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OOHUM U3 YHUKATBHBIX CEOTCIE MOLEKYIl QVINEePEeH08 ABNISAeMCsl CHOCOOHOCHb 3aKII04amb HYMPU C80e20 y2nepoo-
HO20 KapKaca amomul U MOAEKYIbl. DHO0IOPANbHLIMU HAZBIEAIOM DYIIEPEHbl C KOMNOHEHMAMU, NOMEUCHHLIMU 8 V-
J1epoOHblIl KapKac. DHO0I0pabhble yelepoOHble CIPYKMYpbl Npeocmasisaiom coboii HO8blil Kiacc 00beKmos HaHoMem-
POBBIX pazZMepos, KoOmopule 001adaiom YHUKATbHbIMU (UIUKO-XUMUYECKUMU CEOUCMEAMU U YPE38bIYALIHO NePCneKmus-
Hbl OISl BPAKMUYECKO20 UCNOAb306anust. Hcciedosanue YHUKANbHBIX CEOUCME IHOOIOPATbHBIX MEeMALIOPYIIePeH0s
U UX NpUMEHeHUe MOJcem peulums P BAXNCHBIX 3a0ad 6 JJNEeKMPOHHOM NpUGOPOCMPOEHUU U AIPOKOCMUYECKOU 00-
Jacmu, Hanpumep, 6 Kauecmee HaHOCMPYKMYPHBIX CYNEPROIOWAIOUUX NOKPLIMUTL NPU pa3padomKe HOBOU a8UAYUOH-
Hotl mexHuku. Onucana mMemoouxa, KOmopas no3eojisiem O0CMAmouyHo Oblcmpo onpedesisims COOEPHCAHUe IHO0IO0-
PATbHBIX MEMALIOPYILIEPEH08 8 YINepPeH080l cMecU, NONYYEHHOU U3 Y2nepOOH020 KOHOeHCamd, CUHME3UPOBAHHO20
¢ 0obasnenuem okcuoa memanid. B ocnoee memoouku nexcum npumeHeHue Memooo8 Macc-CReKmMpoMempuy U amom-
HO-2MUCCUOHOL chekmpomempuu. Memooom macc-cnekmpomempuu onpeoeisiemcs 8o IHO0I0PATbHBIX Memanioy-
JIepen0s, 8 KOMOPOM NPUCYMCMEYEN amoOM-20CHIb, d MemOOOM INEMEHMHO20 AHANU3A ONPeOeNsemcss KOIUYeCmeo
9MO20 dNeMenma, cooepiucaue2ocst 6 Qyiiepenogou cmecu. Memoouxa Modcem NPUMEHIMbCSL NPU HeOOX0OUMOCmU
bvicmpo2o onpedenenus 8ec08020 NPOYEHMHO20 COOEPAHCAHUS IHO0IOPATbHBIX MEMALIOPYIIEPEH08 8 QYIIepeH080l
cMecu npu OaHHLIX NAPaMempax CUHmesd, eciu 00pazyemcs moabKo 0OUH 8U0, U CPeOHe20 KOIUYecmed HO0I0PAab-
HbIX Memanioqhyineperos, eciu oopazyrmes Heckonvko 6uoos. Ha npumepe Gd@Cs, nokasan s¢pgpexmugnwiii cnocod
CuHme3a, @blOeNeHUs U AHAU3A IHOOIOPATLHBIX MEMATIODYINIEPEHOS.

Knrouesvie crosa: sn0030panvhvie Mmemannogyniepensl, 2a00IUHUL, AMOMHO-IMUCCUOHHBLI AHATU3.
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OF ENDOHEDRAL METALLOFULLERENES

U. E. Guliaeval’z*, N. G. Vnukova®?, A. I. Dudnik"? G. N. Churilov"?

'Siberian Federal University
79, Svobodny Av., Krasnoyarsk, 660041, Russian Federation
*Kirensky Institute of Physics SB RAS
50/38, Akademgorodok, Krasnoyarsk, 660036, Russian Federation
"E-mail: g.uliana.ev@gmail.com

