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BJIMSAHUE COCTABA UCXOJHOI'O PACTBOPA
HA MOP®OJIOI'NIO HAHOYACTHUILl OKCUIA HUKEJIA,
MOJYYAEMbBIX METOJAOM MHUPOJIU3A ADPO30JIEN
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MeTo10M NUPOJIH3a 2a3P030J1eii BOTHOTO NIMIIUH-HUTPATHOTO PACTBOPA ObLJIM MOJTY4YeHbI IIOPOLI-
ku NiQ. [IpoBeneHo ncciieoBane Mop(oIoruu HAHOCTPYKTYPHPOBAHHBIX MUKPOchepHIecKUX
YaCTHII OKCH/Ia HUKeJIsI B 3aBHCHMOCTH OT COCTaBa MCXOAHOro pacTBopa. [loka3aHo, 4To JaHHBIM
cnocodom (popmMupyroTes noJibie Mukpocgepbl guamerpom ot 0,5 10 5,0 MKM, CTEHKH KOTOPBIX
COCTOSIT U3 HAHOYACTHUIl pazMepoM nopsiaka 10-20 um. OoHapy:KeHO, YTO 100aBJIeHHe IIIUIMHA
B MCXOIHBI PacTBOP MO3BOJIMJIO 0GUTHCS PABHOMEPHO MOPHUCTOH CTPYKTYpHI MHKpocdep u
3HAYMTEILHO YBEJIUYUTH UX YIeJbHYI0 MOBepXHOCTh. 1o TaHHBIM peHTreHo()a30Boro aHajau3a
Jno0aBiieHHe IJIMIIHHA He BHI3BAJIO 3arpsi3HEHNEe KOHEYHOT0 MPOAYKTA.

KuroueBblie cji0Ba: nuponus aspo3onell, MUKpocgepuieckue HaHouacmuysl, HAHONOPOWKU,

OKCUO HUKeAl, Hanodacmuybl, HAHONOPOUIKU.

Mertoa nonydeHust HAHOMaTEPHAJIOB IyTeM MHPOIN3a
a’po3orieil 00s1a1aeT HeNbIM PSAAOM MPEUMYINECTB, Hau-
OoJiee 3HAYMMBIEC M3 KOTOPBIX: BBICOKAS TIPOU3BOUTEb-
HOCTb, 0c00ast YMCTOTa KOHEYHOTO MPOIYKTa, BO3MOXK-
HOCTh KOHTPOJISI MOP(OJIOTHH U MaJible SHEPro3aTpaThl.
KoHeuHble MPOAYKTHI, MOTYYEHHBIE ITUM METOJO0M, 00-
Jaal0T PAJOM YHUKAJIBHBIX CBOMCTB, KOTOPbIE HAXOMISAT
IIMPOKOE MPUMEHEHHE B Pa3HbIX O0JACTAX, TaKWX, Kak
KaTayius, Xxpomarorpadus, KOCMETOIOT U, OJTyYeHHE Ha-
HOJIHUTENEH, a TaKKe U3TOTOBJIEHHE TUTMEHTOB U (hOTO-
JIOMHUHECIIEHTHBIX MaTepualioB [ 1, 2]. B wactHoctn, NiO
MPUMEHSIOT TIPY CO3JJaHUH T'a30BbIX CEHCOPOB U 3JIEMEH-
TOB nutaHus [3].

CymiecTByeT crioco0 co3/1aHHs HAHOYACTHIL TIOPUCTOM
CTPYKTYpPbl METOJIOM IUPOJIM3a a3P030JI€i, KOTOPBIA 3a-
KJIIO4aeTcsl B JOOABICHUU B COCTaB MCXOAHOTO PACTBO-
pa Heopranudeckux cosieid. OHaKo A7l MOCIIEAYIOUIETO
WX YIIAJICHUS U IOCTHKEHHST HE0O0X0MuMon Mopdoioruu
KOHEYHOTO TPOAYKTa TpeOyeTcs BKIIOYEHHE B MPOLECC
CHUHTE3a JOIOJHUTEIHHONW ONepanuy, Hampumep Ipo-
MBIBKH [4].

