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Briepssie nostyuer MoHoa iy KT dyiepena Cyy ¢ KOH-
JICHCUPOBAHHBIM MOP(MOJINHOBBIM (hParMEeHTOM B pe-
AKI[UU ¢ 2-aMUHOATAHOJOM Ha BO3IYXE B CPEJIE TOJY-
on/JIMMA mnpu KOMHATHOU TeMmMmeparype o[
neficTBUeM yiabTpa3dByka. Ha OCHOBaHWM JaHHBIX
AMP 'H, ®C u Y D-CHeKTpOCKOIHNH yCTAHOBIICHO,
gT0 MopdoanHoBoe mpousBogHoe C;q sIBIASETCS
1,2-uzomepom. Metomom IIIP 3acdukcuposan uurep-
Me/IaT peakiuy - aHuoH-paaukan Cop-e (g = 2.0021
uAH = 2.6G), KOTOPBIi1 IOJIy4Y€eH B pe3yJibTaTe Iepexo-
Jla 9JIEKTPOHA OT 2-aMuHO3dTaHo A Ha Kapkac Cq.

Kntoueswie cnosa: 2-aMuHOITAHOJ; AHUOH-PAIUKAI
dbynnepena C7y; MmopdosrHbL; COHOXUMUS; YIAbTPa-
3ByK; (hynnepen Cqg; IIIP.

Pa6oma evinonnena 6 pamkax zocyoap-
cmeeniozo sadanus Munucmepcmea oopaszosanus
u nayxu FRMS-2022-0077.

B nocnennue rogpl B CHHTETHYECKON OPraHuU-
YeCKOW XUMUM BCce OOJIbIE HAXOAUT TPUMEHEHE
yJIbTPa3BYKOBasg aKTUBAIUS XUMUYECKUX ITPOIleC-
COB, KOTOPAsi COOTBETCTBYET IIPUHIIUIIAM «3€JI€HOI»
xumun 1. YiabrpasBykosoe ob6iydenne sBisercs
Ba)KHBIM MHCTPYMEHTOM B OPTAHUYECKOM CHHTE3E,
GJiaroziapsi psijty ero IpeuMyIecTB, a UMEHHO: COKPa-
I[EHUIO BPEMEHU PEAKIIUU, BBICOKUM BBIXO/IAM, HU3-
KUM 3aTpaTaM U MATKUM ycaoBusiM. CoHOXUMMYeC-
Kiie 9 deKThl 00BIYHO BOSHMKAIOT M3-32 aKyCTHYeC-
KO# KaBUTAIlUW, KOTOpasg TeHEPUPYET JOCTATOUYHO
KUHETHYECKOI dHEPTHH, YTOOBI JOBECTH PEAKIIUH JI0
3aBeplIeHusi, ¥ BHICBOOOK/IaeT KOPOTKOKHUBYIIIHE,
BBICOKOIHEpreTUYecKre NHTepMeIuaThl (MOHBI, pa-
JIUKAJIBI, MOH-PAJWKAJILI U JIP.) B PACTBOP TIOCTIE UMII-
JIO3UBHOTO KOJIJIATICA NY3bIPbKOB. [IpuMenenme yiib-

[ara nocrymienus 03.05.23

For the first time, a monoadduct of fullerene C;, with a
condensed morpholine fragment was obtained in
reaction with 2-aminoethanol in air in toluene/DMFA
medium at room temperature under the action of
ultrasound. Based on 'H, '3C NMR and UV
spectroscopy data, it was found that the morpholine
derivative of Cyy is a 1,2-isomer. The reaction
intermediate, the anion radical C;y-e (g =2.0021 and
AH = 2.6G), which was obtained as a result of the
electron transition from 2-aminoethanol to the Cy
framework,was recorded by the EPR method.

Key words: 2-aminoethanol; EPR; fullerene Cq;
morpholines; radical anion fullerene  Cy;
sonochemistry; ultrasound.

The work was carried out within the
Jramework of the state task of the Ministry of
Education and Science FRMS-2022-0077.

