DenepajbHOE TOCYIaPCTBEHHOE 0K0IKeTHOE 00pa3oBaTe/ibHOE YUpeKIeHne
BbICIIETr0 00pa3oBaHus «PoCCHCKMA XUMHUKO-TEXHOJIOTHYECKUII YHUBEPCUTET
umenu /I.U. MenaeseeBa»

Ha nmpaBax pykonucu

=

bannoB Anexcanap I'eoprueBu4

CuHTte3 1 MOAU(PUKANNA HAHOBOJOKHUCTBIX YIJIEPOAHBIX
MATEePUAJIOB U TPaPUTONOA00HBIX MATEPUAIOB (PYHKIIHOHAIHHOTO

Ha3HaAa4YceHUuA

2.6.12. XumMuueckas TEXHOJIOTHS TOIUINBA U

BBICOKOOHCPICTUUCCKUX BCUICCTB

ABTOPE®EPAT
JUCCEPTALMY HA COUCKAHUE YYCHOU CTEIICHU

JAOKTOpPa XUMHUYCCKHX HAYK

Mocksa — 2022



Pabora BemonmHena B ®denaepalbHOM TOCYAApPCTBEHHOM  OIOPKETHOM  00pa30BaTEIIbHOM
YUpeXKACHUU Bbiciiero oopazoBanus «HoBocHOUpPCKHiA rocy1apcTBEHHBI TEXHUYECKUN YHUBEPCHUTETY,
r. HoBocubupck.

OdunmanbHBIE OMMOHCHTHI:

[Ipodeccop, mokTop ¢usnKo-maTeMaTHYeCKUX Hayk, OkoTpyd AJjekcanap BiaagumupoBudy,
denepalibHOE TOCYIAPCTBEHHOE OIOIKETHOE YUpekIeHHuEe HayKu HCTUTYT HEOpraHM4eCKOH XUMUU HM.
A.B. HukonaeBa Cubupckoro otaenenusi Poccuiickoit akanemun Hayk (MHX CO PAH), 3aBenyromuit
nabopaTopuei

[Ipodeccop, nokrop xumuyeckunx Hayk, JIbsauxoBa Tarbsana IlerpoBHa, denepanbHoe
roCyJJapCTBEHHOE OIOPKETHOE 00pa3oBaTelbHOE YYpEeXJIeHHE Bbicuiero oOpa3oBaHus «TamOoOBckuit
rocyaapcTBeHHbIN Texanueckuil yausepcuter» (PI'BOY BO «TT'TY»), mpodeccop.

Benymas opranuzanus AO «HUUrpadut», r. Mockaa.

3amura cocroutcs «12» mas 2022 roma B 11.00 Ha 3acegaHuM JUCCEPTALMOHHOIO COBETA
PXTY.2.6.02 ®enepanbHOro rocyJapCTBEHHOTO OIOIKETHOIO 00pa30BaATEIbHOTO YUPEXKIEHHUS BBICILIETO
obpazoBanus «Poccuiickuii XUMHKO-TeXHOJOTHUecKuil yauBepcuteT umenu J[.M. MenneneeBa» (125047,
r. MockBa, Muycckas 1., 9, aynutopus 443, kondepeHii-3ain).

C muccepranmeil MOKHO O3HAKOMHTHCS B OMOJIIMOTEKe M Ha caiiTe http:/muctr.ru denepanbHOTO
rOCy/IapCTBEHHOT'O OIOPKETHOTO 00pa30BaTEIIBHOTO YYPEXKICHUS BhICIIEro oOpa3oBaHms «Poccuiickwuii
XUMHKO-TEXHOJIOTHYeCKUM yHuBepcuteT uMenu .M. Menaeneesay.

ABtopedepart pazocinan «11» mapra 2022 rona.

VYyeHslil cekpeTapb
nuccepranonHoro copera PXTY.2.6.02
JOKTOP XUMUYECKUX HAYK

Ko3noBckuii Poman AHatonbeBUY


http://muctr.ru/

OBILIAA XAPAKTEPUCTHUKA PABOTHBI

AKTyaJIbHOCTH padoThl. Ha cerogHsAIHNI 1€Hb CUHTE3 HOBBIX YIJIEPOAHBIX MaTEPUAJIOB,
KOTOphIe ObI 00J1a/1a7T1 HAOOPOM OIPEIETIEHHBIX XapaKTePUCTHUK, MOJIE3HBIX I UX TPUMEHEHHUS,
MIpe/ICTaBIsieT cO0O0M KIII0YeBOE HaIpaBieHHEe B XUMUU U XUMHYECKOW TexHojoruu. Hampumep,
pa3BHUTas IMOPHUCTAas CTPYKTypa U DJIEKTPUYECKas MPOBOAUMOCTb ISl CYNEPKOHAECHCATOPOB;
BBICOKOE COJIepKaHHE TOBEPXHOCTHBIX (YHKIMOHANBHBIX TPYNI W yAeJdbHAas IUIOLIA/b
MOBEPXHOCTH ISl KaTaJdu3aTOPOB U COPOCHTOB; HU3KHUI YpPOBEHb NEe(HEKTHOCTH B COUYETAHUU CO
cnerupuYecKo XuMUEH NOBEPXHOCTH JUIsl MOJIMMEPHBIX KOMIIO3UTOB U T.1. OpHO U3
JUAMPYIOIINX MECT MO0 YIIOMUHAHUIO B HAYYHOM JTUTEPAType 3aHUMAIOT JIBa KJIacca YIJIEPOIHBIX
MaTepHaioB: HAHOBOJOKHUCTBIC YIIEpOAHbIe MaTepualbl (yriepojHbie HaHoBoJiokHa (YHB),
MHOTOCTeHHbIE yriepoanble HaHOTpyOku (MYHT), onHoCcTeHHBIE YIriiepoaHbIE HAHOTPYOKH) U
rpadgurtonoooHsie Marepuanbl (rpadguroBbie HaHomacTunku (I'HII), oxcun rpadura (OI),
BOCCTaHOBIIEHHBIN okcusl rpadurta (BOI') u npyrue). HecMoTps Ha 3HaYMTENbHOE KOJIMYECTBO
myOJIuKalui, TOCBAIICHHBIX JaHHBIM MaTepuangaM, HaumOoJee OCTPO BO3HHKAET BOIPOC
NPUMEHEHHS] pe3ylbTaTOB MHOTOYMCIEHHBIX HCCIEIOBAaHUM MJs MacIiTaOHOro IMPOU3BOACTBA
ATUX MAaTEepUaloOB TMOJ ONpeJcleHHble TpeOoBaHUs MOTpeOuTenel  (MPOMBILIIEHHBIX
npeanpusituil). B 3ToM ciayyae BO3HHMKAeT MHOXKECTBO MpOOJeM, CBA3aHHBIX C
MaciTabupOBaHUEM OIpPEACIEHHBIX METOJMK CHHTE3a M MOIU(pUKAINH, HEJO0CTaTOYHOCTHU
uH(popMauu 00 ONTUMAJIBHBIX TapaMETPax MPOLECCOB, YTO MEIIAET UX YCHEIIHOMY BHEAPEHHUIO
B IPOU3BOJCTBO. bBOJBIIMHCTBO MaHHBIX, ONYOJIMKOBAHHBIX B COBPEMEHHOW HAy4HOUH
JTUTEepaType, SBISIOTCS OTPBIBOYHBIMU, TPeOyIOT 0000IIeHHs U JeTalnbHOW mpopaboTku. B
OOJIBIIMHCTBE CBOEM, OTCYTCTBYET peajibHas MH(OpMaIHs 0 mapaMeTpax MpOLECCOB CUHTE3a U
MOAU(HUKAIMK HAHOBOJIOKHHUCTBIX YIJIEPOAHBIX MaTepHaloB U IpadUTONOJOOHBIX MaTepHaloB,
XOTsl MPOU3BOAUTEIN CTApalOTCs MOCTENEHHO HapaluBaTh 00beM UX mpou3BoiacTBa. CiemyeT
BBIJICIUTH CJIEAYIOIINE OCHOBHbIE KOMIIAHUU, KOTOPbIE MPOU3BOJAT Takyto mpoaykuuto: OCSIAL
(OTHOCTEHHBIE YTIIEpOJAHbIE HAHOTPYOKM M MPOAYKTHI Ha UX OCHOBE); Zeon Co. (OAHOCTCHHBIC
yraepoaHbie HaHOTPYOku); Arkema (MHOTOCTEHHBIE YriiepojHble HaHOTpYOkm); Carbonics
(omHOCTEHHBIE YyriiepojHble HAaHOTPYOKkW); Sigma Aldrich (oxcun rpadena); Thomas Swan
(rpadenoBbie HaHomutacTuHkH); XG Sciences (rpadeHOBblE HAHOIUJIACTUHKU U TpadUTOBbIE
HaHomacTuHkN); First Graphene (rpageHoBbIe HAHOMIIACTUHKH) U MHOTHUE JIPYTHE.

B 3T0li CBSI3M HECOMHEHHOI AKTYaJbHOCTHIO 00JIaJaI0T MCCJAEAOBAHUSA, HAIIPABICHHbIE
Ha co3JaHWe BBICOKOD((MEKTHUBHBIX HAHOBOJOKHUCTBIX  YIJIEPOAHBIX  MaTepuajoB M|
rpaUTONOIOOHBIX  MaTEpUaOB, HCCIEJOBAaHUE OCHOBHBIX 3aKOHOMEPHOCTEH «CHUHTE3-
CBOWCTBa» € I1ENbl0 (OPMUPOBAHUS OINPEAETCHHBIX TEKCTYPHBIX, MOP(}OIOTUYECKUX,
CTPYKTYPHBIX XapaKTEPUCTHK, Ne(HEeKTHOCTH, KAYECTBEHHOTO M KOJMYECTBEHHOTO COCTaBa
MOBEPXHOCTHBIX (DYHKIIMOHAIBHBIX TPYII U JOCTHKEHHUS MAKCUMAILHO BBICOKUX XapaKTEPUCTUK
B UX MPAKTUUECKUX MPUTIOKCHUSIX.

Takum 00pa3oM, OTKpBIBAETCS MPHHIMIIHAILHO HOBask BO3MOXXHOCTH YIPABIISIEMOTO
TIOJIYYCHUS TIEJIOTO Psiia YIIIEPOIHBIX HAaHOMATEPUATIOB I (PYHKIIMOHAIBHBIX MPHIOKCHHMA
(cynmepKoHI€HCAaTOpbl, Ta30BbI€ CEHCOPBI, HAMOJHUTENM MOJMMEPHBIX KOMIIO3UTOB). B cuiy
TOrO, 4YTO TIOJy4€HHE VYIJEPOJHBIX MaTepuajoB IMOKa peanu3yercss B MUIOTHOM WU
nabopatopHoM MacmiTade, TO 3amada pa3paboTKM TEXHOJIOTMYECKMX OCHOB HX CHHTE3a U
MoaudUKauu  SABIAETCA KpailHe aKTyaJdbHOM M TpeOyeT pemeHus s CKOpeHIIero
MacHITaOMpPOBaHUS UX MPOU3BOJICTBA.



Crenenb pa3padoTAHHOCTH TeMbI

B Hacrosimiee Bpemsi OOJBIIMHCTBO HOBBIX YIJIEPOAHBIX HAHOMATEpUAIOB H3Y4YEHBI
netanbHo M cucreMarndecku. C Hawama 1990-x romoB BenyTcss paboThl MO IMOJYYEHHIO
HaHOBOJIOKHUCTBIX YIiiepoaHbix MarepuanoB. C Hadana 2000-X rog0B NpOBOJSATCS UCCIIEIOBAHUS
0 UX INPUMEHEHHIO B IIOJUMEpPHBIX KOMIIO3UTaX M CyNepKoHJeHcaropax. I[padeH u
rpadeHono100HpIe MaTepuaibl Hayanu uccinenoars B Hauvane 2000-x rr. I'papurononoOHble
MaTepuanbl (OKcuj rpagura, BOCCTAHOBIEHHBIH OKCHJA rpaduTa) M3BecTHbl HaunHas ¢ 1980-x
IT., HO MHTEHCUBHbIE MX HCCIEJOBAaHUS HAYaJHCh IOCIIE MOBBILIEHHUS MHTEpeca K rpadeHy B
2000-2010-x rr., BKJIIOYAs TECTUPOBAHHWE HOBBIX MPHUIOKEHUM B Ta30BbIX CEHCOpax W JJIs
COpOLIMOHHBIX OpuiioKeHHH. OJHAKO, CHUCTEMHbIE HCCIEAOBAHMS HW3MEHEHMs (DU3UKO-
XUMHYECKHX CBOMCTB HAHOBOJOKHHUCTBIX YIJIEPOJHBIX MATE€pUATIOB M TIpadUTONOTO0OHBIX
MaTEpPHAIIOB C TOYKHU 3PEHUS B3aMMOCBS3M «CHHTE3-CBOMCTBA-XapAKTEPUCTUKMNY, CBSI3BIBAIOIINE
UX CBOMCTBA C XapaKTEPUCTUKAMU I'OTOBBIX IIPUIJIOKEHH, HE TIPOBOAMIINCE.

CTouT OTMETUTh, UTO MOHUMAaHNE 3aKOHOMEPHOCTEN U3MEHEHHSI CTPYKTYpbl, MOP(POJIOTUU
U TEKCTYpHBIX XapaKTePUCTUK YIJIEPOJHBIX HAHOMATepHUajioB HEOOXOIUMO Uil  HX
npakTUyecKoro npumMeHeHus. C HaydyHOM TOUKH 3pEHUsI OCOOCHHO BaXKHBIM SIBIISIETCS BHISICHEHHE
polu  cuHTe3a U MOAU(UKAIMM  HAHOBOJOKHHCTBIX  YIJIEPOAHBIX  MaTepuajoB U
rpaguTonoioOHBIX ~ MaTepuaioB B (QOPMHUPOBAHUM  XApPAKTEPUCTHK  (DYHKIHMOHAIBHBIX
IIPWIOKEHUI: TOJUMEPHBIE KOMIIO3MIIMOHHBIE MAaTepUajbl, CYNEPKOHJEHCATOPbl U Ta30BbIE
CEHCOPBI.

Pa6ora BeimonHena B HoBocOMpPCKOM rocy1apcTBEHHOM TEXHUYECKOM YHUBEPCUTETE.

Hear paGorsl 3akiaiovyanach B YCTaHOBJICHMM OOLIMX 3aKOHOMEPHOCTEH U psna
3aBHCHMOCTEN BIUSHUS CHHTE3a U MOJM(UKALNN HAHOBOJOKHUCTBIX YIJIEPOJIHBIX MaTEpHUaIoOB
(yriepoJiHple HaHOBOJIOKHA, MHOTOCTEHHBIE YIJIEPOJHBIE HAHOTPYOKH) U TpaduTOnOJ00HBIX
MaTepuanoB (Okcua rpadurta, BOCCTAHOBIEHHBIN OKCHA rpaduTa, TEpMOpPACIIMPEHHBIN rpadur,
rpaduTOBbIC HAHOIUIACTUHKH) Ha CTPYKTYPY, MOP(OJIOTUIO, XUMUYECKHI COCTaB, TEKCTypHBIE
XapaKTEpUCTUKH, A TAKXKE XAPAKTEPUCTUKH MaTEpPUAIOB B IEPCHEKTUBHBIX IPUIOKEHUAX
(3MOKCHTHBIE KOMITO3UTHI, CYIIEPKOH/IEHCATOPbI, Ta30BbIE€ CEHCOPHI).

3agaum padoThI:

¢ OnpenenuTh BIUSHUE BHICOKOAPHEPIETUYECKOTO U3MEIbUCHHUS U TEPMUYECKOW 00pabOTKH
YIJIEpOIHBIX HAaHOBOJIOKOH Ha MX (PU3MKO-XUMHUECKHUE XapaKTEPUCTUKHU M DIEKTPOPU3NIECKHUE
CBOICTBA MOKCUIHBIX KOMITO3UTOB;

ePa3paboTaTh yTOYHEHHBIE COOTHOUICHMS [UIsI pacuera 3JIeKTPO(U3UYECKUX CBOUCTB
ATMOKCUJHBIX KOMIIO3UTOB Ha 0a3e HaHOBOJOKHHCTOTO YIJIEPOJHOTO Marepuajga B IIMPOKOM
Juana3zoHe KOHIIEHTpAlUui HallOJTHUTES;

e YCTaHOBUTH BiIMsIHUE TepMuueckoil 00padotku MYHT Ha cBoiicTBa 31eKTpEeTHPOBAHHBIX
AMOKCHUIHBIX KOMITO3UIIMIA;

ePa3paborate MOAM(UUIMPOBAHHBIM METOJ CHHTE3a OKCHAa TpaduTa, IMO3BOJISIOMIUI
OTKa3aTbCs OT MCIIOJIB30BAaHUS BOJABI B CUCTEME M NPOAHAIM3UPOBATH POJIb IPEIBAPUTEIBHON
BbiepkKU rpaduta B cmecu NaNO;—H,SO,4, coOTHOIIEHUS B3SITHIX PEareéHTOB Ha MOPUCTOCTD,
CTETEHb OKHCIEHHOCTH, CO/IepKaHue (PyHKIIMOHABHBIX TPYIIIT;

ePa3paboTaTh perpecCHOHHBIC YpaBHEHHUS  «IapaMeTphl CHHTE3a — CBOWCTBay,
CBSI3BIBAIOIIME [apaMeTphl TIOJIyYeHUS BOCCTAHOBJIEHHOTO OKcHjaa rpaduta U €ro
XapaKTepUCTUKHU (BbIXOJ, HACHIMHAS MIIOTHOCTD, yJIeIbHAs €MKOCTh);

¢ YCTaHOBHUTh BIUSHUE KOHIIGHTPALIUM PACTBOPOB Aa30THOM KHUCIOTHI Ha (DU3HKO-
XUMHUYECKHE XapaKTePUCTUKH TpaUTOBBIX HAHOIJIACTUHOK M WX YAEIbHYIO €MKOCTh B
CyTNepKOHACHCATOpaXx;



e Onpenenuth onTuManbHble mapameTpbl cuHTe3a MYHT nenocpenctBenno nHa Si/SiO,
MOJAJIOKKE Il  00ecreyeHus: MaKCHUMallbHO BBICOKMX XapaKTEPUCTUK Ta30BbIX CEHCOPOB
aMMuaka, paboTarouX Mpu KOMHATHON TEMIIEPaType;

e I3yunTh 3aKOHOMEPHOCTH U3MEHEHHS XapaKTEPUCTUK ra30BbIX CEHCOPOB aMMHaKa Ha
06aze MVYHT, o0OpaboTaHHBIX B KHUCIOPOJHOM IIJJa3Me€ C TMOCJEAYIONeH TIa3MEHHOU
conojuMepu3anuei ManennoBoro anruapuaa u C,Hy;

ePa3zpaboTaTh ra3oBbIi CEHCOp ISl OMpeleeHUs aMMHaka Ha 0a3e okcuaa rpadura u
ONpEAENIUTh B3aUMOCBS3b MEXJY €ro CEHCOPHBIMU XapaKTEPUCTUKAMH M OTHOCUTEIbHOU
BJIQ)KHOCTBIO BO3/1yXa.

