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Iloka3aHa BO3MOXKHOCTb JHHAMHYECKOIO CHHTE3a B THMIIEPCKOPOCTHOH CTpye
YIJIEPOIHON 3JICKTPOPA3PSNHOI IUTa3MBI B aTMOc(epe a30Ta HAHOMHCIEPCHOTO KpH-
cTajumdeckoro HuTpraa yriepoga C3N4. Meronamu mpocBednBaromeit 3JIeKTpOHHON
MHKPOCKOIUH BBICOKOTO pa3pellleHHs] yCTAHOBJIEHO, 9TO KPUCTAJTINIECcKasl CTPYKTypa
MOJTyYeHHOT0 MaTeprayia Hambosiee OJIM3Ka K TEOPEeTUYeCKOH CTPYKTYpHOH Mopmen
a-¢pasel C3N4. YmyomeHHBle 9acTHIBI UMEIOT YHHUKAJIbHOE CTPOCHHE B BHJE KBa-
3UABYMEPHBIX MYJIbTHCJIONHBIX YACTHILI, AHAJIOTH KOTOPHIX HEM3BECTHBL

B nepuopn ¢ 1985 roga no HacTosiee BpeMs OIyOJIMKOBAaHO HECKOJIbKO
cOT paboT 1o mpobsieMe CHHTe3a KpHCTaJUIMUeckuX (a3 HUTpHaa yriepona
co crexuomerpueit C3Ny. OpHako B IOAaBJAIOMEM OOJIBIIMHCTBE U3
HHUX HEeT BECKHMX HOKa3aTeJIbCTB IOJIyYeHUsl KaKoW-Tubo U3 TeopeTHYEeCKH
IpeCKa3aHHbIX (a3 HY B TUCTICPCHOM, HA B 00bEMHOM cocTostHMsIX [1].

B nammx pabortax [2,3] omyOJmKoBaHBI pe3ysIbTaThl UCCJICHOBAHUN 110
OpsAMOMY IMHAMUYECKOMY CHHTE3y KPUCTAUIMYECKOr0 HHUTpUAA Yriiepona
B I'MIIEPCKOPOCTHOI CTpye YIJIEPOAHON 3JIEKTPOPa3psIHON IIJIa3MBL, I'eHe-
pUpyeMOii KOAKCHAJIbHBIM MarHUTOIUIa3MEHHBIM YCKOPHUTEJIEM H HCTEKalo-
el B a30THyI0O atMocepy Ipu HOpMAaJIbHBIX OaBJICHHM U TeMIepaType.
C HOMOIIBI0 MPOCBEYMBAIOIIETO IEKTPOHHOr0 Mukpockomna Philips CM30
YCTaHOBJIEHO 00pa3oBaHHE B IPOAYKTE CUHTE3a, Hapsmy C NPUMECHBIMU
yAbTpagucIepCcHbIMU (ha3aMy, OKPYIVIBIX YIUIOIIEHHBIX OOBEKTOB Pa3MepoM
g0 500 nm, BHeIIHE HATOMHUHAIOLINX ,,aHAHACHBIE JOJIBKU® C KJIMHOBUTHBIMHU
ParaibHO PACIIONIOKEHHBIME KOHTYPaMH OTPAXKAIONIUX IJIOCKOCTEH [2].

JlaHHBIC, TIOTyYCHHBIC Ha COBPEMEHHOM OOOPYIOBAHMH BBICOKOTO pPa3-
pemeHnst (MPOCBEYMBAIOMIMIA 21eKTpoHHBI Mukpockon Jeol JEM2100F),
CYLLIECTBEHHO MEHAIOT IIPeCTaB/IeHue 0 MOP(OJIOrUH U CTPYKTYpe paccMart-
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Puc. 1. TEM-CHIMOK YIUIOIEHHOTO KPUCTAJUTIYECKOTO 00BEKTa B COCTABE IIPOIYK-
Ta TMHAMHYECKOTO CHHTE3a.

