKCHIa HHKENS COIPOBOXKIACTCS

BBIJICJICHHEM OOJBIIOTO KOJIMYECTBA Ta3000pa3HbIX
MPOAYKTOB, OAHAKO YCTAaHOBHUTh MX TOYHBIN KadyecT-
BEHHBIM ¥ KOJMYECTBEHHBIM COCTAB HE IPEACTaBIISCT-
Cs1 BOBMOXKHBIM U3-3a OOJIBIIIOTO BBLAETCHHS Teria Ha
NOCIIeHEeH CTaauu cHUHTe3a. B pesynbrare cuHTE3a
00pa3yloTcs HaHOYACTUIIBI, KOTOPbIE arperupyroTr 10
CcyOMUKPOHHBIX 1 MUKPOHHBIX Pa3MEpOB.
Jns onpenenenust Gpa3oBOro cocraBa CHHTE3MPOBaH-
HOTO OKCHJIa OBUT BBITOJTHEH PEHTTEeHO(A30BEIN aHa-
mu3. Judpakrorpamma mpencraBieHa Ha puc. 1.
U3 cpaBHeHuss aupakTorpaMm HCCIeIyeMoro o0-
pasua ¢ gamHbeIME 0a3el Powder Diffraction File
(PDF) cnenyet, 94T0 CMHTE3MpPOBAHHBIN MpemnapaT co-
otBeTcTBYeT (pase oxcuma Hukens (II). Ymmpenue
MUKOB Ha IU(pPAKTOrpaMMe MOXET CBHIETEIbCTBO-
BaTh O HAJMYMU OOJBIIOTO KOJMYECTBA HAaHOpa3Mep-
HBIX YaCTHII B TIOJy4EeHHOM 0Opasiie.

MeronoM CKaHMpYIOUIEH 3JIEKTPOHHONH MUKpPO-
CKONMH OBUIH TONTydeHbl MUKpodoTorpadun odpasna
NiO anst onpenenenust GOpMBI HACTHIL M UX Pa3MEPOB.
[Tomyuennsie Qortorpadun mpeacraBieHs HA puc. 2.
IIo naHHBIM CKAHMPYIOLIEH 3IEKTPOHHON MHKPOCKO-
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MUY MOXKHO CJIENIAaTh BBIBOJ, YTO MOJYYCHHBIC YaCTH-
Bl SBISIOTCS c(DepUYECKUMHU arperaTamu, COCTOS-
HIMMU M3 YacTHUIl MEHBIIUX pa3MepoB. Arperaius
YaCTHII, 110 BCEH BUIUMOCTH, 00yCIIOBJICHA BO3ACHCT-
BHEM BBICOKHX TEMIepaTyp Ha 3aKIIOYUTEIHHOMN cTa-
JIUY CUHTE3A.

