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UccriedosaHbl Mpoyecchl rnosyyeHusi cmabusibHbix 0easrioMepuposaHHbIX KOMTOUOHbIX pacmeopoe HaHoYacmuy, OK-
cuda antomuHusi u Ouokcuda mumaHa Ha OCHOBE CyXUX HaHOMOPOWKO8 COOMEemcmeyouux Mamepuasnos, nosy4eHHbIX
MemodoM fla3epHO20 ucnapeHusi u KoHOeHcayuu. Cmabunu3ayus KommouOHbIX pacmeopos C y3KUM pacrpedeneHuem
yacmuy, no pasmepam rpogoousnacb ¢ npuUMeHeHUeM mMemodos yrnbmpa3sykosoli 06pabomku U 8bICOKOCKOPOCMHO20
yeHmpucgbyauposaHusi CycrieH3ul U3 Cyxux ropowkos. PaspabomaHbi u ymeep0eHbl murbl 20Cy0apCmeeHHbIX cmaHOapm-
HbIX 0bpasyoe duamempa HaHo4Yacmuy, KO/I/TIOUOHbIX pacmeopos okcuda amoMuHUs u Ouokcuda mumaHa.

Knroyeesie cnoea: cmaHOapmHblie obpasubl duamempa HaHodacmuuy, HaHOMOPOWKU U KOMTOUOHbIE pacmeophbl
okcuda anoMuHusi, duokcuda mumaHa, Memoo la3epHO20 UCMapeHUsi U KOHOeHcauuu.

The processes of obtaining the stable disaggregated aluminum oxide and titanium oxide nanoparticles colloids based
on these materials dry nanopowders obtained by laser evaporation and condensation method — have been studied. The
stabilization of colloids with a narrow particle size distribution was performed by using the methods of ultrasonic processing
and high speed centrifugation of dry nanopowders suspensions. The types of state certified reference materials of

aluminum oxide and titanium dioxide colloids nanoparticles diameter were developed and certified.

Key words: certified reference materials of nanoparticles diameter, aluminum oxide and titanium dioxide colloids and

nanopowders, laser evaporation and condensation method.

LLinpokoe npvmMeHeHne ynbTpaamnCnepCHbIX MOPOLLKOB OK-
CMOOB METannoB B NPOVM3BOACTBE MHCTPYMEHTarbHbIX U CTPOU-
TenbHbIX MaTepuanoB, KOHCTPYKLUMOHHOW KepaMuKku, onTuyec-
KX NpmbopoB, NakoKpacoYyHbIX MaTepuanos 1 dapmaleBTnyec-
KMX nMpenapaToB ABNSETCS MOLLHBIM MUMMYNbCOM ANsi pasBUTHSA
N YyCOBEPLUEHCTBOBAHUS MeTporornyeckon 6a3bl HaHoMaTepu-
anoB. Heo6xoaMMOCTb B KOHTPOIIE KayecTBa NpoayKuum n obec-
neyeHnyn 6e3onacHOCTU NpU NPOM3BOACTBE, UCMONb30BaHUN,
TPaHCNOPTUPOBKE M YTUNU3aLMN U3AENUA C NMPUMEHEHVEM Ha-
HOTEXHOMOrMA — OCHOBaHWe AN CO3[4aHWs CTaHgapTHbIX 06-
pasuos (CO) Ha ocHoBe HaHOoYacTWL okcuaa anoMuHmus (Al,O5)
n anokenaa tutana (TiO,) [1]. JaHHble HaHoMaTepuarnbl BXoOAaT
B rpynmny LUMPOKO PacnpoCTpaHeHHbIX B HAHOUHAYCTPUM MaTe-
pvanos, B TOM YMCrie MCMOnb3yeMbIX KoMnaHmsmu B Poccuit-
ckon depepauun. Hanpumep, Ana NOBbILLEHWNS N3HOCOCTOMKO-
CTW, TBEPAOCTU, TEPMOCTONKOCTU N XUMUYECKOW MHEPTHOCTU Ke-
paMuKM C KPYMHOKPUCTaNMMYeCcKon CTPYKTYpOW B KadecTBe O0-
6aBOK NpUMeHSIOT crnabo arpermpoBaHHbIE CYCNEH3UN U3 HaHO-
MOPOLLKOB OKCMAa antoMuHMs. OTO NO3BONSET U3roTaBnmnBaTbhb
13 KOMMO3NLMOHHON KepaMUKM BbICOKOMPOYHbIE AeTann Ma-
LUWH, NoABeprawLLMecs NHTEHCUBHOMY BO34encTBMi0 abpasms-
HOro, 3pO3VMOHHOIo 1 yaapHOro xapakrepa [2]. B cBoto ouvepeb,
HaHo4acTuubl TiO, NCMOMBL3YIOT KaK KaTanusatop B COJHLUesa-
LLMTHBIX KPEMaX, ONTMKE, MULLEBBIX 1 MEeYaTHbIX KpacuTensix, con-
HeyHbIx baTapesx [3].

