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Beenenue

B HacTrosmme BpeMsi KOMIIO3HUTBI, COJAEPKALIUE YIIIEPOAHbIE HAHOCTPYKTYPbI
HIMPOKO UCTIOIB3YIOTCA B Pa3IUYHBIX 00JIACTAX HAYKU U TEXHUKHU. B dacTHOCTH,
KOMIIO3UTHl Ha OCHOBE YTJIEPOJHBIX HAHOTPYOOK MPHUMEHSIIOTCS B COPOITMOHHBIX
Ipolieccax u CiIykaT B KadyecTBe XpoMarorpaduueckux Marepuaios [1].

3a mpoleaiiee BpeMsi ¢ MOMEHTa OTKPBITHS yriaepoHbix HaHoTpyOok (YHT)
TEXHOJIOTHS UX MOJIYYEHHS YCOBEPILICHCTBOBAIACH, IOSIBUIMCH HOBBIE METObI CHH-
T€3a. TO MOMOTJIO CYHIECTBEHHO CHU3UTh CTOMMOCTb M PACIIUPUTH 00JIACTU MPHU-
MEHEHHUS YTIIEPOIHBIX HAHOTPYOOK M KOMITO3UTOB HA UX OCHOBE.

VYriiepoaHble HAHOTPYOKH COYETAIOT BBICOKYIO MIOBEPXHOCTh C BBICOKOM (-
(EeKTUBHOCTHIO MacCOOOMEHA, YTO BHITOJHO OTJIMYAET WX OT aKTUBHBIX yrien. Of-
HAKO MHOTOCJIOMHBIE yriepoHbie HaHOTpYOku (MYHT) npu ux npakTH4eckom Hc-
M0JIb30BaH UU B COPOIMOHHBIX Mpolieccax U XxpomaTorpaduu HYKIAIOTCS B KOM-
MaKTUPOBAHUU, YTO CBSI3aHO C UX BBICOKOM JUCIIEPCHOCTHIO. B CBA3M € 3TUM aKTy-
IbHBIM SIBJISIETCS. CO3[JaHUE HOBBIX KOMIO3WIIMOHHBIX MATE€pPUAJIOB HA OCHOBE
HaHOTPYOOK. B XxpomaTtorpaduyeckux Merogax COPOIIMOHHBIX TEXHOJOTUN B OT-
JeNBbHBIX CIIyYasx 1eJ1eco00pa3HO UCIOIb30BAHUE KOMIIO3UTOB, 00JIaJa0IUX pa3-
MEpHOH CTaOMIBLHOCTHIO M COXpaHSIONINE COPOIMOHHBIE cBOMcTBa camux YHT.

OnHuM U3 pacnpoCTPAaHEHHBIX HEOPraHMYECKHUX MATEpUANIOB, KOTOpPHIE
MO>KHO HCIIOJIb30BaTh JJIsl CO3JAHUSl TAKUX KOMIIO3UTOB, SIBJIIETCS KPEMHE3EM.
KpemHe3eM mMpOKO UCIOB3YETCsl KaK HOCUTENb KaTaIn3aTopoB Oy1aroapst BHICO-
KOM TEPMHUYECKON YCTOMUYMBOCTHIO. HaHOIMCIIEPCHBIA KPEMHEZEM a3POCHII MOKET
ObITh MMPUMEHEH B KaU€CTBE CBS3YIOLIETO MPU CO3JaHUU KOMIIO3UTOB, MTOCKOJIBbKY
JIeTKO 00pasyeT rejaeo0pasHble CTPYKTYPhI. DTH ABa (paKkTopa OMpeaesitOT BO3ZMOXK-
HOCTh CO3/IaHHs HAa OCHOBE KpEMHE3eMa KaTalu3aTOpOB JJIA MOJIYyYCHHUS] HAHOTPY-
OOK 1 KOMIIO3UTOB COJIEPKAILUE YTIIIEPOJHbIE HAHOTPYOKH.

[enbto HacTOALIEH PaOOTHI SBISETCS CO3AaAHNE KOMITO3UIIMOHHBIX COPOESHTOB
Ha OCHOBE YTJIEPOJIHBIX HAHOTPYOOK M KpEMHE3EMa U UCCIIEJOBAaHUE UX CBOWMCTB B
MPOLIECCE YIABIMBAHUS ra3000pa3HBIX TOKCUKAHTOB, MPUCYTCTBYIOIINUX B OKpPYKa-

IOIIEH cpefie B HU3KUX KOHIIEHTPALUIX U HY>KJIAFOITUXCSl B KOHLIEHTPUPOBAHUM JIJIsI
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UX AaHATUTUYECKOTO onpeAeneHus. /s ToCTHKEHUS e PeIaiuch CIeIyoIue
3aJ1ayu:
1) CuHTe3 MHUHEpPAJIbHO-YIJICPOJHBIX COPOCHTOB COJEpIKAIIUX YIIICPOIHBIC
HAaHOTPYOKHM Ha IOBEPXHOCTH KPEMHE3EMA;
2) Pa3paboTka METOAMKHM CHHTE3a KOMIIO3UTOB Ha OCHOBE YIJICPOIHBIX HAHO-
TpyOOK U KpeMHEe3eMa;
3) OmpeneneHue NOPUCTON CTPYKTYPHI, BEITUUNHBI IOBEPXHOCTH, MOP(HOIOTHH
MTOBEPXHOCTU KOMIIO3UTOB;
4) UccnenoBanrue COpOIMOHHBIX CBOMCTB KOMIIO3UTOB B MPOIIECCE YIIABIHBA-

HUA F&3006p33HBIX TOKCHUKAaHTOB.



1. JIutepatypHslii 0030p
1.1.¥Yraepoanbie HAHOTPYOKHU

VYrinepoaHble HAHOTPYOKH ObLIM OTKPBITHI M ontucansl B 1991 roay simoHckum
yueHbIM C. UnxumMoi. YTaepoaHble HAHOTPYOKH — ajuIOTpOnHas MOIuuKanus
yriaepojaa, NpeacTaBisomas co00i Moy MWIMHAPUUYECKYIO CTPYKTYpY JUaMeT-
POM OT AECATBIX 0 HECKOJBKHUX JECATKOB HAHOMETPOB U JUIMHON OT OZHOTO MUK-
pomeTpa 10 HECKOJIBKMX CAaHTHUMETPOB, COCTOSIIYIO M3 OJHOW MIIM HECKOIBKHUX

CBEPHYTHIX B TPYOKy rpadeHoBsix miockoctei (puc.1) [9, 10].

CkpyuunBaHue

MneHka rpadeHa OpHocnonHble YHT

Puc.1. Ipouecc nonyuenus ogHocnoiHsix YHT [10]

[To xonuuecTBY Tpad)€HOBBIX CIOEB BBIIEISAIOT OAHOCIOMHBIE YIJIEPOJHBIC
(OYHT) u wmHuorocnoitasie HanoTpyOku (MVYHT), kotopble mpencTaBieHbl Ha
puc.2. Haumenbmmii u HanOonbimii auamerpsl OYHT cocTaBisitoT COOTBET-

cTBeHHO okouto 0,3 u 5 um [13].

OaHocnoHbie MuorocnoiiHsie

Puc.2. Onnocnoiinbie 1 MHOTOCTOMHBIEe YHT [10]
Cpean MYHT BBIIENSIOT CIIEYIOUIUE TUIIBL: «PYCCKask MATPEIIKA», «PYIOH»
n «nanbe-maie» [14]. Monenu nonepeunsix cTpyktyp MYHT npencrasiiensl Ha

puc.3.



Puc.3. Monenu nornepeyHbIX CTPYKTYP MHOTOCIIOHHBIX HAHOTPYOOK: a) — «pyccKasi MaT-

pelkay; 0) — mecTUrpaHHast Ipu3Ma; B) — CBUTOK [ 14]

1.2.MeToabl CMHTE3a YIJI€POIHBIX HAHOTPYOOK

B nacTosiee Bpemst yriiepoiHble HAHOTPYOOKH MOJIYHarOT Pa3IMYHbIMU Me-
TOJIaMU: AYTOBOM pa3ps, azepHas aOJsIus, SJIEKTPOIN3, THAPOTEPMATbHBIN CHH-

T€3 C YJIbTPa3BYKOBOW 0OpabOTKOW, XMMHUYECKOE OCAKJEHUE M3 Ta30Boi (hasbl

(CVD) (puc. 4).

MeTtoap!
J1azepHas e dneKTpoayro

abnauna BOW CUHTE3

Puc. 4. Paznoobpasue metonoB cuateza YHT
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Paccmotpum 6osee moapoOHO oCHOBHBIE MeTOAbI cHTe3a Y HT.

1.2.1. DyekTpPOAYroBoOii CHHTE3

OnHocOMHBIE M MHOTOCJIOMHBIC YTJIEPOJIHBIE HAHOTPYOKH B HACTOSIIEE
BpEMS MOTYUYaIOTCSI B OCHOBHOM 3JICKTPOYTOBBIM METOJIOM, COCTOSIIIIUM B TEPMHU-
YECKOM pacCIblIEHUH Ipa)UTOBOrO JICKTPOJIa B IUIa3Me JyTOBOTO pa3psiaa, rops-
mero B atMocdepe HHEPTHOTO Ta3a.

[TpoBos 37EKTPOYTOBOM CHHTE3 MHOTOCIIOMHBIX YTIIEPOHBIX HAHOTPYOOK
B MarHMTHOM IIOJI€ IO3BOJISIET IOBBICUTH CTEHEHBL YHUCTOTHI 10 95 % W CHHU3UTH
MJIOTHOCTH 1€()EKTOB.

HanotpyOxu nmosrydeHHbIe B X0/I€ JAHHOTO METO/Ia UMEIOT JUTUHY TTopsiaka 40
MkM. OHH HApacTarOT Ha KaTOJIe U IEPIICHAUKYJIIPHBI TFIOCKOCTH MTOBEPXHOCTH €TO
TOpIIa, COOPAHBI B IWIMHIAPUICCKUEC IMMyIKH TuaMeTpoM okoiio 50 mxMm. [IpocTpaH-
CTBO MEXY ITy4YKaMH HAaHOTPYOOK 3aII0JTHEHO CMEChIO HEYIIOPSA0YCHHBIX HAaHOYa-
CTHI] U OJJUHOYHBIX HaHOTPYOOK. CoaepikaHne HAaHOTPYOOK B YIJIEPOAHOM OCAIKe

(memo3ute) MOkeT puOIKaThes K 60% [16].

K BakyyMHOMY HACOCY W WCTOMHAKY Tenua
K METOMHMEY HANPAKEHHA

Puc. 5. Cxema ycTaHOBKH JUIs ITOJTy4eHUs HAaHOTPYOok: 1 — karon, 2 — aHoJ, 3 — ciioi

ocajika, CoJIep KaIero HaHoTpyoKu, 4 — masma ayru [16]



[IpoayKThl MUPOIU3A YIJISl SIBIASIOTCS. YHUKAIBHBIM UCTOUHUKOM ChIPbS J1JISI
MOJTYYEHHUSI Pa3JIUYHBIX TUIIOB YIJIEPOIHBIX HAHOMATEPUAJIOB, HAPUMED, YTIAEPOI-
HBbIX HAHOYACTHII, KBAHTOBBIX TOUEK, rpadeHa, okcuaos rpadpena, OCYHT, MYHT
U IpyTUX TUIIOB HaHOTPYyOOK. Kpome Toro, aJisi Mpou3BOICTBA YIJIEPOIHBIX HAHO-
MaTe€pUaJIOB MPHU SJIEKTPOJTYTOBOM CHUHTE3€ MOYXKHO MCIIOJIb30BaTh AHOIBI U3 IPO-
JYKTOB MUPOJIU3A YIS, IIIaCTMACChI, PE3UHBI BMECTO JOPOTUX TPAAUIIMOHHBIX Ma-
Tepuaios [17, 18, 19].

DTO MOXKET CHU3UTh CTOUMOCTh KOHEYHOTO MPOAYKTA U PACIIUPUTH BO3MOXK-
HOCTH IIPAKTUYECKOTO MPUMEHEHHUS PAa3IMYHBIX TPOIYKTOB MEpepadOTKH yriis. YT-
JIEPOJIHbIC HAHOTPYOKH, MOJYYEHHBIE U3 MPOIYKTOB MUPOJIU3a YT, UMEIOT Mpe-
KpaCHBIE TIEPCTIEKTUBHI JJI UCTIOJIb30BAHUS B JINTUM-UOHHBIX OaTapesix B KaueCTBE
MaTtepuana aHojaa. Mcnosib3oBaHUE yIiIepOIHBIX HAHOTPYOOK B IUTUEBBIX OaTapesx
MO3BOJISICT YBEJIUYUTH OOPATUMYIO €MKOCTh. [17]

OTMedeHo, YTO MPOU3BOACTBO yTiepoiHbIX HaHOTPYOOK (YHT) myTtem kara-
JUTUYECKOTO MUPOJIN3a IJIACTMACC TaK K€ SIBJISETCS YKOJIOTUUYECKH YUCTHIM U TIEp-
CIEKTUBHBIM CITIOCOOOM TIepepabOTKH OTXO0B U MPOU3BOJICTBA MaTepuayos [17].

B paGote [ 18] nucnonap30Banuck pa3inyHble KaTaau3aTopbl, HO MO CPABHEHUIO
C IPYTMMH KaTajJu3aTopaMu HUKEJIEBbIN KaTalu3aTop MPOU3BOIUT OOJIBIINE KOJIHU-
4eCcTBa dJIEMEHTapHOro yriepoaa (okoso 93 mac. % ). CriibHas peakius MeTaJlId-
YecKoro Hocurens nogasiser poct YHT u npuBoauT Kk 00pa3oBaHUIO0 KOPOTKUX U
HeperyJsipHbIx Y HT mipu crionp30BaHMM KaTalln3aTopa HA OCHOBE MarHus. Beixos
YHT yBenuuuBaercs, 1 oqHOpOoAHOCTh YHT moBbIIaeTcsi, Koraa B Mporecce uc-
MOJIB3YETCS BBICOKOE JlaBjieHue, ocooenHo npu 1 Mlla. JlanpHeliee nmoBbIIIeHNE
naBieHus peakiuu ocinadmset poct YHT u npuBoaut k 06pazoBaHuio 601ee KOpoT-
kux YHT ¢ GonpliumMu 1uameTpamu.

B a51eKkTpo1yroBOM METO/1€ UCTIOJIB3YIOTCS Pa3IMYHbIE METAUIMYECKHUE KaTa-
mu3atopsl (Fe, Co u Ni) OCHOBHBIMHU IPUYMHAMHU X HCIIOJB30BAHMS SIBJIIETCS XO-
poIasi paCTBOPUMOCTb YIJIEpO/ia U BBICOKasi CKOPOCTh €ro Audy3uu mpu BHICOKUX

TeMIlepaTypax.



OCHOBHBIMH HCOOCTaTKaMM JAaHHOIro METoAa IABJIAIOTCA: HU3KUMN BbIXO/J

HAHOTPYOOK M OTHOCUTEJIBHO HEOOJIBIION X pa3Mep, U CII0KHOCTb OUHILICHHUS.

1.2.2. JlazepHas abasiuusi

MeTton nazepHoii abyALMK 3aKII0YaeTcss B 00MOapIMpoBKe OMEIIEHHON B Ba-
KYyMHYIO KaMepy rpaduTOBOM MHILIEHU UMITYJILCHBIM JlazepoM. BeiOUTHIN nazep-
HBIM UMITYJIbCOM YTJIEPOJ OCEaeT Ha OJIM3KO PaCHOIOKEHHYIO XOJOJHYIO MO/I-
JIOKKY B BUJIE HAHOTPYOOK. MeTo/1 cuHTe3a M YCTAaHOBKH MPETEPIEIH PsiJl U3MEHE-
HUH, TaKue KakK. T00ABJICHNE B MUIICHb Pa3HBIX KaTaJIM3aTOPOB, MPUMEHEHHUE OJI-
HOBPEMEHHO HECKOJIBKO JIa3€pOB C Pa3HOM JJIMHOW BOJIHBI U3IY4YEHUS, YTO JAJI0

BO3MOYKHOCTb MOJYy4YEHHS HAHOTPYOOK pa3HbIX BUJIOB.

Ha Bbixon u ¢opMy HaHOTPYOOK, MOIYYa€MBbIX JIA3€PHBIM METOJOM, BIIUSET
MEHBIIIEE YUCIIO [TApaMETPOB, YEM B JIyTOBOM CHHTE3€ (TEMIeparypa y4acTka, rpa-
JUEHT TeMIepaTyp B Ia30Boi (asze), 4To Jajio BOZMOXKHOCTh MOJIyYUTh 00Jiee BbI-

COKHMU BBIXOJ ITPOJYKTA.

[Tpu cuHTE3e YrIACPOAHBIX HAHOTPYOOK METOJIOM JIa3epHOM aOJISIMU JTydIIe
Bcero ceOs nokaszanu cMecu karaiausatopo Co u Ni, a takke Co u Pt. C ux momo-
b0 OBUTM TIOJNyYeHBI OJHOCIIONHBIC HAHOTPYOKM C MCHBIIUM COJIEPKaHUEM

amop¢Horo yneponaa Ha moBepxHocTH. [106,107]

[Tpu mpown3BOACTBE HAHOTPYOOK METOJIOM Ja3epHOM aOJISIIIMK OCHOBHBIM T1apa-
METPOM, BIUSIONIEM Ha CTOUMOCTh U CII0KHOCTH MpoIiecca, ObLIO UCTIOIH30BAHKE B
Ka4yecTBe Ta3a HocuTens-renuid. OHako MeTo 1 ObIIT YCOBEPIICHCTBOBAH, I0Ka3aHa
BO3MOXXHOCTh TPUMEHEHHMS pa3psjia U B BOAOPOAHON aTMocdepe, U B aTMocdepe
azota. [Ipu 3TOM CyIIeCTBEHHO YBETUYWICS BBIXOJ] KOHEUHOTO MPOIYKTa C COMIEP-

XKaHUEM YTIEepOIHBIX HAHOTPYOOK >96%.
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1 Jlyy nazepa ——

¥/ MeaHbin
KOMAMIEKTOP
C BOAOSIHbIM |
oxnaxiaeHuem

MpaduTosas
MULLEHL — T~y

1200 °C neub

Puc. 6 Cxema ycTaHOBKH TSI TIONTYYSHHUS] HAHOTPYOOK METOJIOM Jia3epHoH absiimu. MicTounuk sa-
3epHOro m3aydenust, neub Harperas 10 1200.°C rpaduroBas MUIIIEHb, OXJIAXICHHBIM KOJUIEKTOP, Ha MO-

BEPXHOCTH KOTOPOT'O pacTyT HAHOTPYOKH

1.2.3. Il.na3MocTpyiiHblii CHHTE3

B pa6ore [23] yriaepoaHbie HAHOTPYOKHU MOTYyYaIH I1a3MOCTPYHHBIM CHHTE-
30M. YHT 00pa3oBbIBAJINCH TUPOJIM30M CaXH B MIPUCYTCTBUU KaTAJIM3aTOPOB MpHU
WCIIOJIb30BAaHUU T1a3MOTPOHA OPUTMHATIBHON KOHCTPYKLMH (pHUC.7), KOTOPBIN M03-
BOJIWJI CyHIECTBEHHO ITOBBICUTh CKOPOCTh XOJIOJHOI'O ra3a Ha BXOJ€E B KaHAJl U UH-
TEHCU(PUIIMPOBATH TETIOOOMEH MEXIy AYToi U MIa3Mo00pa3yromum razom. Jua-
METpP CUHTE3UPYEMBIX YTIEPOIHBIX HAHOTPYOOK MeHsuICs OT 16 10 74 HM B 3aBUCH-

MOCTH OT YCIIOBHM.
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AproH,l'enuit
caxa,
Ni, Co, Y203

Crpys pacuTOoBbIi
nnasmbi peakTop
Me‘rannuuecxaﬂ
YrnepoaHbli 0caaokK
POA MWULLEHb

Puc.7. Cxema ycTaHOBKH JUIsl TNIa3MOCTPYHHOTO cuHTe3a [41].