puBaeMbIX yibTpamguciepcHbix 06bekToB. Cymss mo TEM-cHumkam (371ek-
TPOHHBIM MuKpodoTOorpadusM), OOMH W3 KOTOPHIX MpUBENeH Ha puc. 1,
OOBEKTHl UMEIOT ()OPMY MHOTOYTOJILHUKOB C NMPSMBIMU CTOPOHAMHU U MOT'YT
OBITh OTHECCHBI K KBA3HABYMEPHBIM MYJIBTHCJIOMHBEIM CTpyKTypam (2D-
MLS), aHajord KOTOPHIX HaM HE W3BECTHBL KaXmblii Takoil 0ObEKT mMeeT
CCepILEBUHY — 3apofbill (/), OT KOTOPOil BEIPACTAIOT TPECYrOJIbHBIE CEKTOpa
(2) ¢ upsMBIME OCHOBaHHSMH, (POPMHUPYIOIIMMA MHOTOYTOJIBHBI KOHTYP
Bcero o0bekTa. MOKHO IPEAIONIOKUTD, YTO OTHOCUTEILHO KPYITHbIE 0OBEK-
TBHL COCTOAT U3 HECKOJIbKUX HAIUIBIBAIOIIUX APYT Ha ApYyra CJI0€B, PaCTYIIUX
u3 obueit cepaueBuHbl, Kak BUIHO n3 TEM-cHnMKa Ha puc. 1. BepxHue ciion
HAMEIOT MEHBIIME pasMephl, 4eM Hipkesexamue. Bece ciaon mmeror ¢popmy
MHOT'OYT'OJIbHUKOB, CTPYKTYPHO Pa3feIeHHBIX Ha BBIIENSIONIMECH CEKTOpa.
Ha puc. 2 mpencraBieHbl pe3ysbTaThl aHajln3a 3JEMEHTHOTO COCTa-
Ba CKOIUICHUS! YIOMSHYTBHIX OOBEKTOB, IOJIydeHHBIE C IIOMOLIBIO IIpH-
craBku 3HepromuciepcHoro crektpomerpa (EDS) k mmkpockomy Jeol
JEM2100F. KapTtsl pacrnpenenieHrsI OCHOBHBIX 3JIEMEHTOB ITOKA3bIBAIOT, UTO

2*  Tucbma B XKTD, 2011, Tom 37, Bbin. 14
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———— 500 nm F——— 500 nm

Puc. 2. KaprI pacupeneyicHusd OCHOBHBIX XUMHWYCCKHUX JJIEMCHTOB B MaTCpualie
MPOAYKTa AMHAMHUYECKOI0 CUHTE3a: d — YIJIEPO[, b — asoT.

MaTepHaj IpOOyKTa CHHTE3a COCTOMT IPEHUMYILIECTBEHHO M3 yrjepona
(~ 87.0% mass) u asota (~ 11.0% mass). Taxke oOHapykeHa IPUMECh B
BHzIe ancopbupoBanHoro kuciopona (~ 2.0 % mass.). Beicokoe comeprxaHue
yriiepoaa oOyCJIOBJIEHO HE TOJIBKO €r0 HaJM4heM B IIPOLYKTEe CHHTE3a, HO U
UCIIOJIb30BaHUEM YIJIEPOIHOU MOMIOKKM 00OpasIa.

Ha puc. 3 mpusenes HRTEM-CHUMOK (MHKpO3JICKTPOHHBIA CHIMOK
BBICOKOTO pasperieHns1) pparMeHTa paccMaTpHBACMbIX OOBEKTOB, MOJTyUCH-
HBIi B peXHUMe IpAMOro paspelleHus. 3[ech K€ IOKa3aHbl yBEJIWYCH-
Hble M300pa)keHHsl BBIIEJICHHBIX KBaJpaTHbIX y4acTkoB / u 2. B mpaBom
BEpPXHEM YIJIy CHHUMKA BHIlesIfeTcs cepAaleBuHa oObekTa. B Marepuare
CEepILEBUHBl HE IPOCMATpUBAaeTCAd AaxKe OMMKHHUU MOPANOK, YTO MOXKET
CBHUIETEIbCTBOBATh 00 aMOP(HOM COCTOSIHMM BellecTBa. I paHna cepaueBu-
HBl 0003Ha4YeHa MOSBJICHUEM YIOPSA0UYEHHON KPUCTAIIIMIECKON CTPYKTYPHI
MaTepuasa. luamerp cepaueBuHBl oleHOYHO cocTaBisgeT 20-30nm. Ha
CHUMKE BUIHO TpU CEKTOpa IUIOCKOCTH OOBEKTa, KOTOPHIE BHU3YaJIbHO
BBIICJISIOTCSl PAa3sHBIMHU HAIPABJICHUSAMU AaTOMHBIX IIJIOCKOCTed. JlambHuit
TIOPSIIOK OTHO3HAYHO BBIPAKCH B ABYX KpPAHHMX CEKTOpax, KaK 3TO BHIHO
Ha YBEJIMYEHHOM M300pa’keHMM ydacTka /. MarTepuan MpoMeXyTOYHOIO
CEKTOpa MpakTHYeCKH aMopdeH. Mexny YHNOMSHYTbIMH CEKTOpaMu HeT
IBHOH rpaHmuHoi jmHuMU. Ha n3o0paxeHnn ydacTka 2 oHa oOo3HavyaeTcsd
IIJIaBHBIM IIEPEXOIOM YIIOPAJOUYEHHOH CTPYKTYPhl B aMOPGHYIO.

