BeeneHune Hopua 1 - 3T0 HelaBHO OMUCAHHbIN HOBbIN TPEXMEPHbIN ANLNKINYECKUN
onmromep, rnoJly4eHne KoToporo OCHOBaAaHO Ha KOHAeHcauun pesopumnHona ¢ 1,5-
neHTagnanem B YC/I0OBUSAX KUCNOTHONo Katanmsa [1]. Ero Mmonekysia nmMmeeT WeCTb
nosiocten no 6okam n oaHy 6osnbLyto rimapodobHyo NOJOCTb B LLEeHTPEe, HaNnoMuHas
rno oopme BOASAHOE MesIbHUYHOE KOJ1eco, 3a 4YTO 1 noJsiyyunsa cBoe TpuBuasbHoe
Ha3BaHMe (C NaTUHCKOro «noria» 03Ha4YaeT BOASAHOE MesibHUYHOoe Koneco) [1].
CoeavHeHne obnagaeT orpaHMYEHHON PaCTBOPUMOCTLIO N PAaCTBOPSAETCH TOJIbKO B
TaKNX CUNBLHOMOJIAPHbBIX pacTBOpUTENAX, Kak anMmeTuncynbgokcug, N-
MEeTUNNMUPPOSINAOH, BOAHO-Leo4HoN pacTBop (pH > 8). Hannune B CTpyKType Hopua
24 (peHOoNbHbLIX Fpynn NpeaocTaBsseT BO3MOXHOCTb AJ19 KOBAJIEHTHOW Moandunkaumm
omromMepa, 4To NO3BONISET UCMOJIb30BaTb €ro B KavyecTBe naaTgopMbl 418 CUHTE3a
HOBbIX CYNpPaMoNeKyNsapHbIX MAaKPOLMKIOB U MNOJIMMEPHbLIX MaTepunasos. PeuenTopHble
CBOMNCTBa NPOM3BOAHON0 HOpPMa C 3TOKCUKapbOHMIMETOKCU-Frpynnamm Bbian
NMPOLAEMOHCTPUPOBAHbI B SKCMNEPUMEHTE Mo 3KCTPaKLMUM KaTUOHOB MeTasinioB (Rb+ n
Cs+) n3 BOQHOro pacTBOpa B pacTBOP XJIOpuUcToro MmetuseHa [1]. Takxe coobuiaeTcs
06 ncnonb30BaHNM NPOU3BOLHONO HOPMA C MEeTAaKPWU/IbHLIMUY FpynnaMmu B TEMMNJATHOM
CUHTEe3e 24-MepHOro osiInroMmepa MeTakpuaoBOM KUCAOThI NyTeM noamMmepmisaumm
MeTaKpWJbHbIX FPYMN HOpWa 1 nocseaytouwero rmgponansa [2]. Hopna v ero
npon3BoaHble C TPeT-6yTOKCMKAPOOHUNbHBIMU U METAKPUJIbHLIMN FpynnamMm Bbian
onpoboBaHbl B Ka4YecTBe NOPUCTbIX MaTepmanos ansa copbuwnm rasos [3]. Mpu copbunm
YyrJIeKNC/0ro rasa, BOAOPOAA U a3oTa Hauay4wmne pesynbTaTbl gocturannce ana CO2
[3]. Mpon3BogHOE HOopUa C TPET-OYTUNBHBLIMU C/TIOXKHOIPUPHBLIMU FpynnaMu
NMPOSABAAET XOPOLUY TEPMNYECKY CTabnabHOCTb, PAaCTBOPUMOCTb B OpraHn4yeckmnx
PacTBOPUTENAX U XOPOLLY NaeHKoobpa3syoLwyo cnocobHocTh [4]. bbina n3yyeHa
BO3MOXXHOCTb €ro NpuMeHeHNs B Ka4yeCcTBe HOBOIMO NPOTUBOJIYHEBOIr0 3aLNTHOIO
MaTepunana (electron-beam resist materials) [4, 5]. UccnepoBaHO noBeaeHue
NMPOU3BOAHbLIX onnroMmepa 1 B peakumsax pOTO-KPOCC-COYEeTaHUA, NoKa3aBLlee
MOTEeHLMaNIbHYIO BO3MOXHOCTb UX NCMOJIb30BaHUA B KadecTBe (POTOPYHKLMOHA IbHbIX
MaTepunasioB, CNOCODHbIX K OTBEPXXAEHMIO No4 AencTeueM YO- nsnydyeHus [6]. Ham
npeacTaBnsgeTCa NepcnekTUBHbIM pacllnpeHmne Kpyra npon3BoaHbIX HOpUa, B TOM
yncse PyHKUMOHaNM3aums MoJsiekysbl rpynnaMmm, NnpuaarowmMmm nm pacTBopuMoCTb B
Bofae. C 3Ton uenbio 6biam NpeanpuHATLI CUMHTE3bl HOBbIX MPOU3BOAHbLIX HOPUA,
cogepxawmx (puc.1l) ammHoaMmugHble 4, meTuacynboHaTHbIE 5 K
