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XJyopua WTTpUsl, TUAPOTEPMAIbHBIA CUHTE3, 30Jb-T€JIb CHUHTE3, CKAaHUPYIOUIAs
AJICKTPOHHAS MHMKPOCKONUS, PEHTIEHOCTPYKTYPHBIN aHamu3, auddepeHIrnaIbHbIA
TEPMUYECCKUN aHAJIN3.

OOBEeKTOM  HCCIACAOBAaHUS  SABISICTCS  HM3YYCHHE BIHMSHHUS  TEMIUIATOB  Ha
dbopMHupOBaHKE KaTaIM3aTopa Ha OCHOBE XJIOPHIA UTTPHSI.

ens paboThl — wu3ydeHUE BIUSHUS YCJIOBUM CHHTe3a Ha (OpMHUPOBAHUE
OKCUTHJIPOKCHUJIOB WUTTpHUS, CUHTE3MPOBAHHBIX HA OCHOBE XJOpPUJAa WTTpUS B
MPUCYTCTBUU TEMILJIATOB.

Ja noctmxkenus uenu HAP periensl ciienyromue 3a1a4uu:

— CHHTE3UPOBAHbl OKCUTHIAPOKCHABI HTTPUS THUIPOTEPMAIBHBIM M 30JIb-T€JIb
METOJAAMHU TMPH PA3IUYHBIX YCIOBHSX;

- mpoBeleH aHaiM3  MOpPGOJIOTHM  TMOJYYEHHBIX  00paslioB  MOCPEACTBOM
CKaHUPYIOLIEHN JIEKTPOHHOU MUKPOCKOIINH;

- W3y4Y€HA CTPYKTypa MOJYYEHHBIX MPOJYKTOB METOJOM PEHTTCHOBCKOU
nudpakimu;

- HCCEAO0BaH IMPOIECC TEPMUUYECKOr0 Pa3IoKeHHUsT 00pa3IloB;

- CJIeJlaH BBIBOJ| O BIMSHUHU TEMIUIATOB Ha (POPMUPOBAHKE KUCIOPOI0COACPKAIINX
COCIUHEHUN UTTPUSL.

OO6nacTh NpUMEHEHHUS — MOJYYE€HHE KaTallu3aTOPOB, HAHOKEPAMUKH, JTIOMUHODOPOB

Y CBEXIIPOBOJHUKOB.
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BBEJEHUE

HccnenoBanusi 3aKOHOMEPHOCTEH CHHTE3a M COPOIIMOHHBIX CBOMCTB OKCHUTHIPATOB
TSKEIIBIX METAJUIOB BEIYTCS, HAYMHAsI CO BTOPOU MOJTOBUHBI XX BEKa, U MPOAOIDKAIOTCS
110 HacTosiero BpeMeHu. OHU 00yCJIOBJICHBI BHICOKUMU MEPCIIEKTUBAMHU TTPUMEHECHUS
PEIKO3EMEINIbHBIX 3JIEMEHTOB (@ B YAaCTHOCTH, COCAWHCHHMU WTTPHS) MPH MOJIYYCHUHU
HAaHOKEPAMUKH, TIOMHUHO(OPOB, CBEXITPOBOIHUKOB, a TAKXKE KaTaIu3aTOPOB.

Oco0eHHO BaXHBIM SIBISIETCS BOMPOC CHHTE3a COCJUHEHUNW C YCTONYMBOM
OJTHOPOIHON CTPYKTYpPOl CYOMUKPOHHBIX pa3MepOB, KOTOpas 0OECIICUNBACT PA3BUTYIO
YIEIBbHYI0 MOBEPXHOCTh IOJIy4a€MbIX MAaTEpUAJIOB M, COOTBETCTBEHHO, MX BBICOKOE
KaueCTBO.

OnHako CHHTE3 W HCIOJb30BAaHUWE OKCHUTHJIPATHBIX MAaTEpUajOB CBA3aHbl CO
3HAYUTEIbHBIMU TPYAHOCTAMH, KOTOpPbIE 00YCIOBIEHBI HEJOCTATOYHOCTHIO CBEJIEHU 00
WX CTPOCHUH M MEXaHU3ME CTPYKTYPOOOpa30BaHUSI.

Takum 00pa3oM, aKTyaJdbHOCTb MPEACTABICHHOW pabOThl 3aK/IOYAeTCid B
HEO0OXOAUMOCTH W3y4CHUSA MEXaHU3Ma " HaMpaBJICHUN MPOLECCOB
CTPYKTYpPOOOpa30BaHUsI U DBOJIONUOHHBIX OCOOEHHOCTEM OKCUTHAPATOB TSKEIBIX
METAJUIOB ISl YIIPABJIECHUS UX CBOWCTBAMM Ha CTAJUM CUHTE3a U MPOrHO3UPOBAHUS UX
JadbHEUIero N3MEHEHHUS B ONPeIeIEHHBIX BHEITHUX YCIOBUSIX.

lenr paHHOW paboTHl 3aKiOYaliach B W3YYCHUM BIUSHUS TEMIUIATOB Ha
dbopMupoOBaHUE OKCUTHAPOKCUIOB UTTPHUS, CHHTE3UPOBAHHBIX HAa OCHOBE XJIOpHUJA
UTTPUS NIPU Pa3IUYHbIX 3HaUeHusXx pH.

JIJist TOCTHKEHUS TTIOCTABIICHHOM 11eJTM ObUIH PEIICHBI CIISYIONME 3a/1a4u:

1) CHHTE3 OKCHUTHAPOKCHJIOB UTTPHUS THIPOTESPMAILHBIM H 30J1b-T'€JIb METOJIAMH IIPH

Pa3IUYHBIX YCIOBHUSIX;
2) mpoBeficHHE aHaaM3a MOPQOJOrHM IOJYYCHHBIX O00pasi[oB IOCPEACTBOM
CKAHUPYIOIIEH 3JIEKTPOHHOW MUKPOCKOIIHH;

3) u3ydeHWe CTPYKTYPbl TMOJYYCHHBIX MPOJYKTOB METOAOM PEHTTEHOBCKOM

nudpakuuu;

4) uccnenoBaHKe MPoIecca TEPMUUECKOTO pa3iokeHUsT 00pasIioB.



1 JUTEPATYPHBIN OB30P
1.1 Ob6nacTu NnpuMeHeHHUsI OKCHI0OB U THAPOKCHI0B UTTPHUSA

UTTpuii — XUMUYECKUN 3JIeMEHT ¢ aToMHBIM HomepoM 39. IlpencraBiser coOoit
CBETIIO-CEPBI MeTaul ¢ MoysspHOi Maccoit 88,9 r/mons, mnorHOCTRIO 4,47 T/CM® 1
temnepatypoit miaBnenus 1528 °C. Conpepikanue UTTpUS B 36MHOW KOpE COCTaBISIET
2,8:10° %, oH BXOOWT B COCTaB MHOTMX MHHEPATIOB PEIKO3EMEIBHBLIX DJIEMEHTOB.
bnarogapst BRICOKOW MIACTUYHOCTH, UTTPUM MOJAaeTcsi o0pabOoTKe JaBICHHEM Kak B
XOJIOTHOM, TakK W B TopsdeM cocTosHusx. OH HcCHoip3yeTcs Kak jo0aBKa TpH
MIPOM3BOJICTBE JIETUPOBAHHOW CTaJd, MOAU(UIIMPOBAHHOTO YyTryHAa W JPYIHX THUIIOB
cruiaBos [1].

OkcHul ¥ THAPOKCHUJ WUTTPHS HAXOIAT IIHPOKOE MPUMEHEHHE Oyarojaps 0COOBIM
CBOWCTBAM, TaKUM KaK:

BbICOKas Temneparypa riaBienus: 2410 °C;
XOpoIas XUMUYecKast CTa0UILHOCTD K IIEIIOUaM;
BBICOKHI TIOKa3aTeb npenomieHus. > 1,9;
BBICOKAsI MPOYHOCTH JTUANIeKTprKa: > 3 MB/cwm.

['uapokcua UTTPUS UCITONB3YeTCsl Kak Oy(QepHBIN CITOM I BEICOKOTEMITEPaTypPHBIX
CBEPXIIPOBOIHUKOB, B HW3TOTOBJICHUH BBICOKOTPOU3BOIUTEIBHBIX JTIOMHHECIICHTHBIX
YCTPOMCTB, MarHuTa U JApyrux (yHKIMOHAIBHBIX MarepuajioB. Kpome Toro, naHHoe
BEIIICCTBO MOXET CIY)KHTh B KadecTBE IpeKypcopa s IPOU3BOJCTBA KEPAMHKH,
JFOMHUHO(OPOB, UTTPUH-ATFOMUHHUEBBIX TPAaHAT, OKCH/IA UTTPHUS U IPYTUX TIPOMBIIIICHHO
Ba)KHBIX TPOIYKTOB [2].

Oxcu UTTpHS, B CBOIO OYEPEIb, SIBISICTCSI BHICOKOTEMITEPATyPHBIM KEpaMHUUECKIM
MaTepuaioM, OOJaJarolIuM pSJAOM IIEHHBIX CBOHCTB. Mcmomb3oBaHue ero B
MPOU3BOJICTBE ONTUYECKOW KEPAaMUKH TIO3BOJIIET HWHTEHCU(DUIIMPOBATH TPOIIECC
TOpSYETo TPECCOBAaHUS M TOJAYYUTh IUIOTHYIO KepaMuKy Tmpu Oojiee HH3KHX
TeMIiepaTypax.

Kepamuka Ha OCHOBE OKCHIa UTTPHS 00JIaJaeT BHICOKOW XHUMHUYECKOW CTOUKOCTHIO,
UMeeT HU3KUHA KO3(PPUITMEHT TEIJIOBOTO PaCIIMPEHHS U BBICOKYIO MTpo3padyHocTh B UK-
nuanaszoHe JMH BoiH. Mcmonb3oBanue Y203 B KadecTBE JIa3epHOr0 MaTephaia B
3HAYNTEIHHOW CTEIICHHM OrPaHWYCHO B CBSI3W C TPYJHOCTSIMHU  BBIPAIIUBAHHS
KauyeCTBEHHOTO MOHOKpPHCTaJIa M3-3a BBICOKOW Temrmeparypsl miasieHus 2430 °C, a
TaKxe nmoaumopduoro nepexoaa npu 2277 °C [3].

NHTEHCUBHO pa3BUBAacMbIi B IIOCIECIHEE BpeMsS KEpPaMHYECKHUH IOAXON K
MOJIYUCHUIO  OECTOPUCTBIX  HU3KOJAE(MEKTHBIX MaTEpPUATIOB  OTKPHIBACT  HOBBIE
BO3MOXXHOCTH JIJIi WCIIOJNB30BAHUS OKCHJIa UTTPUS B KAa4ECTBE AKTUBHOW JIA3€PHOM
cpenbl. Kepamudeckass TEXHOJOTHS TO3BOJISIET 3HAYMTEILHO CHU3HUTH TEMIIEpaTypy
MOJIYUCHHUsS] MaTepuaya, YBEIWYUTh KOHIIEHTPAIMIO JIETHUPYIOIIErO0 KOMIIOHEHTa B
MaTepualie ¥ CO3/1aBaTh MHOTOCJIOWHBIE JIEMEHTHI C Pa3HOU CTETECHBIO JIETUPOBAHMUS.
[Tomydenue 1a3zepHOi KepaMHUKH BKIIIOUAET B ce0sl CHHTE3 MOPOIIKA, €ro (POPMOBAHHE U
CIIEKaHME KOMIIaKTa B MOHOJIMTHBIN MPO3pavyHbIii 00pas3ell.



OcHOBBIBasICh Ha  MHOTOYHCIEHHBIX JaHHBIX, MOXHO YyTBEpXJaTh, 4YTO
WCIIOJIb30BaHUE MMEHHO HAHOPA3MEPHBIX TOPOIIKOB ITO3BOJISET IMOJYYHTh KOMIIAKT C
pPaBHOMEPHBIM  pacCIpe/ieIeHHeM IUIOTHOCTH 1O 00bEMYy U cPOopMUPOBATH
MUKPOCTPYKTYPY KEpaMHKH, OTBEUAIOIIYI0 TpPeOOBAaHUSAM, TMPEABIBIIEMBIM K
ONTHYECKUM MaTepHaIaM.

MenKoauCepCHbI OKCHJI UTTPHUS Tak)Ke HAXOAUT MPUMEHEHHWE B IIpoIleccax
KaTajan3a, WCIOJb3yeTCS IS TIOBBIIICHUS MEXaHMYECKHX CBOWCTB HEP)KABCIOMIUX
CTaJiel M CBEPXIPOYHBIX CIUIABOB, HU3KOJETMPOBAHHBIX CIUIABOB HAa OCHOBE XpOMa,
MOCKOJIbKY OH CIIOCOOEH yCTPaHsTh e(PEeKThl KPUCTALINYECKUX PEIIETOK CIIABOB, TEM
CaMbIM YyBEIIMYMBAs CTOHWKOCTh CIIABOB K ITOJI3YYECTH W TIOBBIMIAS HMX IMPOYHOCTD.
O} dexkTUBHOCTH ITUX MPOIECCOB 3aBUCUT OT pa3Mepa 3e€pHa MCIOIb3YeMOro MOPOIIKa
okcuaa urtpus [3].

Kpome TOro, OKCHI HWTTpPHS HCIONB3YEeTCS B Jia3epax BBICOKOW MOITHOCTH, B
sHEprocOeperaronMx CBETOANOAaX OeIoro IBeTa, A YBEJIWYEHUS NPOYHOCTU U
JIOJITOBEYHOCTH QIFOMUHUEBBIX ¥ MarHUEBBIX CILIABOB, B CIICIIMAM3UPOBAHHBIX THITaX
CTEKJIa U ONTHUYCCKUX JIMH3, B PA3IMYHBIX DJIEKTPUUCCKUX M Ta30BBIX CEHCOpax, MpH
MOJIYUCHUH BBICOKOA((EKTUBHBIX JIOMHUHO(POPOB, AITIOMUHATHBIX U (PEpPUTOBBIX
rpaHaToB, a TaKXKe KakKk MOAUGUIMPYIOINE WIM CTAaOWIM3HpYIOIUE J100aBKH, B
YaCTHOCTH, TIPH CTAOMIIN3AIMK CTPYKTYPHI ITMPKOHUEBOW KEPAMHUKH.

1.2 Hutpar, xJiopuj, cyibpat uTTpus

OCHOBHBIM CIIOCOOOM TOJTYYEHHSI TUAPOKCHUIA UTTPHUS SBIISIETCS OCAXKICHHUE COJICH
UTTPUsI W3 BOJHOTO pacTBOpPa C HCIOJb30BAaHHEM BOJHOTO pacTBOpa IIEJIOYH.
HauGonbiiee 3HaYSHIE B KAUECTBE UCXOIHOTO CHIPhSI UMEIOT HUTPAT, XJIOPH U CyIbdar
UTTPHSL.

Hutpar uTTpus — HEOpPraHMYECKOE COCIUHEHHE, COJIb MeTalla UTTPUS U a30THON
kuciotel ¢ dopmyioii Y(NOs)s. ITnorHocts — 2,682 r/cm®, pacTBOPUMOCTH B BOJE —
96,72 r/100 mu. Hurpar urtpust obpasyer OecuBeTHble (O€ible) KpUCTALIb, KOTOPHIE
PacIUIBIBAIOTCS HA BO3yXe. XOPOIIO pacTBOPSIETCS B BOJIC C THAPOJIA30M TI0 KATHOHY,
obpasyer kpucrautoruaparsl coctaBa Y (NOz)z-nH20, rae n = 3, 5 u 6. [1pu MeyieHHOM
HarpeBaHUM Ha BO3/yXe IMPEBPAIACTCs B OCHOBHBIC COJIM, HE pacTBOpUMBIC B Boje. [Ipu
JaTbHEHINEM HarpeBaHUM TOJTYYaeTCsl OKUCh UTTpHsl. CyIIECTBYIOT OCHOBHBIC HUTPATHI
uttpust  (3Y203:4N20s5-20H20), mpakTHYeckd HE pacTBOPUMBIE B BoAe. ITO
UCIOJIb3yeTcs Mpu paszaesiennu P390 mo metony (GppakiiMOHHOTO pa3ioKEeHUs HUTPATOB
[4].

OCHOBHBIMU CITOCOOAMU MOTYYCHHUS HUTPATA UTTPUS U3 METAJUTMYECKOTO BEIIECTBA
SBIIIFOTCSL PACTBOPEHHE METAIUTMYECKOTO UTTPUS B pa30aBICHHON a30THOM KHUCIIOTE U
peakus JUOKCUIA a30Ta C METANTHYECKUM UTTPUEM.

XJopua UTTpHsi — OMHAPHOE HEOPraHWMYECKOE COSIMHEHHE, COJIb MeTajia UTTPHS U
costHor KUCoThl ¢ popmyioit YCls. t,,=721 °C, tem=1507 ° C, moTHoCTh paBHa 2,67
r/cm®. Xoporo pacTBopsieTcst B Bojie U dTanoie. He pacTBopsieTcst B JUITUIOBOM d(DHpE.
Oopasyet kpuctautoruapatsl coctaBa Y Clz-H20 u YClz-6H.0 [4].



XJIOpUJ UTTPUS MOJYHaArOT AECUCTBUEM XJIOPA HA METAJJIMYECKUU UTTPUM, a TAKKE
peakiuend COJITHOM KHUCJIOTHI C METAUIMYEeCKUM UTTpUEM. BclieacTBue BBICOKOM
TUTPOCKOITUYHOCTH XJIopyuga  UTTpUs HE00XO0IUMO MPUHUMATh MEpBHI,
MpeAOTBPAIIAIOIIUE TTONaJaHKEe BIIAry.

XJOpUT UTTPUS UCTIOJIB3YETCS JUIsl OUUCTKU METATUYECKOTO0 UTTPUSL.

CynbdaT UTTpHUs — HEOPTaHUYECKOE COCAMHEHHUE, COJIb METaJlJIa UTTPUS U CEPHOMN
KUCIoTel ¢ popmyinoit Y2(SOs)s. Ero mumorHocts cocrasiuser 2,52 r/cm3. Berectso
obpasyer OeciBeTHble (O€nble) KPUCTAUIbI, XOPOIIO PACTBOPSACTCS B  XOJIOTHOU
(memsHOM) BOmE C THAPOJIM30M [0 KATHOHY, C IIOBBIIICHHEM TEMIEpaTypbl
pactBopuMocTh magaer. CynbdaT UTTpUS 00pa3yeT KpUCTALIOTHApaAT COCTaBa
Y2(S04)3-8H20 [4].

TBEpbI TUAPATUPOBAHHBIN CYyIb(hAT UTTPUS MOXKET OBITH MOJIYYEH PACTBOPEHHUEM
OKHCH, THUJPOOKHCH WM KapOoHaTa MeTajaia B pa30aBJICHHOW CEpHOM KHUCIOTE U
MOCIEAYIOIUM  YIapUBaHUEM TOJTYYEHHBIX pacTBopoB. [lomydenune O6e3BOIHOTO
cylbdaTa UTTPUS MOXKET OBbITh OCYIIECTBICHO HAarpeBaHUEM €ro TUJpaTUPOBAHHOIO
cynsara mpumepro 1o 400 °C, a Takke HarpeBaHHEM OKHCH WM THUIpaTa OKHCH C
KOHIIEHTPUPOBAHHOW CEPHOMN KUCIIOTOM.

1.3 Cnoco0bI cuHTE32
1.3.1 lucnieprupoBanue U KOHIEHCAI[HSA

MeToapl TOay4eHHUsT KOJUIOUIHBIX CUCTEM — IMOPOIIKOB, CYCIIEH3UM, 30JICi, B TOM
YHCJIE aj’pO30JIEM M OMYJIBCUW — OCHOBBIBAIOTCS HA JABYX OCHOBHBIX MPUHLIMIAX!
JUCTIEPTUPOBAHUM U KOHCHCAITUH.

JlucriepcOHHBIE METOJbl OCHOBAHBI Ha Pa3apoOJICHUHM TBEPABIX TEN 0 YacCTHII
KOJUIOUJTHOTO pa3Mepa U 0Opa3oBaHUM TaKUM OOpa3oM KOJUIOMJHBIX PacTBOPOB.
[Iporiecc nucneprupoBaHUs OCYIIECTBISECTCS PA3IMUYHBIMHA METOAAMM. MEXaHUYECKUM
pa3MalibiBaHUEM BellecTBa B T.H. KOJUIOMJHBIX MEJIbHUIIAX, 3JIEKTPOIYTOBBIM
pacrnbUICHUEM METAJIOB, APOOJEHUEM BEIIECTBA MPU MOMOIIY YIbTPa3ByKa.

JlucrieprupoBaHie MOXKET OBITh CaMOIIPOM3BOJIBLHOE M HECAMOIPOU3BOJIBHOE.
Camornpou3BoJIbHOE TUCTIEPTUPOBAHUE XaPAKTEPHO IS IMODUIbHBIX CUCTEM U CBSI3aHO
C pocToM OecropsiKa CHCTeMbI (KOrjia U3 OJHOr0 OOJIBIIOro KycKa 00pa3yeTcsi MHOTO
MEJIKHX YacTuil). [Ipy qucreprupoBaHuu Py IOCTOSSHHON TEMIIEPAType POCT SHTPOITUU
JIOJDKEH TPEBBIIIATh M3MEHEHUE SHTANBINN [5].

B orHomieHMH MO(GOOHBIX CHCTEM CaMONPOHM3BOJBLHOE JIUCIICPTUPOBAHHUE
HCKJIIOYEHO, TI03TOMY JUCIEPrUpOBaHHME BO3MOXHO JIMIIL IIyT€M  3aTpaTrhl
OMpEeNIeICHHOW paboThl WJIM OSKBUBAJICHTHOTO KOJMYECTBA TEIUIOTHI, KOTOpPOE
HU3MepSETCs, B YaCTHOCTH, SHTAJIBIIUCH.

B 3aBucMMOCTH OT arperaTHOro COCTOSIHUS JAUCHEpPCHOM (ha3bl JUCIEPrUpPOBAHUE
JIOCTUTACTCS.

— B ciydae TBepaod ¢a3pl — MEXaHMYECKHM H3MEIbYCHHUEM C ITOCISAYIOITUM
nepeMelIMBaHuEM B JKHIKON Cpe/ie WM PacIiblIICHUEM B Ta30BOM ;
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— B CJIy4ae KUJKOH (ha3pl — MHTEHCUBHBIM IEpEMEITUBAHUEM WJIH pa30phI3TUBAaHUEM
C IOMOIIIBIO CIIEIUATIBHBIX YCTPOUCTB,;

— B CiIy4ae ra3oBoit (ha3pl — 6apOoTakeM uepe3 CIoN KUIKOCTH.

Hwxe mpuBeieHbl METOIBI OCYIIICCTBICHUS JUCTICPTHPOBAHMS.

MexaHn4ecKoe AUCIICPrUPOBAHUE OCYIIECTBIIACTCS TOA JCHCTBHEM BHEITHEH
MexaHu4ecko paboTel. CrocoObl: HWCTUpaHHWE, pa3JaBIWBaHHUE, pacKaJIbIBaHUE,
pacnbuieHHe, 0apOoTax (IMpoMyCcKaHue CTPYH BO3yXa Uyepe3 JKUIKOCTh), BCTPAXUBAHUE,
B3pBIB, JACHCTBUE 3BYKOBBIX U YIBTPA3BYKOBBIX BOJIH. TakKMM METO/IOM MOJIY4alOT MYKY,
caxapHylo yJipy, Kakao MOPOIIOK, MPSHOCTH, MOJIOTHIHN kode u apyrue. Pazmep yactuii,
MOJTy9aeMbIX ATUM METOJIOM, JOBOJBHO Ooibmioi, He MeHee 100 M. O6opymoBaHumeE:
CTYIIKH, MEIbHUIIBI, IPOOMIIKU PA3IMYHBIX THUIIOB, )KEPHOBA.

