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AnnoTanusa

IIponsBogubie [1]0en3otueno|3,2-b][1]oensornodena (BTBT) umeror OoJiblivie EePCIEKTUBBI B MICIIOJIb30BaAHNUNI
B KadecTBe IOJIyIIPOBOJHMKOBBIX MaTePMaJOB 3a CYET CTAOMJILHOCTM Ha BO3AYyXe, CIIOCOOHOCTM K (POPMMPOBAHMUIO
2D-1JIeHOK M BBICOKOJ ITOABMIKHOCTY HOCUTeJIeN 3apaAna. B mpexacraBieHHoi paboTe NMpeAsosKeHbl IOAXO0AbI K CIH-
Te3y HOBBIX (pypaHMI3aMelleHHbIX pon3BogHblx BTBT u muccienoBanbl ux pusmko-xummdeckne cBoiictaa. Iloka-
3aHO, YTO IOJIyYeHHbIe BeIllecTBa JeMOHCTPUPYIOT BBICOKME KBAaHTOBble BBIXOABI poTosroMuHecreHnymn. IToapobHo

nsydeHa peakiua Opomuposanua BTBT u onTuMmusmpoBaHbl yCJIOBUA ee NIPOBeAeHNA. Y CTAaHOBJIEHO, YTO B BTOM
mporiecce Bcerga obpasyeTcsa CMech PerMou30MepOB, OTHAKO HTO He 00A3aTesbHO MeIllaeT AaJIbHeNIIeMy CUHTe3Y.
JloCTUTHYTO CyIIleCTBEHHOE COKpallleHne obIiero BpeMenn peakiumu — ¢ 48 no 6 gacos.

Knaiouesbie caoBa: [1]0erzorueno|3,2-b][1]0en3oTmoder, opranndeckasd dJIeKTPOHMKA, (PypPaH, (POTOJTIOMUHECIEHITNA,

OpomupoBaHue

BBEJEHME

B macrosmiee Bpema mpu IIPOM3BOJACTBE BJIEK-
TPOHHBLIX YCTPOMCTB B OCHOBHOM MCIIOJIB3YIOTCS He-
OpraHndecKye I0JIyIIPOBOAHNKY HA OCHOBE KPEMHI,
ranaua u repmanua. OHM UMeIOT pAJ, HeJJOCTaTKOB,
IJaBHbIE M3 KOTOPBIX — UX XPYIKOCTb M JIOPOTO-
BuaHa. OpraHndeckue MOJYIPOBOJHMUKOBBIE MaTe-
puraJibl Ha4aJ M MIPUBJIEKAThH K cebe IpucTasibHOE
BHUMAaHIE, IIOCKOJIbKY 00JIaIal0T CBOJICTBAMM, KOM-
IIEeHCUPYIOIMMNM HeJOCTATKNM HeOpraHM4YeCKMX Ma-
TEPUAJIOB: MaJIOlf Maccoil, HU3K0i cebecToMMOCThIO
IIPOM3BOJCTBA YCTPOVICTB HA X OCHOBE, BO3MOYKHO-
CTBIO HM3KOTEMIIEPATYPHOI 00pabOTKM M MeXaHM-
geckoit TmbrocThio [1]. CIleKTp yCTpPOIiCTB, B KOTO-
PBIX BO3MOSKHO IIpMMEHEHMEe OpTaHMYeCcKUX II0JIy-
IIPOBOAHMKOB, JOBOJIBHO IIIMPOK, HO B OCHOBHOM OH
IIpe/ICTaBJIEH COJIHEYHBIMM DaTapesamiu, CBETOAVO-
JaMM U TpaH3ucTopaMu. B X OocHOBe MOryT uC-