Tpa3ByKa B CHHTeTUYecKoil xumuu ¢ysnepena Cy
MTO3BOJIUJIO TIOJIYIHTD TIEJIBIN PSIJT 9K309IPATTBHBIX TIPO-
M3BOJIHBIX: STIOKCH/bI 2, a3upuanHodyLiepenst > 4,
OpOMUIBI 5 1 4-nmokcan 8, 1,4-okcarman 7. Dyre-
pen C;( sBisieTcst BTOpbiM mocsie dyinepena Cg 1Mo
pacpocTpaHEHHOCTH B ceMelcTBe (ysmepeHoB, Co-
crouT u3 12 nmeHTaroHoB, 25 TeKCaroHOB W UMEET 3JI-
auncouzanbayio opmy. Ms-3a 6oree HU3KON CUM-
METPHUY U PasJIWYUil B PeakIMOHHOM CIIOCOOHOCTH
MeK/Y PasJnYHBIMU ABOWHBIMU CBSI3sIMH, XuMus Cy
cnoxuee, uem xumust Cgg. Mosiexyia C7y conepskur 5
HE3KBUBAJIEHTHBIX aTOMOB yTJIepo/ia 1 8 HeAKBUBA-
JIEHTHBIX TUIIOB CBsi3el (4 M3 HUX IPENCTABISAIOT CO-
60l IPOAYKTHI IPUCOEAMHEHNS IPYIIbI 110 [5,6]-
cBs13u U 4 — 110 [6,6]-cBsasu) 8; B cBa3u ¢ aTuM ozHOI
U3 OCHOBHBIX TPYAHOCTEH, CBSI3aHHOU C XUMHeEH
dynnepena Cy( — BbIIeJIEHNE OTHOTO YHCTOTO PETUO-
n3omMepa.
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B peaknmsx [2+4]-nukionprucoeiMHEHNS ¢ yJac-
tueM ¢yJuiepera Cyq IprcoenHeHIe a/JIEH OB IIPOKC-
xozut 110 [6,6]-cBsi3u 7913 uto noxrBepKAEHO TEOpE-
Tiaecknmu pacdetamu 4, TIpoyKTaMu peakIim sBJisi-
foTcs cMech Tpex mian nByx usomepos (C(1)—C(2),
C(5)-C(6) u C(7)—-C(21)), B emMHUYHBIX CJIydasix pe-
AKIIUY ITPOTEKAIOT ¢ 0OPA30BAHUEM TOJIBKO OJIHOTO H30-
mepa: C(1)—C(2) 118 wm C(5)-C(6) & 7. TToaromy
OJIHOM M3 Ba)KHBIX 33j1ad CUHTETUYECKON XUMUH (DyJI-
Jsiepena Cqg SIBJISIETCST TOUCK HOBBIX MOJIXO/IOB K PETHO-
CeJIEKTUBHON (DYHKIIMOHAM3AIIUY €T0 KapKaca.

Panee HaM yaioch ¢ UCIIOIb30BAHUEM YJIbTPA-
3BYKa CEJIEKTUBHO MOJYIUTD 5,6-U30Mep AMOKCAHO-
Boro MoHoaaaykTa dyanepena C;o B peakiuu ¢ 1,2-
JIM0JIAMY B TIPUCYTCTBUY HEOPTraHUYECKUX OCHOBA-
nuit 91916 [Tonpirkn peanusosars peaximu [2+4]-
nuksgonpucoepuHenusi C;y ¢ APYrUM KJiaccoMm
OMGMYHKIITMOHATBHBIX COEUHEHUI — JUaMUHAMU
Pa3HOTrO CTPOEHUS C MOJIYyYEHUEM KOH/IEHCUPOBAH-
HBIX TTUIEPA3THCOAEPKAIINX COeIUHEHUN (DyLiepe-
Ha (popmuposanue AByX CBA3EH Cgyynepen—N) HE
YBEHUYAJIUCDH YCIIEXOM 17 Peaxun dbynnepena Cy ¢
[UKJIMYECKUMU U AlIUKJINYECKUMU JMAaMUHAMM TIPO-
xozamiu co 100%-Hoi KoHBepCHUEH, OIHAKO Oy YeH-
HbI€ TPOAYKTHI MAeHTU(MUIIUPOBATD HE YAAI0Ch U3-32
ux Hecrabunbaoctn . B npoioskenie aTux mece-
JOBAaHUI B IaHHON paboTe B COHOXMMUYECKYIO PEaK-
uio ¢ pysurepenom Crq 6bLTO BOBJIEYEHO OB YHKITH-
OHAJIbHOE COE/IMHEHUE CO CMEMIAaHHBIMU (PYHKIIMO-
HAJIbHBIMU TPYIIIAMH — 2-aMUHO3TAHOJL.