Jlnst mobiiieHUst 3(PPEKTUBHOCTH MEXaHWYECKOE IUCIEPTUPOBAHUE IMPOBOIAT B
xuakon cpene. Kunkoctu (pactBopsl I[TAB, 351eKTpOJIUTOB), CMaYMBAIOIIKE TBEPIOEC
TE€JO, aCOPOUPYIOTCS HA HEM U CHIDKAIOT MPOYHOCTh MPU MEXAHUYECKOU 00padoTKe.
DTO Ha3bIBaeTcs aJCOPOLUMOHHOE MOHMXKEHHME MPOYHOCTH TBEPABIX Tel WM 3(PdexT
Pebunnepa (o6ocuoBano B 1982 1. [1.A. Pebunaepom) [6].

DNEKTPUYECKOE IUCTIEPTHPOBAHNE OCHOBAHO Ha OOpa30BaHWHM BOJHTOBOU IYTH
MEXIY 3JIEKTPOJaMH W3 PacCHbUIIEMOr0 MeETajia, TOMEIICHHBIMH B OXJIAXIACMYIO
JTUCTIEPCHOHHYIO Cpeny. MeTauibl mpu TeMIlepaType BOJBTOBOW JYTH HCIAPSIOTCS, a
3aTEM B XOJIOJTHOW TUCIIEPCUOHHOU Cpelie KOHAECHCUPYIOTCS. TaKuM METOIOM IMOJTYyYarOT
B OCHOBHOM THJPO30JIM META/LUIOB (TUCIICPCHOHHOM CPENIoi sSBIISETCS BOAA), HAPUMED
cepebpa, 30J10Ta U TJIATHHEI.

JlucneprupoBanue yiabTPa3ByKOM OCHOBAHO Ha BO3JCHCTBUM TIPH ITOMOIIU
yIIBTPa3BYKOBBIX KojeOaHwmii ¢ yactorodd Bbime 20 Teic. B 1 C., HE yJIaBIMBAEMBIX
YEeJIOBEUECKUM YXOM, U d3(DPEKTUBHO JUIIB JJI BEIIECTB ¢ HEOOIBIIONH MPOYHOCTHI0. K
HUM OTHOCAT cepy, Tpadut, Kpaxmal, Kaydyk, )KeIaThH U JIp.

K ¢usuko-xuMudaeckoMy AUCHEPTHPOBAHUIO OTHOCHUTCA MeTon mentu3anuu OH
3aKJIIOYAETCS] B TEPEBOJEC CBEKEMPUTOTOBICHHBIX PBIXJIBIX OCAJKOB B KOJIIOMIHBIN
pacTBOp MO JIEWCTBHEM CHCIHAIBHBIX CTAOMIU3UPYIONIUX T00ABOK — TENTH3aTOPOB
(anexTpomuThl, pactBophl ITAB). JleiicTBHe menTh3aTopa 3akKJIIOYacTcss B TOM, 4YTO
YaCTHUIIBI OCaJKa OTACISIOTCS APYT OT APyra U MEepexojaT BO B3BEUIEHHOE COCTOSHUE,
o0Opa3ys 305b. TakuM METOOM MOXKHO TOJY4YUTh, HAPUMEpP, THAPO30JIb THAPOKCHIA
xenesa (111). MeTton menTr3anuy MOXKHO IPUMEHSATH TOJIBKO JUIS CBEKEITPUTOTOBICHHBIX
0CaJIKOB, TaK KaK B MPOIIECCE XPaHEHUsSI MPOUCXOAT MPOIECCHl PEKPUCTAIUIM3ANUUA U
CTapeHUs], TMPHUBOIAIINE K CPAIUBAHUIO YaCTHI[ JIPYr ¢ JApyroM. Pa3mepbl dacTuil
MOJIy4aeMbIX TaHHBIM METOA0M oKoJio 1 HM [6].

Mertonpl AUCTIEprupOBaHKs OOBIYHO 3HAYUTEIHHO YCTYMAIOT METOIaM KOHICHCAIINH
TI0 JMCIIEPCHOCTH TONyYE€HHBIX cucTeM (a > 10 m).

K KoHJeHCalMOHHBIM METOJaM TMOJy4YeHUs JUCHEPCHBIX CHCTEM OTHOCATCS
KOHJICHCAITUs, JaecyonuManust W Kpuctammm3anus. OHU OCHOBaHBI Ha OOpa3OBaHHU
HOBOM (pa3bl B YCIOBHUSAX MEPECHIIIICHHOTO COCTOSTHHS BEIIECTBA B TA30BOM WM KHIKOM
cpene. [Ipu a3TOM cucTeMa U3 roMOreHHON MEePEXOaUT B TeTeporeHnyro. Konnencanus u
JecyOoMMaItis XapakKTePHBI I Ta30BOH, a KPUCTAILTU3AINS — JUTSI )KUJIKOW CPEJIbI.
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HeoO0xoauMbIM yCITOBHEM KOHJICHCAITUN M KPUCTAUIN3AIIAHN SBIISICTCS TICPEChIICHUE
¥ HEPaBHOMEPHOE pacIipelieiCHUEe BEIIeCTBA B JUCHEPCHOHHOW cpene (daykryarms
KOHIICHTPAIUH).

KonneHcarmoHHsbIi mpoliecc BKJIIOYAET B ¢e0s1 JIBE CTAIUU:

— 00pa3oBaHue IICHTPOB KOH/ICHCAINH (3apOIbIieii);

— POCT 3apO/IbILICH.

JlokazaHo, 9TO CaMOMPOHM3BOJILHOE OOpa30BaHHE 3apOABIINICH 3a CYET yJa4HOTO
CTOJIKHOBCHHSI MOJICKYJT MajOBEpPOSTHO. 3apOJbIIIA 00pa3yroTCsl Ha YK€ UMEIONTUXCS
MOBEPXHOCTAX pazena (MbUIMHKK WM APYTHe Yy)KEPOJIHBbIC YacTHIlbI). B TIaTenbHO
OUYHUIIICHHBIX CUCTEMax OO0pa3oBaHWE HOBOH (pa3pl HE MPOUCXOIUT AaXE MPU OYCHD
BBICOKHMX CTEICHSIX TICPEChIMeHUsl. POCT 3apofblimieli MpPOUCXOIUT B PE3yibTare
OTJIOXKEHHS MX Ha MMOBEPXHOCTH BEIIECTBA U3 TIEPECHIIIICHHON CUCTEMBI [6].

Pa3zMep oOpasyromuxcsi 4acTHI] KOJUIOUIHON CUCTEMBI M MOJUAUCIEPCHOCTh ITOU
CHUCTEMBI 3aBHCHT OT COOTHOIIICHHUS CKOpOCTel 0Opa3oBaHUs 3apoOABIIICH M UX POCTa.
s oOpa3oBaHHsT MOHOIMCIEPCHOW KOJUIOMJIHON CHCTEMBI CKOPOCTh OOpa30BaHUS
3apopiiei (V1) T0HKHA OBITh BEJTMKA, a CKOPOCTh UX pocTa (V2) mMaa.

@daxTophl, BIUSAIOIINE HA CKOPOCTh OTAEIbHBIX CTaauii mpoiecca [6]:

— pPacTBOPUMOCTh UCIEPCHOM (Da3bl B AMCIIEPCHOHHOW Cpelie — YeM OHa MEHBIIIE,
TeM OOJbIIIe Vi M MEHBIIIE V2, TO €CTh 00pa3yeTcs MEIKOIUCIIEPCHAs CUCTEMA,

— KOHIICHTpAIIWs TUCIIEPCHOM (pa3bl B CUCTEME:

a) TIPU MaJIBIX KOHIIEHTPAIHSIX 00pa3yeTcsl MEJIKOAUCIIEPCHAs cucTeMa (KOJUIOW THBIH
pacTBop), Vi1 > Vo, T.K. V2 Maa;

0) npu OOJIBIIMX KOHIECHTPAIMIX TOXKE 00pa3yeTcs MENKOAMCIIEPCHAs CHCTEMa
(remp), V1 > V2, T.K. V1 BEJIUKA,;

B) [IPU CPEIHUX KOHIICHTPALUSIX 00pa3yeTcsi KpYIMHOUCIIEPCHAs CUCTEMa, V1 = Vo,

— TeMIiepaTypa: MpH MOBBIIICHHBIX TEMIIEPaTypax 00pa3yrOTCs MEIKUE KPUCTAILIH,
IpU HU3KKUX — OoJiee KpymHble aMop(HbIE 00pa30BaHus;

— IIPUCYTCTBUE BEIECTB, TPEMATCTBYIONIMX OOPa30BaHHUIO 3apOJBIINICH, WIIN
TOPMO3SIIHUX UX POCT (MEXaHU3M JACHCTBHS — aJCOPOIIMOHHBIN);

— HCOOXOJMMBIM YCIIOBHEM IIOJIYUCHHUS KOJUIOUIHBIX CHCTEM SIBIIACTCS HAJUYHC
crabuimzaropa.

Buibl KOHIEHCAIIMOHHBIX METO/IOB:

a) Gpu3MYecKre  MPOIECChl, MPOTCKAIIUE IPU  OXJAKICHUU  CHCTEMBI:
Kkpuctan3amnus (oOpa3zoBanue TBepaod (a3l B KUIAKOM pacTBOPE); KOHICHCAIUS
(mpeBpaieHre TApOB B JKUIKOCTB); necyOnmumarnus (mepexoj W3 Ta30BoW (a3bl B

TBEPYIO).
0) XxuMHYecKHe mporecchl (peakuun oOMeHa, OKMCICHHS, THAPOJIN3a U Ap.)

1.3.2 30iab-TrejIb TeXHOJI0r usl
30b-Te€lIb TEXHOJOTHS — METOJ TOJY4CHHUS MATEpUAlOB C OMNPEACICHHBIMU

XUMHYECKUMH U (PU3HKO-MEXaHUYCCKUMHU CBOMCTBAMHM, BKIIOUYAIOIIUHN TOIyYCHHUE 30715
M TIOCHEAYIOIIUM MEPEBOJ €ro B Telb. JTOT METOJA TMO3BOJSIET TOJIy4YaTh
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MEJIKOJIMCIIEPCHBIE TOPOIIKH, BOJIOKHA WM TOHKHWE TIUIEHKM W3 pPacTBOPOB MIpHU
TeMIepaTypax, 0ojaee HU3KUX, YeM B CIIydae TPaJUIMOHHBIX TBEPIO(pa3HBIX CUCTEM.

CyIiecTBeHHbIC IPEUMYIIECTBA JAHHOTO METO/1a 3aKJIFOYAIOTCS B ClieayromeM [7]:

— HU3Kas TeMIeparypa Ipolecca IMOJYYEHHs] Telld. CHUXKEHUE TeMIIEepaTyphl
noydeHus kpemuueBoro crekia ot 2000 o 1000 °C;

— BBICOKasi TOMOI'€HHOCTh M YHMCTOTa MOJIy4aeMOIr'o MaTepualia Ha MOJEKYJISPHOM
YPOBHE: HET MOTEPh M3-3a JIETYYECTH KOMIIOHEHTOB M IEPEIUIABOB, HET MOCTYIICHUS
IIpUMECEN U3 MaTepralia TUTJIEW IIPHU BBICOKUX TEMIIEpATypax;

— BO3MOXXKHOCTh M3MEHEHUsl yCIOBUU (HOpMHUPOBaHUSA MPOAYKTa. MEHss yCIOBHS
CMEUIEHUSI HMCXOAHBIX PACTBOPOB, CYIIKH IPEKYpPCOPOB, COJIEBOM COCTaB, MOYKHO
perynupoBatb MOpPQOJIOTHIO, pa3Mep YaCTHULI, YIEIbHYIO TOBEPXHOCTh MAaTEPHAIIA;

— BO3MOXXHOCTb YJIBTPa3BYKOBOI'O BO3JIEHCTBHUS HAa PACTBOP U OCAJOK.

Cpeaun Bcex METONOB IOJIYYEHUs HAHOIOPOIIKOB M M30JIMPOBAHHBIX HAHOYACTHI]
METOJI OCAXKIEHUA W3 KOJUIOMJHBIX pPacTBOpOB oO0jagaer Haubonee BBICOKOM
CEJIEKTUBHOCTHIO. OH MO3BOJISIET MOJTy4aTh CTAOUIM3UPOBAHHBIE HAHOKJIACTEPHI C OUECHb
Y3KHM pacopeleleHueM [0 pa3MepaM, 4YTO BECbMA BAaXKHO JUII HMCIOJb30BAHMS
HAHOYACTHUII B KAYECTBE KaTaJIM3aTOPOB WA B YCTPOUCTBAX MUKPOAJIEKTPOHUKH. 30JIb-
rejib METOJ B COYETAHUHU C MOCIEAYIOIEeH TepMooOpabOTKON MPOIYKTOB pPEaKLUU
IIMPOKO IMPUMEHSETCS JUIsSl MOJIYYEHHUS] BCEBO3MOXHBIX OKCHJIHBIX KOMIIO3UI[MOHHBIX
MaTepHraioB (KaKk WHAMBHYaJIbHBIX OJJHOKOMIIOHEHTHBIX OKCHJIOB, TaK U JABYX-, TPEX- U
0oJiee KOMIIOHEHTHBIX CUCTEM C MOJIyY€HHEM XUMUYECKUX COeTMHEHU THIa (heppuToB,
TUTAHATOB, CHJIUKATOB U T. 1I.)

Cxema 301b-TeJlb CUHTE3a MpejcTaBieHa Ha pucyHke 1.1. Hauunator ¢ Toro, 4to u3
OJIHOPOJIHOT'O PAacTBOpA, COJIEPKAIIEr0 BCE HEOOXOIUMbIC MHIPEIUCHTHI J00OaBICHUEM
CHEIUaIbHOTO BEHIECTBA MOJYYAIOT 30Jb — CTAOWUJIBHYIO CYCHEH3UI0 HAHOYACTHII,
KOTOpBIE IJIABAIOT B pacTBOpe, HEe ocefas Ha AHO cocyaa. Co BpeMEHEM YacCTHUILIbI
HAYMHAIOT CIMIIATBCA M IIOJIy4aeTCs NPOCTPACTBEHHBIM KapKac Teis, B IIyCTOTax
KOTOpOT'0 OcTaeTcs pacTBoputelb. [Ipu BeICylIMBaHUU renst 00pa3yroTcsi HAHOYACTULIB.

CBepXKpHTHUCCKAL
IKCTPAKITHA
AIKOH Pazn

o3, —
0,0 ; °°° [Nonuroraencaman
=] 3 ® nﬂg
3o I
(XOMIOIHELL pAcTBOP) (mpocTpancTRENNAR CTPYKTYPA)

KCEPOI'E] b

Pucynok 1.1 — CxemMaTudHOE IIpEACTABICHUE 30JIb-T€JIb Iporecca [7]
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B 301b-T€J1b TEXHOJIOTHUH MPEKYPCOP — ITO BEIIECTBO, KOTOPOE MPH OMPEICICHHBIX
YCIOBUSAX MOXKET OOpPa30BbIBATH MOJMMOJIEKYJIbI, IOJMCOJbBATUPOBAHHBIC TPYIIIIHI,
MHUIICIUIBI, M3 KOTOPBIX OyAyT (hOopMHUpOBATH 3apOJBIIIA HAHOYACTHUI 30J11. B kadecTBe
IPEKypCOPOB ~ MOTYT  KCIIOJb30BAThCS  MPAKTHUYECKH JIIOOBIE, Kak IPaBHUIIO,
THIIPOJIM3YIOINUECS CoenuHeHusT — ankokcuabl kpemuust SI(OR)s u psnma npyrux
metamoB (Al, Ti, Sn, Zr u np.), comu meramwioB (Hampumep, XJIOPUIBI THUTaHA,
OKCOXJIOpH bl BaHaaus) [8].

JInst TOro dTOOBI OCYIIECTBUTH TIPOIECCH THUAPOIHM3a W  IOJUKOHJCHCAIINU
(TMaPOIUTUYECKON TOJMKOHICHCAIINHN), B PEAKIHOHHYIO Cpeay BBOIAT BoAy. [1Jist TOro
9TOObl MHHIMUPOBATH THUAPOJIM3 U PETYJIUPOBATh €ro CKOPOCTh, J0OaBISIOT
KaTaJM3aTopbl. DTO 4Yalle BCEro KHCIOTHI WM MIedovd. [lo3ToMy B 30Jb-Tellb
TEXHOJIOTUH MPHUHATO MOAPA3ACIATh TUAPOINA3 HA KKCIBIH U IETOYHOM.

MO>KHO BBOAMTH B 30JIU U MOTUPHUIUPYIOIIUE JOOABKH, KOTOPBIC IPUAATYT HOBBIC
TMOJIE3HBIC CBOMCTBA MOJYYaeMbIM MaTepUaaM M MOKPBITHSAM. DTO MOTYT OBITh BOJO-
CIIUPTOPACTBOPUMBIC COJIM M KHUCJIOThI, OPraHUYECKUE HU3KO- ¥ BBICOKOMOJICKYIIIPHBIC
coenuHeHus. OOBIYHO NEpe]T BBEACHUEM B PEAKIIHOHHYIO CMECh COJIM PACTBOPSIIOT B BOJIC
WM OPraHUYeCKOM pacTBopuTelie. V3HayanbHO, B MOMEHT CMECIIMBAHUS HMCXOIHBIX
KOMITOHEHTOB JPyr C JAPYrOM, OHH, KaK MPaBWJIO, MPEACTABISIOT COOOW HCTHHHBIC
pacTBOpbl. B pesynbrare THAPOIMTUYECKOW MOJMKOHACHCAIMU MOJICKYJ MpeKypcopa
obpasyercst HaHodacTuilbl (TBepaas ¢asza), pasMep KOTOPbIX OOBIYHO HAXOIMTCS B
nuarna3one 1-100 um [8].

PaccMoTpuM cxeMy 30Jb-T€Ib METOJIa B MOAPOOHOCTSIX HA MpHMEpe 0Opa3OBaHHUs
okcuaa kpemHus. [Ipoiecc COCTOUT U3 CIETYIOIIUX CTa I

1 cragusa: oOpa3oBaHWe 30J8 — THAPOJIHM3 M IOJMKOHJICHCAIUS MOHOMEPHBIX
COCIUHEHUN KPEMHMUSL.

2 craaus: oOpa3oBanue rens. Ha JaHHOH CTaaud TPOUCXOIUT (POPMHUPOBAHKE
IPOCTPAHCTBEHHOM CeTKH Tens. [Ipu 3ToM HaOIr0IAaeTCsl Pe3KOe YBEINYCHUE BS3KOCTU
pactBopa.

B xucroii cpeie ruiposin3 MpoTeKaeT ObicTpee, YeM MmoauKoHaeHcarus. [Toatomy Ha
HAYaJIbHBIX CTQJUAX TPCHMYIIECTBEHHO O0Opa3yroTCsl IIeMH, 3aTeM IPOUCXOUT
pa3BETBJICHHUE IICTIEH U UX U MOMEPEYHOE CBsA3bIBaHUE. B 11enouHol cpeae oopa3yroTcs
KPYITHbIC CPEPHUUECKUE YACTHIIBI.

3 cranust: crapenue rens (cuHepesuc). [IpoMCXOMUT YIUIOTHEHHE CTPYKTYpBI Telis,
C)KUMaHUE CETKH U BBIJICIICHUE U3 TeJIsl paCTBOPHUTES. JlaHHAs CTaJns MOXKET IPOTEKATh
HECKOJIbKO CYTOK.

CHauasia B cuctemMe OOpa3yrOTCs OTICIbHBIC YACTUIBI OKCHIA KPEMHHUS. 3aTeM
MPOTEKAET UX KOAJCCIEHIIUsS C 00pa30BaHUEM OOJIBIIUX MTOPUCTHIX CTPYKTYP.

[lepBoHauanbHO B Marepuaie 00pa3yercsi Malioe KOJMYECTBO TOP C OOJBIIAM
auameTpoM. [To Mepe mpoTeKaHusl CHHEepe3rca e KOJIUYEeCTBO MOP BO3pacTaeT, MpH
3TOM IOPBI CTAHOBATCS 0OJIee TOHKHMH.

4 cramus: cymika. [IpoMCXOOUT yHoaleHWE SKUAKOCTH W3 MPOCTPAHCTBEHHOU
CTPYKTYphl Teist. Eciu ynaneHue pacTBOPHUTENS MPOUCXOTUT B CBEPXKPHUTUUCCKUX
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yCIOBUAX, TO o0Opasyercs a’poreib. EciM MpPOBOAWTH CYIIKY TNPH IOBBIIICHHOM
TeMIiepatype, To popmupyercst 6osee IIoTHAs CTPYKTYpa — KCEpOrelb.

Hcronb30BaHue 30J1b-T€/Ib TEXHOJIOTHH OCOOSHHO MOJIC3HO JIJIS TTOTYUCHHSI CITOKHBIX
OKCH/IOB METAJIJIOB, HEOPraHO-OPraHMYECKUX THOPHIHBIX MATECPHAJIOB, UYBCTBUTEIBHBIX
K BBICOKHM TEMIIepaTypam, MeTacTaOUIbHBIX, JFOMHHECI[CHTHBIX,
HAHOCTPYKTYPHUPOBAHHBIX, MOBEPXHOCTHO-MOAU(DUIIMPOBAHHBIX MaTEpHAIIOB, MEMOpaH
u T.1. C MOMOIIBIO 30/b-T€Jh TEXHOJIOTHH MOXKHO CO37aBaTh TaKHE MaTepUallbl, Kak
a’po-rend, O00JaJarolIie YpPEe3BbIYAHO HU3KOW IUIOTHOCTBIO, M KCEPOTrelH,
XapaKTEPU3YIOIIHUECS BBICOKOW MOPHCTOCTHIO W IUIOIIAILI0 IMOBEPXHOCTH. 30JIb-TENb
IPOLIECC MPUMEHSIOT IS CO3MaHUs MOKPBITHH, HAIIPUMEDP ISl 3aIlHUThI OT KOPPO3HH U
CO3JIaHMsI TPOCBETICHHBIX cTeKo [9].

1.3.3 'maporepMaibHbIi CHHTE3

B mocneanue roapl s MOMYyYCHHUS HAaHOKPUCTALTMYECKUX OKCHIHBIX MaTepHalioB
Bce 0OoJiee IMIMPOKOE NPUMEHEHHE HAXOAUT THIAPOTEPMAIBHBIM METOM, KOTOPBIM
MIO3BOJISICT YIIPABIISATH MOPQOJIOTUEH TUCTIEPCHOTO MPOAYKTAa 3a CUET BaphbUPOBAHHMSI
napaMeTpoB  IPOBEACHHMs Ipoliecca (TemmepaTypbl, KOHIICHTpPAI[MM pPacTBOPA,
IPOJIOJDKUTEIBHOCTH TIPOIIecca U TaK Jaliee).

