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HUccnenoBad crmoco6 moTyYeHns BHICOKOMMCIIEPCHOTO TIOPOMIKa MOHOOKCHAA os10Ba (SnO) MeTOmOM HCHapeHus-
KOHJIGHCAILIUH IIPY HarpeBe UCXOIHOr0 Marepuaia cOoKyCHpPOBAaHHBIM M3JIyYeHHEM CyOTeparepLeBoro rupoTpoHa ¢
gactotoil 0.26 THz u momuocTeio 1 kW. Ilporecc npoBogmsics mpu NpogyBKE a30TOM, HHEPTHBIM O OTHOIICHHIO
K SnO. Ilomyuer mopomok ¢ BecoBbM copepikanueM SnO, paBHbIM 92%. Ilnomane ynmempHON MOBEpXHOCTH
cocrapmia 7.20 m*/g, 4To COOTBETCTBYET cpeHeMy pasMepy dactuil 130 nm. [IpoaHaM3HPOBaHE! XapaKTEPHCTHKH
HOJTydeHHOro mopomka. IIporeMoHCTprpoBaHa NPUMEHHMOCTb SKCHEPHMEHTAJIBHON YCTAHOBKU ISl ITOJIyYCHUS
BBICOKOJIMCIIEPCHBIX IIOPOIIKOB U3 COCIMHEHMH, TPEOYIOMMX CIENNAIbHBIX Fa30BBIX YCIIOBHIA B IIPOLiECCe UCIIAPeHUs-
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B Hacrosmee BpeMsi BBICOKOAMCIIEPCHBIC HOPOLIKU IPO-
CTBIX HEOPraHWIECKUX BELICCTB U MX COSAMHEHHI MPEICTaB-
JISTIOT OOJIBLION HWHTEepeC MJIsl LEeJIOr0 psiia MPHIIOKCHUIA:
CO3/TaHME HOBBIX MaTEepHajoB M IOKPHITHH C YHHKAJIbHBI-
MU CBOMCTBaMH, HaIPaBJICHHbII TPaHCIIOPT JIEKAPCTBEHHBIX
BEILECTB, CO3[aHNe KaTajIn3aTOpOB XMMHUUYECKUX PEeaKlUil U
. [1,2].

CymiecTByeT psii COCOOOB IOJTYYCHHUS Pa3jIMYHBIX BbI-
COKOIMCIIEPCHBIX IIOPOIIKOB, CPEId KOTOPBIX OJHUM U3
CaMBIX PaCHpPOCTPaHEHHBIX SIBJIAETCA METOH MHCIApeHuUs-
KOHJICHCAIMH [3—5], XOpOLIO MOMXONSINMIA IS HOJTyYCHHUSI
HaHOPa3MEPHBIX MOPONIKOB PA3JIMYHBIX METAJUIOB M OKCH-
noB. Tak, B pabote [6] [t HArpeBa U MCIAPEHHUSI HCXOTHOTO
BEIleCTBA OBUIO IPEUIOKEHO HUCIIOJIb30BaTh HENpepbIBHOE
u3JIy4yeHue rupotpona ¢ yactoroil 24 GHz u makcumanbHoI
MOIIHOCTBIO M3JIyueHus: 10 7 kW, 4To MO3BOIMIIO JOCTHYb
MHTCHCHBHOCTH H3JTy4YCHHUST Ha OBEPXHOCTU oOpasia Oosiee
10 kW/cm?. JlasbHeiinee pa3BUTHE MPEIOKEHHbINA TTOIXONT
noaydws1 B pabore [7], rme M HarpeBa HPHMEHSIACH
yCTaHOBKa Ha OCHOBE rupoTpoHa ¢ dvactoroil (.26 THz
U MaKCHMaJbHOH BBIXOOHOH MommHocThio 1kW, koTopas
P HEOOXOMMMOCTH IO3BOJISIET JOOMThCS WHTCHCHBHO-
CTH W3JIyYCHHs Ha MOBEPXHOCTU HCIapseMOro MaTepHaia
mo 20kW/cm?. B ommcanEbiX paboTax [6,7] paccMoTpe-
HbI SKCIIEPUMEHTAJIbHbIC UCCIICOBAHUS TIOJIyYeHUS] HAHOIIO-
pomkoB okcupoB WOs, ZnO u SnO,. Llenmpio HacTosmei
paboTHl SIBJIAETCA MCCIICHOBAHIE BO3MOKHOCTH IOJTyYCHHUS
BBICOKOIMCIICPCHOTO TOPOINKa MOHOOKcHaa osoBa (SnO)
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METOIOM HCHAapEeHUs-KOHACHCALMA NPU HarpeBe HCXOTHO-
ro MaTepuaja M3JIyYeHHeM cyOTeparepueBoro rupoTpoHa.
Okcunt osoBa (I1) MokeT OBITH HCIOJSIB30BaH, HAPUMED, B
JIMTHA-WOHHBIX aKKymyssitopax [8]. Buenmpenwme nanomare-
pPHUAIOB B MCTOYHHMKU SHEPTUM MJIl UX MHUHHATIOPU3ALMU U
YJIy4IIeHUs XapaKTePUCTHUK ABJIACTCS OIHOM U3 NepCIeKTHUB-
HBIX BO3MOKHOCTEH IPUMEHECHNS TaKUX MaTepHAaJIOB.