II0JIB30BAaTBHCA KaK ITOJIMIMEPBI, TaK ¥ HU3KOMOJIe-
KyJspHble BemlecTBa. ONHO U3 NPEUMYIIECTB II0-
IOOHBIX MaTepMaJioB 3aKJIOUAETCA B BOBMOYKHOCTI
BapbMPOBaHNA MOJIYIIPOBOJHMKOBBIX CBOMCTB 3a CUET
VIBMEHEeHA XVIMIYEeCKOM 1 KPUCTAJIINIeCKOl CTPYK-
TypBI MaTepuaJos [2].
[1]Benzorneno[3,2-b|[1]oenzornoden (BTBT) as-
JIAeTCA OPTaHMYEeCKOl MOJIEKYJION C T-COIPAMKEeH-
HBIMI aHHEJIMPOBaHHBIMY IMKJaMu. Ero mpomnssos-
HbIe VIMEIOT DOJIbIINe IIePCIIEKTUBEI B MICIIOJIb30Ba -
HUM B KadecTBe IIOJYIPOBOSHMKOBBIX MaTepuaJsoB
3a cYeT CTaOMJIBHOCTY Ha BO3JyXe, IIJIEHK00Opasyro-
1Ieil CIIOCOOHOCTM ¥ O4YeHb BBICOKOI ITONBUMKHOCTI
HOocuTesell 3apana. Tak, mpo3padyHble TOHKOILJIE-
HOYHble TPaH3UCTOPBI Ha OCHOBe 2,7-AMOKTUI-
BTBT npozeMOHCTPUPOBAJIY IBIPOUYHYIO ITOJBUMK-
HoCcTh 43 cM?/(B:c), 94TO ABJIAETCA OOHUM U3 Ca-
MBIX BBICOKMX Ha CETOIHSAIIHUI IeHb 3HAUEeHUI A1
BCeX OpraHudeckux mMoJiekyd [3]. Takske mpomnsBos-
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Hele BTBT, B KoTOpBIX onmH mam oba TuodeHo-
BBIX KOJIbIIA OKMCJEHBI B THodeH-S,S-aMokcun 3a
CYeT Ype3BBbIYallHO BBICOKO} (POTOCTAOMIIBHOCTY MO-
IYT CJIYKUTb (PIIyOPEeCHeHTHBIMM MapKepaMu Jiy-
IVMIHBIX KalleJb B JKUBBIX cucTeMax [4].

Henasuo cunTesupoBanHble 2,7-0mc(5-aakmii-2-
tnocpernn)-BTBT Takike mMeroT 3HauMTEJIbLHO 60-
Jlee BBICOKME II0Ka3aTeJsV ITOABMYKHOCTY HOCUTEJIeN
3apana, uem cam BTBT [5]. B To sxe Bpems, aHa-
JIOTMYHBbIe (pypaHCoZepsKallye IPOU3BOLHBIE 10
CUX TIOp He OBLIV CUHTE3VPOBAaHBI U M3y4YeHbl Be-
POATHO, 9TO CBA3aHO C TEM, YTO IIPOM3BOJHBIE THUO-
deHa KOMMepuecKy 0oJiee IOCTYIIHBL ¥ pa3sHooOpas3-
HBI, B OTJIMYME OT IIPOM3BOAHBIX (pypaHa. IIpu aTom
aTOM KMCJIOPOJa MEHBIIE aToMa CepPBI, II03TOMY
Ipou3BOAHBIEe (pypaHa 00JamaioT OOJbIIEN TOpCu-
OHHOJl KECTKOCTBIO CBA3M (PypaH—apwmi, 4eM IIpo-
M3BOJHBIE THO(EHA, YTO MOXKET OJIArOIIPUATHO CKa-
3bIBATHCA HA JIIOMMHECIIEHIVN, KPUCTAJIINYIECKO
YIIaKOBKe COeAVHEHUN U IIOABUKHOCTM HOCUTeJIeNn
3apdana.