O6ayyenue yabrpassykoM (22 kI, 20 Br) cme-
cu pactBopa Cy( B TOIyose, 2-aMuHoaTanosa 1 (mpu
MosibHOM cootHomennun Cqo:1=1:4) u MDA
(ob6bemnoe coorromienue Toayoa: MDA = 5:1) pu
KOMHATHOH TeMIlepaType Ha BO3ayXe B TedyeHue 1.5 4
MPUBOJIUT K TOJyIeHUIO MOPGHOIUHOBOTO aIyKTa
Cr 2 ¢ Boixomom 57 % (cxema 1).

Cos))), 154

—_—

- Hz KOMH.TeMIL, ToJ1yo.1/IM® A

Cxema 1. Cunre3 C;y-mopdosuHa B peakuuu ¢yiiepeHa
C 2-aMHHODTAHOJIOM O] efiCTBHEM YJIbTPa3ByKa

Ha B3JKX-xpomaTorpamMmax pacTBOPOB IOCJIe
OKOHYAHUS PEAKIMU [TPUCYTCTBOBAJIU IMUKH J/IyKTa
2 (t,5. 9.7 mun) n nenpopearuposasuiero Cqy (Z,9.
10.8 Mmun). IIpy yMeHBITIEHUN COOTHOIEHUST UCXO]I-
Hbix peareHTOB Cy:1 = 1:1 pesko (10 32%) cHuKaet-
sl BBIXO/I 11€JIEBOTO MPOAyKTa. I3MeHeHue cooTHo-

MIEHUST KCXOJHBIX PEareHTOB B CTOPOHY yBEJIUYEHUST
conepskanus 1 o oTHOIEHUIO K Gy nepeny C;o npu-
BOJIUT K CHUKEHUIO CEJIEKTUBHOCTH — IIPUCOE/UHE-
HUIO JOMOJTHUTENbHBIX MOJeKya 1 k Mosekye Cy.
[TpoBenenue peakiyu B arMmocdepe aproHa He MpH-
BOJIUT K 3HAUYUTEIbHOMY U3MEHEHUIO BBIXOAa 2
(58%), uto ykasbiBaeT Ha 1O, 4T0 O, He OKa3bIBAET
PeIaoIyio poyib Ha X0 peakiuu. [Ipu TemmepaType
Hmke KomHaTHoU (Hanpumep 10 °C) BbIxom MPOayK-
Ta He mpesbitnaeT 57 %. [Ipu yBesnyeHuu reMiepary-
pot peaxyu 10 40—50 °C, B orcyrcTBue MDA, 6e3
BO3/IEMICTBHS YJIbTPa3ByKa MPOAYKT 2 He o6pasyeTcs.
Ucnosnp3oBanne 0-/I Xb BMecTo TosIyos1a He TPUBEJIO
K curskenuio seixoza 2. 3amena [[M®DA na JIMCO u
CH3CN B kauecTBe copacTBOpHUTeJel TpuBesia K
XYM Pe3yJIbTaTaM. Y BeJIMYeHNe BpeEMeH! yIbTpa-
3BYKOBOTO UBJIy4eHUsI JI0 3 U IPUBOJUT K CHKEHUIO
CeNeKTUBHOCTH peakiuu. lIpoBenenue peaknuu npu
YJIBTPa3ByKOBOM 00 TydeHny B Tedenue 1 4 maet 46% 2.