One of the unique properties of fullerene molecular is the possibility to contain atoms and molecules inside the
carbon cage. “Endohedral” is used for fullerene with species incorporated in the carbon cage. Endohedral carbon
structures are the new class of nanosized objects with unique chemical and physical properties and advanced
applications. A number of important tasks of electronic and aerospace engineering may be solved by investigation of
endohedral metallofullerenes properties and their application, for example, for nanostructured super absorbent
coatings and new aerotechnics. In this paper the method for fast determination of endohedral metallofullerenes content
at the fullerene mixture which was synthesized with metal oxide addition is presented. The methods of mass
spectroscopy and atom emission element analysis are determined at the technique. By the method of mass spectroscopy
the type of endohedral metallofullerenes with atom-guest is registered and by the method of emission spectroscopy the
quantity of that element which contained at the fullerene mixture. The technique may be used for rapid determination of
endohedral metallofullerenes weight percents at the fullerene mixture in case if only one type of endohedral
metallofullerenes is in fullerene mixture, and of endohedral metallofullerenes average content if there are different
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types of endohedral metallofullerenes at the fullerene mixture. The effective synthesis method, extraction and analysis of
endohedral metallofullerenes are demonstrated on the example of Gd@Cs,.

Keywords: endohedral metallofullerenes atomic, gadolinium, emission analysis.

Beenenne. OCOOEHHOCTh 3JICKTPOHHOM CTPYKTYpPHI
SHI03paibHBIX MeTauiodyuiepeHoB (OM®), crsizaHHas
¢ mepenayueii BaJICHTHBIX JJIEKTPOHOB MeTauia QyJuiepe-
HOBOW 000J104Ke, (yHAaMEHTAIBHBIM 00pa3oM OTpaka-
€TCsl Ha CBOWCTBaxX 3TUX coeAuHeHud. CTpyktypHo OMO
OTJIIMYAIOTCS OT IYCTHIX (PYJUIEPEHOB TEM, YTO HOH Me-
TaJUla BHYTPH MOJIEKYJIBI PAcIOJI0XKEH CO CMELIeHHEM
OTHOCHUTENBHO IIEHTpa (yJUIEpEHOBOH KIETKH. 3a CYeT
sToro Mmojekyina, Hampumep Gd@Cs,, nMeeT OONBIION
ANEKTPUUYECKUHA OUIONBHBIE MOMeHT ~4/] [1]. Oto ompe-
JIENSIET XapakTep MEKMOJIEKYISIPHOTO B3aUMOJEIHCTBUS B
KpHCTaJUle, YTO B CBOIO Ouepelb SIBISIETCS MPHYHHON
YIOPSA0YEHHOTO PACHOIOKEHUST DHIOIPATBHBIX MOJIe-
KyJl B KpUCTaJule U OOYCJIOBIMBAET CIOHTAHHYIO 3JICK-
TPUYECKYIO TIOJISIPU3ALMIO KPUCTAIJIOB U, KaK CJIeJICTBUE,
UX CETHETOINIEKTPUYECKHE CBOWCTBA. JlaHHBIE CBOMCTBa
MOTYT HAiTH MHTEpPECHBbIE NMPUMEHEHHS B DIIEKTPOHHKE.
Eme omHa ocobeHHocTr OM® — mepexon BaJCHTHBIX
JJIEKTPOHOB aToOMa MeTayla Ha BHEMIHIOI O000J0YKY
MOJIEKYJIBl (yJUIepeHa, YTO TaK)Ke OKA3bIBACT BIIMSHHE
Ha XapakTep MEKMOJIEKYJSIPHOTO B3auMOAeHCTBUS (yII-
nepeHoB B kpuctamie. K cinabomy BaHIepBaaabCcoBY 10-
OaBisteTcst O0Jiee MHTEHCUBHOE KOBAJIEHTHOE B3aWMOIEH-
CTBHE, YTO IMPUAAET KPUCTAILTY OOJNBIIYI0 CTaOMIIBHOCTH
Y TIOBBIIIAET €r0 MEXaHUYECKYI0 IPOYHOCTH [2].

HccnenoBanus mokasaiu, 4To CMEIEHHE MeTallia OT-
HOCHUTEJBEHO T€OMETPUYECKOr0 [IEHTPAa MOJICKYJIbI CBsI3a-
HO C mepeAavyell BAICHTHBIX 3JEKTPOHOB OT HWHKAICYJIH-
POBAaHHOTO aToMa Ha BHEIIHIOK IHOBEPXHOCTH (yJiuiepe-
HOBOW 000JIOYKH M BO3HHMKAIOIIAM CHIIBHBIM 3JIEKTPOCTa-
THYECKHM B3aHMOJICHCTBHEM O00Pa3yIOIIETocsl MPH 3TOM
MOJIO)KUTETBHOTO HOHA C OTPHLATEIBHO 3apsDKCHHOU
00600uKoit [3].