Jlnst Goyiee TOYHOTO HCCIIENOBaHHsS paclpesieiieHHi
YacTHII TI0 pazMepaM ObLT UCIIOIb30BaH METOJ JIa3epHON
mudpakiuu  [16]. Mertox ocHoBaH Ha 3ddekre
OTPaKCHUS W MPEIOMICHUS C(HOKYCHPOBAHHOTO
Ja3epHOro IMy4YKa OT YacTHL, MPOIYCKAaeMBIX 4Yepes
ktoBeTy. [lonydeHHbIe CHUrHaibl 00padaTHIBAIOTCS IO
Teopur MHU C y4eTOM TEOPHH SKBHBAJICHTHOU cepbl
[17]. Tlocne maTemaTudeckoi OOpabOTKH CHUTHAIIBI,
OTPaXCHHBIC HAa KaX[bIi W3 JACTEKTOPOB, KOP-
PENUPYIOTCSL C ONpENeICHHBIMA pa3MepaMy YacTHll.
B pesynbrate mpoBOAMTCS pacyeT KOJMYESCTBEHHOTO
1 00BEMHOTO paclpeNeieHui YacTull 1Mo pa3Mepam.
O0BeMHOE pacnpe/ieNicHHe JeMOHCTPUPYET CPeIHHIMA
o0beM vacTul B oOpasue. Oxnako Gonee umHpOpMa-
TUBHBIM SIBIISIETCS KOJIMYECTBEHHOE paclpeielicHue,
XapaKkTepu3yloliee KOJIMYECTBO YaCTHIl OIpeesicH-
HOT'O JIMaMeTpa, MPOUICIIINX Yepe3 U3MEPHUTEIHHYIO
KIOBETY, TIOCKOJIbKY Jlaske HeOOJNbIIast J0Msl KPYIMHBIX
YacTHIl B 00pa3lie MOXKET CHJIBHO MOBJIHMATH Ha 00B-
emHoe pacnpenenenue. Oba pacnpeselcHUsT OJuHA-
KOBO MOTYT OBITh HCIOJB30BaHBI Uil XapaKTepu3a-
UM HCCIIeyeMOTo oOpasna. Pe3ynbraThl u3MepeHuit
pa3Mepa 4acTull IpeACTaBICHbl Ha pHUC. 3 U B TalOH-
ne. Kak mokazaHo Ha juarpamme o0bEMHOTO pacrpe-
nenenust (puc. 3, kpuBas A), B OCHOBHOM B 00pasiie
coneprkatcs gacTuilsl pazmepamu oT 100 aM 10 1 MKM,
OJTHAKO TIPUCYTCTBYIOT M arperatbl pamepamu 00Jb-
mre 1 MmxM. B T0 jxe Bpemsi, Kak poJIeMOHCTPHPOBAHO
Ha JMarpaMMe KOJIMYECTBEHHOTO pacIpe/elicHHs
(puc. 3, xpuBas b), uncno Takux arperatoB B obpasie
HACTOJIFKO Mallo, YTO COM3MEPUMO C MOTPEUTHOCTHIO
n3MepeHuii npubdopa.

st onpeneneHust yAEIbHOW MOBEPXHOCTH 00pas-
na okcunaa Hukens (1) Obpur ucnonms3oBan metox BOT.

Cpennue pasmepsl yactuil NiO

I1. JI. KOJJOHUIIKHA, B. 3. IIYCTOB, U. A. MO3I'VIIIMH, E. I1. TIOJ{OJIbCKA S
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Puc. 3. luarpammsl pacrpeaeneHus YacTHUIl OKCH-
I1a HUKenss: A — o0bemMHoe, b — KonMuecTBEHHOE

Meton Obum mpemiokeH bproHayspoMm, OmmeToM
n TemnepoM. OH ocHOBaH Ha afcopOIMHU a30Ta MpHU
temneparype 77 K na uccnegyemom obpasie. Bxirro-
qasg B ce0s psAl AOMYLICHHH, yCTaHABIMBAIOLINX MU-
HUMAJIBHYI0 TIOTpenrHoCTh Ha ypoBHe 10 %, meron
BCE K€ SIBJISETCSI CAMBIM TOYHBIM U ILUPOKO PACHpO-
crpaneHHbM. CormacHo knaccudukanuu HMIOITAK,
rmoJTydeHHasi n3oTepma aacopOiuu (puc. 4, a) Bcuen-
CTBHE HAJMUMUs TETIU TUCTepe3nca U rneperuda B 00-
JIACTH HU3KHMX OTHOCHUTENBHBIX JABJICHUH XapaKTepHa
Uil aAcopOLMM a30Ta ME30MOPUCTBIM TBEPABIM Te-
soM. s yTouHEeHNsT 06beMa TIop M BX Pa3MepoB ObLI
npumeneH meron bJIX. Merox mo3ponsieT u3 IONYy-
YEeHHBIX H30TEPM aACcopOmmMu—aecoponnu paccuu-
TaTh 00BEM U pa3Mmep Hop B oOpasie. Yare Bcero 3to
MPUMEHSIETCS JJIsl OTIPE/IeICHHs IOP OKCHIHBIX MaTe-
pHaoB.

