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Mopdonorusa, monekynsipHas U 3JIEKTPOHHaA CTPYKTYpa KOMMO3UTHOIO
MaTepuana Ha ocHoBe oKcuga rpadeHa u nonnaHuInHa
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IIpoBeneH CHHTE3 KOMIIO3UTHOTO MaTepuaja Ha OCHOBe okcupga rpapesa (GO) m nommanwmsa (PANI).
MeronaMy CKaHUPYIOIICH 3JICKTPOHHOW MHKPOCKOIMH, KOMOHMHAIIMOHHOTO paccesHus CBeTa, HH(ppPaKpacHOi
CIICKTPOCKOINH TTOATBEPHACHO (HOPMHUPOBAHHE KOMIIO3UTHOIO MaTepHalia, MPEeCTaBIANnIero coooil HaHOBOJIOKHA
PANI B IpOTOHMPOBAaHHOM COCTOSIHHH, IVIOTHO OOEPHYTHIC BOKPYT arJIOMEPHPOBAHHBIX MHOTOCJIOMHBIX (2—3 cJtost)
HaHosmctoB GO. IlluprHa onTryeckoil 3ampemeHHoi 30HB koMmosuta GO-PANI ymeHbIaeTcsi mo cpaBHEHHIO C
qucTeiM PANI, 4T0 femaeT nepCcrieKTUBHBIM HCIOJIb30BaHIE 3TOr0 MaTepraia B CyNepKOHAEHCATOPaX U ONTHUYECKUX

YCTpOMICTBaX.
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1. BBepeHune

OpHUMH U3 NMEPCHEKTUBHBIX M aKTHBHO CHHTE3HMPYEMBIX
B IIOCJIC[IHEE BpeMs MaTepHAJIOB IJIsl CYNEPKOHIEHCATOPOB
SIBJISIIOTCS] KOMITO3UTHBIC CUCTEMbI Ha OCHOBE TIOJIMaHUJIMHA
(PANI) [1] u okcuma rpadena (GO) [2], obGiaparornue
BBICOKOH 3JIEKTPOHHOM IpoBoguMocThio. Ocoboe 3HaueHne
nmeer coortHomenne PANI m okcuma rpadena, a Taxke
(dopma CyIecTBOBaHUS KOMIIO3UTOB (IMCIEPCHsl, IUICHKA,
HOPOIIOK, BCTPAMBAHKE B OJMMEPHBIE MaTpuibl) [3,4]. st
NPUMCHEHHSI B JJICKTPOHHBIX YCTPOMCTBAaX BayKHBIM (hak-
TOPOM SIBJIICTCA JIEKTPONPOBOAHOCTb. COIVIACHO JaHHBIM
pabotsl [5], B HaHokomnosuTax GO-PANI rpaden BeicTynasn
B KauecTBe TeMmiuiata 1yl pocta PANI u cnocoOcTBoBas
BBIPAaBHUBAHMIO IOJIMMEPHOI LENH, TeM CaMbM YJIydIlas
ee 9JIEKTPOIPOBONHOCTh. B paGore [6] mokasano, d9ro
MyTeM pachHpenecHusl HaHOIUIacTWUHOK B Matpune PANI
BO3MOXHO WM30eKaTh arperanuu rpadeHa, 4ro IO3BOJISET
YBEJIMYUTD KOJIMYECTBO MyTeil IepeHOca 3apsiia U YIyqIIUThb
HOIBIKHOCTb HOCcUTesIel 3apsana. PyHKIMOHAIbHBIE TPYIIITBI
GO obecneunBaior BeicOKOe B3amMoneiictBue ¢ PANI 3a
CYEeT BOLOPOIHBIX M 3JIEKTPOCTATUYECKUX B3aUMONEHCTBUM.
BosmoxxHOCTD cHHTe3a Kommo3uToB Ha ocHoBe PANI u GO
B KaueCcTBE aKTHBHBIX MAaTEPUAJIOB JUIS CYNECPKOHICHCATO-
poB ObLta mopTBepkacHa B pabortax [7]. ITokasaHo, 4To B
TaKMX KOMIIO3UTaX rpa)cHOBBIC IUIACTUHBI MOTYT O0ectie-
YUTh NMPOBOISAIIME IMyTU I/ NPOnyKTOB aerpagauun PANI
B 3JIEKTPOXUMUYECKOM IIpoLiecce, YTO MMO3BOJIAET YJIyUIIUTh
VIEJIBHYI0 €MKOCTh M CTaOWIIBHOCTB BCEro 3jieKTpona (8.