Takum o0Opazom, Hamume y Mosiekysn OM® mocTosH-
HOT'O JTUMOJILHOTO MOMEHTa NPUBOAUT K BOSHUKHOBEHHUIO
B BCLICCTBE YIPABISEMOl BEIUYUHBI NOJSAPH3ALHH.
Takue BemiecTBa MOTYT OBITh HCIOJB30BaHbI Ui U3TO-
TOBJICHUS JaTYMKOB TEIUIOBBIX HEWTPOHOB, TAaK KaK TaJio-
JMHUI OTIMYaeTcs caMbiM OOJIBIIMM CEYEHHWEM 3axBaTa
(cBbime 150 ThIC. OapH) [4], a Takke 001aal0T CETHETO-
IIEKTPUYECKIMHU CBOHCTBAMH U BO3MOXKHOCTBIO TIOTJIO-
IIaTh 3JEKTPOMATHUTHOE M3Iy4YEHHE B IIMPOKOM JHara-
30HE 4acToT.

[lepeuncnennpie Boime cBoiictBa IM® MO3BOJAIOT HA
X OCHOBE peIlaTh I0-HOBOMY DPAJ 3aiad 3JICKTPOHHKH,
0coOeHHO B 00MacTH pa3pabdOTKU DSIEKTPOHHBIX YCT-
POMCTB [uIsi a’spoKocMuueckux mpudopos [S]. Ilpu atom
yJacTCsl HAalTH HOBBIE PELICHHs B 00JIACTH 3aIUThI 000-
PYAOBaHUS OT 3JEKTPOMArHUTHOrO OOJIY4YEHUs U pa3pa-
00TKM 3¢ (HEKTUBHBIX MOIIOMAIOMNX (HEOTPaXKAIOIHX)
MOKPBITHH B IIMPOKOM JHana3oHe 3JIEKTPOMArHUTHOTO
u3nydeHus [6].

HecMoTps Ha nMeromuiicst mporpecc B UCCIEI0BAHUN
cBoiictB DM [7], moka HET BEICOKOIIPOU3BOAUTEIEHOTO
METOJla UX CHHTE3a. JTO OCTaeTCsl OCHOBHOW 3agauci,
pelIeHne KOTOpOH HEBO3MOXKHO 0e3 TOYHON KOIMYecT-
BEHHOI OIleHKH cojepkanuss OM® B ¢ymnepeHoBoi
cmecu. st MX KOJIMYECTBEHHOTO aHalIM3a Y)K€ OIpesie-
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JIeHbl D3KCTUHKUUH METOJOM IOTEHIHOMETPUIECKOTO
tutpoBanus [8; 9] m paspaboraHa MeETOAMKa XpOMATO-
rpaduyeckoro pasnesieHus (yJuIepeHOBOH CMECH C II0-
CIICAYIONIMM B3BEUIMBAaHHEM (PaKLUid, COJECPIKAIINX
OM® [10]. OgHako 3TH METOABI TPEOYIOT OOIBIIOrO
KOJINYECTBA PEareHTOB M MHOTO BPEMEHH.

CTONKHYBIIUCH C 3TOH MpoOIeMoi, MBI pa3paboTanu
METOAMKY, KOTOPas MO3BOJIAET MPAKTHYECKH B IKCIIPECC-
HOM DEXHME OIPEACIATh KOJIMYECTBEHHO COJEp)KaHHE
OM® B CHHTE3MPOBAHHOW TPU OTPEIEICHHBIX MapaMeT-
pax ¢yIuIepeHOBOI CMECH.