C pasBUTMEM HAyKOEMKMX MPOMbILLIEHHBIX MPeanpuaTum,
paboTa KOTOpbIX OCHOBaHa Ha HaHOTEXHOMNOrusXx, Bo3pacTalT
noTpebHOCTM B METPOMNOrMYeckOM KOHTPOSEe HaHoyacTul Ha
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NPOTSXKEHUN XM3HEHHOTO LMKNA MPOAYKTOB — OT MpPoOM3BOA-
CTBa KA4YE€CTBEHHOIO CbIpbsl A0 BbIXOAa KOHEYHOro n3genus. He-
06X04MMO KOHTPONMPOBaTh AOMYCTMMOE KONMYECTBO HaHOYac-
TUL, B BO3ayxe paboyer 30HbI U B BOOHOW cpeae OTX040B Npouns-
BOACTBA.

B HacTosiiee Bpemsi paspaboTtaHo Heckonbko CO auva-
MeTpa HaHoyacTUL U3 TakMx MaTepuanoB, Kak 3050TO
(MCO 9629—2010), cepebpo (FCO 9967—2011), nonucTupon
(FCO 9442—2009), anokcug kpemuns (MCO 10145—2012).
OaHHble CO ycnewwHo Mcnonb3yT ANs METPOSIOrMYEeCKoro KOH-
Tpons 1M Hag3opa B HaHOTexHonornsx [4—~6].

[nsa panbHenwero pas3suTUs MeTposiornyeckoro obecneve-
HWUS1 HAHOTEXHOMOMNIA AaHHbIX TUMOB MaTepuarnoB TpebyeTcs pas-
paboTka HoBbIx CO. B HacTosilee Bpems Hanbonee BocTpebo-
BaHHbIMK MaTepuanamu ana cosaaHua CO asnsatotca TiO, v
Al,O5, TaK Kak okomno 25 % MMPOBOro MPOU3BOACTBA HaHoYac-
TUL, NPUXOAUTCHA Ha 3TU TUMbl MaTtepuanos [7]. Ana co3gaHus
CO Heobxoammo paspaboTaTb CTabWIbHBIN B TEYEHNE ANnTeNb-
HOro BPEMEHW KOJITOUAHBIN pacTBOpP cheprnyecKkmx HaHO4YacTuL,
MMELLMX Y3KMIA Ananas3oH pa3mepoB. M3BeCcTHO Gonbluoe Ko-
JNINYECTBO XUMUYECKMX U (PUINYECKMX METOAOB MOSyYEHUs Cria-
©0oarnoMepupoBaHHbIX HAHOYACTUL, TiO2 ] AI203, O[lHaKo He Bce
ABNSTCA noaxoaawmmm anga cosganms CO [8, 9]. B yacTHocTw,
MeToAbl MIa3MOXMMUYECKOro CMHTEe3a YacTul obragarT BbICO-
KOV MPOM3BOAUTENbHOCTBIO, SKOHOMUYHOCTBIO U XapaKTepuay-
I0TCS YacTuLamMu HenpaBuIbHOW reomeTpudeckon chopmebl [9].
Haunbonee ontMmanbHbIMM MeTOAAMU MOMYYEHUA HAHOYACTUL
CUMTaOT METOAbI ANEKTPUYECKOro B3pbiBa npososioku (3BI1) [10]
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1 nasepHoro ucnapeHus u kovgercaumm () [11, 12], obnapa-
IoLWMe TakMMu NpenmyLLLecTBaMK, Kak YucToTa, manble pasme-
pbl 1 cchepudeckasn copma vacTuy,. [Npu 3ToM WrpuHa pacnpe-
AEeNeHnst yucrna 4actuy no pasMmepam, nonyvyeHHbIX MeToaoM
JIN, npumepHo Ha 25 % yxe no cpaBHeHUO ¢ MeTogom IBI
[13]. Armomepaumsa MenkmMx YacTul, — eAVHCTBEHHbIN MUHYC ra-
30hasHbIX METOAOB MPOM3BOACTBA HAHOYACTUL, TaK Kak roto-
BOW MpOAyKUMEN SBMSIOTCA CyXUe HaHOMOPOLLIKW.

Llenb HacTosiLeln paboTbl — co3fgaHne CTaburnbHbIX CyCcrneH-
3UI C Y3KUM pacrnpefeneHvemM aearnoMeprvpoBaHHbIX YacTuL
no pasMepam Ha OCHOBE HaHO4acCTUL, MOJSyYEHHbIX METOOOM
JIN, n npoBeaeHve HeOOXOOUMBIX UCMbITAHUIA B LIENSIX YTBEPX-
AEHUsI TUNa Takmx cycneHsun kak CO pguameTpa HaHoYacTul
KonnouaHbIx pactsopos TiO, u AI203. [na goctmkeHus ykasaH-
HOW Llenn npoBefeHbl 3KCNEPUMEHThLI MO NoAbopy onTuMarb-
HbIX YCIOBUIA MPUTOTOBIIEHNSI BOOHOW CYCMEH3UM U3 CYXMX HaHO-
NMOPOLUKOB KOMOWHUPOBaHWEM MPOLECCOB ANUTENBHON ynbTpa-
3BYKOBOW 06paboTKM M BbICOKOCKOPOCTHOIO LIEHTpUYyrMpoBa-
HUS.

