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Annomauua. B cmamoee npugedeHvl 0aHHbIE NO CO30AHUN BAKYYMHOU YCMAHOBKU, NPEOHA3ZHAYEeHHOU 014
NO020MOBKU Y2IepoOHbIX HaHOMamepuaioe u npoeedenus HK cnexmpockonuveckux ucciedoeanutl nogepx-
Hocmuwlx kucromuulx ceoticme YHM. [Todpobro usnazaemca memoouka pabomel Ha YCMAHOBKe, 8 MOM YUCe
MemoouKa 0ist RPOBEOEHUS. IKCREPUMEHINO8 RO A0COPOYUU PAZTUYHBIX MOAEKV Ha nogepxHocmu YHM.

Abstract. The paper presents the data on development and construction of a vacuum setup for preparation of
carbon nanomaterials (CNM) and conducting FTIR spectroscopic study of surface acidic properties of CNM.
Methods of the setup operation as well as experimental methods of adsorption of different molecules on the sur-
face of CNM are described in details.

Knioueevte cnosa: yenepoonvie HAHOMAMEPUAIbl, Ye1epoonble HAHOBOI0KHA, Yelepoousle Hanompyoku, HK
CREKMPOCKORUA.
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Hcceneoranne yriepoAHbIX HAaHOMATEPHANIOB SB-
JEeTCA OJHUM M3 TEPCTICKTHBHBIX M MHTEHCHBHO pas-
BHBAIOIIMXCA HANpaBlIE€HUH HAHOTEXHOIOTHH. AKTY-
aJIbHOCTh JIAaHHOTO HAIIPABIICHHs OIpPEIEsieTCs BhICO-
KUM moTeHuuanomM YHM nns mprMeHeHHMS B HaHO-
JNIEKTPOHMKE, KATAIH3€, CO3/JaHHH HOBBIX KOMITO3HT-
HBIX MAaTepHalioB, Ta30BBIX H OMONOTHYECKHX CEHCO-
pOB, COPOEHTOB M MHOTHX IPYTHX IIPUIOKEHHIL.

Cunres YHM, nonupoBaHHEIX reTepoaroMamMu (B-
OCHOBHOM a30TOM) OTKpBIBAE€T BO3MOXHOCTH pas3pa-
OOTKM TIPUHIMITHATHLHO HOBBIX MAaTEPHANOB, OTIHYA-
IOLIUXCS YHHUKAILHBIMH (PU3UYECKUMU, XHMHYECKHMH,
ONTHYECKHMH WM DJIEKTPOHHBIMH cBOMcTBaMH [1-13].

CunTesupyeMble M HCCIEAyeMble YTIEpPOJIHBIS
HAaHOMATEPHAIBl MOTYT OBITH pa3jesieHBl Ha YrIepoj-
Hble HaHOBOJOKHA (YHB) 1 yrinepogHsle HaHOTPYOKH
(YHT).

B yrnepoansix nHaHoBojoxkHax (YHB) na BHem-
HIOIO [IOBEPXHOCThH BOJIOKHA BBIXOST MHOKECTBEHHBIC
Kpass TpaUTOBBIX IIOCKOCTEH, YTO TMOBBINIAET CTe-
MeHb B3aUMOJEHCTBUS IOBEPXHOCTH C AaKTHBHBIMM
komrnoHentamu H Aenaer YHB ocobGenno mpuBnexa-
TeJbHBIMH IS HCIIOJIb30BAHKsI B KaTalu3e HIH cOo3]la-
HHUS TMEPCHEKTHBHBIX KOMIIO3MTOB [PYrOro HasHad4e-
HUA.