neHTuICynboHaTHbIe 6 rpynnbl. Mpun nonyyeHnn Puc. 1 - Hoprna n ero nponsBogHbIe
MPOMEXYTOYHOr0 COeANHEHUS C 3TOKCUKapbOHNIMETOKCU-rpynnamm 3, KoTopoe
6biN0 onnucaHo paHee [1], HaMu BNepBble BbIV MOoyYeHbl N NCCNef0BaHbl METOO0M
PCTA ero kpuctasanbl. Tak)xe Oblsin CUHTE3MPOBaHbI MOJIMMEPHbIE CTPYKTYpPbl 7 1 8 Ha
OCHOBE HOpMa B peakumnax C anNuxJopruapuHoMm, 1 nosyyeH nonmmep 9 peakuunen
KOHOeHcauun 1,5-neHTaanans n pe3opunHon-bunc-(2-rugpokCcmaTuaoBoro)agpupa B
YCNOBUAX KUCNIOTHOIO KaTasnsa. lNposeaeH TepMorpaBuMeTpmnyeckmm aHaamns
MOJIY4EHHbIX OJINFOMEPOB N NoJIMMepoB. ICXoOHbIe OJIMFOMEpPHblIe COeaUHEHNA 1 1 2



CUHTEe3MpOoOBaHbI N0 MeToAunKe, onncaHHom B nutepaTtype [1, 3]. He3amelleHHble no
OH-rpynnam coeguHeHnsa 1 n 2 obnagatoT orpaHU4YeHHON PacTBOPUMOCThIO U
PacTBOPSAOTCA TOJIbKO B TAKNX CUJIbHOMOJIAPHbLIX pacTBopuTenax kak N-
MEeTUNNMUPPOSINLOH U ONMEeTUNCYNbPOKCUL, B BOAHO-LLEN04YHOM pacTBope (pH > 8).
Onsa yBennyeHns pactBOpMMOCTU nNpoBeaeHa pyHKUMoHann3sauma mosiekynaol 1 no OH-
rpynnam, a Takxe B 6€H30J/IbHOE KOJIbLLO B OPTO-MOJIOXKEHME MO OTHOLWWEHMIO K OH-
rpynnam. [Ana BBeAeHUs B MOJIEKYJlY aMUOHbIX FPYMN KakK MPOMeXyTo4yHoe
coeanHeHne bblN CMHTE3MPOBaH ONMWCaHHbLINM paHee B 1nTepaType oauroMmep 3 Co
CJIOXKHO-3(pUPHBLIMUK rpynnamu [1]. MegneHHbIM ncnapeHnem pactesopa 3 B
anmeTuncynbdokcmae 6b1n BblpalleHbl KpUCTanbl, PEHTFeHOCTPYKTYPHbIN aHaNu3
KOTOpPbIX MOATBEPXXOAET CTPOEHMEe oNInroMepa, npencrasjaeHHoe Ha puc.l. CornacHo
OAaHHbIM PEHTIreHOCTPYKTYPHOro aHasin3a coeiuHeHne KpuctanamsyeTcs C
ANMETNNCYNb(POKCUAOM B CTEXUOMETPUYECKOM COOTHOWweHnn 1:4. 'eomeTpnsa
COeJMHEHNSA BKJIIOYEHNA NoKa3aHa Ha puc. 2. NepBoHavasbHO coeanHeHue Obl1o
pacwmnppoBaHo B LEHTPOCUMMETPUYHON NPOCTPAHCTBEHHOW rpynne P-1, Monekyna
coeguHeHuna 3 pacrnosiaraeTcs B LeHTpe CUMMEeTPUN TPUKIIMHHOW A4YEeNKN, TaK 4TO
He3aBUCMMOW ABNAETCS TOJIbKO MOJIOBUHA MOJIeKybl. [/INHbI CBA3EN N BalleHTHble
yrJ/ibl B MOJIEKYJIEe COeQUHEHMNSA B rnpefesiax 3KCnepuMeHTasibHbIX MOorpeLuHocTen
6JIM3KM K COOTBETCTBYIOLLMM CTAaHAAPTHbLIM 3Ha4YeHNAM. BBnay ctepmnyeckon
3arpy>XeHHOCTU 1 cBoeobpasHOM reoMeTpun MoJsieKysibl B KpUCTasle He peanmnsyoTcs
bnaronpusaTHbIE YC/I0BUA 018 TT-2/IEKTPOHbLIX KOHTAKTOB apoOMaTUYeCKUX hparMeHTOB
Monekys. CyrnpamMoniekynsaipHas CTPYKTypa B Kpuctasine gopMmnpyeTcs riaBHbIM
obpa3om 3a cyeT peanmsaunm cnabbix BOAOpPoAHbIX cBa3en C-H...O Tuna, npuesoas K
obpa3oBaHUIO TpeXMepHOM CynpaMosIeKyNsapHON CTPYKTypbl. ChegyeT OTMETUTb, YTO