Hay4yHast HOBM3HA padoThI 3aKJII0YaeTCs B CJe1YIOLIeM:

® YCTaHOBJIEHBI 3aBUCHMOCTH 3JIEKTPOINPOBOAHOCTU U JIUANEKTPUUECKOM MPOHUIIAEMOCTH
SMOKCUAHBIX KOMIIO3UTOB OT YacCTOThI IIEPEMEHHOrO IOJi B JUAala3OHE 0,1-10° TI'm, pu
N00aBIEHUH IUPOKOro Habopa YriIepoJHbIX HAHOBOJOKHUCTBIX HAIOIHUTENEH, OTIIMYAOIINXCS
Pa3IMYHBIMU CTPYKTYPHBIMHU, TOBEPXHOCTHBIMHU M TEKCTYPHBIMHU XapaKTEPUCTHKAMH;

elI3ydyeHbl OCOOEHHOCTM H3MEHEHHS CTPYKTYphl, MOP(OJIOTHUH, XMUMHYECKOIO COCTaBa,
TEKCTYPHBIX XapaKTepUCTHK, JE(PEKTHOCTH TIpadUTOBBIX HAHOIUIACTUHOK, MOJYYEHHBIX
JTUCTIEPTUPOBAHUEM HCKYCCTBEHHOTO TpaduTra B OPraHUYECKUX PACTBOPHUTENAX PA3THUHOM
MOJISIPHOCTH;

e BriepBbie NOJIy4€H psAJl PErPECCUOHHBIX YPAaBHEHUI, ONMUCHIBAIOUINX BIMSHUE MTapaMETPOB
MOJIyYE€HHsI BOCCTAHOBJIEHHOTO OKCHJA rpaduTra METOJIOM MPOrpaMMHUPYEMOro HarpeBa OKCUAa
rpadura mpu cpaBHUTENBHO HM3KUX Temmeparypax (250-350°C) Ha HACHIIHYIO IJIOTHOCTH,
BBIXOJl, CTPYKTYpPHbIE U TEKCTypHbIE XapaKTepUCTUKH, a TaKXKe YIEIbHYI0 €MKOCTh
CYINEPKOHICHCATOPOB;

eBriepBble MOKa3aHa NPUHLMIIHMAIBHAS BO3MOXKHOCTb IOJIYYEHHUS YETBIPEX pPa3IUUYHbIX
BUJIOB OKCHIOB Tpadura B TpOIECCe CHUHTE3a MO MOAU(PUIMPOBAHHOMY METONYy Xammepca
(Hummers) c¢ otnHomenusimu C:O (ar., no panasiM P®IC) 0,52-2,33 u Ttemmneparypamu
BoccTaHoBIeHHs 154—188°C TOJIBKO 3a CUET MCIOJIb30BaHUS PA3IMYHBIX IPOJIOJKUTEIBHOCTEN
CUHTE3a;

eBriepBrie METOJOM COBMECTHOW IUTA3MEHHOM O0Opa0OTKHM TIONYYECHBI  YIIIEPOIHBIE
MaTepualibl THUIA <«SIIPO-000JI0UKa» JJs OIpelejeHus aMMuaka B BO3JYUIHOH cpene,
o0mnaaronire KCTPEMaIbHO BBICOKMM OTKIUKOM (22,5%, 27,9% u 31,4% no orHomenuto k 100
ppm, 250 ppm u 500 ppm NH;, COOTBETCTBEHHO).

IIpakTnuyeckasi 3Ha4MMoOCTh padoThl. Ha OCHOBE NpPOBENEHHBIX 3KCIEPUMEHTAIBHBIX
UCCJIeIOBAaHUM 10 MOJYYEHUI0 KOMIIO3UTOB 3MOKCH]IHAS CMOJIa/HAaHOBOJOKHUCTBIE YIJIEPOIHbIE
MaTepHalibl MPEUI0KEHbl HOBbIE MOAXOAbl K MOJIU(MUKAIMN YIIEPOAHBIX HAHOMATEPHUIIOB IS
M3MEHEHHS YaCTOTHBIX 3aBUCUMOCTEH 3IeKTPO(PU3NIECKIX CBOMCTB MPUMEHUTENBHO K 001aCTIM
SKpPaHUPOBAHUS 3JIEKTPOMArHUTHOTO W3JIYYEHUS U 3aIUTHI OT JIEKTPOCTATHYECKOro paspsja.
Pa3paGotanbl perpeccCMOHHBIE 3aBUCMMOCTH «IapaMeTpbl CHHTE3a—CBOICTBa» TEPMHUYECKHU
BOCCTaHOBJIEHHBIX Tpa(UTOBBIX MaTepUaOB, MOJYYEHHbIX M3 okcuna rpaduta. [lpemioxeHa
MonuduKanus Merona XaMmmepca, MO3BOJSIONIAs MOJIydaTh OKCHABI rpadurta ¢ OOJBIINM
colepkanueM (pyHKuMoOHaIbHBIX Tpymm. [lpemnoxken cmnoco0 MiIa3MeHHOM MoaubUKaUK
YTIEPOJHBIX HAHOMATEPHUATIOB Ui YBEJIWYEHUS COPOLMOHHBIX XapaKTepUCTUK M CO3JaHUS
BBICOKOUYBCTBUTENIBHBIX Ta30BbIX CEHCOPOB aMMHuaka, padoTalIUX MpU KOMHATHOM
temnepatype. Ilo pesynbratam pa®oThl ObLIH CHOPMYIHUPOBAHBI PEKOMEHIAIMH K TEXHOJIOTHH
MOJIYYCHUS YTJIEPOJHBIX HAHOBOJOKHHUCTBIX YIJIEPOAHBIX MaTepuagoB U TpadUTONOT0O0HBIX
MaTepHUaIoB (G YHKIMOHAIBHOTO Ha3HAYeHUs JUISE MOJINMEPHBIX KOMITO3UTOB,
CYNEPKOHAECHCATOPOB U ra30BbIX CEHCOPOB.



Hay4Hble 1m0J10:keHNsl, BBIHOCHUMbIE HA 3aIUTY:

©3aBUCHUMOCTU DJICKTPOMPOBOJAHOCTA M AUICKTPUUYECKON MPOHUIIAEMOCTH SIOKCHIHBIX
KOMIIO3UTOB OT YacTOThl IIEPEMEHHOIO MOJsA B JWana3oHe 0,1—106 I'm npu nobaBnenuun
HIMPOKOTO Habopa yriaepoaHbIX HAHOBOJOKHUCTBIX HAMOJIHUTENCH, OTIIMYAIOIIUXCS PA3TUYHBIMU
CTPYKTYPHBIMU, TOBEPXHOCTHBIMU U TEKCTYPHBIMU XapaKT€PUCTUKAMU;

e[lonyyeH psx pPErpecCUOHHBIX YPaBHEHUM, OMUCHIBAIOIIUX BJIUSHUE MapaMeTpPOB
MOJIyYEHHUs BOCCTAHOBJIEHHOTO OKCHa rpadura METOJAOM IMPOrpaMMUPYEMOTO HarpeBa OKCHJIa
rpadguTa MpU CPaBHUTEIBHO HU3KHUX Temmeparypax (250-350°C) Ha HACBIMHYIO IIJIOTHOCTD,
BBIXOJl, CTPYKTYpHbIE M TEKCTYpHbIE XapaKTepUCTUKH, a TaKXKe YACIbHYI0 €MKOCTh
CYNEPKOHIEHCATOPOB;

ellpu wucCHOAB30BaHUHM MOJIUM(DPUIMPOBAHHOIO MeETOAAa XamMMmepca IIOKa3aHO Hayayo
oOpaszoBaHus OKcHJIa TpaduTa B JUana3oHe BpemeHu cuare3a 10—60 MuH;

e[loka3ana mNpUHUUNHAIBHAS BO3MOXXHOCTh TOJYYEHHS YETHIPEX pAa3JIMYHBbIX BUIOB
OKCHUJOB TpaduTa B TMpoIECCe CHHTE3a MO0 MOIUDHUIIMPOBAHHOMY METONy XaMmMmepca ¢
otHoeHusmu C:0 (at., mo nanaeiM POIC) 0,52-2,33 u TemnepaTrypaMu BOCCTAaHOBJICHUs 154—
188°C ToJIbKO 32 CYET UCIIOJIB30BAHUS PA3JIMYHBIX NPOJOJIKUTEIbHOCTEN;

e[lonmyueHbl aKTUBHBIE YIIEPOJHBICE MAaTEPUAIBl «SIAPO-000JI0UKA» I OMpeneTIeCHUs
aMMHaka B ra3oBoil ¢aze, oOjagarone SKCTPEMaIbHO BBICOKUM OTKIUKOM (22,5%, 27,9% un
31,4% 1o otnomenuto k 100 ppm, 250 ppm u 500 ppm NH3, cOOTBETCTBEHHO).

MeT010/10THSI 1 METOABI HCCJIEIOBAHUS

HaHOBOJOKHHUCTBIE YTIEpOAHBIE MATEpUANIbl MOJYyYadd KaTAIUTUYECKUM MHUPOIU30M
Metana. KommosuinmoHHble MaTepuaiabl Ha 0aze »smnokcugHoro osmromepa DER-331 u
HAHOBOJIOKHUCTBIX YTJIEPOJHBIX MaT€pPHAIOB OBLIM MOJYYEHBI C TTOMOIIBIO PA3JIMYHBIX METOJIOB
0€3 pacTBOPUTEIISA U C €0 UCIOJIb30BaHUEM. DIEKTPOPU3NYECKHE CBOWCTBA KOMIIO3UTOB Ha 0aze
YIJIEPOJIHBIX MAaTE€pPUANIOB OMNPEICISIA HA MEPEMEHHOM TOKE (0,1-10° T). Oxcup rpaduta
MOJTy4aiu ¢ TOMOIIIbI0 MoauduipoBanHoro Meroga Xammepca (Hummers). BoccranoBnenue
OKCHJIOB rpaduTa MPOU3BOIUIOCH C TTIOMOIIBIO MMPOTPpaMMHUPYEMOTo Harpesa. J{s ucciaenoBanus
BOCCTAHOBJICHUSI OKCHJIOB TpaduTa WUCHOIB30BAJCA METOJ[ HAMPABIECHHOTO IUIAHUPOBAHMUS
sKkcriepuMeHTa.  ['paduToBblE  HAHOIMJIACTHHKU  OBUIM  TIOJYYEHBI  YIBTPa3BYKOBBIM
JTUCTIEPTUPOBAHUEM BOCCTAHOBJICHHBIX OKCHIOB rpaduTta. ['paduToBBIE HAHOTUTACTUHKH, OKCHJIBI
rpaduta ¥ BOCCTAaHOBIIEHHBIE OKCHJBI rpaduTa TECTHPOBAIN B cynepkoHaeHcaropax (B H,SO4
anekTponute). Okcuabpl rpaduTa U HAHOBOJOKHHUCTHIE YIIIEPOJHBIC MaTepHUaIbl MCIIOIb30BAIN
JUTsl HAHECEHMsI aKTUBHBIX MaTepuanioB Ha Si/Si0, MOUIOKKH JJisi Ta30BBIX CEHCOPOB aMMUaKa,
paboTaronux MpU KOMHATHOM TeMIiepaType C pa3iudHON BiIaXHOCThIO Bo3ayxa (10-90%).
CtpykTypy 1 MOPGOJIOTHIO YTIASPOIHBIX MATEPUATIOB UCCIIEIOBAIIM METOJJaMHU TTPOCBEUNBAIOIICH
U pacTpOBOM 3JIEKTPOHHOW MUKpockonuu. CTeneHb AePEeKTHOCTH YIJIEPOJHBIX MaTepuajoB
OLICHUBAJIM C T[OMOIIbIO CHEKTPOCKONHUHM KOMOMHAIMOHHOro paccessHusi cBera (KP-
cnekTpockonuu). TepmorpaBumeTpus U AudepeHIralbHAsS CKAaHUPYIOMAs KaJTOPUMETPUS
WCTIONB30BAIUCh  JUIST  HM3YYCHHS  TEPMHYECKOTO  TIOBEACHUS  OKCHUIOB  Tpadwura,
TEPMOPACIIMPEHHBIX TpadUTOB B HMHEPTHOW M OKHUCIUTEIBRHOW cpelae. AHaIW3 Ta3os,
BBIJICIISIFOIIUXCS TIPYU HArpeBe OKCUIOB rpaduTa, MPOBOIUIHN C MTOMOIIBI0 MACC-CIIEKTPOMETPHH.
KauecTBeHHBIII W KOJIWYECTBEHHBI COCTaB (YHKIMOHAIBHBIX TPYII B OKCUIaX rpaduta
OTIPENICTISIIIN C TMOMOIIBI0 PEHTTeHO(OTOIICKTPOHHON CIEKTPOCKOMMH, TUTPOBAHUS 110 METOIY
boama (Boehm) u undpakpacuoii cnexrpockonuu (MK-crnekrpockonun).

JloCTOBEPHOCTh HAYYHBIX TMOJIOKEHMIl W BBIBOIOB, CPOPMYIHPOBAHHBIX B paboTe,
o0ecreunBaeTCsl HCIOIb30BaHUEM KOMIUICKCA COBPEMEHHBIX (DU3UKO-XUMUUYECKHUX METOJ/IOB
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WCCIIEOBAaHUA: IPOCBEYMBAIOIIEH M PacTpOBOM 3JIeKTpOHHOM Mukpockonuu, MK- u KP-
CHEKTPOCKOIINHU, Macc-CIeKTpoMeTpur, AuddepeHnanbHON CKaHUPYIOIIEeH KallopuMETpHH,
TEPMOTPaBUMETPUH, PEHTIeHO(OTOIIEKTPOHHOMN CHEKTPOCKOIHH, aTOMHO-CUJIOBOM
MUKpocKonuH. [IoMUMO 3TOro, AOCTOBEPHOCTh JaHHBIX, IOJIYYEHHBIX B paOOTeE, MOATBEPKIAETCS
a/ICKBaTHOCTBIO CO3/IaHHBIX PErPECCUOHHBIX MOJIEIICH.

AnpoOanusi padorsl. [IpakTuyeckue pe3ynbTaThl U OCHOBHBIE HAyUYHBIE MOJIOKECHUS
paboTel ObUIM OOCYKIEHBI M NPEJCTABICHBbl HA CIEAYIOIUX KOH(MEPEHIUAX: MEXIyHapOoaHas
koH(pepernmus 8-if popym crpaternueckux texunosoruit IFOST-2013 (Ynan-batop, MoHnromnus,
2013), 4-as Bcepoccuiickass KOHGEPEHIU C MEKIYHAPOIHBIM y4acTHeM «AKTyalbHbIE BOIIPOCHI
XUMUYECKON TEXHOJIOTHUU U 3alllUTHI OKpYykatome cpeasl» (Uebokcapsl, 2014), MexayHapoHas
koH(pepeHniss EMRS Spring Meeting 2016 (Jlwins, ®panuus, 2016), mexayHapoaHas
koH(pepernmus 39 International Spring Seminar on Electronics Technology ISSE-2016 (ITnb3ens,
UYexus, 2016), mexaynaponnas koHdepenius High-Tech in Chemical Engineering — 2016
(MockBa, 2016), mexnaynapoanas Poccuiicko-Ka3zaxcranckass HaydHO-IpakTHYeCKasl IIKOJa-
koH(pepernmus (Anmatel, Kazaxcran, 2016-2021 rr.), MexxayHapoHas koHbepenus 11-i dopym
ctparerndeckux texaonoruit [IFOST-2016 (HoBocubupck, 2016), mexxayHapoaHast KOHPEpEHIIHS
«Catalysis: from science to industry» (Tomck, 2016), MexayHaponHas KoH(epeHUUs
«Komno3ur-2016»  (Ourenbc, 2016), wmexnyHapomgHas koHpepeHuus 12-i1 dopym
ctparernueckux TtexHomoruid IFOST-2017 (Ynwcan, FOxuas Kopes, 2017), mexnyHapoaHas
koH(pepeHus «Texnomorust opranumdeckux BemecTB» (Mwunck, benopyccus, 2017),
MeXayHapoHas KoHpepeHus «Xumus u xumudeckas texnosorus B XXI Bexke» (Tomck, 2017),
mexayHapoaHas koHpepennus 2nd Journal of Thermal Analysis and Calorimetry Conference
(2nd JTACC+V4 2019) (bymanemr, Benrpus, 2019), poccuiickas koHpepenuus «I'paden:
Mouiekyna u 2D-kpuctanm» (HoBocubupck, 2019).