OTHOCHUTENIBHO HEJABHO ObLI pa3paboTaH HOBBIM CIOCOO MOJY4YEHHUS yTJie-
POAHBIX HAHOTPYOOK JJIsA ITMpOoKoMaciiTabHoro mpousBozicTBa [2]. CyTh MeTOna
COCTOHUT B TOM, YTO B PEAKIITMOHHBIX KaMepax IMOIy4aroT Maphl BEIIECTBA KaTaan3a-
TOpa MyTeM MCIAPEHUs YaCTUYHO PACIUIABIECHHBIX AJIEKTPOJOB. 3aTEM TMOJAeTCs
1a3Mo00pasyroniuii ra3 u GopMupyeTcst ero BUXpeBoit motok. [locie yero npouc-
XOJIUT KOHAEHCAIUs MapoB KaTaau3aTropa ¢ o0pa30oBaHUEM HAHOYACTHIL KaTajlu3a-
TOpa, HA KOTOPBIX MPOUCXOUT PA3NIOKEHHE ra3000pa3HbBIX YTIEBOAOPOIOB C IMOTY-

YEHUEM YTJIEPOJHBIX HAHOTPYOOK. Cxema mporecca NpeACcTaBieHa Ha PUCYHKE 8.
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Puc.8. Cxema nosydeHus: yriaepoaHbiXx HAaHOTPYOOK [2]

Ha ocHoBe 3TOr0 MCTOJa OCHOBAHO prr[HOMaCIHTa6HO€ IIPpOU3BOACTBO OI[HOCJIOﬁ-

HBIX YTJIEPOJHBIX HAHOTPYOOK.

1.2.4. MeToa XUMHYECKOT0 0CAKIAEHUS U3 ra3oBoii ga3bl

JlaHHBI MEeTOT HAanbOoJIee YacTO UCIOJIb3YETCS, MOCKOIBKY MO3BOJISIET MOTY-
YaTh TOTOBBIA MPOIYKT B HEMPEPHIBHOM PEKUME M JACT BO3MOKHOCTD YIIPABIISAThH
napametpamu niporiecca. B merone CVD ocHOBHBIMEU BapbUpyEeMBIMH TTApAMETPaAMU
SBIISIIOTCS: COCTAB KaTaau3aTopa U HOCUTES, TeMIIepaTypa mpolecca, COCTaB yrie-
POJICOIEPIKAIIIETO COCTUHEHHSI M Ta3a-HOCUTENs, CKOPOCTh MOTOKa razoB. Cxema

TEXHOJIOTUYECKOTO Mpoliecca mokazaHa Ha puc. 9.

Kpapuesas

Meusn /l pyOka

S Karaimmsaro
\ atop,,

IMTorox
rasa

Puc. 9. Obmas cxema ycTaHOBKH, HCIIOJIb3yeMas B

merone CVD
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Hcnonb3oBaHue YUCTOTO METaHa B KAU€CTBE UCXOJAHOTO ChIPhSl HE PEKOMEH-
JyeTCsl, IOCKOJBKY B PE3YJIBTATE TEPMUUYECKOIO PA3JIOKEHHSI METAHA HA MOJIOKKE
OCaXJIal0TCsl HE TOJBKO HAHOTPYOKH, HO TakKe OO0JIbIIOE KOJIMYECTBO aMOP(HBIX
COEIMHEHHH yTIIepo/ia, KOTOPbIE TOKPHIBAIOT YaCTUIIBI KaTalu3aTopa U TEM CaMbIM
WHAKTHBUPYIOT UX, TIPEPHIBAs MPOIIECC POCTa HAHOTPYOOK. UTOORI IPe10TBpaTUTh
JTAHHOE SIBJICHUE YUEHBIC MPEIOKUIN METOUKY 100aBIEHUS BOASHOTO 1Mapa B OT-
Homreanu 1/10000. B pesynbpTaTe q00aBiIeHNs BOASHOTO Mapa aMOpP(HBIN yTaepoT
ctan 3¢ (HEKTUBHO CBI3BIBATHCS, OCTABIISS YACTHIIBI KaTaIN3aTOpa B aKTUBHOM CO-
CTOSIHUH, YTO MO3BOJIMIIO OPTaHU30BATh HEMPEPHIBHBIN UK MOJIYYCHHUS HAHOTPY-
6ok. Kpome Toro, mobaBneHue BOASHOTO MMapa TAKXKe MO3BOIMIIO YIYUIIUTh XapaK-
TEPUCTUKHU MOJy4aeMOoro MpoykTa. B yacTHOCTH, y1a710Ch IOJIYYUTH O0JIee yropsi-
JIOUYCHHBIE TTAKEeThl HAHOTPYOOK.

B pa6ore [25] curte3 YHT ocymiectBiisiics metogom CVD Ha sKkcnieprMeH-
TaJIbHOM YCTAaHOBKE XMMHUYECKOTO OCAXK]ICHUS MTApOB YTIIEBOIOPOIOB, BHEIITHUHN BU/T
KOTOpOH mnpezacTaBieH Ha pucyHke 10. MoHO cka3aTh, YTO 3TO COBPEMEHHAs MO-

JeNb yxKe umeromuxcsi yeranoBok st CVD.

Puc.10. YcraHoBka XMMUYECKOTO OCAXKIACHHA ITapOB YIJICBOAOPOJOB: a — BHEIIHUN BUJ

YCTaHOBKH, O — ra30Basi CHCTEMa YCTaHOBKHU, B — BAKYYMHasl CHCTEMa YCTaHOBKH [25]
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[Tpu pocte YHT BBINONHSAIN 3arOTOBKUA M3 MOJMOACHA U IMJIACTUHBI MOHO-
KPUCTAIUTMYECKOTO KpeMHHUsA. B kauecTBe KaTraam3aToOpoB ObUIM HCHOJIb30BaHBI
TOHKHUE IJIEHKH YMCTOTO KeJe3a, BOJAHbIE PAaCTBOPHI (beppUTHHA U alleTaTa *Kejesa.
M cTOYHMKOM yTiepoa CIIy>KHJIA Hapbl renTaHa, KOTOpbIe MOJIaBAIMCh B padOUyIO
30HY B IIOTOKE ra3a-HOCUTENS.

bo10 BhIsiBIIEHO, uTO A1 pocta YHT Ha moBepXHOCTH MOJIMOAeHa TeMIIepa-
Typa MOAJIOKKH U KaTanuzaTopa aospkHa 01Tk Beite 900 °C. Ilpu aTom yBenndenue
TOJIIMHBI KaTaJdNu3aTopa HEe OKa3bIBACT BIMSHHS HA OJHOPOAHOCTH MOKPBHITHUS TO-
BEPXHOCTHU MOJHOIEHOBBIX MOMJIOKEK YTIEPOIHBIMU HAHOTPYOKaMHu.

MUKpOBOJIHOBOE XMMHUYECKOE ocaxkaeHue u3 naposoi ¢azel (CVD) npume-
HSUJTU JJIs1 CUHTE3a yriaepoaHbix HaHOTpYOok (YHT) Ha o6oioukax KeIpoBoro opexa
(PNS). bbuio uccnenoBano BIMsSHUE TEMIIEPATYPhl PEAKIIMH, KaTaIU3aToOpa, UCTOY-
HUKa yIJIepoJa ¥ BO30OHOBIIIEMOT0 yriiepogHoro cyoctpara Ha cunte3 YHT. bouio
oOHapykeHo, 4To 600 °C sBusieTcs ONTUMAIBLHON TeMIepaTypoit A GopMUpoBa-
Husg YHT. Pe3ynbTaThl MpOCBEUMBAIOLIETO JIEKTPOHHOTO MHUKPOCKOIIA BBICOKOTO
pazpenienus nokazanu, uto YHT, cunresupoBanubie npu 600 °C, uMenn MHOTO-
CIIOMHYIO CTPYKTYpY U d-pacctosinue 0,34 um. J{uametp u qyiuna YHT cocTtaBisiu
~ 50 uM u 2600-3200 HM COOTBETCTBEHHO [26].

Astopsl [45] mpeacrasuiu BapuanT CVD cunteza OYHT mmmnoi menee 500
HM C BO3MOKHOCTBIO TOUHOT'O KOHTPOJISI pa3Mepa 4acTHUI KaTalau3aTopa U, CIea0-
BATEIIbHO, POCTA YIIIEPOJAHBIX HAHOTPYOOK. Mcmonb3yemast KoHCTpyKIus (puc.12)
npUBeia K pa3JeeHUIo IPOLIeCCOB 00pa30BaHUsl HAHOYACTHUIL U MPOIIECCOB 3aPOK-
JIEHUs YIJIEPOAHBIX HAHOTPYOOK. DTO 00ecreynBaeT B3aMMHYIO HE3aBUCUMOCTh Ma-
paMeTpoOB pOCTa U paclpeaesieHrs JuaMeTpa OJJHOCIOMHBIX YTJIEPOIHBIX HAHOTPY-

OOK, YTO MOBBIIIAET MACIITAOUPYEMOCTH IIpoliecca.
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Puc.12. OGmiasi cxema reHepaTtopa UCKPOBOIO pa3psiia, THTETPUPOBAHHOIO ¢ TpyOUaTOn

30HO# pocTa, it obecieueHus a3po30ibHOro peakropa cuareza OYHT [27]

MVYHT c pa3nuyHbIMH 1raMeTpaMu ObLIIM CUHTE3UPOBAHbI HA TOPOIIKO00-
Pa3HOM KaTajlu3aTope U3 KpeMHE3eMHON OpeKYnH (TOpHOM MOPO/Ibl), COCTOSIIETO B
ocHOBHOM m3 a-kBapia SiOz, metomom CVD ¢ morokom CoH4 u ¢ Hy nimu 6e3 Hero.
KpemHesemHas Opexyusi COACPKUT TUCIIEPCHBIE MUKPOBKIIOUEHUSI OKCHUJIOB-TH]I-
POKCHJIOB JKeJie3a, TeTUTa WM FeMaTUTa, KOTOPhIe NEHCTBYIOT KaK KaTalu3aTophl
JUISL TACCOLMAIMU MPEIIIECTBEHHUKOB YIJIEBOJOPOAOB U 00pa30BaHMS YIIIEPOJI-
HBIX HaHOCTpPYKTyp. HaGmronanock, uro mobasnenue Hy x moroky CoHs addek-
TUBHO yJalsieT aMOp(HBIN YIIIepo/, 4YTO NPUBOJIUT K 00JIee BHICOKOMY POCTY HaHO-
TpyOOK. DTOT METOJI peAiaraeT HECKOJIbKO MPEUMYILECTB: JIETKasl IOCTYIMHOCTb,
HHU3Kasi CTOUMOCTb, IIpocToTa npoussoactea YHT mo mpoctomy mapripyty [28].

CVD wmeton siBAsieTCs] caMblid paCIIpOCTPAHEHHBIM METOJIOM JJIsl TIOTYYCHHS
yIIEpOAHBIX HAaHOTPYOOK. OHAKO CyIIeCTBYET mpobiieMa BhIOOpa ONTUMATBHOTO
KaTaan3aTopa, MO3BOJISIONIECTO MOJIy4YaTh YTIAEPOIHbIE HAHOTPYOKH OJM3KOTO JHa-
MeTpa.

B nocnennee BpemMsi akTUBHO MCHOJB3YIOTCS pa3inyHble MOIU(DUKAIIUN
ATUX METOJIOB — ¢ Ia3Moxumudecko aktuBanueit (PECVD), ¢ Hutelo Haka-
muBanus (HFCVD) [93], ¢ MukpoBosHOBEIM H3aydenreM (MPECVD) [94], ¢ pa-
nuouyactotHoi aktuBanmer (RF-CVD) [94], ¢ moOaBienuem Boubl [95] miun

kuciopoa [96].
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1.3.CBolicTBa yIJ1epOJIHBIX HAHOTPYOOK

VYriiepoHble HAHOTPYOKH 00J1a1at0T YHUKAJIBHBIMU YOPYTUMHU U IPOYHOCT-
HBIMU CBOMCTBaMH. bosblias BeJIMYMHA NPOYHOCTH HA Pa3pblB, MHOTO(PYHKIIHO-
HaJIbHOCTb, MAJIBIA BEC U KECTKOCTH AenatoT Y HT npuBinekaTenbHbIMU U1 U3yde-

HUS ¥ CO3JJaHUS] KOMITO3UIIMOHHBIX MaTepHalioB Ha X ocHOBe [29,30].

Hampumep, coznanvne KoMo3uTa ¢ J00aBJI€HUEM YIIIEPOJIHBIX HAaHOTPYOOK
ITO3BOJIAET YBEIUYUTH IPOYHOCTHBIE XapakTepucTuku matepuanos. YHT «TayHur»
C COoIepKaHUEM B mpenenax 2,5-3% oka3plBa€T MAKCUMAaJIbHOE BIUSIHUE HA yBEJU-
YEHUE YJapHOU BS3KOCTH B mnojuMepHoM kommosute [31]. Jlo6aBnenne YHT B
SMOKCUIHYIO MAaTPHILy MO3BOJIMIIO YBEJIUYUTH MMPOYHOCTh, MOAYJIb KOHTa ¢ coxpa-
HCHHEM TUIaCTHYHOCTH [32].

VYriiepoiHbIe MHOTOCTIOMHBIE HAHOTPYOKH XapaKTepU3YIOTCsI KOPPO3ZHOHHON
CTOMKOCTBIO (HEpaCTBOPUMBI HU B IIAPCKOM BOJKE, HU B KOHIICHTPUPOBAHHBIX II1€-
JIOUYHBIX pacTBopax) [33], xopoliel TemIoNnpPOBOAHOCThIO, BEICOKON XUMHUYECKOM,
TEPMHUYCCKON ¥ MEXaHUYECKON CTaOMIBLHOCTRIO [34].

Emte ogHOM 13 3aMeuaTenbHBIX OCOOCHHOCTEH YIIIEPOIHBIX HAHOTPYOOK, SIB-
JISIETCS UX BBICOKAsi COPOIIMOHHAsI CTOCOOHOCTh. BenuunHa miiomaam yaeapHou mo-
sepxHoctd YHT cocrasnsier ot 150 g0 1500 M%/r [1], 4T0, B CBOKO OYEpEb, 3a1aET
OCOOEHHOCTh UX JJIEKTPOXUMHYECKUX U COPOLMOHHBIX XapaKTePUCTUK. Bricokas
COpOLIMOHHAS CIIOCOOHOCTH TPaUTOBOM MOBEPXHOCTH U BO3MOKHOCTH 3aIIOJTHEHUS
YHT paznuuabiMu BelieCTBaMU 00SCIIEYNBALT BIUSHUE HA X (PU3UKO-XUMUYECKHE
CBOWCTBA. B 4acTHOCTH, MOSBIISIETCS BO3MOXKHOCTh CO3/1aHUsl YCTPOUCTBA LISl Xpa-
HEHHUs ra3000pa3HbIX U KOHJIEHCUPOBAHHBIX MarepuanoB. [loa nelicTBuem BHeMI-
HETo JIaBJICHUs JIMOO B pe3ysIbTaTe KaMWUIAPHOTO d(deKTa BEmecTBO MOKET MPo-
HUKaTh BHYTph YHT U yaep:kuBaThCs BHYTPHU HEe 3a CYET COPOLIMOHHBIX CHJI.

VYriepoaHbie HAHOTPYOKH SIBIISIFOTCS TTEPCIIEKTUBHBIMUA COPOSHTAMU JIJIsI Xpa-

HeHUs Bojgopoaa [9].
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1.4. IIlpuMeHeHHe YIJIePOAHBIX HAHOTPYOOK.

IIpumenenue 6 meouyune

YHT o6nagator 601bIIUM TOTEHIIUATIOM JAJisi IPUMEHEHUsI B OMOMEIUIIHE
Osarosiapsi CBOMM d3JIEKTPUYECKUM, COPOLIMOHHBIM, XUMHUUYECKUM, TEPMUUECKUM U
MeXaHU4YeCKUM cBoiicTBaM. OCHOBHbBIE 00JaCTH MPUMEHEHUsI YIJIEPOAHBIX HAaHO-
TpyOOK BKJIIOYAIOT JOCTaBKy menTtuaoB, OenkoB u JIHK depe3 kieTouHsie mem-
OpaHbl, IPU 3TOM 00J1aJJal0T HU3KOM TOKCUYHOCTHIO. Y HUKaJIbHAs IPOTUBOMHUKPOO-
Has akTUBHOCTh YHT nexuT B 0CHOBE pa3pabOTOK IO 3allUTE 3J0POBbs YEIOBEKA.
HanoTpyOKku MOTYT OKa3aTbCs MOJAE3HBIMU TS E3WH(EKIIMH BOJIBI, CO3JaHUS aH-
TUMHKPOOHBIX MOKPBITHIT ¥ ipenapatoB. [80]. Tak sxe, MHOTOCIIOWHBIE yTIIEPOIHBIC
HAHOTPYOKU 00J1a/1at0T 3HAYUTEIbHBIM MTOTEHIIMAIOM B MCIOJIF30BaHNHU B KAUECTBE
OunoceHcopoB, Giarogapst UX JETKOCTH B MOJACPKKE MMMOOMIN3AUU OelKa Mmpu
COXpaHCHHMHU NPUCYIICH OelIKy akTUBHOCTH [35].

B pabGote [36] ruOpuanbiii MaTepuan Ha OCHOBE >KEJATHWHA, YTJIEPOJHBIX
HAHOTPYOOK M ajbruHaTa HaTpus ucnosib3oBaiics A 3D-neyatu cocynos. Pesyinb-
TaThI MOKA3aJIM, YTO MPABUIIBHOE JIETUPOBAHNE YTIEPOAHBIX HAHOTPYOOK MOXKET T0-
BBICUTh MeXaHHW4eckue cBoicTBa. KomuuecTBeHHbIE SKCIEPUMEHTHI 10Ka3ajlu, 4To
HEOO0JIbII0E KOJIUYECTBO JIETMPOBAHMS YIVIEPOJIHBIX HAHOTPYOOK Majo BIUSJIO Ha

MUTOTOKCUYHOCTb, U KOHCTPYKIHUH MOTJIM COOTBCTCTBOBATH TpC6OBaHI/ISIM.

Venepoonwvie nanompybku 6 npoyeccax KOHYeHmMpupoBaHusl.

B nocnennee BpeMs yriepoansie Matepuaibsl Ha ocHoBe YHT Bce vare uc-
MOJIB3YIOTCS B Mpolieccax MpoOOMoAroTOBKY i XumMudeckoro ananusa. Jius YHT,
MOMHMO YK€ OTMEUEHHBIX 0COOCHHOCTEH, XapaKTepHbI APYTrUe YHUKAIbHbBIE CBOM-
CTBa, MO3BOJISIFOIINE TPUMEHSITh UX JIJIs1 COPOLIMOHHOTO KOHIIEHTPUPOBAHHUSA

e Bricokas ruipopoOHOCTh. YTIIepoaHbIe HAHOTPYOKU TUApO(POOHBI (MPaKTH-

YCCKHU HC PaCTBOPUMEI B BOI[G), JICTKO AUCIICPTUPYHOTCS TOJIBKO B HEKOTOPBIX
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OpPraHUYECKUX PACTBOPHUTENAX M 00JIaalOT BBICOKOM YIENIbHOI MOBEPXHO-
cTbi0. briarogapst 5TuM cBOMCTBaM BO3MOKHO UX ITUPOKOE MPUMEHEHHE IS
COpPOLIMOHHOTO KOHUEHTPUPOBAHUS OPraHUYECKUX COCAUHEHHUN U3 BOJHBIX
pacTBOpPOB.

e Bricokas Tepmuueckas cradbuibHOCTh (10 1200°C) B mHEpTHOM aTMocdepe
JaeT BO3MOKHOCTh puMeHeHus Y HT B razoBoii xpoMaTorpaduu B KauecTBe
CTal[MOHAPHBIX (a3.

e HanotpyOxu MOTYT OBITH KOBaJICHTHO UIMMOOWIM3UPOBAHBI HA TBEPABIE HO-
CUTEJIH, YTO JAeT BO3MOKHOCTb IKCIIPECCHOIO COPOIIMOHHOTO KOHIIEHTPH-
POBaHMS U3 AHAIU3UPYEMOM CPEBI.

Opnako npuMenenue yucTbix YHT B xpoMmatorpaduu 0CiIoxKHAETCS BEPOAT-
HOCTBIO 3aKyNOPHUBAHUS COPOLMOHHBIX U XPOMATOTpaUuyeCcKUX KOJIOHOK,
TaK KaK CIIOHTaHHAas arperanus, CBsA3aHHAs C pa3MEpPHBIMH IapamMeTpamMu
HAHOTPYOOK, M B COUETAHUU C BHICOKOW T'MOKOCTBIO YaCTHIL.

[ToaTOMy aKTyalbHBIM SIBJISIETCS pa3pabOTKa KOMIIO3UTOB, COEpKAILUX yT-

JIEPOJIHbIC HAHOTPYOKH, U UMEIOIIUX MOAXOASAIIUN pa3Mep 3epeH.