YrneponHble HAHOTPYOKH 1O CBOMM CTPYKTYPHBIM
0CcOOEHHOCTAM OOBIYHO pa3AeNAOTCS Ha OJHOCTEHHBIE
u MHorocrennsie [14]. Jouna YHT moxer Bapbupo-
BAThCsl OT HECKOJBKUX COTCH HAHOMETPOB JI0 HECKOIb-
KHX MHKDOH, B TO BpeMs KaK JHaMETP OJHOCIOHHBIX
YHT cocrasiser or 1 qo 10 am. JluameTp MHOrocnoi-
HBIX HAHOTPYOOK 3HAYMTEeNBHO OOJBIIe, YeM OHO-
CJIOHHBIX M COCTaBIA€T OT 5 JO HECKOJbKHUX COTCH
HAHOMETPOB. YTJIepo/iHble HAHOTPYOKHM MMEIT OueHb
OONBUIYID YAENBHYH) IOBEPXHOCTb, OTHOCHTENIBEHO
BBICOKYI0 MEXaHHYECKYI0 MPOYHOCTH (IIPOYHOCTH YT-
JIEPOJHBIX HAHOBOJIOKOH B HECKOJIBKO pa3 IIpeBbILIACT
MPOYHOCTh CTANH) W JJMEKTPO M TEPMOMPOBOTHOCTH,
CPAaBHHUMYIO ¢ Me/ibio [15-16].

Jlns XapakTepUCTHKH CTPYKTYPHBIX M TOBEPX-
HOCTHBIX cBoHcTB YHM npumensorcs TpaaHIHOHHBIE
Mmeroapl mccnenoBanug: PDA, COM, IIDM, PODC,
HKC, Pamanosckas criektpockomnust [15].

Kaxnaplii mMeron NO3BOISET MOJIYYaThb JAHHBIE O
CTPYKTYpHBEIX cBodcTBax YHM u xapakrepusomaThb
XUMHIO [IOBEPXHOCTH CHHTE3HMPOBAHHBIX MATEPHAJIOB
HMEET OTpaHHuEHHUs TNpH padoTe ¢ YrIepoJHBIMH Ma-
TepHaIaMHU,

Bawxnoi#l xapakrepuctukoiit YHM sBnserca uueH-
TU(PUKALKS OpPraHnyecknX (PYHKIHOHATIBHEIX TPYIII Ha
nosepxHoctd YHM, umeomux XapakTepHCTHYECKHE
MOJIOCH! KOJIeOaHuil B CIEKTpe, KOTOPhIe HCCIeAYIOTCA
meronoM MK cnexrpockonuu. MK cnektpockonus He
naer HMHMOPMALMIO O KOHLEHTPAlUuH (YyHKIHOHAIL-
HBIX TPYII, MOcKoNbKy HekoTopsle MK curnamsr cna-
OouHTeHCHBHBI [15], oAHAKO MO3BOJISIET TOJIYYaTh
LEHHYI0 HMH)OpMAlMI0 O HAIH4YME Ha TOBEPXHOCTH
HCCIIEYEMBIX MaTePHalloB BAaXKHBIX U XHMHH (DyHK-

HMOHaNBHBIX rpynn [17-19].

Hcnons3zoBanue UK cnexTpockonuu aisa xapakre-
puctuky ¥YHB pasnuunoii cTpykTyps! (“pp1ObsS KOCTB”,
OamOykonogo0Has CTPYKTypa) M pas3iudHOH mpenod-
paboTky 00pa3noB (OKMUCIUTENbHAs, BOCCTAHOBUTEIb-
Hast 00paboTKa MpH pa3HBIX TEMIIEPATYPAX) OMUCAHO B
paborax [20-22]. Aptopsl Habmoganu B oOpasiax
VHB »Bomounio kapOOKCHIATHBIX COEAMHEHHH Ha
NOBEPXHOCTH YIJIEPOIHBIX MaTePHAIIOB.

Tak, nanpuMep, McPhail u ap. uccinenosanu 3Bo-
JIFOITHEO HHTPO30-TPYTI HA MMOBEPXHOCTH OJTHOCTEHHBIX
yrnepoansix Hanotpybok. MK cnexrtpockonus wuc-
NOJb30BaIACh I JOKa3aTeNbCTBAa BKJIIOUEHHs Opra-
HUYECKHX COCAMHEHHH B CTPYKTYPY YIIEpOJHBIX
HAHOTPYOOK, MpociekuBas 3a 00pa3oOBaHHEM IOIOC
nornouenus: B UK cnextpe, oTBecTBeHHBIX 3a Komeba-
nusg NO (1577 em™!), monoamunos (1749 u 1720 cm ™)
nnu COOH coenunenni [23].

I'pomoB u 1p. ucnonb3oBanu Komouuauuo MK u
PaMaHOBCKOH CHEKTPOCKONMH Ui HaOMIOACHUS 3a
BKJTIOYEHHS ITOBEPXHOCTHBIX AMHHHBIX TPYIII B CTPYK-
Typy MoHocnoliubiX YHT B nponecce aktuanun YHT
SOCI; ¢ obpazoBanreM MPOMEKYTOUHOTO COCAMHEHHUS
B peaktiuu [24].

