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TETPARMKO3ATHJIPOKCUDYJIEPEH C, (OH),,:
ONTUMU3UPOBAHHBIN TPENAPATUBHBIN CUHTE3,
CBOWMCTBA Y IPUMEPBI IPUMEHEHUSI

Annorauus. Terpasiikozaruapoxcudymniepen C, (OH),, o61azaeT MUPOKUM CIEKTPOM YHUKAIBHBIX U LETUTENbHBIX
CBOMCTB, MO3BOJISIOIIMUX C YCIIEXOM MCIOJIb30BaTh €r0 B 1IEJIOM PsiJie OTpaciied HapoAHOIro X03sdiicTBa. BHUMaHue Kk 3TOMY
COEIMHEHHIO 00YCIIOBJICHO €r0 YPe3BbIuaifHO BHICOKUM OHOIIOTHUECKUM TOTEHIIHAIOM, ITPOSIBIISIFOIIUMCS B IOTSHLUPY FOII[EM
}lef;lCTBI/II/I XUMHUOIIPENnapaToB MPOTUB 3JIOKAYCCTBEHHBIX H03006pa3013aﬂm?'1 (B YaCTHOCTH, IIPpHU COBMECTHOM INIPUMCHEHUHN
C MpernapaToM IHUCIJIATHH), a TAK)KEe B KaYeCTBE areHTa JOCTABKH PAAUOAKTUBHBIX M30TOINOB B paJUAIlMOHHON MEIUIIMHE.
IIpencrapnena gerko MacmTadbupyemas MeTOAMKA CHHTE3a U OYMCTKHU TeTpaditkosaruapoxcudyniepena C,(OH),, myTem
KaTaJquTH4ecKoro Opomuposanus ¢ynnepena Cg, B cpeje KUAKOro OpomMa B MPUCYTCTBHM METAJIMYECKOTO JKeNle3a.
Pa3paboTaHa TEXHOJIOTHS OUUCTKH ICJICBOTO MPOAYKTA C HCIOAb30BaHHEM HOHOOOMEHHBIX cMo1 AB-17-8 1 TOKEM-100.

KuroueBble ciioBa: QyiiepeH, TeTpasiko3aruapokcudyaepeH, Terpasiiko3a OpomMdysiepeH, UCILIIATHH, MOTCHIIN-
pyloliee aeicTeue
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TETRAEICOSAHYDROXYFULLERENE C,(OH),,:
OPTIMIZED PREPARATIVE SYNTHESIS, PROPERTIES AND APPLICATIONS

Abstract. Tetracicosahydroxyfullerene C,(OH),, has a wide range of unique and useful properties that allow it to be
successfully used in a number of sectors of the national economy. Interest in this compound is due to its extremely high
biological potential, which manifests itself in a potentiating effect against malignant neoplasms (when used together with
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cisplatin) and as an agent for the delivery of radioactive isotopes in radiation medicine. This paper presents a convenient and
easily scalable procedure for the synthesis and purification of C,(OH),, tetraecicosahydroxyfullerene by catalytic bromination
of Cg, fullerene in liquid bromine in the presence of metallic iron. The technology of purification of the target product using
ion exchange resins AB-17-8 and TOKEM-100 has been developed.
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Terpasiikozarunpoxcudymiepen C.,(OH),, 3 o6namaeT IMPOKUM CHEKTPOM YHHMKAIbHBIX U IIOJIE3-
HBIX CBOWCTB, TIO3BOJISTIOIIIMX C YCIIEXOM €T0 MCIOIh30BaTh B HEKOTOPHIX OTPACIAX HAPOJHOTO XO3Sii-
cTBa (7151 aAPECHON TOCTABKH JIEKAPCTBEHHBIX TPENapaToB B KJIETKU-MHUIICHN, B ONOIOTHH, METUITITHE
U CceIbCKOM Xo3siiicTBe) [1—6]. IHTepec k aTOMy coeTMHEHHIO OOYCIIOBJICH €T0 YPE3BBIYATHO BHICOKHM
OMOJIOrMYECKNUM TTOTEHITUAIOM, TIPOSBISIONINMCS B MTOTEHIIUPYIOIIEM JIEHCTBUH MPOTHUB 3II0KA4ECTBEH-
HBIX HOBOOOpAa30BaHMH (IIPH COBMECTHOM IPUMEHEHUH C IPEmapaToM ITUCIUIaTHH) [7] M B KadecTBe
areHTa JJOCTaBKU PaJMOaKTUBHBIX U30TOIMOB B pagualluoHHON MenuinHe [8—10].