NMeoLWancs y MONeKy bl BHYTPEHHAA NOJ0CTb obnafaeT AOCTaTOYHO BonbLwMMun
pa3Mepamu 1 Mo oLeHKaM cocTasnseT okono 300 A3, a inHenHble pa3mepsl - 0KoJI0 9
A (4To consmepumo c pasmepamu MoseKky bl PynepeHa); AnaMeTp CaMoil MONEeKy /bl
oka3blBaeTcsa 6130k K 30 A. Mpwn 3Tom ABe conbBaTHbIE MOneKybl AMCO
pacnosiaratoTcsa B KpUcTasae TaknuMm obpa3oM, 4TO 0gHa U3 HUX 3aHUMaeT OCHOBHYIO
MOJIEKYIAPHYIO NONOCTL (punc.2, 6), a BTOpas MoJieKyla OKa3blBaeTCA B OAHOW U3
H6oKOBbIX NCceBAOMONOCTEN, 0OpPa3oBaHHbIX TPEMS apOMaTUYECKUMU hparMeHTamMum
Monekysbl. CiegyeT OTMETUTb, 4TO Haln4ne pasynopAafo4eHHOCTUN COJIbBATHbIX
MOJIEKY 1, @ TaKXXe L0CTAaTO4YHO BonblUMe 3Ha4YeHUsa TeMnepaTypPHbIX aHU30TPOMHbIX
napamMeTpoOB HEBOAOPOAHbIX aTOMOB CJIOXKHO-3(IUPHbLIX (hparMeHTOB MOryT ObITb
CBSI3aHbl HE TOJIbKO N He CTOJIbKO C TeMrepaTypHbIMN KosiebaHnaMn aToMOB
KOHLEBbIX rpyrnn. MOXXHO NpefnosioXXnTb, 4TO CUMMETPUS MOJIEKYJIbl MOXKET bbITb
HEeCKOJ1bKO 3aBblleHa. NMpobHasa pacmngppoBka CTPYKTYpPbl B HELLEHTPOCMMMETPUYHON
npocTpaHCcTBeHHON rpynne Pl (B KOTOPON He3aBUCUMOW OKa3biBaeTCHA MoJieKya
LesIMKOM) Tak>XXe flaeT OCHOBaHMA Ha nofobHble npeanonoxeHus. Mol Hageemcs, 4To
HU3KoTeMnepaTypHbIe 3KCNepMMeHTbl NO3BONAT BbIACHUTbL 3TO U 6onee nogpobHo
onncaTb KakK MONEKYJIAPHYIO, TakK N CynpaMosieKyIapHYI0 CTPYKTYpY coeANHEeHUs B



cnepytowen nybnmkaumn. a 6 Puc. 2 - [ise npoekumn monekynbl 3 B Kpuctanne. (a)
Ona HarnagHoCTU CJI0XKHO-3(PUpPHbIE rpynnbl, aTOMbl BOAOPOLA W COJIbBAaTHbIE
Mosiekynbl IMCO He noka3aHbl; (6) Monekyna NnokasaHa B LLAPO-CTEPXKHEBOM
npeacrtasjieHNK, pasynopsanodyeHHas monekysia AMCO - B BaH-gep-BaanbcoBbix
pagunycax, aToMbl BOLOPOLA HE NoKa3aHbl AMMHOaMUAHOE NMpou3BoaHoe 4 NoJsly4yeHo
peakunen aMmMHMpoBaHusa coegnHeHns 3 B n3bbiTke N,N-gumeTundTnneHgnammHa.
bnaropnaps KoHUeBbIM OUMETUNaMUHHBLIM FpyrnaMm rnojly4yeHHoe coegnHeHue 4
XOpPOLLUO pacTBOPAETCA N B BOAE, U B XJIOPOPOpMe, KpoMe TOro OHO pacTBOPSAETCH B
aueToHUTpUIE U gumMeTuncynbdokcmae. Peakumen coeanHeHmnsa 1 c
hopManbLernaom u cysibuToM HaTpPUA NONYy4YEHO NPou3BoA4HOe 5, Hecyllee
MeTuieHCYIb(OHaTHbIE FPynmnbl B OPTO-NosioXxXeHnn Kk OH-rpynnam. CnHTes
NPOnN3BOAHOI0 6 C Cysib(POHATONPOMUIEHOBLIMU FpynnamMm Obi1 oCcyLlecTB/IeH
obpaboTkon coeanHeHnsa 1 NponaHCyIbTOHOM B WeN04YHOM pacTBope. CoegnHeHns 5
n 6, bnarogaps 3apsXKeHHbIM rpyrnnam, XopoLlo pacTBOpUMbl B Boae. Onnromepsl 4 v
6 O6blIn NonyyeHbl PyHKUMOHanmn3aumnen OH-rpynn coegnHeHns 1. Mol
npennonoXunmn, 4To B35B B peakuuio pe3opunH, MmoandunumposaHHbsii no OH-