Tepmun "ruaporepmaibHBI BBEN B ynoTpeOieHue OpuTaHCkuil reonor Pomepuk
Mepuecon (1792-1871) anst onucaHus MPOLECCOB, MPOTEKAOIINX B 3MHOM KOpe, KOT/1a
B BOJHOH Cpelie MPH BBICOKOM TeMIIepaType W JIaBJICHHH TPOMCXOIUT (HOPMUPOBAHHE
Pa3IUYHBIX TOPHBIX OPOoA U MuHepayos [10].

CyIIHOCTh THAPOTEPMATEHOTO METO/Ia 3aKIII0YACTCs B HAIPEBAHUS COJICH, OKCHJIOB
WIA THIPOKCHIOB METAUIOB B BHJIC pPAacTBOpa WM CYCIICH3UH IPH ITOBBIIICHHON
temmneparype (06sraH0 10 3000 °C) u nasnenuu (oxoso 100 MITa). IIpu sToM B pacTBOpe
WIA KOJUIOWTHOW CHCTEME TPOMCXOMAT XHMHUYECKHE PpCaKIHUH, TNPUBOAAIINE K
00pa30BaHUIO MPOIYKTA PEAKIIMH — TIPOCTOTO MIIM CIIOKHOT'0 OKCH/IA.

B 3aBuCHMMOCTH OT CTAOMJILHOCTH MPEKYPCOPOB M CHHTE3UPYEMBIX COCIUHEHHUI
BbIOMpaeTCs BpeMs MpOBEACHUS Iporecca. JIinsg HecTaOMIbHBIX — COCTMHCHUMN
HEOOXOJMMO  MHHHUMHU3HMPOBAaThH  BpeMsl  TNPOBEACHHWS  Mpolecca  CHHTE3a,
TEPMOJMHAMHYCCKH CTaOWIbHBIC (ha3bl CHHTC3UPYIOTCA B TCUCHHE JTUTCIHLHOTO
BPEMCHU.

OCHOBHBIE IOCTOMHCTBA THAPOTepMaiibHOro Metoa [10]:

— BBICOKAsi CKOPOCTh POCTa KPYITHBIX KpUCTAILIOB (JI1s1 KBapua ;10 6,35 MM B JIcHb IIpH
macce kpucrania 800 r);

— CpaBHMTEJIBHO HHU3Kas TeMIlepaTypa npoiiecca (B CpaBHCHHUH C TUIABICHUEM);

— OJIHOBPEMEHHOE BhIpalllMBaHUE HA 3aTpaBKax OOJIBIIOrO YKcia 00pasiioB,;

— BBICOKOE KaueCTBO M OJTHOPOJAHOCTH KPUCTAILIOB,;

— JIOCTYITHOCTB PETYJIMPOBAHUS Mpoliecca; HeOObIINEe TCPMHUCCKUEC HAMPSKCHHS B
MaTepuaie.

[Tpu ucnonp30BaHUH 3aMKHYTOW CHCTEMBI U PETYJIMPOBAHUS COCTaBa CPEIIbl MOKHO
CO3/1aBaTh OKHCIUTEIbHBIE M BOCCTAHOBHUTEIBHBIC YCJIOBHS. OTO  IO3BOJISICT
CHUHTE3UPOBATh  KPUCTAJUIbI,  BBIPAIIMBAHHE  KOTOPBIX  JAPYTHMH  METOAAMH
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3aTPYAHUTENIbHO WM HEBO3MOXHO. ['HMIpoTepManbHbIEe pPacTBOPbl HMMEIOT HU3KYIO
BSI3KOCTh, Y MJIOTHOCTh MX CHJIBHO 3aBUCUT OT TEMIIEpaTyphbl. ITO MPUBOAUT K OBICTPOIA
KOHBEKIIUU U O4Y€Hb 3(PHEKTUBHOMY IMEPEHOCY PACTBOPEHHOI'O BEIIECTBA, Ojarojaps
YeMy KPUCTAJUTBI pacTyT OBICTPO.

Henocratku ruipoTepMaibHOrO METOAA CBOJIATCS B OCHOBHOM K YKECTKHUM TIpaBUIIaM
TEXHUKHU 0€30MacHOCTH, O0YCIOBJICHHBIM IMPUMEHEHUEM 000pYA0BaHUs, padOTaIOIIETo
IpU BBICOKMX JIaBICHUSIX B COYETAaHMH C HarpeBoM. [IpOTHB B3PHIBOOMIACHOCTH
HEOO0XOMMO MPUMEHSATh PAJl ClielUaIbHbIX Mep. [loMruMO mpodHOCTH cocyn AOKEH
o01ajaTh XUMUYECKOW WHEPTHOCTHIO B IIEIOYHBIX U KHUCIBIX CpEAax, 4yTo TpeOyer
PUMEHEHHS JIOPOTOCTOSAIIMX MaTepHaIioB (IJIaTHHA, 30J10TO U cepedpo). K Hepocratkam
OTHOCSIT TaK)Ke JJIMTEIBHOCTD MPOIecca U HEBO3MOXKHOCTh HAOJIIOICHUS 32 HUM.

['unporepManbHbIA CUHTE3 IPOBOJAT B aBTOKJIaBaX, yalle GyrepoBaHHbBIX TE(PIOHOM,
oosemoM 50-300 mut. IIpogomxuTtensHOCTh 00paboTku Bapsupyercs o 10 mun mo 24
yac. Bricokoe gaBiieHue yBeTMUMBAET TEMIEPATYPy KUIIEHUS, ITOATOMY MPOLECC MOKHO
IPOBOIUTH Tpu Ooyiee BBHICOKOW TeMIepaType, 4YeéM B BOJHBIX pacTBOpax MpH
arMocdepHoM naBieHnd. C yBeTMUeHUEM TEMIIEPaTyphl YBEININBACTCS PACTBOPHUMOCTh
BEIIECTB, OCAXACHNUE POAYKTA PEaKIMK IPOUCXOAUT MEJIEHHEE, KPUCTAILIbI IPOAYKTA
MOTy4aroTcsl 60Iee MEJIKUMU, YeM MPH OCAKICHUHU B OOBIYHBIX YCIOBHUSX.

['uaporepmanbHBINA CHHTE3 IPOBOJAT B IBYX peskumax [11]:

1) i cHHTE3a OKCHJIHBIX MOPOIIKOB METOJIOM BBICOKOTEMIIEPATYPHOI'O THUAPOIIH3A
UCTIOJIB3YIOT BOJIHBIC pacTBOPBI cooTBeTcTBYIOMMX HUTpaTtoB (0,01-4,0 M) ¢ pH ot 0,1
1o 2,0;

2) pu THAPOTEPMAIBHOI 00pabOTKe refiell THAPOKCHUI0B UX COOCAKICHUE IIPOBOISAT
U3 pacTBOpoB cooTBeTcTBYIOMUX HUTpaToB (0,25-0,50 M) noGagiisisi pacTBOp aMMHaKa
(ruopokcua HATPHsI) TIPH MHTCHCUBHOM IIEPEMEIIMBAHUKA MArHUTHOW MEIIAIKOH 10
BenuunH pH B naTepBane ot 6,0 7o 12,0.

[locne aBTOKIABUPOBAaHUS PEAKIMOHHBIA COCYA OXJKIAIOT J0 KOMHATHOMN
temnepatypsbl. [IpogyKT ruipoTepManbHOro CHHTE3a OTIACISAIOT OT MaTOYHOTO pacTBOpa
(GUIbTPOBAHHEM HA CTEKISIHHOM (DUIBTPE U UEHTPU(PYTUPOBAHHEM, IIOCIE YETrO
MIPOMBIBAIOT HECKOJILKO pa3 IUCTUILTUPOBAHHOM BO10# 1 BhicymuBatoT mpu 80-1000 °C.

[IpoBenenne ruApoTEPMANIBbHOIO CHHTE3a BO3MOXKHO Kak IpH TeMIleparype |
JIABJIICHUW HIDKE KPUTHYECKOM TOUKH ISl JAHHOTO PACTBOPHTENS, BBIIIE KOTOPOM
MCYE3aI0T Pa3INuus MEXIY KHUAKOCTHIO U TTAPOM, TaK U B CBEPXKPUTHUECKUX YCIOBHUSX.
PacTBOpMMOCTE MHOTHX OKCHJIOB B THAPOTEPMAIbHBIX PAaCTBOpPAX COJEH 3HAUUTEIBHO
BBIIIIE, YEM B UHCTOM BOJIC; COOTBETCTBYIOIIME COJHM TMOJYYUJIM Ha3BaHUE
MUHEPaIU3aTOPOB.

CyiecTByeT Takke POACTBEHHAs THAPOTEPMAIbHOMY IpyIIa COJbBOTEPMaJIbHBIX
METOJIOB CHHTE3a, OCHOBaHHAs Ha WCIOJH30BAHWHM OPTraHUYECKHX PACTBOPUTEICH U
cBepxkputuaeckoro CO> [11].

CylllecTBEHHOMY  pacIIUPEHUI0  BO3MOXHOCTEH THAPOTEPMAIBHOTO  METOJa
CHoCcOOCTBYET MPUMEHEHHUE JOMOJIHUTEIbHBIX BHEITHUX BO3CUCTBHI HA PEaKIIMOHHYIO
cpeny B mpolecce cuHTe3a. B Hacrosiiee BpeMsi MmOJOOHBIM MOIXOJ peajin30BaH B
THAPOTEPMAITbHO-MUKPOBOJIIHOBOM,  THAPOTEPMATIbHO-YABTPA3BYKOBOM,  THAPOTEP-
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MQJIBHO-3JICKTPOXUMHYECKOM W THJAPOTEPMAIIbHO-MEXAHOXUMHUUYECKOM  METOJaX
CHHTE3A.

Omgaum w3 Hauboinee  W3BECTHBIX  HAHOMATEPUAJIOB, MIPOU3BOAMMBIX
TUIPOTEPMATIBLHBIM METOJIOM, SBIISIFOTCS CHHTETHYECKHE I11e0JuThl. HeobxoauMbiM
YCJIIOBHUEM MX MOJIYYEHHUS SIBJISIETCS] IPUCYTCTBUE B PACTBOPE HEKOTOPBIX MOBEPXHOCTHO-
akTHBHBIX BemiecTB ([TAB), akTHBHO BIHUSIONIMX HAa MOP(OIOrHYECKYIO 3BOJIOIUIO
OKCHUJIHBIX COCJMHEHUM B TUJPOTEPMAIbHBIX pacTBopax. BriOop ycioBuil cuHTE3a U
tuna [IAB mno3BosisieT neneHanpaBiI€HHO IMOJYy4YaTh IMOPUCTBIE HAaHOMAaTepUalbl C
3aJlaHHBIM pa3MEPOM II0p, PETYIUPYEMbIM B JIOCTATOYHO HMIMPOKHUX Ipeaeaax [12].

1.3.4 TemmiaTHbIN CHHTE3

OnHUM 13 CTTIOCOOOB MOTYYEHHS MaTEPUAJIOB C TTIOpaMHM 3aJaHHOTO pazmepa U (PopMbl
SBIISICTCSL TEMILIATHBIN cuHTe3. Hambonee dacto moja TEMIUIATHBIM WM MaTPUYHBIM
CHUHTE30M MOHUMAIOT MOJIMMEPHU3AIIUIO WU TTOJIMKOHACHCAIIUIO, TIPU KOTOPBIX CTPOCHHUE
oOpasyroierocs moimMepa u (Min) KHHETHKA IMOJIMMEPHU3aIlii OTPEACIIAIOTCS APYTHMHU
MaKpOMOJIEKydaMH (MaTpHI[AMK), HaXOASIIMMKCS B HEIOCPEACTBEHHOM KOHTAKTE C
OJIHUM WJIM HECKOJIbKUMH MOJIEKYJIaMU MOHOMEPOB W pacTymuMu 1ensMu. OaHuM U3
HauOoJsiee SAPKUX MPUMEPOB TEMILJIATHOTO MJIM MATPUYHOTO CHHTE3a SIBISETCS CUHTE3
OCJIKOBBIX MOJIEKYJI, MAaTPUIIAMH KOTOPBIX CIIY>KaT HYKJIEHHOBBIE KUCIOTHL. Kpome Toro,
MAaTPUYHBIA CUHTE3 UCIOJIb3YETCS JIJISl MOTYYCHHUSI HOBBIX KOMIUJIEKCHBIX COCTUHEHUHN U
MOJIMMEP-TIOJTUMEPHBIX KOMIIO3UTOB.

B Oonee mmumpokoM CMBICIE CIIOBa TEMILIATHBIM CHHTE30M HA3bIBAIOT IIPOIECCHI,
NPOUCXOJAIIME TMpPU BIUSHUM TeX WIM WHBIX (PAKTOPOB MPOCTPAHCTBEHHOIO
OTpaHUYCHHMS, KOTOPBIC ITO3BOJISIIOT YIIPABIATH CTPYKTYypoH oOpasyromieiics ¢asbl,
KOTOpast 3a4a€TCs C IIOMOIIBI0 CBOCOOpa3HOro 1madiaoHa — reMiuiata. C UCIoiab30BaHUEM
TaKOro MOAXOJa MOXXHO, HAalpuUMEp, MOJYYUTh HAHOKOMIIO3UT, KOTOPBIA COACPKHUT
HAHOYACTHUIIBI OINPEACICHHOW (OPMBI M pa3Mepa. ITO BO3MOXKHO IIPH HCIOJIb30BaHUU
MOPUCTHIX OKCUIHBIX I MTOJIMMEPHBIX MATPHIL C YIIOPSAI0YEHHBIM PACTIOI0KEHUEM TTOP
OMpEeJIEICHHOr0 pa3Mepa U reoMerpuueckoil ¢opmel. [Ipu sToM mopucras marpuia
SBJISICTCSL TEMIUIATOM, KOTOPBIHA 3a/1aeT HE TOJIbKO (JOpPMY M pa3Mepbl HAHOYACTHI], HO U
WX TIPOCTPAHCTBEHHOE PACIIOJIOKEHUE.

TemmnaTHbIl CHUHTE3 — 3TO OJWH M3 HauOoJiee YCIHENIHBIX MPUEMOB 30JIb-TeJb
TEXHOJIOTHH, O3BOJISIONIMN MTOy4aTh HAaHOKOMIIO3UIIMOHHBIC MaTepHallbl, OTBEYAIOIINE
CJIEYIOIIUM TPEOOBAHUSM:

— OompeeNIeHHBIN pa3Mep U popMa KPUCTATIMTOB HIIH KPUCTAILIOB,;

— y3KO0€ pacrpe/iesieHre pa3Mepa Mnop B 3aJJaHHOM JIMarna3oHe;

— (opmupoBaHME Ha MOJIEKYJSIPHOM YypOBHE CHEUU(PUUYECKOM  CTPYKTYpPbI
HAaHOKOMIIO3UTa, HAalIpUMEp, MaTepralia C aHU30TPOITHOM OpraHu3alueld Ha ME30ypPOBHE
(10-1000 um).

Temmnnar, wid 1Aa0JIOH SBIAETCS ILEHTPOM, BOKPYI KOTOPOTO OPraHU3yKTCS
OCHOBHBIC CTPYKTYpHBIE CIMHHUIIBI MaTpHIlbl, U (opmupyercss kapkac. B kaudectpe
TEMIUIaTa MOTYT OBITh HCMOJIb30BaHBl MHUIIEIUIBI, OOpa30BaHHBIE OPraHUYECKUMHU
MOJICKYJIaMH TTOBEpXHOCTHO-akTUBHBIX BeriectB (ITAB) B pactBopax. VY naieHue
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TEeMILIaTa TPUBOJUT K OOPa30BaHUIO TOJIOCTH TAKOTro K€ pazMepa U (OpMbI, Kak
OpraHuYecKasi MUIeIa.

[IpuMeHeHre TEMILIATOB MOJIYYUJIO IIUPOKOE PAaCIpPOCTPAHEHUE B UCCIIEIOBAHUSAX,
HalpaBJICHHBIX HAa CHHTE3 HAHOCTPYKTyp. Tak, B pabore [13] u3ywaercs BiwsiHHE
MOJMCTHPOJIa U MHOTOOCHOBHOHM KapOOHOBOW KHCIIOTHI Ha CHHTE3 HaHOYacTull ZNS,
MOJIYUCHHBIX THAPOTEPMAIbHBIM  MeETOAOM. [lo wuToram WucCCleoBaHUs  OBbLIO
YCTaHOBJICHO, YTO pa3Mep HAHOYACTUIl B THAPOTEPMAIBHBIX YCIOBUSX 3aBUCHUT OT
KoHIleHTparuu anuoHHoro [TAB u nmomuctupona. UccnenoBanre Mopdonoruu 4acTuiy
[0Ka3aJ10, YTO YBEJIMUYEHUE KOJIMUECTBA MOBEPXHOCTHO-AKTUBHOTO BEIIECTBA MPUBOAUT
K TOMY, 9TO pa3Mep JacTul] ZNS yMeHBIITNAeTCs J0 HAHOMETPOBOTO Auana3ona. Pasmep
MOJIYYCHHBIX 4YacTull ZNS coctaBmil 8-15 M. Takke yCTaHOBJIEHO, YTO TMOJUCTUPOI
YCUJIMBAET HMHTEHCUBHOCTH 3apObIIICO0pPa30BaHUsl M CKOPOCTb POCTa, COXpaHsid,
OJTHAKO, OJIHOPOJHOCTH 4YacTull. B pabore [14] B kauecTBe TemIuiaTta (UTypUpyeT
JMMOHHAS KHCJIOTa, MO3BOJISS MOJNYYUTh OOpasel] ¢ MEHBIIUM pa3MepOM YacTUIl U
JYYIIAMH CBOMCTBAMH JTFOMUHECIICHITUH.

BrusiHue MMMOHHOW KHCIOTHI HAa CHHTE3 HAHOKPUCTAIUIMUECKHUX CTPYKTYpP TaKKe
u3ydanochk B pabdore [15]. YcraHoBieHO, 4TO pa3Mep MOTy4aeMbIX YACTHUI] 3aBHCUT OT
KOJIMYECTBA TEMILJIaTa B pPacTBOpE. pa3Mep KPHUCTAUIOB CHayala BO3PacTaeT ¢
YBEITMYCHUEM COJICPKAHUS TJMMOHHOM KUCIIOTHI, a 3aTeM YMEHBIIAeTCs MPH JaTbHEUIIEM
ee no6asneHuu. Kpome Toro, ypenmueHnue copep katusi JaHHOTO TEMIUIAaTa CIOCOOCTBYET
MOJIABJICHUIO dK30TEPMUUECKOr0 P deKTa peakiiu, YTO OTPAKEHO HA MPEACTABICHHBIX
B paboTe TepMorpaMmax 00pasifoB.

PesynbTaThl  WcciienoBaHUS ~COPOIIMOHHBIX CBOWCTB  OKCUTHIPATOB UTTPHS,
NOJYYCHHBIX TIPU pa3HbIX KoHIeHTpamusx [IAB, mpencraiensl B pabdore [16]. Mx
aHaJIU3 MOKa3bIBaeT, YTO ¢ pocToM pH cuHTe3a u moBbIIeHHeM KoHIeHTpaiuu [1AB, B
KayecTBe KOTOPOro KCIOJb30BAIM ILIMPOKO PACHpPOCTPAHEHHBI HEHOHOTEHHBIH
cmaumBareiab OII-10 (okTmindeHnnoBblid 3GUP ICKAITHICHTIIUKONSA), HaOIr0AaeTCs
MOHOTOHHBIM POCT COpPOMPYyEeMOCTH WMOHOB UTTpuUs. TepmooOpaboTka 00pasioB MpH
temnepatype 430 °C, coOTBETCTBYIOIIEH MOTHOMY «BhIropannio» [IAB, crmocoO6cTByIOT
3HAYUTEILHOMY  pPOCTYy  COpPOIIMOHHBIX  CBOWCTB. Hambonpinmee  yBennueHHe
COpOMPYEMOCTH NOHOB UTTPHS HA TEPMOOOPAOOTAHHBIX TEIISIX HAOIIOAACTCS TPU HUZKUX
KOHIICHTpAIUSIX copOara.

Takum oOpazoMm, TpPUMEHEHHME TEMIUIATOB B BuAe pasziuuHbix [IAB wu
KOMIUIEKCooOpa3oBareyiell Kak Ipu TUAPOTEPMAIbHOM, TaK W MPHU 30Jb-Te€llb METOJE
CHUHTE3a HAHOKPUCTAIUIMUYECKUX CTPYKTYp HaxoOuUT Bce Oojiee  IIMPOKOE
pacrpocTpaHeHHe.

1.4 PentreHoanppaxkiiMmoOHHbINA MeTO/ MCCJIe10BaAHUS

HudpakuvoHHble METOJIbl IIMPOKO HUCIOJB3YIOTCS B XHMHUH, (QU3HKE U
MaTepHaIOBECHUN MJisl McclieoBaHus (ha30BOro cocTaBa, CTPYKTYpbl W aHaiIu3a
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HECOBEPIIEHCTB KpUCTAIIIOB. OHM OCHOBaHBI Ha MU(PPAKIINKU pa3IMYHBIX THIIOB BOJIH HA
MEePUOIMYECKON  pellleTKe KpucTajaiga. BpiOop TPUPOJLI  BOJHOBBIX  ITYYKOB
OTPAaHUYMBAETCS BO3MOKHOCTHIO JOCTHXKEHHUSI JIJIMH BOJH, MEHBIIUX XapaKTEPHBIX
pa3MepoB DJIEMEHTAPHBIX SYEEK KpUCTAIa W TEXHUYECKOW BO3MOXKHOCTBIO UX
MOJIYYEHUS U TIPOBEICHUS TU(paKImOHHOTO AKcniepuMenTa. Mcxoas u3 atux (paxTopos,
HauOOJIBIIIEE PACTIPOCTPAHEHUE B MPAKTHKE MCCICAOBAHUIN TOJYydrsd Tudpakius Ha
KPUCTAJUIE PCHTTCHOBCKUX Jiydeld (KaKk XapaKTepUCTHUYECKOro H3JIydeHHUs psjaa
META/UTMYECKUX aTOMOB, TaK U CHHXPOTPOHHOI'O M3Jy4EHHS), JICKTPOHOB M TEIUIOBBIX
He#TpoHoB [17].

Pentrenorpadus — HauOoiee BaXKHBIA M LIMPOKO PACHPOCTPAHEHHBIH METO
UCCIEA0BaHUs B XUMUK TBepAoro tena. C Hayana XX B. 3TOT METOJ MIPUMEHSIETCS JJIs
UJCHTU(DUKAIIUY  KPUCTAUIMYECKUX BEIIECTB W  ONPEACICHUS KPUCTALTUYCCKOM
CTPYKTYPHI.

Judpaxiius peHTT€HOBCKHX JIy4el — paccessHie PeHTTEHOBCKHX JIy4ei KpUCTaliaMu
(nu MoJIeKyJIaMH JKHUIKOCTEH M ra3oB), MPH KOTOPOM M3 HAa4YaJlbHOTO Iy4yKa Jydei
BO3HHMKAIOT BTOPUYHBIC OTKJIOHEHHBIC MYYKH TOM K€ JJIMHBI BOJIHBI, MOSIBUBIIHUECS B
pe3yabTare B3aMMOJACUCTBUS TEPBUYHBIX PEHTTEHOBCKUX JIy4€l C BJIEKTPOHAMHU
BEIIIECTBA; HAIMpPABJIEHUE U MHTEHCUBHOCTh BTOPUYHBIX IMYYKOB 3aBUCAT OT CTPOCHUS
pacceuBaroiero oOwnekTa. JludpakiuvoHHas KapThWHA 3aBUCUT OT JIJIMHBI BOJIHBI
UCIOJIb3YEMbIX PEHTI€HOBCKHUX JIY9e 1 CTPOCHUSI 00BEKTA.