C 1pyroii cTOpOHBL, CHHTE3HMPOBaHHBIE HOBBIE
VYHM moryt 001agaTh YHHKaJIbHBIMH TTOBEPXHOCTHBI-
MH KHCJIOTHBIMH CBOHCTBaMH, BKIo4Yas JIbIOHCOBCKYIO
1 BpeHcTe10BCKYI0 KHCIIOTHOCTB, YTO IO3BOJSET HC-
MOTE30BAHUE MX B KauecTBE KaTaJM3aTOPOB pa3iHu-
HBIX KHCIOTHO-OCHOBHBEIX TporeccoB. CyniecTByioT
oTpabOTaHHBIE METOJHKH MCCJICIOBAHUS KHCIOTHBIX
CBOMCTB NMOBEPXHOCTH TBEPJBLIX KAaTaJIH3aTOPOB METO-
nom MK cnexkrpockonun aacopOHpOBaHHBIX MOJNEKYJI-
30H70B [25]. [lpuMeHseMble METOJMKN TPeOYIOT mpe-
BApHUTC/IBHOH OUYHCTKH IIOBEPXHOCTH MCCIIEIYeMBIX
MaTepHaNOB OT aacOpOHPOBAHHOM BOIBI WIH IPYTHX
COCMHEHHH, 3aTPyAHSIIOUMX JOCTYI aAcopOHpoBaH-
HBIX MOJICKYN K TIOBEPXHOCTHBIX KHCIOTHBIM I[CHTPaM
wii uaeHTHGHKAKMI0 UX nonoc noryomenus B UK
CIEKTpeE.

Haubonee pacnpoctpaneHHBIM crniocoOOM IpHMe-
Hennst MK cnekTpockonuu ais XapakTepu3aluu yrie-
POJHBIX HaHOMATEPHAIOB SIBISETCA MPECcCCOBaHME HC-
crnegyemoro oopasna ¢ OpomuoM Kanus. B aTom ciy-
yae He)XeJlaTeNbHas BoJa WIH KapOOKCHIbHBIE TPYIIIIBI
ocrarorcst B MK-cnexrpe. [l ynaneHus HexenaTemb-
HBIX COEJMHEHHH C MOBEPXHOCTH 00pa3IOB TpaJMIU-
OHHO HCIOJIB3YeTCs NpejiBapUTEILHAS TePMOBAKYYM-
Hast obpaboTka. Osswald u ap. OmMHCHIBATH METOTUKY
Harpesa o0pasloB B TedeHHe 24 yacoB IIPH TeMIepa-
Type OJIM3KOH K TeMIlepaType KUIICHHsA BOJbl U IIOKa-
3aJH, 4TO Mpossisiomueca B cnekrpe O-H koneGanus
OTHOCATCS CKOpee K KonebaHusaM afcopOHpOBaHHON
BOJIBI, Y€M K MHOTOCTOWHBIM YTIIEPOTHBIM HAHOTPYO-
kam [26].

B pabore [27] npoBoauTCs cpaBHEHME NPUMEHH-
moctu Metoza MK crextpockonuu auddysHoro otpa-
weHua U mpocseunBarome MK cnextpockonun nna
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uccnenoBannd YHB u YHT, cuHTe3supoBaHHBIX pa3-
noxenuem merana na Ni—Cu/Al,0; u Co/Al,O; xara-
ymzatopax. IToka3aHo, 4To Ha MOBEPXHOCTH CHUHTE3M-
pOBaHHBIX 00pa3lloB MPHCYTCTBYIOT He Toabko C-H
TPyNOIBl, HO M KapOOKCHI-, KETOH- MIH XHWHOH-
MoI00HBIE KUCIOPOJCOACPKAIIHME TPYIIbL, 00pa3yio-
muecs Ha JeeKTHRIX IIEHTpax B Mpollecce pocTa yr-
JepOJHBIX BOJIOKOH. Haubonee npHMeHUMBIM IS Xa-
paKTEepPH3aLMH YTIEPOIHBIX MATEPHATIOB METOIOM SIB-
nsetcs npocsednBaronias MK cnexkrpockomus, Tpely-
FOIAs] BBICOKOTEMITEPATYPHOH BaKyyMHOM TOATOTOBKH
00pas1oB JAns yaaneHus: aacopouporanHoil Boasl. Jns
BBIMIOJTHEHHA TAKHX HMCCIEOBAHMN HYXKHA CTHEIHATb-
Has KIOBETA, BO3MOYKHOCTh NPOBOAHTH TEPMOBAKYYM-
HyI0 00paboTKy 00pa3loB, CHCTeMa HAIlyCKa ra3oB, H
9TO BO3MOXKHO TOJBKO CO3/JAHUEM YCTAHOBKH.

