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M3ydeHa mpupofia HA3KOYACTOTHOM Tosockl (250—300cm™!) B creKTpax KOMOGHHAIMOHHOTO PacCesHHs CBETa
(KPC) mHorocrennbix yriepoassix HaHoTpybox (MYHT), nomydennsix merogom CVD. UccnenoBanust MeTogamu
cnexktpockormu KPC, mpocBeunBaromeil 3/1eKTpOHHON MHKpocKonuy, Oxe-CIeKTPOCKOINH, PEHTTEHOBCKOH (oTo-
anekTpoHHoi cnekTpockonmun (PPIC) cnoeB MYHT nocie XMMHUYECKUX M TEPMHUYECKAX OOpabGOTOK IO3BOJISIOT
HPEANOJIOKUTb, YTO JaHHAs I10JI0CA OTHOCHUTCS K PaJlMaJIbHBIM KOJICOAHHSIM aTOMOB YIJIEpPOZa BO BHYTPCHHHX

creakax MYHT.

Pabora BrmosHEHa npu YacTWaHOH nomaepskke rpanra PO®U 12-08-00533.

1. BBepeHune

Vrneponubie HanoTpyOkn (YHT) sBisiioTcss OOHMM K3
MEePCICKTUBHBIX MaTEpHAJIOB 11 MHOTHX OTpaciyieil mpo-
MBIIUIEHHOCTH, TaKMX KaK TBEPHOTEJIbHOW 3JIEKTPOHUKH,
CEHCOPHOH TEXHWKH, B IPOM3BOACTBE MAaTEpHasoB, 00-
JIAAOMNX YHUKAJIBHBIMA 3JICKTPOHHBIMHU, MEXaHMYECKUMHU
CBOMCTBaMU U T. 1.

Bo mHOrOM cBoiicTBa HAaHOTPYOOK ONpPEREsISAIOTCS CBOI-
cTBaMHU TrpadeHa, oOpasylolero MX CTEHKH, OIHAKO OHHU
00J1aMaloT pSIOM HMHIMBHAYAJIBHBIX OCOOCHHOCTEH, BO3HU-
KalomuX #3-3a ogHoMepHoW cTpykTypel YHT. B onTuue-
ckux cpoiictBax YHT TakuMu 0coOEHHOCTSIMH SBJISIOTCS
xapakTepHblii Bux G-mosiockl m mpucymas Toigpko YHT
nosioca paguanbHex apimammx moxn (RBM) B cmexrtpax
KoMbuHarmonHoro paccesiuust cBeta (KPC) omHOCTEHHBIX
YHT (OYHT) [1]. OcoGoro BHMMaHHsSI 3aCITy)KHBAeT MO-
jgoca RBM B cnekrpax OYHT, oTHocsamascsa x Ajg Ko-
JlebaHusM aTOMOB YyIyiepofa B TIpadeHOBON IUIOCKOCTH,
3alpelieHHas B rpadure M HPOSABJIAIOMIAsCS B CIEKTpax
OYHT Oumaromgapsi MCKpHUBJICHHIO T'padeHOBOH IJIOCKOCTH.
PacueThl M 3KCHepHMEHTAJIbHBIE JAHHBIE T'OBOPAT 00 00-
paTHOH NPONMOPHMOHAIBHOCTH 4acTOThl mosiockl RBM m
nuamerpa HaHOTPYOOK [1]. M3BecTHO, 9TO maHHast mosioca
nposeisercs He Tosbko B cnekTpax KPC OYHT, no moxer
HaOmoathest M B crekrpax MuorocrenHsix YHT (MYHT)
BBICOKOTO KadecTBa, IOJyYacMBIX 3JIEKTPOXYTOBBIM METO-
mom [2].

Hacrosimas paboTta nocBsileHa UCCIIENOBAHUIO TPUPOLIBI
Hu3kouyactoTHON mosiocel KPC, nabmomaemoil B cnekTpax
cinoeB MYHT, nmonmydennasix metomom CVD. Ciom MYHT
UCCJICAOBAINCh METOlaMH ITPOCBEYMBAIOLIEH 3JIEKTPOHHON
mukpockormuu (IT9M), pacTpoBoil 3JIEKTPOHHONH MHKPOCKO-
muu (POM), cnexrpockormin KPC.