Mpubopbl n MeToabl. PeHTreHoha3oBbI aHanM3 UCXOOHbIX
cyxux HaHonopowwkos Al,O5 u TiO, npoBoaunu Ha AudpaxTo-
meTpe D8 DISCOVER B megHOM Koi-M3nyyYeHun ¢ rpacpuToBbIM
MOHOXPOMaTOPOM Ha AudparMpoBaHHOM fyye. Pesyneratbl 06-
pabatbiBanu ¢ ucnonb3oBaHveM nporpammbl TOPAS-3 ¢ puT-
BEMbJOBCKAM anropuTMOM YTOYHEHUSI CTPYKTYPHbIX Napamet-
pOB. YOenbHyt0 NOBEPXHOCTb MCXOAHbIX MOPOLUKOB OKCUMAOB Of-
penensnu HM3KoTeMnepaTypHor copbumert napoB a3oTa B CMe-
cu c renvem no metony bpyHayapa—3mmeTta—Telinopa (B3T)
Ha yctaHoBke Micromeritics TriStar 3000.

YnbrpasBykoByto obpabotky (Y30) BoaHbIX cycneHauin npo-
Bogunu Ha gucnepratope ColePalmer C750 n B ynbTpasByko-
BoM BaHHe Y3B-13/150-TH. LleHTpundyruposaHme cycneHsun
HaHonopoLukoB nocrie Y30 BbINOMHANN C NOMOLLBI LEeHTpUdy-
rm HermleZ383. CpegHuii ruapoanuHaMmMyeckuini auameTp HaHo-
YacTuL 1 UX pacnpefeneHue no pasmepam (reomeTpudeckoe
CTaHOapTHOE OTKIMOHEHME) B BOAHbLIX CYCMEH3UAX U3Mepsinu
MeToaoM AuHammyeckoro paccesiHnst ceeta (OPC) ¢ npumeHe-
HMem aHanusaTtopa aucnepcun Brookhaven ZetaPlus. [nsa met-
pororm4eckon atrtectauuv AnaMeTp HaHo4acTuy 1 aseTa-no-
TeHLUMan pacTBOPOB KOHTPOMMPOBANM C MOMOLLBI U3MEPUTENS
pa3mepoB 4vactuy Malvern Zetasizer Nano. ®opmy, cpegHeuuc-
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Puc. 1. Cxema ycTaHOBKM ANS NPOM3BOACTBA CyXMX MOPOLUKOB METOAOM fa3epHOro

ncnapeHna n KoHaeHcauuu:

1 — nNpvBOA4 MULWIEHW; 2 — MULLEHb; 3 — NcnaputenbHas kamepa; 4 — nuMH3a; 5 — LUKNOoH

NEHHbIN AnamMeTp, pacnpefeneHne YMCreHHOM oM HaHo4vac-
TWL, N0 pasMepamMm muccrefoBany Ha NPOCBEYMBAIOLLEM 3NEKT-
poHHOM mukpockone JEOL JEM 2100. [ins onpeneneHns Bo-
AopoaHoro nokasatens ucnonb3oBany pH-metp S220-Kit Seven
Compact.

UcxopgHble maTepuanbl. MyleHn ans nasepHoro mcnape-
HMSA ObINW U3roTOBIEHbI M3 KPYMHOrO MOPOLLKAa OKCcMaa antomu-
Hus a-Al, O, (Inframat Advanced Materials LLC, CLUA). HaHoro-
powok Al,O4 Gbin Nosy4yeH B HEMPepLIBHOM pexume paboTbl
nasepa npuv cpegHen MmowHocTn nanyydeHusa 990 BT, pacxoge
pabouyero rasa 70 n/MuH. YoenbHas NOBEPXHOCTb HAHOMOPOLL-
Ka coctasnsana 78 m2/r (D|53T =20 HM — anameTp, nepecynTaH-
HbI 13 yOenbHOW NOBEPXHOCTU, onpeaeneHHon metogom B3T);
Nno [AaHHbIM PeHTreHoa3oBOro aHanM3a ero kpucrannuyeckas
¢hasa Ha 100 mac.% coctosana u3 y-Al,O5 ¢ 0bracTblo KorepeH-
THoro paccesiHusa (OKP) 17 Hm, Takke npucyTcTBoBana amopd-
Has cocTaBnsoLas.