B Hacrosmieii pabote mpecTaBieHa ynoOHas U JIETKO MacITadupyeMasi METOINKa CHHTEe3a U OYHCT-
k1 Terpasiikozaruapokcudymiepena C,(OH),, 3 myrem karannTuueckoro OpOMHpOBaHMs (yiiepeHa
Cy, 1 B cpezie xuaxoro 6poma B MpUCYTCTBUM METAILTMIECKOTO XKene3a. [1omydennblii TeTpasiikozadpom-
¢ymnepen CBr,, 2 6bu1 nogsepray ruaposusy 0,1 M pacTBopoM eKoro Harpa, B pe3yJIbTaTe 4€ro ObLI
MOTy4YeH pa30aBIieHHBINA BOJHBIN pacTBOP IENeBOTo coeanaenus 3, cogepxamuii NaBr u NaOH:

Br, NaOH
Copy —— » C(Bry, » C.,(OH),,
1 Fe 2 H,0 3

OuncTtka 3 OT HEOPTaHWYECKUX MTPIMECEH MTPOBOIMIIACH ITyTEM TPOITYCKaHUS BOAHOTO pacTBOpa ye-
pe3 IBe KOJIOHKH, 3alOJTHEHHBIC CHUIBHOOCHOBHBIM aHHOHHTOM AB-17 B OH -dopMe U CHIBHOKUCITBIM
katronuToM TOKEM-100 B H*-bopme (puc. 1). [TonydeHHbIH TOCIE MPOMYCKAHUS Yepe3 HOHOOOMEH-
HBIE CMOJIBI IEMOHU3UPOBAHHBIA BOTHBINA pacTBOp 3 ObLT CKOHIIEHTPHPOBAH MyTEM OTTOHKH BOJBI MPH

Puc. 1. Ouncrka rerpasiikosaruapokcudynnepena C (OH),, 3 oT Heopranudeckux npumeceil myTem IpoIyCcKaHusl BOAHOTO
pacTBopa dyepe3 KOJIOHKH, 3anonHeHHbie annoHuToM AB-17 8 OH -dopme (/) u karrnorntom TOKEM-100 8 H-hopme (2)

Fig. 1. Purification of tetraeicosahydroxyfullerene C,,(OH),, 3 from inorganic impurities by passing an aqueous solution
through columns filled with AV-17 anion exchanger in the OH™ form (/) and TOKEM-100 cation exchanger in the H* form (2)
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Puc. 2. Ctpoenne rerpasiikozaruapoxcudynepena Co (OH),, 3 [11]

Fig. 2. Structure of of tetraeicosahydroxyfullerene C,(OH),, 3 [11]

arMoC(epHOM JaBJICHUU B YCIOBHUSX 3aIIUTHI OT BO3/eicTBUS cBeTa. LleneBoli TeTpasiiko3aruapokcu-
¢dymieper 3 B MHAMBHIYATbHOM COCTOSIHUN OBLI IMOMYyYEeH METOJOM JTMO(QUIBHON CYIIKU B BaKyyMe.

HauOonee BeposSTHBIM M TEPMOJMHAMHUYECKHU BBITOHBIM CTPOCHUEM COCAMHEHHS 3 SBIISIETCS CUMMe-
TPHYHOE TETPAdAPUUECKOE IPOCTpaHCcTBeHHOE pacnonoxkenue [4 X C (OH)]-rpynm (puc. 2).