B nacrosimeit paboTe ObUT IPOBEIECH CHHTE3 U HCCIICIOBa-
Hbl MOP(}OJIOTHS, MOJIEKY/IApHAsA U JIEKTPOHHAS CTPYKTypa
KOMIIO3UTOB Ha OCHOBE OKCH/a rpa)eHa ¥ IOJIMaHUINHA.

2. MNoparortoBka o6pa3uoB U MeToAbI
Xapakrepusauuu

Okcun rpadena (GO) 6sut mostydeH MOTUMHUIMPOBAHHBIM
MeronoM Xammepca myTteM okucieHus rpadura [9). I'pa-
¢ur cmemmBaim ¢ NaNO; mpu Temmeparype 0°C. [damee
B MnojydeHHyl0o cMmech BBomwm KMnO4 B Teuenue 4h,
NO0aBJIsUIM AUCTHUIMPOBAHHYIO BOLY M IE€pEeMEIINBAIIH
IO NOCTWXEHusl Temreparypoil 3HadeHusi 95°C. B 3aBep-
meHne obpabareBam 30%-pacTBOPOM IMEPEKHUCH BOTOPO-
na. PyHKIMOHAIM3AIMIO OKCHAA rpad)eHa aMHHOTPYIIIaMHU
(GO-NH;) npoBomu/u COJbBOTEPMAIBHBIM METOIOM IIpH
HarpeBaHWM IIOPOINKa OKcHpa rpadeHa B STHIICHIVIMKOJIC
npu temneparype 180°C B Teuernme 10h. Ilopomok mo-
ymanmHa (PANI) 6pUT moTydeH GECKHCIIOTHBEIM METOIOM
[0 TEXHOJIOTWH, pa3paboTaHHOW aBTOpaMU W OIMCAHHOU
panee B pabote [10]. @opmuposanue kommo3utoB GO-PANI
npoBomwu npu pobasienun nopomka GO-NH; B pactBop
aHWJIMHA U TepcysbjaTa aMMOHUS, TaK, YTOObI COOTHOIIE-
Hue GO :anwtud 6610 2:1 [11].

N3o06paxenns o0pa3loB OBUIM MOJYYEHBl C IOMOUIBIO
CKaHMPYIOIIETo 3JIeKTPOHHOro Mukpockona Nova NanoLab
600 (FEI). IamepeHusi CHEKTPOB KOMOMHAIIMOHHOTO pacce-
sinust ceeta (KPC) B nuanasone 0—3500 cm ™! nposoauics
Ha cnekTpoMerpe Renishaw in Via Reflex, ¢ ncmomp3osa-
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Puc. 1. COM-uso6paxenust: a — GO, b — PANI, ¢ — GO-PANL

HHEM Jia3epoB ¢ JiHamMHu BoiH 325 um 514nm. WHuppa-
kpacubie (MK) crexTpbl mosiyqeHbl B IMANa30HE BOJHOBBIX
uncen 350—4250 cm ™! ¢ paspemennem 2cm~! ¢ momompio
unppaxpacuoro Pypoe-cnekrpodoromerpa PCM-1202 B
peXUMe Ha IpolycKaHue. BummMmele ynbTpadHosIeTOBbIC
(V®) criekTpsl ObUTH M3MEPEHBI HA IBYXJIy4EBOM CIICKTPO-
¢doromerpe Unico 2804 (CIIA) B mmamasoHe [UIMH BOJIH
or 100 mo 1000nm marom 1nm. Ilmpmaa onTHYeckoi
3anpeleHHod 30HB (Eg) mccmemyembx o0pasnoB ObLia
onpeneseHa o Merony Tayna [12].

3. Pesaynbtathl u o6cyxaeHue

AHaim3 M300pakKeHUH CKaHUPYIOIIEH 3JIeKTPOHHON MUK-
pockonuu (COM) mokasas, 4To OKcun rpadeHa IMeeT MHO-
TOCJIOMHYIO CTPYKTYpY, HOT0OHYI0 HaHoimcTaMm (puc. 1,a), a
obpazer;y PANI ob6sragaeT BBICOKOIOPHCTOM CTPYKTYpPOH, CO-
crosimeil u3 HaHOBOJIOKOH (puc. 1,5). Komnosur GO-PANI
npefcrasiseT coboil HaHoBostokoHa PANI, mioTHo 00epHy-
TBIE BOKDYT arjioMepupoBanssx HanoymictoB GO (puc. 1, ¢).