B mpepncraBsiennoit pabore mpeniosKeHbI OM-
XOIBI K CMHTe3Y (PpypaHMI3aMeleHHbIX [IPOV3BOI-
Hpix BTBT. Takske mcciaenoBaHbl (DU3UKO-XUMMU-
YyeCKle CBOJCTBa JAaHHBIX COEAMHEHUN, MMeIIlue
3HAYeHMe AJIA OlIpeiesIeHNa BO3MOYKHOCTH IIpyIMe-
HeHMA B 00JIaCTV OPraHMYecKol (DOTOHMKN U DJIEK-
TpoHukn. OTAesbHOEe BHUMAHIUE YEJIEHO CUHTE3y
2,7-mnopoM-BTBT — BasKHOTO CMHTETUYECKOTO OJIOKA
JUIs1 yOOOHOTO TIOCTPOEHMA 11eJIeBbIX MOJIEKYJI. JIIIb
B OJHOM M3 CaMbIX PaHHUX MCTOYHVMKOB OBLJIO IIO-
KasaHO, YTO peakINy 3JeKTPO(UILHOTO 3aMelle-
HuAa B BTBT moryT npoTekaTb II0 pa3HBIM II0JIO-
SKEeHMAM MOJIEeKyJbl [6]. B ocTaJbHBIX MCTOYHMKAX
coob1taeTcs, 4TO B caydae 6poMmpoBaHusa odbpa-
3YIOTCA UCKJIIIOYNTEJIBHO IIPOLYKThI 2-MOHO3aMellle-
HuA i 2,7-nusamentienusd [5, 7—10]. B Hacroseit
pabore ycraHoBIIeHO, uTo mpu OpoMupoBaumyu BTBT
H6poMoM Bcerza o0pas3yeTcs CMech PerMou30MepOB,
OJIHAKO 3TO He 00:3aTesIbHO MeIlaeT JaJIbHeIIeMy
CHHTE3Y IeJIEBBIX ITPOAYKTOB. BO3MOXKHO MMEHHO
II09TOMY Ha JJaHHOM (paKTe BHMMAaHME B JIATEPATY-
pe He akijeHTUpyeTca. Kpome Toro, ObLin onTMMM-
3VPOBAaHBI yCJIOBUA OPOMUPOBAHNA, B YACTHOCTH,
YAaJIOCh CYIeCTBEHHO COKPATUTh BPEMS peak-
muu — ¢ 48 go 6 gacos.

SKCNEPUMEHTAJIbHAA YACTb

MeTtosbl nccnegoBaHms

Cnexrtper AMP 'H u ¥C perucrpuposanu Ha
cuexkTpomeTrpax Bruker Avance-400 m Bruker