IIpennosxeHHass MeToMKa OCHOBaHA Ha NMPUMEHEHUHU
METOJOB MAacC-CIIEKTPOMETPHH JJIsi YCTAHOBJICHHUS Kaye-
CTBCHHOT'O COCTaBa (ysuiepeHoBoil cmecu [11] u aTomMHO-
SMHUCCHOHHOM CIIEKTPOCKONMHU I ONpPEeeSICHUs KOIHye-
CTBEHHOTO cojiepxaHus MeTaiia [12], KOTOpBIA HUCTOJb-
30Bajicd B KauecTBe AomaHTa. MeTon Macc-CIEeKTpOMET-
pUM B CBSI3M C HEIMHEHHOCTBIO IPOIECCOB MOHHU3ALNH,
JEeXKalIUX B €r0 OCHOBE, HEBO3MOXKHO HCIIONIB30BATh JUIS
TOYHOTO KOJINYECTBEHHOTO OIPENENICHNUs COACPKaHMs
OM® B ucciaenyemom BemecTBe. OHAKO ATUM METOIOM
MBI MOKEM TIOKa3aTh TOJIBKO KaYECTBEHHBIN COCTaB U TO,
YTO B CHHTE3MPOBAHHOM BELIECTBE HE COICPKUTCS Me-
TaJJI B YACTOM WJIM KjacTepHoM Bune. C apyroit ctopo-
HBI, €CII PETUCTPUPYETCS TOIABKO oauH B OMD, TO MBI
B IIpejiesiaX TOUHOCTHU IPOBEICHHBIX U3MEPEHUH, ompee-
JIMB KOJIMYECTBO METaJlIa METOAOM SMHCCHOHHOM CIek-
TPOMETPHUH, MOXKEM ONPEAEIUTh, CKOJIBKO €r0 COACPIKUT-
Csl B CHHTE3HMPOBAaHHOW (YIJIEPEHOBOM CMECH.

JKcMepHMEeHTAIBHAsT YacTh. YTJIEPOIHBIH KOHJICH-
cat (YK), conepxxamuii pymiepenst 1 SMD ¢ ragonmaueM
B KayecTBE JOMNAHTa, OBLI MOJIydeH HaMHu B IiazmMe BY
nyroBoro paspsga [13; 14]. Beimenenne OM® u3 cus-
Te3UpOoBaHHOTO YK 0CyHIecTBIsJIOCH CEPOYIIEPOAOM
B ammapaTte Cokcnera. Macc-CrieKTpajibHBIE HCCIIEI0Ba-
HUs ObUTH NTpoBeeHbl Ha npubope Bruker BIFLEXTM II1
B VHcTUTyTe TBEpAOro Teina M MaTepHAJIOBENCHUS HM.
Jletionuna (dpesnen, ['epmanus). MccnenoBanus nmokasa-
JM, YTO B CHHTE3UPOBAHHBIX IPH Pa3HbIX NaBieHUs (yI-
JIEPCHOBBIX CMECSX IMPUCYTCTBYIOT IIyCThIe (YIIEpPEHBI
(Cgo, C9, C16 1 Op.) u TompKO OauH Bu OM®D, a MEHHO,
Gd@Cs, (puc. 1).
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Puc. 2. Pe3ynbTatbl aTOMHO-3MHCCHOHHOTO aHAJM3a: d — YacTh CIIEKTpPa
pacTBopa ¢ H3BECTHOI KoHIeHTpanueid Gd; 6 — aHamMTHYECKasT KPHUBas
i onpenenenus Gd B yriiepoaHoOi MaTpuIe

Pe3ysbTaThl aHAIN32 006pa310B (y/IEPEHOBBIX CAK,
cogepxamux Gd, CHHTE3HPOBAHHBIX IPU PA3HbIX JaBJIEHUAX

JlaBneHune, mpyu KOTOPOM BBIIONHSUICS cuHTEe3 DM

353 klla | 98 xIla | 64,8 kIla | 32,4 klla
Conepxanue Gd B IMr ¢ysuiepeHOBOI cMecH, MT'
2,810 | 6,710 | 3,1-10° | 12:10°
Conepxanne Gd@Cyg, B IMr dysuiepeHoBoM cMecH, Bec. %
2,0 | 4,9 2.3 | 0,9