MuweHn ana narotosneHns Havonopotika TiO, 6binu cae-
NaHbl U3 KPYMHOro NopoLLKa COOTBETCTBYHOLLErO MaTepuana, no-
nyyeHHoro metogom OBl ¢ yaenbHol noBepxHOCTbio 21 M2/,
dazoBbIi cocTaB MaTepuana: aHataz — 16 mac.% wu pyTun
84 mac.% c OKP cootBetctBeHHO 94 1 145 Hm. [Mpu ucnape-
HUM MaTepuana nasep paboTan B UMMYNbCHOM pexuMe Ha 4a-
ctote 5 kl'y M ¢ gnuTtensHocTbio umnyneca 100 MKc, cpeaHsis
MoLLHocTb mnanyyvenms 380 BT, pacxon pabouyero raza 70 n/muH.
B pesynbrate cuHTesa nonydeH HaHonopolok TiO, ¢ yaenbHou
MOBEPXHOCTbIO 78 M2/r (Dgat = 18 HM), MO AaHHbIM peHTreHoda-
30BOrO aHanmMsa ero Kpuctannuyeckas asa Ha 75 mac. %
cocTosina u3 aHaTasa u Ha 25 mac. % — u3 pytuna ¢ OKP 15 u
11 Hm.

Cxema yCcTaHOBKM A1 NPOU3BOACTBA CyXMX NMOPOLLKOB METO-
aom JIM nokaszaHa Ha puc. 1. B ka4yecTBe UCTOYHMKA fa3epHoro
N3NyYeHnst NCNoNb30Banu BOSIOKOHHbIA UTTepOueBkbIn nasep
JIK1 mowHocTeto 1 KBT 1 annHon BonHbl 1,07 mkm. JlazepHoe
n3nyyeHne hoKycrpoBanoch C MOMOLLbI0 NPOAYyBaeMolr BO3ay-
XOM JMH3bI 4, KOTopasi TakkKe CMyXuna BXOAHbIM OKHOM ucna-
putenbHon kamepsbl 3. NMy4yok B3anmopencTBoBan ¢ Bpallato-
LLeNCs MULLEHBIO 2, Ha NMOBEPXHOCTU KOTOPOW BO3HUKan rasep-
HbIA chaken M3 napoB MuLLEHU. [A30Basi cucTema yCTaHOBKW CO-
cTosina u3 ucnapuTtenbHoOn kamepbl 3 ¢ MpoayBaeMon NMH30M 4,
LUMKNOHa 5 Ang yaaneHus KpynHbIX YacTuL, U OCKOMNKOB MULLIEHM,

ANEKTPUYECKOro 6 N MexaHnyeckoro 7 ounbsTpoB,

Bosgyx ~ BeHTMnaTopa 8. B cnyyvae paﬁom B 3aMKHYTOW ra-

——»  30BOM CUCTEME OYULLEHHbIA OT YacTuL, NMOpOLUKa

ras nogaBancs C NOMOLLbIO BEHTUNSITOpPa Ha BXO[,

ncnapuTenbHOM Kamepbl Yepes nuHay. Mepen no-

8 TNly4YeHneM MopoLLKa ra3oBast cMcTeMa BakyyMUpO-

Banacb 1 3anonHsanacb pabouum razom Tpebye-
MOro COCTaBa W AaBlieHMs.

M3roToBneHue ycTon4YnBbIX cycneH3nn. B Ha-
cTosillee Bpems Hanbonee HageXHbIM Crnocobom
nonyyYeHns aesarperMpoBaHHbIX CYCNeH3uIn okecua-
HbIX MOPOLLKOB SIBASIETCA coyeTaHue AnuTenbHON
Y30 cycneH3um 1 LeHTpudyrnpoBaHusi Npu BbICO-
KX 3HaYEHMUSIX LLEHTPOOEXKHOro yCKopeHus. Takon
cnocob onwucaH B [14].

OTpaboTaHHasi MeToauka NPUroTOBMEHMUS YC-
TOMYMBBIX KOMnouaHbix pacteopos TiO, n Al,Oq
BKIIIOMAET crneytoLme cragum:

NPUroToBNEHME WCXOOHbIX BOAHbIX CyCNeH-

ANS yAaneHns KpyMHbIX YacTUL, U OCKONKOB MULLEHM; 6, 7 — 3MneKTpUYeckuin U mexaHnuec- 3V TiO, n Al,O4 ¢ koHueHTpauuer 10 r/n 8 5 MM

KA pnbTPbl, COOTBETCTBEHHO; 8 — BEHTUNSATOP

pacTBope uuTpaTta HaTpus;
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yneTpassykosas obpabotka cycnexsun Al,O5 1 TiO, B Teve-
Hue 6 4 B Y3-BaHHe 1 B TedeHne 30 MMH C NOMOLLbIO Aucnepra-
TOpa C KOHTPONeM CpedHero pasmepa vactuvu/arperatoB MeTo-
nom OPC (Y30 3akaHuMBanu, Korga CpefHuin pasmep 4acTul
onyckancs o 130 Hm);

LeHTpuchbyrmposaHue cycrieHaun Al,O, Ha ckopoctn 10000 MuH!
(9000g) B TeyeHue 5 MUH; LeHTpUYrMpoBaHue CyCrneH3um
TiO, — 10000 mun~" (5 muH), 3aTem 10000 MuH~" (2 MUH) 1
9000 MuH™" (6 MUH);

[ekaHTauusl 30N OT Ocajka;

onpeferneHne KOHUEeHTpauMmn gesarpermpoBaHHON CyCrneH-
31N U CpeaHero pasmepa B3BELUEHHbIX B XUOKOCTU HaHo4ac-
TUL, OCTaBLUMXCA nocrne LeHTpudyrupoBaHus, metogom OPC.