Crpykrypa 2 noarsepsiena IMP 'H u '3C, Y-
, K-cniextpockonueit. CoctaB coefnHeHus 2 ompe/ie-
JIEH U3 MacC-CIEKTPOB BBICOKOTO Pa3pelenwsi, KOTo-
pBIi COMEP:KUT MUK MOJIEKYJISIDHOTO WOHA C m/z
899.0369 [M=C,(HNCH,CH,0)]" [la. Mopdomto-
BBIlT (hparMeHT aIyKTa 2 IposiBJisieTcs B criekTpe AAMP
"H 4eThIpbMsi MyJIbTHILICTHBIMU CUTHAIAME MeETHJIe-
HOBBIX IIPOTOHOB: CHTHAJIBI 1pH 8y ~3.6 (ax->CH), ~3.9
(ax->CH) M.JI. COOTBETCTBYIOT aKCHAIBLHOMY TIOJIOKE-
HuIo, curHaisl npu Oy~4.1 (eg->CH), ~4.2 (eq->CH)
M. — skBatopuasibiomy. Criektp IMP C conepsxur
CHTHAJIBI MeTiIeHOBBIX rpyr pu 2C 64.5,°C 50.4 M.j1;
Sp>-rHOPUIM30BAHHbIE ATOMBI yTiIepo/a (QyLIepeHo-
Boit cepsl pesorupyior mpu °C ~84.7 n °C ~68.2 M.
B o6mactu 6 130—165 M.j1. 3aperrcTprUpPOBAHbI CUTHAJIBI
Sp2-rHGPHIM30BAHHbIX aTOMOB (hyJIIePEHOBOIT ChepbL.
Ananmus nBymepubix criektpoB HMBC (puc. 1.) moka-
3bIBaeT, 4To curta mpu 8y ~3.9 M. (ax->CH-0) kop-
pesipyeT ¢ aTOMOM YTJIepPojia 2C (664.5 m.11.), sp>-ru6-
PUAM30BaHHBIM aTOMOM yTJIepoia yJmepeHoBoi che-
poi 5C (8 ~84.7 ML) 1 SP>-THGPUINB0BAHHBIM ATOMOM
(ynepenosoii chepnt ipu & ~152 M.

VK criektp 2 copepkut Kosebanust dyiiepeHo-
BOTO KapKaca 1pu 532, 572, 639, 669, 795 em™! koute-
Ganus CH, rpymnm npu 2852-2956 cm™! (BasenTHbIe)
1 1427 em™! (necbopmarnonHbie), BaseHTHbIE KoseHa-
nug cest3u C—O npu 1024, 1076 u 1259 em™l. Caase
N-H normxontaer npu 727 em™' (edopmarnoHnbie
KoJiebaHus), a TaKKe PErucTPUPYETCS KaK OYeHb
cabbiit 1 yumpennsiii curnan mpu ~3400 cm™! (Ba-
JIEHTHBIE KoJiebaHust).

Y @-BUANMBII CIIEKTP COEINHEHUST 2 COMEPIKUT
MakcumyMmbl nipu 396, 457 u 540 um. Makcumym
396 HM yKka3pIBaeT Ha MpPHUCOEUHEHUE ajjieHIa K
C(1)-C(2)-cBa3u (ag-cBg3b COTJTACHO TPUBUAJIb-
HBIM 06o3Hauenuam 1) u cormacyercs ¢ murepaTyp-
Hpivu anapivp 2 1319,
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Puc. 1. Cnextp HMBC coenunenus 2

43 42T Tab

[l aKCcIIepruMeHTANIBHOTO U3YYEHUs dJIeMeH-
TApHOM PeaKIHny MePeHOca 2JIeKTPOHA Mbl BOCIIOJIb-
3oBasuch Metogom IIIP. Crnexktp IIIP pactopa
(AM®A:tonyosn=1:1) B nepBble CEKYH/bI PEAKI[NH
ripu 77 K B mHepTHOU aTMocdepe CO/IepKUT CUHTJIET-
HbIiii curHas ¢ g = 2.0021 u AH = 2.6 G, KOTOPBIii OTHO-
CUTCS K aHNOH-paguKany C;o-® U KOPPEIUPYyeT C Ju-
TepaTypHbIME fanHbIME 20728, 3aperucTpupoBaHHbIit
curnaji IIIP crabusen Toabko npu 77K, mpu Kom-
HATHOM TeMIlepaType OH He PErMCTPUPYETCS.

