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BzaumogeiictBue dymaepena Cgy, ¢ Tpudropmerancyabhonamunom, N,N-quxiaoprpuduaMuiom uid N-(Tpu-
dTopMeTHICYTOOHIT)IMHHO-A>-HOTAHOM B MPUCYTCTBHH N-HOACYKIIMHUMHA TPUBOUT K 0OPAa30BAHHIO
N-(tpudropmermicynbdonm)aza60]dyiepons B Ka4eCTBe SNIUHCTBEHHOTO MPOYKTA.
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Peaxmuu cynmsporamunos 1 ¢ dymiepenom 2 mpo-
TEKaroT IO JByM HAIPaBICHUSIM — C 00pa3oBaHUEM
cooTBeTCTBYyrOIMUX a3a[60]dpymieponoB 3 n a3upu-
muHO[60]dymreperos 4 (cxema 1) [1, 2].

Peaknmn ammHMpOBaHus QyiuiepeHa, Kak HpaBh-
JI0, TIPOBOAST B cpene XJIopOeH30la B MPHUCYTCTBHU
okucaureneid [-BuOCI, ~BuOI, NCS, NBS, PhIO,
PhI(OAc),/I, u np.] [1]. Hanpumep, npu BbIOOpE
PhI(OAc),+], B kadecTBe OKUCIHTENS HPOTEKAET

amMmuHUpoBaHue (pymiepeHa ¢ odpazoanuem aza[60]-
¢dynneponnos 3 ¢ Beixogamu 49-59%, a npu ucnoib-
30BaHMU B KadecTBe okuciurens Phl=0O B mpucyr-
cteuu CuCl n mytuamaa oOpas3yloTcsi COOTBETCTBY-
rorue azupunnHo[60]dymnepensr 4 ¢ BeixogamMu 34—
50% [2]. ®oTonu3 unu TepmMonu3 nepdropankaHcyib-
¢donmnazunos RSO,N; B cpene o-nuxiopOeH3ona B
npucytcTBun Qynnepena Cqy IPUBOIUT K 00pa3oBa-
HUIO COOTBETCTByIOLIMX a3a[60]dymnepounio, B 1O
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BpeMs KaKk aHAJIOTHYHAsI peakius TpUu(TopITUIIA3na
CF;CH,N; naér na MmoHOoaaaykra — a3a[60]dymiepo-
unel u asupuauHo| 60]dymiepensr [3].

Azupuauno[60]dyanepeHsl  Takke — IMONydaroT
aMMHUPOBaHHWEM KapOamaramMH, MOYEBHHAMH, Kap-
Ookcammmamu U pochopamumamu [4]. Peakmmm
nuaMmuHupoBanus ¢ymiepeHa Cg, BHUIMHAIbHbI-
MU cylnbhoHamMuIaMu Wik dochopringnaMuaaMu B
MPUCYTCTBUHM HCTOUYHHKOB DJIEKTPO(UIBHOTO HOAa
JAl0T UUKIWYECKHE CYIb()OHAMHUIBI U MPOU3BOAHBIC
bochopunauamuion, koHaeHcupoBaHHbIX ¢ Cq, [S].
W3BecTHO OKUCTHTENBHOE [4+2]-TIpUCOSTMHECHHE TH-
Cynb(hOHAMHIOB, ITPOM3BOAHBIX O-(heHWICHINAMIHA,
K pymiepeny Cgn ¢ 00pa3oBaHHEM COOTBETCTBYIOLIUX
MPOAYKTOB JUaMUHHUPOBaHUA [6].

KapOokcamMuapl B OKHCIHTETHHBIX YCIOBHSX
Taoke pearupyior ¢ ¢ymiepenom Cg, ¢ 00pa3oBa-
HUEM COOTBETCTBYIOIIMX (QyJuiepokcazonoB [7, 8.
Oyinepokca3oabl MOXKHO MOMYYUTh peakiued ¢yi-
JepeHoB ¢ N,N-Tunoa0eH3aMuI0M, KOTOPBIN TpeBa-
puTensHO NoyvaroT u3 6enzamuaa u -BuOl B amero-
HuTpuie. Berxoasr mpomykToB 25-40% [9].