31eck MPUBEICHBI TAHHBIE TIO CO3JAHUIO BAKYYM-
HOM YCTAaHOBKH, NpPEIHA3HAYEHHOH Ui NOATOTOBKH
yIIEepOAHBIX HaHOMaTepuamoB M mpoBeaenns WK
CTIEKTPOCKOMHUYECKUX HCCIEeTOBAHUH TOBEPXHOCTHBIX
KHCoTHBIX cBoiicTe YHM. IToapoOHo uznaraerca me-
TOAMKA paboThl HA YCTAHOBKE, B TOM YHCJE METOIHKA
11 TPOBEIEHHA JKCIIEPUMEHTOB II0 aficopOLHH pa3-
JIMYHBIX MOJIEKYJ Ha ITOBEPXHOCTH YHM.

Onucanue BAKYYMHOH YCTAHOBKH

YcraHoBka npeaHa3sHaueHa JUIss NPOBEJCHUS Tep-
MOBaKyyMmHoi#l obpaboTku obpasior YHM u mposene-
Hus MK-cHeKTpocKkonuYeckuX IKCIEPHMEHTOB MO aj-

copOumu HHAUBUAYaIBHEIX ra3oB (CO, NHs, Hy, NO) B
kommuectBe 1-200 MM.pT.CT. mpH TemIlepaTypax OT -
196°C mo 400°C. B cocrtaB yCTaHOBKH BXOJAT BYKY-
ymmerp Tepmonapueiii BT-3 ¢ manomerpuueckum
npeodpazoparenem [IMT-2, perucrparop temmnepary-
pet TPM200, ¢opBakyymHBIH Hacoc. YCTaHOBKA I103-
BOJISIET IPOBOJHUTH TEPMOBAKYYMHYIO 00paboTKy 00-
pasloB mpu aieHuH o 1-107° MM.pT.CT. M Temmepa-
Type 10 400 °C.

[punimnuanbHas cXemMa yCTaHOBKY [IPUBEJIeHa Ha
puc. 1. BHemnuii BUJ yCTaHOBKH NPHUBEISH HA puC. 2.

YcranoBKa BRIKYAET
BHYTPEHHHE Ta30BbIe 6amnoHsl (1) eMKOCTBIO
1 11 st XpaHEeHUs MCIIOIbB3YEMbIX Ta30B H
PeryJupyeMoro Halycka WHJIHBU/IyalIbHBIX IA30B B
CIIEKTPOCKOMHUCCKYIO KIOBETY,
JIOBYIIKY ¢ BeIMOpaxuBanueM (9),
YCTaHOBJIEHHYIO MOCIE BAKYYMHOTO Hacoca u
HpeHa3HaYeHHYI0 JUIS IPEAOTBPALLICHHUS [TOTIalaHu s
[IapOB MAacia B CHCTEMY;
U-00pa3ublil )KHUAKOCTHBIH MaHOMETp (6) JIst
H3MEPEHHS JTABJICHUS ra3a B CHCTEME;
MecTa i nojacoeanHenus MK-
CHEKTPOCKOIIMYECKON KIOBETBI U JOIIOJIHUTEIEHOIO
BHenrHero obopyaosanus (11), Bkmoyas
JIOTIONHUTENbHYIO IOBYIIKY JIJIS BLIMOPAXKHUBAHHUA,
JIOTIOJTHUTENBHBIC Ta30BbI¢ OAIOHBI;
MECTO ITOJIKIFOYEHHS MAHOMETPHYECKOTI0

3
/
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bannoka (cmekno)
/U /U ™,
12 D e

Mecmo coeduHeRUA é,:

KHo8eMmbl

mecmo Ans GononHUMensHou
13 nosywku (8bimopaxuearle H20)

K Hacocy <— :ﬁ:>/
A
8/
o1

amm

e

11

Puc. 1. lpunyunuanenasn cxema eaxyymuoti yemanosku: 1 — 6aninon 2azoewit; 2, 3 — kpan 8axyymuulii yeno-
gotl,; 4, 5, 7 — Kpau 6axyymHuulli 08yxx000g0i; 6 — U-06pasublii scudKkocmHblll MaHOMemp,; 8 — KpaH 8aKyYM-
uolll; 9 — nogyuika ¢ suimopaxcueanuem; 10, 11 —wnugpor,; 12 —IIMT-2; 13 —6arion.

Fig. 1. Schematic diagram of the vacuum setup: 1 — gas cvlinder, 2, 3 — angular vacuum valve; 4, 5, 7
— 2-port vacuum valve; 6 — U-type liquid manometer; 8 — vacuum valve; 9 — cooling trap; 10, 11 — ground-

glass joints; 12 - PMT-2; 13 —

additional gas container.



Bectnuk Kyszbacckoro rocyrapcTBeHHOTO TeXHHUeCcKoro yHuBepeuteta. 2017. Ne 4, ¢.155-163

158

Muxaiinosa E.C., Kyzneyog B.B., Hoovauesa O.F0., Yuukanw A.C., Carvhuxos A.B., Yecnokoe B.B....

npeodpazosarens [IMT-2 (10) nius uzmepenus

HaIlyCK 3a/IaHHOI'0 KoJu4YecTBa raza u3 dayuioHoB (1) B

Puc. 2. Buewnuii 610 6axyymuoi ycmanosxu.
Fig. 2. Photo of the vacuum setup.

BaKyyMa B CHCTEME;

- MECTO AJI MOJAKIIOYESHNS BHEIIHUX ra30BbIX
0a/IOHOB /A7 HAIIyCKa Ta30B B CHCTEMY;

- YIJIOBBbIE BaKyyMHBIE KpaHbl (2),
npeaHa3HaYeHHBIE IS HAMMyCKa ra30B, XPAHANIUXCS B
fannonax (1) B cucremy;

- YI7IOBOI BaKyyMHBIH KpaH (3),
NpeaHa3HaYeHHBIN 115 [IePeKPhIBAHHUS KOHTYpa
XPaHEHHS Ta30B OT OCHOBHOH CHCTEMEI;

- YIJIOBO¥ BakyyMHBIH KpaH (4) 171st Hamycka
ra30B B CHCTEMY M3 BHEIIHHUX ITO/IKJIIOYAEMBIX
0allIoHOB;

- JBYXXOJOBOH BakyyMHBIH KpaH (5),
NpeaHa3HaYeHHBIN NI HAMycKa aTMOC(HEPHOTO
JIABIICHUSI B CUCTEMY;

- BaKyyMHblH kpaH (7) nud
MOKJIFOYEHHs/OTKIFOYEHHS BAKYYMHOI'O Hacoca OT
CHCTEMBI;

- BaKyyMHBIH KpaH ¢ IpoxoaoM noj yriom 120°
(8) nns Hammycka arMocdepbl | BAKYYMHBIH Hacoc
(J10ByIIKY).

MoHTak yCTAaHOBKH TPOM3BEICH CTEKISHHBIMH
TpyOKaMH ¢ BHEIIHHM JTHAMETPOM 8 MM.

H3MmepeHHe naBiIeHUs B CHCTEME B JHama3oHe 1 —
10~ MM pr. cT. mpousBoauTes Bakyymmerpom BT-3 ¢
TEpPMOINApHBEIM MaHOMETPHYECKHM IIpeoOpazoBaTeneM
IIMT-2, noxcoenuuseMblM K pazbeMy (10) ycTaHOBKH.
V3Mmepenue nasiaeHus B cHcTeMe B auanazone 1 — 200
MM PT. CT. MPOH3BOJNTCS JKHUIKOCTHBIM MaHOMETPOM
(6), mnpexncraBmsromem coboit  crampmapthbii  U-
00pa3HeIl MaHOMETp, 3al0JIHEHHBIH KHIKOCTBIO (CU-
JINKOHOBOE BaKyyMHO€ Macio, AHOyTHiadTanaT, pTyTh
U ap.). Tun 3anonHMATENA ONpeneseTcss He00OX0AUMBIM
JMAna30HOM W3MEepeHHs JIaBJIeHHI.