Takum o6pasom, Ham¥ pa3paboTaH HOBBIH Me-
TOJl COHOXMMUYECKOTO CHHTE3a PaHee HEN3BECTHOTO
MoHOoanAyKTa dysnepeHa Cyy ¢ KOHIEHCHPOBAHHBIM
MOpPGhOJMHOBBIM (ParMeHTOM Ha OCHOBE PEAKITUU
(dbynnepena ¢ 2-aMUHO3TAHOJIOM C BBIXOZIOM 57 %. ITO
MEPBBIN MMPUMED CEJTEKTUBHOIO TOJyYeHUs] enH-
ctBeHHOTO 1,2-m30Mepa MOPMOIUHCOMEPIKATIIETO AT
nykra C;q ¢ mpuMeHeHueM yiabTpa3Byka. Maxr mepe-
HOoca 3JieKTpoHa 3adukcupoBaH Metogom IIIP,
CIIEKTP KOTOPOTO COMEPKUT CUHTJETHBIN CHUTHA
annoH-pagaukana Cyp-e (g =2.0021 u H = 2.6G).

BKCHCPI/IMCHTaJILHaﬂ 4YacThb

B pa6ore ucnombsoBanu Cry (97%), monydeH-
HBII B [yTOBOM paspsijie MeX1Y TpaUTOBBIMU DJTEK-
tposamu (OOO «HeoTexIIpoaykry, Cankr-Ilerep-
6ypr), 2-amuroaranos 1 (99%), Tonyos1, aleTOHUT-
pui, AIM®DA, IMCO mapku «xu» ¢upmsr «AO Pea-
xuM JIT/I.> MCITOMB30BaIN 6€3 OUNCTK.

YibTpaszByKoBbie KoJeOaHUsT CO3/IaBAIUCD YIIb-
Tpa3ByKoBbIM aucnepraropom ¥ 3/[H-2T ¢ dukcu-
poBanHoii paboueii yacroroir 22 kI (MOIHOCTD
20 Br, ammutyna 20 mxMm). ['enepaTop umeet mbe30-
AJIEKTPUYECKHI TPeoOpa3oBaTe/ib ¢ TUTAHOBBIM BOJI-

F1 [ppm)

140

383 36

1 FZ@lﬂ)

HOBOZIOM (aMaMeTp obJydaionieil TOBEPXHOCTH
12 MM), KOTOPBIIT IOIPYsKAJICS B PACTBOD HA TIyOUHY
2 cM. Peak1iu IpOBOMIINCD B CTEKJITHHOM PEaKTope
(100x35 MM) ¢ TepMoOCTATUPYEMOI PyOALTKON ISt
MOJI/IeP>KAHUS TIOCTOSTHHOM TeMIIepaTyphbl.