B nacrosimieit pabore MbI MCCIEIOBAIM PEAKLIUH
¢ymnepena 2 ¢ TtpudTOopMeTaHCYIThPOHAMUIOM 5
(Tpudnamuiom) 1 N-TpudIMINMHHO-A>-HOTaHOM 6 B
npucyTcTBun NIS B cpeze o-auxinopOeH3oma, a Takke
¢ N,N-nuxnoprpudiaamugom 7. Bee peakuuu mpoBo-
JUITH B YCJIOBUSX YIBTPa3BYKOBOW aKTHBALMM U IIPH
HarpeBanuu 10 70°C B Teuenuu 5—7 4. B pesynbrare
C XOpOIIUM BBIXOJIOM OB MOJYYEH €IWHCTBEHHBIN
MPOAYKT — TpudIamumocoaepxkammii aza[60]dymre-
poun 8 (cxema 2). 3TO MepBBINA MPUMEP OKHUCITHTETb-
HOTO Tpr(IaMuaAnpOoBaHus QyJUIepeHa.

ACTAXOBA u ap.

KonBepcust ucxomuoro ¢ymnepeHa s Tpudiia-
Muaa 5 cocraBuwia 52%, a BBIXOJ NMPOJAYKTa 8 ObLI
npakruuecku 70%. BzaumopeiictBue ¢yiepeHa ¢
N-TpUMIMIIMUHO-A3-HOIAHOM 6 TaKKe TPHBOIUT K
MPOAYKTY 8, HO ¢ OoJylee HU3KUM BBIXOAOM 42% 1 KOH-
Bepcueit ¢ymiepena 38%.

Jia cpaBHeHHS B peaknuio ¢ QyiaepeHoM ObII
BBen¢H N,N-guxioptpudaamun 7. OmHako B CIIEKTPE
SIMP 13C PEaKIMOHHON cMecH HaOIIOaIUCh JIUIIb
CUTHAJIBI UCXOIHOTO (pysuiepeHa.

Ha o6pa3zoBanue mponykra 8 nmMeHHO Qysneponn-
HOTO THTIA yKa3blBaeT Hamuuue B crektpe SIMP 13C
JIByX HHTEHCUBHBIX CUTHANOB Npu 143.6 u 143.7 m.1.,
YTO COOTBETCTBYET CHUTHAjaM JBYX aTOMOB YyIJIepoja
MPOAYKTOB (DYIIIIEPOUTHOTO THIIA, & TAK)KE HAIHMIUE
kBapreta CF;-rpynmnel npu 119 m.a. ¢ xoHcTaHTOH
322 T'u. [ns ansTepHaTUBHOIO MPOAYKTa a3UpUAU-
HOBOTO THIIa XapaKTEpHbI CUTHAJIBI B Topas3io Oojee
cunsHOM T1o11e (~ 80 m.1.) [1].

[IpeumyiiecTBEHHOE WM HCKIIOYHUTEIBHOE 00-
pasoBanue (ymiepounoB 3 (cxema 1 [1, 2]) unm 8
(cxema 2) cBsI3aHO C TeM, YTO NPU UX 0Opa30BaHHU
ApPOMAaTHYHOCTh IIECTHUYJICHHBIX IUKJIOB, OKpY’Ka-
IOLUIMX PEaKLMOHHBIA LEHTpP, (HaKTUYECKH HE MEHs-
eTcs, Torna Kak B asupunuHo[60]dymiepeHax 4 ire-
CTHUYJIEHHBIE [IUKJIbI, COUIEHEHHBIE C a3UPHUINHOBBIM
KOJIBIIOM, TE€PSIIOT CBOIO apOMATHYHOCTb.

YO cnekTpsl pa3daBieHHBIX pacTBOpOB aza[60]-
dynnepouna 8 ¢ xonnentpammeir 10 M B CH;CN
unu C,HsOH u3mepsinu npu KOMHaTHOU TeMIIEpaType
B nuarasone ot 200 1o 700 HM.

Bo Bcex cnywasx aza[60]dymneponn 8 mokazan
OTUETIIMBOE TIOTIIOMICHHUE OKOJI0 322—324 HM U IIHPO-
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KU UK ¢ HEHTPOM OKOJIO 486 HM, XapaKTEepHBINA 7151
[5,6]-oTkpEITHIX a3a[60]dymIeponioB, B TO BpeMsl Kak
TS TPOAyKTOB 1,2-mpucoenunenus (a3upuauao|60]-
(byniepeHoB) XapaKTEPHBIA MUK MONIOMICHUS B CIIEK-
Tpax HaOmromaercs okoso 420 HM.