CucreMa KOMMYTALMK KpaHOB o0ecriednBaeT Kak
MpOBeJeHHEe BaKyyMHOH 00padoTkK 00pasloB, Tak H

HK cneKkTpoCcKONMYECKYIO KIOBETY.

Onucanne UK cnekTpocKoONUYECKOH KIOBEThI

Jnst mposeaeHus TepMOBaKyyMHOH 00padoTku
obpaznoB YHM u uccnenosanus aacopOLnH HHIUBHU-
JIyalnbHBIX Ta30B Ha MOBEPXHOCTH HCCIEAYEMBIX 00-
Pa3loB CKOHCTPYMPOBAHA U M3TOTOBRJCHA CTICIMANbHAs
UK cnektpockonudeckas KroBeta. (xema KIOBETHI
[IPEJICTaBJIeHa Ha PUCYHKE 3.

HK-cnextpockonuyeckas KIOBeTa NpeIHA3HAYEHA
JUIS SKCTUTYaTaIlMK TIPH AaBIeHUX B quanazoHe ot 700
10 1:107 mm. pr.ct. KioBeTa cocTouT U3 Kopryca Kio-
BetThl, UK-crekrpockonnueckux crexon (CaF,) u nep-
xaTesnst o0pasIoB.

HK-cnexTpockonuueckas KIOBeTa MO3BOJISET MPO-
BOJUTh KAaK BBICOKOTEMIIEPATYPHYIO 00paboTky 00-
pasloB B BakyyMme npH temneparypax 10 400°C, Tak u
agcopdmio ra3oB Ha oOpaslle IpH TeMmrmepaTtypax OT
TEMIIEPATyphI )KUIKOTO azota g0 400°C.,

TabnerupoBaHHbll  uccneayemslii  obpasen 3a-
KperuiseTcss Ha IMOJIBIKHOM JiepaaTene obpasia u no-
Memtaercs B Kiopery. /g nposeneHus repmoodpabor-
KM Jep/kaTelb BMecTe B 00pa3lioM mepeMelnaercs B
BBICOKOTEMIEPATYPHYIO 4YacTh KIOBETHI, KOTOpas IIO-
MelaeTcst B TpyO4aryw medb, 0bOecHedHBaroLIyIo
HarpeB o0Opa3sua J10 3aJaHHOH TeMIepaTypsbl.

Jlng perucTpaii CHEKTPOB JEpKaTellb BMECTE ¢
o0pa3noM MepeMelnlaeTcss B HHU3KOTEMIIEPATypHYIO
YacTh KIOBETHI, MPEACTABIAIONIYI0 CODOif eMKOCTh B
Bujie cocys Jlproapa ¢ 3aKpenieHHBIMH C JIBYX CTOPOH
HK-cnexkrpockonnyeckumu okHamu. Krosera BmecTe ¢
pa3MelIeHHBIM 00pa3oM momeniaercs B xoa ayda MK-
CIOEKTPOMETPa M MPOH3BOJUTCA 3alUCh crexTpa. [lms
pETHCTpALMH CIEKTPOB aacOPOUPOBAHHBIX MOJIEKYI
NpM HU3KHX TEMIIEpaTypax B HH3KOTEMIEPaTypHYIO
YacTh KIOBETHI 3aTHBAETCS XKHUAKWH a30T. Ternonzons-
LS 3a7TUTOTO BHYTPH KIOBETHI JKHIKOTO a30Ta odecre-
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Puc. 3. Cxema nuskomemnepamypuou HK-cnekmpockonuueckoil kKiogemaol 0Jisi UsMepeHUus KUCI0MHO- OCHOBHBIX
CBOUCINE HAHOY2NEPOOHBIX MAMEPUATIOE.
1 — HK cnexmpockonuyeckoe cmekno (CaF); 2 — 6o0sanas pyoawixa O 3auumot CmMeKor om 6030etcneus
HUZKUX memnepamyp, 3 — deparcamensd ¢ 00pazyom; 4 — emxocme 0l 3aTUBKU HCUOKO20 azoma; 5 — mpybuamas

neub.
Fig. 3. Schematic diagram of a FTIR spectroscopic cell for testing acidic properties of CNM:
1 — IR window (CalF,); 2 — water protection of IR windows, 3 — sample holder;
4 —flask for LN:; 5 — tubular furnace.