1.5.Cop0eHTHI B poueccax yJaBJiMBaHUA TOKCUKAHTOB.

[IpoOnema 3arps3HeHus: OKpYKarolel cpeibl OblJIa U OCTACTCS aKTyaIbHOM B
Halie BpeMs, 0COOCHHO C YBETUUYEHUEM BIIMSAHUS ACSATEIBHOCTH yeraoBeka. OCHOB-
HBIMU OOBEKTaMH MCCIICIOBAHUS SIBJISIIOTCS aTMOC(EPHBIN BO3AYX, BO3AYX KHIIBIX
¥ TPOU3BOACTBEHHBIX nomenieHuil. [91] KoHueHnTpupoBaHue aHaIMTOB Ta30BBIX

Cpe/ OCYIIECTBIISIETCSA B OCHOBHOM C MTOMOIIIBIO Tpex o0mux cxem [90]:

e Jj1ab0opaTOpHBIN aHamu3 o(JaiiH C MpeIBaAPUTEIBHBIM TPOOOOTOOPOM aHATH-

3UPYEMOU CpEIbl;
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® aHaNM3 OHJIAWH WJIM in Situ Ha ra30aHaIU3aToOpax HEMPEPHIBHOTO UITU TIEPHO-
JIMYECKOrO ICHCTBUS;
® DHKCIpecc-aHaIMu3 on site, peaau3yeMblid ¢ TOMOIBI0O HHANKATOPHBIX TPYOOK,

(GYHKIIMOHUPYIOIIUX B PEKUME aKTUBHOTO MJIM IMACCUBHOTO MpoOooTOopa

3arps3HUTENM OOBIYHO TMPHUCYTCTBYIOT B OUYCHb HU3KUX KOHIICHTPAIHSIX
(ar/r), 60JI€€C TOrO OHU PACCPEAOTOUYEHBI B OUCHB CJIOKHBIX K MOP(OJIOTHYECKH HE-
CTPYKTUPOPOBAHHBIX MAaTPHIAX C MOBBIIIEHHOW CTETIEHbIO M3MEHYMBOCTH OT 00-

pasia k oopasiry. [101,102]

Cepbesnbie mpo0OJIeMbl ISl 3I0pOBbsl, TAKWE KaK MOBPEKIEHUS HEPBHOM CH-
CTEMBI, MPOOJIEMBI C IEYEHbIO, TIOUKAMHU U IJIa3aMu, OBBIILIEHHBIH PUCK paka ObuIH
OOHapy>KEHbI B Pe3yJIbTaTe AJTUTEIBHOTO BO3/IEUCTBHS OPTaHUYECKUX 3arpsi3HUTE-
Jell TakuX Kak MEeCTUIIM]IbI, JieTyune oprannyeckue coeauHenus (JIOC), penomns-
HbIE COEIMHEHUS, MOIULIUKINYECKUE apoMaTtuueckue yriaerojaopoasl (ITAY). Ilo-
TOMY pa3paboTKa BbICOKOA((PEKTUBHBIX METOAOB KOHIIECHTPUPOBAHUS aKTyajlbHa
JIaXe TIPU UCTIOIh30BaHUM Han0o0Jiee YyBCTBUTEIBHBIX IETEKTOPOB B Ta3oBoit (I'X)
U BBICOKOA(D(PEeKTUBHOM KkUIKOCTHOM Xpomarorpadguu (BOXKX) nns onpenenenus
psiga SKOTOKCUKAHTOB, Hanpumep, (enonos Ha ypoBHe IIJIK koadduimeHT kon-

LIeHTPHpPOBaHusA JoikeH 0biTh (103 — 10%) [90].

CymiecTByeT psii XOpOILIO 3apEKOMEHI0OBABIIUX €051 METOA0B MPOOOIOIr0-
TOBKH JIJIsl ONPEJIECICHUS 3arpsiI3HUTENEH  KUAKO-)KUIKOCTHAsA dKkeTpakius (KKD),
TBepaodaznas skcrpakius (TDI) u tBepaodaznas mukposkcrpakius (TOMD).

PaCCMOTpI/IM IUIXOCBI 1 MUHYCBI KaK10I'0 MCTO14a.

AKOKD-nipencrapnser codoit MeTo1, OOBIYHO UCIOIB3YEMbIN B MPoOax BOABI,
0J100peHHbIN ATEHCTBOM 10 oxpaHe okpy»katomeit cpeast CIIA. HecmoTpst Ha 910
C 9TUM METOJIOM CBS3aHbl HEKOTOpbIC orpaHuueHus. OJIHa U3 caMbIX OOJIBIITUX MPO-
0JieM, CBSI3aHHBIX C 3TUM METOJIOM, COCTOUT B e€ro HeskojoruuHoctu. XKXKD Tpe-
OyeT OOJIBIIIOTO KOJIMYECTBA JOPOTUX U OMACHBIX OPTaHMYECKUX PACTBOPHUTEICH,

KOTOPbIE HAMPSAMYIO BIUSIOT Ha 3arpsA3HEHUE OKpYKarolel cpeibl. XOTs AJIsl STOTO
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MeTO/1a He TPeOyeTCs CI0KHOI0 000pyI0BaHuUs, TEM HE MEHEE OH I0CTATOYHO TPY-

TOEMOK U TpeOyeT MHOT'O BPEMEHH.

Tepnodasznas sxcrpakuus (TDI) spisieTcss HanbosEe YacTo UCTIOJIb3yEeMON
nporexypoir st ounctku [103], skcrpakiuu, (QpakiMOHUPOBAHUS MO KIac-

cam [104] 1 KOHIICHTPUPOBAHUS CIICAOBBIX 3aTrPSI3HUTEIICH U3 OKPYKAIOIIEH CpeIbl

TDD nHe TpeOyeT OONBLIOTO KOIUYECTBA OPTaHUYECKHX PACTBOPHUTENCH U
Oslarogapsi 3ToMy MOXKeT clry>kuTh 3aMeHor KXKD. Ognako, y T®3 ecth cBOU He-
JIOCTaTKH, CBSI3aHHBIE C MEPEXOISAIIMM OCTATKOM, aBTOMAaTW3alMeld U TMpEeaBapu-
TeJIbHON MOATOTOBKOM 1Mp00. KpomMe Toro, B3BEIlIEHHBIEC TBEPIbIE YACTUIIHI JTOJKHBI
OBITh OT(UIBTPOBAHBI NIEPE] MPOLEAYPO, UTO MOXKET MPUBECTU K MOTEPE COECAU-
HEHUMH, 0COOEHHO TUAPO(POOHBIX, YTO, B CBOIO OYEpPE/Ib MOXKET MOBIUATh HA TOY-

HOCTBb MCTOAA.

[Ipouenypa TDD cocToUT U3 3arpy3Ku pacTBOpa Ha TBepAyl (Bazy (kapT-
PUIK, COAEpKaIUi COPOEHT), CIOCOOHBIN yIEPKUBATD LIEJEBbIE aHAIUTHI, BHIMBI-
BaTh HEXKeNaTelbHbIE KOMIIOHEHTHI M CMBIBATh/ JIIOMPOBATh HEXKENAaTeIbHbIC aHa-
JIUTHI IPYTUMU PACTBOPUTEISIMU B TPOOUPKY Jisi cOopa.

*p

ANALYTE NTERFERENCES
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Puc.13. Tunmunas deTsipexcrymnenyartas nporeaypa TDD.

UYeTtsipexcTyrnenyaTas mpoleaypa TBepoda3sHoi SKCTPAKIUU COCTOUT U3 Clie-

JIYFOUIAX CTaJIAM:
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1) KOHIUIIMOHUPOBAHUE;
2) 3arpy3ka CMecH;
3) mpoMbIBKa,

4) >m0upOBaHME;

KOHI[I/IHHOHI/IPOBH,HI/IG TBepI[O(baBHBIX MAaTCPpUAIIOB 3aKIIHOIACTCA B IIPOITYCKaA-
HHUH OPIraHNYCCKUX paCTBopHTeHeﬁ HJIKX BOABI UCPC3 KOJIOHKY I YBCINYCHHA B(l)-

q)CKTHBHOﬁ Iiomaaun IMOBCPXHOCTU U YMCHBIICHU A HOFpeHIHOCTeﬁ.

H€C0p6I_II/IH OCJICBBIX aHAJINTOB M3 TBGpI[OfI (1)331:-1 Ha CTaIUH SJIIOUPOBAHUA

OCYHICCTBJIICTCA CMBIBOM HEeOOJILIITUM 00BEMOM OPraHUYCCKUX paCTBOpHTCHCﬁ.

[To criocoOy ocymiectBiaeHus: TOD MOXKHO pa3/ieInuTh HA CTATUYECKUE U JH-
HaMuyeckue. B cratnyeckux BapuaHTax HET IEJICHANPABICHHOTO JIBUKEHUS aHa-
JU3UPYEMOT0 Ta3a OTHOCUTEIILHO COPOEHTA, a B JUHAMUYECKUX — aHAJIU3UPYEMbIH

ra3 MpoITyCKaroT Yepe3 yCTPOHUCTBO, 3alIOJHEHHOE aJICOPOSHTOM.

AnbpTepHaTHBA ATUM METOJIaM JIJIsl TA30BOM XpoMaTorpauu sSBIsSETCS METO
TBepA0(PazHON MUKPOIKCTpakiuu (TOMD), kak METOJ, HE COAEPKALUN PACTBOPH-
TeJei, SKOHOMUYHBINA, MPOCTOM M OBICTPBIN. OJHAKO, CEPhE3HBIM HEIOCTATKOM
ATOTO METO/a SIBJISIETCS HEOOJbIasi Macca akTUBHOUM copoOupyromiei ¢assr (0,2-2
MT'), U COOTBETCTBEHHO OTHOCHUTEJIBHO HEBBICOKAsl aJCOPOIMOHHAs EMKOCTh KOH-
LEHTPATOB MO OTHOUIEHHUIO K COPOMPYEMBIM aHAJIUTaM, YTO HEJOCTATOYHO IS J10-

CTHIKCHHSI HU3KHX MpejiesioB oOHapyskeHus. [97,98]

3HAUUTETHFHO MIUPE BO3MOKHOCTH MCIOJIB30BAaHUS TUHAMUYECKUX BapHaH-
TOB TBEP10(ha3HON IKCTPAKIIUU C TIOMOIIILIO TPATUIIMOHHBIX COPOIIMOHHBIX TPYOOK
(kKOJIOHOK ¢ COpOCHTOM) B KOTOPBIX Macca copOenrta coctaniser 20-200 mr, ¢ mo-
clenyroniel TepmoiecopOnreid uim aecopOrmeil OpraHnyeckKuM PacTBOPUTEIIEM

aHauToB U ['X onpeneneHueM.
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1.5.1. CopOenTnl, ucnoan3yemsoie B TPI.

B Hacrosmee BpeMs sl UCHOJIb30BaHUs B AuHamudeckod TdD mpenso-
KEHBI pa3JInYHbIe COPOEHTHI. B 11€710M HX MOKHO pa3/ienTh Ha TPU KATETOPUU: He-
OpraHUYeCcKUe OKCHbI, HU3KOCIEeHe(PUUHbIE COPOCHTBI U COPOEHTHI Il KOHKPET-

HBIX COSIUHEHNI 1 KIIaCCOB.
JIOCTOMHCTBAMU HAHOYTJIEPOAHBIX MATEPUAIIOB SIBJISIETCS:

* BBICOKAas yJelibHas MOBEPXHOCTh, 00ECIEeUNBaIOIIasl BBICOKHE KOA(P(DUIIMEHTHI
KOHLIEHTPUPOBAHHSI;

* OJHOPOJHBIE HAHOPA3MEPHBIE MOPHI JJIA JOCTHKEHUS 3(PPEKTUBHOrO Macco-
oOMeHa;

* XOpOIIasi TEPMOCTOUKOCTb, IMO3BOJISAIONIAs IPUMEHSATh HAHOYTJIEPOAHBIE COP-
OEHTBI B Ta30BOI XpoMaTorpaguu U MpOBOJAUTH TEPMOIECOPOLIMIO COPOUPOBaH-

HBIX AHAJINTOB,

OTaenbHOr0 BHUMAHHS 3aCITy>KMBAET HAHOYT0JIb, €70 YAEJIbHAS IOBEPXHOCTh
MokeT focturath 10 2800 M2/r. (Puc. 14) OnHako, ¢ aHATUTUYECKOM TOUKH 3PEHHS,
IIPUMEHEHUE AKTUBUPOBAHHOTO YIS B npoueccax TAdD ocloxKHAETCS arperanuen
YacTHL], KOTOPasi MPUBOJUT K PE3KOMY IOBBILIEHUIO THAPABINYECKOIO COMPOTUB-
JeHus1 COpOLMOHHBIX KOJIOHOK M KapTpupkeil. KpoMe arperaunu yactun, ais 00b-
€MHO-TIOPUCTBIX COPOEHTOB MPUCYIIU APYTHE CYLIIECTBEHHBIX HEIOCTATKOB (Majas
CKOpOCTh MaccooOMmeHa). [Ipu paboTe ¢ MUKPOTIOPUCTHIMH YTIACPOTHBIMHU COPOCH-
TaMl HE0OX0AMMO OpaTh BO BHUMAHKHE BO3MOYKHYIO HETIOJHOTY MPHU TEPMO1ecOpO-
nuu. Kpome Toro, Bce copOeHTHI 001aJal0T HEJOCTATOUHO BBICOKHM CPOJCTBOM K
HU3KOMOJIEKYJISIPHBIM MOJSIPHBIM OPraHUYECKUM COEAMHEHUSIM, TAKMM KaK MeTa-
HOJIL, YTO IOCTATOYHO 3aTPyAHSIET uX onpeaenenue Ha ypoHe [IJIK 1 poHOBBIX KOH-

LEHTpaIUIX.
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Puc. 14. MukpodoTorpadusi HAHOIUCIIEPCHOTO aKTUBHOTO YTJIS

Pemnte 3T TpoOaEMBI MOKHO 33 CYET MOBEPXHOCTHO-CIIOMHBIX COPOEHTOB
(IICC), B KOTOpBIX MEIKOAUCHEPCHBIN COPOIIMOHHO-aKTUBHBIN MaTepuall, HAHECEH

Ha OTHOCHUTEIFHO KPYITHOIMCIIEPCHBIN HOCHTENb [99].

B cBsi3u ¢ 3TH akTyallbHO cO37aHuE COPOEHTOB, MPEJCTABIISIIOIIUX COOOM
KOMIIO3UTHI, COJIEPKAIAE YIIIEPOIHbIE HAHOCTPYKTYPhl, HAHECEHHBIE HA TTOBEPX-
HOCTh HEOPTaHMYECKOTO0 HOCUTENS M 00JIaJIalollero pa3MepHON CTaOMIIbHOCTHIO,
BBICOKOW TMOBEPXHOCTHIO M TMOPUCTON CTPYKTYpOH, 00€CIEUMBAIOIICH BBICOKYIO
CKOPOCTh MaccooOMeHa. TakiM HOCHUTEJIEM MOXKET CIIYKUTh KpEeMHE3eM (CHUIIKa-
renb, aspocuioress). CUHTE3 TAKUX KOMITIO3UTOB U UCCJIEIOBAHUE UX COPOITMOHHBIX

CBOMCTB SIBJIICTCSI OCHOBHOM I1€JIbI0 HACTOSIICH PabOTHI.

1.6.Kpemnesem

1.6.1. O6mmue cBeIeHUSI 0 KpeMHe3eMe

Jnokcua  kpemuus (kpemuesém, SiOz) — okcua kpemuus (IV).  Becuer-

HbIE KPHUCTAJIIBI, 001a/1a0MI1e BRICOKOW TBEPAOCTHIO U MMPOYHOCTHIO.
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KpemHesem

AmopdHbI KpemHesem|
|
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Puc. 15. Mexnynapoanas knaccudukanus kpemHesema [83]

PaccmoTpumM 6os1ee noapoOHee pa3sHOBUIHOCTH aMOP(HOTO KpeMHE3eMa:

e Anspocuiibl — 0€3BOJIHBIE, aMOP(HBIE YACTULIBI KpEMHE3eMa, KOTOPbIE I10-
Jy4aroT TP BBICOKUX TemmepaTypax. OOJamaroT pa3BUTON MOBEPXHO-
CTBIO (110 coTeH M%/T). XUMUUYECKH aKTUBHEIE, OIIaroaps MajoMy pazsMepy
YaCTHIL.

e Anspocuiiorenu (CUIOXPOMBI) — OAHOPOAHAS PopmMa MOPHUCTOTO YIIIepoaa.
Benununna ynensHol nosepxHoctr 70-150 M%/r. Aspocunorens moay4aror
MyTeM MPUTOTOBJICHUS CYCIIEH3UU a’pOCHIIa B BOJIE€ U MOCIEIYIOIINM Bbl-
CYLIMBAHUEM H THAPOTEPMATHHONH 00PaOOTKOM.

e CwMKareiu — Cyxue Telld MOJUKPEMHUEBOW KUCIOTHIL. Pasmep mop u
YAETbHYIO MMOBEPXHOCTh CHJIMKAreJIed MOXKHO BapbHUpOBaTh MPHU U3MEHE-
HUW METOJMKH TOJTyYCHHUS.

e Abdporenu — reim, B KOTOPBIX XHAKas (a3a 3aMeHEHa ra3zo00pa3HOM.
Absporesii UMEIOT BBICOKOE 3HAaUEHHUE YENIbHOM MOBEPXHOCTH (10 COTEH

M?/T) 1 001a1a10T HAMMEHBIIEH KaKYIMIACS TFIOTHOCTBIO.
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e [lopuctoe crekio — ocobas amopdras Gpopma KpemHe3ema, moxydaemas
CIICKaHUEM JUOKCHJIa KPEMHHS C IPYTHMH OKcHuaaMu. [lopucThie cTekia

MUMECIOT KPYITHBIC TIOPBI ¥ IOCTATOYHO BBICOKYIO MIPOYHOCTH [S7].

1.6.2. Ob6s1acTH NpUMeHEeHUsI KpeMHe3emMa

KpemHueseM sBiisieTcst He3aMEHUMBIM BO MHOTHX OTPACIISIX COBPEMEHHOM Ipo-
MBIIJIEHHOCTH 0J1aro1apsi TOMy, 4TO OH HEUTPaJIeH IO OTHOLIEHHIO K OOJIbIIMHCTBY
CYILIECTBYIOIUX MUHEPAIbHBIX U OPTraHUYECKUX COEAUHEHUN U MMEET BBICOKYIO
IJIOIIA/Ib YAEIbHON TOBEPXHOCTH.

XUMHUYECKasi HEUTPATbHOCTh M OOJIbIlIasl TUIOMIAb YAEIbHON MOBEPXHOCTH
aMop(HOTro JMOKCHUIA KPEMHHUSI CIIOCOOHBI MPUIaBaTh HOBbIE (PM3UUECKUE XapaKTe-
PUCTUKH PA3IMYHBIM COCTaBaM, MaTepuajiaM, MPOAYKTaM, HE MEHSS UX XUMUYe-
CKUX cBOMCTB [58].

MHOro4HCIIEHHBIE MCCIIEIOBAHUS MTOKA3aJu, YTO KPEMHE3EM HE BbI3BIBAECT
OCTPOIl TOKCHYHOCTH, HE BBI3BIBAET OMyX0JI€00pa30BaHusl, U HE 00JIaAaeT MUPOTEH-
HOCTBIO, T.€. IIPX BBEJICHUH €r0 HE MOBBIIIAECTCS TEMIIEPATypAa.

B cBsi31 ¢ 3TUM KpeMHE3eM LIMPOKO KUCTIONb3YETCSl B OMOMEAMIIMHE, a TAKXKE
JUTSl TPOU3BOJICTBA JIEKAPCTB U KOCMETUYECKUI CpeACcTB. B yacTHOCTH, KpeMHe3eM
MPUMEHSIETCS KaK IHTEPOCOPOEHT, KOTOPBIM MCTIONB3YIOT MPU OTPABIICHUN Pa3Iny-
HBIMU 3a00JIEBaHUAMU KenynouHo-kuiieunoro tpakta (JKKT), o61agaeT BbICOKOM
BHEIIHEH y1eJIbHONW MOBEPXHOCTHIO U OO0JIBIION aAcOPOLIMOHHON CIIOCOOHOCTBIO 110
CPaBHEHHIO K MaTOT€HHOM MUKpodIIope.

BricokoaucnepcHblii KpEMHE3EM U IpenapaThl Ha €ro OCHOBE MPUMEHSIOT
JUIS JICUCHHSI THOMHBIX PaH, a TAKKE KaK HAIIOJIHUTEINb JIJI1 HEKOTOPBIX JIEKapCTBEH-
HBIX [IPEenapaToB.