OnpeaeneHne MeTPONOrM4eCKUX XxapakTepucTuk. [ins at-
TecTaumn paspaboTtaHHbix CO HeobxoaMMOo NpoBecTn nsmepe-
HUSA cpefHero guMameTpa HaHo4dacTuy. o AaHHbIM 3NEeKTPOH-
HOM MWMKPOCKOMWUW HaHOYacTuLbl UMET NPeENMYLLEeCTBEHHO
chepuyeckyto dopmy, NOSTOMY BO3MOXHbI ABa Noaxoaa no npo-
BEAEHWI0 NOAO0OHBIX U3MEPEHWIN: pacyeT cpeaHero apudmeTu-
YecKoro AvameTpa 4acTul, Nno Habopy xapakTepHbIX M3obpaxe-
HWI, NONyYeHHbIX METOLOM NPOCBEYUBAIOLLEN SNEKTPOHHOW MUK-
pockonuu (M3M), 1 onpepeneHue cpegHero rmapoavHammuyec-
KOro gvametpa <D>£lPC no pesynbratam aHanuMsa aBTOKOppe-
NAUNOHHON PYHKLMKN PNYKTYyaLMn MHTEHCUBHOCTN PaccesHHOro
cBeTa B NpeanonioXeHun chepuyHOCT YacTuLl.

MeTogom OPC HenocpeaCTBEHHO MOXHO OnpefenuTb pac-
npegenexHve Yactul, No MHTEHCMBHOCTU CBETOpAcCesiHUs, KOTO-
pas nponopuunoHansHa gvameTtpy yactuy D. B aTtom cny4vae
cpefHvi rMapoaMHaMUYECKUA AnaMeTp BblpaXkaeTcs criefyto-
Len opMyron:

(Dygpc = | D°P(D)dD/ [ D°P(D)dD,

rae P(D) = dN/dD — uucnenHasa gons vactud; dN — dpakumsa
yacTuy ¢ gnameTpamu B ananasoHe ot D go D+dD.

C nomouwbo metoga N3M MOXHO nocTpouTb pacnpegene-
HMe YMcna YacTul, No pasmepy 1 onpeaennTb UX CpeaHun apund-
METUYEeCKUA JuameTp

(Ddnom =] DP(D)dD.

Conoctasum MN3M-pacnpegenexHve yucna vactuy no pas-
mepam n [IPC-pacnpegeneHus 4actul, No MHTEHCUBHOCTU CBe-
TopaccesHns, nepecymTas AaHHble [MTOM-ructorpammel Ha pac-
npepeneHne no MHTEHCUMBHOCTM paccesHus. Bepo-
SITHOCTb WHTEHCWBHOCTM paccesHus Ans dpakuuu s HM

NONAHbIX PacTBOPOB BbIOpaHbl ABe (U3NYECKME BENMUYUHDI
(D)rrom v (D)gpc-

YCTaHOBMNEHNE 3HAYEHUI METPONOTMYECKUX XapaKTepPUCTMK
CO, eauHbIx Ans Bcex 06pasLoB B 04HON NapTum, NPOBOAUIM Ha
3K3eMnnspax, NPOM3BONIbHO OTOOPaHHbIX ANs Lenen aTTecta-
umnn [15]. Ha kaxxgom n3 otobpaHHbix 10 obpasuax Obinv nsme-
peHbl (D)qgy ¥ <D>,£lPC C MOMOLLIb0 aTTECTOBaHHbLIX B COOTBET-
CTBMM CO cTaHgapTom [16] meToauk mamepeHun. [nsa kaxgoro
13 06pasLoB B YCNOBMSAX NOBTOPAEMOCTU BbIny nonyyeHbl n306-
paXeHWs HaHo4acTul, No pe3ynbTataMm 06paboTKM KOTOPbIX
onpegeneH acpdektnBHbin guameTp 2000 yacTuy, n HangeH
(D)pom- ATTecToBaHHbIE (D)5 M <D>nPc onpenensanu kak cpea-
HeB3BeLLeHHbI anameTp no 10 obpasuam (puc. 2). PacueT gen-
CTBUTENbHBIX 3HAYeHWIn aTTecTyeMbix xapaktepucTnk CO n nx
HeonpegeneHHocTen, obycrnoBNeHHbIX METOAOM aTTecTauumu,
npeacraeneHsl B Tabnuue. cTtorpammbl pacnpeneneHunst Ha-
HOYaCTUL, KOMMONOHbLIX PacTBOPOB AI203 n TiO, no auameTpy
onuceblBarTCs OYHKLUMEN norapnmMuieckn-HopmMarnsHoro pac-
npefenexHns, kak 6onbLUMHCTBO MOPOLLKOB, M3rOTOBIIEHHbIX ra-
30(pa3HbIM CUHTE30M:

1 (lnx—lnm)2
exp| -

Y= Tarox 22|

roe m, 6 — napameTpbl N3M-pacnpegeneHus (cM. Tabnuuy).