JInunblii BKJIQA aBTOpa 3aKiloyaeTcss B BbIOOpe U (OPMHUPOBAHWMU HaAINpPaBJICHUS
UCCIIeIOBaHUsI, pa3palOTKE HSKCHEPUMEHTAIbHBIX METOJUK, MOIYYSHHH W WHTEPIpETaluu
AKCIIEPUMEHTAIBHBIX JaHHBIX, (DOPMYIHMPOBAHUN OCHOBHBIX BBIBOJIOB U PE3YyJbTAaTOB PabOT IO
TeMe AKrccepTaluu.

IMyoaukanuun. [To Teme auccepTanuu HEMOCPEICTBEHHO OnMyOiIMKoBaHO 46 paboT, B TOM
guciie 26 crateil B pelieH3UPyeMbIX JKypHAJaX, U3 KOTOPhIX 23 BXOJAT B MEXIYHAPOAHYIO 0a3y
LUTHPOBaHUs Scopus M 3 B XKypHasax, pekoMeHIoBaHHbIX BAK; 4 nmarenta P®. Pe3ynbprarsl
paboThI 10JI0’KEHBI Ha 8 KOH(epeHIUAX 3a MOCIeAHNE 5 JIET, B TOM Yucie 6 MEXIyHapOIHbIX.

CtpykTypa M 00beM padoThl. /(uccepTaiysi COCTOUT U3 BBEJICHUS, 5 TJIaB, 3aKIIOUYCHUS U
cIucKa Iurepatrypsl u3 327 HauMmeHoBanuil. PaboTa nsznokena Ha 378 cTpaHUIIax, COACPKUT 72
Tabmuiel, 182 pucyHka.

OCHOBHOE COJEPKAHUE JJUCCEPTAIIMOHHOMN PABOThI

Bo BBegeHuM paccMOTpeHa aKTyaJbHOCTb HCCIEAOBAHUS, CAENAaHA MOCTAHOBKA LEIU H
3aJad UCCIEAOBaHUs, CQOPMYIMPOBAHBI HaydHas HOBHM3HAa M MPAKTUYECKas 3HAYUMOCTb
IIOJIyYEHHBIX PE3YJIbTATOB, IPOBEACHO OIIMCAHME OCHOBHBIX IIOJIOKEHUW, BBIHOCHUMBIX Ha
3aIMUTY, IPOBEACHA OLIEHKA JOCTOBEPHOCTH MOJYUYECHHBIX PE3YJIbTATOB.

B riaBe 1 nmpoaHaM3upOBaHbI OCHOBHBIE PA0OTHI, MTOCBSIICHHBIE CUHTE3Y H MOAM(DHUKAIIH
HAaHOBOJIOKHUCTBIX ~ YIJICPOJHBIX MAaTepHaloB, a Takxke TrpaduTonogoOHBIX MaTepHUaIoB
pasznu4Horo HazHayeHus. [IpoBeneH aHanu3 3aKkOHOMEpHOCTENH M3MEHEHUS (PU3UKO-XMMHUYECKHX
CBOICTB YIJIEpOJIHBIX MaTE€pPHAIOB B 3aBUCUMOCTHU OT IMapaMeTPOB UX CUHTE3a U MOJIU(DUKAIIIH.

B raaBe 2 onucaHbl OCHOBHBIE OOBEKTHI M METO/IbI HCCIIEIOBAHUM.



Cunmes HAHOGONOKHUCHIOZ0 Y21epo0a U CO30aAHUE INOKCUOHBIX KOMHOZUMOG.
HanoBosoknucteie yriepoansie Matepuansl (HYM), koTopsie nccnenoBaiuch B JaHHOU padore,
MOJIyYay KaTAIUTUYECKUM DPA3JI0KEHUEM METaHA B MHJIOTHOM PEAKTOPE C BUOPOOKHKEHHBIM
cioeM. beutn nmonyuenst HYM co ctpykTypoil «BinoxeHHbIX KoHycoB» (HBVY-1), «konona kapt»
(HBY-2), MYHT (HBY-3). OcHOBHBIE XapaKTEepUCTUKHA U TapamMeTphl cuHTe3a HYM mnokasaHsl
B Tabmuine 1. Tak ke B pabore wucmoiab3oBaiu kKommepueckue MYHT, mnpousBencHHBIC
komnanuei Shenzhen Nano-Tech Port Co.

Tabmuima 1 — MapkupoBka 06pa3iioB HYM

O6o3nauenue | Karamuzatop Cnoco6 cunate3a | Crocob CHUHTE3a (mm
MIPOUCXOXKCHUE)

HBV-1 90% Ni/ 10% Al,O3 Karanurnueckoe [Tonyuens! B

HBVY-2 70% Ni/ 20% Cu /10% pasJoxKeHue BUOPOOXKIKEHHOM ClIO€ Ha
ALO; MeTaHa MUJIOTHOW YCTaHOBKE

HBYVY-3 60% Fe/ 15% Ni/ 25% AL O;

MVYHT-4060 - - [TpousBonutens: Shenzhen

MVYHT-1020 Nano-Tech Port Co.

Monudunupoanue HYM mnpoBoaunu npu HKCIOJIB30BAaHUM TEPMUYECKOH 00paboTKu
(1700-2600°C B teuenue 0,5-3 4) B meun Tammana (Tabnuia 2) U BBICOKODHEPTETHYECKOTO
U3MEINIbYCHHS B IIEHTPOOEIKHO-TUIAHETAPHOU METTLHUIIE.

Tabnuia 2 — MapkupoBka 06pa3iioB HYM, koTtopsie nmoasepraim TepMHUIecKoi 00paboTke

O6o3HaueHne Temnepatypa 06pabotku, °C Bpewmst o6paboTtku, 4
HBYVY-1-1700/0,5 1700 0,5
HBY-1-2600/0,5 2600 0,5

HBYVY-1-2600/3 2600 3
HBYVY-2-2600/0,5 2600 0,5
HBY-3-2600/0,5 2600 0,5

BricokosHepreTnueckoe m3MelbyeHHe B IEHTPOOEKHO-TUIaHeTapHoi MenbHule AI'O-2C
OPUMEHSUIOCh  JUIi  MoAudUKauu  yriaepoAHslx  MarepuanoB. (OOpaboTka  oOpa3ioB
MPOU3BOJMIIACH TPU LIEHTPOCTPEMUTENbHBIX yckopeHusix 1mapoB 10-20g (g — yckopeHue
cBOGOIHOrO ManeHus, g=9,81 m/c’) n npogomkuTensHoCTH 2—12,5 MuH (Tabmuna 3).

Tabnuna 3 — MapkupoBka o6paszioB HYM, koTopsie nmoaBeprair BBICOKOIHEPTETHIECKOMY
M3MEJIbYECHUIO

[{enTpOCTpeMHUTEIEHOEC Yucno 060poToB
Bpewms 06pabotku,
O6o3HaueHne YCKOpPEHHE IIapoB, *g OapabaHoB, 00/MUH
2 MUH
(m/c?)

HBVY-1-15g/2 15 2 900

HBYVY-1-15g/5 15 5 900
HBV-1-15g/7,5 15 7,5 900
HBVY-1-15g/10 15 10 900
HBVY-1-15g/12,5 15 12,5 900
HBVY-1-17,5¢g/2 17,5 2 972

HBY-1-20g/2 20 2 1040

HBY-1-20g/5 20 5 1040
HBVY-1-20g/10 20 10 1040




beino mpoBeneHo wuccienoBaHHE KOMIIO3UIIMOHHBIX MaTEpUaloB Ha 0a3e SMOKCHIHOTO
OJINTOMEPA ¥ HAHOBOJOKHHUCTBIX YIJIEpPOAHBIX MaTepuaynoB. MaccoBas koHueHtpauus HYM B
KOMIIO3UTE p, HCHOJIb3yemasi B paboTe, AJsl ya00CTBa BbIpaXkaiach, KaK OTHOILIEHHE MAacCChI
HaITOJIHUTENS K Macce YuCTOM cMOJbI (1) (4TO COOTBETCTBYET cojiepKaHuio HarmoiaHuTens Ha 100
JacTel YMCTOM HEOTBEPKIASHHON AIIOKCHUTHON CMOJIBI):

p="THYM 1009, (1)
m3c

rae myyy — Macca HYM B kommosute, I'; mye — Macca 3mokcuaHoi cmonsl (OC) B
KOMITIO3UTE, T.

Hus  npurotoBnenusi kommno3utoB OC/HYM  wucnonbp30Bajduch CIAEAYIONUE METOMIbI:
Mexanuuyeckoe mnepememmBanne HYM B DC  (o6o3nmauenue: IIC), MexaHuueckoe
nepememuBanne HYM B OC ¢ wucnons3oBanueM pactBoputensi (o6o3naueHue: MII),
ynbTpa3BykoBoe aucneprupoBanue HYM B OC (o6o3nauenue: Y3C) u Y3-mucneprupoBaHue
HVYM B pactBoputeie (o6o3nadenue: Y3P) (Tabnuia 4).

Tabmunma 4 — MapkupoBka 00pa3lOB KOMIIO3UTOB, KOTOpbIE OBLIM MPUTOTOBIEHBI C
WCIIOJIb30BAHUEM PA3JTUYHBIX METOJIOB

YciosHoe Meton npurotosnenus komnozutoB SC/HBY-1

0003HaYeHHE

3C/HBY-1 IIC Mexannueckoe nepememinBanne HYM B OC (I1IC)

O3C/HBY-1 MII Mexannueckoe mnepememmBanue HYM B OC ¢
ucnosib3oBanueM pactopurens (MII)

OC/HBVY-1 V3C V3-nucneprupoBanue HYM B 3C (Y3C)

OC/HBY-1 V3P V3-nucneprupoanrie HYM B pactBopurene (Y3P)

3aBUCUMOCTH SJEKTPOPUINYECKUX CBOMCTB KOMIO3UTOB (DIEKTPUUYECKAsi MPOBOJUMOCTb,
TAHI€HC yria JWUAJIEKTPUUYECKUX IOTEpPh, JUANIEKTPUYECKas MPOHUIIAEMOCTh) OT YacCTOThI
KOMITO3UTOB OBUIM HM3MEPEHBl JBYXKOHTAKTHBIM METOJIOM C HCIOJIb30BaHUEM MpubOopa
Novocontrol Beta K npu 254+2°C B yactornom auamnazone 0,09 ['n—1 MI't. JIpyrue npubops! Tak
ke UCToJib3oBaiu Jiyisi Ayonuposanus usmepenuit MHUIIN E7-20, Hewlett Packard HP 4284A,
MHUIIN E7-25. OtHocuTenbHas MOTPELIHOCTh H3MEpEHUi cocraBisiia He Oonee +1%.
[IpeunsnonHble W3MEpeHUsT MPOBOAWIM Ha Mukpomerpuueckon sueirike A/-1T (Anrapckuit
OKBA HIIO «XumaBTomaTukay). [l OlEHKH BKJIaJa SIMEHKU B JIEKTpOoPHU3NUECKre CBOMCTBA
oOpa3lia IpOBOAWINCH U3MEPEHHUS MyCTON SYEHKU U BbIUUTAHUE.

Cunme3 okcuoa cpaguma. PaznuyHple TUIBI OKCUIOB Tpadura, KOTOPHIE OTIMYAIUCH
METOJIMKOW CHHTE3a, OBbUIM TIOJIYYEHBl C HCIHOJIb30BAHUEM MOJIU(PUIIMPOBAHHOTO METOAa
Xammepca (Hummers) u3 mopoiika HUNMIETLHOTO MeNKoaucnepcHoro rpadura. [1ate 06pa3iion
OBLTM TOJYYEHBI C WCIOJB30BAaHUEM PA3IMYHBIX MOAU(PUIMPOBAHHBIX MeETOAMK. KpaTkoe
ONMHMCAaHUE METOAUK CHHTEe3a 00pa3ioB Nel—5 mokazano Ha pucyHke 1.



H,0,
rpagur | KMnO, HO ) (n36) +7,5r KMnO; +50 1112 +210 wa H0;
¥ l l l N —————
NaNO3 < > No3
" o
H250,4 H,0,
KMno, H,0 (%) (n36.)
hadur 4205 wa B0
NaNO, | > No2 _ +15r KMnO, (3avopox.)
° + : 1445 muH hes
H250, H.0,
Fpa;bm\‘ KMnO, 2 H,0 (rsepa) (436.)
NaNO, i -
<o, | > Ne1 0 10 30 60 9% 100
H:504 17 445 muH
Bpews, vum
a) 0)

Pucynok 1 — Cxema cunresa obpasmo OI' Ne1-3 (a) u Ned, 5 (6)

brina mpoBenena onenka quHamuku cuate3a OI' ¢ momoibio oT0opa mpod U3 peakmoOHHOM
cmecu. O6o3HaueHne 00pa3ioB npeacTaBieHo B Tadmuuiie 5. [Ipoost 06pasia majgoro oosema (30-
50 mr) oTOupanu M3 peakluUoOHHOW cMmecu B mporecce cuHTeza Ol mo mMomuduuupoBaHHOMY
METOIy Xammepca.

Tabnuna 5 — [lapameTpsl MeTOIMKHN 0TOOpa Mpoo

Ob6pasen Bpewms ot Hauana KommeHnTapun
CHHTE3a, MUH

or-1o0 10 [Ipo6a OI'-1 Obuia B3siTa yepe3 10 MUH ¢ MOMEHTa
Havaja CHHTe3a

Oor-30 30 [Tpo6a OI'-2 Gbua cobpana uepe3 20 MuH mocie
nmobapieHnss KMnQO,

Oor-60 60 ITpo6a OI'-3 6puta codpana 3a 30 ¢ 10 q0OaBICHHUS
JbJ1a

or-7s 75 [Ipo6a OI'-4 6buta coOpana 3a 30 ¢ 10 qo0aBIeHUS
HzOz

or-90 90 [Tpo6a OI'-5 Gbia cobpana uepe3 15 mun nocine
nobasnenns H,O,

Boccmanoenenue okcuoa zcpaguma c ucnonv3oeanuem npoZpammupyemozo Hazpesa.
BoccranoBiienHnbie okcuabl rpaduTa ObUTH TMOMYYEHBI U3 OKCHUIOB TpaduTa pa3HOW CTENEHU
OKHUCJIEHHOCTH. [I71s1 momydenus ucnonb3oBanu asa odpasua OI': Nel u Ne3, meronnka KOTOpbIX
Obna mpeacTaBieHa Boime. Ol onpeneneHHON Macchl moMenianu B 6apa0aH, BBHITIOJTHEHHBIN U3
HEPKaBEIOIIEH CTANH C TUIOTHO 3aKPYYMBAIOMIEHCS KPBIIIKON M MOMENIATd B My(elbHYIO TeYb.
HarpeBanne npousBoawin, HadnHas c TemiepaTypbl 25+2°C 10 ONpeneneHHOM KOHEYHOM
temmnepatrypsl HarpeBa (t, °C). HarpeBanue B mMydenbHOW meun MPOU3BOIUIOCH C 3aJaHHOMN
ckopocThio Harpesa (u, °C/mun). [lociie JocTHKEHUST KOHEUHOM TeMIiepaTyphl HarpeBa odpasell
BBIJICPKUBAJICS B €YU OIpezesieHHoe Bpems (T, MuH). s uccienoBaHusl BIMSHUS YCIOBUI
cuHTe3a Ha cBoicTtBa BOI, 3KCHEpUMEHTHI NPOBOAWIKUCH MPU PA3TUUYHBIX KOMOHMHAIMSIX
BBIIIETIEPEUUCIIEHHBIX MapamMeTpoB: u = 5 u 15°C/mun, t = 250 u 350°C, t = 5 u 55 mun. Jdns
COKpAaILlEHUs 4YHUCJIa ONBITOB  HCIIOJNB30BAJICS  METOJ  HAIPaBICHHOIO  IJIAHUPOBAHMS
JKcriepuMeHTa. B kadecTBe mapaMeTpoB ONTUMHU3alMKM ObLIM  BBIOpaHbl  CIEAYIOLIUE
xapakrepuctuku BOI': HaceimHas 1uioTHOCTh U BbIxon BOI'; yaenbHas emkocth BOIT mpu ero
WCIIOJB30BAHUM B KadyeCTBE DJIEKTPOJHOTO MaTepuana B cynepkonaeHcatopax (B H,SO,
ANIEKTPOJINTE). MaTpHila IUIaHUPOBAHUS IKCIIEPUMEHTA MpUBeIeHa B Ta0nuIe 6.
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Tabmuma 6 — Martpuma mIaHUPOBaHUS SKCHepuMeHTa 1o mnoiydeHuto BOIT Meromom
MPOrpPaMMHUPYEMOTO HarpeBa

Homep X1 X) X3
ombITa |Kopn | Temmneparypa | Kox | Ckopocts | Kon | [IponomkurensHOCT
Harpesa (t), Harpesa A30TEPMUYECKON
°C (n), BBIZICP)KKH (T), MUH.
°C/mMuH
1| + 350 - 5 - 5
2| + 350 + 15 + 55
3] - 250 + 15 - 5
4| - 250 - 5 + 55

Hccneoosanue copoyuonnplx XapaKxmepucmuk 0KCuo0e zpaguma u 60ccmano61eHHbIX
oKkcuooe 2pagpuma. 1IpoBOIUIUCH SKCIEPUMEHTHI IO COPOIMH METHIEHOBOTO TOJIy0oro u
K,Cr,0O; BocCcTaHOBIEHHBIMH OKcHJaMH Tpaduta u okcugamu rpaduta. OnpeneneHue
KOHIIEHTPALUHA TPOBOJAMUIU JI0 M TOCTEe cOpOIuu (HOTOKAIOPUMETPUUYECKU 10 WHTEHCHUBHOCTH
nonoc morjomenus 440 HMm (Ouxpomar kamusg) W 350 HM (MeTHJIGHOBBIH TOIy0OOM) C
WCIIOJIb30BAHUEM METO/Ia TPaIyrupOBOYHOrO rpaduka. AgcopOuns MPpOBOAUIACH TP KOMHATHOM
temriepatype (25+2°C). Bpems cop6mun BapbHpoBaiock B quana3zoHe 1-30 MuH.