UccnenoBannss metomom KPC mokasanm, 4ro dopma
CIIEKTpa CHHTE3MPOBAHHOI'O B paboTe okcuia rpadeHa cos-
nagaer co crekrpamu us padotsi [13]. Comocrasienue KPC-
cnexktpa GO co crnekTpoM rpadura IOKa3ajao yHIUpeHHue
ymuanit GO mo cpaBHeHmIO ¢ JmHHsME Tpadura (puc. 2),
YTO CBSI3aHO C BBICOKUM KOJIMYECTBOM HE(EKTOB, BO3HH-
KalOIUX BCJICACTBAC OKCHAMPOBAHMS I'Pa)eHOBON ILIIOCKO-
ctin. OtHoOmenne wHTeHCHBHOCTEH |p/lg ykaseBaeT Ha
MmHorocsoiiHocts obpasua GO [14]. Ouenka kosmdecTBa
CJIOEB TI0 JIMHHSIM BTOPOrO IOPSKA ITOKas3ajla HamOoJIb-
Y0 CXOXECTh ammpokcumarmu ¢ 2—3 ciosmu (puc. 2,
BcraBka). B cnekrpax KPC PANI nosocsr mpu 430, 600 u
813 cm~! oTHOCATCA K MIOCKOCTHBIM M BHEIUIOCKOCTHBIM
K0J1€0aHUAM KOJIbLIa IPOTOHMPOBAHHOM 3MeEpasbINHOBON
¢dopmsl mommanmnmHa [15]. Comocrasnenue crekrpos KPC
GO-PANI Ha pa3ymuHbIX 3Tarmax oOpa3oBaHUSI KOMIIO3UTA
co cnektpamu GO u PANI nokasano nepepacnpenesicHue
nHTeHcuBHOCTe! M D, G 1 mHMi BTOporo mopsiaka 2D
n D+ G mo cpaBrHenmio co crnektpom GO B pesymbrare
¢ynximonanusanun GO rpymnamu NHj. Coexrp komo-
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Puc. 2. Conocrasnienne KCP-cnekrpos GO, GO-NH,, GO-PANI,
PANI u rpadwura. Armmpokcumarwst JmHMA BTOporo mopsimka GO
(BcTaBka).

suta GO-PANI otpaxaer Bkiamel OT OKcHaa rpadeHa u
TIOJIMaHWJINHA, TPOSIBIIAIOIINECS B Pa3qBOCHNN, IIepepacipe-
IeJIeHMd MHTEHCUBHOCTH M dvacToTax JmHMA D u G, a
Tarke popme yHMiA Broporo nopsika 2D u D + G. Kpome
TOT0, Ha CIEKTpe KOMIIOBUTHOI'O MaTepHajia HaOIogaoTcs
JIMHUM Ha 4actoTtax 616, 824, 1150, 1241 u 2009 cm~!,
XapakTepHbIE JUUIS CIIEKTpa MOJMAHWIMHA. TakuMm obpasoMm
cnektpsl KPC xommosura GO-PANI nmeror Gosbiee cxon-
cTBO co criekTpamu PANI, uTo cBUIETEIbCTBYET O HAIMYUU
NOJIMAaHIJINHA HA IOBEPXHOCTU OKCHia rpadeHa.
UK-cniektpsl o6pasia GO mnokasajam Hajandue MOJIOCH
BaJICHTHBIX Kosiebanmii B rpymne O—H mpumepHo ot 3650
10 3050 cm ™! (puc. 3,a). Hanmuuue GyHKIMOHATBHOH TpyTI-
mel ammHa B GO-NH, mnpuBeso kK TEpeKpBITHIO TIOJIOC
¢ rpynmoit O—H mpu 3433, 1726 u 1619 cm~!. Tomo-
chl morsiomenns Mexay 3285 m 3527 cm™! o6ycioBrieHs!
pactsokeHueM cBazeil N—H B ammHorpymmax, Torma Kak
nonoca mpu 1580 cm~! — pacrsxennem cpszeit N—H B
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Puc. 3. a — UK-crexrpsr rpadura (kpusast /), GO (kpusast 2), GO-NH,(kpusas 3), GO-PANI (xpusas 4), PANI (kpuBast 5); b — Eg
obpastos GO (xpusas ), GO-PANI (xpusast 2) u PANI (kpusast 3). Bunnmbie Y®-criekTps (BCTaBka).