PaccumTaHHbI cpeaHEeB3BELUEHHbIN MO MHTEHCMBHOCTU CBeE-
TopaccesHWs AgnameTp vacTtuy no AaHHbIM MNMOM-pacnpegene-
HUSA AN HaHo4YacTuL, AI203 coctasnset 32,9 Hm, ana TiO, —
24,0 HM. CpaBHMB aTTeCTOBaHHble 3Ha4YeHns (D)no HaHovac-
™y (Al,O5 — 68,3 Hm, TiO, — 45,3 HM) ¢ nepecynTaHHbIM Aua-
MEeTpOM, 3aMEeTUIN CYLLECTBEHHbIE Pa3nuyus, KOTopble MOryT
ObITb BbI3BaHbl Kak CIioeM MOBEPXHOCTHO-aKTUBHbIX BELLECTB,
Tak 1 HebomnbLUIOW CTeneHbio arrnomepaumn.

UccnepoBaHue ogHOpoAHOCTU U cTabunbHocTU. Heonpe-
OENEeHHOCTb aTTEeCTOBaHHbIX 3HaYeHu xapaktepuctuk CO kon-
nouaHbIx pacteopos HaHo4acTuy Al,O5 n TiO,, 06ycnosneHHyo
HEeOOHOPOAHOCTLIO, ONPeAensany corfnacHo pekomeHgaumm [17].
[na atoro ot Bcen macchl matepuana CO cny4vanHbiM 06pas3om
oTbupanun B amnynsl 10 npo6 o6bemom 3 Mn, COOTBETCTBY!IO-
wmm obbemy amnynbl. 3 kaxgon amnynel otéupanu 3 npobbl
no 1 Mn u gBa pasa nsmMepsanv avameTp (D)£lF>C HaHo4acTuL B
Kaxxgoun npobe. [anee oueHvBanu gucnepcuv HeOgHOPOLHOC-
TV B npegenax ogHoro ak3emnnspa CO n Bcert naptum CO (no
pa3HbiM obpasuam) U cTaHAapTHOE OTKIIOHEHWe MOBTOPSiIEMO-
CTu pesynbrata. Ha ocHoBe MOMy4YeHHbIX 3HAYEHWI OLeHMBanu

D, Hm

4acTuL, CO CpeaHUM pa3mepoM D, U3MepeHHbIM Me- 75
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OpHako nepecuuTaHHbIn 13 M3M-pacnpenene-
HUS (D)) MOXET He COOTBETCTBOBATbL <D>,£lPC’ Tak
KaK He yu4nTbiBaeT TOMLMHY Crosi NOBEPXHOCTHO-aK-
TMBHbIX BELLIECTB U CONMbBATHON 060M0OYKM, arperaumio
yacTuy B XnakocTu. [1oaToMy B KayecTBe MeTpPOoru-
YECKMX XapakTepuUCTUK AMaMeTpa HaHo4acTul, Kon-
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Puc. 2. 3aBMCMMOCTI aTTECTOBaHHbIX 3HaueHn AuameTpos (D)ppc (1) 1 (D)pay (2)
HaHo4acTUL KonnouaHeix pacteopos Al,O4 (a) n TiO, (6) no 10 obpasuam napTum
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Pe3yl1bTaTbl MUcnbITaHUA naptumn Ne 1 Cco AvnamMeTpa HaHo4YacTUul KOMJTOUAHbIX pacTBOpPOB

CTaH,El,apTHaFl HeonpeaeneHHoCTb ﬂ.OI'IOJ'IHVITeﬂbeIe XapakTepucTukn
AtTecTyemasn | 3HayeHve, Mai
co pameTpbl re .
XapakTtepuc- HM Mertopg HeopgHo- | Hectabunb- | Cymmap- M3M - KoHueHTpa- e;.gi;‘:;i?eoe noEeasLTl,:an pH
™mka aTTecTaLum | poAHOCTb HOCTb Hasi pacnpenene- uus, r/n OTKHOHEHME wB
HUs

rco Dpom 16,1 1,3 0,3 0,5 1,4 =037
Al,O,—ML| N 1‘5 . 8,4 1,39 -37,7 8,6
POCHAHO Dppc 68,3 2,7 0.3 1,3 30 | Mo M
rco Dpom 14,3 1,1 0,5 0,5 1,3 - 033
Tio,—ML| ° 1‘3 5 7.7 1,38 -41,8 7,9
POCHAHO Dppc 453 1,8 0.5 1.5 24 | MlSenV

CTaHOapTHbIe OTKIIOHEHUs, XapakTepu3ylLlime HeoaHopoa-
HOCTb MO MapTUM B LIENOM M B npefenax ogHOro aksemnnspa
CO (cm. Tabnuuy).