Ilonyuenue zpagpumosvix nanonnacmunok. I'padpurospie Hanorutactuaku (I'HIT) Owumn
MOJIYYEHBI YJIBTPa3BYKOBBIM aucneprupoanuem BOIT (22+2 xl'm, 10 Br/cv’, 30 MuH) B
OPTraHWYECKHX PACTBOPUTENSAX PA3IMUYHON TMOJISIPHOCTH (AUMETHUICYIb(POKCUT, XJIO0podopM,
npormnanoii-2) (tabauna 7).

Tabnuna 7 — MapkupoBka 006pasios

O6pa3zen PacTBopuTens YacroTa akyCTHYECKUX
Bpewms o3ByunBaHus, KojeOanui, I'm
MUH
TPI' - (MCXOAHBIN 0Opa3elr) - -
TPT' /1 JTUMETHIICYIb(POKCHU]T 30 22934
TPI'TI poNaHoJI-2 30 22766
TPI'X xJ10poopm 30 22718

Oopabomka zpagpumoevlx HAHONIAACMUHOK 6 pACMEOpax a3omuou Kuciomowl. s
TIOBBIIICHUSI EMKOCTHBIX XapaKTEPUCTHK CYIEPKOHICHCTOPOB, TpadUTOBBIC HAHOIUIACTUHKH
TPI'/] oOpabaTbiBaii B pacTBOpax a30THOM KHUCJIOTHI C pa3iuyHoi KoHueHTpanueit (0,1-5 M).
YcaoBHOE 0003HaUCHHE 00PA3IIOB MIPUBEICHO B TaOIUIE 8.

Tabmuma 8 — KonneHTpalys a30THOM KUCIOTH U 0003HaYCHHE 00pasIoB

MapxkupoBka oOpasia Konnentpanus
HNO;3, Mmoab/1
['HIT -
THII-0,1M 0,1 M
['HII-0,5M 0,5M
I'HII-1M IM
I'HII-2M 2M
['HIT-3M 3IM
I'HII-4M 4 M
['HIT-5M SM

Memoouka co3zoanus u mecmupo8anHus CynepKOHOEHCAmopoe Ha 0Oaze ucciedyemvlx
yenepoonvix mamepuanog. O0pa3ipl OKCHAOB TpaduTa, BOCCTAHOBICHHOIO OKCHAA Tpadura,
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rpauUTOBBIX HAHOIJIACTUHOK TECTUPOBAIUCH B KA4YECTBE JJIEKTPOJOB, HCIOIb3YEMbIX s
CYNEPKOH/IECATOPOB, METOJAOM LHMKIMYECKONW BOJIbTAMIIEPOMETPUU. BonbTaMIiepHblE KpUBbBIE
ObLTM U3MepeHsI 1o 3-x anekrpoaHoit cxeme (B 3,5 M H,SO,). CxopocTh pa3BepTKU NOTEHIMATIA
BapbupoBanack oT 2 10 10 MB/c. Y aenbHas eMkocTh onpezensiiack o Ggopmyiie:
J

Cya v-m, (2)

rne Cy, — ynenbHas €mKocTh Matepuana, @d/r; m — macca martepuana B pabodem
aneKTpoae, T; J — cymmapusiid Tok (J=J,+J,), KOTOpBIH onpeaensercs Mo BOJIbTaMIIEPHONH KPUBOM
npu 500 MB, MA; v — ckopocTh pa3BEpTKU oTeHIMANa, MB/c.

Cunme3 MHO20CMEHHBIX Y21€POOHBIX HAHOMPYOOK Ha Si/Si0; CeHCOPHBIX NOOJI0HCKAX.
CuHTe3 MHOTOCTEHHBIX YTIEPOAHBIX HAHOTPYOOK mpousBoauics Ha Si/Si0, nmopioxkax (8 MM x
8 MM) Ui co3maHusl Ta3oBbIX ceHcopoB. OcaxnaeHue npousBogwiock B CBY-miasmeHHOM
peaktope. B kadecTBe mpekypcopa MeETAIIMYECKOro KaranuzaTopa wucmnoisibzoBaiun Fe(CO)s
(momHOCTh paspsga 210 Bt, Bpems ocaxnmenus 15 c¢). Ocaxaenne MYHT Ha cuctemy
karanu3aropa Ha Si/SiO, MOANOXKKE MPOBOIWIM B TOPHU3OHTAILHOM KBaplIEBOM pEakToOpe B
nuamna3zone temmeparyp 600-700°C u3z C,H,. Bpems pocra BapeupoBanocsk B auarnazone 10-60
MUH. MapkupoBKa 00pa31oB, B 3aBUCUMOCTH OT MapaMeTPOB CUHTE3a, pUBEeHa B Tabauue 9.

Tabnuna 9 — MapkupoBka 06paznioB MYHT B 3aBHCHMOCTH OT apaMeTPOB UX MOTYUEHUS

O6pa3zen Temnepatypa pocta Bpewmst Bpewms pocra,
Y BOCCTAHOBJICHUS, | BOCCTAHOBJICHUS, MUH MUH
°C
CNT600-10 600 10 10
CNT600-40 600 10 40
CNT600-60 600 10 60
CNT650-10 650 10 10
CNT650-40 650 10 40
CNT650-60 650 10 60
CNT700-10 700 10 10
CNT700-40 700 10 40
CNT700-60 700 10 60

Inazmennan pynkyuonanuzayus MHOZOCMEHHBIX Y21€POOHBIX HAHOMPYooK na Si/Si0,
cencopnulx noonoxckax. O6pazenr CNT600-10 monuduruposanu B mnazme. OcaxaeHUE CIOEB
(GYHKIIMOHANIBHBIX TPYII MPOU3BOAUIOCH B IUIa3Me C audjekTpuueckuM Oapbepom (DBD-
pa3psn) B pe3ysbTaTe COMOJIMMEPHU3ALMM alleTHIEHA U MaJE€MHOBOIO aHruapuaa. MoOIIHOCTH
paspsana — 20 Bt. O6paboTka ceHcopa Mpor3BOAWIACH B TEUCHUE 2—7 MUH.

Ilhasmennan  Qpynkyuonanuzayua  MHO2OCMEHHBIX  Y21EPOOHBIX  HAHOMPYOOK
MAIeUHOBbIM AHZUOPUOOM, COBMEUIEHHAA C 00padOmMKON 6 KUc10poOHou naazme. ]l
TIOBBIIIICHUSI CEHCOPHBIX CBOMCTB Ta30BBIX CEHCOPOB HCMOJB30BAIM 0o0jee HHTCHCUBHYIO
MeTOMKYy (yHKuMOHanu3anuu. Jns o6paboTku ucnons3oBanu cucremy MYHT Ha momnoxke
Si/Si0,. MYHT 6pumn monyuenst PECVD ocaxnenuem B cmecu Ar/CH4/H, B Teuenne 30 c.
[Tna3mennas 06paboTKa MPOBOIMIACH IIyTEM JIBYX MOCIEI0BATEIbHBIX 00paboTOK: 00paboTKa B
KHCIIOPOJHON IUIa3Me M COMOJIMMEpHU3allds MaJeMHOBOTO aHTHApPUIA B IUIa3Me MaJIeMHOBBIM
auruapua-C,H,. O6paboTka B KHCIOPOJHOW TUIa3Me MPOBOAMIACH B PAJAMOYACTOTHOM I1a3zMe
Huskoro naeneHus (13,56 MI'm) ¢ emkocTHOU cBsi3blo. Jlanee mpoumsBoamiack 006paboTKa B

12



mia3Me MaieuHoBbld anrunpua-C,H,. Paspsn uHuIMupoBalicss CHHYCOUIAIbHBIM HaNpsiKEHUEM
c vactoroit 5,4 kI'i. MomuocTh — 12 BT. O6paboTka ceHcopa mpou3BOAMIACE B TEUCHUE 2 MUH.

Hccneoosanue okcuoa cpagpuma 6 Kauecmee aKmueHo20 Mamepuaia 2a306blxX CEHCOPos.
Oxkcua rpadura, CHHTE3UPOBAHHBIN MO MOJUPUIIMPOBAHHOMY METOAY XaMMmepca, HAHOCHIIM Ha
Si/S10, momnoxky (Temrmeparypa momiokku 80°C) METOJOM a’po30JIbHOTO PaCIbIICHUS
cycrien3un OI' B tumetuidopMaMu/e.

Memoouka mecmupoganus 2a308vlX CEHCOPO8 HA Daze Y2nepoOHbIX HAHOMAMEPUANLOE.
["a30BbIit ceHcop (akTHBHBIN MaTepuai Ha Si/Si0, moayIokke ¢ Au KOHTaKTaMH) TECTUPOBAIIA HA
YCTAaHOBKE JTUHAMUYECKOTO THIAa (PUCYHOK 2), KOTOpas IMO3BOJsUIa OpPraHU30BaTh MOJAdy
pasnuuHbIX KoHUeHTpauuii ammuaka (10-1000 ppm) B cmecu N,+0O, (o coctaBy cmech
COOTBETCTBOBAJA BO3AYyXY). TecTupoBanue npoBoAmwiocs npu temmeparypax 20-200°C (£2°C) B
IIMPOKOM JHMANa30HEe OTHOCUTEIBHOM BIAKHOCTH Bo3ayxa 2—85%. [l OolleHKH CeNeKTUBHOCTHU
ra3oBbIX ceHCOpoB momMumo NHj; Takke ucnons3oBanu H, u n30-C4Hj.

ComnpoTHUBICHUE CEHCOpa U3MEPSUIM MO JBYXTOUEYHOMY METOJY MEXAYy ABYMS
ANIEKTPOJAMH, HAHECEHHBIMH Ha AaKTUBHBIX MaTepual Mpu HampsbDkeHun cmemieHuss 1 B.
BosnbpTamnepHbie XapakKTepUCTHKU CEHCOPOB TECTHPOBAIHUCH B AMana3zoHe HampsbKeHud ot —5 B
o +5 B.

Memoowvt uccnedosanusn  y2iepooOHbIX Mamepuanog. YTIEPOJHbIE MaTepHAIOB
UCCIIEIOBAIM C KCIOJb30BAaHUEM IIUPOKOTO CIEKTpa COBPEMEHHBIX (DU3UKO-XUMUYECKUX
METOJIOB aHaju3a, IO3BOJSIONIUX OLEHUTh CTPYKTYpHBIE, MOP(HOJIOTHYECKHe, TEKCTYpPHBIC

XapaKTepUCTUKU MaTepHaaoB B
COBOKYITHOCTH C aHaJIU30M

— XMMHUYECKOTO COCTaBa MaTepuaja Ha

@' Buixon rasa MOBEPXHOCTH U B 00beMe. CHUMKH

NH, Korpomngs  Kosnan MOBEPXHOCTH YIIAEPOAHBIX
| MaTepHuasioB ObuH HOJTyYEeHBI

Q, ~ - ¢ pacTpoBoii 3JIEKTPOHHOM

_ E I S MuKpockonuer (POM). DnemeHTHBIH

Alr et emoszran cocTaB  00pasLOB  ONpEAENsIM  C

[ e = TIOMOIIBIO SHEProANUCIEPCHOHHOTO

- aHanM3a (aHaIM3aTop ObUT COMPSIKEH C

PucyHnok 2 — Cxema yCTaHOBKH ISl OIPEICTICHUS PACTPOBBIM SEKTPOHHBIM
XapaKTEPUCTUK Ia30BbIX CEHCOPOB MHKPOCKOIIOM). CrpykTypa "

Mop(doorusi yriepoIHbIX HAHOMATEPUAIOB U KAaTAIUTHYECKUX HaHodactull Ha Si/Si0O,
MOJAJIOKKE  JUIsl  Ta30BbIX  CEHCOPOB  JIOMOJIHUTEIBHO  HCCJENoBajach C  MOMOIIBIO
MpOCBEUYMBAONICH 31eKTpoHHOM Mukpockonuu (II9M). ATOMHO-cuUIOBasi MHUKPOCKOIHUS
WCIIOJIB30BAJIACh JJIl MCCIIEJOBAHUS MOBEPXHOCTU AKTUBHBIX MAaTEPHUAJIOB Ta30BbIX CEHCOPOB.
Pentrenodazoreiii ananu3 (POA) ucnonb3oBasicst A OIEHKH CTENEHU TpaduTaldy, pa3Mmepa
kpuctauiutoB o6pasnoB (Cu Ko-mzmyuenue, A=0,154 ©HM™M). Meroa HHU3KOTEMIIEpaTypHOU
ancop6ommu azora (mpu 77 K) wucmonp3oBancs Ui OIEHKH TEKCTYPHBIX XapaKTEPHUCTHK.
Hacoinuas miotHocTs MatepuainoB usmepsuiack no I'OCT 25699.14-93. TepmorpaBumeTtpust (TT)
u nuddepenumanbHas ckanupyromas kanopumerpus (JCK) ncnonb3oBanack ais uccieqoBaHUsS
MOBEJICHUS] MaTepualoB TMpPH HAarpeBaHUU. XHUMUYECKHH COCTaB MOBEPXHOCTH OOpPa3IoB
OLIEHUBAIM C TMOMOUIbIO PEHTreHO(POTORNEeKTpOoHHON crekTpockonuu (PDDC). Ompenenenue
KOJIMYECTBEHHOT'0 COCTaBa (DYHKIMOHAIBHBIX TPYII OKCHAA TpaduTa MPOBOAUIOCH C TOMOIIBIO
TUTPOBaHUA 1Mo MeToay boama (Boehm).

B_rsiaBe 3 ObimM mpeacTaBiIeHBI PE3yIbTaThl U3MEHEHHS SJICKTPOPU3NUECKHX CBOMCTB
SMOKCUIHBIX KOMIIO3UTOB Ha 0a3e HAHOBOJOKHHMCTOI'O YIJIEPOJHOTO MaTepuaina, B3ATOr0 C
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pPa3IMYHOM KOHLEHTpalMe, C MCHOJb30BAHUEM pA3JIMYHBIX METOJOB IPUTOTOBICHUS U
0o0paboTku HamojaHUTeNsd. Jlas NPUTOTOBIEHHUS KOMIO3UIUN HCIOIB30BAIM MaTEPHUAIIbI
pPa3IUYHON  CTPYKTYpBI: «BJIOXEHHbIX KoHycoB» (HBVY-1), «komoma kapr» (HBVY-2),
«uerneoOpa3Hble  HaHOBOJIOKHa» HBVY-3. bBbuim  moiayyeHsl  4acTOTHbIE — 3aBUCHMOCTH
eKTpodu3nuecknX cBOWCTB Komno3uToB DC/HBVY-1, koTopble OBLIM MOMYyYEHBI METOJAMHU
yJbTpa3BykoBoro gucneprupoanvss HYM B OC u MexaHMYECKOro MepeMENInBaHNs B LIMPOKOM
Juana3oHe KoHIeHTpaui Hanonautens p=0-45 macc. %. CpaBHeHHE_METOJI0B MPUTOTOBJICHUS

KOMITO3UTOB 5C/HBVY-1, IM0Ka3aJio
HaJIu4yue npejaena MIPUMEHUMOCTHU
KaXXJIOTO U3 METOJOB B 3aBUCHUMOCTHU OT
KOHILIGHTpauuu  HanosHutens.  llpu
UCIIOJIb30BaHUM Y 3-IUCTIEPTrUPOBaHUS
HYM B  pactBopuTene  (areToH)

J1eKTpoOIpoBOTHOCTE &, CM/M

1074 N —4— ¥Y3C 45 vace. % HaWIydIlue ANEKTPO(U3NIECKHE

....... ol —8— ¥V3C 37,5 macc. %o
4 3P 45 aacc. % CBOWCTBa  OBIIM  JIOCTUTHYTHI  IpHU
107 —=— ¥3P 37,5 macc. % CPAaBHUTEJIILHO MAaJIbIX KOHIICHTPALUIX
w1 IE;NT}EC Ll W Hanonautenss HBVY-1 (p<35 wmacc. %).
Kommo3utel, koTOpble OBLTH MOJYYECHBI
PI/ICYHOK 3 — Biusiaue METOJa IIPUT'OTOBJICHHUA METOJIOM Y3-I[I/ICHepI‘I/IpOBaHI/IH HBVY-18
kommo3utoB OC/HBY-1 V3P u ¥Y3C B obnactu OCK IIOKa3aJId HaWJIyyliue
TOBBIIICHHBIX KOHIIEHTPAIIUN HAIOJTHUTEIS SIEKTPOYHU3MICCKUEC CBOWCTBA  TOJBKO

npu KoHHeHTpamuu p>35 wMacc. %
(pucynok 3). Takue pa3nuuusi B pojid METOJa MPUTOTOBJICHHUSI MOKHO CBSI3aTh ¢ OPMUPOBAHHE
pa3HOTrO TMOpOra MEpKOJSLUUU MJI1  ONpeleleHHOro wmeTtoga. B To ke Bpems, MeTon
MPUTOTOBJIEHUSI KOMIIO3UTOB B 3HAUUTEIBHOMN CTENEHU OMpPEEseT HE TONBKO BEIMYHUHY MOpora
MIEPKOJIALINU, HO TaKKE MEHSET BEIUUYUHY MPUPOCTA INEKTPOPU3NUECKUX CBOMCTB KOMITO3UIIUU,
KOTOPBIN BO3HHUKAET MPH MPOXOXKACHUHU JIaHHOTO MOPOTa.