B Hacrosiiee Bpemsi ecTh JaHHbIE YKa3bIBAIOIKME HA BO3MOKHOCTh TPUMEHE-

HHA BBICOKOIHUCIICPCHOI'O KPCMHC3CMa JIA az[peCHoﬁ JOCTAaBKH JICKAPpCTBCHHBIX
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npenapaTtoB. KpemHesem, B cpaBHEHUH C aKTUBUPOBAHHBIM YTJIEM, [10 CTIOCOOHOCTHU

CBSI3BIBATh MATOTCHHYIO (hIJIOPY, BO3JCHCTBYET JIyUIIIe.

[TuporeHHbIl KpeMHE3eM (a3pOCHIT) IPU B3aUMOJICHCTBUU C BOJIOM 00pa3yeT
refb. 30J1b-Tellb METO/T UCTIONB3YIOT JISl MOYYEHUSI CUIIOXPOMA, KOTOPBIN IIUPOKO
npUMEHsIeTCsT Kak Xpomatorpapuueckuit marepuan [61]. OOpazoBanue rens
KpEMHE3eMa MOKHO UCIIOIb30BaTh JJIS MTOJTYYEHHS] KOMITO3UIIMOHHBIX MAaTEpPUAJIOB,
COJIEpKaIllMX YTJIEPOJAHbIE HAHOTPYOKH. DTO JAET BO3MOXKHOCTh IMOJYYUTh COp-
OCHTBI C OMPE/ICTICHHBIM PAa3MEPOM YACTHII, BHICOKOM MEXaHUYECKOM MPOYHOCTHIO
Y YJICJIbHOM MOBEPXHOCTHIO. CO3/IaHNE TaKNX KOMIIO3UTOB SBJISETCS OCHOBHOM 3a-

nayel JaHHON paboTHI.
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2. lean u 3aga4yu padoThl
Llenpro HacTOALIEH paOOTHI ABJIAETCS CO3AAHUE KOMITO3ULIMOHHBIX COPOEHTOB
Ha OCHOBE YTJIEPOAHBIX HAHOTPYOOK M KPEMHE3EMa U UCCIIEI0BAaHUE UX CBOWCTB B
IPOLIECCE YIABIMBAHUS ra3000pa3HbIX TOKCUKAHTOB, IPUCYTCTBYIOIINUX B OKPYKa-
IOLIEH cpesie B HU3KUX KOHLUEHTPALUAX U HYK/IaIOIUXCsl B KOHLEHTPUPOBAHUU JIJIs
UX aHAIUTUYECKOTO ONpeesieHus. [ TOCTUKEHUS LeNU PEeIIaIuCh CIEAYIOLIUe
3aJ1a4u:
1) CuHTe3 MUHEpAILHO-YTIEPOIHBIX COPOCHTOB COJEPIKAIIUX YTIIIEPOIHBIC
HAaHOTPYOKHM Ha IOBEPXHOCTH KPEMHE3ZEMA;
2) Pa3paboTka METOAMKH CHHTE3a KOMIIO3UTOB Ha OCHOBE YTJIEPOJHBIX HAHO-
TPYOOK U KPEMHE3EMA;
3) OmpeneneHue NOPUCTON CTPYKTYPBI, BETUUNHBI TIOBEPXHOCTH, MOP(OIIOTHH
IIOBEPXHOCTU KOMITO3UTOB;
4) UccnenoBanue COPOIMOHHBIX CBOWCTB KOMIIO3UTOB B MPOIIECCE YJIABJIHBA-

HUA Fa3006p33HBIX TOKCHUKAaHTOB.
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3. DKcnepuMeHTAJIbHAS YaCTh

3.1.MaTepuaJbl uccjie10BaHus
JInst co3manusi KOMIO3UIIMOHHBIX MaTepHaioB ObLIN BBHIOpAHBI YTIIEPOTHBIC
TpYOKH OT pa3HbIX mpou3BoauTeneit u aspocus A-380. PaccmoTtpum Gonee moapo6-

HEC BLI6paHHLIe MaTcpHrajbl 1 UX OCHOBHBIC XapPAKTCPHUCTHKHU.

1) Hauotpy0Oku npousBojctsa Bayer (BAYTUBES C 150 P)
OcHOBHBIE CBOMCTBA JaHHBIX YIJIEPOJIHBIX HAHOTPYOOK: BHemHuii tuametp
20-30 HM, BHyTpeHHHI 2-6 HM, mIomaas nosepxnoctu 197 m%/rpamm (mo BOT),
HacklmHas miotHocTs 0,14-0,16 r/cm®, aomua 10-20 Muxpon. Mukpodororpadus

MYVYHT npousBojactsa Bayer npuBeneHna Ha pucyHke 16.

W $ b e \ 2

Puc. 16. DnekrponHas MUKpodoTOrpadusi MHOIOCIOMHBIX YIIIEPOJHBIX HAHOTPYOOK
(MYHT) ¢upm Bayer
2) Hanotpy0Oku Taynur M/

VYrnepoausie HaHOTPYOKU (YHT) cepun «Taynut» npeacrapisior co0oil KBa-

3HOAHOMCPHBIC, HaHOMaCH_ITa6HBIC, HUTCBHUIHBIC O6paBOBaHI/IH MMOJIUKPUCTAIIIINYC-
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CKOTO rpaduta npeuMynieCTBEHHO [UIUHAPUIECKONW (POPMBI C BHYTPEHHUM KaHa-
oM. Buemnnii tuamerp YHT cocraBnsier 8-30 HM, a BHyTpeHHMI 5-15 HM. 1lpn
5TOM ILIOmAAb yaenbHoi nosepxnoctd YHT Taynut 270 m?/r [62]. U300paxkeHue

MukpocTpyktypsl YHT cepuun Taynutr M/] npencrasiieHsl Ha pucyHke 17.

Mag= 484KX 10pm WD = 2.2 mm EHT = 20.00 kV Signal A = InLens System Vacuum = 1.12e-006 mbar  Date :11 Jan 2018 Time :10:11:34
Merlin-42-22 ESBGridis= 0V Gun Vacuum = 09 mbar Noise Reduction = Frame Avg

Puc. 17. U306paxenue mukpoctpykrypsl YHT cepun "Taynutr M/1" [62]

3) Hanorpyoxu Dealtom

[Topouiok cocToUT U3 HAHOTPYOOK B OCHOBHOM JIBYX pazMepoB D = 49-72 um
— [OJIOKEHHE MaKCuMyMa (DyHKIIUH paclpeiesIeHus 110 BHELTHEMY IHaMeTpy HaHO-
TpyOOK, MOCTPOCHHOM Ha ocHOBaHuM AaHHbIX [IDM. Ilnomane yaensHONU TOBEpX-
HocTu 97 M2/T.

MHorocnoiiHble yriaepoanble HaHOTpyOku Dealtom cuHTe3upyroTCS IO OpUTH-
HasibHOMY Metony HIIII «IleHTp HaHOTEXHONOTHI» - HU3KOTEMIIEPATYPHBIA TEP-
MOKAaTaJUTUYECKUI MUPOJIU3 YIIIEPOBOJOPOIOB, NO3BOJISIOIIMN CO30aBaTh yrJie-
pOJIHBIE HAHOTPYOKHM HMU3KOM ceOecToMMOCTH. MeToJl OCHOBaH Ha MpeBpalleHUun

YTJIEPOACOIEpIKAIIMX Fa30BhIX BEIOPOCOB (METaH, MpomaH, OyTaH) B MHOTOCJIOMHbBIC
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yTAEpOIHbIE HAaHOTPYOKH Oe3 mpumeceid napyrux (opm yriepona [63]. Mukpo-

crpykrypa YHT Dealtom npencrasiens Ha pucynke 18.

SE SEM SEI 5.0kV X4300 WD 86mm Tum

Puc. 18. Mukpoctpykrypa YHT Dealtom [63]
XapakTtepucTuku pa3nuuHbix BuoB YHT npencraBnens! B Tabmute 1.

Tabn.1. Xapakrepuctuku YHT

YHT YHT YHT
Marepuan
Bayer Taynur Dealtom
S ya. nos., M?/r 197 270 97
HaceinHas

0,14-0,16 0,025-0,06 0,32-0,33

IUIOTHOCTB, I/cM®

Buemnuunii
20-30 8-30 49-72
nuametp YHT, am
Buyrpennnii
P 2-6 5-15 13
nuametp YHT
Jmuaa YHT,Mxm 10-20 20 5
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4) Aspocun A-380

Aspocui (A-380) - sBiiseTcst rTUAPOPUIBHBIM, TUPOTEHHBIM OKCHIOM KPEMHUS
¢ yaenbHOU moBepxHOCTh 380 M?/T. Hackimuas mrotHOCTH 50 1/71. Aspocun A-380
10 BHEIIHEMY BHY IPEICTABIICT COOOM Oeblii, IerKuil moporok (puc. 19). [64]

XapakTepuctuku a’pocuiia A-380 npeacraBieHsl B Tabauiie 2.

Puc. 19. Aspocun A-380

Tabn.2. Xapakrtepuctuku aspocuina A-380

Marepuan Hacpimnas S yn. nos., Cpennuii pazmep
IIJIOTHOCTb, M2/T MEePBUYHBIX Ya-
r/em® CTHUL], HM

Aspocun A-380 |50 380 5
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Tabu. 3 XapakTepuCTHKN PEareHTOB

Marepuan Xumuyeckas ¢op- | ArperatHoe  co- | [[Bet Mapka
MyJna CTOSIHHE

Byranon C4sHyOH JKAIKOE BecnBeTHbIl XY

Kobaner  xJ10- CoCl, - 6H,0 TBEpJI0€ KpacHO-(pHuoJIeTo- YA

pUCTBId 6-BOJ- BbIC

HBIM

Xaopua ammo- | NH,CI TBEpJI0€ Oenblil XY

HHS

AMMuIak NHs razo0pasHoe becuserHnIit YA

[Tponapruiio- C,H,O JKUIIKOE becuBerHbIl XY

BBIU CIIUPT

OTUIIOBBIN C,HgO JKHUJIKOE becnBeTHbIN XY

CIIUPT

3.2.MeTOAUKHU CHHTE3a U METOIbI HCCJIeOBAHNSI 00Pa30B

3.2.1. MeToauka NMPUTroTOBJIEHUSI KOMIO3UIIMOHHBIX COPOEHTOB, coep-

JKAIUX YIJIEPOJIHbIe HAHOTPYOKHU HA MOBEPXHOCTH KpPeMHe3eMa

I[J'Iﬂ CO3aaHUA KAaTAIINTHYCCKHU aKTHUBHBIX ICHTPOB HA IIOBCPXHOCTH KPCMHC-

3eMa Obljla MCITOJIB30BaHa Cieayomias MeToauka [65].

Hageckn 1 r. CoCl, 1 0,66 r. NH4Cl pactopsuu B 50 cM® qUCTHINIHPOBaHHON

BOJIbI, TIocsie uero pH pactBopa moBoawiau Ao 8,1, 100aBisis 1O KaruisiM pacTBOp

aMmMHaka. Jlanee BHOCUIIM HABECKY 2,2 T KpEMHE3eMa U NepEMEIINBAIN CMECH B TE-

yenue 20 MuH, ucnons3ys meikep mapku LS 110. 3arem ocafgok mepeHOCHIHN Ha

NOPUCTHIN (GUIBTP U MIPOMBIBAIIA BOJ0M 3-4 pa3a no 50 mi1 10 OTCYTCTBUS LIBETA B

IIPOMBIBHBIX BOJIaX. 3aTeM CyIInau B TeueHue 1,5-2 gacos npu 80 °C.

Karanutuuecku aKTUBHbBIC LOCHTPbI Ha IMOBCPXHOCTHU KPCMHE3EMaA 06p8,3y-

IOTCA B PE3YJIbTATE HOHHOI'O oOMeHa IIpH pCaKIuu:
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n(= S-OH) + [Co(NHs)e]Cl, <> (= Si-O)s [CO(NH3)s]Clon+ NHCI

Bueurnuit Bun kpemaesema, MOAU(PUIIMPOBAHHBIA HOHAMHU KOOaIbTa, MPe-

cTaBJIeH Ha pucyHke 20.

Puc. 20. Karamuzatop ms cuare3a YHT nocne cymku nipu T = 80 °C B Teuenue 2 4acos

I1o anamornuHou MCTOOUKC ITPOBCIN MOI[I/I(l)I/IIJ;I/IpOBaHI/Ie o6pa3u03 KpCMHC-

3ema KCK-2, ACT-800 u ACI'-900.

3.2.2. MeToauka CHHTe3a YIJIEPOAHBIX HAHOTPYOOK Ha oOpa3max

KpeMHe3eMa, MOAM(UIMPOBAHHBIX HOHAMHU KO0AJIbTA

Cuntes YHT c ucnonb3zoBaHueM KoOabTOCOAEPIKAIIETO KaTan3aTopa npo-
BOJIWJIA B PEXKUME KHUIISAIIETO CJI0S Ha yCTAaHOBKE, M300pakeHHOM Ha pucynke 21. B
KaueCTBE BOCCTAHOBUTEIIS U ra3a-HOCUTENS UCTIOIb30BAJICS BOJOPOA, HCTOUHUKOM
yriaepoaa CIy>Kuj 3TUIOBBIA crupT. Mcnonb3oBanue cnupTa 00yCIOBIEHHO TEM,
y10 OH panukansl, TOJydeHHBIC TIPU MTUPOIHU3E CIIUPTA, BELKUTAIOT aMOP(HHBIN yT-

nepoa. Temneparypa cunresza coctapiser 600°C
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Puc. 21. Cxema ycranoBku Juist nonydeHus YHT MeTogoM XMMHUECKOTO OCaXICHUS U3 Ta30BOM

(hazmr

bannon ¢ Bogoponowm;

Cyliika ¢ 11e0JINTOM;

Peomerp;

«I"ycek» ¢ 3TUIIOBBIM CIIUPTOM;
PeakTop nnporounoro turna;
OO6orpes peakTopa;

Cocyn ¢ BoO;

Kpan nmpoToyHo# perympoBKY;

© ©o N o O B~ Wb e

Tepmocrar;

[EEN
o

TepMocraTupyemast SUEHKa,;

[EEN
=

1'a30BBIN CUETUUK.

Meroauka cunte3a YHT Ha xoOabTOCOAEpKAIIMX KaTalu3aTopax BKIIIO-

qacT CJICAYHOIUEC CTaAUuN:

1)  3arpy3ka 10 mu karaau3aTopa B peakTop.
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2)  IlpomyBka peakTopa M «T'yChbKa» BOJOPOJOM B TeueHHe 10 MHHYT CO
CKOPOCTbHI0, 00ECTICUUBAIOIIEM PEXKUM KHUIISIIETO CIOS.

3)  BxiroueHue TepMocTaTa U €ro HarpeBaHue 0 Temmeparypbl 78 °C.

4)  HarpeBanue peakropa qo0 600 °C u BoccTaHOBJIICHHWE KOOalbTa IpH
ATOM TemrepaType 0 MeTajuia B TeueHne 30 MUHYT.

5) B peakrop 3amyckajiv napbl STHJIOBOTO CITUPTA B TOKE BOJOPO/IA U IPO-
BOJWJIM CUHTE3 YTJIEPOJIHBIX HAHOTPYOOK B TeueHUH 60 MUHYT.

6)  OTKIIOUCHHUE «TYChKay, MPOyBKa CUCTEMBI IIPU HATPETOM PEaKTOpE.

7)  OxyaxkaeHHe peakTopa 10 KOMHATHOW TeMIIepaTyphl B TOKE BOJIOPO/IA.

8)  BrIirpyska karanauzaropa.

Takum oOpazoM, ObuH cuHTe3upoBanbl 00pa3nsl KCK-2, ACI'-800 u ACT -

900, conepkarnue yriepoaHbie HAHOTPYOKHU.

3.2.3. MeToauka CHHTe3a KOMIIO3UTHBIX MATEPHAJIOB, COJePKAIIMX YyI-

JIEPOJAHbIC HAHOTPYOKHU B KPpeMHE3eMHOM MaTpuile

I[JISI CUHTC3UPOBAHNA KOMIIO3UTA HCIIOJIB30BAIMCh PA3JIMYHLBIC HaH0pr6KI/I

(Bayer, Dealtom u Taynut) 1 aspocui mapku A-380.

[IpurotoByieHue copoeHTOB Ha OCHOBE a’pocuiia A-380 u yriiepoaHbIX HAaHO-

TPYOOK MPOMCXOANJIO B CIEIYIOIINE JTAIIbL:

1. Bpanu naBecku St YHT u S5t aspocuna A-380 B cootHomenuu 1:1 u akTHBHO
nepeMeInBaiu B CTynke B TeueHuu 10-15 muHyT.
2. TlpoBoauny MOMOJI TIOJTYY€HHONW CMECH B IJIAHETAPHOW IIAPOBOM MEILHUIIC
PM 100 CM ¢ nobOaBiieHHEM BOJBI.
Pexxum nomosna: n =350 o6/muH; t= 1,5 u (30 MuHyT cyxoi momout, 1 4 momoi
¢ mo6asnenremM Bojbl V =30 mur); macca memromux Ten M= 50,020 r. CooTHOIIEHNE
Macchbl MaTepuaia K Macce MEJoIMX Tea coctaBisuio 1:5. [lomon npousBoaniu B

CTaJIbHOM CTAaKaHC.
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3. Cymka B cymmiabHOM mkagy T =200 °C B Teuenue t = 1 yac.
4. OpakuMOHUPOBAHUE C MMOMOIIBI0 HAOOpa CUT U OTOOP.

[TomyyeHHbIie 00pa3ibl aKKypaTHO U3MENIbYaIi B CTYIIKE U IIPOITYCKaIU
yepe3 Habop cut. 3atem otoupanu dpaknuto 0,2-0,5 my1s mampHENIero ucciemaoBa-
HUS COPOLIMOHHBIX CBOMCTB.

5. Ha 3akimounTenbHOM cTaiuy MPOBOIMIN MTPOKAIMBAHUE B TOKE a30Ta B TEUe-

Huu 1 yaca, npu temnepatype 800°C.

B nporiecce cyniky u npokavBaHus MPOUCXOIUT yAaleHHe PU3NIECKU-CBS-
3aHHOU BOJBI U JETUAPOKCUIMPOBAHUE TTOBEPXHOCTH [74], oOpa3oBaHuEe XUMUYeE-
CKHUX CBsI3el Mexy rio0yinamu SiO; B pe3yiibTaTe peakiiuu:

Si-OH + Si-OH — Si-O-Si + H,0

C nosepxnoctu YHT npu temneparype 800 °C ynansitoTcst KUCIOPOACOAEPKAIINE
coenuHeHus [84].

=C-OH — =C-H + CO;

B pesynprate YHT 3akperuisatorcs B MaTpuiie, cocTosmeM u3 riodyn SiO,.
[Ipu 3TOM CyIIECTBEHHO MOBBIIIAETCS MEXaHUYECKAs] TPOYHOCTh KOMIIO3UTOB. Ta-
KM 00pa3oM ObUTH MOJTy4YeHbI 00pa3Iibl KOMIIO3UITMOHHBIX COPOEHTOB HAa OCHOBE
VYHT u aspocuna A-380 (MYHT Dealtom@A-380, MYHT Bayer@A-380, u
MVYHT Tayaur@A-380).

[TonyueHHBIE KOMIIO3UTHI MTOKPHIBAJIA JOTIOJHUTEIHHO MUPOYTIICPOAOM IS
OJIOKUpPOBaHUSI THUAPOMUIBHBIX IIEHTPOB TMOBEPXHOCTH KpPEMHE3eMa, KOTOpbhIe
MOTJIM OBl YXYIIITUTh XapaKTePUCTUKUA COPOSHTA B MPOIIECCE KOHIIEHTPAIIUU TOKCH-
KaHTOB.

6. MonudunupoBanue MOBEPXHOCTH MUPOYTIEPOJAOM MPOBOJMIN HA yCTa-

HOBKE, U300pa)KeHHOM Ha puc 22, MO aHAJOTUYHOW METOAMKE, ONMMCAaHHOMN

BbIlIe. B KauecTBe raza HOCUTENS UCTOIL30BANIM a30T, @ UICTOYHUKOM YTJie-

poda CIy>Kujl MPONapruiOBbIi CIIUPT.
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Puc. 22. Cxema ycTaHOBKH 151 MOAU(DUIIUPOBAHUS KOMIIO3UTOB TUPOYIIIEPOIOM

bamnon ¢ a3otomMm;

Cyliika ¢ 11€0JINTOM;

Peomerp;

«I'ycex» ¢ MpornaprujioBbIM CIIUPUTOM;
Peakxrop nporoynoro tuma;

OO6orpes peakTopa;

Cocyn ¢ BoO;

Kpan npoTo4Hoi1 perynmpoBKy;

© © N o o0 &~ w D oE

TepMmocrar;
10.Tepmocratupyemas siaeiika,

11.T"a30BBIN CUETUYHK.