PaccmoTpuM  11BA  OCHOBHBIX  BHJa  PEHTTCHOAU(PPAKIIMOHHOTO  METOJA!
PEHTTC€HOCTPYKTYPHBIN aHAIN3 U PEHTIeHO(a30BbIN aHAN3.

PeHTreHOCTpYKTYpHBIN aHaIu3 — 3TO METOJI UCCIIEIOBAHUS CTPYKTYPhI BEIIECTBA 110
pacrpeielieHUuI0 B MPOCTPAHCTBE U MHTEHCUBHOCTSIM PACCESIHHOTO Ha aHAIU3UPYEMOM
00BEKTE PEHTTE€HOBCKOTO U3TyYEHUS.

PenTreHoBckue Jydd —  DJIEKTPOMAarHUTHOE HMOHHU3UPYIOLIEE  U3JIy4YCHUE,
3aHUMAIOIIIee CIIEKTPAIbHYIO 00J1aCTh MEXAY TaMMa U YIbTPadroJETOBBIM U3TydeHUEM
B npeaenax aaud BoiaH ot 10-12 mo 10-5 cm [17].

PeHTreHOCTpYKTYpHBIN aHaIW3 HapsAay ¢ HeTpoHorpaduel u sjaeKkTpoHorpadueit
ABJSIETCS  AUGPAKIIMOHHBIM ~ CTPYKTYPHBIM ~ METOJOM. B  ero OCHOBE JIeKHUT
B3aMMOJICHCTBHE PEHTIC€HOBCKOI'O U3JIYYEHUS C 3JICKTPOHAMHU BEIIECTBA, B PE3yJbTaTe
KOTOPOT'0 BO3HUKAET MU(PpaKIrs peHTTEHOBCKUX JTydeH.

MetogaMu peHTIeHOCTPYKTYPHOI'O aHAJIN3a U3Yy4al0T METaJIJIbI, CTJIaBbl, MUHEPAJIHI,
HEOPraHMYECKUE U OPraHMYECKUE COCAMHEHUS, MOJUMEpPhl, aMOpP(HBIE MaTEPHUAJIbI,
YKUJIKOCTH U Ta3bl, MOJIEKYJIbI OCJIKOB, HYKJIEMHOBBIX KUCIIOT U T.4. Haubosnee ycnemHo
ATOT METOJ MPUMEHSIOT JJIsl YCTAHOBIICHHUSI aTOMHOM CTPYKTYPbl KPUCTAINTMYECKUX TEJL.
D10 00YCIIOBIIEHO TEM, YTO KPUCTAILIBI 00JIaIaI0T CTPOT'OM MEPUOTUYHOCTHIO CTPOCHUS
U TPEJCTABISIOT COO0M CO3MaHHYI0 camMoil MPUPOAOH AU(PPAKIMOHHYIO PEMIETKY IS
PEHTICHOBCKHUX Jyuei [17].

['maBHOW 3amaueld PpPEHTIEHOCTPYKTYPHOTO aHaliv3a SIBJSIETCA — OIpeiesicHue
KPUCTAJUIMYECKOW CTPYKTYpPhl, @ MMEHHO. OIpeACICHUN CUMMETPUH, IapaMeTpOB
AJIEMEHTAPHBIX A4YE€EK, KOOPAUHAT aTOMOB, TEILIOBBIX MapaMeTPOB aTOMOB, JUIMH CBSI3EH
U YIJIOB MKy aTOMaMH, CTPYKTYPHOT'O MOTHBa (MJIM HHA4YE TOIOJOTHH CTPYKTYphI). B
npoiiecce pactudpoBKu CTPYKTYPbI BO3MOKHO YTOYHEHHE TaKuX
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KPUCTAJUNIOXUMHUYCCKUX OCOOCHHOCTEH KaK ymopsjioucHue/pa3ynopsioucHue KaTHOHOB
(aHMOHOB), CTENEHB 3aCEJICHHOCTH TIO3UIINH, aHAIM3 CBEPXCTPYKTYP COCIUHEHHI.

PesynpTaThl pacmm@poBKU CTPYKTYpPhl KPHUCTAIIMYECKOTO COCAUHEHUS MOTYT
CIIY)KUTh OCHOBOH [JIsi Ooyiee IIMPOKHUX BBIBOJOB. Tak, Hampumep, OMNpeeieHHe
CUMMETPHUHU KPUCTAJUIMYECKHUX BEIIECTB SIBJSETCSA BAXKHBIM JJIS CYXKACHUI 00 yCIOBUAX
uX 00pa3oBaHUs, TaK Kak JJIsi OJHOTO U TOTO e M0 XUMUYECKOMY COCTaBY COEIMHEHUS
MOXXET OBITh W3BECTHO HECKOJBKO MOJUMOPPHBIX MOAU(PHUKALNMA, KOPPETUPYIOIIUX C
yCIoBUSIMUM  UX reHe3uca. OrmpeleneHne HepaspyllaloluM — MeToaoM  (a3bl
KPUCTAJUIMYECKOTO O0BEKTA, TO €CTh AUArHOCTHKA BEIIECTBA [0 3HAUEHHIO TapaMeTPOB
3JIEMEHTApHOMN STYEHKH, MOXKET ObITh MOJIE3HBIM, CKAXKEM, ISl FOBEITMPHON MHAYCTPHUH.

Hanbonee TOYHBIM METOAOM PEHTTEHOCTPYKTYPHOT'O aHAJIK34, C TOMOIIbIO KOTOPOTO
pacmu@poBaHo OOJBIIMHCTBO M3BECTHBIX CETOAHS CTPYKTYp, OBLT U TOKa OCTaeTCs
METOJI aHallu3a PEHTTEHOBCKUX JHU(PPAKTOrpaMM MOHOKPUCTAIOB. DTOT METOJ
BKJIIOYAeT B ce0s JIB€ COCTaBIIIOLIME. PEHTICHOBCKYIO KpUCTaIOrpaduio, To €cTb
ONMKCAHUE KPUCTAUIMYECKUX CTPYKTYp HO TpPEeXMEpHbIM HabopaMm Iu(pakiMOHHBIX
JAHHBIX OT MOHOHOKDHCTAJUIA, M AHAINA3 PACHpENEICHUs aTOMOB B JJIEMEHTApPHOU
siYeiKe 10 TEOMETPUHU Y HHTEHCUBHOCTH PE(PIIEKCOB Ha ATUX JUMPAKIIMOHHBIX KAPTUHAX,
YTO OOBIYHO U HA3BIBAIOT PEHTICHOCTPYKTYpHBIM aHasm3oM (PCA). Kak Teopernyeckas,
TaK M MHCTPYMEHTAJIbHASI COCTABIJIIOIINE JAHHOIO METOZA, JOBEICHHBIE 0 BBICOKOU
CTEIIEHU COBEPLICHCTBA B mocienanue aecsatuietus 20-ro Beka, BMECTE C JOCTYIHOCTBIO
JOCTAaTOYHO JICIIEBOM U MOLTHOM BBIYUCIUTEIbHON TEXHUKH CIENIATH MOHOKPUCTAIIbHBIN
PEHTTEHOCTPYKTYPHBIM aHAIIU3 OJHUM M3 CaMbIX MOILIHBIX CPEACTB OIPEICICHUS
aTOMHOM CTPYKTYpPBI BEILECTB, BKJIIOYAs PACIPEIEICHHUE DJIEKTPOHHOM IUIOTHOCTU M
JMHAMUKY KojieOaHui atoMoB. K coxaneHuto, He0OXOJUMOCTh JOCTATOYHO KPYITHBIX
MOHOKPHUCTAJUIMYECKUX OOPa3LOB M1 MOHOKPUCTAJIBHON AU(PPAKTOMETPUU CEPHE3HO
OrpaHUYUBAET 00JIACTh BEUIECTB, CTPYKTYPY KOTOPHIX MOXKHO HCCIIEAOBATH C ITOMOILBIO
aToro Meroga. CTpeMJieHue paclIMpUTh 3Ty 00JIACTh BBIPA3HIIOCh B pa3padOTKE METOIOB
PEHTTCHOCTPYKTYpHOTO aHaliu3a 1o JudpakTorpaMmaM  MOJUKPUCTATUIMYECKUX
obpasmos [17].

Pentrenoga3oBblii  aHanM3 3aKJOYaeTCd B WACHTH(QUKALMM  Pa3IMYHBIX
KPUCTAUTUYECKUX (Pa3 v ompeIeICHUU UX OTHOCUTEIIbHBIX KOHIIGHTpPAIIMH B CMECSX Ha
OCHOBE aHaiM3a AUPPAKIMOHHOW KAPTHUHBI, PErHCTPUPYEMOM OT HCCIEAYEMBIX
MOPOIIKOBBIX 00pa3ioB. OH BKJIIOYAET B C€Os ONpPEEICHHNE MapaMETPOB JIEMEHTAPHON
sYellKi M3BECTHOIO BEIIECTBA C LEJIbI0 OOHApYXEHHUS H30MOPHBIX IpUMECE,
WHJALUPOBAHUE  PEHTTEHOIPAaMM,  OIpEAECICHUE IMapaMeTPOB UM BO3MOYKHOU
IIPOCTPAHCTBEHHOW I'PYIIIIBI 111 HOBBIX COCUHECHUMN.

KauectBennbiii (ha30BbIi aHATU3 MPOBOJAT CPABHEHHUEM DKCIEPUMEHTAIBHBIX
3HQYEHUN MEXKIUIOCKOCTHBIX PACCTOSSHUM W OTHOCUTEIIBHBIX HWHTEHCUBHOCTEH C
ATAJIOHHBIMU PEHTTEHOTPAMMaMHM, TaK KaK Ka)KJ10€ BELIECTBO UMEET CBOK «KaAPTUHY»
pacrnoJIOKEeHHsl JIMHUM Ha peHTreHorpamMmme. KauecTBeHHBIN (a3z0BbIil aHAIN3 TO3BOJISET
pasnensaTh U UASHTU(ULIMPOBATH OTJEIbHBIE (Pa3bl reTeporeHHoN cucteMbl. OOBEKTaMU
uccienoBaHus B (a30BOM aHAIM3E SIBISIIOTCS METaUIbl, CIUIaBbl, XUMHYECKUE
COEIMHEHHUs, MHUHepanbl, pyabl. C MOMOMIbIO PEHTreHO(PA30BOr0 aHaliu3a MOXKHO
OIIPEICIUTh COCTAaB HEMETAUIMUECKUX BKIIIOUEHHH B MeTauiax (OKCHIOB, CYIb(HIIOB,
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HUTPUIOB, KapOHIOB), pacHpelciieHHe JETUPYIONUX DJIEMEHTOB B MHOIO(a3HbIX
criaBax. [Ilupokoe mpuMeHEHUE PEeHTreHO(}a30BOro aHaiau3a OOBSICHSIETCS XOPOIIO
pa3paboTaHHON TeOopHel, IPOCTOTOM MPUTOTOBICHHS OOpAa3IOB, OTHOCHUTEIBHOM
AKCIPECCHOCTHIO MOJYUEHUsI KaUYEeCTBEHHBIX PE3yJbTAaTOB, COXpaHEHHEM 00pa3IloB Oe3
M3MEHECHUS rnocjie HCCIIC/IOBAHUS, BO3MO>XHOCTBIO WCMOJIb30BaHUS
MOJIMKPUCTAJUIMYECKOTO  MaTepualia, BO3MOXKHOCTBIO  MAacCOBBIX  H3MEpPEHH,
BO3MOKHOCTBIOPA3JIMUCHUS TOTUMOPGHBIX MOIU(PUKAIIUNA, BOBMOKHOCTBIO TTOJTY4YEHUS
13 DKCICPUMEHTAIBLHON IU(PPAKTOrPaMMBbl, HapsAAy C JTaHHBIMH O (a30BOM COCTaBe,
JAHHBIX O CTPYKTYPHBIX XapaKTEPUCTHKAX OTACIbHBIX (a3 u ux koaudectse [18].

KonuuecTBeHHbIM (ha30BbIN aHATU3 SIBIASETCS BTOPBIM ATAIlOM, KOT/ia KaueCTBEHHBIN
¢azoBbIit cocTaB u3BecTeH. KomuecTBeHHBIN peHTIeHOBCKUH (ha30BbIN aHAIN3 OCHOBAH
Ha 3aBHCUMOCTH MHTEHCUBHOCTH JH(PPAKIIMOHHBIX OTPAKCHHI OT cojepkaHus ¢asbl B
UCCIEAYEeMOM MHOTro(azHOM MOJUKPUCTATIIMYECKOM obOpasiie. OpHako gaxe MOpu
OJIMHAKOBOM COJICpKaHUM ompeensieMor ¢a3pl MHTCHCUBHOCTh JIU(PPAKIIMOHHOTO
OTpaXKeHUsI OyJeT MEHSThCA B 3aBUCHUMOCTH OT BEJIMYMHBI CpeaHero koddduimeHta
MOTJIOIICHUSI PEHTTE€HOBCKUX Jiydel B oOpasiie. [lonTomy HE0OX0AMMO MO0 HAUTH ATY
3aBUCHMOCTh M ONPEACIUTh KOI(PPHUIIMEHT MOTJIOICHU o0pasia, JM00 MCIO0Ib30BaTh
METO/IbI, MTO3BOJIAIONINE YCTPAHUTD BIMSHUE (PaKTOpa MOTJIOMICHUS.

M3BecTHO HECKOJIBKO METOI0B KOJIMUYECTBEHHOro (pazoBoro anaiausza [18]:

METOJl TOJMEIIMBAHUA OCHOBAaH HAa CPAaBHCHWU HWHTCHCUBHOCTEW JIMHUNA Ha
nvdpakTorpammMe, NMpUHAIIEKAITUX onpeaesieMol ¢dasze, ¢ HHTEHCUBHOCTSIMU JTUHUM
JUTA 3TAJIOHHOT'O BEIIECTBA, KOJUYECTBO KOTOPOrO B CMECH 3apaHEe 3aJ1aHO;

METOJ HE3aBUCUMOI'0 ATAJIOHA, ITPA KOTOPOM MOCJIEA0BATEIIBHO MMPOBOASAT CHEMKY
oOpasiia u TajoHa;

METOJI TOMOJIOTHYECKUX IMap — IMOJYy4YEHHUE CEPUU PEHTIEHOIpaMM CMECEeW Wiu
CILJIAaBOB U HaXOXKJICHUE HAa HUX JTUHUM pa3IMUHBIX (a3 OJMHAKOBOW MHTCHCUBHOCTH;

METOJ] HAJIO)KEHUSI COCTOMT B CPaBHEHUM PEHTIC€HOTpaMM HCCIeayeMoro oopasia
1 PEHTTCHOTpaMM OTAEIbHBIX COCTaBJISIONIUX B YUCTOM BU/IC;

METOJI CheMKH 03 3TajloHa OCHOBAaH Ha TOM, YTO HMHTEHCHBHOCTH JIMHUHM Ha
peHTreHorpammax (a3 mpornopluroHalibHA 00bEMHOMY COJIEpXKaHUIO (a3bl, U U3Mepss
a0COJIIOTHYIO MHTEHCUBHOCTD JIMHUH KaXK0H (ha3bl HA pSHTTCHOI'PaMME MJIM OTHOIIICHUE
WHTEHCUBHOCTEH JIMHUM PAa3IUYHBIX (a3, MOKHO OINpPEJASTUTh KOHIEHTPAIUIO KaKI0u
da3bl.

[TonHOMPOMUIIBHBIA aHAM3 PEHTIEHOIPAMMBI ITOPOIIKOBOTO 00pa3lia BKJIHOYACT
MPEUU3UOHHOE  OMPEACICHUE TapaMEeTPOB  SYEWKH, KOJUYECTBEHHBIM  aHAIN3
MHOro(a3HbIX CMecel, YyTOYHEHHE KPHCTAUIMYSCKOM CTPYKTYphl (KOOpAHHAT,
3aCeJICHHOCTEH MO3HIINI aTOMOB), OIPEAEIICHUE Pa3Mepa YaCTHII M MUKPOHAIPSHKECHHUH,
y4eT TeKCTYpHI U T.]I.

1.5 MeToabl TEPMUYECKOr 0 aHAJIU3A

TepMmudeckuil aHaIM3 MPEACTABISET COO0M MeToA (PUBMKO-XUMUUYECKOTO aHaJINn3a,

OCHOBAHHBI Ha PErucTpallM TEIUIOBBIX 3(PPEKTOB MpeBpalIeHUM, MPOTEKAIOIUX B
uccieyeMoM o0pasle B YCIOBUSX MTPOrpaMMHUPYEMOT0 U3MEHEHHUS TEMITEPATYPBHI.
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KauecTBeHHBIH  TepMHUUECKHMN  aHaAIM3  SBISETCS  OJHMM W3  HaumOolee
pacnpoCTpaHEHHBIX METO OB, MCIOJIb3YEMbIX, HAllpUMEp, MPU MOCTPOCHUH AUarpamm
(ha30BBIX PABHOBECHUIA.

KonnuecTBeHHBIM TEPMUYECKUN aHAM3 IIHMPOKO HMCIOJB3YETCS Ui ONpPENCIICHUS
TETIO()U3UIECKUX XaPAKTEPUCTHUK BEUICCTB (IHTAIBITMU, SHTPOIIMH, TETNIOEMKOCTH).

C noMouipr0 TEPMUYECKOTO aHAIM3a PELIAECTCA 337a4a MOJyYEHU s KOJTMYECTBEHHBIX
XapakTepucTuK (Hampumep, (a3oBBI COCTaB, TEIUIOTA PEAKIHMW) TPU HArPEBAHHH
(oxNaXKJICHUU) UCCIENYEeMBbIX OOBEKTOB. TEpMHUCCKHI aHAIW3 IIUPOKO MPHUMEHSICTCS
[P U3YyYEHUU CIUIABOB METAJUIOB M JAPYTHX CIUIABOB, & TAKXE MUHEPAIOB M JIPYrHUX
reoyiorudeckux mopox [19].

Tepmuueckue npouecchl, 0yab TO XUMHUYECKHE PEaKI[Ui, U3MEHEHHE COCTOSHUS WIIH
npeBpamieHue (asbl, CONMPOBOXKIAIOTCA BcerAa Oojiee WIM MEHee 3HAYUTENbHBIM
M3MEHEHUEM BHYTPEHHEr 0 TEIJIOCOAepKaHus cucteMbl. [IpeBpalienue BiedeT 3a co0oil
NOIJIOIIEHNE TeIJla — 3HAOTEPMUYECKOE NpeBpalleHue, JMOO BbIACICHUE Temjaa —
AK30TEPMUYECKOE MpEBpallleHUE. IDTH TEIIOBble 3P(HEKThl MOT'YT OBITH OOHAPY>KEHBI
METOIaMH TEPMHUYECKOT0 aHaliv3a WK Au(depeHInanbHO-TEPMUUYECKOr0 aHaln3a
(ATA). IlpeBparieHuss BO MHOTHX CIydasX CBS3aHbl TaKKe C H3MCHEHHEM MacChl
oOpasiia, KOTOPO€ MOXKET ObIThb, B CBOIO OUepedb, C OOJBIION TOUHOCTHIO OMPEICIICHO
npyd  TOMOIIM  TepMmorpaBumerpuueckoro wmeroxa (TI). DOtum  kimaccudeckue
TEPMOAHAIMTUYECKHE METO/IbI YCIETHO IPUMEHSIIOTCS B HAYKe yXe OoJee cTa JeT.

1.5.1 IndPepeHunanbHbIA TEPMUUECKHI AHAIN3

Juddepennuanbaplii  Tepmudeckuii anamu3 (JITA) — werox wuccienoBaHus,
3aKJTFOYAIONIUICS B HArPEBAaHUU WM OXJIAKJIEHUN 00pasiia C OMpeeICeHHON CKOPOCThIO
M 3alllUCU BPEMEHHOM 3aBHCHMOCTH PAa3HHULBI TEMIEPATyp MEXAY HCCIEIYyEMbIM
o0pa3rioM ¥ 00pa3loM CpaBHCHHS (ITaJOHOM), HE MPETEPICBAIOIINM HHKAKUX
U3MEHCHHI B pacCMaTpPUBAEMOM TeMIlepaTypHoM uHTepBaie [19].

HekoTtopsie XxapakTepHbI€ 3a/1a4i, pelIacMble Ipy ucnonb3oBannu Meronaa JTA:

— onpezencHue Temrepatyp (asoBeix mepexomoB 1-ro pona  (ruiaBieHus,
KPUCTAIM3AIMH, KUIICHUS U [TPOY.);

— OIpeJICIICHUE TEIIO(PU3NICCKUX XaPaKTEPUCTUK BEIIeCTB (IHTAIBIIUU, SHTPOIIHNH,
TEIUIOEMKOCTH U T.JI.);

— U3y4CHUE TEIUIOBBIX ahdexTon XUMHUYECKOTO B3aUMOJICUCTBUS
KOHJICHCUPOBAHHBIX BEIIECTB WJIM KOHJICHCUPOBAHHBIX BEIIECTB M Ta30BOM (a3bl
(oxucneHre, BOCCTAaHOBJCHUE U TTPOY. ).

Meron JITA siBasiercss oueHb BOCTpEOOBAaHHBIM Kak B (hyHIaMEHTAIbHOW, TaK U B
MpUKIaAHON Hayke. PaccMOTpuM OCHOBHBIE JIOCTOMHCTBA JAHHOTO METOHAA
VCCIICIOBAHUS.

1) [Iupokas 061acTh MPUMECHECHHS.

C nomomnisro Metona JITA MOXHO MPOBOAUTH TEPMOAUHAMUYECKAE U KUHETUUECKUE
yccienoBanus. HemocpeacTBEHHO TaHHBIM METOA0M U3MEPSFOTCS TEIUIOTHl XUMUYECKUX
u ($azoBbIX MpEeBpallleHU, a Takke TeroeMKocTu BeriecTB. Jlanuwie JITA moryr
CIYXUTh JJIsl MOCTpOEHUs] (Pa30BBIX JHUArpaMM. C UX IOMOIIBIO OMNPEIEIIOT, Kak

22



MPaBWIIO, BUJI M300apHBIX CEUEHUU B 00JIACTM PaBHOBECHH KpucCTayuMyeckas ¢aza —
paciuiaB. B HekoTopsix ciydasx I TA n3MepeHus no3BoJsioT IPOBOAUTh KHHETUYECKUN
aHaIM3 XHMUYECKUX PEaKUU. ONpeAessiTh YHUCIO, MOCIEAOBATEIBHOCTh W
KMHETUYECKUE MapaMeTpbl cTaaui peaknuu. [lo mukaM maBieHHSs, MOJTYYECHHBIM
MetoaoM JITA, MOXXHO onipefiesisITh CoIepKaHue IpuMeceid B oOpaslie.

2) IlIupokuii Auana3oH SKCIEPUMEHTAIBHBIX YCIOBHH.

KoHcTpykiusi coBpeMeHHBIX MPUOOPOB MO3BOJISIET TPOBOAUTL U3MEPEHUS KaK MPHU
HU3KHX (OT JKHIKOTO a30Ta), TaK M MPH JOCTaTOYHO BBICOKHMX TeMmIiepaTypax. Mmeercs
BO3MOXKHOCTh BapbHPOBaHMsI CKOpocTeil HarpeBaHus (oxnaxaeHus) ot 1 10 50 u Beiiie
rpaj/MuH, TPOBOJIUTH H3MEPEHHUS B U30TCPMHUYECKOM PEIKUME, ITPH BHICOKUX JABJICHUSX,
UCIIOJIb30BaTh PA3IMYHYIO MO MPHPOJIE Ta30ByI0 atMochepy (CTaTHUECKYIO WU MOTOK
Pa3IUYHON CKOPOCTH).