DRX-500 ansa 5—10%-ro pacrsopa B CDCl,. VIK-
CITIEKTPbI PETVICTPUPOBAJM Ha criekTpoMeTrpe Bruk-
er Tensor 27 FT-IR B Tabserkax OpoMuaa Kajand
(rvouenTparms 0.25 %, Tosammua tabgetkn 1 mMm).
Xpomarto-macc-criekTpsl (XMC) perucrprpoBaiu Ha
npubope Agilent GC-MSD 6890/5973 (CIITA). Macc-
creKTphl BeIcOkoro pasperenus (MCBP) nccie-
JIyeMbIX COeAVHEHMII perucTpupoBay Ha Ipudbope
Thermo Scientific DFS (CIITA). SyieMeHTHbIT aHa-
au3 nposonuau c nomoinbio CHN-ananmzartopa
EURO EA (Mranusa). CieKkTpsl IOIJIOIEHNA U (PO-
TOJIIOMMHECILIEHI[MY ObLIN 3aIIMCaHBI C MICIIOJIb30Ba-
H1eM crekrpomerpos Varian Cary 5000 UV-VIS-
NIR u Varian Cary Eclipse B KBapIieBoil KioBeTe
JUIMHOM 1 cM, B Ka4ecTBe PacTBOPUTEJLA MCIIOTIb30-
BaH Terparunpodypan (TT'®). KBaHTOBBI BBIXOL
doromommuectenimn (KB ®JI) B pactsope TT'D ns-
MepeH OTHOCUTEJBHBIM METOJI[OM, B KauecTBe CTaH-
Iapra ObLT MCIIOJIB30BaH pactBop 1,4-6mc(b-chennmii-
OKcas0J1-2-11)0eH30J1 B aTaHosie (KB DJI = 0.885).
JunHa BonHbL Bo30yxkaerusa 370 aM. MoHOKpuc-
TaJIbHbIE PEHTIeHOBCKVE SKCIIePMMEHTHI ObLIM BbI-
nosiHens! npu 296(2) K Ha audpaxromerpe Bruker
KAPPA APEX II (rpacnTOBBIII MOHOXPOMATOP, 13-
JydeHue MoKa, nByxkoopauHaTHeT CCD-nerek-
Top). ObpaboTKa aHHBIX OCYIIIECTBJIAIACEH C VICIIOIb-
3oBanmueM nporpammsl SAINT. ITonpaBka Ha morJyo-
IIIeHNe yYTeHa C IOMOIIbi0 ImporpaMMmel SADABS.
Crpykrypa pacimdpoBasa IPAMbIMI METOLAMMU C
nomornbio mporpaMmbl SHELXS-97 n yrounena
SHELXL-2017 B nporpamme Olex2. ITonoskenusa
aTOMOB BOJIOPOJA PACCUYUTHIBAJINCH TeOMeTpudec-
KJM ¥ YTOYHAJNUCH B M3OTPOIIHOM IPUOIMIKEHUN
B Mozmesm “Hae3gHuKa”. IlosrydeHHBIE KPUCTAJIIO-
rpaduyuecKne naHHble BHeceHbl B KeMOPMIMKCKYIO
6asy ctpyrTypHbIXx maHHBIX (CCDC no. 2358883).
IukanyecKye BOJIbTaAMIIEPOTPAMMEBI OBLIIN 3aIlVICa-
HBI B JUXJIOPMETaHe, B TPEX3JEKTPOSHON dAdeli-
ke (Gamry) c momolpio noreHimocrata P-8nano
(OO0 “Oumuc”, Pocens). B kauecTBe comyTCTBYIOIIE-
IO BJIEKTPOJIMTA JMCIIOJb30BaJICA rekcadropdocdar
TeTpabyTunamMmonud. VIsmepeHusa cTaHIapTU3U-
POBaJINICh C IIOMOIIBI0 M3MEPEHUA OKUCIUTEJbHO-
BOCCTAHOBUTEJBHOTO IIOTEHIMAaJa (PEePPOIIeHOBOM
naps! (Fc/Fet) mocse amammsa kaskmoro coemu-
Henud. IIpexncraBiyeHnble B paboTe MOTeHIIAJBI
IpMUBEJIeHbl OTHOCUTEJIBHO (PEPPOIIEHOBO IapBhl
OrneHka ypOBHEN BBICIIEl 3aHATON MOJIEKYJIIAPHOIL
opburaau (BSMO) ocylecTBaAmach C MCIOJIb30-
BaHMEM IIOTEHI[MaJa Hadajia OKVCJIEHUA CJeNyIo-
upm obpasom: E,. = —(E_°" + 4.8) 5B. Kon-
TPOJIb 32 XOJOM peakLNil IIPOBOANUIN C IIOMOIIBIO
ToHKOCJIOVHOV xpomaTorpadguu (TCX) Ha miaacTuH-
kax DC-Fertigfolien ALUGRAM Xtra SIL G/
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UV-254 (Macherey-Nagel, I'epmannsa). [lna xoJo-
HOYHOJ XpoMaTorpaduy UCIoJIb30BaJICA CUJINKA-
resap Silica 60 dpaxoun 0.063—0.200 MM Maprwu
Macherey-Nagel. YnapuBaHue pacTBOpPOB, €CJn
He yKa3aHO MHOe, IIPOBOAVIIN Ha POTAIVIOHHOM JC-
rapuTesie Ipy IIOHMKEHHOM JaBJIEHUN B BaKyyMe
BogocTpyiiHOro Hacoca (10—14 mm. pT. cT.), ppak-
LJMOHHYI0 CyOJMMaIMI0 — B BAaKyyMe MAacCJITHOTO
Hacoca (0.1 MM. pT. CT.).

Marepmansi

[1]BensoTtneno|3,2-b][1]oenzormogen (BTBT) 1 [6],
2-(tpumernncunni)pypar 9a [11], 2-anxkuazame-
menHele gypasbl 9b—d [12—14], 2-(Tpu-n-0yTNi-
craamn)pypas 10e [15], 5-(Tpumerniacnmn)-2-(Tpu-
H-OyTumscranani)pypar 10a [15] u Terparuc(Tpu-
ennndochun)nannanyii [16] 6bLIM TOSLYyUIEHBI IO
M3BECTHBIM METOIMKAM.