Toii ke 1wtockoctu. [Ipm curTese PANI m ero xommosnta
GO-PANI nposBrsioress mosockl npu 1481 u 1293 cm™!
v B muanasone 1235—1022cm™!, KoTopble COOTBETCTBYIOT
kojiebannio C=C 0OeH30JIbHOIrO KoJjblia, kKojiebanmio C—N
6eH30/IbHOTO KOJIblia ¥ BajleHTHOMY Kojiebanuio C—N apo-
MaTrdecknx amMuHOB. C Ipyroil cTOpoHBI, MOJIOCH mpra 858
u 1634cm™! BesBaHE KoneGammem S—O B KOMIIO3HTE 1
nedopmanmonssiMu Kosiebanusmu N—H B amune, cooTBert-
CTBEHHO [9).

Bumumele YO-ciektper PANI u GO-PANI umeror nse
mostocsl moryiomenns Ha 330 m 620 nm, xapakTepHbIe IS
a — ga* (muk A, A*) mepexona, u npeniuiedse B, xapakrep-
Hoe Juisi N — * mepexona (puc. 3, b, BcraBka). PacyeTHble
snavenus Eg nna GO, PANI u GO-PANI cocrapumm 2.7, 3.8
u 3.5eV coorBerctBerHo (puc. 3, b). Bumno, 4ro mobasiie-
Hue GO B nonmMep obecrieunBaeT YMEHbLICHAE BEIMYUHBI
3anpemteHHoi 30HBI GO-PANI 1o cpaBHEHMIO C YHCTBHIM
PANI Orto cornacyercsi ¢ pesysibratamu pabotsr [16], toe
OBUTO MMOKa3aHo, YTO mmpHHa 3anpenieHHoi 30H6 GO-PANI
YMEHBIIAEeTCs] NPU YBEJIMYCHUU CONEpXaHWs OKCHAa Ipa-
¢ena B obOpasue. OnTuyeckoe MOIJIOIIEHHE B CONpPSAKEH-
HBIX IIOJIIMepax MOMKET OBITb OOYCJIOBJICHO IEPeXOmoM
HOCHUTEJICH 3apsiia Yepe3 3alpelleHHYI0 30Hy. YMEHbBIICHNE
3alpeICHHOI 30HBI CBSI3aHO C MOSIBJICHHEM HOBBIX YPOBHEM
SHEPruy BO30YKICHUS HIDKE OOBIYHOIM 3alpeIeHHOM 30HBI
PANI B pesynpraTe nepenoca 3apsaa or GO k PANL

4. 3akniouyeHue

B pabore ObuT IpOBENCH CHHTE3 KOMITO3UTHOTO MaTepH-
aJla Ha OCHOBE OKcHJia rpa)eHa W IMOJMAHWINHA, TOJTyYeH-
HoOro OeckucjioTHBIM MeTtonoM. Metogamu COM, KPC, UK
HOAOTBEPXKICHO (hopMUPOBaHHE KOMIIO3UTHOTO MaTepHala,
npeacTaBisomero coboit HanoBosokoHa PANI B mporo-
HUPOBAaHHOM COCTOSIHMH, IUIOTHO OOCPHYTHIE BOKPYT ar-
JIOMEPUPOBAHHBIX MHOTOCJIOMHBIX (2—3 CJ1051) HAHOJMUCTOB

OG. Ilo mamHBIM BugmMol Y®-ciekTpockonuu (opMupo-
BaHUE KOMIIO3UTHOTO MaTepHaja Ha OCHOBE IOJIMaHWUJIMHA
U OoKcuua rpadeHa MPUBOOUT K YMEHBIICHUIO INHPUHBI
3alpelIeHHON 30HbI, YTO IO3BOJIIET HCIIOJIb30BAaTh ITOT
KOMIIO3UT B CYNCPKOHICHCATOPAaX M ONTHUYECKUX YCTPOU-
CTBax B KayeCTBE 3JICKTPOHOTO MaTepHaJa.

®duHaHcupoBaHue paboThbl

UccnenoBanre BBIOJHEHO 33 CYET CPeiCTB rpaHta Poc-
cuiickoro HayuHoro ¢onga Ne 23-22-00459.
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