Mucebma B XKTO, 2011, Tom 37, Bbin. 14
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Puc. 3. HRTEM-cHIMOK (pparMeHTa KBasHABYMEPHOI MYJIbTUCIIOMHON CTPYKTYPBL.

Crenyer oOpaTuTh BHIMaHHE Ha Kpail yactuisl B jieBoi vacth HRTEM-
CHIUMKa Ha pHuC. 3, rIe BHUOCH HIWKHUNH TOHKUN YIOPSANOYEHHBIH CJIOi
(BO3MOXXHO MOHOCJIOH) MaTepHaia YacTHIIBL, CKBO3b KOTOPBI IPOCMATpPHBa-
ercsi cyaboymopsiioYeHHasi CTPYKTypa YIJICPOXHON ITOMJIOKKH. ,,IlomoTHO™
CEKTPOB C YNOPSNOYCHHON KPUCTAJUIMYECKOH CTPYKTYpOil MMEET CKJIafKU
KaK B paJUaJIbHOM, TaKk ¥ B a3sUMyTaJbHOM HampasJyieHUsX. HakyioHHble
YYacTKH ITOBEPXHOCTH 3THX CKJIAJOK SIBJIIOTCS OTPaKAOMUMH ILTOCKO-
CTSIMH, JAIOIMMA KJIMHOBHIHBIE KOHTYpa Ha CBETJIONOJbHBIX (puc. 1) u
TeMHONONIbHBIX TEM-cHUMKaX, U cujIbHbIE AU(paKIMOHHBIE pediiekcH Ha
9JICKTPOHOrpaMMax [2]. AHaIM3 KapTHH 3JIEKTPOHHOW MU(PAKIMH I03BO-
JIIET JOCTaTOYHO YETKO WACHTU(HIMPOBATh YETHIpe NeOacBCKMX KOJIbLa,
OTBEYAIOIINX OTPAKCHHUSAM Ha IUIOCKOCTSIX CJIOEB OOBEKTOB IMPAKTHYCCKH
MapaJlIeSIbHBIX MOIJIOKKE (MJIH MEePICHINKYIIIPHBIX 3JIEKTPOHHOMY IIy94KY),
COOTBETCTBYIOIIMX (-(haze HUTpHUAa yriepoga. Ha kormblax, ocobeHHO Ha
TICPBOM, BBIACIISIOTCS CUJIbHBIC AU(PAKIMOHHBIE MAaKCHMYMBI Ha TEX JKe

Muebma B XKTO, 2011, Tom 37, Bbin. 14
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MesxruiockocTHele paccTossHus (asbl aC3Ny

Kpucranmaeckas hid MeKIUTOCKOCTHBIC PacCTOSTHHS, A
¢aza HRTEM ED XRD PDF

aCsNy 101 3.60 +£0.03 3.5810 3.6045
P31c{159} 110 32154 3.2833 3.2333
300 1.8692 1.8956 1.8667

220 1.6005 1.6416 1.6166

222 1.3214 1.3371 1.3328

330 1.0764 1.0944 1.0778

IUIOCKOCTSIX, HO HAaKJIOHEHHBIX Ha CKJIafKkaXx MaTepuana. Takum obpasom,
HaJIYKe CKJIafIOK JaeT BO3MOKHOCTb PETHCTPUPOBATh OTPAXKEHHs OT ILIOC-
KOCTEH, IPEeNMYIIECTBEHHOE TOJI0KEHAE KOTOPHIX NMPAKTUYCCKH ITEPIICHIN-
KyJIIpHO OCH OCHOBHOI'O 3JIEKTPOHHOIO ITy4Ka.