UK crexTpsl perucTpupoBaiud Ha CIEKTPOQOTO-
merpe Bruker Vertex 70 B ToHKOM cioe. CrieKTpbl
UV/VIS 3anuceBanu Ha ciekrpodortomerpe Lambda
35. Crekrpst IMP canmanu Ha ciektpomerpe Bruker
DPX-400 Ha pa6ounx gactorax 400 ('H), 100 (13C),
376 (°F) MI'u B cmecu CDCly u CS, (1:1), xumu-
YecKue CIBUIH MpHUBeIeHsl oTHocuTensHo TMC ('H,
13C) u CCI4F (1°F). 3a xomom peakuwuii ciieuu ¢ mo-
momipro TCX Ha mnactuHKax ¢ cuimkareneM 60 Fysy,
MIOEHT — TreKcaH—Toiyon 1:1. YnbTpa3BykoByIO akTH-
BALIMIO IPOBOJIMIIM B YJIBTPA3BYKOBOH BaHHE Bunurek
VBS-41DP ¢ yacroroi 40 xI'm.

N-(Tpupropmernicyiabdonunia)asza[60]dynie-
poua (8). 0.5 r (0.69 mmonb) dymnepena Cq, B
teuenre 30 muH HarpeBamu o 50°C B 200 mn
0-1Xb. 3arem mobasmsimu k dToMy pacteopy 0.310 T
(2.08 MMomb) TpudIamuIa U TepeMeIInBaIl CMECh
30 muHyT, iocne gero BHocuau 0.469 1 (2.08 MMoIb)
NIS. Ilony4yeHHyt0 cMech NepeMenInBalIl B TEUEHHE
5 4 nmpu HarpeBanuu a0 60°C. Bce onepanun mpo-
BOJWIM B YCJIOBUSX YIBTPa3BYKOBOM aKTHUBALUH IS
YBEJIMUCHHUS PACTBOPUMOCTH MCXOJHOTO (ysuiepeHa.
[locne 3aBepiieHHsI peakMK MOIYUYECHHBIH PacTBOp
MPOIYCKaJIM 4epe3 KOJIOHKY C KPYIHBIM CHJIMKare-
nem Acros Organics (0.060-0.200 mm), mocie 4ero
pPacTBOpHUTENb YIAIAIU Ha BakyyMme. CbIpod OCTaToK
~ 0.75 T ouMIlaNK Ha KOJIOHKE C CHJIMKAresjaeM, diIo-
upysl IOCJIENOBAaTENbHO TE€KCAaHOM, 3aTéM CMECHIO
rekca—Touryou (2:1) u uncteiM TomyonoM. M3 rekca-
HoBOH ¢pakuuu BoLaeas 0.240 r ucxogHoro ¢ys-
nepena Cgp, @ U3 TeKCaH-TOJIyOJIbHON (pakLuy 1 Yu-
ctoro tomyona Beiaersin 0.197 r (69%) mpomykra 8
B BHJI€ KPUCTAJNIMYECKOTO BEILECTBA YEPHOTO LIBETA.
UK crmextp, v, cM: 2919, 2849, 1632, 1409, 1337,
1260, 1228, 1202, 1134, 1106, 998, 957, 901, 800,
769, 730, 675, 665, 621, 581, 527, 505. Cnexrp AMP
3C (CDCI4+CS,), §, m.a.: 147.39, 145.07, 143.34,

143.06, 142.57, 142.55, 142.43, 142.42, 142.41,
142.39, 142.36, 142.27, 142.01, 141.97, 141.83,
141.61, 141.49, 141.10, 140.98, 140.73, 140.01,
139.80, 138.55, 138.23, 13791, 136.95, 136.90,

136.48,135.71, 133.65, 132.56, 119 x (CF3,J 322 I'm).
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Cnextp SIMP °F (CDCly), 8, m.a.: —74.5. UV-VIS
(CH;CN), A ax. HM: 220, 258, 324. Haiineno, %: C
84.00; H 0.28; N 1.53; S 3.55; F 6.49. C4;H4F5NO,S.
Brraucneno, %: C 84.04; H 0.46; N, 1.61; S 3.68; F
6.54.