2. Metoguka aKcnepuMeHTa

Crnon YHT cuHTE3mpoBaImch MO0 OPUTHHAIBHON METOOH-
ke, paspaboranHoit Oxorpy6om m kowteramu (MHX CO
PAH, [3]), OCHOBaHHOIl Ha KaTAIUTHYCCKOM Pa3JI0KCHHH
MapoB YIJICBOAOPOAOB. B KadecTBe MOMJIONKEK HCIIOJIb30-
BaJICsl MOHOKPHCTAJUTMYECKAN KPEMHHUI C IpeIBapUTEIbHO
BBIPAIICHHBIM CJIOEM TEPMOOKHCJA. TeMmieparypa B 30HE
peaxkmmu coctasisiiia 800—900°C. B cocraB peaknmoHHOIM
CMECH BXOIWJIM aproH (ras-HOCHTEsb), alleTOHUTPHI (yr-
JIEBOTIOPOHOE ChIPbE), (eppoleH (MPeKypcop sk YaCTHI
’KeJe3a, Urpammx poss katammsaropa pocra YHT). Cun-
Te3nupyemble TakuM obpasom cion YHT Obumn siermpoBaHbl
asoroM. KonmenTpammsi atomoB asora B creHkax YHT
cocrasisiia 1—2% [3).

Tepmmueckre o0pabOTKM HPOW3BOOWINCH B TpyOdaTOn
IIeYd Ha BO3MyXe. XMMHUYECKass 0OpadOTKa MPOM3BOAMIIACH
METOJIOM TIOTPYXEHUsI 00pPa3liOB B KOHIIEHTPUPOBAHHYIO
comsayto kucyoty (HCL, 30%).

Crextpel KPC m3mepsiimce Ha pamaHoBckoM Pypbe-
cnektpomerpe BRUKER RFS-100/s npu Bo30yxme-
Hun Nd:YAG masepom (2 = 1064nm) ¢ MOIIHOCTBIO
no 1000mV B kBasmoOparHOil reomerpuu. CHeKTpasib-
HOE paspelleHHe COCTaB/IANo 3cm™!, [uamazoH —
3500—2000 cm ™.

UccnenoBannsa B POM ocymecTBIsumch Ha PacTpOBOM
aJieKTpoHHOM MuKpockore JSM 6610-LV (JEOL), uccie-
noBarnsi B [IOM — Ha mpocBeuymBaiomeM MHKPOCKO-
ne JEM 2100 (JEOL). MccrnenoBaHust METOIOM 3HEPro-
nucrepcuonHoro ananmsa (DJJA) mpou3BOIMIICH Ha yCTa-
HoBke INKA-250 Oxford Instruments, BXoasiieil B cocraB
anekTpoHHOro Mukpockorna JEOL JEM 2100.
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3. Pesynbtathl u o6cyxaeHue

HUccnenoBanust B8 POM nokasasm, 4To B Mpolecce CHHTe-
3a (opmupyercs cioit MYHT, opreHTHpOBaHHBIX HEpICH-

—— — - - -

Puc. 1. UzoGpaxenus cnoes MYHT, mosy4yeHHble MeTOIOM:
a — POM; b — I1OM BBICOKOTO pa3perneHus.
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Puc. 2. Cnektp KPC wucxomnoro cios MYHT. CumBosiom
OTMeYeHa HcciiefyeMast Hojioca.
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TTosoxennst mukoB KPC B criektpax cioeB MYHT mpu tepmide-
CKOM ¥ XMMUYECKOM BO3[CHCTBUN

Iuk 1, | IMuk 2, | IMux 3, | Iuk 4,
Ob6paser cm—! cm—! cm—! em—!
Ucxomuerit 252 259 276 287
[Tocie Tepmudeckoii 252 261 275 287
obpabotku 390°C 1.5h
[Tocne o6paboTkm 252 259 275 287
B HCI (30%), 1.5h

IUKYJSIPHO MOUTOXKKe (puc. 1,a) ¢ BHEIIHIME IHAMETPaMU
5—100nm (puc. 1,b). N3obpaxennst 8 IIOM BBICOKOTO
paspelieHys OKa3bIBAIOT IIPUCYTCTBUE B CJIOE, KPOME MHO-
rocreHHbX YHT ¢ 6amOykooOpas3Hoil cTpyKTYpoii, amopg-
HOT'O yIjIepoa, paBHOMEPHO PacIpefleSIeHHOro 110 BHEIIHeH
nosepxHoctt MYHT, a Takxke 3Ha4UMTENIBHOE KOJIMYECTBO
OKPYIVIBIX YaCTHLl, PACHOJIOKEHHBIX IPEUMYILIECTBEHHO Ha
TOpLaX HAHOTPYOOK M H3OJIMPOBAHHBIX OT OKPYXaloIen
Cpemel citoeM yriiepona. McciemoBaHHE XMMHYECKOTO CO-
craBa MeTonoM J/IA B OaHHBIX 0OJlacTsX HOKas3ajo HpH-
CYTCTBHE HEOKHCJICHHOTO JKeJie3a, U3 4ero MOXKHO CIEJIaTh
BBIBOJ] O TMPHHAIJISKHOCTH 9THX YacTHUILl KaTaJu3aTopy.