JkcnepuMenTanbHas yactb. UK-cnekrp 3anucan Ha @ypoe-cnekrpodoromerpe Protege-460 dup-
Mbl Nikolet ¢ mpurorosienuem oopa3noB B Buje TadneTok ¢ KBr. DneMeHTHBIN aHaIU3 BHIMOIHIN Ha
CHNS-ananu3zarope Vario MICRO cube V1.9.7. Onpenenenue ocrarounoro copepxanus Na u Br npo-
BOJWJIM HA aTOMHO-3MHCCHOHHOM CIIEKTPOMETPE Ha MHAYKTHBHO-CBsI3aHHOH tasMe Vista-PRO. Jlno-
¢GunpHyI0 cymky Boinonssny Ha npuoope LY OQUEST-85 Telsar Technologies, S.L. ®ynnepen C ¢ un-
croroit 99,5 % ucnonszoBanu kommnanun 3A0 «MJINID» (Cankr-IlerepOypr, Poccus). Pearentsr Opom,
BOJIa, METAHOII, *keJe30 B Bue Gonbru (tonmmaoi 0,1 mm) nmenu uuctory 99,9 %. Kunkue peareHTs
MOABEPTaIN ABOMHON (PpakMOHHON neperoHke. Mcmonp30Banu cCHIIbHOOCHOBHBINA CTHPOIAMBUHUIIOCH-
3onbHBIH aHnOHUT AB-17-8 B Cl-popme (11O «TOKEM», 'OCT 20301-74) 1 cTUpONIMBHHUIOCH30IIb-
HbI# cynb(okarnonut B H-popme TOKEM-100 (ITO « TOKEM»y, TV 2227-023-72285630-2011).

Terpasiikozabpomdynepen 2. Cycnensuto 2,0 r (2,77531 mmons) dymiepena Cgy 1 B 50 mn
(1,0 monp) xuaxoro 6poma B npucyrctBuu 3,0 T (53,7 Mmonb) xene3noi ¢onsru Tommmuon 0,1 MM
MOMEIANH B KPYIIOMOHHYIO TEPMETHYHO 3aKpBITYI0 NPOOKOH KoJIOy Ha 5 CYTOK B 3allMLIEHHOM OT
cBeta Mecte npu 25 °C, nepuoanYEeCcKr MepeMelnBas MyTeM OCTOPOXKHOIO BCTpsxuBaHUs. LleneBoi
MPOIYKT OT(GUIBTPOBBIBAIN HA IUIOTHOM cTekisiHHOM ¢uiibTpe lotTa S5 (¢ 0TBEpCTHsIMU THAMETPOM
1,0—1,5 MKM) nociie ucnapeHust 0CTaTOYHOTO KoJM4YecTBa Opoma (M30bITOK OpoMa MOKET OBITh UCIIOIb-
30BaH MOBTOPHO IOCIIE TIEPETOHKH ), 0CAI0K 2 M Hellpopearuposasiasi sxene3nas donsra 20 pas mo 20 mu
IIPU TIIATEIBHOM MEPEMEIIMBAHNN TIPOMBIBATINCH METaHOJIOM. [10Ty4YeHHBIN CBETIO-KENTHIH MbUICBHI-
HBIM MPOAYKT 2 cymwics Ha Bo3ayxe npu 25 °C 2 cyTok B 3allIMILEHHOM OT CBeTa MecTe. Bec nmpoaykra
cocraBun 7,2 T (Beixon 98,3 %). Haiineno, %: C 27,20; Br 72,88. C Br,,. Beraucneno, %: C 27,31;
Br 72,69. M 2 638,34.