B pabore ncrnosb30BaHbEl KOMMEPYECKN JOCTYII-
HbBle peaKTuBBl M pacTtBopuTesu: Aliquat 336®
(Acros Organics, Besbrus); meraros (CH,O, rexun-
yeckuif, mapka “A”, AO “IIlexnnoasor”, Poccus);
roayon (C Hy, kBammpuramma “g. x. a.”, HIIII
“TAMMA?”, Poccnsa); rekcan (CH,,,
rauma “4.”, AO Peaxuwm, Poccus); npuxsiopmeran
(CH2C12, Texangeckuit, HITII “TAMMA”, Poccus);
1,2-guxnoparan (C,H,Cl,, kBammduramma “x. 4.,
AO “OROC-17, Poccus); rpuxaopmeran (CHCL,,
kBamuuranua “x. 4.”, AO “OKOC-1", Poccus);
TeTpaxJiopMeTaH (CC14, kBaJmupurKammua “x. 4.”,
OO0 “Kowmnouent-PearTns”, Poccus); Trerparn-
apodypan (TI'P, C,HO, kBamuduramma “x. 4.7,
AO “OROC-1”, Poccusa); u-6ytunmmtuit 2.5 M pac-
TBOp B rekcane (Acros Organics, Benbrus); xaopuz
Tpu-H-0yTtusnososa (Shanghai Macklin Biochemi-
cal Co., Kurait).

KBaJMpu-

TABJIVIIA 1

Meroamkm mccnegoBaHms

2,7-Mnopom-BTBT (4) u 2,9-qu6opom-BTBT (5).
K nepememmBaemomy pactsopy BTBT (0.5 T,
2.08 mmoup B 50 MJ pacTBOpuUTesid) H00aBIIAIN
MaJIeHbKUII KPUCTAJIJI MOJA, IIOCJIe Yero K CMecu
npu 0 °C npubaBiAIM 10 KAIJIAM PacTBOp Opoma
(0.23 mu1, 4.47 MMoOJIb B 15 MJI pacTBOPUTeEJIA) depes
KalleJbHYI0 BOPOHKY B TedeHye 1 4, a 3aTeM OCTaB-
JISJIVI CMeCh IIepeMeIVBAThbCA 1PV BbIOPAHHOM TeM-
nepaType yKasaHHOE KOJIMYEeCTBO YaCOB/CYTOK.
Jlajee peakIMOHHYIO CMeCh JOBOAMUJIM JO TeMIIe-
paTypsl, 6IM3KO0I K KOMHATHOI, nobdaBianmn 50 mu
MeTaHOJIa, BBIIABIINI 0CaJlOK OT(UILTPOBLIBAJIN
Ha CTeKJIAHHOM ITOPMCTOM (puabTpe (mop. 16), mpo-
MbIBaJIM mociyenoBaTesbHo 10 % pacTBOpPOM THO-
cynbcara HaTpua (3 x 20 mu), Bogoit (2 x 20 mui),
sTaHoJoM (2 x 20 mu) u cyummim Ha Bo3nyxe. Bce
YCJIOBUA Peakuil IpuBedeHb! B Tabi. 1, Haubosee
OIITMMAJIbBHBIMU ABJIAITCA. PAaCTBOPUTEJb — OU-
XJIOpPMeTaH, KUIIA4YeHVe B TedueHue 5 4. BrineseH-
HBIII IIOCJEe YKa3aHHOV 006paboTKu peakIMOHHON
CMecy TBEPJbIi IIOPOIIKOOOPA3HbIN IIPOAYKT IIpes-
craBiseT coboii cMech IBYX permon3omepoB 4 u 5
¢ coorHomenneMm 9.3 : 1 coorBercTBeHHO. OOIMIT
Berxoz 0.41 t (50 %). Criextp IMP 'H pernonsome-
pa 4 (CDCl,, 400.13 MI'y, §, m. x): 8.04 (n, 2H,
4y = 1.7 T, HY, 7.72 (m, 2H, 3JH;;’H4 = 8.48 T,

H! H?
H*), 756 (mm, 2H, °J ;1 = 848 Tuy, 4, o, = 1.7 Tny, HP),

H3 H4
CUTHAJIBI COBNA/AIOT ¢ OIVICAHHBIMI B [8]. Curnasnr
pernousomepa 5 MOJyYEHBI CPaBHEHMEM CIIEKTpPa
CMecCU C CUTHaJIaMU B CIEKTPe MHIAVBUAYAJILHOTO
coequHeHns 4.