3) ATA siBiisieTcst SKCIIPecc-METOIOM.

OTOT KAJIOPUMETPUUECKUN METOJ IOCTATOYHO OBICTPHIN U, B CPABHEHUH CO MHOTUMU
JPYTUMHU KaJOPUMETPUUECKUMHU METOJIaMH, Hemoporod. HecmoTpss Ha O4YeBUIIHBIC
JOCTOMHCTBA AU((depeHIInaTIbHOr0 TEPMUYECKOT0 aHalIKM3a, CYIIECTBYET psij MpodiieMm,
CBSI3aHHBIX KaK C KOHCTPYKTHUBHBIMU OCOOCHHOCTSMHU MPUOOPOB, TaK U C METOJUKOM
IIOCTAHOBKH AKCIEpUMEHTOB. (OCHOBHOM MpoOJieMoii jJaHHOro wmeroja (Kak H
OOJILIIIMHCTBA ~ KAJIOPUMETPHUCCKUX METOAOB aHalIM3a) SBISIOTCA  HEH30€KHO
BO3HUKAIOIINE KyTEYKHU TEILIAY.

Hanmuume  «TenyioBBIX ~ yT€YeKk» HE  TOJNBKO  BHOCHT  IOTPEUNIHOCTh B
IKCIIEPUMEHTAJIbHBIC JaHHbIE, HO W TPUBOJUT K HEOOXOIMMOCTH MHOTOKPATHOM
KaJTMOpOBKH MpUOOpa, UYTO TaKKE MOKHO OTHECTH K HEJOCTaTKaM METOJa, MOCKOJIBbKY
MPOBEICHUE KATMOPOBKH CBSA3aHO C IOMOJHUTEILHBIMUA BPEMEHHBIMU U MaTEPUATbHBIMHU
3arpatamu. KamnOpoBka npubopa B KOHKPETHBIX YCIOBUAX IKCIIEPUMEHTA HEOOXO0AMMa
JUIS OTIPE/ICIICHHS TEIIOBOrO MTOTOKA M3 SKCIIEPUMEHTAIbHBIX TaHHBIX [20].

W3mepurenbHas 4yacTb NpuOOpOB I TE€pMHUYECKOro aHaiauza no merony [ITA
cocTouT 00bryHO M3 Tpex Tepmomap (puc. 1.2). OmHoii u3 Hux (Tepmorapa Ne3)
M3MEpAETCS TeMIepaTypa Neyr, a OCTAUIBHBIMU IBYMS BKJIFOUYEHHBIMU HABCTPEUY APYT
JIpYyry TepMonapamu MpH IMTOMOIIN BICOKOY YBCTBUTEIBHOTO FajlbBAHOMETPA U3MEPSAETCA
pa3HOCTb TEMIEpATyp MEXKIY Meubto U mpoooil. [locnenHss noMmeniaercs B OAHO U3 TPEX
OoTBepcTUi OJI0Ka AepxaTess MpoObl U B HEE YKJIAAbIBACTCS CHail MepBOW TepMOMNaphbl.
Cnman BTOpOM M TpeTbeW TepMmomnap, HU3MEPSAIOMIMX TEMIIEpaTypy NEYH, OKPYKAIOT
VHEPTHBIM BEILIECTBOM, HE MPETEPHEBAIOIIMM HHUKAKUX HU3MEHEHUM IOJ BIUSHUEM
TEIUIa, HO CO3JAIOLIMM YCJIOBHS TEIUIONEPENAuH, IMOYTH TOXKIAECTBEHHBIE YCIOBUSAM, B
KOTOPBIX HaXOJIUTCS UCCIIEAYEMOE BELIECTBO.
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WMHepTHoe BeWBCTRO Mpoba

OepwxaTtens
npobkl

- 4+ + - - 4D

Tepmonapa Tepmonapa Tepmonapa
MNe3 MNoZ Me1

MunnueonsTMeTp [pEUM3IMOHHbLIA rankBaHOMETD

Pucynok 1.2 — luddepennuanpHas cxema TepMudeckoro ananmmsa [20]

Jlepkatenb mpoObl HArpeBaeTCs C MOMOIIBIO PETYIUPYEMON DJICKTPUUECKON TEUH.
[Ipn Takoil cxeme, €clM TeMIlepaTypy JHepKaTeias pPaBHOMEPHO YBEJIMYMBATH,
TeMIiepaTypa Kak npoObl, TaK 1 MHEPTHOIO BEILIECTBA PABHOMEPHO IMOBBIIIAETCS A0 TEX
II0p, II0KAa B HCCJIENYEMOM BEILECTBE HE HAYHETCA XUMHUUYECKas PEeakLMs WIM Ipyroe
npeBpalleHue ¢ TerioBbIM 3pdekToM. C 3TOro MOMEHTa, B 3aBUCHUMOCTH OT TOTO,
SABJISIETCA JIA  peakuus DK30TEPMHUYECKOM WM DJHIOTEPMHUYECKOM, Ha4YMHAETCH,
COOTBETCTBEHHO, TIOBBIIIEHNE WA CHUKEHHE TEMIIEPATYpPhI MPOOBHI.

TakuM 00pa3oM, pa3HOCTh MOTEHIMATIOB MEXIY IMOIIOCAMU MEPBOM TEpMOIaphl
OCTaHETCs] HEM3MEHHOM WJIM K€ HAaYHET MOBBIMIAThCS OBICTPIMU TeMnaMu. [1ockonbky
9Ta PA3HOCTb KOMIICHCHUPOBATHCA PABHOMEPHO YBEIMYMBAIOLIMMCS HAIPSKEHUEM
BTOpOM TepMonapbl He OyAeT, raJilbBAaHOMETP AACT MOKa3aHUs, N0 3HAKY U BEIUYUHE
COOTBETCTBYIOIIME PA3HOCTH TEMIIEPATYP.

Kpuseie JITA Ha npakTHKe pETUCTPUPYIOTCS aBTOMATHYECKU. Pa3HOCTHBIN CUTHAT C
TEpPMOIIap MOJAETCA Ha KaKOe-TMOO PEruCTPUPYIOIIEE YCTPOHUCTBO, (PUKCUPYIOIIEE €T
BEJIMUMHY 4Y€pe3 OIPEICICHHBI BPEMEHHOM HMHTEpBaN. ['pagynpoBKa TepMOrpamMMbl
NPOU3BOAUTCS, OOBIYHO, MO TEMIIEPAaTYpHOW KpUBOW, HM3MEPEHHOW B HMHEPTHOM
Marepuasie M 3a(QUKCUPOBAHHOW Ha TOM e peructparope. ONUCaHHBIN BbILIE
KJIaccu4eckuid BapuanT anmnapara s [ITA uapsay ¢ npyrumu, 6osiee COBpeMEHHBIMU
TUTIAMH, IIMPOKO MMPUMEHSETCA U CETOIHS.

1.5.2 TepmorpaBumeTpus
Hapsny ¢ JATA, mmpoko pa3BUT METOJl HCCIEHOBAaHMS BEIIECTBA U IPOIIECCOB,

NPOUCXOJAIINX TIPU WU3MEHEHHH MacChl, KOTOPBIH HOCHUT Ha3BaHUE TEPMOBECOBOIO
WM TepMorpaBuMerpudeckoro anaimmsa (TTA).
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HekoTtopele XxapakTepHble 3371a4H, PelIaeMble MPU UCI0JIb30BaHuU MeTtoaa TT'A:

— OIpeNIeJICHNe PACTBOPHUMOCTH Ta30B B TBEPAOM WM JKHUIKOM BEIIECTBE IPHU
U3MEHEHUH TEeMIIEPaTyphl U COCTaBa ra3oBoi (asbl;

— UCCIIE/IOBAaHUE CKOPOCTH W TJIYOWHBI B3aWMOJCWCTBUS KOHJIEHCHPOBAHHBIX
BCIIECTB WJIM KOHJCHCHPOBAaHHBIX BEIIECTB W ra3oBoi (a3el  (OKuCIeHHUE,
BOCCTAHOBJICHHE U MPOY.) IPU U3MEHEHHH TEMIIEPaTyphl U COCTaBa ra3oBoOi (asbl;

— M3YYCHHUE YCIOBUN TEPMHUYECKOTO MM XUMUYECKOTO PA3IOKEHUs (IHCCOIMAIIIN)
MPUPOIHBIX U CHHTETHUECKUX XUMUYECKUX COCTUHEHUI;

— U3y4YCHUE XUMHUYECKOM CTOMKOCTHM BEHIECTB K BO3JICUCTBUIO psAla Ta30B IpPH
W3MCHCHUH TEMIIEPATYPhI CPEIbI.

JlaHHBIM METOJ 3aKJII0YaeTCsl B PETUCTPAIMM HEMPEPHIBHOIO W3MEHEHHUS Beca
MUHEPAIbHBIX U OPraHMYECKUX KOMIIOHEHTOB IPH MPOTPECCMBHOM HarpeBaHuu. OH
0OBIYHO UCTIONB3YeTCs B KomIuiekce ¢ [ITA, maBast JOONMHUTENBHYIO XapaKTEPUCTUKY
TepMudeckux 3¢G(HEKTOB Ha KPUBBIX Au(hepeHIInaTIbHO-TEPMUYECKOTO aHaln3a, HO
TJIaBHBIM O0pa3oM [Jisl KOJMYECTBEHHBIX OIPENENICHU TeX BEIECTB, HarpeBaHHE
KOTOPBIX COITPOBOXKAACTCS M3MEHEHHEM Beca (TJIMHUCTBIC MUHEPaJIbl, KApOOHATHI, THIIC).
Ha anmaparax, Ha3piBaeMbIX aepuBarorpadamu, 3anuchkiBacTcs auddepeHInaibHas
tepmorpaBuMerpudeckas kpusas (JITI), perucrpupyromas CKOpPOCTh IMOTEPH Beca
obpasua npu HarpeBanuu [20].

[Tonydaemasi 3aBUCHMOCTH TO3BOJISIET CYAUTh O TEPMOYCTOMYHMBOCTA M COCTaBE
BEIIECTBA B HAYAJIbHOM COCTOSIHMH, Ha TIPOMEXKYTOUHBIX CTAIUSIX MPOIIECCa U O COCTaBe
octatka. Merona 3 exkTuBeH npu yCcIoBUH, UTO 0Opa3el] BhIICISAET JIETYYHe BEIIeCTBA B
pe3ynbTare GU3NIECKUX UM XUMHUECKUX MTPOIIECCOB B HEM. B KOHCTPYKITHIO MPpUOOPOB
TEPMOTPABUMETPHH BXOAT TEPMOBECHI, C TIOMOIIBIO KOTOPBIX HEIIPEPHIBHO H3MEPSICTCS
Macca obpasiia, mpu 3TOM o0Opa3ell HarpeBaeTCsl WM OXJIAKIAETCS B 3aBUCUMOCTH OT
IMOCTaBJICHHOM 3a/Ja4u.

N3MepeHust MPOBOIATCS C IMMOMOIIBIO TEPMOBECOB, HETIPEPHIBHO PETHUCTPHUPYIOITUX
U3MEHEeHHEe Macchl mpoosl (puc. 1.3).

Medys
Tepmonapa

Turene c npoboi

MUNNUMBONETMETD

| —®apdopoBbiil CTEPKEHD

— |

I|||||||

Pucynok 1.3 — Tepmorecsi [20]
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[Ipuamun  paboTel TepMoOBecoB crheaywomuidi. [IpoOy momemawoT B THUTEIb,
OMUPAIOIINICS HAa KOPOMBICIIO BECOB. 3aT€M THUTEIb HarpeBaloOT B DJICKTPUUECKON MeUH
TakK, 4YTOOBI €ro TEMIIepaTypa paBHOMEPHO MOBBILIANACh. TeMepaTypa neuu u3MepsieTcs
C TIOMOIIBIO HAaXONAIICHCS B HEH TepMomapbl, K KOHIAM KOTOPOW TMOAKIIOYEH
MWUIHBOJILTMETP, U BpeMs oT BpeMeHu (Hanmpumep, kaxasie 5-10 K) macca obOpasma
bukcupyercs. ['padmdyeckun  HU300paKEHHBIE  PE3YNbTAThl  WU3MEPEHUS]  JTAIOT
TEPMOTPaBUMETPUYECKYIO KpuBYI0. Ha ocHoBanum kpuBor TI' MOXHO CyauTh O TOM,
KaKuM 00pa3oM U3MEHsUIIACh NMPU HArPEBaHUM Macca MPOoObI.

1.5.3 Meton auddepeHunajibHbIX TEPMOrPABUMETPUYECKHUX KPUBBIX

OnuH 13 HETOCTATKOB TEPMOTPABUMETPUUYECKOTO0 METO/IA — CJIOKHOCTh ONPEICIICHUS
Hayajga M KOHIIa Mpolecca pas3ioKEHHs, OCOOEHHO B TE€X Clydasx, KOrja peakiuu
Pa3IoXKEHUsI, COMPOBOXKAIOIINECS W3MEHEHHEM Macchl 00pasla, CIEAYIOT OJHA 3a
JIPYroi WK MEPEKPBIBAIOT IPYT JPYTa.

VYKkazaHHBIM HENOCTATOK OBLUT YCTpaHEH IPUMEHEHHEM MeToja rpaduueckoro
muddepeHupoBaHUsT TEPMOTPABUMETPUYECKON KPHUBOM, C TIOMOIIBI0O KOTOPOTO
yCTaHABJIUBACTCA M3MEHEHUE MAacChl 00paslla B paBHOMEPHbBIE MPOMEKYTKH BpPEMEHU
MEXKTy OTACIbHBIMH, TI0O BO3MOXKHOCTH OJIMKE paCTONOXEHHBIMU APYT K IPYTY TOUKAMHU
TEPMOTPABUMETPUUYECKON KPUBOW. BEIMYMHBI U3BMEHEHUSI MaCcChl HAHOCSITCS Ha HOBBIU
rpaguk TmapajuiebHO OpAWHATE, W TOJY4YEHHBIE TOUYKH COEOUHSIOTCA. Meron
rpaduueckoro audhepeHIMPOBaHUS TEPMOTPABUMETPUUIECKON KpUBOW OBbUT 3aJI0KEH
IpU KOHCTPYMPOBAHUU KOMILJIEKCHBIX MPUOOPOB JJisi TepMoaHain3a, B KOTOPHIXJTT -
KpUBas 3allUChIBACTCS aBTOMATHYECKH KaK IPOU3BOAHAS TEPMOTPABUMETPUUYECKON
KpuBoii [21].

B Takux mpubopax M3MEHEHHUE PHTAIBIHUHU U TMOTEPU MACCHI PETHCTPUPYIOTCS IS
OJIHOTO M TOTO € 00pa3ia u, KpoMe Toro, (UKCUPYETCsI CKOPOCTh U3MEHEHUSI MACChl
(xpuBas ITT).

Bocnpon3BoaMMOCTE M TOYHOCTH PE3YJIHTATOB OSKCIIEPUMEHTA OIpPEAeIeTCs
HabopoM (pakTopoB, Biusgronux Ha xapakrep TI' u, coorBercTBeHHO, JTI" kpHuBBIX. DTOT
Ha0Op MOXHO Pa3/Ie/IMTh Ha IBE OCHOBHBIC IPYIIbI [22].

- DakTOpHI, CBSI3aHHBIE C U3MEPUTEIIHLHBIM TPUOOPOM

— CKOpPOCTb HarpeBaHus Me4H,

— CKOPOCTb 3aIUCH;

— (bopma neprkarens odpasna u 1edu,

— atMoc(epa reuu;

— YyBCTBUTEJILHOCTh 3aIHUCHIBAIOIIETO YCTPOMCTBA;

— XMMHYECKHI COCTaB MaTeprajia KOHTeHHepa i1 oopasiia.

- XapakTepucTuku oopasia:

— Macca o0pa3sla;

— PacTBOPUMOCTh B 00pa3ie pacTBOPSIOIIMXCS U3 HETO Ta30B;

— pa3Mep 4acTull 00pasIia,;

— TEIJIOTA PEaKIUH;

— IJIOTHOCTh YIAKOBKH YacTHI] 00pa3iia,
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— cocTaB 00pa3sIa,;

— TETIONPOBOTHOCTb.

MHorue u3 3TuX (GaKTOPOB U3YUCHBI B IUTEPATypPe HEAOCTATOUHO MOJHO. CII0KHOCTH
3aKJIFOYAeTCsS B TOM, YTO MHOTHE MCCIEAOBAHMS TaKOTO THIIA MMPUMEHHUMBI CTPOTO JIJIS
3aJaHHBIX TPUOOPOB M WX PE3yJAbTaThl HE PACIPOCTPAHSIOTCS HA JPYTHE THITHI
puOOpOB. XOTS TaKWe MapaMeTphl, Kak (opma jaepkaresss 00pasiia, CKOPOCTh 3aIliCH,
YyBCTBUTEIBHOCTHh TEPMOBECOB M BBITAIKUBAFOIIAS CHJIA IIOCTOSHHBI IS Ka)KIOTO TUTIA
TEPMOBECOB.

1.6 Cxanupyomas 3J1eKTPOHHAsi MUKP OCKOIUsI

Ckanupyromias 3JI€KTPOHHAsE MHKPOCKOIUS — 3TO Pa3HOBUJIHOCTH JJIEKTPOHHOM
MUKPOCKOIUH, B KOTOPOM TSI 30HAMPOBAHUS HCCIIETyEMON TOBEPXHOCTH UCIIONb3yeTCs
CKaHMpOBAHUE MO HEW CQPOKYCHPOBAHHOTO Tydka 3JEeKTpoHOB. i (opmupoBanms
U300paKEeHUs HUCIONB3YEeTCsl JETEKTUPOBAHWE PA3IUYHBIX CHUTHAJIOB, BKIIOYAs
BTOPUYHBIE AJIEKTPOHBI, 00PATHO pacCesSHHBIEC SJIEKTPOHBI, PEHTTEHOBCKOE M3ITYICHHUE U
TOK uepe3 obpasei. J[BymepHas kapTa CHUMAeMOI'O CHUTHajla U TPEJCTaBISIET COOOM
n300paxeHne nosepxuoctu [23].

Ckanupyromasi 3JeKTpOHHAS MHKPOCKOMHs 00JalaeT psaoM TPEUMYIIECTB IO
CPaBHEHUIO C APYrUMU MeTogaMu. Harpumep, 1o CpaBHEHUIO ¢ TpaAULIMOHHON CBETOBOM
MUKPOCKOIUEH OHA OTIMYAeTCsA 3HAYUTEIBHO OOJBITUMH pa3penaronieil ClocCOOHOCThIO
U TIyOMHOM pPE3KOCTH; OTHOCUTEIHHOM JIETKOCTHIO B HWHTEPIPETAIMU TOTY4YECHHBIX
n300pakeHU  Onaromaps HX TPEXMEPHOMY MPEIACTABICHUIO; BO3MOXKHOCTBHIO
MOJKITIOYEHHUS TOTIONTHUTEIBHBIX TPUOOPOB JUIS aHaIM3a B MHUKpPOJIMAIa3oHE MpH
JIOCTaTOYHOM TMPOCTOTE B aJanTallud M YIpaBICHUH HSTUMU mnpubopamu. Takxke
HEOOXOJIMMO OTMETHUTh CPAaBHUTEIHLHO HM3KHE TpeOoBaHHS K mpobomoaroroBke. [lo
CPaBHEHHUIO CO CKaHUPYIOUIEH 30HIOBON CKAaHUPYIOMIAs SJEKTPOHHAS MHUKPOCKOIHUS
MO3BOJISIET MCCIIEJIOBATh CYIIECTBEHHO OOJNBINNE YYacCTKU IMOBEPXHOCTH; paboOTaTh C
CIJIBHO pelbeHBIMUA MOBEPXHOCTSIMHU; WCIOIB30BaTh 3HAUYMTEIHLHO OOJiee MIMPOKUIA
JMarna3oH YBEIMUYEHUH; TMOIydaTh MHGOPMAIMI0 HE TOJIBKO O MOBEPXHOCTH, HO U O
MPUJIETAIONTUX K TTIOBEPXHOCTH «ITOATIOBEPXHOCTHBIX» CITOSIX.

Ckanupyromas 3JeKTpOHHAasT MUKPOCKOIUS SBIIIETCS OJHUM W3 Hambosiee MIHPOKO
UCTIOJIB3YEMBIX ISl TUATHOCTHKH HAaHOMAaTEpUaJOoB U HAHOCTPYKTYp MeTonoB. [lpeaen
paspenieHus: CKaHUPYIOIIEro JIEKTPOHHOTO MUKPOCKOIIA MPUOIMKAETCS K HECKOJIBKUM
HaHOMETpaM, a yBenaumdeHue Jierko Bappupyercs oT 10 mo 300000 u 6onee. COM He
TOJILKO TPEJOCTABIACT CBEICHHUs O Tomorpaduu TOBEPXHOCTH, KaK OOBIUHBIC
ONTHYECKUE MHUKPOCKOIIBI, HO U oOecrieunBaeT WH(OpMaIeil 0 XUMUYECKOM COCTaBe
IPUTIOBEPXHOCTHOM 00acTu [24].

PaznuuHble METOIBI CKaHUPYIOUIEH 3JIEKTPOHHOM MHUKPOCKOIIUM PAa3JIMYAKOTCS I10
TOMY, YTO HWMEHHO JCTEKTHPYETCS U H300paKaeTcsi, a OCHOBHBIE H300paKeHUS,
dbopmupyembie B COM, OTHOCATCS K OJHOMY HW3 TpPEX THIIOB. H300paKeHHS,
CO3/1aBae€Mble BTOPUYHBIMU JIEKTPOHAMU, 0OPATHO PACCETHHBIMU YJIEKTPOHAMH U KapThl
PEHTTCHOBCKOTO HM3Jy4eHHUs dJeMeHTOB. Korjga BBICOKOIHEPTETUYHBIA ITEPBUYHBIN
AJIEKTPOH B3aUMOJICUCTBYET C aTOMOM, OH MIpEeTepIeBaeT JIM00 HEYIPYroe CTOJIKHOBEHHE
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C JJIEKTPOHAMHM, HAXOIALIUMUCS B arome, JUOO ympyroe CTOJIKHOBEHHE C aTOMHBIM
apoM. B mponecce HEYNpyroro CTOJIKHOBEHUS C 3JIEKTPOHOM HaJIETAIOIIUI AJIEKTPOH
nepelaeT 4acTb CBOEW JHEPrHMM JApyroMmy 3JekTpoHy. Korpma mnepemanHas sHeprus
JIOCTaTOYHO BEJIMKA, BTOPOM 3JEKTPOH BbUIETAaeT W3 oOpasna. Eciau BbuieTeBLIMI
AJIEKTPOH 00anaeT sHepruei, meHsiel 50 3B, oH Ha3pIBa€TCS BTOPUYHBIM DJIEKTPOHOM.