Terpasiikozarugpoxcudyniepen 3. Cycnensuro 6,0 r (2,27420 MMomb) TeTpadiikozabpomdysuie-
pena 2 B 1 1 0,1 M Bognoro pactBopa NaOH nepememmBaiyn Ha MarHUTHOM Mellajke 2 CyTOK B 3a-
muUIieHHoM oT cBeta mecte npu 25 °C. IlonyyeHHBI YepHO-KOPUUHEBBIA PACTBOP HPOIYCKAIHU Yepe3
JIBE KOJIOHKH, 3anoiHeHHbie: 130 T cuimpHOOCHOBHOTO annoHuTa AB-17-8 B Cl™-dopme (miepen padoroii
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annoHuT ObLT mepeBeneH B OH -hopmy 00pabotkoit BomHabM pacTBopoM ~1 M NaOH B nuHamudHOM
PEeKHUME C TIOCIIEYIONICH OTMBIBKOW HOHHUTA OT PEarcHTOB TUCTHIUTMPOBAHHOM BOIOH) 1 130 T criibHO-
KHCJIOTHOTO cyib(octuponbroro karrnonuta TOKEM-100 B H -gopme. TIpeamnonaranock, 4To eMKOCTb
MOHOOOMEHHBIX CMOJI Oy/IeT HCIIONIb30BaHa He Oosee ueM Ha 50 %, m03ToMy OHH OBUTH B3SThI B OOJIBIIIOM
u30bITKe (~2,5 paza). [Iponyckanue ounriaemoro ot noHoB Na*, Br~ u OH™ pactBopa 3 (cMm. puc. 1) mpo-
BOJIMJIOCH BHaYaje 4epe3 KOJIOHKY ¢ aHMOHUTOM (), a 3aTeM — ¢ KaTHOHUTOM (2), 4TO OBIJIO HEOOXOTH-
MO ISl TIPEOTBPAICHUS 3arpsi3HEHHsI PIIIbTpaTa aMUHAMHU, a TaKKe HelomylieHus oopasosanus HBr.
[omyueHHBIH TTOCIIE IPOITYCKaHUS Yepe3 NOHOOOMEHHBIE CMOJIBI JICMOHU3UPOBAHHBIN BOJHBIN PacTBOP
3 OBUT CKOHIIGHTPUPOBAH ITyTeM OTTOHKH BOJBI MPU aTMOC(HEPHOM JIaBJICHUH B YCJIOBHUSX 3aIUTHI OT
BO3/IelicTBUS cBeTa. lleneBoli TeTpastiko3aruapokcudyuiepeH 3 B MHIUBUIYAIEHOM COCTOSTHUH OBLI I10-
Jy4eH METOI0M JIno(hMiIbHOM cylIku B Bakyyme. Bec mpoaykra — 2,0 r (Beixon — 77,9 %). UK- cnexrp, v,
cm': 3409 (OH), 2 956,2921,2 853, 1713 (C=C), 1 624 (C=C), 1372, 1342,1320,1 168, 1 058 (C-0),
1038 (C-0), 526, 469. Haiineno, %: C 64,07; H 2,20. C. H,,0,,. Beruncneno, %: C 63,84, H 2,14.
M 1 128,82. Conepxxanne nonoB Na' u Br~, ompezieneHHOe METOOM aTOMHO-IMUCCHOHHOM CHEKTPO-
METPHUH Ha MHYKTHBHO-CBSI3aHHOM I1a3Me, He TpeBbimano 1074 %.

BuiBoasbl. Pazpaborana ynoOHas, Jierko MacimTabupyemasi METOAMKA CHHTE3a M OYUCTKU TETPAdUKO-
3aruApoKCcH(yUIepeHa ¢ HCIIONB30BaHUEM JOCTATOYHO JOCTYITHOTO M OTHOCHTEIBHO JICHICBOTO CHIPHS
(dynnepena C)) ¥ BCIOMOraTeIbHBIX MaTepUanoB (MOHO0OMeHHBIX cMonl AB-17-8 u TOKEM-100). Le-
JIEBOH MPOAYKT UMEET YUCTOTY OKOJIO 99,99 % 1 1mo cBOMM XapaKTEpUCTUKAM IMPEBOCXOAUT KOMMeEpUe-
CKH JIOCTYITHBIE 00pas3IIbl.
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