0.137 r (0.19 mmons) dymnepena Cq, nodaBisuu
Kk 100 M1 0-1Xb u B Teuenne 30 MUH HarpeBaIH pac-
tBOp 1ipu 50°C. 3arem nobasnsum 0.2 T (0.57 MMOITB)
N-TpumuInMUHO-A3-HoNaHa, KOTOPBIH MONyYaIn
B3aumozeicrsuem PhlO ¢ tpudnamunom B CH,Cl,
[IPY KOMHATHOM TeMIIepaType B TEUEHUE HECKOIBKUX
munyT, PhINTf npencraisin coboii Oeinblii 0canok ¢
BBIXOZIOM ~ 90% [10], 1 mepemMemmBaiu Ipu TOH Ke
temneparype 30 muH, mocie yero BHocwin 0.128 r
(0.57 mmonp) NIS. CMech epeMenuBaiy B TCUCHUE
5 u npu HarpeBanuu a0 60°C. Bce omeparuu mpo-
BOAWJIM B YCJIOBHAX yJIBTpa3ByKOBOI\/'I aKTHUBallUW JJIA
YBEIUYCHHsI PACTBOPUMOCTH UCXOIHOTO (yJUIepeHa.
O0paboTKy pEaKIMOHHOW CMECH IPOBOJIMIM, KaK
yKkazaHo BbIe. 13 ceiporo ocrarka ~0.30 T momydanu
0.085 r ucxonnoro ¢ymiepena Cgqy n 0.044 r (42%)
MpoayKTa 8 B BUJe KPUCTAIIMUECKOTO BEIECTBA YEp-
HOTO IIBETA.

0.413 r (0.57 mmoinb) dymnepena Cg 106aBIAIN K
200 ma o-IXb u B Teuenue 30 MUH HarpeBajll CMECh
mpu 50°C. 3arem pobGasmsiim K pactBopy 0.250 r
(1.20 mmonb) N,N-nuxnopTrpudiaMuia 1 mepeMeru-
BalM B TeuyeHue 5 4 npu HarpeBanuu g0 70°C. Bce
Olepaluy HNPOBOAMWINM B YCIOBHUSIX YJIBTPa3ByKOBOH
aKTMBALMM JUIsl YBEIMYCHUS! PACTBOPHUMOCTH HMCXOA-
Horo (ymnepena. [locne 3aBepuieHus peakuuu pac-
TBOPUTEJIb YAASUIM Ha BaKyyme, a octatok ~ 0.68 r
cymwid M aHanusuposamu metogom SIMP 13C. B
CHEKTpe HAOIIONANUCh JIMIIb CUTHAIBI HMCXOZHOTO
dynnepena Cg.

3AKJIFOYEHUE

Peaknust ¢dymnepena Cyy ¢ Tpudmamuaom u
N-TpUGIMIIMHAHO-A3-HONAHOM B HPHUCYTCTBHH
N-HONCYKITMHUMUJIA TPOTEKAET C 00pa30BaHUEM C/IHH-
CTBEHHOTO IPOTyKTa—N-(TpuUpTOPMETHICYTHHOHIIT )-
aza[60]dymreponna. M3ydensr YO crnekTpsl MOIIO-
meHus aza[60]dymeponaa B pa3IHdHBIX PAaCTBOPH-
tensx (CH;CN u C,HsOH).
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Pabora BbINIOJIHEHA C UCIONIB30BaHUEM 000pYIO0-
BaHusl bailkalbCKOro aHaJMTUYECKOro ILIEHTpa KOJ-
neKkTuBHOTO Toak3oBanus CO PAH.
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Heterocyclization of Fullerene
with Trifluoromethanesulfonamide
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The reaction of fullerene with trifluoromethanesulfonamide (triflamide), N,N-dichlorotrifiamide and N-tri-
fluoromethylsulfonyl(phenyl)iodinane in the presence of N-iodosuccinimide was studied. A single product of

the aza[60]fulleroid structure was isolated.

Keywords: fullerene, trifluoromethanesulfonamide, iodane, oxidative system, N-iodosuccinimide, heterocy-

clization
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