Jns ycTpaHeHus CTaJdud TPOMBIBKM TP CHHTE3E
OBUIO TIPEUIOKEHO HCIOJIB30BaTh BMECTO HEOpraHude-
CKHX COJIell opraHnueckue coequHeHus. OHU HEe BHOCAT
3arps3HEHUH, JIETKO OKHUCIISIOTCS U YIAJISIFOTCS B POLIEC-
ce nuposmusa. Cunraercs, yro amunHas (—NH,) u xap-
6okcuinbHas (—COQ) rpynnbsl 00pa3yloT KOMILIEKC C HO-
HaMH MeTaJlla, YTO MPEeJOTBPAIAET CErperamuio KpyI-
HBIX arperaroB YacTUI[ KOHEYHOTO MIPOIYKTa B Impoluecce
nupoiu3a [5]. B kauecTBe Takux COEIMHEHHH MOXKHO

WCTIOJIb30BaTh TIIMIUH, TUMOHHYIO KHUCIIOTY, MOYEBUHY U
ap.

B npeapiaymeli Hammeit padote [6] MeTogom nuponuza
ObUIM TIOJTYYEHBI [T0JIbIe HAHOCTPYKTYPHBIE MUKPOC(EPHI
okcusioB HUKes pasmepoM 0,5-5,0 mxm. Iens mannoi
paboThI — MONy4YeHHEe HAHOYACTHIL OKCHJIA HUKEJS OJTHO-
CTaJAUAHBIM METOJOM MHUPOJIN3a a3p030Jiell BOJHOIO
pacTBopa HUTpara HUKENs ¢ J00aBKOW aMHUHOKHCIOTHI
W U3y4YeHHE BIUSHHS COCTaBa MCXOIHOTO PacTBOpa Ha
MOP(hOJIOTHIO TIOTyYaeMbIX 4acTull. B kadecTBe aMHUHO-
KHCJIOTBI OBIJT UCTIONB30BaH IJIMIIMH 10 TIPUYHHE €r0 JI0-
CTYITHOCTH U HEBBICOKOM CTOMMOCTH.

MarepuaJibl 1 METOAbI

B kadecTtBe MCXOAHOTO Marepuaia Ajsl MONYyYEHUs
MOPOIIKOB OKCHJIa HUKENsI MCIOJIh30BAIN BOAHBIA pac-
TBOP COJIM HUTpaTa HUKENs («4.J.2.») ¥ TIUIUH («94.%).
Hurpar nukens Ob6u1 BEIOpaH MOTOMY, UTO OH pasjiaraercs
IPU OTHOCUTEIIHLHO HEBBICOKHX TemrepaTypax (56,5°C) u
MIPHU UCIIOJIB30BAHUN METOJIa TTHPOJIN3a YIBTPa3ByKOBBIX
a’p0o30J1ei 00pa3yIOTCs YaCTUIILI OKCHIA HUKEIIS C TIOJION
MuKpocdepoii [6, 7]. B pabdore [3] moka3aHo, 4To HAUTpaAr
HUKeJIs 0051agaeT O0JbIION pacTBOPUMOCTBIO B BoZE (Ha-
MpHUMeEp, 10 CPABHEHHIO C XJIOPUAOM M (POPMUATOM HHU-
KeJisl), © MOJKHO TPEIOJIOKHUT, YTO 3TO CYLIECTBEHHO
BiMsieT Ha (hopMuUpoBaHUe OoJiee MEJIKMX YacTHI] KOHEY-
HOTO IPOJIYKTa.