HeonpeneneHHOCTb aTTECTOBaHHbLIX 3HAYEHWI XapaKTepu-
CTUK KOMIOMAHbLIX pacTBopoB HaHodactuy Al,O5 n TiO,, obyc-
NOBIEHHYO HeCcTabunbHOCTLI0O 06pa3yoB, HaxoauNM crnocobom
N30XPOHHOro uccrnepgoBaHus ctabunbHoctn [18]. Mpu onpege-
nexHum crabuneHoct CO oueHMBanu yCcToMYMBOCTb KOMnoua-
HbIX PacTBOPOB MO OTHOLLUEHWIO K arperauyu HaHo4acTuL, MeTo-
[OM «YCKOPEHHOrO CTapeHusi»: B HECKOMbKO pa3s ycunusanu
BO37elCTBME (DaAKTOPOB, BbI3blBAKOLMX TPEHA aTTECTOBAHHOWM
xapaktepucTtuku. Mpobbl 0TOMpanu nocne NpUroToBneHUs Ma-
Tepuana CO wn ero pacdacoBku no emkocTsM. HeonpepneneH-
HOCTb paccyuTbiBanv B COOTBETCTBUM C anroputMamu, npuee-
OeHHbIMK B [17].

HecTtabunbHocTb AnameTpos (D)nzy Y <D>£lPC ncenenoBa-
nn Ha 8 aksemnnspax CO, koTopble Oblny NPOM3BOSbHBIM 06-
pa3oM oToOpaHbl U3 naptun. YeTtbipe oToOGpaHHbLIX obpasua
nomeLLanv B CyLnnbHbINA LWwkad npu Temnepatype 80 °C, a oc-
TaBLUMECS — XPaHWM Npy KOMHaTHoOM TemnepaTtype (20 £ 2) °C.
[OnvutenbHOCTb ucnbiTaHuin (9 cyT) BbIbMpanu Ha OCHOBe Mpea-
nonaraemow temnepartypbl xpaHeHus CO n TpeboBaHWI K ero
cpoky cnyx6ebl (1 roa).

[N oueHKn xapakTepuCTUK HeonpeaeneHHocTn, obycnos-
NEHHOW HecTabunbHOCTLIO, 3a Nepuoa UccneoBaHUs NPOBENnn
4 napbl M3MepeHni amameTpos HacTul (D)nou, <D>,E|,PC yepes

paBHble NPOMEXYTKM BpeMeHU (3 cyT). PedynbraThbl OLEHKN AaH-
HOW HeonpeaeneHHOCTU NpeacTaBneHbl B Tabnuue.

[JonrocpoyHble uccnefoBaHnsa CTabunbHOCT Npu HopMarb-
HbIX YCMOBUSIX XpaHEHNS B Te4eHne 12 Mec nokasanu oTcyTCcTBre
M3MEHEHN aTTeCTOBaHHbIX 3Ha4YeHun anmameTpoB (D)o
<D>£|PC HaHo4acTuL, YTO MOATBEPXAAEeT pesynsraTbl NPOBEAEH-
HbIX UCMbITAHWA METOOOM «YCKOPEHHOIO cTapeHusi» (puc. 3).

BbiBogbl. PaspaboTaH TexHOMorMyeckui npouecc npuro-
TOBMEHNS YCTOMYMBLIX criaboarnoMeprpoBaHHbIX KOMNMOUAHbIX
pactBopoB HaHo4acTuy Al,O4 1 TiO, ¢ y3kuMm pacnpeaeneHnem
yncna Yactuy No pasmepam, BKIHOYAKOLWMI CTagun ynsTpassy-
KOBOW 06paboTkM 1N BbICOKOCKOPOCTHOMO LEHTPUyrmpoBaHuns
BOZHbIX CYCMEH3MUI CYyXMX NMOPOLLKOB A4S MONyYeHUS KOHLEHTPU-
POBAHHbIX KOMMOUAHbBIX PAacTBOPOB UHAMBUAYANbHbLIX YaCTuL.

Ha ocHoBe nony4YeHHbIX KOMMouAHbIX PacTBOPOB CO3AaHbl
CO gnameTpa HaHOoYacTWL, KONMOUAHbLIX PaCTBOPOB OKCUAA arto-
muHus (FCO Al,O; — ML, POCHAHO) 1 anokenaa tutana (MCO
TiO, — ML, POCHAHO) yTBepxaeHHOro Tuna (pernctpaLmoH-
Hble Homepa B locpeectpe CO — ICO 10147—2012 n ICO
10144—2012, cootBeTcTBEHHO). [CO npeaHasHaveHbl Ans rpa-
OYVPOBKM M KanubpoBKM CPeacTB U3MEPEHU pa3mMepoB HaHO-
YacTuL, MEeTPONOrM4Yecko aTTecTauum U KOHTPONSA TOYHOCTU
METOANK U3MEPEHUN, NPUMEHSAEMbIX MPU onpeaeneHun pas-
MEpPOB HAHOYaCTUL, B XXMAKUX cpenax, NMoBEPKU U UCMbITAHWUI
CpeacTB M3MEPEHUI pa3MepoB HAHOYACTML, B XXMOKUX cpeax B
Lensax yTBepxaeHust Tuna.