B crnekrpax KPC cioes MYHT (puc. 2) B obJacry,
xapakTepHoil mis1 RBM, oOHapyxeHa ApKO BbIpaXKeHHasi
nonoca B muanasone 200—300cm~! (cm. Tabmauy, [4]).
Kpome Ttoro, npucyrcrBytor nuku D- n G-mosioc B auama-
3oHe 1000—2000 cm ™!, nedexr-unmymposannas M-mosoca
mpu 1720cm~! [5], oGepron D-momocer — G’-nonoca
nipu 2540 cm™!, nposiBNIAIOmAsCs B BHICOKOYHOPSI0YEHHBIX
rpadurononobHeix Martepuaiax [5]. B cpenHeuacToTHOM
OMana3oHe MPUCYTCTBYET IIMPOKas I0JI0Ca C MAaKCUMyMOM
npu 1070cm~! u momymmpunoit 350 cm~!, Bo3MOKHO,
BBI3BaHHAsl NPHUCYTCTBHEM B cjloe aMop(dHOro yriepopa
(m1st HArJISIAHOCTH BBIYTEHA M3 crekTpa) [6]. B Huskoua-
CTOTHOM JIMAIla30He IPHCYTCTBYET I0JI0Ca C MAaKCHMYyMOM
npu 125cm™!, BeposATHO, OTHOCSMAACA K YacTHIAM KaTa-
JIM3aTopa, TaK KaK e¢ IOJIOKCHHE CXONHO ¢ HabmomacMoit
nosocoit KPC B criektpax »ejes3a, MHTEPKaJIMPOBAHHOIO B
nBycrennbix YHT [7]. B cnekrpax cioes MYHT, mocie
TepMo06paboTok HabmogaeTca y3kuii muk mpu 303 cm™!,
KOTOpBIA OTHOCHTCS K KpemHueBonl momioxkke (KPC Ha
AKyCTHYECKHX (JOHOHAX B KPHCTAJUTMIECKOM KpeMHuH, [8]).

B obnactu RBM-koneGanuii HabmomaloTcs HECKOJIBKO
MHMKOB, pacrojaraiolmxcss B Auanasone 250—300cm™!,
Hanbojiee HMHTEHCHUBHBII M3 KOTOPBIX HMEET MAaKCHMYyM
okono 287 cm™! (puc. 2,3,a, cM. Tabmmiy). ITposiBieHue
RBM B KPC xapakrepuo misgs OYHT, ongnako mnaHHble
IIOM u POM cBUAETENbCTBYIOT O HPUCYTCTBUM B CJIOE
YHT c BrHemnumu auamerpamu oT 5 mo 100nm, B crpo-
€HUHM KOTOPBIX OTYCTIMBO BHIHA MHOTOCTCHHAsI CTPYKTypa
(em. puc. 1, ). UsBectHO, uTo 1I0s10ca RBM MOMKeT mposiB-
ssatees u B cnektpax KPC miist MYHT. B Takom ciydae oHn
COOTBETCTBYIOT KOJICOAHUSIM aTOMOB B CTCHKAaX OTHEJIBHBIX
HaHOTPYOOK B cTpyktype MYHT u miis onieHkn nuameTpoB
HaHOTPYOOK mpumMenumo npudmkenne 1t OYHT [2,9].
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B sTom mnpunbmmkernn HaOmomaemoil mosioce  RBM
(cM. TabiuIly) COOTBETCTBYIOT KOJIcOaHHs HAHOTPYOOK C
muamerpoM 0.82—1.34nm. Tak kak B obmactu RBM-kose-
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Puc. 3. Cnexrpsi KPC cnoa MYHT B o6iact 200—300 cm ™"

a — ucxomnbii cioi; b — mocie TO 390°C, 1.5h Ha Bo3myxe;
¢ — mocse o6paborku B HCI (30%, 60h).
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Puc. 4. Mzo6paxkenus: B TIOM Bricokoro paspemenuss MYHT B
cioe mocie obpadotku B HCL

OaHuil paccMaTpuUBaeMbIX CHEKTPOB OTCYTICTBYIOT Oojiee
BBICOKOYACTOTHBIE TIOJIOCH], TO MOXKHO HPEIIOJIOKHITh, YTO
HaOmonaemble nMku KPC BeI3BaHBI KOJIeOaHMSIMH aTOMOB
yrjleposia Bo BHyTpeHHUX creHkax MYHT.