Onucanue SKCIEPUMEHTANBHBIX 3aBUCUMOCTEN 3JEKTPOPU3NUECKUX CBOMCTB KOMIIO3UTOB
OC/HBY-1 Y3C B 3aBUCUMOCTH OT OOBEMHOM JIOJIM HATIOTHUTEISI U YACTOTHI IEPEMEHHOTO TTOJISI
o(¢f) u &(@,f) TPOBOAUIOCH C UCIOIH30BAHUEM TEOPUHU MEPKOISAIUU U TeOpUH dPHEKTUBHOU
cpenpl. bbulo mokazaHo, 4TO ()EHOMEHOJOTUYECKOE MEPKOJSIIIMOHHOE YpaBHEHHE MO3BOJSET
omucaTh dKCIIEPUMEHTAJIbHBIC TaHHBIC B CPAaBHUTENBHO y3KOM auanasone: f>100 kI'u u ¢=0,05—
0,138. Jlna onucanus OoJiee MIMPOKOTO JAMANA30HA TOIXOJUT 0000IIEHHOE TTPaBUIIO cMeceit: f>1
kln u ¢<0,161 (mns mnpoBoaumoctn), f>1 klu u ¢<0,101 (a1 gudIEKTpUYECKON
MIPOHUIIAEMOCTH).

bbulo ycraHoBieHO, 4TO TepMuyeckass 00paboTKa, HECMOTpS Ha TO, YTO MPHUBOJUT K
MOBBILLIEHUIO 3JEKTpUUecKoi mpoBogumMoctTd HYM, BbI3bIBa€T CHUKEHHUE AIIEKTPOPU3NUECKUX
CBOWCTB KOMITO3UTOB HE3aBUCHUMO OT MX HMCXOIHOH CTPYKTYPBI, TEKCTYPHBIX XapaKTEPUCTHK H
nedextoctH (pucyHok 4). Kommnosutrsr 9C/HBVY-1 na 6a3ze rpaduTHpOBAaHHOTO HAIOJIHUTEIS
MOKA3bIBAIOT JIUAJICKTPUUECKYIO0 TIPOHUIIAEMOCTh HIDKE 10 CPaBHEHHIO ¢ HeoOpaboTtanHbIM HBY -
1. JlanubIil 3¢ ekt MoxKeT ObITh MOJE3EH A YIpaBiICHHs ANMEKTPO(OU3NUECKUMH CBOMCTBAMU
(HampuMep, IUANIEKTPUYECKON TMPOHMUIAEMOCTHIO) TPHU HCIHOJIb30BAaHUHM TAKUX TOJHUMEp-
YIIEPOIHBIX KOMIIO3UTOB B 00JAaCTH JUCCHUMALIMM CTAaTHYECKOTO pa3psana. Takoe majaeHHe
ANEKTPO(U3NUECKUX CBOMCTB KOMIO3UTOB Ha 0a3e yriiepoJHbIX HAHOBOJOKOH WU MHOTOCTEHHBIX
YTIEPOJHBIX HAHOTPYOOK MOKET OBITh BBI3BAHO CHM)KEHHEM BKJIaZa MexX(a3HOHN MOJIpU3alUU B
IMRJICKTPUYECKHEe TOTepU M (OPMHPOBAHMEM CIEHU(PUIECKHX OCOOCHHOCTEH TpaHCHOPTa
3apsiia MEXAYy BKIIOYCHHSIMM HAIMOJHUTENS B JAWIJIEKTPUUYECKONH MATpUIE AMOKCHUIHOTO
oJIuromMepa.

14



CpaBHHUTEIHHO HEUCCIIEIOBAHHBIM CIIOCOOOM OOpabOTKM YTIIEPOJHBIX HAHOMATEPUATIOB B
o0IeM M YIJIepOJHBIX HAHOBOJOKOH, B YAaCTHOCTH, SBJSUIOCH BBICOKODHEPIETUYECKOE
n3menbueHre. C MCMOIb30BaHUEM pa3nudHbIX MeTojoB aHanu3a (KP-cmexrpockomus, [1OM,
P®A, POOC, HuskoremmepaTypHas ajacopOuus as3ora) ObUIO YCTAaHOBJIEHO BIIHMSIHHUE
BBICOKORHEPI€TUYECKOI0 M3MeNbYeHNs Ha (U3MKO-XxuMudeckue xapakrepuctuku YHB. Bbeuio
YCTaHOBJIEHO, YTO BO3JEHCTBUE NHTEHCUBHBIX MEXaHUYECKUX HANPSKCHUM BBI3BIBACT CHUKCHHE
orHomeHuss L/D HaHOBONOKOH, BBI3BIBasE pocT JedexkTHocTH wmaTtepuanoB. KopoTkue
HaHOBOJIOKHA B CBOIO odepeab oOpa3yloT IUIOTHbIE arperartbl. M3menbueHue — 3T0 mpolecc,
KOTOPBIM MOKET COCTOSATh U3 MHOTOKPATHBIX MPOLIECCOB arperalyy 1 Ae3arperaiuy, o3TomMy
TEKCTYPHbIE XapaKTEPUCTUKH (HApUMeEp, y/AelIbHas IUIOIA/(b IOBEPXHOCTH, pa3Mep Mop, 00beM
1Op) M CTENEHb Ne(EKTHOCTU MATEPHAIOB MOTYT, KaK PAacTH, TaK WM NaAaTh 10 CPAaBHEHUIO C
MCXO/IHBIM 00pa3LioM IIPH pa3IMyHON MPOAOIKUTEIBHOCTH U3MebueHus (Tabuuna 10).

_109-a— HBY-1 a 2] e .

S {—e—HBY-1-1700/0,5 ’4;? g 9.0 —s—HBV-1

L;.10‘“- —v— HBY-1-2600/0,5 e 2 55 — ¢ — HBV-1-1700/0,5

2 |-~ HBY-1-2600/3 5 8.0 " —v— HBV-1-2600/0.5

210’ % . hN

S ¥ E‘ 751 ~g — ¥— HBVY-1-2600/3
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2103 2 65 .

=) . ]

A 5 F 6.0] M*"kgb:g—_ g

=) \ e E "] we—e—g higty T

EIO 3 @ 7 5.5 P W _—'“%::

g 10 & I_E[ er: ® q}&g_m“‘—@
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Pucynok 4 — Dnexktpodusnueckre XxapakTepUCTUKH SMOKCHIHBIX KOMITO3UTOB C 100aBICHUEM
tepmuueckn oopadorannoro HBY-1 (p=10 macc.%)
OTO0 yKa3bplBaJIO Ha TO, YTO B IMPOLIECCE M3MENIbYEHHUSI MaTepuall IpeTepreBaeT MHOKECTBO
CTPYKTYPHBIX TpaHC(HOpPMAIIUA.
Tabmuia 10 — TexcTypHbIe XapakTepUCTUKHU U3MeIbdeHHOTro oOpasiia HBY-1 (1o nanusiM
HU3KOTEMIIepaTypHOI aficopO1uu a30Ta)

7 —— V nenvHas Honst mezomnop, %
O6pa3zen MMOBEPXHOCTH [LIOTaLE

(obmas), M2/r MOBEPXHOCTH

’ Me30110p, M>/T
HBY-1 119 115 96,6
HBY-1-15g/2 99 90 90,9
HBY-1-15g/5 116 110 94,8
HBVY-1-15g/7,5 128 118 92,2
HBVY-1-15g/10 126 124 98.4
HBVY-1-15g/12,5 130 119 91,5

HcnonezoBanne_ HYM, KoTOpBIE NOABEprajav BBICOKODHEPIETUYECKOMY W3MEJIbYEHUIO,
MO3BOJIMJIO TOBBICUTH 3JIEKTPONPOBOJIHOCTh M JIUANEKTPUUECKYIO MPOHUIIAEMOCTh KOMIIO3UTOB
Ha ©Oaze osnokcugHoro omuromepa DER-331 (pucynok 5). Poct »snekrpodusznyueckux
XapaKTEPUCTUK B TAKMX KOMIIO3UTAaX MOXKHO CBS3aTh ¢ Ooyiee HU3KUM Pa3MEpOM YacTHII, YTO
MPUBOAMT K POCTY MOBEPXHOCTH KOHTAKTa MEXIY dazamu.
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bbio mokazano, yTo HauOOIBIIYIO JEKTPUUECKYIO0 MPOBOJUMOCTH MOKA3aJIM KOMIIO3UTHI
Ha 0a3e M3MeNIbYEHHBIX YIJIepoJHbIX HaHoBoJOKOH HBVY-1 (uentpoctpemutenbHoe yckopeHue
mapoB 15g, mpogoKUTENTbHOCTh 00padoTku 7,5 MUH) U snokcuaHoro oixuromepa DER-331. B
TO K€ BpeMsi, UCIOIb30BaHUE 0OJiee BBHICOKMX YCKOPEHUM IMO3BOJISET €Il€ CHIIbHEE MOBBICUTH
anekTpodu3nueckre CcBoOMCTBa. Tak, BBICOKOYACTOTHYIO AMAJIECKTPUYECKYIO MPOHUIIAEMOCTh
yJ1aJoch MOTYYUTh Ha YpOBHE €,.=14 npu p=10 macc. % ans komnosuta C/HBY-1-20g/10 (e,,=6
st kommnozuta DC/HBY-1 ¢ HeoOpaOoTaHHBIM HAMIOJIHUTEIIEM).

‘ w
g 113 S R —s—HBY-1 [0
210 ol ,.7".‘ EE% —e— HBY-1-15g/2
< A ;4':'4"4 .J}' 5 —<— HBY-1-15g/5
’ 2 = e = 14‘ <y HBY-1-15g/7,5
S 10™ 72 ol .»"/ n é ° 4G - HBY-1-15g/10
b0 & /./ \ N - 1.

z 2 IRl — : oo, <G A TV HBY-I-15g125
2 A % u —@— HBY-1-15g2 S % _, 4<. .
21078 o " —<—HBY-1-15g5 3 I 4;
= Y . L HBY-1-15¢/7,5 & 107 n o 44 G
2 - HBY-1-15g/10 & -— - Q.
g . - HBY-1-15g/125 '.‘”' zziz
) -8 q['::) 000
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Pucynoxk 5 — Dnextpoduszndeckrne CBOUCTBA AMOKCUIHBIX KOMIIO3UTOB Ha 0a3e U3MEIbYCHHBIX
YTJIEPOIHBIX HAHOBOJIOKOH (p=10 macc.%) mpu pa3nuvHON MPOA0THKUTEIHBHOCTH U3METbUYEHUS
(IEHTPOCTPEMUTEIHLHOE YCKOPEHHE I1apoB 15g)

Ananmuz [I9M-caumkoB kommozutoB DC/HBY-1 nmo3Boawn caenath AOMYyIIEHUE C LETbIO
pa3paboTku MOAUGUIMPOBAHHOTO TpaBUJa CMECEW MJii TOTO, YTOOBI TOBBICUTH TOYHOCTHh
OMMCAHUS KCIEPUMEHTAIBHBIX TaHHBIX YJEKTPOPU3NYECKUX CBOUCTB G(4,f) U &(4,f) B IMPOKOM
nuana3zoHe OOBEMHBIX JIOJEeH YriaepoAHOro MaTepuala M YacTOT IMepeMEHHOro moiisi. beuio
MOJIY4eHO MOJIUDUIIMPOBAHHOE MIPABUIIO CMECEH, KOTOpOe 0a3MpOBaIOCH HA MPEANOIOKEHUIX O
cnenuduueckoit mopdonoruu BrimroueHud YHB B smokcumnoii matpuinie. YHB B Martpuie
MPECTaBIEHbl TJIABHBIM 00pa3oM TIIOOYJISPHBIMUA TUIOTHBIMU arperatamu (PUCYHOK 6).
DNEKTPUUECKYI0 MPOBOJMMOCTh TAKMX arperaroB MOXHO MPEJCTABUTh B BHUJE SKBUBAJICHTHOU
cxeMbl. [/[aHHasi cxema BKJIIOYAeT MPOBOJAMMOCTh HamonHutens — YHB Gf* (uneanbnass RC-
IIETI0YKa) M MPOBOJMMOCTh CTeHOK arperatroB YHB (nmemneansHas RC-memouka, BKITIOUArOIias
SNeMEHT TocTosHHOH dasel (i * A (0)*°)). JlBe
TaKHe IEMOYKH COCMHEHBI MOCIE0BATEIBHO.

[Ipeanonaraercs, 4TO COJIep)KaHHe
ANOKCUJHOM CMOJBl Ha TOBEPXHOCTU arperara
Oonpllle W €€ NPOHUKHOBEHHUE BIIIYOb HIKE,
MOATOMY JJIEKTPUYECKOE COMPOTHUBJICHUE CTEHOK
TaKUX CTPYKTyp OyIeT BBIIIE MO CPABHEHHUIO C
CONPOTUBIICHHEM  «siJpa»  arperara. Takum
obpazoMm,  00O0OIIEHHOE  TPaBUIO  CMEceH
JOTIONHAETCST  cllaraeMbiM  og  (4), KOTopoe
COOTBETCTBOBAJIO IPOBOAMMOCTH arperaros Y HB.

VYpasuenus (3) u (4) MO3BONIIIA JOCTATOYHO
XOPOIIIO OMHCATh IJIEKTPUUYECKYIO MPOBOJIUMOCTD
U AUDJIEKTPUUECKYIO0 TPOHUIIAEMOCTh KOMITO3UTOB
OC/HBY-1 B pacmmpeHHBIX AUana3zoHax 4acTOT U 0ObEMHBIX JIOJICH YTIIEPOTHOTO HATIOTHUTEIS

Pucynok 6 — IIDM-cHUMOK KOMITO3UTA

SC/HBY-1 V3C (4=0,06)
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22 xI'n u ¢>0,04 (mns snextponpoBonHocth), f>10 I'm m ¢>0,1 (ans gudIEKTpUYECKOU
MPOHUIIAEMOCTH).

Ggl'(l—%)mz'm 40 Gal'(1—¢A)+a2'¢A H(l=dy) 0%1'(1‘¢A)+052'¢A’ G)

oG =lo ) 1 A@)*C + 0T T, (4)

B ruaBe 4 npencTaBieHbl pe3ysbTaThl HCCIIEOBAHNS CUHTE3a U CBOMCTB OKcHJa TpaduTa U
POJICTBEHHBIX MaTepuajoB (hPYHKIIMOHAIBHOIO HazHaueHus. Pasnuunble okcuasl rpaduta ObUN
MOJIYyYEHBl C HUCIIOJIb30BaHUMEM MoauduuupoBaHHoro Meroaa Xammepca (Hummers).
OpuruHansHble paboThl XamMMmepca IMOKa3ajld HEOOXOJUMMOCTh HCHOJIb30BAHHA B KadyecTBE
OJHOTO W3 pEareHTOB BoAy. Takol MOAXOJ HMEEeT HEKOTOphle HEJOCTaTKH, CBSI3aHHBIE C
npo0eMOl MacIITaOMpPOBaHUS MPOILIECCA, CHIBHBIM PAa30TPEBOM PEAKIMOHHOW CMECH, YTO
MO>KET MPUBECTH K BEIOPOCAM MAPOB PEareHTOB M MUKPOB3PBIBAM.

bbula mpennpuHsTa MONBITKA MOBBICUTH 3()(YEKTUBHOCTH OKHUCIeHUs Trpadpurta. B
MOJU(PUIIMPOBAHHON METONUKE (COOTBETCTBYET 00pa3iy Ne3) peaklMOHHYIO CMECh BJIMBAIU B
nexa. Takoil moaxoa MO3BOJIMI BBECTH OOJIbllIee KOJUYECTBO BOJBI, U TEMIIEpAaTypa CMECHU IMPHU
3TOM MOBBICHJIACh HE3HAYUTEIbHO. [IOMUMO OXNaXKAEHUS CMeCH ObUIO pealn30BaHO BBEJCHHE
OONBIIETO KOJIMYECTBA BOJBI B CHCTEMY, YTO 3aKOHOMEPHO BBIPaXXajoch B 0oJiee BBICOKOM
KOHLEHTPALUKA KUCIOpoJcoaepKaux (GyHKIMOHANbHBIX Ipynn. [lo nanHOMy Metony oObem
MEpPOKCHIa BOAOPOJA, BBOAUMBIM B CMECh, IMOBBIIIAECTCA. DTO NPHUBENIO K 00jee MOJTHOMY
YIQJICHUIO YacTHIl JTUOKCHJA MapraHia U3 o0paslia U 3aKOHOMEPHO K BBIJICIEHUIO OOJIBIIETO
KOJIMYECTBA KUCIIOpOa.

bouta mpoBeneHa oneHKa BIMSHHS psija NapaMeTpoB CHHTE3a OKCHAOB rpaduta (Bpems
IPEeIBAPUTEIBHON BBIIEP)KKH, COOTHOILIEHHUS PEareHTOB) Ha COCTaB (YHKIHMOHAJIBHBIX TPYIIIL
beuto ycraHOBIEHO, YTO MpelnBapUTeNabHas BblIepkka rpadura B cucreme NaNO;—H,SO, ne
MPUBOJIMJIA K 3HAYUTEIIbBHOMY POCTY CTEIIEHH OKHCIEHHOCTH MaTepuaa, o3TOMY BpeMsl CUHTE3a
cokpatmioch 10 105 muH. Ilpu 3TOM BaKHBIM NapaMETPOM SBISAETCS OTHOLIEHUE B3SATHIX
peareHTOB K KOJHMYECTBY HCXOJHOTO rpaduTa, CHIKEHHE KOTOPOrOo CHIIbHEE OTPakajoCh Ha
COJICpKaHUH JIAKTOHHBIX TPYMI. B TO ke Bpems, MOBBIIMIEHUE KOJUYECTBA MOCIECIHUX MOXKET
ObITh JOCTUTHYTO 3aMEHOW JIbJa Ha MEPOKCHJ BOAOPOJA, BBOJAUMBIA B CUCTEMY B TBEPAOM
(3aMOpPOKEHHOM) BHJIE.