rpynnam, MOXXHO Cpa3y Moslyy4nTb (PYHKLMNOHANIN3UPOBAHHbLIN HOpUa. 18 3Toro obin
npeanpuHAT CUHTE3 No MeTOAMKE, aHaNIorM4YHoOM npmeeaeHHon B [1], U3 rayTapoBoro
anbgervga n pe3opunHon-bunc-(2-ruapokcmaTnIOBOro) agupa. boin BoigeneH
MeNIKOKPUCTaNINYeCKUn NpoayKT 7, paCTBOPUMbIN B MeTaHOJ1E U
anmeTuncynbgokcuae. Macc-cnekTp BblAesIeHHOro NPoAyKTa rnokasas WNPOKUN Nuk
C Mmakcnmymom npu 4500 BMeCTO 0)XKMaaemMoro y3Koro nmka npu 2763, 4To
CBMAOETEeNbCTBYET, BO-NEPBbIX, YTO MPOAYKT peakunm He ABASETCS MOJIEKYJION,
nonobHom Hopura, BO-BTOPbIX, MPOAYKT, BEPOSATHO, COAEPXXNUT B0NbLLIOE KONNYECTBO
aCCOLMNPOBAHHbIX CBA3en (MeXMONEKYNAPHbIX UM BHYTPUMONIEKYNIAPHBIX). Ana
nosly4eHns nHopMaLumm o0 CTPYKTYpE BblAENEHHbIN NPOAYKT 6bia1 noaseprHyT O-
ALNINPOBAHUNIO YKCYCHBIM aHrngpunaom. Macc-cnekTp rnoJsly4eHHOro nocjie 3Toun
npouenypbl MESIKOKPUCTAININYECKOro NMPOoAYKTa, KOTOPbIA XOPOLLO pacTBOPSAETCA B
xnopodgopMe, COAEPXKNT HECKOJIbKO MOJIEKYIAPHbIX NMKoB: 1231,8; 1861; 2142,1;
2490,4; 2771,7; 3402; 4020; 4662. PaHee B inTepaType OTMeYasioCb, 4TO B peakuunu
KOHAeHcauuu pesopunHona ¢ 1,4-bytaHananem nony4aeTcsa He NPOAYKT Tuna Hopwa,
a NnoJsinMepsbl JIMHENHOI O TUMa, coaepXkallme KaJmkcapeHoBble hparmeHTsl [7].
CTpoeHue NpoAyKTOB LOKa3blBasOCb MeTogaMu Macc- n AMP-cnekTpockonuu. Mebl
npennosioXXnaun, 4To peakumnsa apupa pesopumHonia € 1,5-neHTaHAnanemM Takxe
rnpuBeesia K NoJsly4eHuto He LUKJINYeCKOro oimromMepa, a NpoTsa>KeHHbIX NOJINMEpPOB.
Obc4yeT AaHHbIX MacC-CNEKTPOB NPOAYKTOB peakLumn aungnpoBaHUs C y4eToM
aueTaTHbIX FPynn NokKasaJs, YTO B peakuum nonyvyeHa CMecCb JIMHENHbIX U
MNONYUNKINYECKUX NoMMepoB. Tak, MonekynsapHoMy nuky 1231,8 cooTBeTCTBYET
npoaunaMpoBaHHbIN NMPOAYKT KOHAEHCAUWUN 04HON MONEeKYbl Ananbaernpa c
4yeTblpbMA MONEKYyslaMU pe3opumHosa (C noHoM Kanus). NMuk 1861 - NnpoayKT
KOHOEeHCauMn ABYyX MOJIeKy Ananbaernaa n wectm MoJsiekyn pesopumnHona (C MoHoM



Kanusa), 2142,1 - oByx MOseKyn gnanbaernga n ceMm MoseKkys pesopumnHona, 2490,4
n2771,7 - Tpex Mosiekyn guansnernga n BOCbMU MoJieKyn pesopumnHona (C MOHOM
Kannsa, MonekyJsa rnoayumknmyeckas u IMHenHasi, CoOoTBeTCTBEHHO), 3402 - yeTblpex
MOJIEKYJT Ananbhernaa v oguHHaauaTu Mosiekyn pesopumHona (C MOHOM Kanus),
4020 - NATM MOMIEKYN Ananbaernga n TpuHaguaTu MONEKY pe3opumnHosa (C MOHOM
Kanuns, B MOJIEKYJIe NPUCYTCTBYET KaJIMKCApPEHOBLIN MOTUB), 4662 - LLEeCTU MOSIEKY N
ananbgernga v NnaTHaguaTu Monekyn pesopumHona (C MOHOM Kanud, B Molekye
NMPUCYTCTBYET ABa KaJInKCapeHOBbIX MOTUBA, NONYLUKINYECKasa MoJieKkyna). Takum