Takum o006pazoMm, ObUIM MOJy4Y€Hbl KOMIO3UIMOHHBIE copOeHThl: MYHT

Dealtom@A-380 ITY, MYHT Bayer@A-380 ITY, u MYHT Tayuut@A-380 I1Y.

*TTY -mpoyriiepoy.
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3.3.CuHTe3 COPOEHTOB HA OCHOBE MOPOXpomMa-3

3.3.1. MoauduuupoBaHue NOBEPXHOCTH MOPOXPOMa-3 MHUPOYIIEPOIOM.
MoauduimpoBaHie TOBEPXHOCTH 00pa3oB MOPOXpoMa-3 MUPOYTIAEPOIOM

IPOBOJMIM MO0 METOJIMKE, OMIMCAHHOM B IMyHKTE 3.1.3.

3.4.CuHTe3 BAHATHOKCHIHBIX CJI0€B HA MOPOXPOMe-3 MeTOI0M MOJIEKYJIsSIpP-
HOI'0 HACJIAUBAHUS

[TopoxpoMm-3 mpencrapisier coO0OM NUATOMUTOBBIM HOCUTEINb JJIsl XpOMATO-
rpadun, coctosimmii B ocHOBHOM u3 Si0O,. Ilepen cuHTE30M BaHAIUOKCHIHBIX
CJIO€B, OBEPXHOCTH MTOPOXPOMA THIPOKCHIUPOBAIIA U OUUILATIN TTyTEM KUTISTYCHUS
B 2H pactBope HCI| B Teuenue 2 4, a TakKe MyTeM KHUITSTYCHHSI B TUCTHILTMPOBAHHOM
BOJIC B TeUEHUE 4 4acoB.

Jlist MoauduIMpoBaHus TOBEPXHOCTH MOPOXpOMa-3 OKCHIHBIMU CIIOSIMU Ba-
HAJIUsl METOIOM MOJICKYJIIPHOTO HACJIauBaHUA B KAYECTBE peareHTa UCIoIb30Baliu
okcuJl BaHaausi. CUHTE3 OCYIIECTBIISJICS HAa YCTAHOBKE, MPEJICTABICHHON Ha pH-
cynke 23. KoHCTpyKIlMsS yCTaHOBKHM MO3BOJISIET MPOBOJIUTH PEAKIIUU B3aUMO/ICH-
CTBUSI OKCOTAJIOTEHUIOB C MOBEPXHOCTHIO KpeMmHe3ema (Imopoxpoma-3) B cpele
azora.

Cunre3 npoBoawics o meroauke [83] Azor noctynan u3 6anona (1) B cu-
CTEMy, ocymiajics eouToMm u okcuaom pocdopa (V) (2) (3), mpoxoausn uepes «Jio-
BYIIIKY», OXJIAKIAEMYIO KUJIKMM a30TOM W HACHIIIASCh B TYChbKaxX MapaMu pearcH-
TOB (4) (5), moctynan B pa3beMHbIN 00orpeBaemsiil (7) peakTop MPOTOYHOTO THUIIA
(6). Temmniepatypa B peaktope 200 °C. CunTe3 NpoBOIUIN B TE€YEHUHU 2 YacoB. Y 1a-
JICHHWE OCTaTKOB, HE MPOPEarupoBaBIlIUX pearcHToB, a Takxke nmapos HCI, o6pasyro-
IIUXCS B pE3YyJIbTaTe PEAKIIUU, MPOBOUIOCH B TOKE CYXOT'0 a30Ta MPH TOU K€ TeM-
nepatype. ['uaponn3 npoBoAWiiv B TeUeHUH vaca npu temmnepatype 200°C.

CxeMy peakiuu, CortacHo [83], MOXKHO MPECTaBUTh CIAEAYIOIIUM 00pa3oM:

n(= Si — OH) +VOCI, — (= Si—0),VCI, , +nHCI
(=Si—0),VCl,_, +(3-n)H,0 — (= Si—0),V(OH), , + (3—n)HCI
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Puc.23. Cxema ycranoBku. 1 -peomeTp; 2,3 —ocymuTenu rasa; 4- uCapuTellb ¢ peareHToM; S- mo-
TEHLMOMETp; 6- TepMomnapa; 7 — KBapleBblil peakTop; 8- ucCIapuTesb ¢ BOAOH; 9 —perymnsTop

HanpsokeHust; 10 — TuHUS HEOCYIIEHHOTO Ta3a-Hocutens; 11- 6anon ¢ N,.

3.5.0mnpenenenue coaepKaHusl BaHATUs HA MOBEPXHOCTH MOpoxXpoma-3

Copepxanue BaHaJus ornpenesuiv (GpoTokogopumeTpudecku ¢ H,0,, mpen-
BaputenbHo okucaus V (1V) no V(V). OnpeneneHre npoBOAUIN IO METOANUKE OIH-
canHol B [84]. HaBecky oOpasia maccoit 0,4412 r nmomenianu B Koa0y, 100aBsIu
20 mn 2H. pacTBOpa H,SO, M HarpeBajau Ha BOASHOW OaHe B TedeHUU ~40 MHUHYT.
3atem pactBop ciuBayu B koyi0y Ha 100 mi1, a kK ocTaBiieMycsi o0Opasity J00aBIIsIu
3% mepexruch BOAOPOJIa U JOBOJIUIIN JO METKH NUCTUIUIMPOBAHHOM BOoAo. OnTu-
YECKYIO0 IUIOTHOCTh HU3Mepsuin Ha QortosnekTpokoigopumerpe (KOK 2MII), npu
nHe BosHBI 440HM. KoHIEHTpannio BaHAIAUsS OMPENSISUTA M0 KaJTuOpOBOYHOU
KPUBOM, JJIsI TOCTPOCHHSI KOTOPOM MCIOIb30BaIM TOUHYIO HaBecky V,0z. Okcua
BaHaJIMs pacTBOPSUIHN B pa30aBIIeHHOM BO10M cepHoi kucnote (1:1) mpu HarpeBanuu
Ha BOJIIHOM OaHe.

Bocnpou3BoauMocTh U TOTPEIIHOCTh 3HAYCHUH BEJIMYMH, ONIPEICIISIEMbIX BO

BpeMs aHalin3a, MpeCcTaBieHbl B Tabnuiie 4. beutn paccunTanbl 3HaYEHUS BBIOO-
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) =2
pouHO# nucnepcuu (S ), CpeaHEKBAIPATHICCKOE OTKIIOHEHUE OTIEIHHOTO U3MEPe-
Hus (S ), BEpOATHOE KBAAPATHIECKOE OTKIOHEHHE CpeHEro apudmeTrueckoro (£),
BEPOSTHAS OTHOCUTEIIbHAS TIOTPEITHOCTH (J):

iéll(x i —>, )

_2
S° = ;
Nn —1
=0y
S — ;
Nn —71
tak *§
s = ’ ;
~/ N
g = - -100%96
>

Tab6numa 4. Bocnpon3BOAMMOCTh SKCIIEPEMEHTAIBHBIX JTaH-

HBIX ITPHU KOHOCHTpAUU BaHAIHA.

Ne| X;, mmos] X;— X | (X; X sz IS £ q, | X,MM0Jab/T
/T — X)? %
1 10,0056 |0 0
0,000 0,00
2 10,0056 |0 0 0,005 0,000 0,0056+0,00
0000 017 |3,15
3 0,000000 | 6 071 01
0,0057 | 0,0001 o1 05 7

3.6.MeToauka uccieIOBaHUsI COPOIIMOHHBIX CBOICTB KOMIIO3UTOB.

OueHky 3(ppeKTUBHOCTH HCCIEyEMbIX COPOCHTOB MPOBEPSIIM MyTEM IIPO-
MyCKaHUs Ta30BbIX CMecel cojepkamux OyraHos-1 ¢ KoHueHTpanueit 50 Mr/M° 1
(eron-100 Mr/m3. DT MOIENBHBIE TA30BBIE CMECH TOJTyYald IyTEM IIPOIYCKAHUS
BO3JlyXa Yepe3 BOJIHbIE pacTBOPHI OyTaHona-1 u peHona ¢ konuentpanuei 1 r/mnu 5

/)1 cooTBeTCTBEHHO, coriacHo metoauke [100]. YcraHoBiieHO, YTO B BEIOpaHHOM
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nuanazoHe 00bEMHBIX CKOpOCTel moToka Bosayxa (30-100) cm3 /MuH obecneunBa-
€TCSl PABHOBECHOE paclpeie]IeHue TECTOBBIX BEIIECTB MEXKIY BOJHOW M Ta30BOM
dazamMu ¥ MOCTOSTHCTBO MX KOHIIEHTPAIIMU B HACBIILIEHHOM ra30oBoil (aze. O6 sTom
MO>KHO CYJIUTh IO MTOCTOSIHCTBY KOHLIEHTPAI[MU AHAJIMTOB B IOTOKE MOJIEIbHBIX Ta-
podazHbIX cMecei, MOTyYaeMbIX MPU PA3IMUHBIX CKOPOCTSIX MOTOKA BO3yXa.

s onpenenenus 3pQPeKTUBHOCTH COPOSHTOB MpU XpoMaTorpaduueckoM
UCCJIEIOBAaHUM TpeboBaslach MpeABapHUTeNibHAs MOATOTOBKA KOJOHKHU. [Ipomycka-
HUE MOJIETIbHBIX Ta30BbIX CMECEd C 3aJaHHBIM PACcCXOJOM MPOUCXOIUIO0 Yepe3 Me-
TAJUTMYECKUE KOJIOHKH C BHYTPEHHUM JIHAMETPOM 3 MM U JuMHHOU 40 MM, 3amo-
HEHHbIE HaBeCKaMH cOpOeHTOB ¢ pazmepoM vacTull 0,2-0,5 mm.(Puc.25) C uensio
IPEeIOTBPAIICHUS POCKOKA COPOEHTAa U3 KOJIOHKH B MPOIYCKAEMBbIil pacTBOp, B KO-
JIOHKY C JIBYX CTOPOH 3aKPbIBAJIN «3arTylIKaMi», CTEKJIOBOJIOKHOM. J[J11 KOHTPOJIs
HOJIHOTHI COPOLIMU OTOMpaH NOPLUH ra30Boi (ha3bl Ha BBIXOJIE U3 KOJIOHKH U C IO-
Mo11bo razoBoro xpomarorpadga «Kpucrami-5000.2» («Xpomatak», Poccust) onpe-
JeTISUTM B HUX KOHIIEHTpauuu aHanuToB (Puc.24)

CopOunoHHbIe CBOWCTBA COPOCHTOB MCCIIENOBAIN METOJOM (PpOHTAIBHOU
xpomatorpaduu. [l moCTpOeHUs BEIXOAHBIX KPUBBIX yIEeP)KUBAHHS TECTOBBIX Be-
IIECTB UCIOJIL30BAIN 3aBUCHUMOCTh S/S oT V, e S U Sy- KOHIICHTpAIUK TECTO-
BOT'0 BEIIECTBa B ra30BOM (pa3e Ha BBIXOJIC M HA BXOJ€ U3 KOJIOHKHU; V-00beM razo-

BOW CMECH MPOITYCKAEMOM Yepe3 KOJIOHKY.
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Puc.25. Kononka st xpomatorpadudeckoro KOHIIEHTPUPOBAHUS aHATTUTOB.

43



3.7.0npenenenue yaeabHoil mnoBepxHoctu merogom Kasuko-I'ypuua.

Haubonee pacnpocTpaHeHHBIM METO/IOM OTIpEACTICHUS YEIbHON TOBEPXHO-
CTH TBepabIX Tel aBisercs meton bOT. Ognako, meton BOT umeer psig HegocTat-
KOB, TaKH€ KaK, HAIIPUMED, TSI MHOTUX TBEPbIX Tel BeanunHa C (3HEpreTHIeCKUi
napameTp) a0BoJibHO Oosbias (~100). IToatomy, yuntsiBas Benuunny C, MbI MO-
KEM CYyIIeCTBEHHO yrnpocTuth ypaBHenue bOT u rpaduxk BIT Oyaer npoxoautsb
Yyepe3 HadaJlo KOOpaAWHAT. B CBS3M ¢ 3TUM, JJIs OTIpECICHHS YISTbHON TTOBEPXHO-
CTH JIOCTATOYHO CHeNaTh OAHO u3MepeHue. Takum obpazom, merog BOT npeobpa-
3yeTCsl B METOJI €TMHCTBEHHOM TOYKH, OJTHUM U3 BAPHAHTOB KOTOPOTO SIBJIICTCS ME-
toa Kistuko-I'ypBuya.

Omnpenenenue noBepxHoctu Meto oM Kistuko-I'ypBuya 3akirogaeTcs B orpe-
JICJICHNH aJIcopOIMK BO3ayXa 00pa3IioM P TEMIIEPATYPE KUIKOTO a30Ta. Mcmoms-
3ysl CTAaHJAPTHYIO HABECKY 00pasiia, MOXKHO IO pa3HUIle JaBJICHUN NpH aicopOuu
CTaHJIAPTHOM U MCCIIETyeMbIM 00pa3lioM ONPEAETUTh yIeIbHYI0 ITOBEPXHOCTH 00-
pasia no gopmyse:

o _ (AP — AP)
* SCT(APCT - APO)'

rae AP, u AP, - majieHue 1aBJieHUsl B Ta30BOM pe3epByape Ipu ajcopOiuu oopasiia
U CTaHJlapTa B COOTBETCTBUH; AP, — majieHue JaBIEHUS 3a CUET OXJIAKICHUS CaMOn
aMITyJIbI TIPA TOM K€ UCXOJIHOM JIaBJICHUU B CHCTEME; S, — TOJIHAS TTOBEPXHOCTh

cTaHaapTa; S, —ynenbHas MOBEPXHOCTh 00pasia; M- macca obpasa.

[82]
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Ta6mmma 5. Bocipon3BoauMocCTh pe3yIbTaToB.

Ne| X;,mmon X; — X | (X; X sz |S € g, | X,MMo0iB/T
/T — X)? %

1 |153 -0,3 0,09

2 | 150 -3,3 10,89

153 12,3 |3,5 8,7 |57 |153%6
157 3,7 13,69

3.8. TepmorpaBumMeTpuyecKuii aHaIU3
Jlis uccnenoBaHus TEPMUYECKOW CTaOMIBHOCTU 00pa3LioB U ONpeAesCHUs
COoZIepKaHUsl yIieposia MCIIOJIb30BaId TepMOrpaBuMeTpudeckuil ananus. HaOumro-
JlaJId U3MEHEHUs1 Macchbl 00pa3LoB OT TEMIIEPATYPhl MOJIYUYEHHBIX 1J11 KOMIO3UTOB.
AHanu3 MpoBOAWIN HAa IPUOOpeE JJIsl TEPMUUYECKUX MCIIBITAHUN MaTepHaioB
SETSYS Evolution 16 (Setaram, ®paniusi) B TeMepaTypHoM auamnazone T = 20-

900°C B atmocdepe Bozayxa. Ckopocth HarpeBa coctaBmia 10°C B MUHYTY.

3.9.MeToauka ucciaeaoBanust MOpP(OJIOruu NMOBEPXHOCTH

HccnenoBanre MOpQOIOruu MOBEPXHOCTH MPOBOIUIOCH METOJIOM CKaHUPY-
IOLLEN 3JIEKTPOHHONW MUKPOCKOIIMHMM Ha ycTpoiicTBe Zeiss Supra 40VP ¢ Hanpsixke-
HueM 10kB.

[IpuHIMOMaTbHAS CXeMa CKAaHUPYIOIIEro SJEKTPOHHOro (puc.26) MUKPO-
CKOTa COCTOMT U3 UCTOYHHKA AJIEKTPOHOB, ONITHYECKON CUCTEMBI [T (POKYCUPOBKHU
AJIEKTPOHOB M CKaHUPOBAHUS (3JEKTPOHHON KOJIOHHBI), KaMEPHI ¢ 00pa3lioM U Jie-
TEKTOPOB ISl pETUCTPAIIMH CUTHAJIA, & TAK)KE CUCTEMbI OTKAUYKH, HEOOXOIUMYIO J1J15

CO3/IaHUsI BaKyyMa B MUKpoOcCKorie [86].
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ObbekTueHan | ] Cucrema
NnvH3a : ‘ cbopa paHHbIX
Obpaseu DetekTop

OTkauka

Puc. 26. Cxema cKaHUPYIOIIETO JIEKTPOHHOT'O MUKpOCKoIa [86]

Ha noBepxHoct oOpasna Goxycupyercs: my4oK SJIEKTPOHOB C SHEPruei B
JIMAIa30He OT HECKOJIBKUX cOTeH 3B 10 50 k3B. /lanee noBEpXHOCTh CKaHUPYETCS
C IOMOLIBIO CUCTEMbI OTKJIOHSIFOIIUX KaTylleK. Korja aneKTpoHbI CTAIKUBAIOTCS C
NIOBEPXHOCTBIO U NMPOHUKAIOT B HEE, IPOUCXOIUT Psi B3AUMOIECHCTBUN, KOTOPHIE
IPUBOJST K SMUCCUU BJIEKTPOHOB U (POTOHOB U3 oOpasua. [lpu nonaganuu sMuTH-
POBaHHBIX 3JIEKTPOHOB B KaTOJHO-IY4YE€BYIO TPYOKy B Hel (popmupyrorcss COM-

n3o0paxxenus [87].

3.10. MeToauka uccjaeJ0BaHUS MOPUCTOM CTPYKTYPHI

Jlyist onpeneneHus TUIOIIa i TOBEPXHOCTH U UCCIICIOBAHUS MIOPUCTON CTPYK-
TYpbl KOMITO3UITMOHHBIX MUHEPATBHO-YTIIEPOTHBIX COPOSHTOB UCIIOJIB30BATACH aB-
tomatuszupoBanHas cuctema ASAP 2020MP (Micromeritics). beutn momy4uens! 3Ha-
YEHUS YNETbHON TUIOIIAJM TOBEPXHOCTH, paclpeeicHUEe Top 1O pa3MepaM H
o0BeM mop.

OnpeneneHue yaeabHONM MOBEPXHOCTU MpoU3BOaUiIoCh 1o metony bOT. B

Ka4€CTBEC a,Z[COp6TI/IBa HCIIOJIB30BAJICA a30T.
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Meton BOT Obu1 npeanoxxen bpynayspom, Ommerom u Teitnopom.. Jluneii-

Has ¢popma ypaBHeHus bOT umeert Bun [91]:

y p (€ ‘1)%0

Po
= +
a(l_y ) a,C a,C
Po

rzie p/Po- OTHOIICHUE NAaBIICHHS B CHCTEME K JIABJICHUIO KOH/ICHCAIIHH,

a — BeJIMYMHA aJcopOIIuH,

am— 00bEM MOHOCJIOS Ha TOBEPXHOCTH a/IcOpOEHTa,

C — sHepreTHdecKuil mapaMeTp, IPeICTABIISIONIAN CO00M OTHOIIICHUE KOH-
CTAaHT aJCOPOLIMOHHOTO PAaBHOBECHSI B IEPBOM CJIO€ M KOHCTAHTHI KOHJICHCAIMH.

AHaim3 mopucToi CTPYKTYphI ipoBo I 1o Metoay BJH (bappera — JIxoii-
Hepa — XalieH 1bl). B ocHOBe MeToa JIEKUT JOMYIIEHUE O UIMHIpUYecKoi (popme
1IOp U TO, YTO pajuyc MOphl paBeH cymMme paanyca KenbBHHA U TONIIMHBL aAcOpOU-
POBAaHHOW HA CTEHKE ITOPHI IUIEHKH [92].

Knaccuduxkanus nop mo pazmepam cornacao MFOITAK mpencrasiena B Ta0-
aune 6. Jta kinaccu@ukanys OCHOBaHA HA TOM, YTO KaK/IbId MHTEpBAJI pa3MEPOB
MOp COOTBETCTBYET XapaKTEPHBIM aICOPOLIMOHHBIM CBOMCTBaM, HaXOJSAIIUM CBOE

BBIpXKEHHE B M30TepMax ajacopormu [93].