Cnextp SAMP 'H permonsomepa 5 (CDCl,,

400.13 MT, 8, m. 2.): 8.06 (m, 1H, *J, ,, = 1.65 I'n,
H'), 7.85 (ag, 1H, *J .. = 8 T, “J., ., = 052 I,
H), 7.76 (, 1H, *J ., = 85 T, HY), 7.62 (an, 1H,

YcnoBua peaknun 6pomuposanusa BTBT u cooTHOIIeHMe IPOAYKTOB

B 3aBMCUMOCTM OT TeMIlepaTypPhbl B Pa3HbIX PACTBOPUTEIIAX

Homep  PacTBOpuresns Temneparypa, °C Bpewma Cognepoxanne npogykra B cmecn, %
OIIBITa peaxum, I Moro6poM- TluBpom-

2 3 4 5 6
1 Juxsiopmeran 25 48 - - 54.1 36.7 9.2
2 JuxjopaTan 25 48 - - 50.9 30.0 17.3
3 Xnopodopm 25 48 64.8 33.2 1.5 0.5 -
4 TerpaxyiopMmeTas 25 48 2.0 - - - -
5 JuxjopmeTaH —-18 48 - - 48.6 38.0 134
6 JuxjopmeTaH Kunsauenne 5 - - 58.3 35.8 5.9
7 JTuxyoparas Kunauenne 5 - - 51.9 32.1 16.0

Ipumeuanue. IIpouepk — coennHEHME OTCYTCTBYET.
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37 =76 T, 4J = 0.52 T'u, H®), 7.56 (gx, 1H,

5 H,H8 . H6, 18 5
Vo = 85 I, Uy, = 165 Ty, 1Y), 7.26 (an, 1H,
Jaoxe = 8 T1t, T = 7.6 Ty, HY).

OO0maa MeToAMKA MOJYyYEHNS 0JIOBO3aMeIleH-
HBIX MpousBoaHbIX (pypana (10b—d). Pearuuio
mpoBoausIM B aTMocdepe aproHa. K mepemernn-
BaeMOMY pacTBopy 2-aJxuidypana (18.2 Mmoub)
B 20 ma 6eszBozmuoro TI'®, oxja’KIeHHOMY IO
(—1)—(—3) °C B mensanoit GaHe, MOOABJAJNM I10 Ka-
IJIAM PacTBOp H-OyTMIINTUA B rekcaHe (7.28 mui,
2.5 M) B TeueHme 5 MMH, II0CJIe HErO CMeCh Ilepe-
MeIBaJ B TedeHue 1 4 Ipu JaHHONM TeMIlepary-
pe. Jajee cmech oxgaskmasu g0 —78 °C u K Helt
006aBJIANM PACTBOP XJOpUAa TpU-H-OyTHUIIONIOBA
(4.94 M, 18.2 mmosb) B 6 Myt TT'® ToHKOII cTPYii-
koii. Iloce mpmbaByieHMA BceX peareHTOB peak-
LJIOHHOJI CMecM JaBaJiyi HarpeTbCs J0 KOMHATHO
TeMIIEPaTypPhl ¥ OCTABJIAJNM IIepPeMelBaTbCA Ha
HOub. [lasee K cmecu nobasisany 70 Ma BoAwl, (pasbl
paspenanu, BogHy (pady dKCTParnpoBay rexkca-
HOM (3 x 50 Mu1), 0O BEMHEHHBIE OpraHMyiecKye asbl
IIPOMBIBAJIM HACBIIIIEHHBIM PacTBOPOM XJIOpUAA Ha-
Tpud (3 x 50 M), CyHIMIM HaZL CYJIb(PaTOM MarHug
un ynapuBaiu. IIpoayKT oummianam IeperoHKO B
BaKyyMe MacJsHoro Hacoca pu 0.5 MM. pT. CT.