obpa3oM, peakumsa rayTapoBoro asabgermvaa ¢ pesopunHon-buc-(2-
rMAOPOKCUITUIOBLIM)3(PUPOM B YCNIOBUAX KUCSIOTHOIO KaTasn3a NpuBoanT K
obpa3oBaHUIO CMeCcK NPOAYKTOB KOHOEHCaUUN IMHENHOIO U MONYLUKINYECKOro
cTpoeHunsd. Monekyna Hopua ¢ 24 OH-rpynnamMmu npenocTasnsgeT BO3MOXHOCTb OJ1A
CUHTEe3a pa3BeTBJIEHHbIX N FUNeppa3BeTB/IEHHbIX NOMMepPOB. MI3BEeCTHO, 4TO
HeJIMHEeWHble NMoJIMMeEpPbI C rMneppasBeTB/IeHHON, MPUBUTOWN, LIUKJINYECKOWN
MOJIEKYJIAPHOW CTPYKTYPOWN, HaCTO AEMOHCTPUPYIOT BbICOKYIO TEPMUNYECKYIO
CTabnNbHOCTb M XOPOLUY PacTBOPUMOCTb. [N NoJyYEeHNS HEeNIMHENHbIX NOJIMMEPOB
HaMu Oblnla NpoBefeHa peakunsa CLUMBAHMA MONIEKYJT HOPUA SNNXI0PruapuHOM B

L eso4YHbIX ycrioBuAax. PaHee noaobHble peakumun 6b1auv nposeneHsl ¢ b-
unknogekctpuHamu (b-Uf) [8]. Peakumnsa 3aknto4aeTcs B NPMCoeguHEHNN MONEKY
3NUXA0oPrnapuHa K rmapokco-rpynnam b-LU c obpa3zoBaHnem acupa, HecyLero
KOHL,eBO€e 3MNOKCUAHOE KOJIbLIO; B CNeAyoLmnX CTaamnax BO3SMOXKHO B3auMogencTeme co
BTOpon Monekysnon b-UA, nnbo rmaponms anoKCMOHOro Kosbla. Mbl npoBenn peakymnm
C NpuMeHeHneM 1 n 36 Monen 3NNXIo0pruapmHa No OTHOLIEHUIO K coeanHeHunto 1. B
obounx cnyvaax nocne HenTpaamn3aunm peakLMoOHHON cMecn BbiNv BblAeNeHbl
MeNIKOKpUcTassimyeckme npoaykToel. B cnydae 1 Mons anuxnoprngpuiHa rnpoaykT
peakunn 8 pacTBOPMM B LLESIOYHOM pacTBope 1 B pacTteope OMCO. Macc-cnekTp
COeIMHEHNA COOEPXUT LUMPOKUN MUK C MakcuMmymom npu 4700. Tak e, Kak 1 B
cnlyqae coeamHeHus 7, NpOAYKT peakumu, BEpOATHO, coaepXuT 6onbLuoe 4nucno
ACCOLMNPOBAHHbBIX MEXMOJIEKYIAPHBIX N BHYTPUMOJIEKYNAPHBLIX BOAOPOLAHbIX CBA3EN,
4yeMy MOXXeT cnocobcTBOBaTb BBEAEHME MNLEPUSIbHBIX (parMeHToB. B cnydae 36
MOJIEN INUXJIOPrUapUHa NPOAYKT 9 NnpakTU4eCckn HepacTBopuM. bblo NnposBeneHoO
aumnmpoBaHune nNnpoaykToB 8 n 9. Macc-cnekTp BblAe/IEHHOr0 NPoAYyKTa
auMNMpoBaHnA 8 nokasan MOJIeKYNAPHbIA MUK 2754, KOTOPbLIN COOTBETCTBYET
MOJIEKYJIAPHOW Macce NMpPou3BOAHOro coeanHeHnsa 1 ¢ 24-M5a aueTaTHbIMWU rpynnamm
(c oAHMM noHOM Kanus). Takmm obpa3om, B c/lydae coeanHeHns 8 aunanpoBaHue
MPUBEJIO K pa3pyLleHUo MOCTUKOB MexXay MoJsieKyslaMum Hopua. AunamnposaHue
NnpoAyKTa 9 He yNy4wmnsao ero pacTBOPUMOCTb, U NOJIYHYUTb MaCC-CMeKTp MOJIy4YEeHHOro
coefiHeHNA He yaanock. ns onpeneneHns Ka4eCTBEeHHbIX N KONIMYECTBEHHbIX
npeBpaLLeHNn CUHTE3MPOBAHHbBIX OJINFOMEPOB M NOJMMepPOB OblNKn
npoaHanninposaHbl gaHHble T n ATA nx obpasuos B MHTepBane TeMmnepaTyp oT 25-
550°C Ha Bo3ayxe. lMony4yeHHble faHHble NnpuBeneHbl B Tabnuue 1. MNMpu Harpese



06pa3uoB, HaynHasa ¢ 50-70 °C, npoucxoanT nocTeneHHas NoTeps Macchbl.