B skcmepuMeHTe B KayecTBE MCXOMHOTO Marepualia Mc-
I0JIb30BaJICA CBOOOIHO HACHIIAHHBIA MOPOIIOK MOHOOKCHAA
onosa (SnO) ¢ pasmepoM dacTur B auamasoHe 5—10um.
Harpes Marepuana mpoBOAMJICS Ha YCTaHOBKE, MOXPOOHO
onucanHoii B [7]. HempeprmBHOe W3JIyYeHHE THPOTPOHA
¢ vacroroii 026 THz um wmommuocteio 1kW anaorudto
9KCIICPUMEHTaM B pabore [9] HampaBisAIoCh C MOMOIIBIO
(bokycupylomero 3epkasja Ha IOBEPXHOCTb HUCXOIHOTO Belle-
CTBa 4epe3 KBaplieBOe OKHO TOJIIMHOM 5mm, Hocje 4ero
3a CYeT MHUKPOBOJIHOBOTO HarpeBa IPOMCXOIIIIO UCTIApeHUE
BemmecTBa. Cxema IKCIIeprMeHTa MIpeficTaBIeHa Ha puc. 1, a.
Yepes oTBepcTHe, NEPIEHANKY/IAPHOE IIOBEPXHOCTH 00pa3-
I3, TOJIABAJICSl MOTOK 3aKAJOYHOrO rasza (a30Ta), KOTOPBIA
CMeIlnBajicd ¢ MapaMy Marepuajia, 4TO MPHUBONWIO K HX
OBICTPOMY OXJIXKICHUIO M KOoHAeHcanuy. IlosydeHHbIe da-
CTHIIBl OCAKIATNCH Ha BOTOOXJIAKIACMEBIC CTCHKH KaMephl,
3aTeM OCYMICCTBIISUICS cOOp YaCTHIl VIl MOCJICHYIOIIETo
a"anm3a. luameTp GoKaIbHOMN NEPeTsHKKI MUKPOBOJIHOBOTO
IIy4Ka TMPOTPOHA COCTABJIAET OKOJIO 2.5 mm, YTO COOTBET-
CTBYeT MHTEHCUBHOCTHU M3JTy4eHHs! B Heil okono 20 kW/cm?
IIpM HOMUHAJIbHOW MomHocTH ruporpoHa 1 kW. Omnako
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Puc. 1. Cxema skcriepuMenTa (a) U THrelb ¢ opomkoM SnO Moclie mpornecca MCHapeHus (IHaMeTp BHEIHEro THIVIA U3 Hep:KaBelomei
craym cocrasisieT 55 mm) (b). 1 — usiydeHue rupoTpoHa, 2 — (okycupymomee 3epkaiio, 3 — (oKabHas MepeTsHKKa IMyYKa M3JIyYCHIS
THPOTpPOHA, 4 — KBapLEBOE CTEKJIO, 5 — KaMepa C BOLOOXJIAXKIaeMBbIMU CTEHKaMH, 6 — THUIe/Ib C UCIapsieMbIM MaTepHajoM, 7 — HOTOK

3aKaJIOYHOro rasa (asora).