YcranoBKa A5 TOTYUYSHHSI HAHOCTPYKTYPHBIX MUKPO-
chep METoIOM MUPONTH3a adPO30JIeH COCTOUT U3 YIBTPa-
3BYKOBBIX T'€HEPAaTOPOB, LIMJIMHIPUYECKOTO KBapILIEBOTO
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peakTopa (anuHa 510 MM, BHYTpeHHUH auameTp 28 Mm),
(GunbTpyIOIIero dIeMeHTa U BaKyyMHOTo Hacoca. Pac-
CTOSIHME OT IIOBEPXHOCTU PacTBOpa A0 YJIbTPa3ByKOBOIO
n3nyyarenst coctasisieT 20 MM M NOAJAEPKUBACTCS ITy-
TeM J03UPOBAHHOW ITO/Ia4M UCXOMHOTO pacTBopa. Obpa-
3YIOIIMNCS TIOf IEHCTBUEM YIBTPA3BYKOBBIX KOJICOaHU
«TyMaH» IOTOKOM BO3[lyXa, CO3JaBacMbIM BaKyyMHBIM
HACOCOM, CO CKOPOCTBIO 2 JI/MHH MEepPeHOCUTCS B pabdo-
YyI0 30HYy peakTopa Tpyouaroii neuu. Temneparypa neuu
nocrosinHa u coctapisaer 1000°C. st momydeHus a’po-
30JIell U3 pacTBOpa UCIOJIb30BAJIU YJIbTPA3ByKOBBIE IIbe-
30KePaMHUYECKUE M3ITydaTelld ¢ pabodel 4acTOTOH OKOJIO
1,2 MI'n. Cpeanuii AuaMeTp MojlydyaeMbIX TaKHUM 0Opa-
30M Kaneyb cocTapisieT 2+1 MM [3, 6].

Jns cunte3a HanouacTHll ucronb3oBamu 10%-i (mo
BECy) pacTBOp coiid HUTpara Hukens. K momyueHHOMY
pacTBOpy N0OABISUTM HEOOXOIMMOE KOJMYECTBO TIIHIIN-
Ha, KOTOPOE PacCYUTHIBAIN MO ypaBHEHHIO (1):

Ni(NO,), + (%CD)CHzNHZCOZH +§(CD— 1)0, -

25

r r) r
>Jr(z—;cp)co; +?¢H20( +(5/90+ 1Ny, (1)

.
— NiO

rae © — cooTHoUIeHHEe MUIMHA U okuciutens (@ = 1
03HAYaeT, YTO JJIsi OKHCICHHsI HCXOJHOW CMECH He Tpe-
oyercs armocdepHoro kucnopona, @ >1 (<1) oznauaer,
9YTO HaOMIOmaeTcss U30BITOK (HEAOCTATOK) IIMIMHA. MBI
paccMarpuBaiy ciydau co 3HaueHusiMu O, paBHbiMu 0,2;
0,5; 1,0 u 1,6. Bo Bcex cimydasx Bce TEXHOJOTHUECKUE
napamMeTphbl CHHTE3a ObUIN MOJIHOCTBIO HICHTUYHBL.

YIenbHYI0 MOBEPXHOCTS (S,) MOMYYCHHBIX 00pasIoB
mmMepsn o merony bOT HuskoremmeparypHOUl aj-
copbumelt azora Ha aHanuzarope «Nova 1200e» Gupmbl
«Quantachmme instrumentsy. HpI/I pacdere caeiaaHo J0-
MyIeHne, 9to GopMa BCeX yacTHil Oim3Ka K chepuue-
CKOH, OLEHKY cpenHero 3((eKTUBHOIO pa3Mepa YacTHIL
(Dcp) npoBoawIn 1o popmyie (2):

D,, = 6/(p-S,,). )

Mopdonoruio u CTpyKTypHbIe OCOOCHHOCTH HCCIie-
JlyeMbIX MaTepHalioB M3y4alld C TMOMOIIbI0 CKaHUPYIO-
IIETO AIIEKTPOHHOTO MuKpockona «Hitachi TM 1000» n
MIPOCBEUMBAIOLIETO MIEKTPOHHOTO MHUKpockona «JEOL
JEM 1400». Penrenoda3oBblii aHaan3 MOJTYYEHHBIX Ma-
TEepPHUAJIOB MIPOBOAMIIN Ha AU pakToMeTpe «Rigakuy (u3-
nyuenue o-Fe).