C nenbio ompeneneHus CoAep)KaHusl TaJJOJIUHNSA B BBI-
JICNICHHBIX (DYJUIEPEHOBBIX CMECSX METOJOM KOJIMYECT-
BEHHOI'O CIIEKTPAJIbHOTO aHANN3a, OBLIM MOCTPOCHBI KOH-
LEHTPAllIOHHbIE KpUBBIE. PacTBOpHI ¢ KOHLEHTpamuen
ot 110 10 1,0 I/ HAHOCHIM Ha CHEKTpasbHbe rpadu-
ToBble crepkHU «Vckpay (@ = 6 MM) ¢ oTBepcTueM (U =
=4 MM, & = 5 MM), BBICYIIMBaIN HarpeBaHUEM U 3areda-
TeIBaNH rpadutoM. IToaroroBneHHbIe 00pa3bl CKUIATNCH
B IIa3Me pas3psija, a CHEKTP PEruCTPHPOBANICS Ha yCTa-
HOBKE, cocTosmedl u3 wmcrouHmka ceera (BY-paspsa
C MEIHBIM M rpaUTOBBIM JNEKTPOJAMH), ceKTporpada
PGS-2 (mucmepcust 7,4 A/MM), perncTpupyromero ycr-
poiicta Ha [13C-nuneiikax.

s mocTpoeHusl aHaIUTUYECKOM KpHUBOW M ompene-
JICHUS] KOHIICHTPAIMH Ta0JMHUS B (YIIEpEHOBOM cMecn
UCIIOJIb30BaIacCh WHTEHCHBHOCTD JIMHUM TaJOJMHUS TIPU
JUIMHE BOJIHBI, paBHOH 335,86 HM. YwacTok cHekTpa
B nuana3zoHe 335-337 HM u aHaJIUTUYECKasi KpUBas Mpe-
CTaBieHBl Ha puc. 2. JlaHHasg aHATUTHYECKas KpHUBAs
aKTyaJllbHa JUIS JIIOOBIX BHAOB COCAMHEHHWH, TaK Kak
B TNIPOIIECCE aHAJIN3a UCCIEAyeMble 00pa3lbl MOJTHOCTHIO
aToMusupytorces [15].

O6pa3ubt YK ¢ Gd, nonyyeHHbie npu naBieHusx 353,
98, 64,8 u 32,4 xlla, moaBepranuch SKCTPAKIUH, BHICY-
IIMBAJIMCh, B3BEUIMBAJINCH U BHOBb PAaCTBOPSUIUCH B HC-
XOZHOM PpacTBOpHUTENE C MOJy4YeHHEM KOHILIEHTpAIHH
1 mr/mi. INoxyueHHsle pacTBOpBI 00pa3lOB HAHOCHIIMCH
B OTBEPCTHS IPadUTOBBIX CTEP)KHEH aHAJOIMYHO IOJrO-
TOBKE 3TanoHoB. OmpeneneHue KOHIEHTPALUU Tajoid-
HUS B QyJJIEPEHOBOM CMECH MPOBOAWIIN TI0 JIMHUU Tal0-
muaug (A = 335,86 uM). PesynbraThl aHanm3za o0pasmoB
(hymrepeHoBBIX cax, cogepkamux Gd, CHHTE3MpOBaHHBIX
IIPU pa3HbIX JABICHUAX, IPEICTABICHBI B TAOJIHUIIE.

3akiarouenne. Pazpaborana mMeTonuka KOTUYECTBEH-
HOTO 3Kcrpecc-aHanu3a DM@, ocHOBaHHAs Ha COBMeIlle-
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HUM METO/IOB MAacCC-CIEKTPOCKONMH W HSMHCCHOHHOU
CIEKTPOCKOIHMH, MHUHYS METOJ XpomaTorpaduieckoro
otaenenus ¢pakuuu, Biovatomeit OM®. [Ipeanarae-
MBII CIIOCOO TMO3BOJISIET HA TOPSAAKH COKPaTUTh BPEMEH-
HBIE 3aTpaThl MO CPAaBHEHHIO CO CIIOCO0aMHM, CYILIECT-
BYIOIIMMH HA CErOJHSIIIHUHN JICHb.

Ha npumepe Gd@Cs, npencraBineHa METoIMKa OIpe-
neneHust conepxkanus OM® B (yJutepeHOBBIX cMecsX,
BBIJIENICHHBIX U3 YK, NMOIy4eHHBIX NP BBEICHUN METal-
Ja-70TMaHTa. YCTAaHOBJIEHO ONTHUMAJIbHOE JABICHHUE IS
cuareza OM® (98 «lla), mpu KoTOpoM HaMOONBITHI
BbIxo11 Gd@Cy,.

Baarogapnocrn. Pabora BbIoNHEHa MPU YaCTUYHOMN
nojyepkke MuHHcTepcTBa 0Opa3oBaHus U Hayku PO,
Ne 14.613.21.0010.
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