B 9KCIEpHMEHTaX C (OKYCHPOBKOH HEIIOCPENCTBEHHO Ha
HOBEPXHOCTU MaTepuaia ObICTPO 0O0pa30BBIBAIICS CIIMIIKOM
IJIyOOKHIl KpaTep, B pe3yjbTaTe 4ero pe3Ko H3MEHsIICH
IIOTOK 3aKaJIOYHOT'O Ta3a M YMEHbLIAJICA BBIXOL KOHEYHOTO
nponykra. I103ToMy THresb ¢ UCXOOHBIM MaTepHUasioM ObLI
CIBHHYT HEMHOTO HIKE (DOKaJIbHOI IEPeTsSHKKA ITydKa,
paccTosiHue 10 KOTOPOil BEIOMPAIOCH IKCIEPHMECHTABHBIM
IMyTeM C LEeJNbI0 MaKCHMH3allM{ BbIXofa Bemectsa. st
KOMIICHCAIIMM BO3MOXKHOT'O HEIOCTaTKa MHTCHCHBHOCTH W3-
JlydeHHs1 B OOJIACTH pacIUlaBa 3a CYET IOMOJIHUTEIbHOM
TEIUTON30JISIIA UCXOIHBIA MaTeprall IIOMEINAJICS B KEPaMH-
YECKUU TUTEJIb, KOTOPBLA B CBOIO OYEPEb YCTaHABIMBAJICH B
TUresb U3 Hepxkasetoueil cranu. Pororpadus turieil nocie
npoliecca UCHapeHus MpeacTaBieHa Ha puc. 1, b.

B Hammx skcnepuMeHTax B KadecTBE 3aKaJOYHOro rasa
MPUMEHSUICSL a30T MO CJIeHyommM coobpaxkenusm. [lpu
narpeBanun okcun osioBa (II) pasmaraercsi mpu Temmepa-
type Bbime 400°C ¢ obpasoBanuem okcuma ososa (IV)
n Metajumaeckoro ososa: 2SnO — SnO; + Sn. Ilpu stom
Harpes cBbiie 1000°C npuBOIUT K CMEIICHNIO PAaBHOBECHS
peakiu B CTOPOHY OOpa3soBaHHs HMCXOTHOTO MOHOOKCH-
na oJioBa. JlaHHBI TpoliecC MOXKET HE MHPOU30UTH, €ciiu
B cucreme npucyrcrByer kuciopon. Oxcum ososa (II)
OKHUCJIIETCA KHCJIOPOIOM BO3yXa IPH HArpeBaHUM BHIIIE
220°C, uro mpuBOOMT K 0OpasoBaHmio okcupua osioa (IV):
2Sn0O + O, — 2Sn0,; aHAJIOrMYHO BeAET ce0s W OJIOBO
npu Harpese Beme 200°C: Sn + O, — SnO; [10]. B cBs-
31 C 3THM IpOBEEHUE IIpolecca MpU MPOAyBKE a30TOM
(MHEPTHBIM MO OTHOIICHHMIO K MOHOOKCHIY OJIOBA) OBLIO
HE0OXOOMMO, YTOOBI TPETOTBPATUTH ITOOOYHBIC PEaKIH
OKHucJIeHus. [{71s1 TeHepanyy a30Ta UCOIb30BaJICsl KPHOTCH-
ublii rasuduxarop DPL450-175-2.31 (Zhangjiagang CIMC

Sanctum Cryogenic Equipment Co., Ltd., Kurait). Ckopocts
IIOTOKA 3aKaJIOYHOT'0 ra3a Iogdupasach Tak, 4ToObl obecrie-
yuTh 3(PEeKTUBHOE NPOTEKaHHE Ipolecca C TOUKH 3PEHUs
CKOPOCTH W KOJINYECTBA HApaOOTKM IMOPOIIKA.

[Inomans y#eabHOH NOBEPXHOCTM S MOpOIIKa H3Me-
psitace MetonoM BOT  (Bpynayspa—3mmera—Temiepa)
Ha a”aju3aTope yaeapHOH mnoBepxHoctu TriStar 3000
(Micromeritics) u cocrapuia 7.20 4 0.04 m?/g, 4to coot-
BETCTBYET cpefHeMy auaMeTpy dactuibel D = 130 nm. 3Ha-
yeHue D ompenesanoch UCXOns U3 HU3MEPEHHOIo 3Haue-
HUsl yfesIbHOUM moBepxHocTd 1o dopmyrne D = 6/(Sp), e
p = 6.45 g/cm3 — IUIOTHOCTh MOHOOKCHIA OJioBa. B sKkc-
MEepPUMEHTE PACXol 3aKaJOYHOro rasa (a3oTa) paBHSUICH
4.4m3/h, a cpemHsas CKOPOCTb HAPAGOTKU BELIECTBA COCTa-
BuJIa okoso 55 g/h.