ITo nHeckompkmM HRTEM-cHHMKaM mHpsMBIM = paspelieHueM, MpH-
BEICHHBIM Ha PpUC. 3 W aHAJIOTUYHBIM, OIPENESICHO MEXIIOCKOCT-
HOC pacCTOsIHHE KpUCTalmmyeckoil cTpykTypel [lomydennoe cpenree
sHayeHne 3.60 £0.03A [0CTaTOYHO TOYHO COOTBETCTBYET 3HAYCHHUIO
dio1 = 3.6045 A st TeopeTndeckoit cTpykrypHOit Momesum @C3;Ny4 B Ha-
npasyieanu [101] [4]. MOXHO OTMETHTD, YTO HH Ha OIHOI M3 MOJYYEHHBIX
3JIEKTPOHOTPaMM HE OOHApYyXXHMBAIOTCS CHUJIbHBIE PE(QIIEKCH, COOTBETCTBY-
IOIIFe 3TOMY 3HaYeHHWI0O 0. DTO BIOJIHE 3aKOHOMEPHO, TaK KaK aTOMHBIC
IUIOCKOCTU 3TOTrO HAallpaBJICHUsl MapajUlesbHbl OCH 3JIEKTPOHHOIO ITydKa.
CrnenyeT Taxkke OTMETHTb U TOT (PaKT, YTO OJIM3KUX K 3TOMY 3HAYCHHIO
MEKIUTOCKOCTHBIX PacCTOSIHUI HE UMEET HU OflHA U3 KpUCTaJUINYECKHX (a3,
o0Opa3oBaHuE KOTOPBIX BO3MOXKHO B paccMaTpHBaeMol cucteMe. B Tabsmue
NIPUBEICHEl 3HAYEHUs] MEXKIJIOCKOCTHBIX paccTosHUM s (a3l aC3Ny,
onpenenenssle 1o HRTEM-cHrMKaM, o KapTHHAMU 3JICKTPOHHOM U pak-
. (EDP), MeTomoM MONHONPOMHIBHOTO aHalu3a 3KCICPHUMEHTATIBHOIO
peHTreHoBcKoro mudpakuuoHHoro cnektpa (XRD) [2] B cpaBHeHHH cO
3HaYeHusMH d U151 TeopeTHdYecKoil CTpykTypHoit Monem (PDF4).

ITo COBOKYNHOCTH MPEICTAaBJICHHEIX MAHHBIX C OOJBIION YBEPEHHO-
CTBIO MOJKHO YTBEPXIaTb, YTO paccMaTpHBacMbIC YIUIOMICHHBIE OOBEKTHI
ABJIAIOTCS 4acTUlaMu «-(asel HuTpupa yriaepoga CsNi ¢ yHHKaJIbHOI
KBa3UIBYMEPHOH MYJIbTUCJIONHON KPUCTAJLUINYECKOU CTPYKTYPOH.

Muebma B XKTO, 2011, Tom 37, Bbin. 14
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Pabora BeimosHeHa mpu ¢uHaHCOBOM momnepikke PPDPU (mpoekT Ho-
mep 09-08-01110) u B pamkax AHAJMTHYECKOW BETOMCTBEHHOH LEJICBOI
HpOrpamMMBbl ,,PasBuTHe HayqHOro MNOTEHIMaNa Bbicmied mKomsl (2009-
2020 romer)“ (mpoext Homep 2.1.2/886), ¢ wucrmonb3oBanneM 06OpymOBa-
Hust Hano-LlenTpa Tomckoro moymrexHmdeckoro yHuBepcutera U LleHTpa
KOJUIEKTUBHOTO TIOJIb30BaHMs HAyYHBIM oOopynoBanueM Tomckoro rocynmap-
CTBEHHOT'O YHHBEPCHUTETA.
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