HccnenoBanus MOPOIIKa OKCH/IA HUKEIIS, TOTyYeHHO-
ro B paborax [3, 6] MeTogoM nUponau3a, NOKa3aiu, 4To
YaCTHUIBI MTOPOIIKA MPEACTABISIOT MMOJIbIE HAHOCTPYKTY-
pupoBanHbIe MEKpOchepsl pazmepoM ot 0,5 10 5,0 Mxm.

[Tpu sToM TONIIMHA 000JIOYKH MUKpPOC(EpP COCTABISAET
20-100 HM ¥ COCTOUT M3 HAHOYACTHI] Pa3MEPOM IIPUMEP-
HO 10-20 HM.

[Ipennonaraercsi, 4T0 GOPMUPOBAHUE TMOJIBIX YACTHII
MIPOUCXOAMT B MPOLIECCE TOMOTEHHON HyKJICalnH, Koraa
KOHLIEHTPAUsI PACTBOPEHHOTO BEILECTBA HA MOBEPXHO-
CTH Karlld JJOCTUTAeT KPUTHUECKOro nepechienus. [1o-
cJie HyKJIealuy TBEPIbIX YacTHIl UX HAKOIUICHUE TIPOUC-
XOJIUT TOJBKO B TOW YaCTH KaIUIH, T/Ie KOHIIEHTPAIUs pac-
TBOPEHHOI'O BEIIECTBA BHIIIE, YEM PABHOBECHAS! KOHIICH-
Tpauus HacklneHuss. OOpa3zoBaHue MONIBIX MUKPOHHBIX H
CYOMHKpPOHHBIX KaIlellb BO3MOYKHO, €CJIM KOHIICHTPAIIUS
PACTBOPEHHOTO BEIIECTBA B IICHTPE KAIUIM MEHBIIIE, YeM
paBHOBECHAs KOHIIGHTpalus BellecTBa B pactBope. bo-
Jiee TOAPOOHO O (OPMUPOBAHUU W CBOMCTBAX ITOJIBIX
MuKpocdep ckazaHo B padorax [3, §8].

Pesynprar CxaHMpyIOLIEH 3JIEKTPOHHOH MHKPOCKO-
AW TI0Ka3aJ1, 9YTO T0O0ABIEHNE aMIHOKHUCIIOTHI (TITUIINHA)
BIUseT Ha Mopdororuto mukpocdep. [Ipu © = 0,2 06-
pa3yloTcsl YacTHIlbl, UMEIONINE HE3HAYUTEIbHYI0 TIOpH-
crocth (puc. 1, a), npu @ = 0,5 Bo3pacraer HE TOJIBKO
KOJIMYECTBO TOPHUCTHIX MUKpocdep, HO U JHaMeTp OT-
BepCcTHH B 00pasyroummx crenkax (puc. 1, 6). Haubonee
ontumanbHas mMopdonorus Habmonaercs npu O© = 1,
TaK Kak B OTOM cllydae IOJIy4aroTcsl 0ojee paBHOMEp-
HO TopucThie MUKpochepsl (puc. 1, ). Kak mokaszanm
PpEe3yJAbTaThl IPOCBEUUBAIOIICH SJIEKTPOHHOU MUKPOCKO-
WU CTEHKU, (POPMHUPYIOIINE CTPYKTYPY, Takke obnana-
0T BBICOKOM IMOPUCTOCTBIO M COCTOSIT U3 YACTHUI] PA3MEPOM
nopsiaka 10-20 um (puc. 2). IIpenmonaraercs, 4To naib-
Helmiee yBenmdeHne O mpuBoAUT K 00paTHOMY TPOIIECCy:
YMEHBIIIEHHIO TOPUCTOCTH MHUKpocdep, Tak Kak nmpu @ =
1,6 yaCTHIIBI BHOBb CTAHOBSITCS LEIBHBIMU (pHC. 1, 2).