PentrenodasoBblil aHaIU3 IOJTyYEHHOTO IMOPOIIKA IpO-
BOZIWJICS. HAa INOPOIIKOBOM PEHTI€HOBCKOM IH(pPaKTOMeTpe
X’pertPro (MPD, PANanalytical) ¢ ucrosnp3oBannem 6as3bl
nanHpix ICSD u mporpammuoro nakera X’pert B MOHOXPO-
MaTU3UPOBAHHOM METHOM M3JTyYCHHUH MPU KOMHATHOM TeM-
nepatype. CorylacHO pe3ysbTaTaMm, HOJTyYeHHBIM C HCIOJIb-
30BaHMEM KOJIMYECTBEHHOTO IIPOrPaMMHOTO aHajn3a Ha
6aze merona PutBenpma, B mcciiemyeMoM obpasiie Hopor-
Ka OTHOCHUTEJIbHOE BECcOBOE cofepxaHue (a3 ciemyroree:
SnO — 92%, Sn — 5%, SnO,; — 3%, Bce npencTaBICHHBIC
(ha3pl UMEIOT TeTparoHaJIbHYIO pemieTKy. PeHTreHorpamma
MOPOIIKa ¢ pacmu(ppoBKoil (Ga3 MpuBefeHaA Ha puUC. 2, 4.

AHamm3 MOpQOJOTMM W XapakTepHOTO pasMepa da-
CTHII TPOBOIMJICS HA PACTPOBOM 3JICKTPOHHOM MHKPOCKOIIE
(POM) Scios (FEI). B uccrnenyemom nopomke (puc. 3)
OOHapy>KeHbl YacTUIIBI OKpPYTJIoil/cheprndeckoil ¢GopmMel, a
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a

¢ SnO tetragonal
o Sn tetragonal
SnO, tetragonal

Intensity, a. u.

Puc. 2. AHajiu3 NOJyYCHHOTO BBICOKOAMCIIEPCHOTO IOPOLIKA.
a — PEHTreHOrpaMMa IOJTyYEHHOTO IOpOIIKa OKCHJa OJIOBa,
b — POM-¢ororpadus nosydeHHoro nopomka SnO B pexume
KOMOMHHMPOBAHHOTO JETEKTOPA, 3aXBATHIBAIOIIEIO OTPAKCHHBIC U
BTOPUYHBIC 3JICKTPOHBL.

TaKkKe 4YacTHlbl B (opMe aucka c¢ pasMmepamu oT 10nm
oo 1 um.

O06pasen MHOTO(ha3HOU KOMITO3HUIIMN OBUT UCCIICIOBAH Ha
POM B pexxnme KOMOMHMPOBAHHOTO NETEKTOPA, 3aXBATHI-
BalONIEro OOPAaTHO OTPaKCHHBIC M BTOPUYHBIC AJICKTPOHB,
YTO MO3BOJISIET XapaKTepH30BaThb ATOMHBI KOHTpAacT Ma-
TepuasioB (4eM CBET/Iee OTTCHOK, TeM TSDKENIee 3JIEMEHT).
Ha POM-dororpapuu (puc. 2,b) BHIHBI YaCTUIBI U UX
00JIaCTH Pa3jIMYHBIX OTTEHKOB, XapaKTEPUIYIOMHX IPHUCYT-
CTBUE pa3sHBIX 3JIEMEHTOB M COEAMHEHMII B mopomkax. Jlis
UcciielyeMOl KOMIIO3ULIMM pPas3Hble OTTEHKH MOTYT OBbITh
00YCJIOBJIEHbl YaCTULIAMH C Pa3jIMYHbIM CONEPHAHUEM KHC-
Jopona: B pany Sn — SnO — SnO; oTTeHKH OTOOpa)KeHUs
MaTepuajioB Ha POM-gororpaduu OymyT MeHATbCA OT
CBETJIOr0 K TeMHOMY. BuiHo, 4to sipkux obmacteil (Sn),
kak U TeMHbIX (SnO,), He Tak MHOro. OCHOBHOI 00beM
[OPOIIIKA COCTABJISAIOT YaCTHIIBI OAHOrO oTTeHKa (SnO).

H3mMepenne TpaHYJOMETPHYECKOTO COCTaBa ITOPOIIKA
IPOBOAMJIOCH HA aHAIU3aToOpe pasMepa YacTHUL] METONOM
JazepHoit mudpakuun Mastersizer 2000M ¢ momoIipio aBTo-
MAaTHU4YeCKOro MOMYJIsl AUCTIEPIUPOBAaHUS U MOflau 00pasLioB
Hydro 2000S (Malvern).