% D,, MKkM D,,, MKM
90 13.2 0.336
50 0.340 0.214
10 0.201 0.149
3nmecs D, — pasmep uactu, 3aHuMaronmx 90, 50 wm 10 % obvema cmecu; D, —pa3Mepbl YacTHII, IPEICTaB-

JIAIOIMUX T€ K€ MPOLUECHTHBIC YaCTU KOJIMYECTBA YaCTHUL] B CMECH.
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Puc. 4. Uzotepma ancopOrum—/iaecopOruu a3oTta (a) u pacmpesencHue nop mo pasmepam (metoa BJIX) (0)

Ha npencraBnennom pucyske (puc. 4, b) mokazano
pacnpenenenue nop no pazmepam. Ilupoxoe pacmpe-
JeJICHUE TIOp 110 pa3MepaM MOKET CBUAETEILCTBOBATD
00 arperanun yactun. OgHAKO paCC‘{I/ITaHHBII/I 00BeM
op pasmepamu 5—11 um pasen 410 cm’/r, 4TO sIB-
JISIeTCS TIOJIOBUHOM 001ero odbema mop B 06pasue
PacchTaHHoe 3HaueHue obmiero oobeMa mop cocra-
BII0 81077 M/, y/ienbHAs MOBEPXHOCTH 3 1+3 M7/r.

3AK/IIOYEHUE

B xone pabothl ObuTa 0TpabOTaHa METOAMKA CHH-
Te3a okcuma Hukens (II) mMeromoM MHKPOBOIHOBOH
nexomnosuiui. CocTtaB MolydyeHHOro oOpasua mMmo/l-
TBepxkAeH MeTogoM POA. Merogom COM nonyyeHsl
MUKpodoTorpaduu obpasiua, noxaspBaromue chepu-
YecKyro (opMy HacTHIl, BOZMOKHOE HAJIWYHE arpera-
TOB B MPOJAYKTE U HAHOPA3MEPHOCTh UCCIIEIOBAHHBIX
yacTHll. MeTosoM Ja3epHON Au(pakiuy H3MEepeHBI
pasmepsl arperatoB NiO. MccnemoBaHue mokasaio,
YTO OCHOBHOW 00BbeM 00paslia, 3aHMMAIOT arperatsl
pa3MepaMu 0OJbIlle MUKPOHA, 8 OCHOBHOE KOJIHYECT-
BO YacTHIl B NpoOe, HECMOTpS Ha 3TO, pa3MepamMu
Menbine 200 am. Metogom BT Opina moydeHa nzo-
TepMa ajgcopounu—iuaecopOruu azora. Meromom BJIX
OBUTH BBIYUCIICHBI 00BEM W pa3Mephl MOp, TMOIYyYEeHO
pacmpesenieHre TOp MO pa3Mepam. PacchTaHHaa
yIeNbHAast TIOBEPXHOCTh cocTaBma 3143 M/r.

HccrnenoBanns TpOBEAEHBI C HCIOJNB30BaHUEM
o0opynoBaHMs pecypcHBIX IeHTpoB HayuHoro mapka
CIIoT'Y "MHHOBalMOHHBIE TEXHOJIOTMM KOMIIO3UT-
HbeIX HaHomarepuanoB", "'eomonens" u "PeHTreHo-
I(PaKITMOHHBIC METOIBI UCCIICTOBAHUS "

Pabomul svinonnernvt npu noodepacke D@L "Hayuonano-
HAs cucmema XUmudeckou u ouono2uyeckou 6e3onacHocmu
Poccuiickoii @edepayuu (2009-2014 22.)" ®MBA Poccuu no
xkoumpakmy Ne 64/2-12/K om 16.05.2012 "Paspabomka u
oxapaxmepuzayus. Memaii-ap@unnslx copbeHmos Ha oc-
HOBe Pe2YNSPHBIX MYTbIMUMOACKYISAPHBIX HAHOCMPYKMYD,
cooepoicawux mpex- u HemvlpexéayieHmHuvle Memaiiot’.
Ipoexm CII6I'Y Ne 0.37.179.2014.
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MICROWAVE-ASSISTED SYNTHESIS OF NiO PARTICLES,
CHARACTERIZATION ITS SURFACE PROPERTIES
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The work is devoted to the synthesis of NiO particles using microwave synthesis, the study of their structure,
size and definition of their specific surface. It was shown that the synthesis formed spherical particles with aver-
age 51ze of 200 nm. Phase composition corresponds to the oxide of Nickel (II), the specific surface area is
31+3 m?/g and total pore volume — 8-10 cm’/g.

Keywords: microwave-assisted synthesis, nanosized particles, nickel oxide
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