Ha pucynke 7 npencrasienst POM-mukpodortorpaduu u nudpakrorpammsr 06pasmoB Nel -
3. B oOumiem cnyudae, MoJdy4dyeHHbIE MaTepHalibl MPEACTABIAIN CO00M TpaduT, MOBEPXHOCTH
KOTOPOT'O MOKPHITA U30THYTHIMU IPa)UTOBBIMU MAKETAMH, YTO YKA3bIBAJIO HA €r0 3HAYUTEIHHYIO
pasymopsaoueHHocTh. Obpazery Ne3 ornuuancs Oonblned AeEKTHOCTHIO M OBLT 3HAYMTEIHHO
CHJIbHEE pa3ynopsiaoyeH, no cpaBHeHuto ¢ Nel u No2. Merogom POM Ha noBepxHOCTH 00pa3ia
Ne3 Gbutn 0oOHapy»keHbl yacTuisl MnO,.

JlaHHbBIE HSHEPrOJMCIEPCUOHHON CHEKTPOCKOMHMH TMOKa3ajdd COAEP)KaHUS KUCIOpOAa B
obpazmax Nel, No2, Ne3: 32,81 ar.%, 31,12 ar.% wu 33,15 at.%, COOTBETCTBEHHO. ATOMHBIC
cootHoteHus meMeHToB C:O: Nol — 2,02; No2 — 2,2; Ne3 — 1,98, 4To mMOATBEPKIa€T HECKOIBKO
Oonbiiee obpazoBaHue (pyHKIMOHANBHBIX Tpynm B oOpa3ie Ned. [TomyueHHble okcHabl rpadura
MCCIIEZIOBAJIM B KAUECTBE MPEKYPCOPOB ISl TMOJIYUYEHHUSI BOCCTAHOBIICHHBIX OKCHIOB TpaduTa.
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Pucynok 7 —-POM-mukpodotorpaduu (a-e) (a, 6 — Nel, B, r — N2, n, e — Ne3) u
nudpaxrorpammsl (k) (Cu Ka, A=1,54 A) 06pas1os okcuaos rpaputa
Texcrypubie xapakrepuctuku oopasuoB OI' u BOI' npuBenens! B tabaune 11. B Tabnuue
TaK)Xe MPUBEJCHBI 3HAYCHUSI YJEIbHOW €MKOCTH CYNEPKOHJIEHCATOPOB, B KAUE€CTBE 3JIEKTPOJOB
KOTOPBIX MCIIOJIB3YIOTCS HCCIeqyeMble yriepoanbie MaTtepuanbl (daexTponuT 3M H,SOy,
CKOpPOCTH pa3BepTku 2 MB/c).
Tabmuna 11 — TekcrypHble XapakTepuUCTHKU ucciaeayeMbix oOpasuoB OI' (Nel-3), BOI'
(mapxupoBka Nol-T, No3-T) u ynenpHas eMKOCTh CynepkoHaeHcaTopoB Ha 6aze OI' u BOT'

Ob6pasen VY nensHad mwiomaib O0BeM Cpennuii VY nenbuasg
TMOBEPXHOCTH, M/T | mop, cM’/r | amamerp mop, | emkocts*, /T
Nel 2 1,181-10'2 221 32
No2 4 1,258-107 130 70
Ne3 5 1,577-10'2 155 6
Nel-T 287 1,827 263 7
(BOCCTaHOBJICHH
biit OI')
Ne3-T 157 0,919 239 8
(BOCCTaHOBJICHH
biit OI')

* TIpu ckopoctu pa3BepTku 2 MB/c.

TepMuueckn BOCCTAHOBJICHHBIM OKCHJ TpaduTa IMOKa3all 3HAYUTEIHLHO 00Jiee BBICOKYIO
nopuctocth 1Mo cpaBHeHUto ¢ OI'. Bputo ycTaHOBIEHO, YTO yAenbHas IUIOMAAb ITOBEPXHOCTH,
00beM TOp W CPEeIHUH pa3Mep IMOp CYHIECTBEHHO BO3pAcTaid NMPH BOCCTAHOBICHHU OKCHIIA
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rpaduta. O6pazen BOI', monydeHHbIN U3 oKkcuaa rpagura ¢ MeHbIIed OKUCIeHHOCTbIO (Nel-T),
mokaszayn 0oJiee BBICOKHME TEKCTYPHBIE XapaKTEPUCTHKH IO CPaBHEHHIO ¢ o0Opas3ioM c Oosee
BBICOKUM COJIEp)KaHueM Kuciaopoaa. JlaHHbIe IUKINYeCKONW BOJIBTAMIIEPOMETPUN TTOKA3AJH, YTO
HECMOTPSI Ha HU3KYIO YACIbHYIO IDIOMAAh TOBEPXHOCTH, OKCHIIBI TpaduTa MOKa3hIBAIOT CHIIBHOE
pa3uyue B yACTbHOW EMKOCTH (PUCYHOK 8).

T [Ipy 5ToM OBUIO YCTAaHOBIEHO, YTO
Ne2 yIeIbHAs eMKOCTb BOCCTAaHOBJICHHBIX
OKCHIOB rpaduTa ObLIa OYEHb HHU3KOM,
HECMOTps Ha UX 0osiee BHICOKYIO TOPUCTOCTD
Mo CpaBHEHHMIO ¢ okcugamu rpaduta. C
OJTHOW CTOPOHBI, TOT (DaKT, UYTO OKCHJIBI
rpacdura C yIETBHOM TUIOLIA/IbIO
MOBEPXHOCTH 2-4 M°/T TOKa3bIBAIOT Golee
BBICOKHE AIIEKTPOXUMHUCCKUE
XapaKTePUCTUKH B CpaBHEHUU C
/ BOCCTAHOBJIEHHBIMH OKCHJaMu rpadurta c
saar’d v=2 MBlc Pa3BUTONW TOPUCTOCTHIO JOCTATOYHO CIIOXKHO
ol WHTEpIpEeTHpoBaTh. B  manHOM  citydae,
ot BBICOKas KOHIICHTpaIUs
KHCJIOPOJICOACPKAIINX (b yHKITMOHAIBHBIX
Pucynok 8 — KpuBble HUKIN4ECKON rpynnn B OKCHUAAX TIpapura OKa3bIBAET
BOJIbTAMIIEPOMETPHUH 00Pa3IIOB OKCH/IOB OTIpeIeIIAIoNIee BIUSHIE HA €MKOCTh. Takum
rpaduTa o0pa3oMm, MpUMEHEHUE OKCHIOB Tpadura B
KadecTBe DICKTPOAHBIX MaTepHaOB IS
CYNEPKOHJICHCATOPOB TPEICTaBIsETCS Ooyiee TPEANOYTHTENbHBIM TI0 CPaBHEHHUIO C UX
BOCCTaHOBJIEHHBIMHU MOJU(DUKAIHSIMHU.

BriepBble ObUIO POBEACHO HCCIEIOBaHME JTUHAMMKHM CHHTE3a OKcujaa rpadwura,
HOJYYEHHOTO M0 MOAMGUIMPOBAHHOMY MeTony Xammepca. [lpum mpoBeaeHMH cuHTE3a IO
MOAUPHUIIMPOBAHHOMY METOAY XaMMepca oTOupanu nmpoOsl okcua rpadura maccoit 30—50 mr, B
pa3IUYHbIE TPOMEKYTKH BpEMEHHU (METOAMKa 0TOOpa mpod oTpaxkeHa B Tabmuiie 5). [To qaHHBIM
TI/ACK (pucyHok 9) ObUIO yCTaHOBIEHO, YTO HambOJee CUIbHOE OKHUCIEHHE 3a(UKCHPOBAHO

nocie 10 muH ¢ MoMenTa go6asiaeHus KMnOy,.
100

I, MKA -===No3

or-1 57

E oIt or-2
or-2 S or4
or-3 ors3
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Pucynok 9 — TT'-(a) u JICK-kpuBsbie (0) monyueHHbIX 00pa31oB (Ar, CKOPOCTh HarpeBa —
1°C/mun)
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B T0 xe Bpems oOpa3oBaHume okcuga rpadura MOXKHO YCTAHOBUTH II0 HAITHYHUIO
sx3orepmuueckoro JICK-nuka. [ToaTomy nHTepkansuus rpadura HauMHaiach nocie 30 MHH C
MOMEHTA Hayajla CHHTE3a, YTO COBIAJAET C MOBBIIIEHUEM TEMIEPATYpPhl PEAKIIMOHHOM CMECH J10
35°C. B cootBerctBuu ¢ ganusimu IJIC, o6pasubr OI'-2 u OI'-3 coxepsxanu O0JbIIe KUCIOPOaa
10 CpaBHEHHMIO C OCTajdbHbIMH oOOpasnamu u 3HaueHuss C:O coctraBuiu 0,51 u 0,54,
cootBeTcTBeHHO. OTHomenue C:O obpasmor OI'-4 u OI'-5 HaxogwiMch Ha TPUMEPHO
OJIMHAKOBOM ypoBHE — 2,0.

Tpanchopmanuu  ¢gazoBoro cocraBa 00pa3noB rpadura Npu MX OKUCICHUH T10
MoaUUIIMPOBAHHOMY MeTOoAy Xammepca TmpeiacTaBieHbl Ha pucyHke 10. ®aza rpaduta
MPUCYTCTBOBaNA y Bcex o0pa3noB (20=26°) u ee KOHLIEHTpaLUsl CHUXKAJIACh C POCTOM BPEMEHU
cuHTe3a. Kak MoxxHO BuieTh u3 pucyHka 10, no miuomanu 002 pediiekca MOKHO cesaTh BHIBOJ,
YTO KOJM4ecTBO (ha3wl rpaduta Hanbombiiee B oopasue OI'-1, yro Takke nmoarsepxkaaetcs I/C-
nanabeiMu (aTomHoe otHomienne C:0 — 13). [IpucyrcTBue Ha peHTreHorpaMMax MUKOB C YIJIOM
20 MeHee 26° MOXHO OTHECTHM K oOpa3oBaHMio okcuja rpadura. [lobaBrmenne KMnO,
MPUBOJIUIIO K TMOsIBIEHUIO pediekco, oTHocsmuxcs k MnO, ¢aze B coctaBe obpaszma OI'-3
(MnO, cootBerctByer kaptouke PDF 6a3bl manubix #72-1982). Conepskanue maHHOU Qa3bl,
OTpeJIeTIEHHOE C MTOMOIIBI0 TTporpaMMbl aHanu3a npoduiieit nukoB Powder Cell 2.4 — 31,8 at.%
MnO,. CornacHo ganubiM P®A, obpazoBanume OI' Hawamoce ¢ obpasma OI'-2, omnHako, mo
nanaeiM JICK MOXXHO caenaTh BBIBOJI, YTO MOJHOLIEHHOE oOpa3oBaHue (a3l okcuaa rpadura
HauynHaetrcs ¢ obpasma OI'-3. OtcyrcTBHE peduieKCOB, OTHOCAIIUXCS K TUOKCUIY MapraHIia,

CBA3aHO C  J00aBJICHUEM
H,0,, xoTophlil NpUBOAUT K
€ro pactBopeHuro. Pazmuuus
B WUHTETPAITBHON
WHTEHCUBHOCTHU 002
pedraexca s obpasios Ol -
4 u OI-5 w™oryr OBbITh
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2 Otpasey nuka npu 284,3-284,4 3B u
Pucynox 10 — Iudpaxrorpammsl obpasunos OI'-1 — OI'-5 (a) 285,0-285,2 sB
(Cu Ka, A=1,54 A), POM-caumoxk (6) u nannsie DJ1C COOTBETCTBOBAJIH aToMaM
2
00pa31oB (B) yriaepoaa B sp

ruOpuIu3aliy ¥ aToMam
yriepoja B sp3 rubpuamzanuu (C—C, C—H cBs3u). OTHOIIEHHEe WHTCHCUBHOCTU JAHHBIX JBYX
MTUKOB, COOTBETCTBYIOIIEE cTeneHu rpaduTanuu o6pa3noB OI', U3BATHIX U3 PEaKIMOHHONW cMecH
B pa3IuYHbIC MPOMEXKYTKH BpEMEHH, ToKa3ano nmocteneHHoe ee cHmwkenue: OI-1 (100%), OT'-2
(78,5%), OT"-3 (51,0%), OI'-4 (29,4%), OI'-5 (24,3%). Tpu npyrux nuka B paiione 286,2—286,7,
287,1-287,9 n 288,4-289,4 3B, cOOTBETCTBOBAJIN YIJIEPOlY XMMHUUECKH CBA3AHHOMY OJAMHAPHOMN
cBs3bI0 ¢ KucinopoaoMm (C-0); yraepoay, CBI3aHHOMY JABOWHOM CBs3bIO ¢ KuciopoaoM (C=0) u
yriepoay B coctaBe kapookcuinbHbIX C(O)O rpymi, COOTBETCTBEHHO.

AHanu3 IMHaMUKU CHHTE3a OKCUA TpaduTa, CHHTE3UPOBAHHOTO IO MOAU(DHUIIMIPOBAHHOMY
MeTOoay XaMMepca, MmoKa3aj, 4To Hanbojee HHTEHCUBHOE 00pa3oBaHue (GyHKIMOHATBHBIX TPYIII
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MMEET MECTO Ha dTamax J0OaBJIICHHUS BOJBI U Mepokcuaa Bomopona. [Ipu atom, nanasie POOC
nokasanu Haubosiee MHTEHCUBHBIN pocT konmdectBa C—O u C=O rpynn Ha cTaguu BBEICHUS
MEPOKCUJIa BOJOPOJAa B PEAKIMOHHYIO CMECh, B TO BpeMs, Kak HaumOojiee HHTECHCHUBHOE
oOpa3zoBaHue KapOOKCUIIBHBIX TPYIN HAOII0AeTCs HA CTaJluU BBEJEHUS BOJbI. bpUTo mokasaHo,
YTO HA HAYAJbHOW CTaJAUM CHHTE3a, /10 BBEJCHUS IE€pMaHraHaTta Kajlusg B CUCTEMY, OKCH]
rpadura He oOpazyeTcs, U ero oOpazoBaHHWE HAYMHAETCS TOJBKO C J00OABICHHEM IOCIEIHETO B
pEaKIHIO.

Bonee pgeranbHO OBUIM MPOBEACHBI MCCIAEAOBAHMS MO MOJYYEHHIO BOCCTAHOBJICHHOIO
OKCHJIa rpaduTa METOOM MPOTrpaMMHUPYEMOTO Harpesa. JlJis 3TOro MCMIoIb30BalIM JIBa 00pasia
OKCHUJIOB I'paduTa ¢ pa3IuyHON OKUCIECHHOCTHIO (MapkupoBka oopa3noB Nel u Ne3 na ctp. 10). C
WCIIOJb30BAHMEM METOJIa HAMPABICHHOTO IUIAHUPOBAHUSI HSKCIIEPUMEHTa BIEPBbIE ObLIH
MOJIYYEeHbI PETPECCHOHHBIE 3aBUCUMOCTH TIapaMETpPOB CHHTe3a (TeMIlepaTypa Harpera Xj,
CKOPOCTh HAarpeBa X,, MPOJOKUTEIBLHOCTh BBIIEPKKH TNPU TMOCTOSIHHOW TeMIepaTrype X3) U
BBIXOJIa, a TakXke HachIMHOW ToTHocTH BOI' (Tabmuma 12). Jlng monyyeHus HCHOIb30BaJICS
METOJI TMHAMUYECKOT0 HarpeBa okcuaa rpadura ¢ KOHTPOJIUPYyeMOl cKkopocThio (5—15°C/Mun) u
n3orepMuueckoi Beiiepxkkoi mpu 250-350°C B Teuenue 555 MuH.

Tabnuna 12 — Marpuna njaaHUpOBaHUs SKCIEPUMEHTA JJIsl OLEHKU BIMSHUS MapamMeTpoB
nonydeHust BOI' Ha moka3arenn BbIX0/1a U HACHIITHOW IUIOTHOCTH

Homep X1 X, X3 y1 (Beixom), % y, (Hacwimuas
OTbITa IUIOTHOCTS), T/CM’
Kox | t, °C | Kox | u, Kon |7, Oo6pa3 | O6paszenr | O6paze | O6pas
°C/muu muH | err Nel Ne3 10 eIl
Nel Ne3
1 + 350 |- 5 - 5 55,7 52,2 0,078 0,201
2 + 350 |+ 15 + 55 52,6 48,1 0,048 0,192
3 - 250 |+ 15 - 5 82,5 73,2 0,413 0,366
4 - 250 |- 5 + 55 62,5 60,2 0,083 0,3

Ha ocHoBanuu o0Opa®OTKU MOJSYYEHHBIX JAHHBIX, ObUTH C(HOPMYITUPOBAHBI PErPECCUOHHbBIE
YpaBHEHMs] JJIi ONUCAHUS ONTHUMAJIbHBIX YCJIOBHHM TMOJy4YEHHUsT BOCCTAHOBJIIEHHOIO OKCHJA
rpaguTa, KOTOpBIE CBSI3BIBAIOT BBIXOJ, HACBHIIHYIO IUIOTHOCTh M MapaMmeTpbl cuHrtesa. [lpu
cunteze BOI' u3 okcupma rpadura Nel ¢ MeHbIIeH CTENEHbIO OKHUCIEHHOCTH YpaBHEHUE
perpeccuu JUTSI HaXOXKICHUS BbIXOJa v MPUHUMAIIO CJIETYIOIIHIA BUJI:
¥,=63,317-9,158-x,+4,242-x, 5,783 -x,

)

¥, =0.156-0,092-x, +0,074-x, - 0,09 -x;

JJIsL HaCBIITHOM IINIOTHOCTH Yo:

Jns oOpasma  Ne3 Goisiee  BBICOKOM CTENEHU
OKHUCJICHHOCTH YPaBHCHHS PETPECCHU ISl HAXOXJACHHS BBIXO/JA M HACBHITHON TUIOTHOCTH OBLIH:

¥, =58,413-8,258-x,+2.208-x, - 4,273 x, " ¥, =0,267-0.066-x,+0,012-x,-0.021-x,

COOTBETCTBEHHO.
Perpeccuonnsie ypaBHEHHS, COOTBETCTBYIOIINE U3MEHEHUIO YACIHHOM €MKOCTH 00pa3lioB
BOI', CHHTE3UPOBaHHBIX U3 MAaTepUaNIOB O0JibIIe OKUCACHHOCTH (Ne3) u MeHbIIeH OKUCIEHHOCTH

,=61,25-40,51-x,-9,765-x,— 6,745 -,

(Nel) BeITIImENnW  ciaeAyroImuM — o0OpazoM: u

', = 59.045— 48,55 -x,+7,06-x, —14,025 - x,
’ = ~ COOTBCTCTBCHHO.