[TposyKThl peakiiuy aHATU3UPOBAIU C UCITOJIb-
soBanueM BIJKX-xpomartorpada Altex (momensb
330, CIIA) ¢ YD-gerextopoM (A4 = 340 HM ), KO-
soukoit Buckyprep Waters 4.6x250 mm mipu 30 °C
(nogBukHAS (hasa — TOJMYOJ, CKOPOCTH MOTOKA —
1.0 mar/mMun). CMech pa3zesisyii Ha MeTaJITNYeCKON
npemaparuBHoit kosonke Cosmosil Buckyprep
Waters (10x250 mm) ripu ~20 °C (aJ110€HT — TOJIYOJT;
ckopocTh notoka — 3.0 mu/mMun). Y D-Buaumbie
criektpsl peructpuposaiu B CHCls (/=1 mmm 0.1 cm)
Ha cuekrpoMerpe Perkin Elmer Lamboda 750.
WK criekrpsi sanmucbiaiu B miuenke CHCl; Ha criex-
pometrpe Vertex 70V (Bruker). Crextpst AMP 'H
u 13C perucrpupoBamm ¢ MCIOIB30BAHNEM CIIEKTPO-
metpa Bruker Avance-400 (¢ pabounmu yacToTramu
400.13 My s 'H u 100.62 MT'1y gis 3C; CDClg +
CS, (3:1) ucnonp3oBaii B KaueCTBe PACTBOPUTEJIS U
Me,Si B kauecTBe BHYTpEHHEro cTaHmaprta). Macc-
CIIEKTPBI TTOJIy4€eHbl HA TAHAEMHOM KHUJIKOCTHO-Ta30-
BOM KBa/[PYIIOJIBHO-TAHJIEMHOM Macc-CIHEeKTPOMETpe
Bbicokoro paspernieHuss BRUKER MaXis (I'epmanmst).
Cnextper JIIP perucTpupoBasu Ha CHEKTPOMETPE
Bruker EMX plus 10/12 ¢ X-auanasonom (9.45 I'T)
npu 77 K (maMeTp KBapIieBOil aMITyJIbl 4 MM ).

K 10 ma pactBopa C;y (30 mr, 0.036 MmMmomb) B
TosryoJie 1o6assin 0.14 MMOJTE aMUHOCTIIPTA B 2 MJT
JIMO®A. [IpuroToBieHHYI0 CMECh TTOMEIIATN B PeaK-
TOp € oXJakaaomieil pybamkoil u o6pabaTeiBaIK
yabTpa3BykoMm (22 kI, 20 Br) Ha Bo3ayxe nipu Tem-
nepatype OKpysKkaioliei cpefibl B Teuenvie 1.5 u. Mc-
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XO/THbIe GOPOBBIE PACTBOPbI CTAIM TEMHO-KOPUYHE-
BbIMU. PacTBOPBI IPONyCKaIU Yepe3 KOJIOHKY, 3a-
[TOJIHEHHY0 HEOOJIBIINM CJIOEM CUIUKAresst (~4 cMm).
[TpoxyKT peakiuy OUUMINAJU METOIOM MPeNapaTuB-
voit BOJKX. [Tocie ynanenust pacTBOpUTENS B BaKy-
yMe OBLT TIOJTyY4eH TEMHO-KOPHYHEBBIN MOPOITKO006-
Pa3HbBIN TPOIYKT.

1,2-(mopdomuno)-1,2-muruapo-(Czo-Dsy i)
3,6] dbymnepen 2.

TeMHO-KOPUUHEBOE TBEP/IOE BEIIECTBO, 18 MT, BbI-
xon 57%; T,, > 300 °C; AMP 'H (400 MTu,
CDCl3+CS,): §2.02 (c, 1H, NH), 3.59-3.73 (M, ax-'H,
CH,-0), 3.88-4.02 (M, eq-'H, CH,—0), 4.04-4.16 (M,
ax-"H, CH,-N), 4.2-4.27 (M, eg-'H, CH,-N).
AMP '3C (100 MTi, CDCI3+CS,): 8 50.40, 64.50,
68.20 (sp>-C of Cqg), 84.70 (sp>-C of Cq¢), 130.86,
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162.54, 164.94; YD-cuextp (CHCIl3), (um): 396,

457, 540; K (Tonkas mienka, cM ' ): 532, 572, 639,
669, 727, 795 , 1024, 1076, 1259, 1427, 2852-2956,
3400; Macc-cnektp m/z [M]" pacu. ansa C;oHsNO
899.0366; Haitzerno 899.0369.

Cmpyxmyprole ucciedo8anus coeOuneHuil eul-
nonnenvt 6 IIKII «Azudenvs Hncmumyma negpmexu-
muu u kamanusa YOUI] PAH. Cnexmpor IIIP pezuc-
mpuposanu na npubope IIKIT «Cnexmp> (MDPMK

YoUI[ PAH).
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