YHBAETCS BAKYYMOM BHYTPH CaMOH KIOBETHI.

Hns 3amutel UK-cnekTpocKONMUYecKUX CTEKOJI OT
JefiCTBUS HU3KUX ¥ BBICOKHX TEMIIEPAaTyp B KOHCTPYK-
LUK KIOBETHI IIPEeJyCMOTPEHa 3alllUTHAs BOASHAS pYy-
Oamixa.

Metoauka npenodpadoTku o0pa3uoB IJsi Hc-
ciaenosanus Merogom MKC

Hns npoeenenus MK- crekTpoCKONMYECKHX HKC-
nepuMeHToB obOpasusl YHM mnpenBapuTenbHO TOHKO
H3MENbYaloTCa. 3aTeM IIPeccyYIOTCS B TaONeTKH TOJ-
muHo#t  10-20 mr/ecm? npu gasaenwn 50-100 atm.
CrnpeccoBannast TableTka HCCIEIyeMOro marepuana
YCTAHABIIMBAECTCSA B JICPKATENb 00Pa3I0B U TOMEIIAeT-
cs B MK criekTpocKonnyecKkyro KIOBeTy.

Jlns ymaneHHus MOBEPXHOCTHO aJCOpPOHMPOBAHHBIX
COETUHEHHI U BOJBI 00PA3Ilbl MOJBEPTAIOTCSA MPEIBA-
PHTEIBHOH BBICOKOTEMIIEpaTypHOH 00paboTKe B Baky-
yme. s aToro aepixkartens 00pazloB nepeMeliaercs B
BBICOKOTEMIIEPATYPHYIO 4acTh KioBeThl. KioBeta ycra-
HABIHMBACTCS HA BAKYYMHOU YCTAHOBKE M BBICOKOTEM-
neparypHas 4acTh KIOBETHI ITOMeELIAeTcst B TpyOuarTyo
neyb.

Tpennposka 00pa3oB NPOBOJUTCS B BAKYYMe NIPU
nasnenuu 107 mMM.pr.cT. m Temneparype 150-200 °C B
Tedenue 4 uacoB. [locne oxnaxaeHUs IepiKaTelb C
00pasioM mepemerntaeTcss B HHU3KOTEMIIEPaTYPHYIO
qyacTh KroBeThl. KioBera momemaerca B MK cnextpo-
METP U NPOU3BOAUTCA PETUCTPALIHs CIEKTPA.

MeTtoauKka npoBeeHus IKCIEPUMEHTOB 10 a/l-
copOuuu razos Ha YHM

Jlns ucenenoBanys aacopOLUy U B3aUMOJICHCTBHA
Pa3IMYHBIX T'a30B ¢ MOBepXHOCTRI0O YHM npumenseTcs
CJIEAYIONIAsS METO/IMKA.

KioBera ¢ mpeaBapuUTENbHO TPEHUPOBAHHBIM 00-
pasuom YHM pacnonaraercs Ha BaKyyMHOH YCTaHOB-
ke. IlpousBoaurcst HarpeR obpasna 10 TeMIepaTypsl
ajcopOun uceneryemMoro rasa. [Ipou3BoguTcst Baky-
YMMHPOBAHHE YCTAHOBKH 10 jaaBieHue 107 mm. prT.crT.
Hanyck rasoe ocymectsisercs w3 OamioHos (1, puc.
1) B UK cHekTpOoCKOMHYECKYI0 KIOBETY C 00pasLoM.
JlaBnenme ancopObMpyemMoro Trasza KOHTPOIHPYETCS C
MOMOUIBI0 MaHoMeTpa (6, puc. 1).

UK choekTpsl yriiepoaHBIX HAHOMATEPHAJIOR,
MOJTy4eHHbIE ¢ HCTI0Jb30BAHHEM YCTAHOBKH

B xauecTBe npHMepa HCNOIb30BaHHMS CO3JaHHOM
YCTaHOBKH JUTSl HCCJIEJIOBAHHS YTIIEPOTHBIX HAHOMATE-
pHanos ucnoias3oBanuck YHB, cunTesnpoBaHHbIe pas-
JIOKEHHEM CMECH THIIEHA M aMMHaKa Ha KaTaln3aTrope
B IIPOTOYHOM PEAKTOPe C BHOPOOMKMIKCHHBIM CJI0EM
katanmzatopa. Ha pucyHke 4 mpeicTaBIeHB MHKpO-
¢dororpaduu odpasuos YHM u N-YHM, nonydeHHsie
meToaom [1OM [28].