OOpaTHO paccesiHHbIE 3JIEKTPOHBI — 3TO BEICOKOIHEPTETHUUHBIE 3JIEKTPOHBI, KOTOpbIE
IpeTeprean ynpyroe paccesHue M Mo CYLIECTBY O0JIalaioT TaKOW K€ SHEpPrueu, Kax
Najaliue, WIM TEpBUYHBIC, BJEKTPOHBL. BeposTHOCT, o00paTHOro paccesHus
YBEJIMYMBACTCSI C AaTOMHBIM HOMEpPOM D3JeMeHTa oOpa3ua. XOoTs H300paxeHus,
CO3/laHHbIe O0paTHO pACCEIHHBIMH D3JIEKTPOHAMM, HENb3s HMCHOJb30BaTh IS
3JIEMEHTHOTO aHajn3a, MeXay oOnacTaMu oOpaslia, 3aMETHO pa3IUYyaloUIMMUCS II0
aTOMHOMY HOMEpY Z, MOXET Ha0II01aThCsl 3aMETHBIM KOHTPACT.

Hpyroii mpouecc B3aUMOJICWCTBUSL SJICKTPOHOB B CKAHUPYIOLIEW 3JIEKTPOHHOU
MUKPOCKOIIMM 3aKJIFOYAaETCSd B TOM, YTO MEPBUYHBIA 3JIEKTPOH CTAJIKUBAETCS C
3JIEKTPOHOM TIIYOOKOTO BHYTPEHHETO YpPOBHSI M «BBIOMBAaET» €ro M3 aroma oOpasla.
Bo30yX/IeHHbII aTOM pelakCUpYeT B OCHOBHOE COCTOSIHUE C HCIYCKaHHEM JIMOO
XapaKTEePUCTUYECKOTO PEHTI€HOBCKOI'O HU3JIy4eHUs, JIMOO O0XKe-3JIEKTPOHA, KOTOpHIE
UCIIONIB3YIOTCS 11  XUMHUYECKOro aHaiu3a. brarogaps CBOMM — XUMHUYECKUM
aHATUTUYECKUM BO3MOKHOCTSAM, COM mpenocTaBiisieT He TOJbKO KapTUHY MOP( OJIOTUU
MAacCHBHBIX UM HAHOCTPYKTYPHUPOBAHHBIX MAaTE€pHAIOB U YCTPOMCTB, HO U JCTAIBHYIO
UHPOPMAIIHIO 00 X XUMUYECKOM COCTaBE U €T0 pacipeesieHuu [24].

Cxema ycrpoiictea COM npencrasieHa Ha pucyHke 1.4.

| J ,.3
—1 BIMWV _1
B 1IX YW vaenu e j
X 2 qyeHHe i (i

3 i o '

r'.] ]; -

PokKyc
Kourpact
5

~J

Veennuenne M=L/I
Pucynok 1.4 — Cxema ycTpoHCTBa pacTpOBOTO JIEKTPOHHOTO MUKpOcKona [24]

3nech 1 — aneKkTpoHHAs MyIKa, 2 — KOHJEHCOp; 3 — OTKJIOHSIONIAas cucrema; 4 —
KOHEYHas JIMH3a C KOPPEKTOPOM aCTUTMATU3Ma; 5 — 0OBEKTHBIN CTONIMK; 6 — oOpaszerr; 7
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— BaKyyMHas CUCTE€Ma; 8 — reHepaTop pa3BepToK; 9 — OJIOK ympaBJieHUS YBEIUUCHUEM;
10 — cenekrop curHayioB (sl BBIOOpA PErUCTPUPYEMOTO BTOPUIHOTO M3mydeHus); 11 —
Buneoycuautenb, 12, 13 — DJIT u ee orkimonstomas cucrtema, BU1—-BUs — moroku
BTOpUYHBIX m3nydeHuid; C1—Cz — anexrpuueckue curHaibsl; J[1—/{3 — merexkropsr;, D11,
DJI2 — anekrpoHHble 1yud; X, Y — HampaBJIeHUs] CKaHUpOBaHus [24].

B ckanupyromemM 3JEKTPOHHOM MHUKPOCKOIE MYYOK 3JEKTPOHOB C IEPBUYHOMN
sneprueit ~1-10 k9B dokycupyercst cucremoit a3 B nsaTHO quameTpom 1-10 M Ha
MOBEPXHOCTH HuccienyeMoro oopasia. CPoKyCHpOBaHHBIM IMYy4OK CKAHHPYETCS 10
MOBEPXHOCTH C MOMOIIBIO CUCTEMBbI OTKJIOHSIOIINX KaTYIIEK CHHXPOHHO C 3JIEKTPOHHBIM
My4KOM B BUJIEOTPYOKE, KOTOpask UCHOB3yeTCs B KauecTBe onTUuyeckoro aucrues. Oda
AIEKTPOHHBIX MYy4YKa YIPABISIOTCA OAHUM U TEM K€ T'€HEPaTOpPOM CKaHHPOBAaHUA,
MO3TOMY YBEJIMYEHUE PABHO OTHOIICHHUIO Pa3MEpOB JUCILICS U CKAaHUPYEMOM 00JIacTh
Ha MOBEPXHOCTH 00paslia. B ckaHupyloieM 3JIeKTPOHHOM MHKPOCKOME MCIOJIb3YeTCs
JIETEKTUPOBAHUE PA3JIMYHBIX CUTHAJIOB, BKJIIOYAash BTOPUYHBIE JJICKTPOHBI, OOpaTHO
paccestHHbIE 3JIEKTPOHBI, PEHTT€HOBCKOE U3IIyYeHHE U TOK Yepe3 o0pasell.

BriOop peructpupyemMoro BTOPUYHOIO H3Iy4eHHS  OOYCIOBJIEH  3ajadeit
uccinenoBanus. OCHOBHOU pekuM paboThl POM — peructpaiivisi BTOpUIHBIX JIEKTPOHOB
(BD). IlockonbKy WHTEHCHBHOCTh 3MHUCCHM BD CHIBHO 3aBHCHUT OT yrja MaJeHUs
3JIEKTPOHHOTO JIyya Ha IMOBEPXHOCTh, MOJYy4yaeMOE€ H300pakeHHE BechbMa OJU3KO K
OOBIYHOMY MaKpPOCKOMUYECKOMY H300pakeHuto peibeda 0O0bEeKTa, OCBEIIaeMOro CO
BCEX CTOPOH PACCESIHHBIM CBETOM; MHade roBops, (GopMupyeTcss TonorpaduyuecKkuii
KOHTpacT. Omuccuss BD oTimuaercs HauOOMbINEH MHTEHCUBHOCTBIO IO CPABHEHHIO C
JPYTUMH BTOPUYHBIMU H3Ty4deHUssMU. Kpome TOro, B 3TOM pEXKUME HOCTUTaAETCS
MaKcUMallbHOE paspereHue [25].

JInst  u3ydeHusT CTPYKTYphl TIOBEPXHOCTH mocpeactBoM POM  k  oOpasmy
npenbsBisieTca psg TpeOoBanuid. [Ipekne Bcero, ero MOBEPXHOCTh JODKHA OBITh
3JIEKTPOIPOBOISIIICH, YTOOBI UCKIIFOUUTH MMOMEXH 3a CUET HAKOIJIEHUSI TOBEPXHOCTHOTO
3apana Opu CKaHUpoBaHUHM. Kpome TOro, HyKHO BCEMEpPHO IOBBIIIATH OTHOIICHUE
CUTHAI/IIIyM, KOTOpPOE HapsAy C IapaMeTpaMy ONTHYECKOH CHCTEMBI OIpeaessieT
paspetenue. [ToaTomy nepes uccine0BaHueM Ha JUAICKTPUUECKUE ITOBEPXHOCTH MyTEM
BAaKyyMHOI'O0 HCIAPEHHs] WM HOHHOTO paclbUICHUS HaHOCAT TOHKYK (15-20 Hm)
OJIHOPOJIHYIO TUICHKY METajllla C BBICOKUM KOA(DPUIIMEHTOM BTOPUYHOM 3JIEKTPOHHOU
smuccuu (Au, Au—-Pd, Pt-Pd). bronornueckne oOBEKTHI, COAEpIKaIIUe, KaK MPaBHUIIO,
00JIBIIIOE KOJIMYECTBO BOJIBI, TIEpEl HAHECEHUEM TTOKPHITHS HE00X0IMMO 3a(hUKCUPOBATH
CIICHMAIbBHOM XUMHMYECKOM O0O0pabOTKONM U BBICYIIWTh, COXPaHUB €CTECTBEHHBIN
MHUKpopenbed TMOBEPXHOCTH (CylIKa B KPUTHYECKOM TOUYKE C HCIOJIb30BAHUEM
okmkeHHbIX CO2 m N2O, XJIagoHOB WM BaKyyMHO-KPHOTEHHBIMH METOIAMHU).
Pazpemaroniast criocooHocts POM omnpenensiercss MHOrUMU (haKTOpaMH, 3aBUCSIIMMU
KaK OT KOHCTPYKITUU IprOOpa, TaK ¥ OT MPUPOIBI UCCIeyeMoro oobekTa. Eciu oOpasery
3JIEKTPO- U TEIJIONPOBOJICH, OJJHOPOAEH MO COCTAaBY U HE 00J1a/laeT NPUITOBEPXHOCTHOMN
MOPUCTOCTHIO, TO B POM ¢ BoIb()paMOBBIMHU 3JIEKTPOJIAMH JTOCTUTAETCS pa3pellieHue S—
7 M, B POM ¢ 37eKTpOHHBIMHU MyIIIKAaMH Ha 10j1eBoi smuccuu — 1,0-1,5 um [26].
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Ha pucynkax 1.5 u 1.6 mnpencraBieHbl OJHAa U3 MOJAENEH CKaHUPYIOLIETO
ANIEKTPOHHOI'O0 MHKPOCKOMNA, a TakXKe IMPUMEPbl 3JIEKTPOHHO-MUKPOCKOMHYECKUX
M300paKEHUN Pa3TUIHBIX 00Pa3IIoB.

Pucynok 1.5 — Ckarupyrormiuii 251eKTpoHHbIN Mukpockon JSM-5610 LV
C cuctemoit xumudaeckoro ananusa EDX JED-2201 JEOL (SAnonwus) [27]

Pucynok 1.6 — DJIeKTpPOHHO-MHKPOCKOITUYECKUE U300 ParKCHHSI
muruapodocdara Kaus U ApeBeCUHbI [27 ]
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2 JKCIHEPUMEHTAJIBHASA YACTb
2.1 Ilpubopsl U 000pya0BaHUE

B uccnenoBarensckoi paboTe ObLIHM UCIIONIb30BaHbl TPUOOPHI U 00opyaoBanue HOLL
«Hanorexnonorun» IOYpl'Y.

1) Aramutudeckue Bechl Sartorius cepum CPA. uckperHocts otcuera 0,01 wr,
HanOonpmmit peaen B3BemuBanus 100 r, kimace Tounoctu mo 'OCT 24104-2001 - |,
BCTPOCHHBIM HHTEp(elc, BCTpPOSHHAs KaauOpOBKA, aBTOMATHYECKas KaauOpOBKa
(isoCAL).

2) Ipodeccuonanpubiii pH-mMetp Sartorius PP-25, yHuBepcaibHbIii H3MEPHUTEIb C
dbyHkuen usmepenns pH u HOHOCENEKTUBHOTO aHAIN3A.

TexHudeckne xapakTepUCTHUKU Tpudopa:

nuanasoH usMmepenus pH: 2,000-20,000;

nuckperHocth uaMmepenns pH: 0,001;

Makc. YHCIIO TOUEK KaIMOpOBKU: 5;

nuanasoH u3Mepenus. —1800 — +1800 mB;

TUCKpeTHOCTh m3Meperus: 0,1mB;

JManasoH u3MepeHus tremmepatypol. —5 — +105 °C;
nuckpetHocTh uamepenus: 0,1 °C;

MOH-CEJIEKTUBHEIN aHanu3. J{uamnazon usmepenus 1,00-10°-9,99-109;
MaKC. YHCJIO TOUYEK KaTMOPOBKH: /;

MaKcC. KOJJMYECTBO 3alIOMHUHAEMBIX PE3yJIbTaTOB n3Mmepenus: 620;
MCTOYHUK TTUTAHUA: OT CETH;

rabaputsl mpudopa: 265x200x100 mwm;

- Bec: 2000 .

3) MaruutHas Meraika ¢ Harpeeom BIOSAN MSH-300.

4) PeakTopsl JJIsl THIPOTEPMATIBHOTO CHHTE3A.

5) LHentpudyra Hermle LaborTechnic Z383, ¢ MUKpOITPOIIECCOPHBIM YIIPABICHUEM.
Yckopenne 25910 xg (yraoBoit potop), MakcumaiibHas ckopocTh 17000 06/muH.

6) Bakyymuslii cymmnbHbIi mkad Binder VD 115.

TexHu4eckue XxapaKTepUCTHKHU pudopa [28]:

nuana3oH Temnepatyp ot 15 °C Beimie Temnepatypsl B momenienuu a0 200 °C;

MP koutpommiep ¢ 2 mnporpammamu 1o 10 cermMeHTOB, ambTEpHATHUBHO
nepekioyaembiid Ha 1 mporpammy ¢ 20 cermMeHTaMu;

WHTETPUPOBAaHHBIC HENEIbHBIE MPOTPaMMHBIE Yachl C (QYHKIMEW peaTbHOro
BPEMCHH;

u(poBasi HaCTPOIKa TeMIepaTypbl C TOYHOCTBIO JI0 TPaayca;

CYETYHK YacOB PaOOTHI,

IIPOAYBOYHBIN KJIalaH C TOYHOU JT03UPOBKOM;

KJIaIlaH MHEPTHOI'O Ta3a ¢ TOYHOM T03UPOBKOM U TexHuKoi Cross-Flow;
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BCE JJICKTPUYCCKHE KOMIIOHEHTHI MMCIOT Pa3BsA3Ky OT BHYTPEHHETO IMOMCIICHHSI
KaMephl;

YIPYyroe Npe0XPaHUTEIbHOE CTEKIIO C 3aIUTON OT OCKOJIKOB.
7) MHuoromeneBoii pearreHoBckuit qudpakromerp RIGAKU (XRD) Ultima IV.
Oo6nactu npumenenus [29]:

uneHTudukamus das;

KPUCTATMYECKUE CTPYKTYPHI;

pa3Mep KpUCTAILTUTOB,

NIPEUMYIIICCTBEHHBIC OPUCHTAIIHH;

COBEPIIEHCTBO KPUCTAJLTMUECKOW CTPYKTYPHI;

CTEIeHb KPUCTAIUTU3AIINH;

OCTaTOYHbIC HATIPSDKCHHUS

(GYHKIUS paguaibHOTO pacIpeaClICHHS;

OPHEHTAIIVSI M CTPYKTYPa TOHKHX IUICHOK;

pacripeqienieHue pa3MepoB HAHOYACTHIL U TIOP;

MHOT'OCJIOIHBIE CTPYKTYPHI (TONIIMHA, IIOTHOCTH, MIEPOXOBATOCTD);

OJTHOBPEMEHHBIN PEHTI€HOCTPYKTYPHBIN U KAJTOPUMETPUUYECKUIN aHAJIU3.
Marepuansi:

HOPOIIKH (IMOJMKPUCTAIUTMYECKUE, MACCHBHBIC MaTEPUAIIbI);

TOHKHE TUICHKHU (CErHETOIJICKTPUKH, MATHUTHI, U JIP.);

MaCCHUBHBIC MOHOKPHCTAJLIHI,

KUJKOCTH.
TexHudeckne xapakKTepUCTUKN PUBEIEHBI B Tabmmie 2.1.

Tabnuna 2.1 — OCHOBHBIC TEXHUYECKUE XaPAKTEPUCTUKH

PentrenoBckas Tpyoka Cu, Fe, Cr, Mo, momaocts 1,5-2,5 kBt
MoriHocTh TeHepaTopa 3 kBt
I'eomerpust roHnomerpa Beprukaneubii, Tera-Tera
Pannyc roamomerpa 185-285 mm
MunnMainbsHbIi mar 2 Tera 0,0001°
[Ilenu pacxoaumMocTu Asromarnueckue 10 20 Mmm
KOcTrupoBKa peHTT€HOBCKOM ONTUKHU ABTOMaTHYECKas

8) ABTOPMHUCCHOHHBIN PAacTPOBBIN 3IeKTpOHHBIH Mukpockon Jeol JSM 7001F mms
UCCIICZIOBAHUS CTPYKTYPHO-XHMMHUYCCKHX OCOOCHHOCTEH TBEpABIX 00pasioB (TOPHBIX
TIOPOJI, Py, MUHEPAJIOB, CIJIAaBOB, KEPAMHUK M T.II.), aHaJIK3a 00pa3IlloB B TOUKE, a TAKKE
pacipenencHusT XUMUYECKUX 3JIEMEHTOB IO JIMHUU WM IUIOMIAU C UCIIOIh30BAaHUEM
EDS-cniektpomeTpa B Auamna3one 31eMeHToB oT B 1o U.

OcHoBHbIe TexHUYecKue xapakrepuctuku POM JSM-7001F:

nuara3oH yBenmaeHui ot x50 go x1000000;
karon IloTTkuy,
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yckopsiroriee Hanpspkenue ot 0,5kB 10 30 kB;

Tok mrydka 10 200 HA, nipu 15 kB;

nuanasoH ysesmdeHnuit oT x10 mo x500000;

npoctpaHcTBeHHOE pazpenienue: 1,2 am npu 30 kB, 3 uM nipu 1 kB;

MaKCHUMaJIbHBIN pazMep obpasia: quamerp 10 200 mwm.
9) Tepmoananuzatop Netzsch 449 F1.
Texanueckne xapakKTEPUCTUKH MMPUBEIEHBI B Ta0IHUIIE 2.2.

Tabmuna 2.2 — Texuuueckue xapakrepuctuku Netzsch 449 F1

WHTepBa Temieparyp ot (10 °C) 20 °C mo 1100 °C
CKOpoCTH HarpeBa M OXJIKICHUS ot 0,001 K/mun no 200 K/mun
Bpewms oxnaxnenus 12 Mum
(ot 110 °C o 100 °C)
WNuTtepBan uamepeHus 2000 mr
Pazpemienue 0,1 Mkr

NuepTHas, okucauTenbHas,

ATt™Mocdepbl
cTaTU4ecKasi, AMHaMU4ecKas

2.2 MeTouKa NPUTrOTOBJIEHHS] PACTBOPOB

Xnopua uttpusi ¢ KoHreHtpanued 0,1 Monb/m momydusiv pacTBOPEHHEM OKCHIA
UTTPUS B COJSTHOM KHCIIOTE C KOHICHTpAIuei 3 MOJIb/1I.

[M'uaponuTuyeckuii areHT — BOJIHBIA PacTBOP THAPOKCHUAA HATPUS C KOHIICHTpAIuen
1 mome/n — ObUI mONy4eH A00aBiieHMEM B KO0y Ha 1 JI TUAPOOKHCH HATPHS U
JTUCTUUTMPOBAHHON BOJIBI 10 METKH C TTOCJIEAYIOUIUM IIepeMEIIMBaHUEM.

B kauectBe IIAB wucnonb3oBaics Hartpuit jgojgenwicyibdar, B KauecTBe
KOMILTIEKcooOpaszoBaTenss — JMMOHHas kwuciora. Ilocrapmmk peareHToB — OAO
«PeakTu».

2.3 T'uaporepMajibHbIil CHHTE3 XJI0PUAa UTTPHUS

HcxomHolt conmpio JJIsl CHMHTE3a O0pas3IoB CIHYKWJ XJOpUA HUTTpus. B kauecTBe
THIPOJTUTHYECKOTO arceHTa HWCIOJb30BAJICS BOJHBIA pacTBOpP THUIAPOKCHIA HATPHUS C
koHreHrparuei 0,1 momb/n. CHHTE3 NMPOBOAMIN TPH pa3IuYHBIX pH pacTBOpoB ¢
BBCJICHHEM JIMMOHHOM KUCJIOTHI IMOO HATPHH JOACIMICYIb(ATa 0 UK ITOCIIC BBEICHHUS
THJIPOJIMTHYECKOro areHra. 3HadeHue pH cuuTe3a obOpasios (8, 9 u 10) Haxomunoch
HYOKE U BbIlIe pH TOYKH HYJIEBOro 3apsaa MPoayKTOB THIPOJIM3a COJIeH UTTPHS, PABHOT'O
9,2-9,3 en. pH. B tabnwmie 2.3 npeacrapieHbl epedyeHs 00pasios, pH, ucmonp3yemsbie
ITAB wii KOMITJICKCOH U TTOPSIOK BBOJIA THIPOJIUTHISCKOTO areHTa.

Tabnuna 2.3 — [lapameTpsl cuHTE3a 00PA3IOB
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Homep pH TeMiar [Topsimox BBoga NaOH
obpasna (mo mim moce TemIuiaTa)

1 8

2 9 bi o)

3 10 .

4 3 HaTpui noaenuiacyabdar

5 9 ocJe

6 10

7 8

8 9 bi o)

9 10

10 3 JMMOHHAs KHCIIOTa

11 9 ocJie

12 10

CuHre3 00pa3ioB mpou3BoAwiIcS B TeueHue 24 dacoB mpu temmeparype 180 °C.
[Iportecc ocyimecTBsICS B TEPMOCTaT€ B pPEAKTOpax C CaMOPEryJIupYIOIIeMCs
nasiaeareM, EMkocTbio 40 mut ¢ 3amomaeHneM 50%. IlomydeHHBIe 00pa3bl OTMBIBATTH
JTUCTUJUTUPOBAHHON BOJION M ATUJIOBBIM CIIUPTOM, OCAXKJIAJIH C TTOMOIIBIO IEHTPU(YTH.
LlenTpudyrupoBanue mpoBoauin Tpéxkparao npu ckopoctr 8000 06/MuH B TeueHue 3
MUHYT. 3aTeM 00pa3ibl cymuan npu 50 °C moa BakyyMOM 10 TOCTOSTHHON MacCHhl.

2.4 30ib-TeJIb METO CHHTE32

Taxxe mMpou3BOAMIICS CHHTE3 MOCPEICTBOM 30JIb-T€NIb TEXHOJIOIMH. AHAJOTHYHO,
UCXOTHOM COJIBIO0 CAYXKWa Xiopua uttpusa. CHauana Kk pactBopy mobasisuics NaOH,
3aTeM — TMMOHHas KucoTta. 3Hadenus PH cocrasmsm 8, 9 n 10. CunTe3 mpon3Boauics
B TeueHue 24 4acoB Ipu KOMHATHOM TeMmiieparype. [lonydeHHsle 00pa3ibl IATUKPATHO
OTMBIBAUIN JUCTHJUTMPOBAHHOW BOJOM M OC&XKIaIM C TOMOIIBI0 HEeHTpudyru mpu
ckopoctu 8000 06/MHH B TeUEHHE 2 MUHYT, TOCIIE YETr0 BHICYITUBAIIH.

HenocpenctBeHHo nepen ucciaeqoBaHUEM 00pasiibl pa3/ieiuiid Ha JBE YacTH, OJIHY
u3 KoTopbix oTkuranu B Teuenne 30 muH nipu 200 °C, yToObI N30aBUTHCSI OT OCTATKOB
CBOOOIHOM TUMOHHOM KUCJIOTHI, ITOCJIE YEro MEPEXOAUIIN K aHAJIM3Y 00pas3IioB.