HabnopatoTca 2 ctaaunm gectpykuunn. MNMepeas, B uHTepBase 50-300 °C, asnaeTcs
pe3ysibTaTOM yOasieHnsa Baarn u nety4ynx npumecen. MNpun ganbHenwem rnosbilLEeHNN
TemnepaTypsbl, oT 300-350 °C, HacTynaeT BTOpas Ctagna aecTpykunm, Kotopas
npoTekaeT C BbonbLUEN CKOPOCTbIO N ABNSETCHA CNeACTBUEM UHTEHCUpUKaumm
TepMMnYeCKON N BO3MOXKHOM B aMocepe BO3ayxa TEPMOOKUCINTESIbHOW AeCTPYKLUUN
MosIMMEPOB, YTO NPUBOONT K BO3PAaCTaHMIO NOTEPU MACChl Y NCMbITYEMbIX
coeanHeHnn, n 100%-asa eé ytpaTa 3acdukcupoBaHa B nHTepBane 550-650°C. Tabaumua
1 - TemnepaTypHble XapaKTepucTmnkn nonmmepos Obpaseu T5, °C T10, °CT50,°C1 75
110 510 2 83 220 500 3 118 225 450 4 296 340 400 5 68 100 465 6 90 220 650 7 250
325400 8 85 125 560 9 67 85 407 10 120 220 600 NMpumeyaHue: T5, T10, T50 -
cooTBeTCcTBEHHO TemnepaTypsbl 5, 10 n 50 %-Hom noTepn Maccbl obpasuamu Takum
obpa3om, HaMN CUHTE3MPOBaHbl BOAOPACTBOPUMbIE MPON3BOAHbIE HOBbLIX OJIMFOMEPOB
HOpMa C aMUHOAMUOHbIMU, METUNCYIbGOHATHLIMU N MEHTUICYJIb(POHATHBIMU
3amMecTutTensamm. Heobbl4HOE LNKNNYECKOe CTPOEeHME MoeKy bl noaTBepxaeHo PCTA
MPOU3BOLAHOI0 CO CJIOXKHO-3(PUPHBLIMY FpynnamMun. NokasaHo, 4TO NPU CUHTE3e Hopua
N3 pesopunHoia C PyHKUMOHaNN3npoBaHHbIMN OH-rpynnamm obpasyeTcs He
UMKANYECKN NPOAYKT, @ CMECb JINHENHbIX N NONYUNKINYECKNX MPOAYKTOB
KOHOeHcauun. NMpoaeMoHCTPUPOBAHO MoJly4eHne noamMmepoB N3 Hopura v
ANUXJIOPrnapruHa B Ka4ecTBe CLUMBAIOLLEro areHTa. TepMorpaBuMeTpnyeckmm aHaans
MOJIYYEHHbIX OJIMFOMEPOB N MOJIMMEPOB NMoKa3aJsl, 4TO UCC/Ie0BaHHble COeJNHEeHUS
ABNSAIOTCHA YCTONYMBBLIMU K TEPMUYECKON OEeCTPYKUUN B UHTepBasie TemnepaTyp oT 85
0o 340° C (noTepun macchbl He npesbiwatoT 10%), 3aTeM AeCTPYKTUBHbIE MPOLLECCHI
npoTekatoT ¢ 6onbwmmMmn ckopocTaMu Ao 50 n 100 %-Howm noTepwn Macchl. B
hanbHenweM npegrosiaraeTca n3yyeHme peuenTopHbIX CBOUCTB MOJTYHEeHHbIX
BOLOPACTBOPUMbIX MPOMN3BOOHbIX, @ TaKXe UCMNOJIb30BaHNE CUHTE3NPOBAHHbIX
BOLOHEPaCcTBOPUMbIX MNOJIMMEPOB B Npoueccax TBePAO-XUAKOCTHON 3KCTPaKLUUN.
IKcnepumMeHTaNbHasa YacTb CnekTpbl AMP 1H 3anucaHbl Ha cnekTpomeTpe Bruker
AVANCE-400 c pabo4en yactoton 400 Mly. MK-cnekTpbl CHUMaAN Ha CNeKTpoMeTpe
Vector-22 (Bruker) B ananasoHe 4000-400 cm-1 B Ba3esIMHOBOM Macse. Macc-cneKkTpbl
Obinn 3apernctpupoBaHbl Ha ULTRAFLEX Il doupmbl Bruker. Jlazep Nd:YAG, | = 355 HMm,
PMKCMPOBAJINCH MOJIOXKUTENIbHO 3apsAXKeHHbIe NOHbI, UCNOJIb30BaslaCb MeTaslInyeckas
MULLEHb, B KA4YeCTBe MaTpuLbl NCMOJIb30Basiacb AUrnapobeH3onHaa KucnoTa.