Tabnuua 6. Knaccudukanus nop no pazmMepam

HaszBanue nop Pa3meps! nop, HM

Mukponopsbl <2

Me3onops! (nepexonnsie) | 2-50

Makpornopbl >50
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3.11.  ATomMHO-a0cOpOLUMOHHBIH aHATH3
ATOMHO-a0COpPOLIMOHHBIN CIEKTPAIbHBINA aHATU3 UCIIONb3YETCS JJI OIpeie-
JIEHUSI XUMUYECKOI0 COCTaBa BELECTB M0 ATOMHBIM CIIEKTPaM MOTJIOIICHHUS.
ATOMHO-a0COpPOLIMOHHBIN aHAJIN3 — METOJ AHATUTUYECKON XUMHUH, OCHOBAH-
HBI Ha CEJIEKTUBHOM IOIJIOIEHUH (a0CcopOIuM) 3JEKTPOMAarHUTHOTO U3ITyUYEHUs
OINpPENENICHHON JJIMHBI BOJHBI CBOOOJHBIMH OT BCEX MOJIEKYJISIPHBIX CBSA3€H
HEHUTpaJIbHBIMU aTOMaMH OIPEAEIISIEMOTO 3JIEMEHTA.

B nporecce abcopO1mu 37€KTPOH NEPEXOIUT C OCHOBHOT'O SHEPIETUUECKOTO
yYpOBHSI Ha 0oJiee BBICOKUH B pe3ysbTaTe (POTOHHOTO BO30OYXKIEHUS, T.€. 00JIydeHUs
CBETOM C OIpPEAEICHHON 4acTOTOH. IIpu 3TOM MHTEHCHMBHOCTH BO30Y:KIaIOIIETO
CBETa JAaHHOW YaCTOTHl YMEHBIIIAETCS.

CpaBHeHne ¢ (POTOMETPUYECKUM METOAOM ITOKA3bIBAET, YTO UYBCTBUTENb-
HOCTb aTOMHO-a0COpOLIMOHHOTO METO/a 3HAUUTEIHHO BBIIIIE.

Uccnenosanus nmpoBoawin Ha cnekrpomerpe MIT A-915M.
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4. Pe3yabTaThbl HCCIEAOBAHUS U UX 00CY:KIeHUE
4.1. UccanenoBanue MOpP(oJIOrMU MOBEPXHOCTH KOMIIO3UTOB
HccnenoBanne MOpQOIOTUU MOBEPXHOCTH MHHEPAIBHO-YTJIEPOJIHOTO COp-
oenTta npoBoauiu MeTo oM COM c 1enpio nonydeHus: *HGOpMaIui O HATHYUU
YTIEPOHBIX HAHOTPYOOK B KOMIIO3UTE U XapaKTEPe UX PACIOIOKEHUSI OTHOCH-

TCIIBHO KpCMHCSCMHOﬁ MaTpHIIbL.

1) Kommo3ut Ha ocHoBe MYHT Bayer u aspocuna A-380

MukpodoTorpadus KoMIIO3uTa npejcTaBieHa Ha puc. 27,28.

1 um* Mag= 10.03KX EHT=10.00kV |Probe= 262pA Signal A=InLens Noise Reduction = Pixel Avg. Date :25 Dec 2019 Time :13:02:54
WD = 7.9 mm Mode = High ResolutidiSE Grid = 0V System Vacuum = 5.06e-007 mbar }')rfpjﬁ)ano_ v

Puc. 27. Dnexrponnas mukpodororpadpus kommnosura Ha ocHoBe MYHT Bayer@ A-380
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300 nm* Mag = 30.00 KX EHT=10.00 kV {Probe= 262pA Signal A =inLens Nojise Reduction = Pixel Avg. Date :25 Dec 2019 Time :11:30:56
WD = 82mm Mode = High ResolutidiSB Grid= 0 V System Vacuum = 9.52e-007 mbar http_’/ﬁ}anol Spr, ru

Puc. 28. Dnexrponnas mukpodororpadpust kommnosuta Ha ocHoBe MYHT Bayer@ A-380

Ha pucynke 27 (MYHT Bayer@A-380) oT4eT/IMBO BUIAHBI YaCTHIIBI KOMITO-
3UTa Ha MOBEPXHOCTU KOTOPBIX MPUCYTCTBYIOT yriepoaHbie HaHOTPYOkH. [Ipu 6o-
Jiee BBICOKOM yBelnueHue (puc. 27) MOKHO pacCMOTPETh CTPYKTYPY ATHUX YACTHIL.
OTMeTuM PUCYTCTBUE TIO0YISIPHBIX YACTHUI] KpEMHE3eMa U XaOTHUECKH PacIoio-
YKEHHBIX YTJIEPOAHBIX HAHOTPYOOK. YacTuiibl kpemMHe3ema 00pa3yloT arperathl, B
KOTOpbIE 3aKpEIJICHbI yIiepOHbIe HAHOTPYOKU, TIPU ITOM, MOXKHO KOHCTAaTHUPO-
BaTh, YTO MEXAaHOXMMHUYECKass 00paboTKa HEe MPUBOJIUT K 3aMETHOM JIeTpaJaliu yT-
JEPOJHBIX HAHOTPYOOK. CrenayeT NoAYepPKHYTh, YTO Ha MUKpodoTorpadusx 27, 28
MPUCYTCTBYIOT OTACIBHO CTOSIIIHNE YTIIEPOIHbIE HAHOTPYOKHU HE 3a0JIOKMPOBAHHbBIE
KPEMHE3E€MHBIM 0CTOBOM. O4E€BUIHO, YTO YacTh noBepxHocTu YHT Haxoasumumxcs
B COCTaB€ KOMITO3UTA JOCTYITHA ISl a/ICOPOLIMU aHATTUTOB.

Takum 00pa3om, Ha ocHOBe JaHHBIX COM MOXXHO yTBEp)KIaTh, YTO Ha TO-

BEPXHOCTH KOMIIO3UTa MPUCYTCTBYIOT Kak ruApo(oOHBIe ydyacTKu (ITOBEPXHOCTH
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YHT), tak u ruapoduiibHble Y4acTKU (KpeMHE3eMHasi MaTpHIIA, TPEICTaBICHHAS

TJIOOYJISIPHBIMH YaCTHIIAMH).
2) Kommo3ut Ha ocioBe MYHT Taynut u aspocmia A-380

MukpocTtpyktypy komno3uta Ha ocHoBe MYHT Taynurt u aspocuna A-380

MOXHO paccMoTpeTh Ha puc. 29,30.

»

T yn'p* Mag = 10.00 KX EHT=10.00kV IProbe= 262pA SignalA=InLens Noise Reduction = Pixel Avg. Date :25 Dec 2019 Time :
WwD=7.9mm Mode = High Resolutid®58 Grid = 0 V Sysiem Vacuum = 4.40e-007 mbar hﬂp//n ano.sp b.ru

Puc. 29. Dnekrponnas mukpopororpadus kommnozura MYHT Tayrut@A-380
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lag = 100.00 KX  EHT = 10.00 KV [Probe= 2062pA Signal A = InLens Noise Reduction = Pixel Avg. Date :25 Dec 2019 Time :12:20:23
WD = 8.1Tmm Mode = High ResolutidnSB Grid = 0 V System Vacuum = 5.04e-007 mbar hf‘{p;//nano_ spbu. ru

Puc. 30. MukpoctpykTrypa komnosura Ha ocHoBe MYHT Taynut u aspocuna A-380

Mopdonorus noBepxHocTH kommno3uta, Ha ocHoBe MYHT Taynut, umeer
o01me 4epThl ¢ MOpGoJIOoTHEH TOBEpXHOCTH KoMmmo3uTa Ha ocHoBe MYHT Bayer.
B 3TOM KOMMO3UTE TaK K€ MPUCYTCTBYIOT OTAEIBHO CTOSIIHE YIIEpOIHbIE HAHO-
TpYOKH, CKpEIJIEHHbIE KPEMHE3EMHON MaTpuueld. B o0oux KomIo3utax mpucyT-
CTBYIOT yIJIEpOJIHbIE HAHOTPYOKH jyuHoM Oosiee 200 um. CpaBHUBasS MUKPOGHOTO-
rpa¢uu KOMIO3UTOB, Ha OCHOBe Baeyr m TayHUT, MOXXHO KOHCTaTUPOBAaTh, YTO
MVYHT TayHuT uMeroT HEeCKOJIbKO OoJblnii pa3zdopoc mo auamerpy, yeM MYHT

Bayer.

3) Kommnosut Ha ochoBe MYHT Dealtom u aspocuna A-380

Mopdosorust moBepxHoctr kommno3uta Ha ocHope MYHT Dealtom u aspo-

cuwta A-380, mpencrasnena Ha puc.31,32.
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200 nm* Ma 00K X EHT=1000kV [Probe= 262pA Signal A=lInLens Noise Reductiol ixel Avg. Date :25 Dec 2019 Time :13:57:17
wh = 4 i 54e-007 mbar http://nano.spbu.ru

100 nm* Mag= 10000 KX  EHT=10.00kV |Probe= 262pA SignalA=InLens Noise Reductio ixel Avg. Date :25 Dec 2019 Time :13:55:17
}—' WD = 7.8 mm Mode = High ResoiutidiSB Grid= 0V Systemn Vacuum 8e-007 mbar http"//nanov spbu‘ U

Puc.32. N306paxkeHre moBepxHocTH KoMio3uta Ha ocHoBe MYHT Dealtom@A-380
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B xommo3ute Ha ocHoBe YHT Dealtom u aspocuna A-380 npucyTcTBYOT yr-
JepOHbIE HaHOTPYOKH B COUETAaHUHM C KPEMHE3EMHOW MaTpullel, KOTOpbIe OYe-
BUJIHO, 00€CIIEUMBAIOT MEXAHUYECKYIO IIPOYHOCTh U Pa3MEPHYIO CTAOMIIBHOCTD 3€-
peH moaydeHHoro copOenTta. Tak jxe momuepkHeMm, uTo HaHOTpyOku MVYHT
Dealtom B koMI031Te IMEIOT 3HAYUTEIHLHO OOJBIIAN AUAMETP YE€M PACCMOTPCHHBIC
BBIIIIE YTJIepOHbIe HAHOTPYOKH Kommo3uToB Ha ocHoBe MYHT Bayer u MYHT Ta-
yauT. Ha anexTpoHHo# MukpodoTorpaduu OTYETIMBO MPOCMATPUBAIOTCS OTKPHI-

ThIC KOHIIBI YTIIEPOIHBIX HaHOTPYOOK Dealtom.

4) HocwuTtens a1 ra30Boi Xpomarorpaduu mopoxpom-3

Puc. 33 Dnexrponnas mukpodoTtorpadus mopoxpoma-3

Ha pucynke 33 mnpencrasieHa mukpodoTtorpadusi xpomarorpapuyeckoro
MaTepuaia nopoxpoma-3. 9ToT copoeHT Ha 96% COCTOUT U3 KpeMHe3eMa, HO
MOP(}OJIOTHSI €r0 MOBEPXHOCTU CYIIECTBEHHO OTJIMYAETCS OT MOBEPXHOCTU

CUJIMKAaressi U CUJIOXpoMa, KOTOPbIE UMEIOT TJI00YJIsipHOE CTpOeHUEe U 00J1a-
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5)

JAI0T ME30MOPUCTOU CTpYKTypoil. [lopoxpom-3 monyyaroT Ha OCHOBE MaHIIU-
pelt ucKomaeMbIX BoJopociei- nuatomuii. Kak BumHo u3 puc. 33, T100yisI B
CTPYKTYpE OpOXpoMa-3 OTCYTCTBYIOT IIPU ITOM HUMEIOTCS MaKpOIOpPhI Iha-
metpoMm 1-2 Mxm. [lopoxpom-3 obmamaeT HHU3KON COPOIMOHHOW aKTUBHO-
CTBIO, MAJIOH YAEIIbHON MOBEPXHOCTHIO, OTHAKO ITOT HOCUTEIh JAET BO3MOXK-
HOCTh MPOBOAUTH TEPMOAECCOPOIINIO aHATUTOB.

C nenpio yaydIeHus: COpOIMOHHBIX CBOWCTB ObLJIa TIPOBEICHA MOJIH-

buKalys TOBEPXHOCTH MOPOXPOMA-3 TUPOYTIEPOIOM.

Hocwurens mis razoBoit xpomarorpaduu mopoxpom-3 Moau(UIMpOBaHHBIHI

IUPOYTIIEPOIOM.

Puc. 34 Muxkpodotorpadust moBepxHoctu mopoxpoma-3 I1Y.
[Tpu Moan@UIIMPOBAHUH TOBEPXHOCTH OPOXPOMa-3 MUPOYTIEPOAOM,
KakK BUJHO U3 puc.34 Mop(dosiorusi HOBEpXHOCTHU CYIIECTBEHHO HE MEHSIETCH.
MoO3KHO TIPEANOI0KUTh, YTO MUPOYIAEPO] PABHOMEPHO PACIPENEIAETCS 11O
MOBEPXHOCTU KPEMHE3EMHOI'O HOCHUTEISA, MPU ITOM IOPbI KPEMHE3EMHOI'O

HOCHUTEJISI HEe OJIOKUPYIOTCS.
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6) TTopoxpom-3 MOAMMUIIMPOBAHHBIN BaHAIUI-OKCHIHBIM CIOEM H TTHPOYTIIe-

POJIOM.

Date :23 Mar 2021 T

Puc. 36 Mukpodotorpadus mopoxpoma -3 +V I1Y
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Ha puc. 35,36 npencrasiena MopQoaorusi IOBEpXHOCTH OpOoXpoMa-3 Moaudu-
IUPOBAHHOTO BaHAIUN-OKCHIHBIMHU CJIOSIMU U MUPOYJIEPOIOM, MOXKHO 3aMETHUTH,
4TO MOBEPXHOCTh CYIIECTBEHHO M3MeHMIach. HabmonaroTes rpad)eHOBBIE CTPYK-
TYpBI H YTIIEpOAHbIE HAHOTPYOKH. O4YeBHIHO, YTO BBEJICHHE HA NTOBEPXHOCTH I10-
poxpoMa-3 BaHAJIUH-OKCUIHOTO CIIOSI CIIOCOOCTBYET 00pPa30BaHHIO ATHX YIIIEPOJ-

HBIX HAHOCTPYKTYD.

7) KpynHosepHucThIi cuimkarenb kpymHonopucteiii (KCK-2) momudwuimpo-

BaHHBIN yIIepOAHBIMH HAHOTPYOKAMH.

200 nm* EHT = 2.00 k¥  IProbe = 153 pA Signal A =Inlens  Noise Reduction = Drift Comp. Fram®hte BApct 2020 Time :17:46:25
WD = 1.7mm Mode = High Resolution Mag= 78.01TKX System Vacuum = 9.87e-007 mbar hffp_‘//nano_ spbu_ f47]

Puc.37 Muxkpodortorpadus nosepxnoctu cunukarenst KCK-2 moaudunmpoBaHHoro yr-

nepoaubiMu HaHOTpYOKamu (KCK-2@MVYHT)
Kak Buano nosepxHocts o0Opazia KCK-2@MVYHT nokpsiTa yriiepoJHbiMu

HaHOTpyOKaMu, paziaudHoro guamerpa (50-100um).
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8) Anspocuiorenb MOIUGUIIMPOBAHHBIN yriepoAHbiMA HaHOTpyOkamu (ACT -

800@MYHT).

200 rm*

Puc. 38 MukpodoTorpadus moBepxXHOCTH adpocriioress MmoauduimpoBannoro MYHT

(ACT-800@MYHT)
Ha pwuc. 38 npencraBmena moBepxHocTh oOpaszna ACI-800@MYHT

MOKPBITAsT YTIAEPOJHBIMU HAaHOTPYOKaMH, OJIHAKO, CTOUT OOpaTUTh BHUMA-
HUE, 4TO, 1Mo cpaBHeHUIO ¢ oOpasnoM KCK-2@MVYHT, yriaeponasie HaHO-

TPYOKH UMEIOT CYIIECTBEHHO MEHBIIIHIA TUAMETD.

9) Anspocwuiorens mocie rufpoTepMaibHOl 00padoTkoit mpu T=900 °C, moau-

bunupoBanHbIil yriaepoansiMu HaHoTpyOokamu (ACI-900@MVYHT).
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200 nm* EHT = 2.00kV  {Prob Signal A =Inlens  Noise Reducti ift Comp. Fram®te BAspct 2020 Time :18:38:52
WD = 23mm Mode = High Resolution Mag = 81.32KX System Vacuum = 5.02e-007 mbar ht{p,‘//nano_ spbu_ i47}

Puc. 39 MukpodoTorpadus moBepxXHOCTH adpocriiorens MmoaudpuiupoBannoro MYHT

(ACT-900@MYHT)

[ToBepxHOCTH 00pa3La MOKPHITA HAHOTPYOKaMU, TPUOIUZUTENBHO OJIU3KOTO
aramerpa. MoxHO npeamnonoxuth, uto YHT paBHOMEpHO pacrpenenivucey 1o
BCEU MOBEPXHOCTH HOCHUTEIIS.

Ha ocHOBE 1aHHBIX CKaHUPYIOLIEH AIEKTPOHHON MUKPOCKOIIUA MOYKHO 3aKIIIO-
YUTh, 4TO MoBepxHOCTh 00pasznoB ACI-900@MVYHT, ACTI'-800@MVYHT, KCK-
2@MVYHT nokpsbITa cJI0EM YIIIEPOAHBIX HAHOTPYOOK M 3TU COPOEHTHI MOXKHO OT-
HECTH K TpYIIE MOBEPXHOCTHO-CIOWHBIX COPOEHTOB, KOTOphIE HAILIM IIHPOKOE

PUMEHEHHUE JIJIs aHaJIM3a TOKCUKAHTOB B 00BbEKTaxX OKpy»xkarorieit cpeapl. [109]

10) K
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200 nm* Mag= 30.00KX  EAT=10.00kV [Probe= 262pA Signal A =InLens Noise Reduction = Pixel Avg. Date :27 Jan 2021 Time :14:00:56
WD = 8.5mm Mode = High ResolutidtSB Grid= 0 V System Vacuum = 4.85e-007 mbar hffp_-//nano' Spr. Fl

o
200 nm* Mag= 30.00 KX EMHT=10.00kV [Probe= 262pA Signal A =InLens Noise Reduction = Line Int. Busy  Date :27 Jan 2021 Time :12:31:14
WD = 8.4 mm Mode = High ResolutidtS8 Grid = 0 V System Vacuum = 1.03e-006 mbar http://nano.spbu.ru

Puc. 41 Muxpodortorpadus KOMr0103 ta MYHT Bayer@A-
r
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¥

200 hm* Mag= 3000KX  EHT=10.00kV !Frobe= 262pA Signal A =Inlens Noise Reduction = Pixel Avg. Date :27 Jan 2621 Time :13:03:43
WD = 8.6 mm Mode = High Resolutidf&B Grid= 0 V System Vacuum = 6.95e-007 mbar http://nano.spbu.ru

Puc. 42 Muxpodororpadus komnozura MYHT Taynut@A-380 ITY

[Tocne AOMOTHUTEIHHOTO MOAUGMUITUPOBAHUS TTHPOYTICPOIOM MOPQPOIOTHSI
MIOBEPXHOCTH KOMITO3UTOB CYIIECTBEHHO HE M3MeHmIach. Ha Bcex oOpasmnax mpu-
CYTCTBYIOT yIJIEPOJHBIE HAHOTPYOKH, YTO XOPOIIIO BUTHO HA MUKpOdoTOrpadusx.

Hcxons 3 MOMYYCHHBIX JaHHBIX C MMOMOIIBI0 CKaHUPYIOMICH AJIEKTPOHHON
MHUKPOCKOIIHU, MOKHO C/I€TIAaTh BBIBOJ, YTO Ha BCEX MUKPOGOTOTpadHsiX BUIHBI YT-
JepOAHbIE HAHOTPYOKH, COXpaHSIOIIME BHEUIHHWE odepTaHus. brmaromaps ruapo-
GUIBHOCTH KpeMHe3eMa 1, Ha000pOT, THAPO(HOOHOCTH HAHOTPYOOK, OHU CKPETLIs-
IOTCSl HAHOYACTHUIIAMU KpeMHe3eMa. M3 uero MoxKHO c/iefiaTh BBIBOJI, YTO KPEMHE3EM
HE 3aKpBIBACT YTIIEPOIHYIO TIOBEPXHOCTH KOMITO3HTOB, YTO 00eCIIiednBaeT ux copo-

IOHMOHHBIC CBOICTBA B IMponeCCe yIaBJIMBaAHUA F33006p33HBIX TOKCHUKAHTOB.
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4.2 HWccaenoBanue KOMIO3MTOB TEPMOTPABUMETPHYECKMM METOI0M

1) Kommosur MYHT Bayer@A-380
Tepmorpamma it MYHT Bayer npencrasiena Ha puc. 43.