Pe3ynbraThl TpaHYJIOMETPHYECKOTO aHAJIM3a ITOPOIIKa
SnO moKa3eBaOT, YTO oOpasery WMeeT TPUMOIATIBHOE

Mucbma B XKTD, 2021, Tom 47, BbiN. 5

00BbEMHOE pacIpe/ieSiCHIe YacTuIl 10 pa3Mepam (puc. 3,a)
C NPHUCYTCTBUEM OCHOBHOW Monwl B auamasone 0.5—4um
C MUKOM OKOJIO 1.5um ¥ JOMOJHUTENBHBIX MO MEJIKHX
yactun B auanasoHe 0.04—0.5um c muxom okomo 0.2 um
Y KPYIHBIX YacTHIl (M/WMJIM arioMepaTtoB W3 YacTHI) B JHa-
masoHe 4—25um 6e3 XapakTepHOro nuka. MHOromMonaib-
HOCTb paclpefeIeHusl YacTUll 10 pa3MepaM, Kak IpaBUiIo,
XapakTepu3yeT MOJUAUCIEePCHbIEe MOPOLIKH, IOy4YeHHbIEC B
HEPaBHOBECHBIX YCJIOBHSX rasoasHsix mporeccoB. Kpome
TOT0, YaCTHULBI HAHOIOPOLIKOB BCEIZa CKJIOHHBI K 00pa3o-
BAHUIO arjIoMepaToB M arperaTroB, YTO MOXKET OOBACHATH
00pa3oBaHUe Pa3JIMYHBIX MO, YCTAHOBJIICHHOE IO Pe3yJIbTa-
TaM IpaHyJIOMeTPUYECKOr0 aHaIN3a.

INosy4yeHHbll MOPOIIOK MMEET OTHOMOJNAIBHOE CYETHOE
(KONMYeCTBEHHOE) pacCIpeeicHne YacTHUIl [0 pa3Mepam
(puc. 3,b) ¢ TNPUCYTCTBHEM OIHOH MOIbl B JHMaNasoHe
0.02—0.5 ym c muxom oxoso 0.06 um. Takoe pacnpenesnenue
(c xapakTepoM, OJIM3KAM K JIOTapU(pMHUIECKA HOPMATIBHO-
My) XapaKTepW3yeT IIOPOIIKHU, MOTyICHHBIC B PE3yJIbTare
ra3o)asHoro npouecca ¢ HPerMMYIIECTBEHHO KOAryJIsHOH-
HBIM MEXaHH3MOM (pPOPMHUPOBAHHS YACTHII,

UccnenoBana BO3MOXKHOCTb MOJTyYEHHsI BBICOKOIHCIIEPC-
HBIX HOPOLIKOB OKcupa o0j10Ba SnO MeTomoM HCHmapeHwus-
KOHJICHCAIINM U3 WCXOIHOTO CBOOOIHO HACHIIAHHOTO KpPYI-
HOJMCIICPCHOTO HOPOIIKA (CO CPeIHMM pPa3MEpOM YacTHI
okomo 5—10um) mpu HarpeBe C(HOKYCHPOBAHHBIM H3ITY-
YeHHeM CyOTeparepleBoro rupoTpoHa. B mosydeHHOM To-
pomke comepkammce ciemyonme (ass: SnO — 92%,
Sn— 5%, SnO, — 3% (BecoBoe comep:xanue). Ilnomans
YIeNbHOH moBepxHOCTH cocTaBmia 7.20 m?/g, 410 cooT-
BETCTBYeT cpegHeMy pasmepy yactun 130nm. IIpomemon-
CTPUpPOBaHa NPHIMEHUMOCTD SKCIIEPIMEHTaIbHON YCTAaHOBKI
VTSI TIOJTy9CHUS BBICOKOIMCIIEPCHBIX IOPOLIKOB COSINHEHHIA,

a
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Puc. 3. PacrpernesicHusi 4acTuil mosty4eHHOro mopouika SnO 1o
pasmepam: @ — obbeMHOe, b — cueTHOE (KOm4ecTBeHHOe). ] —
mapdepenHnmanbHas GYHKIHS paclipeesieHus], 2 — HHTerpasibHast
(GYHKIWS pacrpenesieHusL.
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TpeOyIOImNX CIeaIbHBIX T'a30BBIX YCJIOBHII B IIpolecce
UCHapeHNs-KOHICHCALIUH.

®uHaHcupoBaHue pa6oTbl

Pabora BemmoHEHa Tpu  mommepxkke —Poccwmiickoro
Hay4HOro ¢onma (mpoekt Ne 18-79-10194).
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