PEHTreHOCTPYKTYPHbIN aHaIn3 MOHOKPUCTaJ1I0B NPOM3BOAHOIrO 3 NpoOBEeAEH B
OTAENEeHNN PEHTIeHOCTPYKTYPHbIX NCCcnenoBaHnn LleHTpa KOMJIEKTUBHOIO
nonb3oBaHusa LLKM CAL, Ha 6a3e nabopaTopun ondppakLMOHHbIX METOA0B
nccneposaHnm NODX nm. A.E.Apby3oBa KasHL, PAH. 3kcnepuMeHT BbINOJIHEH Ha
aBTOMATU4YECKOM pPeHTreHoBCKOM agundpakTomeTpe Bruker Smart Apex I CCD (MoKa,
rpacduTOBLIN MOHOXpoMaTop, | 0.71073 A, 293 K). Kpuctannsel coeanHeHns 3,
(C198H240072)*4(C2H60S), TpUKANHHLIE, NapaMeTpbl a4enkn npm 296 K: a =
16,056(4)A, b = 19,910(4)A, c=20,785(5)A, a = 113,419(4)2, B = 96,289(4)2, y =



112,866(4)2, V=5337(2) A3, Z=1, npocTpaHcTBeHHas rpynna P-1. CTpykTypa 6bina
pacwmngpoBaHa C ucnosibzoBaHmem nporpammbol SHELXS [9] n yTo4YHeHa MeTO4OM
HaNMEeHbLUMNX KBagpaToB C Ucnosb3oBaHnmeM nporpammel SHELXL [10]. Bce
HeBOOOPOAHbIE aTOMbl YTOYHEHbI B @HU30TPOMNHOM NpnbnmxxeHnmn. KoopamHaTbl
aTOMOB BOLOPO4A PacCYNTaHbl HA OCHOBE CTEPEeOXUMNYECKNX KpUTepues 1 YTOYHEHDI
Mo COOTBETCTBYIOLMM MOLeNAM «Hae3dgHuKa». Cbop, pefakTUpoBaHMeE AaHHbLIX U
YyTOYHEHME NnapaMeTpPoB 3JIEMEHTAPHOW SYENKN BbIMNOJIHEHBbI C NCMOJIb30BaHUEM
nakeTa nporpamMm APEX2 [11]. Bce pacyeTbl Nnpon3BeneHsbl C MCMNOJSIb30BaHWEM MNakKeTa
nporpamm WinGX [12]. NMporpamma Mercury [13] ncnonb3osasacb 41 BbINOJIHEHUA
PUCYHKOB. TepMorpaBuMeTpu4ecknin n gudgepeHymanbHO-TEPMUYECKNA aHANN3
coeanHeHn npoBeaéH Ha gepuaTorpade PerkinElmer STA 6000 co CKOPOCTbIO
noabEéma TemnepaTypsbl 5 rpad. MnH-1 , Mmacca Haseckn 0,9r. Onuromepsl 1 n 2 Obiiin
CUHTEe3npoOBaHbl corslacHo metoauke [1]. CUHTEe3 C/I0XXKHO-3(hMPHOro oninromepa 3
CHavasia NpoBOAMN COrJlacHO MeToaukKe, onncaHHowm B [1], B3saB onuromep 1 (1,71 r,
0,001 monb). Macc-cnektp MALDI-TOF, m/z: HangeHo 2761,3; Bbl4HNCNEHO ONA
Npon3BoAHOro ¢ 12 agupHbIMU rpynnammn 2761,9 [M + Na+]. lNMNonyyeHHoOe BeLLECTBO
(1,45 r) pactBopuan B 6e3BogHOM aueToHUTpune (40 mn), nobasnnm 6e3BoOHbIN
KapboHaT kanmsa (1,24 r, 0,009 monb) n aTun6bpomauetaT (1,5, 0,009 monb).
HarpeBanu npu nepemewmsaHum (tbaHm = 90 °C) 25 4. Xoa peakumu
KOHTpoampoBanm metogoM TCX (3110eHT rekcaH/aueToH 2/3), Rf (3) 0,42. PacTBop
OT(pUNbTPOBANIN OT HEOPraHNYeCcKoro ocazka, yrnapuam npu NnoHMXeHHOM LaBNeHUN.
Mony4dunnn 2,06 r (54,6 %) 3 B BUAE NopowKa CBeTNo-)KenTtoro useta. Cnektp 1H AMP
(DMSO-d6) d, m.4.: 7,94-6,05 m (ArH, 24 H), 4,83-4,03 m (CH, OCH2CH3, OCH2C(0),
108 H), 1,88-0,88 m (-CH2-CH2-CH2-, OCH2CH3, 108 H). Macc-cnekTp MALDI-TOF, m/z
[M + Na+]: BblyucneHo 3794,97, HangeHo 3797,99. UK cnekTp (Ba3zennHoBoe Macso)
n, cm-1: 1680 (nC=C Ar), 1730 (nCO 3cbup). CuHTE3 aMNO0aMUHHOI0 coeguHeHuns 4.
Onuromep 3 (1,97 r, 0,00115 monb) B n3bbITKE N,N-gumeTnndTuneHgnammHa (15 mn)
nepemeLwwmneann npu HarpeBaHum (tbaHm = 80°C) 29 4. MNMonyyYeHHbIN 0CafoK
oT(hunbTpOBaNMN, MPOMbIIN ANOKCAHOM (50 M), BbICYLUWN MPU NOHUXKEHHOM
nasnenHuun. Mony4dunn 2,5 r (45 %) 4 B BUAE NopoLLKa CBETI0-KPEMOBOIO LBETa.
BewecTtBo He nnasutcsa go 300 °C. HangeHo, %: C, 61,00, H 7,93, N 13,69.
C246H384N48048. BoiuncneHo, %: C, 61,79, H 8,09, N 14,06. Macc-cnekTtp MALDI-
TOF, m/z [+]: BbluncneHo 4781,97, HangeHo 4788,06. K cnekTp (M BaszennHosoe
Macso) n, cM-1: 3390 (nN-H), 1693 (nAmung I). CuHTE3 METUNCYNbGOHATHOIO
coeiMHEeHNA 5 ocyLecTBASAIN aHanornyHo [14]. NMpooyKT o4nwanmi guasansomMm.