5-T'ekcmi-2-(Tpu-w-oyrmicraaamn)pypau (10b).
Ilonyuen ua 2-rekcundpypatna. Beixon 62 %. Hem-
Toe macJso. T. kum. 140 °C opu 0.5 mMM. pT. CT.
Crextp IMP 'H (CDCl,, 400.13 MI'y, 8, m. 1.): 6.44
(m, 1H, 3J'H.{H4 = 3 T'm, H%), 5.96 (c, 1H, BJHS,H4 = 3T,
HY), 2.64 (r, 2H, CH,), 1.65-1.58 (v, 6H, 3CH,),
1.57-1.5 (m, 8H, 4CH,), 1.37-1.22 (m, 12H, 6CH,),
0.92-0.84 (v, 12H, 4CH,). Criextp IMP 13C (CDCL,,
500.13 MTm, 8, m. m.): 161.2 (C%, dypan), 158
(C%, dypan), 121.9 (C3, dypan), 104.2 (C*, dbypan),
31.5, 29.19, 28.9, 28.1, 27.75, 27.34, 27.1, 22.5, 13.9,
13.6. IK-cmekTp, v, cm ': 2925, 2854, 1463, 1376,
1074, 1002, 779. YP-criekTp (9TaHOI), A M (lg e):
232 (3.92).

5-OxTIin-2-(Tpu-+-oyrmicranami)dypan (10c).
Tlonyuen u3 2-oktuadypana. Beixon 63 %. Hem-
toe macJso. T. kum 180 °C npm 0.5 mm. pT. cT.
Cnexrp AMP 'H (CDCl,, 500,13 MI'm, §, m. 1.): 6,43
(m, 1H, BJHg,H" = 3 ', H%), 5.96 (c, 1H, 3JH3Hl =3 TI'y,
HY), 2.63 (r, 2H, CH,), 1.65-1.58 (m, 6H, 3CH,),
1.57-1.50 (v, 8H, 4CH,), 1.37—1.22 (m, 16H, 8CH,),
0.92—0.84 (m, 12H, 4CH,). Crexrp AMP **C (CDCI,,
500.13 MTw, 8, m. m.): 161.20 (C2, dypan), 158.00
(C°, cbypan), 121.88 (C3, dypan), 104.20 (C*, oy-
pan), 31.80, 29.30, 29.17, 28.85, 28.07, 27.75, 27.37,
27.08, 26.77, 2258, 14.03, 13.60. IK-crrexTp, v, cM '
2925, 2854, 1463, 1376, 1074, 1002, 779. YD-cuekTp
(oramom), A___, uM (lg €): 232 (3.82).

max’

max

5-Memn-2-(Tpu-n-oyrmiacranamn)gypas (10d).
Ionyuen ns 2-germadypasa. Boixon 50 %. Hem-
Toe macygo. T. kum. 200 °C mpu 0.5 MM. pT. CT.
Crnexrp AMP 'H (CDCl,, 500.13 MT'1, 5, m. 1.): 6.44
(m, 1H, 3JH37H4 =3 T'n, H%), 5.97 (c, 1H, 3‘IH3,H4 =3 TIg,
H*), 2.64 (T, 2H, CH,), 1.67-1.59 (m, 6H, 3CH,),
1.58-1.51 (m, 8H, 4CH,), 1.37-1.23 (v, 20H, 10CH,),
0.93-0.85 (m, 12H, 4CH,). Criexrp AMP 1BC (CDCL,,
500.13 MTm, 8, m. x1.): 161.20 (C?, cypan), 158.00
(C®, dypan), 121.86 (C3, dpypan), 104.18 (C* dy-
pan), 31.80, 29.51, 29.33, 29.31, 29.25, 29.16, 28.86,
28.07, 27.74, 27.34, 27.08, 22.61, 14.03, 13.61. K-
criexTp, v, cM : 2925, 2854, 1464, 1377, 1074, 1004,
779. YP-cnerrp (oranon), A, HM (Ig €): 232 (3.89).