\\m
. LY
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\‘\
0 10 A0 30 40 S0 B0 700 800 900
Temneparvpa (°C)

Puc. 43. Tepmorpamma miis MYHT Bayer

Tepmorpamma ansa kommosuta Ha ocHoBe MYHT Bayer u aspocuna A-380

npeAcTaBiieHa Ha puc. 44.

TT {wr)

0 100 200 300 40 500 60 700 800 900
Temneparypa (*C)
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Puc. 44. Tepmorpamma a1 komrosuta Ha ocHoBe MYHT Bayer@A-380

2)  Kowmmosur Ha ocHoBe MYHT Taynut@A-380

Tepmorpamma mist MYHT Taynut npeacrasieHa Ha puc.45.

TT (mr)

200 300 400 500 600 700 B00 900

Temneparypa (°C)

Puc.45. Tepmorpamma s MYHT Taynur

Tepmorpamma anst kommno3uta Ha ocHoBe MYHT Taynut u aspocuna A-380

MpeACTaBJieHa Ha puc.46.

TT (mar)

0 10 200 300 400 S0 600 700 8O0 900
Temneparypa (°C)
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Puc. 46. Tepmorpamma juist kommnosuta Ha ocHoBe MYHT Taynut@A-380

3)  Kowmmosur MYHT Dealtom +A-380

Tepmorpamma st MYHT Dealtom npencrasiena Ha puc. 47,

TT (mr)

1 T T B T T B T T T T
0 100 200 300 400 a00 GO0 700 800 300
Temmneparypa (°C)

Puc. 47. Tepmorpamma it MYHT Dealtom

Tepmorpamma st kommosuta Ha ocnoBe MYHT Dealtom u aspocuna A-380

NpeACTaBiieHa Ha puc. 48.

TT (ur)

1] 100 200 300 400 500 600 700 800 900
Temneparypa (°C)

Puc. 48. Tepmorpamma jist kommnosuta Ha ocioBe MYHT Dealtom u aspocuna A-380.

4) Hocwutens ajis Xxpomarorpaduu mopoxpom-3
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Puc. 49. Tepmorpamma 1151 mopoxpoma-3

5) TMoxopoxpom-3 MOANGDUITUPOBAHHBIN MTUPOYTIIEPOIOM.

TG (ma)

% )

1] 100 200 30 400 00 B0 700 800 a00
Sample Temperature (*C)

Puc. 50. Tepmorpamma asist mopoxpoma-3 ITY

6) ITopoxpom-3+V MoaudUIIMPOBaHHBIN TUPOYTIEPOIOM.
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TG (ma)

0 100 200 300 400 500 600 700 800 900
Sample Temperature (°C)

Puc. 51. Tepmorpamma miist nopoxpoma-3+V I1Y

[To pe3ynbTaTaM TEpMOTPABUMETPUUECKOTO aHATIN3a MOXKHO CHENaTh BBIBOJI,
YTO MPU BBEICHUH YTIIEPOIHBIX HAHOTPYOOK B KOMIO3UT MPAKTUUYECKU HE U3MEHSI-
€TCsl IIPOIIECC OKUCIICHHS YTIEPO/Ia U YTIIEPOAHOTO MpoAykTa. Takum oOpa3om, oue-
BUJIHO, YTO KPEMHE3eM HE OJOKUPYET MOBEPXHOCTh YIJIEPOJHOIO Marepuania, u
ATOT PE3YIbTAT COOTBETCTBYET AAHHBIM IOJYYEHHBIM METOJOM CKaHUPYHOLIEH

AIEKTPOHHON MUKPOCKOIIHUH.

Tepmorpamma nokasana, yto B ooactu temmepatyp T = 500-800 °C nabro-
JaeTCsl BRITOpaHWe Bcel Macchl oOpasma. OTMETHM, YTO WHTEPBAJ THUIWYCH IS

OKHUCJICHHS YTJIEPOAHBIX HAHOTPYOOK [94].

Cnenyer noauepkHyTth, uto MYHT Dealtom croparot npu 0osiee BBICOKHX
TEeMIIepaTypax, MOKHO MPEIOJIOKUTh, YTO 3TO CBSI3aHO C OOJBIINM JUAMETPOM
HaHOTPyOOK. bonee Tonkue Hanotpyoku (MYHT Bayer u MYHT Taynur) okucns-

I0TCS TIpU O0JIee HU3KUX TeMIepaTypax.
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7) KoMImo3uT Ha OCHOBE a’pOCHIIOTEIS, IMOCIEe THIPOTEPMAIBHOW 00pa-

ootku mpu Temneparype 800°C, MoaupUIIUPOBAHHOTO YTIEPOIHBIMH

HAHOTPYOKaMHU.
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Ill.

a \
4 \
0 100 200 300 400 500 GO0 700 800 900

Sample Ternperature (°C)
Puc. 52 Tepmorpamma mist ACT'-800@MVYHT

8) KoMmmo3uT Ha OCHOBE a’pOCHJIOTEIIs, MOCE TMIPOTEPMAIbHOW 00pa-
ootku mpu Temmeparype 900°C, MoaubUIUPOBAHHOTO YTIEPOIHBIMHU

HAaHOTPYOKaMHU.
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TG (my)
o

1] 100 200 ann 400 a00 GO0 o0 aon S00
Sample Temperature {°C)

Puc. 53. Tepmorpamma qiist ACI'-900@MVYHT

9) KoMIo3uT Ha OCHOBE KPYIMHO3EPHHCTOI'O CHIJIMKAreias KPYIHOIIOPH-
ctoro, moaudunmrposanHoro MYHT.
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TG (mg)
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e
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1] 100 200 300 400 500 GO0 700 800 200
Sample Temperature [°C)

Puc. 54. Tepmorpamma it KCK-2@MVYHT

CpaBHuBas TepMorpamMmbl s kKommno3utoB Ha ocHoBe MYHT Dealtom,
MVYHT Bayer, MYHT Taynut u komno3utsl Ha ocHoBe ACI'-800@MVYHT, ACI -
900@MVYHT, KCK-2@MVYHT M0XHO 3aKI0OYUTh, YTO HAHOTPYOKH MPUBUTHIE K
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MOBEPXHOCTHU OKUCIISIFOTCS MpH O0Jiee HU3KUX Temneparypax. [lpuuuHoii aTomy Mo-

JKeT OBITh MO0 paszuure B MOP(OJIOTHH YIIEPOIHBIX HAHOTPYOOK.

Bce nccnenoBanHbie 00pasiibl MOKa3aln JOBOJIBHO XOPOIIYI0 TEPMUUECKYIO
YCTOHYMBOCTh B OKUCIUTENIHLHON aTMocdepe, YTO AaeT OCHOBAHHUE MPEIOJIOKUTD
BO3MOXKHOCTh HX HCIIOJIb30BAHUS B IPOLIECCE TEPMOAECOPOIMH, KOTOPYIO OCY-

IICCTBIIIOT B aTMOc(epe MHEPTHOTO ra3a (aproH, Teiuii, a3ot). [86]

CopepxaHue yriepojaa IO JAaHHBIM TEPMOrPABUMETPUYECKOTO aHAJIM3a,

MPEACTABICHO B TaOuIe 7.

Ta6n.7. Comeprkanue yriepojaa B KOMIO3UTAaX.

Oo6pa3ery Conepxanne C,%
MVYHT Tayautr@A-380 50
MYHT Dealtom@ A-380 50
MVYHT Bayer@A-380 50
MVYHT Tayuut@A-380 ITY 52,5
MVYHT Dealtom@A-380 ITY 51
MVYHT Bayer@A-380 ITY 57,5
KCK-2@MVYHT 12
ACT-800@MYHT 2,36
ACI-900@MVYHT 17
ITopoxpom-3 0
[Topoxpom-3 ITY 0,81
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Puc.54. U3otepma, noaydeHHas Jisl KoMmo3ura, cocrosiero u3 MYHT Bayer@A-380
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V[Q(Po/P-1)]

Jliis xomno3uta MYHT Bayer@A-380 ObLTO TOCTPOCHO pacipe/ieiCHHE TIop

o pazMepam, KoTopas IMpeJicTaBieHa Ha puUcyHke 56. CpeqHuil quaMeTp mop co-

CcTaBJsIeT 24 HM.

O6sem mop (ep?/r mM)
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Puc.55. U3oTepma agcopbumu B koopauaarax bOT

0.030

0.025+

%

[=]
(=]
=
k'

—— MYHT Bayer +A-380

00104 -4l eabanndes

0.0054

0.0004—
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Puc. 56. Pactipenenenue mop mo pasmepam
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Nzyuenne nopuctoit ctpykrypsl kommnosuta MYHT Tayaut@A-380

2.

BOT cocraBnser 226

IIOKa3aJI0, YTO 3HAYCHHUC YHGHBHOﬁ Ionaan IMOBCPXHOCTH I10

M%/r. O6mmit 06beM mop cocrapiuser 1,07 cm®/r. IlomydeHHbIe H30TEPMBI IPEICTAB-

JICHBI HA PUCYHKax 57, 58.

-330 — Apcopboua

MVHT Tavesr+ A

4 I'L-ﬁ'I:IT Tavewt + A'EEE. - ,:[EEGPELLHH

sesaheeysolse

SR e

(1/;1d) ed1)2 WRE oJoHHEHO dugdodr'e 0HLPEHL 0

0z

01

0.0

OTtrocHTensHOe naBaenne (P/Po)

Puc.57. U3oTepma, nonydeHHas Ajisl KOMIIO3UTa, COCTOSIIIIETO U3

MVYHT Taynur u aspocuna A-380
72



+MVHT Tayrmr + A-380
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Puc. 58. M3orepma ancopbunu kommnozuta MYHT Tayrut + A380 B TuHEHHBIX KOOpAU-
Hatax bOT

Pacnpenenenne nop no pasmepam miist komno3uta Ha ocHoBe MYHT Taynut

u aspocuina A-380 nokaszaHo Ha pucyHke 59. Cpegnuii pazmep nop 25 HM.

. MYHT Taymm + A 380
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Puc 59. Pacnipenenenue nop no pazmepam
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HUccnengoBanne mnoOpUCTOM CTPYKTYpPbl KOMITO3UTA, COCTOSILIETO U3

3.
MVYHT Dealtom u aspocwmira A-380

(V)

, OIIpCACIINIIO, YTO 3HAYCHHUC YJACJIbHOU IIJIO-

maau nosepxnoctd 1o BT cocrasnser 140 m?/r. IlonaydeHHas M30TepMBbI OpeE-

cTaBJieHbI Ha pucyHkax 60, 61. Cymmapnslit 00beM nop nuametpom ot 2 HM 10 200

HM cocTaBisget 0,73 cM3/r.

e BWIVHT Dealtom + A-380 — Ancopbous
—5 MVHT Dealtom + A-380 - TacopBuma
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OTtrocuTenbHoe gaBaeane (P/Po)

Puc. 60. M3otepma agcopbumu, monyuenHast s kommnosuta MYHT Dealtom@A-380.
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4+ MVHT Dealtom + A-380
0008 === ====mmmmnnn e e et EE EETREE
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1/[Q(Po/P-1)]

g t t 1 t
0.00 0.05 0.10 015 020 025
Otsocureasnoe gasaenne (P/Po)

Puc.61. U3otepma aacop6biuun kommnozura MYHT Dealtom@A-380 B koopaunarax bOT

Pacnpenenenne nop mo pasmepam noka3aHo Ha pucyHke 62. Cpennuii nqua-

meTp mop B kommno3zute Dealtom u aspocur A-380 cocrasiser 25 HM.

—— MYHT Dealtom +A-380

L R e T e gl e e e A e

Ofnem mop (ev’r*mx)
I
o,
L
L

L/ |

.
=

AmasieTp mop (HM)

Puc.62. Pactpenencuue mop mo pasmepam st komnosura MYHT Dealtom@A-380.
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4. HccnepoBaHWe€ MOPUCTOM CTPYKTYpPbl KOMIIO3UTA, COCTOAILEIO W3
MVYHT@KCK-2, onpeaenuio, 4To 3HaA4CHUE YJEIbHOW TUIOMIATU I10-
sepxHocTd 1o BOT cocrasnser 272 m?/r. [lonydeHHas M30TEpMBI IIPEI-
CTaBJIEHBI Ha pucyHKax 63, 64. CymmapHsbiii 00beM nop cocrasisier 1,12

cM3/T.

Isotherm Linear Plot

—+— KSK-2 + CNT - Adsorption
—S— KSK-2 + CNT - Desorption

4501

g
sl

Quantity Adsorbed (cm/g STP)
[ 5]
3.8

8
|

0.0 0.1 0.2 0.3 04 0.5 0.6 o7 08 0.9 1.0
Relative Pressure (p/p°)

Puc. 63. U3otepma apcopbumu, noxydenHas st komnosura MYHT@KCK-2.
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BET Surface Area Plot
+ KSK-2 + CNT
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Relative Pressure (p/p®)

Puc.64. Uzotepma ancopOrun komnozuta MYHT@KCK-2 B koopaunatax BOT.
Pacnipenenenue mop mo pazmepam nokazaHo Ha pucyHke 65. CpenHuiil quameTp mnop

B komno3ute coctaBinieT MYHT@KCK-2 12 am.

BJH Desorption dV/dD Pore Volume

Carbon Black STSA : Standard
—— KSK-2 + CNT
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Puc.65. Pacnipenenenue nop mo pazmepam i kommnosuta MYHT@KCK-2.
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S.

Quantity Adsorbed (cm/g STP)

HccnenoBanne MOPUCTOW CTPYKTYpPbl KOMIIO3UTA, COCTOSIIETO U3
MVYHT@ACTI-900, onpenenuio, 4To 3HaUYCHHUE YACIBHOM IUIONIAau 1M0-
sepxHoctd 1o BIT cocrasnser 241 m?/r. [lonydeHHas M30TEPMBI ITPEJI-
CTaBJICHBI Ha pUCYHKax 66, 67. CymmapHbIii 00beM nop coctasiusier 1,12

cM3/T.

Isotherm Linear Plot

—+— ASG-900 + CNT - Adsorption
—&— ASG-900 + CNT - Desorption
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sou—:
400{
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O o L o o o o o e e e e L B o o o o o e e e o e N L e s o o o e
0.0 01 0.2 03 04 0.5 06 07 08 09 1.0
Relative Pressure (p/p®)

Puc. 66. M3otepma amcopOium, mosrydenHas 1t kommno3suta MYHT@ACT-900.
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BET Surface Area Plot

+ ASG-900 + CNT

T T
I ' [ ' '
' '

HQp*p- 1)

—_
0.00 0.02 0.04 0.06 0.08 0.10 0.12 0.14 0.16 0.18 0.20
Relative Pressure (p/p°®)

Puc.67. U3otepma agcopOrun komnozura MYHT@ACT-900 B koopaunartax BOT.

Pacnipenenenne mop mo pasmepam mokasaHo Ha pucyHke 68. Cpemauii qua-

MeTp nop B kommnosure coctaBisieT MYHT@ACI-900 28 um.
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BJH Desorption dV/dD Pore Volume

Carbon Black STSA : Standard
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Puc.68. Pacnpenenenue nop no pazmepam aisa kommnozuta MYHT@ACT-900.
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Ta61.8. MccnemoBanue mopuCcTOl CTPYKTYPhl KOMITO3UTOB

Kommnosur HoBepxnocts mo BT, | Cymmapupiii | Cpennuii aua-
m?/r 00beM 1op, MeTp Mop, HM
ev®/r
MYVYHT Bayer + A-380 201 1,09 24
MYVYHT Dealtom + A-380 | 140 0,77 25
MVYHT Taynwut + A-380 | 226 1,07 25
MVYHT@KCK-2 2172 0,89 12
MYHT@ACI-900 241 1,12 28

Bce MMpCACTABJICHHBIC BBIIIC M30TCPMbI KOMIIO3UTOB HAa OCHOBC Pa3JIM4YHOI'O

BUJIa HAHOTPYOOK, MOKHO OTHECTH K 4 THITYy U30TepM 10 kKiaccudukaiuu bpyHay-

spa. Takue U30TepMbl XapaKTEpHBbI JJIs1 ME3OMIOPUCTHIX TBEPABIX Tell. Clenyer oT-

MCTUTDb, YTO B 9THX KOMIIO3UTAX IIPHUCYTCTBYIOT KPYIIHBIC MC30IIOPbI B HHTCPBAJIC

12-28 um.

O‘ICBI/II[HO, 4YTO TaKUC KOMITIO3UTBI MOT'YT OBITh UCIIOJIb30BAaHBI AJId yJ1aBJInBa-

HHA Fa3006p33HBIX TOKCHUKAaHTOB.
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4.4. UccaenoBanus COPOLMOHHBIX CBOHCTB KOMIIO3UTOB.

1) CpaBHeHHME COpPOIMOHHBIX CBOWMCTB KOMITO3MTOB Ha ocHoBe MYHT
Dealtom@A-380 (1) u MYHT Dealtom@A-380 MoauduuupoBaHHbII
nUpoyTIIepoIoM (2).

Brixo/iHbIe KpUBBIEC yepKUBaHUA OyTaHONa-1 U3 MOTOKa BO3ayXa B KOJIOH-
KaxX, 3al0JTHEHHBIX KOMIO3UTOM (1) ¥ TeM ke KOMIIO3UTOM, MOCJIE JOMOTHUTEb-

HOTO nupoJm3a (2) mpecTaBIeHbI Ha prc.69.

1,2

0,6 YHT Dealtom 50 mr 0,5 atm. (40%3) mm
Gyranon 1 r/n

5/50

YHT Dealtom+C 50 mr 0,5 atm. (40%3)

0 5 10 15 20 25 30 35
V. oM

Puc.69 Brixonnsie kpussie ynepxuanus MYHT Dealtom@A-380 u MYHT
Dealtom@A-380 ITY.

[Ipu BBeCHUU JTOMOJHUTEIHLHOTO KOJIMYECTBA YIJIEPO/ia MOKHO OBLIO OXKH-
JaTh yBEJIWYCHHUE 00beMa YIepKUBaHMS, TTOCKOIbKY U3BECTHO, UTO HAHECEHHUE Ha
MOBEPXHOCTh KPEMHE3eMa IMUPOYTJIEpo/ia yBEIWYMUBACT SHEPTUI0 Hecrnenuduye-
CKHMX JUCIIEPCUOHHBIX B3auMoiericTBull. [Ipu a3ToM BKI1a] crienupuyeckux B3auMo-
JEWCTBUH, CBSA3aHHBIX C OOpa3oBaHUEM BOJOPOJHBIX CBS3CH C CHIIAHOJBLHBIMU
rpynnamu ymenblnaetcs [108]. Takas kapThHA 4acTo HaOJIOIAETCs MPU UCCIEI0-
BaHUM COPOIIMOHHBIX CBOMCTB KPEMHE3EMOB, MOJU(DHUIIUPOBAHHBIX MHUPOYTIEPO-
oM. B HameMm cirygaem Mbl ©IMEEM JI€JI0 C KOMIIO3UTOM, B KOTOPOM KPEMHE3EMHBIE

YaCTHIIbI IPUCYTCTBYIOT OJTHOBPEMEHHO C YTJIEPOJHBIMU HAHOTPYOKaMH OOJIBIIIOTO
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nuamMeTpa. MOoKHO MPeAnoNoKuTh, YTO OObIINast 4aCTh MOBEPXHOCTH KPEMHE3EM-
HOUM MaTpHIIbl OJOKUPYETCS YIIIEPOAHBIMUA HAHOTPYOKamu. B aToMm ciydaet mou-
bunupoBaHue MUPOYTIEPOAOM OKa3bIBaeTCs Malod(PPEKTUBHBIM, O YEM CBHJIC-
TEJILCTBYET HeOOIbIION pupocT yriuepoaa (1% macc.) B coctaBe oopazia MYHT
Dealtom@A-380 u oopaziia MYHT Dealtom@A-380 1Y (tab:xa. 7). Habmomaemoe
YXYAIIEHUE COPOITMOHHBIX CBOMCTB, TIO-BUTUMOMY, CBSI3aHHO C BOBMOXHON OJIOKH-

POBKO¥ COPOITMOHHBIX IIEHTPOB YTIIEPOIHBIX HAHOTPYOPOK MUPOYTICPOIOM.