BrICOKyI0 eMKOCTh MOKa3aiu o0paslibl, MOJyYeHHbIE MPH ciaenyoumx yciaoBusax: 250°C,
5°C/muH, 55 mun — 86 @/t (Nel) u 105 d/r (Ne3). Otnomenne C:O no manasiM DJIC (Tabmuna
13), nns Takux 06pasioB 5,4 (Nel) u 3,62 (Ne3). HecmoTps Ha TO, 4TO JiBa 3TUX 00pa3iia UMeIn
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OTHOCUTEJIBHO ONM3KHE 3HA4eHHUs BBIXOJ0B (62,5% u 60,2%), nX HACHIIHBIE TUIOTHOCTH OBLIH
COBEPIICHHO pa3IWYHBIMA. MOXXHO TMPEaNONOKUTh, YTO OOJbIIas CTENEHb OKUCICHHOCTHU
oOpasima Ne3 mpuBOAUT K MHTEHCUBHOMY BBIJICJICHUIO FA30B IIPU TEPMUYECKOM BOCCTAHOBJICHUH,
B TO Bpems kak njsi Nel TepmMuyeckoe BOCCTAaHOBJICHHE MPOXOAMIO HE Tak OypHO, HO IpOIiecC
MIPOXOIMIT TTOJTHEE.

Tabmuma 13 — Otnomenue C:O (at., mo gaaaeiM DJIC) IsI BOCCTAaHOBJICHHBIX OKCHJIOB
rpaduTa, NOJYy4eHHBIX METOJOM MPOrPAMMUPYEMOT0 HarpeBa

Howmep [TapameTpsl nonyuenust BOI: O6pa3zern Nel O6pa3zerr Ne3
OIIbITa X1, X2, X3

1 350°C, 5°C/mun, 5 mun 55 5,13

2 350°C, 15°C/mun, 55 mun 6,21 6,97

3 250°C, 15°C/mun, 5 Mmua 2,61 3,84

4 250°C, 5°C/mun, 55 mun 5,4 3,62

Ecnu cyauts mo coiep’kaHuio KUCIOpOJa B MaTepuajie, TO MOXHO YBUJETh, YTO €ro
COJIep’KaHUE TIOCTAaTOYHO BecoMmoe, TO ecTh B BOI' (hyHKIIMOHAIbHBIE TPYIIIBI IPH TAKOM METOJE
YAASINCh HE TMOJHOCTHIO. [103TOMY OHM MOIJIM BHOCUTH CYHIECTBEHHBIM BKJIAJ B YIEIbHYIO
€MKOCTb. Y JieJbHas miomaas nopepxHoctu (mo bOT) cocraBuna 70 M>/r u 5 MY/r U1 obpasma
250°C, 5°C/mun, 55 mun meromoB Nel um Ne3, coorBerctBeHHo. Ho B 1menom, B mporiiecce
COMNOCTABJIICHUE JAHHBIX TEKCTYpPHBIX XapaKTEPUCTUK U YIEIbHON €MKOCTH I0Ka3ajo, 4YTO
npsiMasi 3aBUCUMOCTh MEXJy HUMHU TMPAKTUYECKH OTCyTcTBYyeT. [loaToMy Hamboiee BEpOsITHO
BJIMSIHUE BKJIaJ[a OCTaTOUYHBIX (DYHKLIMOHAIBHBIX TPYIII B YAEIbHYI0 EMKOCTh MaTepUajoB.

Bbeu10 mpoBeneHo uccienoBaHue COPOIMOHHBIX XapaKTEPUCTUK IMOJYYEHHBIX MaTepHalloB
Ha 0aze okcuaa rpaduta. AncopOIuss METHICHOBOTO CHHETO IMOKa3ajia, 4To OKCHJI Trpadura u
BOCCTAHOBJICHHBIN OKCHUJ rpaduta 001a1at0T MPAKTUIECKU OJM3KON CTENEHBIO U3BJICUEHUS, YTO
CBA3aHO C TPEUMYIIECTBEHHBIM BKJIQJOM KapOOKCWJIBHBIX TpPYHNI B  COpPOI[MOHHBIE
XapakTepUCTUKU. VIMEHHO KOJIMYECTBO KapOOKCHIIBHBIX TpPYMI OCTaBaJIOCh HEU3MEHHBIM
(KOMITOHEHT, COOTBETCTBYIOIIMH JaHHBIM TpymmnaM npucyrctBoBal Ha Cls (poOTO3MeKTpOHHBIX
cHeKTpax M coctaBisii 4 aT.%) y MCXOAHOIO OKCHa rpauTa U ero BOCCTAHOBIECHHOM (OPMBI
(marpeB co ckopocThio 20°C/MuH ¢ u3oTepmudeckoit Boaepkkoit mpu S00°C B reuenue 30 MuH).

VYIIbTpa3ByKOBBIM JTUCTIEPIUPOBAHUEM BOCCTAHOBJICHHOTO OKCHja rpadura B pasiWYHbBIX
pacTBOpUTENSIX ObUIM MOJYYeHbI rpaduToBbIe HAaHOIIACTUHKU. bbimu momyuensl oopasiel ['HIT
npu aucneprupoBanun BOI' (wacrora 22,7-23 xl'u, Bpemst 30 muH, ynenbHas MoImHOCTH 10
Br/cM’) B cpejie pasMuHBIX PACTBOPUTEINCH: MMETHICYIb(BOKCH/IE, TIPOIaHoIe-2, XI0podopme
(pucynok 11). Bbimu monydeHbl H30THYThIe HAHOITUTACTUHKH TpaduTa, MOp(hOIOTUs U OTHOIIIEHUE
C:O koTOphIX CHIBHO 3aBHucenn OT Buna pacrtBopurtensd. [Jlanmneie OJIC moxaszanu, 4YTO
comepxanue kucimopoga B oOpasue [HII cymiecTBeHHO 3aBUCHUT OT OPraHUYECKOTO
pacTBOpUTENS.

VnbTpa3BykoBas 00pabOTKa TPHUBOAWIA K TIOBBIIIEHUIO COJIEP)KAaHUS KUCIOPOZA.
JlucrnieprupoBaHye B M30MpONaHoJe MPUBOAUIO K Haubosee Omuzkomy C:O Mo cpaBHEHHUIO C
UCXOAHBIM  oOpasnoM. Haumbonee HHM3KOe OTHONIEHHME TIOKa3al o0pasel, KOTOPBIH
mucneprupoanu B xjaopodopme (TPI'X). Takum oOpa3zom, B TaHHOM PacTBOPUTENE MPOUCXOIUT
BOCCTaHOBJIeHHE oOpa3na. OO6paboTka B JUMETWICYIb(OKCHIE TNPUBOAMIA K TOBBIIICHUIO
COJIep’KaHUs Cepbl B MaTepualie. Tak, ee KOHLUEHTpAlHs MO0 CPaBHEHUIO C MCXOJHBIM OKCHIOM
rpadpuTa mOBBICHIACh B ~2,5 paza. PDA mokazan CHIKEHHE pa3MEpoOB KPHUCTALUIUTOB B
HaMpaBJICHUN MEPIEHINKYIAPHOM 0a3MCHON MIIOCKOCTH Ha 15-25% 1o cpaBHEHHIO C UCXOIHBIM
o0pasmomM.
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Huskoremneparypuas azncopOmusi a3ora TOKas3ajla CHIDKCHHE YIENbHON IJIOMaan
noBepxHOCTH. C TEOpPEeTHYECKONW TOUKU 3pPEHHUA, YIbTPA3BYKOBOE AMCIIEPIHPOBAHUE OJIKHO
NPUBOINTH K POCTY TMOPHCTOCTH. (DAKTHYECKM HCXOMHBIN oOpasen mokasan 213 MY/r u
IOPUCTOCTh BCEX OCTAIBHBIX 00pasnoB cHmwkamack: 112,5 M/r (xmopodopm), 62 m*/T
(mumeTmicynbhokenn) u 40 M>/r (u3omponanon). MoXKHO IPEAIOI0KHTh, YTO HMENIO MECTO TaK
HA3bIBAEMOE «CXJIOMBIBaHHE» TPA(UTOBBIX MAKETOB. DTOT MPOIECC COMPOBOKAAICSA CHIDKCHHEM
o0bema mop. Habmrogasncst pocT cpeHero pamepa mop, Ho o01muii 00beM Mop CHIXKAJICA B ~2,5
pa3a. JlaHHble pacmpejiesieHus MOp MO pa3MepaMm TMoKa3ajid CHIKEHHE YHclia TOop, KOTOphIe
umenu pasmep He 6osee 80 HM. CorjacHO aHaJaU3y pa3MepoB MOP Bce 0Opasilbl MOKazanu ceds
MOJIHOCTBIO Me30MopUcThIMU. Cpen Bcex 00paslioB, CYyIECTBEHHOE OTIMYUE OT IPYTUX MOoKa3al
obpazeny TPI'X, xoTopslii nucneprupoBajii B XjopodopMe (CpeiHuid pasmep mop — 4 HM).
JlucnieprupoBanue B XJopogopMe MPUBOAUIIO K MOBBIIIEHUIO COACPKAHUS MUKPOIIOp B OOIIEiH
yAeIbHON TUIoMaAu TMoBepxHocTH obpasma TPI'X, B wacTHocTH, MX g0 cocraBmia ~24%
(Suimepo=27 M/T).

[IpenBaputenbHble NaHHBIE 1O TPUMEHEHHWIO IIOJYYeHHBIX BbIe oOpasioB [HII B
CYINEepKOHACHCATOPaX MOKa3ald HU3KUE 3HAYCHUS DJIEKTPOXUMUYECKUX XapAKTEPUCTHK, TOITOMY
JUIS UX TOBBIIIEHUS MPOBOAMUIIOCH HCCIEl0OBaHUWE 00pabOTKH TpadUTOBBIX HAHOIUIACTHH B
pactBopax HNO;. B kaudectBe ucxomHoro oOpasuma Obln BeIOpaH oOpasel], IMOJy4EHHBIH
TUCTIEPTHPOBaHHEeM B quMeTuicynbdokcuae (30 mun, 22 kI 'm).

brio ycraHOBIEHO, UTO pa3Mephl U CTPYKTypa HAHOIUIACTHH MPAKTHUYECKU HE MEHSUIUCH
nocyie 00pabOTKH, HO C POCTOM KOHLEHTpAlMM a30THOW KHUCIOThI BO3pacTallo COJEpKaHHE
KHUCIIOpO/ia B 00Opasile MO CpaBHEHHIO C HeoOpaOoTaHHbIM oOpasuoMm. Kak BumgHO, naxe
00paboTKa B CPaBHUTEJIBHO pa30aBIIEHHBIX PACTBOPAX MOXET U3MEHATH CTENEHb OKHCICHHOCTH
MaTepHala u OTpakaThCs Ha ero yAeabHOM eMKkocTu. CoaepkaHue KHCIOpoAa T0CTUTalI0 CBOETO
MaKCHUMaJIbHOTO 3HaueHus npu oopadotke I'HII B 5 M pacTBOpe a30THOM KUCIIOTHI.

O6pabotka ['HII B a30THO# KKCI0TE CITOCOOCTBOBAIA CHUYKEHUIO YUCIIA TPAPEHOBBIX CIIOEB
n B KpUCTAUUTE (HANpaBlIEHWE OCH ¢), TaK KaK HaOII0anoch 3HAYUTEITHLHOE YMEHBIIECHUE
pasmepa kpuctamuiuToB. [Ipu oOpabotke B HNO;3 umcio cioeB CHUXKAIOCh MO CPABHEHUIO C
ucxoaaeivu ['HII, uTo cBUIETETHCTBOBAIO O PACHICIUIEHUH TUIACTUHOK HA 00JIee TOHKHE.

VYuurteiBas, uro ucxonausiii matepuan ['HII mokazan ouenp manyto emMkocTh (4 @/t npu 2
MB/c) Bo3meiicTBHE a30THOM KHUCIOTHI Ha OOpaselr] MO3BOJUIO 3HAYUTEIBHO TMOBBICUTH 3TOT
nokasarenb. [ J1aBHOM npuunHOW HU3KOM emkocth ['HII ocraercss HemocTatouHOe KOJIMYECTBO
GbyHKIIMOHANBHBIX Tpymil. [I[puHrMas BO BHUMaHHE TOCTATOYHO BBICOKYIO CTETEHb rpaduTaiiu
MaTepuaia ¥ 3aKOHOMEPHO BBICOKYIO MPOBOJUMOCTh, 00pa30BaHHE JBOMHOTO 3JIEKTPUUYECKOIO
ciosi  fABIAeTCA Od4eHb ciadbiM. (OOpaboTka B pacTBOpax a30THOM KHUCIOTBI MOXET
paccMaTpuBaThbCi KaK OJMH M3 CaMbIX MPOCTHIX METOJOB, CIIOCOOHBIX MOBBICUTH COJCpKaHHE
MOBEPXHOCTHBIX (DYHKIIMOHAIBHBIX TPYII M YIYUYIIUTHh SJICKTPOXUMHUUYECKUE XaPAKTEPUCTHKHU
CYNEpPKOHACHCATOPOB.

bouin mpoBeneHsl paboOThl MO HMCCIIEOBAHUIO NMPUMEHEHUs MPOrpaMMHUPYEMOro HarpeBa
JUIS  TIOTYYeHHS TEePMOpACIIMPEeHHOro rpaduTa W3 UHTEpKaIupoBaHHOro rpadura. beuto
MOKa3aHoO, YTO HU3KOTEMIEepaTypHBI HarpeB WHTepKamupoBaHHOro rpadura (20°C/mun) 10
400°C mno3BOJIIET TMOJYYHTh MOPUCTBIA TEPMOPACIIUPEHHBIH TpapUT C TEKCTYPHBIMU
XapaKTEPUCTUKAMHU 3HAYUTEIBHO BBIIIE IO CPAaBHEHUIO C TEPMOYIAapoOM, KIIACCHUYECKUM
cnocobom nonydenust TPT'. Jlanubiil MeTox oTiinyaeTcst 00JbIiel THOKOCTBIO U BO3MOXKHOCTBIO
VIOPaBIATh TEKCTYPHBIMU XapaKTEPUCTUKAMHU MAaTEpPHAJIOB, MX HACBIMHOW IUIOTHOCTBIO U
otHoweHuem C:0O.
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Pucynoxk 11 — POM-mukpodoTorpaduu 06pa3os, HOTYyIEHHBIX UCTIEPTUPOBAHUEM
B Pa3IMYHBIX PACTBOPHUTEISX:
a,06 — TPI', B,r — TPT' /I, n,e — TPI'TL, x,3 -TPI'X
B raaBe 5 Ob110 IPOBEACHO HMCCIEIOBAaHUE AKTUBHBIX MATEPHAJIOB JUIS Ta30BBIX CEHCOPOB

Ha 0a3e HAHOBOJIOKHHCTBHIX YIJICPOJHBIX MAaTePUAIOB U OKcuja rpadura. MHOTOCTEHHBIE
YIJIEpOHbIC HAHOTPYOKH, ObLIH ocaxkaeHbl Ha Si1/Si0, MOIOKKY HEMOCPEICTBEHHO METOI0OM

24




CVD na Fe karanuzaTope, KOTOPBIM MPeBAPUTEIHHO OCAXKAANIU B IJIa3ME 33 CUET Pa3ioKeHUs
Fe(CO)s. Karanuzarop Ha nmojioxke GopMUPOBaJl HAHOYACTUILIBI C pa3MepoM 5—25 HM (PUCYHOK
12). Huamerp MVYHT coctaBun 1040 uM, uyto moarBepxkaaetr 1ot ¢akt, uro MYHT pocnu
MPEUMYIIECTBEHHO HAa HAHOYACTHUIIAX Keje3a malioro pasmepa (5-25 um). bamOGykonomoOHbIe

CTPYKTYpbI 00pa30BBIBAINCH, TJIABHBIM 00pa3oM, Ha yacTuiax pazmepom 50—120 awm.
P ’ - .

%

100 nm

a) 0)
Pucynok 12 — POM- (a) u [IDM-muxpodortorpaduu (6) oopazuna CNT600-10.

[Tpu 600°C u yBennyeHHOM BpeMmeHnu ocaxaeHus 40 MmuH u 60 MuH 00pa3oBbIBAIHCH OoJiee
maable MYHT u popmupoBanacek 6osee mioTHas ceTb HAHOTPYOOK Ha MOII0XKKe, yeM mpu 10
MuH. B cootBetcTBUM ¢ manHbiMu JJIC ob6pasuna CNT600-10, maccoBoe coortHomenue C:Fe
cocTtaBuio 26,5 u oHO yBenmmumBaioch 10 85 um 107 mns obpasmor CNT600-40 u CNT600-60,
CUHTE3UpoBaHHBIX B TeueHue 40 muH u 60 MuH, cooTBeTcTBEHHO. Temmneparypsl Bbime 600°C
npuBoAWIH K ToBbIIeHUI0 qoiu MYHT B cTpykType marepuana u oOpa3oBaHHUIO eiie Oosiee
IUIOTHOM CTPYKTYpbl Ha MOBEpXHOCTU Noanoxku. Ilo manHeiM KP-cnektpockonuu Obu1o
YCTaHOBJIEHO, YTO OoJyiee BBICOKME TEMIIEPATyphl CHHTE3a MPUBOJIMIM K MOBBIIICHUIO CTETICHU
ynopsigoueHHoctt MYHT, HO B TO ke BpeMs npu 0Oojiee MPOAOJIKUTEILHOM BPEMEHU pOCTa
POJIb TEMIIEPATYPHI CTAHOBHJIACH MEHBLIIE.