Panee cumranock, 4To (pakTOpOM, ONpEACISIONIIM
(GopMy HaAHOUACTHUI], SBISETCS TOBEPXHOCTHOE HATS-
JKEHHME Karesb, 00pas3yIoluXcsl TOjA JCHCTBHEM Yilb-
Tpa3ByKOBOW 0OpaOOTKH HMCXOMHOro pacTBopa [6]. Inu-
[IUH — TOBEPXHOCTHO-WHAKTUBHOE BEIECTBO, KOTOPOE
HE3HAYUTEIIbHO TIOBBIMIAET MOBEPXHOCTHOE HATSIKCHHE
pacTBOpHTEIIs, CIEJOBaTEeNIbHO, €ro J00aBJIIEHUE B HC-
XOIIHBI PAcTBOP OKa3blBACT HE3HAYMTEIHHOE BIHUSHHE
Ha GopMy chepruecKHx YacTHI] KOHEYHOTO MPOIYKTa.
OnHaKo B pe3ynbTare pacraja MIUIIHA B PeakTope Medn
BO BpeMsl MHUPOJIN3a BBIAEISAETCS OOJIBIIOE KOIMYECTBO
ra3o000pa3HbIX MPOIYKTOB, CIIOCOOCTBYIOMIMX 00pazoBa-
HUIO ITopucToit Mmopdosoruu chep [5].

JaHHBIE 110 HW3MEPEHUIO0 YAEJIBbHOW IOBEPXHOCTH
MpecTaBIeHbI B Ta0muIle. [1o momydeHHbIM pe3yabraTam
paccuuTaH CpelHUN pa3Mep YacTUIl B MPEIIOIOKECHUH,
YTO BCE YaCTUIBI UMEIT cdepuyeckyro ¢opmy. Pac-
YeT CpPEeHEro pa3Mepa YacTHIl MPOBOAUIHN 10 (Gopmyrie
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Puc. 1. CIM-N300pKEHUS YaCTUL NIU, TTOJYYEHHBIX METOAOM MHPOJIU3a adpO30JIeH BOIHOTO
DIMLUH-HATPATHOTO PAcTBOPA HUTpaTa HUKes, npu 3HadeHusx ®: a —0,2;6-0,5;6—1,0;2— 1,6

Puc. 2. II9M — uzobpaxenue cteHok yactul] NiO, MOTy4eHHBIX Me-
TOZOM MHUPOJIH3a a3po30j1el BOAHOTO IIMIUH-HUTPATHOTO PacTBOpa
HuTpara Hukess npu O = 1

(2). IInoTHOCTH OKCHJIA HUKENS cocTaBisiia 6,83 r/eM’.
W3 npuBeaeHHBIX NaHHBIX BUIHO, YTO 110 MEpE YBEJM-
yeHus O 3HaYCHUE YAENBHON MOBEPXHOCTH BO3PAacTacT
u Jocturaer Makcumyma npu @ = 1, npu nansHeieM
yBenuueHnn O ynenbHas MOBEPXHOCTh YMEHBIIAeTCs.
Bo3MoxHOM TPUYMHOM TAKOTO U3MEHEHUS MOXKET MOCITY-
JKUThH BBI3BAHHOE JJOOABICHNEM IITUIMHA ()OPMUPOBAHUE

MOPUCTON CTPYKTYpHI, HaOlltonaeMoe Ha TPUBEICHHBIX
CHUMKAaX JIEKTPOHHON MHUKpOCKOIUH (puc. 1).