[pucyrcrue nonocst RBM B cniektpax KPC st MHOTO-
crenablx YHT nHaOmiogaeTcd daine BCero B CIEKTpax HaHO-
TPYOOK, MOJIyYEHHBIX JIEKTPOLYToBbIM criocobom [2]. st
ciyyas nonyuyenuss MYHT meronom CVD, B paccmarpusa-
€MOM fuana3oHe, kpoMe RBM, MoryT nposiBiaThcs HOJIOCHI
KPC oxkcuoB xenesa, MpICYyTCTBYIONHX B CJIOSAX Oaromapst
UCIIOJIb3yeMOMY KaTanu3aTopy. B Hamewm ciydae a1t IMKOB
KPC B muanasone 250—300 cm™! skcrnepuMeHTaIbHO ycTa-
HOBJICHBI cJieylone (GpakTel 1 3aKOHOMEPHOCTH.

1.Tluku B paccMaTpuBaeMoif mojoce B oOJacTu
250-300cm~!  obmamaroT  Maoif  MOMYNIMPHHOI
(5-10cm™!) M 1O MOJNONEHHMIO OTIMYAIOTCS OT IHUKOB
KPC B croekTpax OKCHIOB Kene3a (MPHCYTCTBYIOLIMX B
uccrenyeMeix ciosix ). Hambosee GIM3KMM TI0 TOJIOKCHHIO
K paccmatpuBaembiM Imkam KPC siBideTcs muk B cekTpax
rematura (a-Fe,O3), pacnonowennsii mpu 293cm~! ¢
nosymupuHoii 6oee 20 cm~! [10,11].

2. UccnenoBanuss B IIOM mokasaim Haiuuue 4YacTUIll
Karayimsaropa (okesesa) Ha Topuax MYHT, 3akpsIThIX ciioeM
amop¢Horo yriepona (cM. BcTaBKy Ha puc. 1,b). Hccie-
noBanusa ciaoeB MYHT meromamm O:ke-CIEKTPOCKONUM U
POOC nokaszaiu HajMuue B HUX YUCTOIO JKejie3a, YTO 00b-
ACHSAETCS U30JIALMEN YaCTULl KaTalInu3aTopa OT OKPYXKalomen
cpemsl cioeM yriepona. Aramm3 crekTpoB Oxe n POIC
npu TO na Bo3ayxe mpu 390°C mokasasn yBesSMYCHHE I0JIH
KUCJIOPOAa IO OTHOLICHMIO K JKeJle3y B CJIOAX, a TakKxke
CIBUT TIMKOB, OTHOCSIIUXCS K KeJe3y, YTO TOBOPHUT O Mpo-
TEKaloIleM ITPOLlecce OKUCIICHUS YacTHlLl xene3a. [Ipu atom
B crekTpax KPC mosoxenne u ¢opma paccMmaTpuBaeMoii
nostocsl B 06s1actu RBM we mensiercst (cM. puc. 3, b, TabiL.).
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3. Ipu o6pabotke ciioss MYHT B cossiroit kuciore (HCI,
30%) B TeyeHue 60 yacoB GBI yIaJICHbI KPYITHbIC YaCTHIIBI
karammsaropa (Fe) Ha koHmax MYHT (manneie TI9M, cm.
puc. 4), omnako B crekrpax KPC ramenust mosiocel B 06-
sacti RBM He mpoun3onuio, ee NOJIOKEHHE W MOTYIIHPHHA
KOMIIOHEHT He N3MEHHJINCh (CM. pHC. 3, ¢, TabL.).

4. Hanmuue HaHOTPYOOK C AvamMeTpoM mopsaka 1nm
YCTaHOBJIEHO uccienoBanussMu B I1OM, koTopble BHISABUIIM
npucyrctBue B cioe ToHKMX MYHT (5nm u wmenee),
conep)KalyX, BOBMOXXHO, BHYTPEHHUE CJIOM C JIUAMETPOM
okosto 1 nm.

TakxuM 06pa3oM, IPUBEICHHbBIC SKCIICPUMEHTAJIBHBIC TaH-
Hble IO3BOJIIOT HaM IPEAIoJIOKHUTh, YTO HaldJomaeMas B
cnektpax KPC monoca mpu 250—300cm™! otHocuTes k
RBM kosebaHHsIM aTOMOB yIjIepoda BHYTPEHHHX CJIOCB
MVYHT.
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