2.5 IpuHOun pa6oTsl HA CKAHUPYIOIIEM 3JIEKTPOHHOM MHKpockone Jeol JSM
7001F

B MCX0IHOM COCTOSIHMM pacTpOBBIN AIeKTPOHHBIH Mukpockon JSM 7001F (dbupmer
JEOL) oTkayeH 10 ypoBHs BakyyMma B kamepe nopsiaka 10 Ila, B katomHol yactu 1o 10°
8 Tla. BakyyMHas ¥ OXJIaXIarollas CHCTEMBI MPUOOpa MOAJEPKUBAIOT ONTHMAJIbHbIE
TIOKa3aTeIu KPYriocyroyHo. HemocpencTBEHHO KaToa MHUKPOCKoma (TepMOIOJIEBOTO
THITa) HAXOJUTCS B PEKMME HaKalla IMOCTOSHHO, YTOOBI M30€XKaTh OCAKICHUS Ha €ro
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MOBEPXHOCTH 3arpsi3HEHU. BKIoueHHe MUKpPOCKOMNAa OCYIIECTBISIETCS B JiBa JTara:
3allyCK BCTPOCHHOTO B MHKPOCKON KOMIIbIOTepa myTeM HaxkaTusi kHomku OPE SW
(operation switch), 3aTem 3amyck mepcoHaILHOTO KOMIIbIOTEPA.

B pesynprare 3THX omnepanuidi MPOMCXOJUT COTJIACOBAHME W CAMOHACTPOMKa
KOMIIBIOTEPOB W WX JHAarHocThuka. Ha mepcoHambHOM KOMIBIOTEpE YCTaHOBJICHA
crienuanbHas mporpamma, uHTepderic KoTopo HacTpoeH Ha () PEKTUBHOE YITpaBICHUE
BCeMH (YHKIUOHAIBHBIMH Yy3J1aMH MHKPOCKONA C TIOMOIIBIO MBIIIKHA, a TakKKe
HEOOJBIIOro MyJIbTa YIpaBiIeHHUs. Y CTaHOBKa o0paslia Ha Jep)KaTeb OCYIIECTBIISETCS
OTIepaToOpPOM JIMOO C MTOMOIIbI0 BUHTOBBIX 38KUMOB, JIN0O MTyTEM MPUKIICUBAHUS 00pa3iia
Ha ABYXCTOPOHHUH MPOBOASAIIMIA ckoTd. [lepen moMenieHrneM aepxarens ¢ 00pasiom B
KaMepy MPOMCXOAUT MpeBApUTENIbHAS OTKauKa B MPOMEKYTOUHOUM MITI030BON KaMepe
(mo 10 IMa) nus cpaBHMBaHKS YPOBHS BaKyyMa C yPOBHEM B Kamepe 00pasioB. Uepes
3—-5 MUHYT BO3MOKHO YCTAaHOBKA JIepyKaTelsi C 00pas3IoM B UCXOTHOE MOJIOKEHUE.

[ToaBmkKH cTONMMKA 00Pa3IOB aBTOMATH3UPOBaHbI 110 5-Tu HanpasieHusm (X, Y, Z,
HAKJIOH, TOBOPOT). I[IpM 3TOM KOHTPOJL TEPEMEIICHHS] CTOJUKA ITPOU3BOIUTCS
BU3yasbHO ¢ momonisio MK kamepsl, BCTpOCHHOI B CTEHKY KaMephbl 00pa3IioB.

[Tomyuenue n3o0pakeHus MOBEPXHOCTH:

1) BhIKOIOIM KpUCTaLI AJIs aHalu3a ¢ pasMepamu He 6onee 5x5 Mm2. 3akpenuin Ha
JiepKaTesne C MOMOIIBIO MMPOBOJISIIET0 CKOTYA.

2) IlomecTniu fepikaTetb B IIUTI03, OTKAYald M 3aTeM TIOMECTHIN B Kamepy.

3) 3agaim HEOOXOMMBIE TTApaMeTphI Iydka (yCKOpSIoIee HAIPSHKEHUE, TOK).

4) INonyunau YeTKoe H300paKEHUE IMOBEPXHOCTH oOpasiia TNpH  Pa3IHuHBIX
yBenmueHusX. CoxpaHuiau n300pakeHus B MaMsTh KommbioTepa. [Ipu HeoOXoauMocTi
U3MEPHUIIN TEOMETPUYECKHUE pa3Mepbl OOBEKTOB Ha MOBEPXHOCTH C TOMOIIBIO
CHEIUaTbHBIX CPEJICTB MUKPOCKOIIA.

[IpoBenenue >MeKTPOHHON JIUTOTpaAPUu:

1) [TonroToBUAM >KENAEMBIi PHUCYHOK C MOMOINBIO IPOrPaMMHO-AIIAPaTHOTO
xomruiekca Nanomaker. 3agamu B mporpaMMe mapaMeTpbl Iydka, BBIOpaHHBIC IS
murorpaduu (YCK. HampsDKEHUE, TOK IyYKa), a TAKKE MaTepHall IMOJIOXKKH, TONIIHHY,
MaTtepuai u Jap.

2) YyCcTaHOBUJIM Ha JIepKaTellb 00pasell.

3) [lepenuin  Ha TOBEPXHOCTh 0Opasia, choKycHpoBaIMCh Ha HEH, IMepeBeu
MHUKPOCKOIT B PEeXKUM BHEIIHero ckanuposanus bpp (beam park position) Bue obiactu
CKaHMPOBAHUA.

4) 3amycTiiid CKaHMPOBaHUE IO PUCYHKY. [locie 3aBeprieHNs OTKIIOUMIH ITYYOK,
BBIHYJIH 0Opa3el] u3 kamepsl. [IposBuim obpaserr B Toayolie 3amannoe Bpems (10-20 c).

5) IlpoBenu aHaIW3 MOJYYEHHOT'O JUTOrpaUuecKoro pPHUCYHKAa C IOMOIIBIO
ONTHYECKOr0 MUKpocKona u POM.

2.6 Hpunmun n3mepenus Netzsch 449 F1
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TepMoBechl UCTIONB3YIOTCA I U3MEPEHUSI U3MEHEHHU S MacChl 00pasiia Kak pyHKITNu
BPEMEHU WU TEMIEPaTyphl B 33JaHHBIX U KOHTPOJHPYEMBIX YCIOBHSIX C 3aJaHHEM
CKOPOCTH HarpeBa, arMoc(hepbl, CKOPOCTH MOTOKA Ta3a, TUTA TUTJIS U T.11.

OnanM w3 npeumymiectB HOBbIX Netzsch 449 F1 spisercs uMX BepTHKaIbHAS
KOHCTPYKIIMSI C 3arpy3KoOd CBEpXy, KOTOpas TrapaHTUpYyeT CBOOOIHBIA U O€30MacHBIMI
JOCTYIl K THUIJIIO — HET CBUCAIOLIUX IPOBOJIOB, KOTOPbIE MOTYT H30THYTBHCS, U HET
TOPU30HTAIbHBIX TUIAHOK, KOTOPBIE MOTYT clioMaThes. [loMmelenne TUris Ha iep>KaTeiib
oOpa3lla HE BIMAET HAa MHUKPOBECHl, TaK KaK OHU OTCOCIUHSIOTCA OT JepaTes
aBTOMATHYECKUM TMOJHUMAIOIIUM YCTPONCTBOM. Y CTaHOBKa 00Opasila, TAaKUM 00pa3oM,
MPOUCXOJUT 0€3 CIOKHOCTEH.

MakcumarnpHass TeMmeparypa KOPPO3HMOHHOCTOMKOM MHUKPOIIEYM  COCTaBJISIET
1100 °C (remmeparypa oOpasia). EE Beicokme ckopoctu HarpeBa g0 200 K/mun
MOIXOJIAT JUIS UASHTH(DHUKAITMY MaTEPUATIOB TPY TTOMOIITH OBICTPON TPOBEPKH KavyeCTBa.
OxnakmaeMblii BOJOW KOXYX OO€CleYyuBaeT OBICTPOE OXJIAKICHUE MHUKPOIEUH, H,
COOTBETCTBEHHO, MTO3BOJISIET MPOBOAUTH ChbEMKY OOJBILIEr0 KOJIMUECTBAa 00pa3IIOB.

[Mpubop Netzsch 449 F1 pabGoraer mom yHpaBICHHEM YHUBEPCAIBHOTO
nporpaMmHoro obecmneuenus Proteus B omepanmonHoii cucreme Windows Proteus,
BKJIFOYAIOIIETO BCE HEOOXOAMMOE JIJIsl BHIITOJIHEHUS JOCTOBEPHBIX U3MEPEHHUM U OLIEHKU
MOJIYYEHHBIX PE3YyJbTAaTOB U XK€ I MPOBEAEHUS CI0XKHOTO aHAIN3a.

Jlyist Toro, 4TOOBI TAPAaHTUPOBATH MOMYYEHUE MPABUIILHBIX 3HAYCHUHN MMOTEPU MACCHI,
OOBIYHO TIPOBOJUTCS M3MEpEHHE 0a30BOM JTMHUHM B YCIOBHUSX, WIACHTUYHBIX YCIOBUSIM
U3MEpEHHs, TAKUM, KaK CKOPOCTh HarpeBa, THI T'a3a, CKOPOCTh IMOTOKA ra3a, TUIT TUTJIS,
reoMeTpusi u T.II. ba3oBas JMHMS 3aTeM BBIYMTAETCS U3 M3MepeHus obpasma. basopas
JVHUS YIUTHIBaeT d(h(PEKT «BBHITATKUBAHKA» CEHCOPA. B OTIIM4Me OT OOBIYHBIX MOJICIICH,
Netzsch 449 F1 B o6iieM GoJbiiie He TpeOyeT MPOBEACHUS U3MEPEHUs 0a30BOM JTMHUU.
OTO0 3HAYUTENILHO YIPOILIAET PYTUHHBIE U3MEPEHUS, OCOOECHHO /1JIs1 KOHTPOJISl KaueCcTBa B
npombinuieHHocTH. Netzsch 449 F1 yuuteiBaeT (DHM3HMKY MpOIECCOB, CTOSIIHUX 3a
BHEUTHUMHU BIIMSHUSIMH, U aBTOMATHYECKU KOppeKTUpyeT 3Tu 3PdekTol. [Iporpammuoe
obecriedeHne coxpaHser kak nanHbie BeFlat, Tak u ucxoaneie nanueie. B momomHeHue K
TI' m HATI-xkpuBbiM rpaduk oTOOpaxkaeT 3HIO- MU JK30TepMHUueckue 3P(EKTHl,
ONpeNIeTICHHbIE C HCHoJb30BaHWEeM pacuetHoro curHana J[TA. TemneparypHas
KamMOpOBKa MO HECKOJILKUM TOUKaM, poBeJeHHas pu nomouu C-DTA coorBeTcTBYeT
CTaHAAPTHBIM METOJIaM, U TAKUM 00Pa30M, MOXKET ObITh JIETKO MOATBEPKIACHA.

2.7 llpunmun padotsl Ha TudpakTomerpe Rigaku Ultima 1V

[TonaroroBka mpubopa kK padbote:

1) Bxorounnm Bogy (momycTumasi TeMriepatypa BOIBI UIsl paOboThl TudpakToMeTpa
18-26 °C). Eciu TtemmnepaTypa BOABI B YHJUIEPE BBIIIC, TO HAJA0 JIOXKIAThCA €€
OXJIKICHHUSI.

2) Bximrounu mudpakromerp.

3) Brumrounu nporpammy «XG Operation.

4) Ha manenu «X-Ray control» maxxaim kHonky «X-Ray on». [Tocne HaxkaTusi cepo-
yépHasi (HEAKTHWBHAs) KHOMKA OKpAIIMBACTCS B JKEJITO-KPAacCHBIA IBET, a TaKKe
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AKTUBU3UPYIOTCS yKa3aTelld HaNpsDKCHHS, TOKa W MOIIHOCTH, II0JaBacMbIX Ha
PCHTTeHOBCKYIO TpyOKy. Ilocime aToro HeoOxomumo momoxaarh 10 cekynn (moka He
3apaboTaroT OJIOKH MUTAHUS B KOpiyce AudpakToMeTpa).

5) Ha manesm «X-Ray control» naxanu kHonky «Execute aging» (mpoBecTu OTXKHT).
[Toce HaxkaTHs cepo-4EpHast KHOMKA OKPAIIUBACTCS B )KEITO-KPACHBIN IIBET, a 3HAUCHHSI
HaIpsDKCHMS, TOKa W MOIIMHOCTH TocTeneHHo Bo3pacTyt a0 40 kB, 30 MA, 1,2 kBt B
teuenne 10-15 munyT.

6) Bxirounnu nporpammy «Standard measurement».

7) PaboTaTh HEOOXOUMO TOJIBKO C TIEPBOM CTPOKOH (OCTaIbHBIC HCIIOIB3YIOTCS JJIsI
HacTpoiiku). B okHe «File name» HeoOXoauMMO CMEHUTH Ha3BaHUE MIPEAbIAYIIETo ¢aiiia
(HakaTh Ha KHOMKY «Browse», BoIOpaTh CBOIO JMPEKTOPHIO U BBECTH Ha3BaHHUE (aiiia
aHaIM3upyeMoro oodpasia). B okxo «Condition» Beectu 1udpy 8.

8) Haxxamn panmee Ha kHomky «Show measurement condition». Ilocme 3rtoro
OTKPOETCS OKHO C PeXKUMOM ChbeMKH. B 3TOM OKHE He00X0IMMO OTKPHITH 3akiaaky N0.8,
TaK KaK MbI yKa3aldi UMEHHO ee¢ B okHe «Condition» B mpensiayiiel mporpamme
«Standard measurement».

PexoMenayemble mapameTpbl HACTPOMKMU:

«Start angle» ne menee 5 °;

«Stop angle» o6sran0 90 °;

«Sampling Width» (Iar) o6srano 0,0200 °;

«Scan speed» o6prano 2,0 °/mun. [y 00jiee TOYHOrO OMPEACICHUS TapaMeTPOB
KPUCTAJUIMYECKON SYCHKU WM JJI BBISBJICHHS CJIA0BIX ITUKOB MPHMECEed B OCHOBHOM
BemiecTBe MOXKHO cHM3UTH a0 1,0. Jlist OpicTporo (a3oBoro aHammsa ChbEMKa MOXKET
npoBoauthes npu 10,0 wm gaxke 20,0 °/muH;

«kV» 40;

«mA» 30;

«DivSlit» 2/3 deg;

«DivH.L.Slit» 10 mm;

«SctSlit» 8.0 mm;

«RecSlit» 0.3 mm;

«Offset angle» 0.0000;

«h» 0;

«k» 0;

«I» 0.

[Tocite BbICTABICHHUS TApaMETPOB JaHHOE OKHO (ITpOrpamMmy) He 3aKphIBaTh.

[IpoGonoaroroBka u noMelieHue oopasia B mpudop:

1) Uctepmu obOpasery B Menkuit nopomok (1-20 MkM), mMOnmb3ysch araTtoBoO
(A1IIMOBOI) CTYIIKOW U TIECTHKOM.

2) B3sun KIoBeTY U3 MOHOKPUCTAITMYECKOTO0 KPEMHUS WIIH U3 CTEKJIA.

3) Haneciiu  oOpaserr Ha BbleMKy (yriyOneHue) KroBeThl. Jlms HaHeceHus
UCTIONh30BAIM TJIAJKANA IUIOCKHH IIIATeNb, pa3ryiaXUBas WM IIOPOIIOK B KIOBETE
IUJI0O00Pa3HBIMH JIBIDKEHUSAMH TakK, YTOOBI YPOBEHb IIOpPOIIKAa TOYHO COBIAJall C
YPOBHEM TIOBEPXHOCTH KiOBEeThl. OT 3TOro OymeT 3aBHCETh TOYHOCThH OIPEICTICHUS
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mapamMeTpoB siueiKK BemecTBa (IPUW HECOBMAJACHUM IIJIOCKOCTH IOSIBUTCS —CIBHUT
TU(GPaKTOrpaMMbl OTHOCUTEIBHO HYJIS TPAIYCOB).

[Topomok HaHOCUTCS POBHBIM CJIOEM M JIOJDKCH 3arOIHSTH MPSMOYTOJIbHYIO BEIEMKY
B KtoBeTe. Eciin o0pasia He XBaTaeT JyUIs MOJHOTO 3allOJIHEHUs, TO B MIEPBYIO OYepelb
3aIOJTHSAETCS IIEHTpalIbHAs 4acTh BBIEMKH. B 11000M cilydyae ypoBEHb CIIOS MOPOIIKA
JOJDKEH COBIMAJNATh C YPOBHEM BEPXHEH TOBEPXHOCTH KIOBETHI. Hammdme KpymHBIX
(HenepeMooThIX) YacTHIl 00paslla He MO3BOJIUT BBIOJHHUTH 3Ty omeparuio. [locme
Ha/UISKAIIET0 HaHEeCEHUs oOpaslla Ha BBIEMKY KIOBETHI C €€ BEpXHEH IMOBEPXHOCTHU
YIASIFOTCS  M30BITKA TTOPOINKA, IMOBEPXHOCTh HAYKUCTO IPOTHUPACTCS BATOW WIIH
OyMaxHOU casipeTKOi.

4) ITomecTrid KIOBETY B JIU(GPAKTOMETP, MEIJICHHO W CTPOrO0 TOPU30HTAIBHO
BIIBUTAS €€ T0]] TOCa0YHYIO IIOCKOCTh AepKaTelis JUPPaKTOMETpA.

[Toce ATOro MOKHO TIEPEUTH K CheMKe TU(PAKTOTPAMMBI.

CpéMmka nudpakTorpaMMmsl;

1) JInst Havana chEMKHU HaXkallu KHOTIKY «EXxecute measurement».

2) IMosiBriiock okHO «Right Console». Muunuanu3anus 3aHAMaeT 10 5 MUHYT, B
TEYCHHUE KOTOPBIX TU(PAKTOMETP TECTHPYET CBOU CHCTEMBI M TIPOBEPSICT COOTBETCTBHE
peKMMa ChEMKU C TPEABLAYIINM peXuMoM. B cimydae, eciu mpeapyaymias cheMKa
MPOXOAMIIA MPH IPYTUX MapameTpax, He0OXOANMMO Ha 3aIPOCHl B 3TOM OKHE HAKUMATh
kHOMKY «OK» (15 mpephIBaHus ChbEMKH HaXKaTh KHOMKY «Break»).

3) MosiBUIIOCH OKHO, B KOTOPOM OyZIeT 0ToOpaXkaThes qU(paKkTorpamMmma.

4) ITocne 3aBepuicaus cbéMkH okHO «Right Console» wucuesmo. Ilocnme 3Toro
U3BIIEKIIM U3 TU(PpaKkTOMETpa KIOBETY U OYUCTUIIM €€ BaTOW Wi OyMakHOU candeTKoi
CO CITUPTOM.

3aBepiiieHue padOThI U BHIKIIIOUEHHE PUOOopa:

1) 3akpbutn OKHa mporpammbl «Standart measurement», coxpaHuB yCIIOBHSI.

2) B okne «XG operation» Ha nmanemm «X-Ray control» naxanu kHonky «X-Ray off».
[[BET KHONKM C XKENTO-KPACHOTO CMEHUJICA HA CEPO-YEPHBII.

3) [Momoskaanu He MeHee 2 MUHYT JUIS 3aBepIICHUs pabOThI TeHepaTopa.

4) Ha nanemu «X-Ray control» naxxanu knonky «Power off». Iget kHOIKH € %ENTO-
KPacHOTO CMCHHJICS Ha CepO-UEPHBIH.

5) I[Momokaanu He MeHee 2 MUHYT JUIS 3aBEPIICHUS paOOThI OJIOKA MTUTAHUS.

6) 3akpbuin okHO «XG operation».,

7) Beikimioumiin  qupakToOMeTp: TMOBEPHYJIM PYYKY Ha JIMIICBOM IaHEIHd IMPOTHB
4acoBo# cTpenku ¢ nmojoxkeHust «ON» Ha nonmoxkenne «OFF».

8) INomoskmanu He MeHee 2 MUHYT IS OXJIaKICHHS TPYOKH.

9) Beixmounnu Boay (kpacHas kHornka «OFF» Ha unmiepe).

[Toracumim skpan MOHHTOpa KoMITbIoTepa [29].
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3 OBCYXJIEHUE PE3YJIbTATOB

3.1 Ananu3 mopgosiorun 00pa3smoB MeTOAOM CKAHUpYIOUIEH 3J1eKTPOHHOM
MHMKPOCKONUH

B nmaHHOIi paboTe wccienoBaHUs MPOBOIWIMCH HA CKAHHPYIOIIEM JJIEKTPOHHOM
mukpockorne JSM 7001F ¢upmer JEOL (SInmonms) ¢ cucTteMol MHUKpPOAHAIM3aTOPOB
dupmbr Oxford Instruments (BenukoOpuranus). [loBepXHOCTB UCCIIeOBATIACH B PEXKUME
BTOPUYHBIX U OTPAXKCHHBIX JIIEKTPOHOB.

PenrenoduryopeciieHTHbIN aHaJInu3 OCYILIECTBIISLIN c MTOMOIIBIO
sreproaucnepcronHoro crekrpomerpa Oxford INCA X-max 80, ycTaHOBIEHHOro Ha
3TOM MHUKpockore. CIEeKTpOMETp MO3BOJSET aHAJIM3UPOBATH DJIEMEHTHI C ATOMHBIMH
Homepamu ot 5 (B) 10 92 (V).

Ha pucynkax 3.1-3.10 mpexacraBieHsl XapakTepHble  MHKpodoTorpapuu
HOJIYYEHHBIX THUAPOTEPMAJIbHBIM METOIOM COCIMHEHHM WTTPHUs TPH Pa3IudHBIX
yCIIOBHUSX cUHTe3a. Bpems cuHTe3a Bo Bcex Cilydasx cocTaBisuio 24 yaca.

100mm JEOL
SEH w0 Ll Moo, 00d

Pucynok 3.1 — Mukpodororpadun odpasma ¢ yseaumuerrnem 50000 u 10000,
NoJTy4eHHOT0 U3 Xyopuaa uttpus npu pH 8,0 B mpucyrcrBum Hatpuit
nonenuicyasdara, BBeIeHHOT0 mocie nooasnerus NaOH

Ha mukpodororpaduu BumHO, uTO 0Opaszer; mpeacTaBisieT co0oil IByX(ha3HYIO

CHUCTEMY, COCTOSIIYIO M3 YIJIMHEHHBIX MaJlo4K000pa3HbIX (parmMeHToB (mmuHa 5-10
MkM, mrpuHa 0,6—0,8 MkM) U TUTOCKUX Yelryek auaMeTpoM okoiio 0,1 Mkwm.
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Pucynok 3.2 — Mukpodororpaduu obpasua ¢ yennuenruem 5000 u 1000,
noay4eHHoro u3 xyuopunaa uttpus npu pH 9,0 B mpucyrcTBum Hatpuit
noneuuicynsdara, BBeneHHoro mnocie nodasnenus NaOH

Ha muxpodotorpadun 3ameTHa HeoJHOpPOAHAS ABYyX(a3Hasi CUCTEMa, cojepKalas
urosibyatele GparMeHTsl IMHOM 15-30 MKM M CTryCTKH XJIONBEB pazMepoM 4—5 MKM,
chopmupoBanHbie U3 yactuil pazmepom 0,1-0,2 Mxm.