3HaueHust yI[eJ'lLHOﬁ MOBEPXHOCTH MOJTYYE€HHBIX 06[)33[[03

e
®=0,0 36+4 2444

®=0,2 38+4 23+4

=05 42+5 2144

d=1,0 184+12 541

d=1,6 38+4 2344

[TpoBeneH peHTreHO(a30BbIi aHATHM3 MOPOIIKOB OKCH-
Ja HuKens 0e3 100aBleHHs IMIUHA U ¢ MaKCUMaJIbHBIM
B IIPEJICTaBICHHBIX 00pa3iax ero cojaepkanueM (mpu O =
1,6). Ilo pesynbraram, MpeACTaBICHHBIM Ha PUC. 3, BHUI-
HO, 4TO AU(PAaKTOrpaMMBI COBIIAIAIOT, B 000MX 00pasmax
00HapyKEHO TPUCYTCTBUE TOJIBKO OAHOM (ha3bl — OKCHAA
nukens (NiO, cF8, B1). O6nacTbh KOrepeHTHOTO paccessHus
yBEJIWYMIACh He3HaunTeNnbHo ¢ 13 10 15 am. Ha ocHoBa-
HUH 3TUX JAHHBIX MOKHO CJIEJIaTh BBIBOJ O TOM, YTO B XOJIE
MUPOJIN3a MPOUCXOIUT MOJTHOE CIOpaHHE TIIMIMHA, U €T0
J00aBIeHNE HE BEJET K 3arps3HEHUIO KOHEUHOTO OKCHJIA.
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Puc. 3. ludpaxrorpammsl nopoikoB NiO, MOIy4eHHBIX METOIOM MHPOJIM3a adPO30Jiei BOAHOTO
HUTPATHOTO pacTBopa: @ — 0e3 nobGasneHus runuHa; 6 — npu O = 1,6

Takum 00pa3oM, HCIIONB30BAHME METOJa MHUPOJIHA3a
a’po30JIel BOJHOTO IIHMIIMH-HUTPATHOTO pacTBOpa J1aeT
BO3MOKHOCTB MOJTYYECHHS HAHOCTPYKTYPHBIX MUKpOchep
OKCHUJa HUKEJSl C PAaBHOMEPHOM MOPHUCTOCTHIO U BBHICO-
KOH yZIeJNbHOU MOBEPXHOCTHIO. sl TOCTHIKECHHUSI TAKOU
CTPYKTYpPbI KOJWYECTBO MIIUIIMHA B COCTABE HCXOIHOTO

pacTBopa JIOJHKHO OBITH OJHM3KO K CTEXHOMETPHYECKOMY.
Hcnonp3yemas aMHIHOKHUCIIOTA IOJHOCTBIO BBITOpAaeT Ha
CTaJuH MHUPOJIN3a U HE 3arpsI3HsAET KOHEUHBIN MTPOAYKT.

ABTOPBI BEIpaxaroT O1arogapHocts M.B.TopiiieHkoBY
3a MIOJTy4YEHNE CHUMKOB MaTepHaia ¢ MOMOIIBIO MPOCBE-
YUBAIOLIETO 3JIEKTPOHHOTO MUKPOCKOIIA.
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ITocrynuna B pegaxuumio 20.05.12

EFFECT OF THE INITIAL SOLUTION ON THE MORPHOLOGY OF NICKEL
OXIDE NANOPARTICLES OBTAINED BY SPRAY PYROLYSIS

A.P. Belosludtsev, D.V. Kuznetsov, D.V. Lysov, A.G. Yudin, S.E.Kondakov
(National University of Science and Technology « MISIS»)

NiO powder was synthesized by spray pyrolysis of aerosols of glycine-nitrate aqueous solution.
Influence of initial solution on the morphology of nanostructured microspherical particles of
nickel oxide was studied. It was shown the way of formation of hollow microspheres with the
diameter from 0.5 to 5 pm, which walls consist of 10-20 nm particles. It was found that addition
of glycine in the initial solution allows to achieve uniform porous structure of microspheres
and significantly increase their surface area. The X-ray diffraction shows that glycine did not
contaminate the final product.

Key words: spray pyrolysis, microspherical nanoparticle, nanopowders, nickel oxide,
nanoparticles, nanopowder.
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