Mony4dwnnn 3,06 r (96 %) 5 B BUOe nopowka KpacHoro useTa. He nnasutca go 300 °C.
HanpeHo, %: C, 42,03, H 2,95, Na 17,09, S 12,00. C114H96Na24512048. Bbl4yncneHo,
%: C, 43,02, H 3,42, Na 17,34. CnekTp 1H A4MP (D20) d, m.Aa.: 7,46-7,21 m (ArH, 12 H),
4,51-3,99 m (CH, CH2, 36 H), 2,97-1,14 m (-CH2-CH2-CH2-, 36 H). K cnekTp
(BazenmnHoBoe Macno) n, cM-1: 3422 (nO-H); 1609 (nC=C Ar); 1197, 1154, 1047
(nS=0). CnHTe3 nponuacyaboHaTHoOro oauromepa 6. Onuromep 1 (1,71 r, 0,001



Monb) pacteopuan B 10 % NaOH (10 mn), npuannm pacTBop NponaHcysbToHa (3,66 r,
0,03 monb) B AnokcaHe (50 mn), aobasnnm 39 Ma ANCTUANINPOBAHHON BOAbI,
nepemeLwmnBann npu HarpeBaHumn (tbaHm = 80°C) 57 4. PacTBopuTenn oTorHanum npu
MOHVW>XEHHOM [aBJIeHUN, BELeCTBO NOABEPr/n ANanniy, BbICYLLUUAN NPU NOHUKEHHOM
nasnenunun. Monyydumnun 3,73 1 (67 %) 6 B BUAE NOpoLLIKAa KOPNUYHEBOrO LiBETa. BewecTso
He nnasuTca go 300 °C. K cnekTp (Ba3zennHoBoe mMacno) n, cm-1: 1614 (nC=C Ar);
1180, 1151, 1043 (n5=0). CnHTe3 nosimmepa 7 ocywecTsnsanm cornacHo [1]. 1,3-
Buc(rnapokcmatokcun)benson (1,98 r, 0,01 monb) N 25 %-HbIN FNYTAPOBLIN anbaerna
(0,94 mn, 0,0025 monb) pacTeBopsinm B 3TaHose (4,5 mn), 3aTem aobasunn
KOHUeHTpupoBaHHYyto (taHn = 80°C) 44 HCI (1,5 mn) n nepemewwnsanm npmn
HarpeBaHun 6 4. BoicCaanam oCcafoK BblJINBaHUEM B ANCTUIINPOBAHHYIO BOAY,
OT(huNbTPOBANM N NPOMbIZIN BOLOWN, BbICYLLUWUN MPUN NOHUKEHHOM AaBJ/IEHUMN.
Mony4wnnn 1,06 r coegnHeHns 7 B BUOe nopoLlka CBeT/I0-Ceporo useTta. Macc-cnekTp
(MALDI-TOF) m/z: wmnpokunin nnk ¢ Makcumymom npu 4500. CuHTe3 nonmmepa 8
(peakuunsa ¢ 0O 4HMM 3KBUBANIEHTOM 3MUXJIOPTrNAPUHA) OCYLLECTBASAIN aHaNornyHo [8].
Onuromep 1 (0,855, 0,0005 monb) pacteopunn B 20 % NaOH (4,5 mn), npukananm
anuxnoprungpuH (0,039 mn, 0,0005 monb), nepemMelunBanm Nnpu HarpeesaHun (tbaHum =
50°C) 3 4. HenTpanmnsosanun peakunoHHyto cmecb 10 H HCI, oTdmnnbTpoBanu
BbINaBLWNI 0CafoK, MPOMbIIVN SUCTUIJIMPOBAHHON BOOOW, BbICYLLWAN NPU
MOHMXeHHOM paBsieHunn. Monyydmnu 0,773 r nonvMmepa 8 B BUAE NOpoOLLKa CBETJ0-
»xentoro useta. Bewectso He nnasutca go 300°C. Macc-cnektp (MALDI-TOF) m/z:
LWNPOKUIA MUK C MakcumyMmoM npu 4700. UK cnekTp (Ba3esMHOBOE Maco) n, cM-1:
3351(n0OH), 1614 (nC=C Ar). CuHTe3 nonmmepa 9 (peakumsa c n3bbITKOM
AMUXNOPrNAPUHA) OCYLLECTBANN aHaIOrMYHO CMHTe3y 7, Ho Bpann B peakuuio 36
3KBMBaJIeHTOB anuxsoprungpuHa (1,4 mn, 0,018 Mosib) NO OTHOLWEHUIO K olMromMepy 1.
Mony4ywnnn 1,72 r nonnmepa 9 B BuAe nopoLlKa CBET/I0-KeNToro useta. Bewectso He
nnasntca go 300 °C. K cnekTp (BaszennHoBoe macso) n, cm-1: 3404(nOH), 1608
(nC=C Ar). Peakynn aumnnpoBaHmnsa coeguHeHnn 7-9 npoBoanan coriacHo Metoanke
[15].