D, Hm D, Hm Nlntepartypa
I IPC__.4] % nPc : _
70— /./_:3 50— // 4 1. Env/jm/mono(2009)20/rev. Guidance manual
55 45 3 for the testing of manufactured nanomaterials:
60— nam 2| 404 oM _ . OECD’S sponsorship programme. [OnekTpoH. Bep-
T —a 1T T 27 cus] http://www.oecd.org/officialdocuments/public-
15 15 — 1 displaydocumentpdf/?cote=env/jm/mono(2009)20/
10 T T T T T T T 1 01T 717 17 17 171 T rev&doclanguage=en (gpata  obpauieHus
0 2 4 6 8 10 O 2 4 6 8 10 04.04.2014 r.)
<D> HM a £ oyr 6 Loy 2. UBaHoB B. B. n gp. lNpoyHasa kepamuka Ha
oPC
OCHOBE OKcuAaa anoMuHKs, nonyvyaemas ¢ UCnorb-
70 Puc. 3. WameHeHne avametpa D HaHouac- ~ 30BaHWEM  MarHMTO-MMMYSIbCHOTO MPeCccoBaHMA
Al,O5 TUL, NPW UCCRefoBaHUM CTabUNbHOCTM kon-  KOMMO3UTHBLIX HaHomnopoLlkos // Poccuickme HaHo-
gg Tio L nomaHbix pacteopos Al,O, (a) n TiO, (6) n  TexHonoruu. 2006. T. 1. Ne 1—2. C. 201—208.
2 3aBMCMMOCTb CpefHero rmapoguHamuyec- 3. Chen X., Mao Samuel S. Titanium Dioxide
Koro AnameTpa HaHouacTuu (D)poc PacTBo-  Nanomaterials: Synthesis, Properties, Modifica-
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UsMmepeHne nokanbHou TepmoIC meTannos

METOJOM CKaHMpYIiow,eM TYHHENbHOM
CNEeKTPOCKONMM

B. K. TPOSH, MN. B. BOPUCIOK, O. C. BACHIJIbEB, A. B. KPACABHH,

B. B. ®JIOPEHLIEB

HauyuoHanbHbIl uccnedosamenbsckuli s0epHbilt yHuUsepcumem «MU®U», Mockea, Poccus,

e-mail: troyan@mephi.ru

lMpedcmasneHbl pedynbmamsl uccriedosaHull MyHHeNbHbIX 80/IbM-aMIepPHbIX XapakmepucmuK Memarsniu4ecKux ob-
pasyos Au, Pt u Pd npu komHamHolu memnepamype. ObHapyxxeHo, Ymo & obnacmu marnbix HanpskeHud (V = + 0,1 B)
3a8UCUMOCMb MYHHENIbHO20 MoKa om MpuKadbieaeMoll pa3HoOCMU MOMEHUUAano8 Mexoy 30HOOM U 0bpa3yom MuHelHa,
U ee HaKIoH pa3nu4yeH 0nsi pa3Hbix 0bpa3yos. [lpednoxeHa opuesuHanbHasi MemoouKa flIoKa/lbHO20 U3MEepeHUs mepmo-
3/C memannuyeckux obpa3yos u HaHOK/Iacmepos8 Memarsios Ha MosepxHocmu rnodroXKU 6eCKOHMaKmMHbIM MemMoOoM.

Kntoveeble crioea: HaHokmacmepbl, mepmodLC, ckaHupyrowasi myHHeIbHas MUKpOCKorus, aghgpekm 3eebeka.

The results of study of tunneling current voltage characteristic for metal samples of Au, Pt and Pd at room temperature
are presented. It was found that at low voltages (V = + 0,1 V) the dependence of the tunneling current from the applied
potential difference between the probe and the sample is linear and its slope is different for different samples. The
observed features of the tunneling current voltage characteristic allow to offer an original procedure of non-invasive
probing of the thermo-voltage of metallic samples and nanoclusters on the substrate surface.

Key words: nanoclusters, thermo-voltage, scanning tunneling microscopy, Zeebeck effect.

Mpn namepennn tepmodC matepuanos, MMEKOLMX MaK-
popasmepbl, BO3HVKAET psf CIOXHOCTEN, CBSA3aHHbIX C Heob-
XOAMMOCTBIO MPOBEAEHUSI TOYHbIX TEMMEPAaTYPHbIX U3MEPEHWIA
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TEPMOINIEKTPUYECKON Pas3HOCTM MOTEHLMAanoB Ha KOHTaKTax
(knaccuyeckme ycnosus). B HaHOpa3mepHbIX cuctemax petue-
HWe JaHHOW 3agauu npu namepeHun tTepmoIC cTaHoBUTCA
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