HaubGonwsmmm conportuBienuemM obnananu oopasiel mwieHok MYHT wa Si/Si0, moanmosxke,
nonyyeHHble pu 600°C. Conportunenue najano ¢ 38,60 no 2,72 kOwm (Bpems ocaxaeHus — 10
MUH) MpHY NOBBILIEHUHU TemnepaTypbl ocaxaeHus ¢ 600 qo 700°C.

Ecnu paccmaTpuBath XapakTepUCTUKHU T'a30BBbIX CEHCOPOB, TO CONPOTHUBIIEHHUE BCETO Habopa
CEHCOPOB YBEJIMYMUBAIOCH MPHU KOHTAKT€ C aMMHAKOM (PUCYHOK 13) M OTKIMK CEHCOpPOB MpH
25+2°C no otHomenuto k 100 ppm, 250 ppm u 500 ppm NH; Haxoawica B auanaszonax 0,1-
1,8%, 0,2-2,4% n 0,2-2,8%, COOTBETCTBEHHO.

BriepBbie ObutH MOTy4YeHBI JaHHBIE 1O OTKJIMKY CEHCOPOB IPH MOBBIIICHHON TeMIIepaType
(200°C) (pucynok 130), mpu KOTOpOW OTKJIMK CEHCOpa CHUXKAJICS, HO B TO € BpPEMS €ro
BOCCTaHOBJIEHHE TOCIIE KOHTAKTa C aMMHAKOM ObLIO 00Jiee MOTHBIM.

BrnepBrie Obuia mpoBeJieHa COBMECTHas (PYHKIIMOHAIU3ALKMSg MHOTOCTEHHBIX YIJIEPOIHBIX
HaHOTPYOOK B KHCJIOPOJHOW Mja3Me M cMecu ManenHoBbli anruapun/C,H, u co3naH ra3oBblii
CEHCOp aMMHaKa Ha OCHOBE TaKOr0 aKTHBHOro marepuana. J{ius oOpaboTku Obul CrieMaibHO
nosydeH oopazen MHHBIX MYHT, nonydyennsix B miasme (meroq PECVD), koTopsie o6nananu
CPaBHUTEIIBHO BBICOKUM OTKIMKOM II0 OTHOIIEHUIO K aMMHAaKy J0 HpOBeACHUS 00paboOTKu U
OTJIMYAINCh 3HAYUTEIHHO OOJBIICH ATMHOM 1Mo cpaBHeHUIO ¢ obpazuamu MYHT nomyueHHBIMEU
BBIIIIE.
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3.0 KomHaTHaA Temnepatypa
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Pucynok 13 — (a) Kpussie otknuka oopazua CNT600-10 no oTHOLIEHUIO K aMMHAKY ITPU
koMHaTHOU TeMiiepatype ¥ 200°C. KoHuenTpanus aMmMHuaka noka3asa Ha rpaguke. (0) OTKINK
cencopa CNT600-10 nmpu koMHaTHOM TemmepaType (3akpameHHble CuMBOJIBI) U ipu 200°C
(OTKpBITBIE CUMBOJIBI), KaK ()YHKIHS OT TEMIEPATyphl OCAKICHUS IPU BpeMeHH ocaxkaeHus 10

MHUH

beino oGHapykeHo, 4To Takas oOpaboTKa MPUBOAUT K (OPMHUPOBAHUIO CTPYKTYp THIA

Pucynok 14 — POM-caumku o6paziia MYHT 1o (a, 6)
Y TIOCTIE COBMECTHOM TTa3MEHHOM 00paboTKH (B, T)

«;Iz[p0-060310q1<a», B KOTOPBIX

HAHOYACTHIIBI xKeesa
MOJTHOCTBIO TTOKPBITHI
YIJIEpOIHOM 000104k

(pucyHok 14).

JlaHHbIE aTOMHO-CHUJIOBOM
Mukpockormnu (ACM) Ttakxe
MOITBEPIIN HAJIM4Yue
BEINICONTUCAHHBIX  CTPYKTYD,
KOTOpBIE TPEICTABISIN COOOM

OCTaTKH YTIEPOIHBIX
HAHOTPYOOK M HAHOYACTHUIIHI,
MTOKPBITHIE YTIIEPOJTHOM

obosioukoil (uexsom). Crour
OTMETUTh, 4YTO 00paboTka B

KHCJIOPOJTHOM I1a3Me
M03BOJIMIIA MIPOBECTHU
aKTUBALMIO TMOBEPXHOCTU IS
MOCJIEAYIOIIETO
NPUCOEIUHEHUS]  TJIA3MEHHBIX
MOJINMEPOB B nporecce
COMOJIMMEPHU3ALINU

MasnenHoBoro anruapuaa u C,H,, uro moxxHo Habmonath no ganHeM POOC (pucyHok 15).

[ToBbIlIEHNE 3TIEKTPUYECKOTO COMPOTUBIIEHUS Ta30BOI0 CEHCOpPA C AKTUBHBIM MaTepHAIOM
TUNA «IAPO-000JI0UKa» CBA3aHO C ABYMS OCHOBHBIMU d(deKTaMu: 00pabOTKON B KHUCIOPOIHOM
IJ1a3Me, KOTOpasi IPUBOJMT K MOTEPE TOMOIHUTENBHBIX KOHTAKTOB B npoBosauien cetu MYHT,
U IUJIa3MEHHOM (YHKIIMOHAJIM3aluuen, KOTopas CO3JaeT JOMOJIHUTEIbHOE COIMPOTHUBIICEHHWE Ha
MOBEPXHOCTH aKTUBHOT'O MaTepHala, 3a CYET OCAXKACHUS MOTUMEPHOTO TOKPHITHSI.
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Pucynoxk 15 — ACM-u3o0pakeHus akTHBHOTO MaTeprajia 00pab0oTaHHOTO B IJ1a3Me (a-B) U
Cls P®D cniekTp HaHOCTPYKTYPHOTO aKTUBHOT'O MaTepuala, 00paboTaHHOTO B IJIa3Me, U TUKHU,
COOTBETCTBYIOUIUE Pa3JINYHBIM TUIIAM () YHKIHMOHAIBHBIX TPy (T)

OTKIIMK Ta30BbIX CEHCOPOB Mo oTHomeHuto K 100 ppm, 250 ppm u 500 ppm NH; cocraBuin
7,1%, 9,0% wu 11,7% (pucynok 16). Ilnazmennas oOpaGoTka mpHBeNa K TMOBBIIICHUIO
YyBCTBUTEIBHOCTU MaTepuana 1o 22,5%, 27,9% u 31,4%, coorBerctBeHHO. Takum 00Opazom,
MOBBIIIICHUE OTKJIMKAa MOXET OBITh BBI3BAHO MOBBHIIICHUEM IIEHTPOB aJCOPOLMM aMMHaKa Ha
MOBEPXHOCTH  aKTUBHOTO  Marepualia 3a CYeT  OCAXKJICHUA  KHUCIOPOJCOEp KAIINX
(GYHKITMOHATBHBIX TPYII.

Ornrcanue SKCMEPUMEHTANBHBIX JaHHBIX C TOMOIIBI0 W30TepMbI JICHTMIOpa yKa3bIBaJIH
MPEUMYUIECTBEHHO Ha (PU3MYECKYI0 NPHUPOAY aACOpPOLMM aMMHaKa Ha aKTUBHOM MaTepuale
ceHcopa, PYHKIIMOHATU3UPOBAHHOM B IJIa3Me.

0,45
0 HeoBpaboTaHHbIi -
HCNAPUMEHTANBHEW JAKH LIS
ceHCop 0,404 ANNPOXGHMALMA YDABHEHIEM L
Nenrmiopa
=l 0,351 <
o
a‘: Cencop, obpaboTaHHbIi B - 0,304
(=} nnasme a
0,254
m -20 - .
% 0,204 .
-30 4 0,154
L]
0,104 ARMRp=0.43"0.17"p/(1+40.17"p)
-40 0,054 L]
H 0,004+— r . r : :
0 10 20 30 40 50
Napunanesoe gasnenne NH;, Na
Bpemsa, MUH b
(a) (6)

Pucynok 16 — CpaBHEeHHE OTKJIMKA UCXOJHOTO CEHCOPA U CEHCOpa, MOIU(UIIMPOBAHHOTO B
1a3Me Ipu KOMHATHOM TemrepaTtype (a) U anmpoKCUMaIis SKCIEPUMEHTAbHBIX JaHHBIX
uzorepmoit Jlearmropa (0)

Beino mpoBesieHO uWcclieIoBaHWe CBOMCTB OKcuia rpaduTa, MCIOIb3YEMOTO B KauyecTBE
aKTUBHOTO MaTepualia ra3oBbIX CEHCOPOB Juisd jeTekinu ammuaka. [lockonsky OI' monywaror
KUJIKO(DA3HBIM METOAOM, TO JUIsi Hero He moaxoautT meton ocaxaeHus CVD u PECVD.
Hanecenue OI' aspo3onbHbIM MeTog0oM Ha Si/SiO, MOANOXKKH TMO3BOJUIO CO3/aTh CEHCOpP C
conpotuienuem 7,2 kOm (mpu 25°C), KOTOpoe BO3pacTalio B XOAE€ KOHTAKTa C aMMHAKOM.
OTkMK ceHcopa BapbHpoBaics B auanazoHe oT 2,5 1o 10% B BellIeyKa3aHHOM JHaria3oHe
KOHIIEHTPAllMii W HU3KOH OTHOCHUTENIBHOM BJIAXHOCTH Bo3ayxa ¢=3%. Ilpu »sTOoM pocT
KOHIICHTPAIlMK aMMHaKa B Ta30BOI CMeCH MPUBOIUI K YIYUIIICHHUIO BOCCTAHOBJICHHS CEHCOPA.

OnHa W3 OYEHb BAXHBIX XAapPaKTEPUCTUK CEHCOPOB — 3TO OTKJIMK IO OTHOILICHHUIO K
TECTUPYEMOMY BEIIECTBY B 3aBUCUMOCTH OT OTHOCHUTEJIBHOW BJIAXKHOCTU BO31yXa. Y BEIMYCHHE
OTHOCHUTEJIbHOW BJIQXKHOCTH BO3JyXa MPUBOAWIO K POCTY OTKJIHMKA MO OTHOUIEHHWIO K aMMHUAKY,
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YTO MOYKHO CBSA3aTh € yBlIaxkHeHUEM nosepxHoctu OI'. Otkiuk no otHowmeHuto k 100 ppm, 250
ppm u 500 ppm NH; ipu ¢=65% coctaBui 22,2%, 22,5%, 29,6%, COOTBETCTBEHHO. Y BEJIMUCHUE
OTKJINKa MOET OBITh CBA3aHO C TOBBILIEHHOW ajacopOuuell aMMHaka Ha YBIAKHEHHOU
noBepxHocTH OI'. CnexyeT OTMETUTh, UTO B3aUMOAEHCTBUE C aMMHAKOM BO BJIAYKHOM WUJIU CYXOM
BO3/lyX€ HE MEHSET OCHOBHOW MEXaHHM3M M3MEHEHHUs CONPOTHUBIIEHUS CEHCopa IpH aicopOnuu
aMMHuaKa, KOTODPBIM 3aKIYacTcsl BO B3aUMOJEHCTBHM DJJIEKTPOHOB aMMHUaKa C JbIpKaMHU
akTUBHOro Marepuana. Takum obpazoM, OI' MokeT ObITh pacCMOTPEH, KaK MOJYNPOBOJHUK p-
TUIA U aJCOPOLUS AIIEKTPOH-AOHOPHBIX COEIMHEHUI MPUBOIUT K MOBBIIMICHUIO CONPOTUBICHUS
ceHcopa. J[0CTaTOUHO BBICOKAsl CEJIEKTUBHOCTBH CEHCOpa IO OTHOLICHHMIO K aMMHAaKy I'OBOPHUT O
BBICOKOW 3()(PEKTUBHOCTH UCTIOIB30BAHUS JAHHOTO CEHCOPA JUIsSl ONIPEIETICHUS] yTeUeK aMMHUaKa B
XOJIOJUIBHBIX YCTAaHOBKAaX, OINpPEAEIICHUs aMMHaka B IPOMBIIUICHHBIX Ta3ax (BO3IyX, a3or,
YTJIEBOAOPO/Ib), a TAKXKE B OMOMEIUIIMHCKUX IPUITOKEHUSX.

BriBOAbI:

1. VYcraHoBieHbl  cocoObl  MOAUM(UKALMM  HAHOBOJIOKHUCTBIX  YIJIEPOAHBIX
MaTepualioB, O00eCHeYMBAIONIME 3aJaHHble d3JIEKTPO(PU3NYECKHE CBOMCTBA  3MOKCUIHBIX
KOMITO3UTOB HEOO0XOMBbIE VIS MCIIOJIb30BAHHUS B KayecTBe MaTepHaIoB
AHTURJIEKTPOCTATUYECKUX MOKPBITHI U 3KPaHOB JJIs 3aIUTHI OT 3JIEKTPOMArHUTHOTO U3TyYEHUSI.

2. BriepBble mony4yeHBl PErPECCHOHHBIE YpaBHEHUS, CBSA3BIBAIOIIME MapaMeTphI

CHUHTE3a, TaKHME€ KaK TeMIlepaTypa HarpeBa, CKOpPOCTb HAarpeBa, BpeMs U TeMIleparypa
M30TEPMHYECKON BBIICPKKHU, C XapPaKTEPUCTHUKAMU BOCCTAHOBIICHHBIX OKCHUIOB TpaduTa
(HachIlHAs MJIOTHOCTH, BBIXOJ, yJelIbHasi EMKOCTh), TOJIYYEHHBIX U3 OKCHJIAa rpauTa pa3indHON
CTETNICHH OKUCIEHHOCTU. JIJis TONydeHHS BOCCTAHOBJICHHBIX OKCHUIOB rpaduta ObUT BIEpBHIE
MPEIVIOAKEH METOJI TPOrPaMMHUPYEMOTO HarpeBa Mpu CPaBHUTEIBHO HU3KUX TeMmiiepaTypax 200—
400°C u ckopoctsx HarpeBa 5—15°C/muH.

3. BrniepBble uccrnenoBana JUHaAMUKa U3MEHEHHUS! KAU€CTBEHHOTO U KOJUYECTBEHHOIO
COCTaBa MOBEPXHOCTHBIX (YHKIIMOHAIBHBIX T'PYII B OKCHAE IpaduTa MpU €ro MOJYYCHHUH 10
MOAU(DHUIIMPOBAHHOMY METOAy Xammepca. YCTaHOBJIEHO, YTO OOpa3oBaHME OKcHia rpadura
HaunHaeTcsa mocie 60 MMH ¢ MOMEHTAa Hayajia CMHTE3a, 4TO COBIagaeT ¢ BBeAecHueM KMnO, B
PEaKLMOHHYIO CMECh.

4. YcraHoBieHO BiusiHUE TemnepaTypbl U BpeMeHH cuHTe3a MYHT, mosmydeHHBIX
pasznoxenueM C,H, Ha Hanouactuiax Fe HenocpencreenHo Ha Si/Si0, moanoxke. Y CTaHOBIICHO,
YTO HauboJsee BBICOKUM OTKIMK MO OTHOIIEHUIO K aMMHAaKy MOKa3bIBaloT akTuBHbIE ciion MYHT,
nonydeHnbie npu 600°C ¢ ucronb30BaHUEM MPOAOKUTEIBHOCTEH pocTa HaHOTpyOok 10-40
MHUH, YTO CBS3aHO C ()OPMUPOBAHUEM IMPOBOIAIIMX CETed C OTHOCHUTEIHHO MAaJbIM YHCIOM
KOHTAaKTOB.

5. BnepBbie mpoBeneHa IIa3MeHHas ~— (PYHKIIMOHANU3AIUS  HAHOBOJOKHHUCTBIX
YIJIEPOJHBIX MATEPUATIOB COMOJIMMEPHU3ALMEN MaJeMHOBOTO aHTHAPHUIA U alETUJIEHA, KOTopas
CIOCOOCTBYET OC@XKJICHUIO KUCIOPOJCOAEpKAMX (DYHKIMOHANBHBIX TPYNN Ha MOBEPXHOCTH
aKTUBHOTO MaTepuaia, HCIOJIb3YeMOro B Ta30BbIX CeHcopax ammuaka. OTKIMK ceHcopa
coctaBun 22,5%, 27,9% u 31,4% no otHomenuto k 100 ppm, 250 ppm u 500 ppm NH; npu
KOMHATHOM TeMIlepaType, COOTBETCTBEHHO.

6. [Toxazana 3(hpeKTUBHOCTH UCTIOIB30BaHNs HEBOCCTAHOBJIEHHOT'O OKCH/JIA IrpaduTa B
KauecTBE aKTHMBHOTO MaTepuaja ra30BbIX CEHCOPOB aMMHUaKa, paboTaroluX NpU KOMHATHOM
temrneparype. OTKIMK CEHCOpa BapbUpoBalicad B AuanazoHe ot 2,5 10 10% B BbllIeykazaHHOM
nuana3one koHneHTpaui 100—1000 ppm 1 HU3KOW OTHOCUTENBHOM BIAXKHOCTH BO3AyXa (0=3%.
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