Pucynok 3.3 — Mukpodororpadpuu oopasua ¢ ysenuuenrnem 50000 u 2000,
nojy4eHHoro u3 xyopuaa uttpus npu pH 10,0 B npucyrcTBrun HaTpHii
noneuuicynsdara, BBeneHHoro mnocie nodasnenus NaOH

Ha wmuxpodotorpaduu BuIHO, 4YTO oOpasell MMEET HEOAHOPOJIHOE CTPOCHUE.
3aMeTHBI TOHKHE KPUCTAIUIBI JiTHHOW 5—20 MKM, IIMpHHA BaphbUPYETCs B 3aBUCUMOCTH
or mmuHBI B mpenemax 0,2-2 mMxM. Mexay KpUCTaIaMHA TPUCYTCTBYIOT XJIOIbS,
cocrosmre u3 yenryek pazmepom okoso 0,1-0,2 MKkM, TONIIIUHON MeHEee 5 HM.
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[lo pe3ynbraraM JaHHOW CEpPUM ONBITOB MOYHO CJI€laTb BBIBOJ O TOM, YTO
KPHUCTAJUTBI HANOOJIbINIEH ITTMHBI XapaKTEePHBI I 00pa3ioB, monydeHHbix npu pH 9. [Tpu
3TOM >K€ 3HA4eHHM HaOJ0JaeTcs Mpeodiaaaollee NpUcyTCTBUE YellyiuaTeix Ten. B
CBOIO Ouepeib, X pa3Mep OT BeIMUMHbI pH mpakTUyecku He 3aBUCHT.

Pucynok 3.4 — Mukpodororpadpuu oopasua ¢ ysenuuennem 20000 u 5000,
noJy4eHHOTo U3 xyiopuaa uttpus npu pH 8,0 B mpucyrcTBum Hatpuit
nonenuiacynbdara, BBeneHHoro nepes nodasiaeanem NaOH

Ha mukpodororpadun BUaHO, 4TO 00pa3er] cocTouT u3 denryek pasmepom 0,1-0,3
MKM, a TaK)Ke UTII000Pa3HBIX KPUCTAJUIOB JUTHHOU mopsiaka 10 MM,

Pucynok 3.5 — Mukpodororpadpuu oopasua ¢ ysenuuenrnem 20000 u 10000,
NoJTy4eHHOT0 U3 Xyopuaa uttpus npu pH 9,0 B mpucyrcrBum Hatpuit
nojenuiacyabdara, BBeneHHOro nepe nodasiaeaueM NaOH
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Ha wmmukpodororpadum BHIHO, UYTO CTPYKTypa JJaHHOTO oOpa3ia oOpa3oBaHa
xyonbsiMu pazmepom 0,1-0,2 mkw.

— 1y JEOX
20, 0kv CoMPo  SER

Pucynok 3.6 — Mukpodororpadun odpasma ¢ yseauuerarnem 5000 u 1000,
nojryyeHHoro u3 xjaopunaa uttpus rnpu pH 10,0 B npucyrcTBun HaTpuii
nonenuicynbdara, BBeneHHoro nepea nodasiaeanem NaOH

JanHbIi 00pazen uMeeT GopMY JUTMHHBIX KPUCTAJUIOB, MIOKPBITHIX YeITyHKaMHU
pasmepom 0,1-0,2 mxm. [[nmuHa kpuctamioB coctaBisieT 10-30 MM, mmprHa — 2 MKM.

CpaBHuBass MukpodoTtorpaduu ITaHHOW CEpUHM, MOXHO 3aMETUTh, 4YTO pa3Mep
KPUCTAJUIOB B COCTaBe OOPA3IOB YBEIMUYMBAeTCs ¢ pocToM pH, Torma kak pasmep
XJIONIBEB 3HAYUTEIbHO He u3MeHsiercs. [Ipudyem B oOpasie, momydeHHoM mpu pH 9,
KPHUCTAJIOB TTOYTH HE HAOJIFO1aeTCsl.

Pucynok 3.7 — Mukpodororpadun oopasna ¢ ysenmuaeauem 10000 u 2000,
HOy4eHHOT0 U3 Xjopuaa uttpus npu PH 8,0 B mpucyTcTBIM TMMOHHOW KUCIIOTHI,
BBeZIeHHOM niepes nobasnenneM NaOH
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JlaHHbIN 00pa3er] COCTOUT U3 XJIONbEB pazMepoM OKo10 25-50 HM, chopMHUpPOBaHHBIX
B KyCKH HENPAaBUIbHOM (POPMBI KPYITHOCTBIO MOPAIKA 3—8 MKM.

[TpoBenenue onbiToB TOM *ke cepun npu pH 9 u 10 pe3ynpTaToB HE AaN0, TOITOMY
IPOBECTU CPAaBHEHHE HE MPEJICTABIAETCS BO3MOXKHBIM.

- 1pen JEO]
20, 0kv caMPo  SEN

Pucynok 3.8 — Mukpodororpadun oopasma ¢ ysenuuerarnem 4000 u 1000,
MOJTy4eHHOT0 U3 Xyopuaa utTpus npu pH 8,0 B mpucyTcTBUYM JIMMOHHON KHCIIOTHI,
BBeeHHOI nocie nooasienus NaOH

Pucynok 3.9 — Mukpodororpadun oopasma ¢ ysenuuerarnem 5000 u 1000,
MOJTy4eHHOT0 U3 Xyopuaa utTpus npu pH 9,0 B mpucyTcTBUYM JIMMOHHON KHCIIOTHI,
BBeeHHOI nocie nodasienus NaOH
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-— 1y JEX
200KV COMFOD  SEN

Pucynok 3.10 — Mukpodotorpaduu obpasia ¢ yseauuernrnem 5000 u 1000,
MOJTYYeHHOTO 13 XJjopuaa uttpus nmpu PH 10,0 B mpucyTcTBUM IMMOHHON KHCIIOTHI,
BBeJIeHHOM nociie fob6asnenus NaOH

JlanHast cepus o00pa3lloB HMMEET CXOXKee CTpPOeHHE. Ha MHKpodoTorpapusx
HaAOJI0JAI0TCs MOJIbIe cepbl, TOBEPXHOCTh KOTOPHIX MOKphITAa mopaMu. Juamerp mop
Bappupyercsa B npenenax 0,5-2 mxm, aumamerp chep — 5-10 Mxm, TommmHa CTEHOK
cocraBisier nopsaka 0,5-1 mxm. Hammenwmmii muamerp Habmromaercss y oOpasiios,
nonyueHHblx mpu PH 9. Ilpu sTUx ycrmoBusx cdepuueckue dYacTUIlbl Hambosee
YCTOMUYMBBI K MEXaHUYECKUM BO3ACHCTBUSIM M COXPAHSAIOT CBOIO (popMy B Ipoliecce
npoOONOATOTOBKY IS CKAaHUPYIOLIETO 3JEKTPOHHOI0 MUKpockomna. Kpome toro, mpu
3HaYeHHUsAx PH, Omuskux k Touke HyneBoro 3apsga (pH 9), oOpasyrorcs mopsl
HAaMEHBIIIETO JUaMeTpa.

Ha pucynkax 3.11-3.13 npejcTaBieHbl XxapakTepHble MUKpodoTorpaduu o6pasIos,
CHUHTE3UPOBAaHHBIX 30J1b-T€JIb METOAOM. B KauecTBe KoMILIeKCOOOpa30BaTeIs BBICTYIIAET
JMMOHHAsl KUCJIOTa, BBEACHHAsA B pacTBop nocie nodasneHust NaOH. Bpems cunTtesa —
24 gaca.
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Pucynok 3.11 — Mukpodotorpaduu odpasna ¢ yenmaeanem 20000 u 1000,
HOJTy4EeHHOT0 U3 xyopuaa uttpus npu pH 8,0

Pucynok 3.12 — Mukpodotorpaduu odpasua ¢ ysenuuenuem 20000 u 5000,
MOJIYYEHHOTO 13 XJopuaa uttpus npu pH 9,0
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Pucynok 3.13 — Mukpodotorpaduu odpasna ¢ yenumaeanem 20000 u 5000,
MoJy4YeHHOro U3 xjopunaa uttpus rnpu pH 10,0

OOGpa3siibl, IpeACTaBiICHHbIE HAa JaHHOW cepuu MUKpodoTorpaduii, MpeacTaBisiOT
co00M OCKOJIKA HENpaBUIbHOU (HhOPMBI, CPOPMHUPOBAHHBIE XJIOMBSIMU Pa3MEPOM OKOJIO
0,1 mxM. Yto kacaercs 00pa30BaHHBIX MU arperaTroB, UX pa3Mep COCTaBISIET 2—4 MKM.
Crnenyer oTMETHTb, YTO MOP(dOIOrUsl 00pa3LoB, MOABEPTHYTHIX OTKUTY, MPAKTUYECKH
HE OTJINYAETCSI OT MPEACTaBICHHBIX BBIIIE.

B 3akmroueHne MOXKHO CKas3aTh, 4TO MpPEICTaBIICHHbIE 00pas3lbl B OOJBIIMHCTBE
CBOEM HMEIOT HEOAHOPOIHOE Mopdosornueckoe ctpoenue. llpucyrcTBie KpucTauiios
no OousibllIell YacTH XapakTepHO Jid 00paslioB, CHHTE3WPOBAHHBIX C J0O0aBICHHEM
HaTpuil noxeumicynbdara. B mgaHHOM ciyyae 3aMeTHO Haimuuue JABYX (a3, 4To
NOJTBEpKAaeTcs peHTreHo(ha30BbIM aHanu3oM. OfiHa 13 a3 He Onpe/esieHa ¢ TOMOIIbIO
UMEIOLINXCS B HAIMYUU 0a3 JaHHBIX, COCTaB APYrou ¢asbl ONpeesieTcsi BeUeCTBOM
Y2(OH)4,86Cl1,14:1,07H,0.

OOpa3ipl, CHUHTE3UpPOBaHHBIE C J100ABJICHHWEM JIMMOHHON KHCIIOTBI, UMEIOT B
OCHOBHOM XJIONBEBUIHYIO CTPYKTYpy, IpUUEeM OHAa HaOIIoJaeTcs Kak B Ciydae
OPUMEHEHHs TUAPOTEPMATIbHOTO CHHTE3a, TaK W 30JIb-Tedb Merona. MckimoueHuem
ABIISIIOTCA  00paslibl, MOJIYYEHHbIE TUIPOTEPMAJIBHBIM CHHTE30M IIpH J100aBICHUU
JMMOHHOM KHCJIOTHI IIOCJIE THAPOIUTUYECKOTO areHTa: OHU UMEIOT (hopMy MobIX chep
auaMerpoM 5—10 MKM, OBEPXHOCTH KOTOPBIX MOKPHITA TOPAMHU.

3.2 UccnenoBanue 00pa3moB ¢ MOMOIILI0 METOa NMOPOIIKOBOii PEHTreHOBCKOii
audpakuun

b mcciaemoBaHBl  00pasilbl, IMOJYYCHHBIC THIPOTCPMATIBHBIM M 30JIb-TENb
METO/IaMH TIPH Pa3IUYHBIX YCIOBUSX CHUHTE3a. Bpems cuHTe3a BO BCEX CIIydasx
cocTaBisuIo 24 Jaca.

Pe3ynpTaThl peHTreHOMM(PAKITMOHHOTO aHajdM3a OOpa3IOB TPEJACTaBICHBI Ha
pucynkax 3.14-3.22.
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Pucynok 3.14 — Jludpakrorpamma oOpasia, MoTydeHHOTO U3 XJIOPHUIa UTTPHUS TIPH
pH 8,0 B mpucyrcTBuM HaTpuii qoaenmuicynbdara, BBeaeHHoro nociae NaOH
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Pucynok 3.15 — Jludpakrorpamma oOpasiia, MoJTy4eHHOTO U3 XJIOPHUIA UTTPHUS TIPH
pH 9,0 B mpucyrcTBuM HaTpuii qoaenuicynbdara, BBeaeHHoro nociae NaOH
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Pucynok 3.16 — Jludpakrorpamma obpasiia, MoTyd4eHHOTO U3 XJIOPHUIa UTTPHUS TIPH
pH 10,0 B mpucyrcTBUU HaTpuil gojenmicyabpara, BBenennoro mnocie NaOH

HHTeHMEHOCTE, OTH. &1
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Pucynok 3.17 — Jludpakrorpamma o0pasiia, MoJTy4eHHOTO U3 XJIOPHUIA UTTPHUS TIPH
pH 8,0 B mpucyrcTBum Hatpuii qonenmicyibdara, BBenenroro mepea NaOH
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Pucynok 3.18 — Jludpakrorpamma obpasia, MoTydeHHOTO U3 XJIOPHIa UTTPHUS TIPH
pH 9,0 B mpucyrctBun Hatpuii qoneuuicynbdara, BBenennoro nepea NaOH

HHT2HMEHOCTE, OTH. &1
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Pucynok 3.19 — Jludpakrorpamma oOpasiia, MoJTy4eHHOTO U3 XJIOPUIA UTTPHUS TIPH
pH 10,0 B mpucyrcTBum HaTpuii qoaenuicyiabdara, BBeaeHHoro mepeaq NaOH
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Pucynok 3.20 — Jludpakrorpamma obpasia, MoTydeHHOTO U3 XJIOPHIa UTTPHUS TIPH
pH 8,0 B mpucyrcTBUM IMMOHHOM KUCTIOTHI, BBeaeHHOM niepen NaOH
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Pucynok 3.21 — JludpakrorpaMmmsl 00pa3iioB, MOITYICHHBIX U3 XJIOPHIa UTTPUS B
PUCYTCTBUU JJUMOHHOM KUCIIOTHI, BBeZleHHOH nociae NaOH
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Pucynok 3.22 — JludpakrorpamMmmMbl 00pa3iioB, OJTYUYCHHBIX 30JIb-T€JIb METOJIOM U3
XJIOPHJIa UTTPHUS B IPUCYTCTBUH TUMOHHOM KUCIIOTHI, BBeAcHHOU nociae NaOH

B pesynbTare ananuza nudpakrorpaMmm o0Opas3iioB MOKHO C/I€JIaTh BBIBOJ O TOM, YTO
COCIMHEHMs, TOMYYCHHbIE W3 XJOpHAa WTTpUs B  TNPUCYTCTBUU  HATpUU
noneuuicynbdara, HUMEIOT  CITA0OKPUCTAIIMYECKYI0  CTPKYTypy, a  oOpasiibl,
CUHTE3UPOBAHHBIC B MPUCYTCTBUU JTUMOHHOU KUCIIOTHI, UMEIOT aMOP(HYIO CTPYKTYPY.

HudpakrorpamMmmbel  jisi  00paslloB, TMONXYYEHHBIX B TNPUCYTCTBUU  HATPUI
noenuicynbdara, moKa3bpIBalOT MPUCYTCTBUE KPUCTALTUYECKON (azbl. OO 3TOM MOKHO
CYIUTh TI0 HATMYHUIO SPKO BHIPAKEHHOTO MMKAa MHTEHCUBHOCTH TIpH yriie cheMku 10 26.
JlaHHBI MUK WHTEHCUBHOCTU TPOSBISIETCA KakK IJIsi 00pas3IoB, CHHTE3WPOBAHHBIX C
BBEJICHUEM HATpHUil JojeruwicyibdaTa nepes 100aBICHUEM THIPOIUTHYECKOTO areHTa,
TaK U TocJe.

JImMOHHas KUCIIOTA CTIOCOOCTBYET hopMupoBaHuto amopdHoii da3el. HezaBucumo ot
CTaJIMM BBEJCHUS JTAHHOTO TeMILIaTa oOpaslibl MPOSBISIOT aMOpdHBIE CBOWCTBA. DTO
oTpakeHO Ha pucyHkax 3.20-3.22. Ilpu »TOM BBeACHHE JIMMOHHOW KHCIOTHI IOCIE
NaOH mo3Bonsier monyduth cdepuueckue (GparMeHThl MUKPOHHBIX PpPa3MEPOB C
MPUMEPHO OJITMHAKOBBIM JTUAMETPOM.

3.3 UcciienoBanue 00pa3noB ¢ NOMOILIbI0 TEPMOAHAITUTHYECKUX METO10B
Jnst uccnenoBanuss oOpa3uoB NpuMeEHsuicd AuddepeHIraIbHblii TePMUYECKUN

aHaJIN3, COBMCIIICHHBIA C TEPMOTIPAaBUMETPUUECCKUM aHAIM30M U MaCC-CIIEKTPOMETPHUEH.
Pe3ynbpTaThl HcceqoBaHUS MPEACTaBICHBI Ha pucyHkax 3.23-3.28. Tak kak oOpasiibl,
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CUHTE3UPOBAHHBIC B MPUCYTCTBUU JIMMOHHON KHUCJIOTHI, TPEICTABISIOT HAUOOIBIITNI
WHTEpEC, OBLTH MOJIYICHBI TEPMOTPAMMBI JIJISI JAHHBIX COCTUHEHHU.

Ha pucynkax 3.23-3.25 nipencraBieHbl TEpMOTpaMMbl 00Pa3iioB, CHHTE3UPOBAHHBIX
THAPOTEPMATBLHBIM METOJAOM B MPUCYTCTBUU JTUMOHHOW KHCJIOTHI, BBEACHHOW TOCIIE
NaOH. Bpewms cunrtesa — 24 gaca.

TG, % DTG, %/min DSC, W/g
1004~ 400 -5
90+ 14
80} 105 73
70f 1°
41

60| 4-1.0 |
40
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40 L | L | L | L | L | L | L | L | L | L | L | L | L _ l5
100 200 300 400 500 600 700 800 900 1000110012001306L
Temperature, °C

100 200 300 400 500 600 700 800 900 1000110012001300
Temperature, °C

Pucynok 3.23 — Tepmorpamma o6pasiia, moyaerroro mpu pH 8,0
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TG,% DTG, %/min DSC, W/g
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Pucynok 3.24 — Tepmorpamma obpasua, nomydeHHoro mpu pH 9,0
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TG, 9 DTG, %/miDSC, W/g
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Pucynoxk 3.25 — Tepmorpamma o6pa3siia, nonyuennoro mpu pH 10,0

Bce 00pa3siipl, CHHTe3HMpOBaHHBIC P TAHHBIX YCIOBHIX, HMCIOT CXOXKHE HHTEPBAIBI
Temrneparyp oTieruienus Boabl (M/Z=18) u yraekucnoro raza (M/Z=44). I1epBbiii 53H10-
3¢ deKT ¢ BBIACICHUEM BOIBI M3 MOp 00paslia HaOMI0JacTCsS MPH TEMIIEpaType OKOJIO
150 °C, Bropoit — oxomo 300 °C, OmXHOBPEMEHHO C ITHM BBIICIAETCS HEOOIBIIOE
KOJIM4YeCTBO yriekucioro ra3a. [luk Beimenenus CO, mpuxoautcss Ha uHTepBan 450-
500 °C, rtaxxe nHabGmomaetrcs BeimenaeHue Boabl npu 450-800 °C. Kpome Toro, mpu
temnepatype okono 800 °C 3adukcupoBaHO BBICICHNE HE3HAUUTEIHHOTO KOJINYECTBA
CO,. Ormemnenane HCl (M/Z=37) He3HauuTeNnbHOE, W MPOUCXOIUT TOJBKO MPHU
temnepatype csbitie 900 °C.
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Ha pucynkax 3.26—3.28 npencraBieHbl TepMOTpaMMbl 00pa3iioB, CHHTE3UPOBAHHBIX
30JIb-T€Ih METOJIOM B TPHUCYTCTBUHM JTUMOHHOW KHCIIOTHI, BBeAeHHOW mocie NaOH.
Bpewms cunrtesa — 24 yaca.

TG.% DTG, %/min DSC, W/g
100—< - - 0.0 |
101 — 0.0
90 | 102 4-01
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105 1703
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o0 | 197 405
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50 | 1-09 1706
| | | | 1 1 | | | | ] 1 O _ _0.7

PR IR . . . L . . . . . . -
100 200 300 400 500 600 700 800 900 1000110012001300
Temperature, C

100 200 300 400 500 600 700 800 900 1000110012001300
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Pucynok 3.26 — Tepmorpamma oGpasiia, nonydenroro mpu pH 8,0
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TG,% DTG, %/min DSC,W/g
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Pucynok 3.27 — Tepmorpamma o6pasiia, morydaerroro mpu pH 9,0
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Pucynok 3.28 — Tepmorpamma o6pa3siia, momyaennoro mpu pH 10,0

OOpa3iibl, CHHTE3UPOBAHHBIC 30Jb-T€JIb METOJOM, HMEIOT CXOXKHE HWHTEPBAJIbI
TEMIIEPaTyp OTIICIUICHUS KOMIOHEHTOB. IlepBbIii 3HI0-3Q(EKT ¢ BbIICICHHEM
HanOoJIbIIIero KouuecTa Bojsl (M/Z=18) nabdaromaercs mpu Temmneparype 150-200 °C.
Bropoii atan ormennenns Boabl mpoucxoauT npu 400650 °C, 1 0THOBPEMEHHO ¢ 3TUM
BeIIEsieTcs Hanbombinee kKomudectBo CO2 (M/Z=44). Kpome TOro, Ha 3TOM XKe
UHTepBasie Temrneparyp HaoOmogaercs nuk Bbiaenenus HClI (M/Z=37) B Hebombiom
kosmyecTBe. CTOMT OTMETHTh, 4YTO B Cilydae NpoBeacHus cuHTesa npu pH 9,0
ormerienne HCl taxke Habmromaercs npu temmeparype okoio 1050 °C. Beinenenue
He3HauuTeapbHOro kommyectBa CO; taxke npoucxoauT mpu 800 °C.

[Tpu cpaBHEHHH TepMOrpamMM 00pa3I[0OB MOKHO C/IejaTh BBIBOJ O TOM, YTO B ClIydae
IPUMEHEHUS 30JIb-T€JIb METO/Ia CHHTE3a MUKW OTIICTITICHUS BOBI CMEIIAOTCS B 00J1aCTh
OoJiee HU3KKMX TEMIIEpaTyp, YeM MPH THAPOTEPMAILHOM CHHTE3E.
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3AKVIIOYEHHUE

1) MeTo0M CKaHUPYIOIIIEH IEeKTPOHHON MHUKPOCKOITUH OBLIIO OOHAPYKEHO, YTO MPH
BBCJICHUH JTMMOHHOW KHCIIOTBHI Tociie Tuaposmtudeckoro areHta NaOH obGpasyercs
CTPYKTYpa B BUJE MOJIbIX TOPUCTHIX chep.

2) Ilo naHHBIM AudpaKTOrpaMM MOXKHO 3aKIIOUHThH, YTO B MPUCYTCTBHHM HATPHI
noneuuicynabdara oopasyercss BEHIECTBO KPUCTALNIMYECKON CTPYKTYpBI, COAEprKaliee
nse (aszpl. OHa U3 HUX HE OoNpeiesieHa ¢ TOMOIIbI0 UMEIOIIMXCSl B HaTMUKU 0a3 TaHHBIX,
coctaB apyroi ompenensercs BerectBOM Y2(OH)sg6Cl114-1,07H20. B mpucyrctBun
JMMOHHOW KHUCJIOTBI 00pa3yeTcs BEIeCTBO, UMEIoIee aMOp(PHYIO CTPYKTYPY.

3) Pe3yspTaThl TEPMUUECKOTO aHAIK3a MOKa3aH, YTO JTUMOHHAs KMCI0Ta BXOAMT B
CTPYKTYypy oOpa3lla B Tpolecce CHHTe3a U OTIIemsietcs B JBa dTana. [lpu
TUAPOTEPMATILHOM CHHTE3€ OOHApYX EHO JBa BUA OPOBOM BOJABL. JTO MOATBEPKIAETCS
nByms ninkamu Ha kpusou JITT'. Ilpu ncnonb3oBanuu 305b-T€Ib METO/IA CUHTE3a BOAA
MEHEe CBs3aHAa B CTPYKType oOpasla, 4YTO MOATBEPXKAAETCS CMEIIEHUEM IHKOB
OTILEIJIEHUS BOJBI B 00J1aCTh 00Jiee€ HU3KUX TEMIIEpaTyp.
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