2) CpaBHeHHE COPOLMOHHBIX CBOMCTB KOMITO3UTOB Ha ocHoBe MYHT Ta-
yHUT@A-380 1 MYHT Tayuut@A-380 nociie MogupuuupoBaHus Mu-
pOYTIIEPOJIOM.

1,2

D N
;Q 0,6 TayHuT 50mr 0,5 atm. (40%3) mm
o Bytanon 1r/n

TayHut+C 50 mr 0,5 atm. (40%3) mm
Bytanon 1 r/n

0 5 10 15 20 25 30 35
V,am

Puc.70 Beixonnsie kpussie yaepxkuanusi MYHT Tayaut@A-380 u MYHT Ta-
yHUT@A-380 I1V.

MoaudunupoBanue nupoyriepoaoMm miasa kommnosnoB MYHT Taynut@A-
380 u MYHT Taynut@A-380 ITY, kak BugHO U3 prc.70, NpUBOIUT K YIYUILIEHUIO
COpPOLIMOHHBIX CBOMCTB 3TOro kommosuta. CiaeayeT OTMETUTh, YTO B OTJIMYUE OT
KOMIT03100B Ha ocHOBe Dealtom mpupoct copepkanus yriepojaa, B 3TOM cliydae,
3aMeTHO Oosbiie (Taba.5), MOXKHO MPEANONOXKUTh, YTO TMPOUCXOIUT OoJiee
sbdexTnBHOE MOAUGUIIMPOBAHWE TMOBEPXHOCTH KPEMHE3EMHOW  MaTpPHIIBI

UPOYTIEPOSOM.
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3) CpaBHeHHE COpOIMOHHBIX CBOMCTB KOMIIO3UTOB Ha ocHoBe MVYHT

Bayer@A-380 un MYHT Bayer@ A-380 nociie MoauHuIEpoBaHHs TAPO-

YIJI€poaoM.

1,2

1
0,8
0,6 —&— Bayer 50mr 0,5 atm. (40%3)

mm ByTaHon 1 r/n

04 Bayer+C 50 mr 0,5 atm. (40%3)

' mm ByTtanon 1 r/n
0,2

0

0 10 20 30 40 50

V,am

Puc.71 Beixoansle kpussble yaep:xuanus MYHT Bayer@A-380 u MYHT Bayer@A-
380 I1V.

Kak BugHOo u3 pucynka 71, monuduimpoBanre MOBEPXHOCTH KOMIIO3UTA

nupoyriepogoM MYHT Bayer@A-380, npuBOIUT K 3HAUUTEIILHOMY YIIYUILIEHHUIO

€ro COpOLMOHHBIX CBOUCTB. [IpupocTt copepkanus yriepoja, no AaHHbIM Tadm 7.,

JUTSL DTHUX KOMIIO3UTOB CYIIECTBEHHO OOJbINE, YeM JUIsl IPYTUX PAacCMOTPEHHBIX

HaMH.

4) CpaBHEeHHE  COpPOIIMOHHBIX  CBOHCTB  KOMIIO3UTOB Ha  OCHOBE

MYHT@KCK-2, MYHT@ACT-800, MYHT@ACI-900.
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1.2

YHT KCK-2 20 mr
Bytanon 100 ma/muH

YHT ACT-800 20 mr
Bytanon 100 ma/muH

YHT ACI-900 20 mr
04 ByTaHon 100 ma/muH

0,2

0 0,5 1 1,5 2 2,5
V,am

Puc.72 Beixonnbie kpusble yaepkuBanusi komrno3utoB MYHT@KCK-2, MYHT@ACT-800,
MYHT@ACT-900.

Kax BugHO M3 pucyHKa 72, 0 BeIMYUHE 00bEMaA YyAEPKUBAHUS U COOTBET-
CTBEHHO 10 3(PPEKTUBHOCTHU yJIaBIUBaHUs OyTaHOIa U3 Ta30BOM (a3bl COPOEHTHI C
OPUBUTHIMU YIJIEPOJHBIMU HAHOTPYOKaMHU pACIOJIaraloTcsi B CIEAYIOLIMN psn:
MYHT@KCK-2, MYHT@ACT-800, MYHT@ACT-900. Benuuunsl yneapHOU
TIOBEPXHOCTH TUX COPOEHTOB JIOBOJIBHO OIM3KUE U COCTABIAIOT 272, 250,241 mM?/r
COOTBETCTBEHHO. OOpa3iibl COPOCHTOB CYIIECTBEHHO OTJIMYAIOTCS MO pa3Mepy Mmop
U coziep kaHuio yrieponaa. O4eBUAHO, YTO 9T Ba (pakTopa Hanboiee CyIeCTBEHHO
BJIMSIIOT Ha BEJIMYMHY oObeMa yaepkuBaHus u oopasel] Ha ocHoBe ACI-900 umeer
BBICOKOE COJIepKaHue yTJIepo/ia B COUETaHUH C BBICOKOH YEIbHOIN MOBEPXHOCTHIO
¥ KpyNHbIMH mopamu. [IpeacTaBiseT MHTEpEC CPaBHHUTH XapaKTEPUCTHKU ITOTO
oOpa3lia ¢ MPOMBIIUICHHBIM HMIIOPTHBIM COPOEHTOM HCHOJIb3YEMbIM IS
KOHIICHTPUPOBAaHUs TOKCHMKAaHTOB M3 ra3oBoil (a3el Carbopack X. Beixomnas
KpHUBasl yAep>KMBaHMs OyTaHOJIa HA 3TOM COpPOEHTE MpeICTaBlIeHa Ha pUCYHKE 73,

u3 kotopro BumHO,uTo obOpazeny MYHT@ACI-900 cyiiecTBEHHO NPEBOCXOJUT
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Carbopack X, MOXHO mpPenNnoIOKUTh, YTO 3TO CBA3aHO C MPHCYTCTBUEM

YTIEPOIHBIX HAHOTPYOOK Ha MOBEPXHOCTH MOJYYEHHOTO HaMu o0Opasiia.

1,2

—@— Carbopack X 20 mr 30
MmA/MuH 6ytaHon 1r/n

1,5

aw’

Puc.73 Brixonnas kpuBas ynepkuBanus Carbopack X.

5) CpaBHeHI/IC COp6I_[I/IOHHI>IX CBOMCTB KOMIIO3UTOB Ha OCHOBE Imopoxpoma-

3, mopoxpom-3 MOAU(PUIIMPOBAHHBINA MUPOYTIEPOJOM U MOPOXPOM-3 C

BaHAAUNOKCUIHBIMU CIIOSIMU MOJIU(PUIIMPOBAHHBINA MUPOYTIECPOTOM.

1,2
1

—@— nopoxpom-3 150 mr

0,8 tbeHon 5r/n pacxon

Bo3ayxa 30 Ma/MuH

Ao
—@— nopoxpom-3 [TY 150 mr
theHon 5r/n pacxon 30
M/ MUH

0,4
nopxopom-3@V My 150
mr deHon 5 r/n pacxon
Bo3ayxa 60 MaA/MUH

15 20 25 30

V,am?

Puc.74 BeixogHbie KpuBBIC yaAepKUBaHMs (eHOIA Ha Topoxpome-3, mopoxpom-3 ITY, mopo-
xpom-3@V I1Y.
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Ha pucynke 74 npencraBieHbl KpUBbIE yAepKUBaHUS (heHosIa HAa cOpOeHTax
MOJIYYEHHBIX Ha OCHOBE MOpoxpoma-3. B oTiinune OT pacCMOTPEHHBIX BBIIIE KOM-
MO3UTOB, MOPOXPOM-3 UMEIOT CYIIECTBEHHO MEHBIIYIO YAEIbHYIO TOBEPXHOCTH H,
COOTBETCTBEHHO, HU3KOE CO/ep)KaHue yriepoja nocie Mmoaudunuposanus. Cop-
OCHTBI Ha OCHOBE MOPOXpoMa-3 ObLIM MCHOJIB30BAHBI JIJIs KOHIICHTPUPOBaHUs ¢e-
HOJIa, KOTOPBIH SIBIIETCS OMACHBIM U PACIPOCTPAHEHHBIM TOKCUKAHTOM B OKPYXKa-

FOLIEH Cpefie.

Kak BUAHO M3 TaHHBIX pHCYHKa COpOLIMOHHBIE CBOMCTBA MOpOXpoma-3 3a-
METHO yJIy4LIatOTCs PU MOCIEA0BATEILHOM MOAU(PUIIMPOBAHUM [TOBEPXHOCTH Ba-
HAJUHOKCUIHBIMHA CJIOSIMU M yraepoJoM. [laHHbIE CKaHUPYIOLIEH AJIEKTPOHHON
MUKPOCKOIINHU MOKa3bIBAIOT, YTO B 3TOM CJIydae Ha IOBEPXHOCTH 00pa3yroTcs yriie-
pOJIHbIE HAHOTPYOKH, a BaHAIUN BBICTYIIA€T B KaUeCTBE KaTaiau3aTopa B o0pa3oBa-
HUU HaHOTPYOOK. IIpu OTCyTCTBMM BaHaAMs HAa MOBEPXHOCTU OOpa3yeTcsl MUpo-

yIIAEPOI, IPU ’TOM MOP(OJIOTHSI MOBEPXHOCTH 00pa3iia MPaKTUYECKH HE MEHSETCH.

Taxum 06pa3oM, MOKHO 3aKIHOUYHTh, YTO U B CIIyyae MOpPOXpoMa-3 BBeICHUE
Ha TMOBEPXHOCTh KPEMHE3EMHOW MaTpHUlbl YIJIEpOAHBIX HAHOTPYOOK YIy4lIaeT

COpOITMOHHBIE CBOMCTBA KOMITO3UITMOHHOTO COpPOCHTA.

Tabnuma 9. XapakTepuCTUKH MUHEPAIbHO-YTJIEPOIHBIX COPOSHTOB.

YaeabHblil 00beM yaep:KH-
Yaneabnas mo- | Comepxa-
CopOeHTnI BaHMs, IM°/T
BEPXHOCTh, MY/r | Hue C,%
DeHoJ Byranou-1
Dealtom+A-380 | - 25,8 140+ 50
Dealtom+A-380
- 16,7 147 o1
Iy
Taynuut+A-380 | - 18,6 226 50
Tayuut+A-380
- 24,2 214 52,5
Iy
Bayer+A-380 - 23,2 201 50

87



Bayer +A-380

- 38,4 153 57,5
Iy
MVYHT KCK-2 |- 105 290 12
MYHT  ACT-

- 95 250 2,36
800
MYHT  ACT-

- 115 330 17
900
[Topoxpom-3 14,6 - 2,6 0,7
[Topoxpom-3 ITY | 14,7 - 2,8 0,81
[Topoxpom-3+V

16,9 - 3,65 0,77
Iy
Carbopack X - 69 240 98

B Tabnuie 9 npeacraBieHbl JaHHBIE 10 COPOLMOHHBIM XapaKTEPUCTHKAM MOJIy4€H-
HbIX HAMU MHHEPAIbHO-YIJIEPOAHBIX COPOCHTOB. DTU COPOEHTHI OTIMYAIOTCS I10
Mop(}oJIOruy MOBEPXHOCTHU U crioco0aM uxX nosryueHus. Mx ycnoBHO MOXKHO pasjie-

JIUTh HA 3 TPYIIIIHIL.

K nepoBoil rpyrme oTHOCATCS COPOEHTHI, MOJy4YEHHbIE HA OCHOBE MHOTO-
CIIOMHBIX yTiIepoIHbIX HaHOTpyOok Dealtom, Bayer, TayHUT 1 KpeMHE3EMHOTO CBSI-
3YIOIIETO, MPUTOTOBJIEHHOTO C UCIOJb30BaHueM a’spocuiia A-380. CnenyeTr oTme-
TUTb, YTO BCE 3TU COPOEHTHI 00J1aAa0T BBICOKOH y1€JIbHOM MOBEPXHOCTHIO, KOTOpas
CBSI3aHAa C TOBEPXHOCTHIO MCXOJHBIX YIIEPOIHBIX HAHOTPYOOK. OYEeBHIHO, YTO
COpPOIIMOHHBIE CBOMCTBA ATUX COPOECHTOB 3aBUCT OT MPUCYTCTBUSI TUAPODOOHBIX U
rUAPOPUIBHBIX YYaCTKOB, KOTOPBIE PACIIOJIOKEHBI HAa YTIIEPOIHBIX HAHOTPYOKAX U
KPEMHE3EMHOM MaTpuIle COOTBETCTBEHHO. Hammyuium copOeHTOM U3 3TOU FpyIIIbl
sBisieTcss komno3ut Ha ocHoBe MYHT Bayer, monyueHHbIN mociie JOMOJHUTEIb-
HOT0 MOIU(UIIUPOBAHUS MUPOYTIAEPOAOM U COACPKAIINN HAaNOOIbIlIee KOJTMUYECTBO

yraepoja.
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Ko BTOpOi#i Tpynme copOEHTOB OTHOCATCS KPEMHE3EMBI, TOBEPXHOCTh KOTO-
PBIX MOAU(PHUITUPOBAHA MHOTOCIIOMHBIMY YTJIEPOHBIMUA HAaHOTpyOKaMu. Takue ma-
TepUaJibl MOKHO Ha3BaTh MOBEPXHOCTHO-CIOWHBIMU HAHOYTJIEPOIHO-KPEMHE3EM-
HBIMU COpOEHTaMU. DTU COPOCHTHI UMEIOT CYIIIECTBEHHO MEHBIIIEE COJIEPHKAHUE YT-
Jepoja, o CPaBHEHUIO ¢ COpOeHTaMu nepBoi rpymnmbl. OAHAKO, YTIAEpOIHbIE HAHO-
TpYOKH, B 3TUX COPOEHTAX, PACIIONIOKEHBI TAKUM 00pa3oM, 4TO OHU, OYEBUIHO, 0O-
Jiee TOCTYIHBI JJisl B3aUMOJIEHCTBUS ¢ aHAIMTaAMU, YTO B UTOTE OTpa)xkaercs Ha 0o-
Jiee BBICOKMX 00beMax yaepkuBaHus. OTMETUM, UTO COPOSHTHI U3 ATOU IPYIIIHI MO
o0beMy yaep>kuBaHUsl OyTaHONa-1 CyIIECTBEHHO MPEBOCXOASAT COPOEHTHI U3 Iep-
BoM rpynibl. Ciaeayer NOAYEPKHYTh TaK )K€, YTO ITU K€ COPOEHTHI MO COPOIIUOH-
HBIM CBOMCTBaM 3HAYUTEIBHO MPEBOCXOIAT MIPOMBIIIICHHBIA UMIIOPTHBIA COPOEHT
Carbopack X, koTopbIii IUPOKO UCIOIB3YETCS I KOHIICHTPUPOBAHUS aHAJINTOB

U3 ra3oBoM (asbl.

K Tpetbeli rpynie cOpOEHTOB OTHOCATCS MaKpOIIOPHUCThIE COPOEHTHI Ha OC-
HOBE MOpoxpoma-3. DTH COpOCHTHI 00JIaAI0T MAIOW YIETILHON MMOBEPXHOCTHIO, OJ1-
HAKO, KpYIIHbIE IOPBI M HEOOJIbIIasi IOBEPXHOCTh 00ECIEYNBAIOT BO3MOKHOCTD TEP-
MoziecopOIMK (peHOsa, KOTOPBIM SIBISIETCS OAHUM U3 PAaCIpOCTPAHEHHBIM 3arpsis-
HUTEJEM OKpY>Karolen cpeibl. s ynydeHus: CopOLMOHHBIX CBOMCTB MOPOXpoMa
€ro MOBEPXHOCTh MoAubUIMpoBau yriepoaoM. Hanbonbmmii 3¢ ekt Hadmro-
JTAJICs TIPH UCTIOJIb30BAHUU METOAMKHY BKITIOUAIOIIEH B C€0s1 CUHTE3 BaIUHOKCHTHBIX
cl0eB (KaTAIMTUYECKH aKTUBHBIX LIEHTPOB) C MOCIEAYIOIIMM HAHECEHHEM Ha €ro
MOBEPXHOCTH yriieposa. Ha OCHOBE JaHHBIX CKaHUPYIOLIECH-3JIEKTPOHHOU MHUKPO-
CKOIMM MOKHO IPEANOJIOAKUTH, YTO HA MOBEPXHOCTU MPUCYTCTBYIOT YIJIIEPOIHbBIC

HAaHOTPYOKHU.

Takum 00pazom, Ha OCHOBE NMPOBEACHHBIX HCCIEAOBAHUN, MOXKHO CENaTh
BBIBO/I, YTO MUHEPAJIbHO-YTJIEPOHbIE COPOCHTHI, COIEpKAILME YTIEPOAHbIE HAHO-
TpyOKH SIBIISAIOTCS ((PEKTUBHBIMU MaTepuagaMu JJIsi KOHLIEHTPUPOBAHUSI TOKCH-

KAaHTOB U3 ra30Boi (a3bl.
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OcHOBHBIE pe3yJabTATHI PA0OThI

1. Pa3pabGoTaHa HOBasi METOJMKA CHHTE3a KOMITO3UIIMOHHBIX COPOCHTOB, TIPE/I-
HA3HAYEHHBIX IS yJIABJIMBAHUS TOKCUKAHTOB IPHU aHAJM3€ T'a30BBIX CPE/,
OCHOBaHHAsI Ha MOJIU(DUIIMPOBAHWUN TTOBEPXHOCTH KpeMHe3ema (a’pocuiio-
ressi-800, aspocuiorens-900, KpyITHOIIOPUCTOTO CUITUKATeIIs) yTiAepOTHBIMHU

HAaHOTPyOKaMHU.

2. HccnemoBaHO BIUSIHUE TPUPO/IBI KPEMHE3EMHON MaTpPHUIIbl HA COPOIMOHHBIE
CBOMCTBAa KOMITIO3UIIMOHHBIX COPOCHTOB B IMPOIIECCE KOHIEHTPALMU aHAJIH-
TOB. YCTaHOBJIEHO, YTO HAWJIYYIIMMH COPOLMOHHBIMU XapaKTEPUCTUKAMHU
oOnasaeT copOEHT, coAep KAl MPUBUTHIE YIIIEPOIHbIE HAHOTPYOKH, MOITY-
YEHHBII Ha OCHOBE a3pPOCUJIOTEIISI, IPUTOTOBIEHHOTO MTyTEM THIPOTEpPMAaib-

HOI1 00pabdoTku pu T=900°C.

3. Pazpaborana HOBasi METOIMKA TOJyYE€HUsI COPOCHTOB ISl YJIaBIMBAHUS TOK-
CUKAHTOB IIPY aHAJIM3€ Ta30BbIX CPEJl, OCHOBAHHAs HA 3aKPEIICHUH YTJIEPOI-
HBIX HaHOTPYOOK B KPEMHE3E€MHOUN MaTpHIIe, MOTYYEHHOUN 30JIb-Telh METO-
JIOM C TIOCJEAYIOIIUM MOIU(PUITMPOBAHUEM MOBEPXHOCTH MOJYYEHHBIX KOM-

HO3UTOB MUPOYTIEPOIOM;

4. TlonyuyeH >¢G(}eKTUBHBIN COPOCHT MyTeM MOAUGDUIIMPOBAHUS MOBEPXHOCTH
MopoXpoma-3 OKCUXJIOPUIOM BaHAAUS, C TOCICAYIOIINM MHUPOIU30M IPO-
MapTUJIOBBIM CITUPTOM, TIPETHA3HAYCHHBIN I yJIaBIIMBaHUSA (EHOJIA U3 Ta-

30BOH (ha3bl.

5. CuHTe3upOBaHHBIE MUHEPATHLHO-YTIEPOAHbIE COPOCHTHI OXapaKTHUPU30BAHBI
CKaHHUPYIOIIEH AJEKTPOHHONM MHKPOCKOINHEH, TepMOrpaBUMETpUEH U cOpO-
IUOHHBIMHU METO/IaMHU. Y CTAHOBJICHO NMPUCYTCTBUE YIIIEPOIHBIX HAHOTPYOOK

pa3nTuYHON MOP(OIOTHH BO BCEX CHHTE3MPOBAHHBIX KOMIO3UIITMOHHBIX COP-
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oentax. [Ipu aTom, Haubomnee 3¢pexTrBHBIE COPOCHTHI, IO TaHHBIM XpOMa-
TOorpa)uyecKoro Mcciae0BaHus, CoAEpKaT OIM3KUE M0 pa3MepaM yriiepoJ-

HBbIC HAHOTPYOKH, YTO OTYETIIMBO BHIHO HA MUKPOGOTOrpadusiX.
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