Ha puc. 5 npeacrasnensr UK cnexTtpel matepua-
JIOB, IOJIYYeHHBIX 0e3 TepMmoBakyyMHOH 00paboTku
HCXOJHOTO MaTepHajga M IOcJe NPOBEICHUA Mpenod-
paboTkn 06pasnoB B Bakyyme npu Temmneparype 200°C
B Te4eHHE 4 4acoB.

PesyneTaThl mokazanm, 4TO IIPOBEIEHHE TEPMOBa-
KyyMHO#I 06paboTku obpa3una YHM npuBoauT K mpak-
THYCCKH TIOJTHOMY YIAJICHHIO a1copONpOBaHHOH BOJIBI
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NeKMPOHHOU MuKkpockonuu obpasyoe YVHM, cunmeszuposan-

Hblx pazioxncenuem ucmozo C-Hyu emecu C:H/NH; [28].
Fig. 4. Microphotographs of transmission electron microscopy of samples of CNM synthesized by de-
composition of pure C2Hy and a mixture of CoHy/ NH; [28].

¢ TOBEPXHOCTH HccheayemMoro odpasia. B crhekrpe
HCYE3aI0T TON0CKH nornomenns 1625 u 3350 em™!, or-
HOCsIIIHECs K Ae(OpMalMOHHBIM ¥ BAaJICHTHBIM KOJIE-
banmam H»>O. B 1o Bpems Kak XapaKTepUCTHYECKHUE
MOMOCH!  TIOTJIONIEHUS, OTHOCAIINECS K KoleDaHHsIM
¢yHkuuoHansHeIX rpynn YHM uccienyemoro mare-
pHana, He U3MEHSIIOTCSL.

PesyabTaTsl

JIns MccneoBaHUS YTIEPOJHBIX HAHOMaTepHaloB
merogom MK cnextpockonuu pa3paboTana u cozjlaHa
BaKyyMHasl yCTaHOBKA, TO3BOJIAIONIAA MPOBOIUTh KaK
TEPMOBaKyyMHYI 00pa0oTKy 00pa3loB Ipu Temnepa-
Typax 1o 400°C, Tak u agcopOuMIO MHIMBUAYAIBHBIX
ra3oB npu AasiaeHuH 10 200 MM. pPT.CT. ¥ TeMIepaTy-

pax oT TeMIeparypsl KuIKOro asota jio 400 °C.

PaspaboTana u cozmana MK crexTpockomiueckas
KIOBETa, NPEIHAa3HAYCHHAs IJI1 MPOBEICHHSA BBICOKO-
TemrepaTypHOi 00paboTkn 00pas3loB B BaKyyMe TIpH
Temriepatypax a0 400 °C u anst uccnenoBanus ajacopo-
UMK razoe Ha noeepxHoctd YHM mertonom UK crnek-
TPOCKOIIHH.

PaspaboTansl METOAMKH MPOBEAEHHS IKCIEpH-
MEHTOB MO HCCIEOBAHHI0 (PYHKIIMOHANBHBIX TPYIII
YHM u agcopOumy pa3sauyHBIX MOJEKYN HA NOBEPX-
HocTH YHM.

WccnenoBanue BBINOJIHEHO 3a cueT rpanTta Poc-
cuiickoro HayuHoro gonaa (mpoekr Ne 15-13-10043).

1625

MponyckaHne

3350

T T
1000 1500 2000

T T T

T T T
2500 3000 3500 4000

BonHoBoe 4ucno, cm”

Puc. 5. UK cnexmper YHB 6e3 mepmosaryymuoil oopabomxu (1) u nocie npedobpabomku obpazya 6

6aKyVMe npu memnepanype

400°C ¢ meuenue 4 uacos (2).

Fig. 5. FTIR spectra of CNF without thermal vacuum treatment (1) and afier been treated in vacuum at
400°C for 4 hrs (2).
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