O6mast MmeToAuKa MOJyYeHUA (pypaH3amMeIneH-
HbIX nIpousBogHbIX BTBT. Yepes nepemeniiBaeMblii
pacTBop cMecu AMOPOM3aMeEIIEeHHBIX PEeruon3oMe-
pos BTBT (0.398 r, 1 mmoJb, 75 % coenunenue 4 u
25 % coexguuenne 5) u 2-(TpU-H-OyTUIICTAHHII)
dypana (0.857 r, 2.4 mmosp) B 10 M TOJSIyOJIa IIPO-
IIyCcKaJiX TOK aproHa B Teuenue 20 MUH AJA yHaJje-
HUA KMCJOPOJA. 3aTeM eAVHOI mopiueil qodaBiid-
s Tetpakuc(tpudennadochun)mammanmii (0.115 r,
0.1 MMoOJIB), TIOCJIE Yero cMech OCTaBJIAJNN IlepeMe-
IMBaTLCA B TedeHMe 3 CyT B aTMocepe aprosa B
recyaHoii Obaxe mpu Temnepatype 6amn 90 °C. ITocse
BBINIaJIEHNA OcajiKa IaJlylajieBoil YepHM U3 peak-
IVIOHHOJ CMeCHU OTTOHAJM PaCTBOPUTEJNH, OCTATOK
pasbdaBisanu 20 MJI BOABI M OCTAaBJIAJM Ha 3 CYT B
xosonunbauKke. ChopMupoBaBIIniica ocagok OT-
(bMIIBTPOBBIBAJIM HA CTEKJIIHHOM IIOPUCTOM (PUJIb-
Tpe (nop. 16), mpombIiBaay Bonoi (3 x 20 mui), me-
TaHoJoM (3 x 20 M) u rekcanoMm (3 x 20 M), 3aTem
cymmay B TOKe Bo3nyxa. IIponykrt peaxkumm 11
ouMIIaIM (PUIBTPOBAHMEM dYepes CJION CUJIMKare-
Js (5 cM), DJI0eHT — ToJyoJL. IIponykT peaxkuym 12
BBIZIEJIANY Ha CTagMUM IIPOMBIBAHMA OCajKa reKca-
HOM }I3 MaTOYHOTO PacTBOpPA.

2,7-Buc(5-rpumerniacuania-2-gypuiien)-
BTBT (11a). ITosnyuyeH u3 5-(TpMMeTUIICUIINII)-2-
(Tpu-n-OyTuncranum)pypana. Beixon 38 %. Baen-
HO-»KeJIThIi1 mopomok. Crextp IMP 'H (CDCl,,
500.13 MT, §, m. 1.): 8.23 (c, 2H, H'), 7.84 (m, 2H,
3J'Hg’H4 = 8.38 T, HY), 7.76 (1, 2H, ?’JHng4 = 8.38 T, HY),
6.72 (m, 4H, CH — dypan), 0.34 (c, 18H, CH,).
Cnexrp AMP "C (CDCl,, 500.13 MT1, §, M. 1.):
160.5 (C'?), 157.3, 142.8, 133.6, 131.9, 128.1, 121.6,
121.5, 121.4, 118.9 (C!), 105.7 (C1?), —1.6 (C'3). K-
cuexktp (KBr), v, cm !: 3440, 3103, 2956, 1440,
1346, 1050, 840, 775. Hatineno: m/z 516.1063 [M]".
C28H280282Si2' Broruncaeno: 516.1064. Haiigeno, %:
C 65.15, H 5.36, S 10.90. Boruucaeno, %: C 65.07,
H 546, S 10.87. YP-cuexktp (TTP), A, um (Ig €):

max



CUHTE3 ®dYPAHUII3AMELLIEHHBIX MPOM3BOOHbIX BTBT 549

350 (4.8), 370 (4.9), 390 (4.9). CuexkTp ¢oToa0-
myHecnenuym (TT'D), A, =m: 399, 422. KB DJI
(60 = 6) %. JaHHbIe PEHTIEHOCTPYKTYPHOIO aHa-
Jmza: 6pyrro-cpopmysa — C, H, O,S Si ; mosexysap-
HadA Macca, I/Mosib — 516.8; CMHIOHMA — MOHOKJIMHHA,
IPOCTPaHCTBeHHAs Ipynna cummerpun — P2 /c;
IapaMeTphl DIeMeHTaPHOI adeitky — a = 19.467 A,
b=16.059 A, c=11594 A, o = 90°, B = 96.07°,
y = 90°, V = 1359.85 A3; xoacpdpurmenT morsorme-
mua — 0.307 MM '; KOJMYecTBO M3MEpEeHHbIX 1 Ha-
osronaembix peduekco — 3029 m 3012 coorBer-
CTBEHHO.

2,7-Buc(5-rekcmin-2-gpypuiaen)-BTBT (11b). ITo-
JIy4eH U3 H-TeKCuJy-2-(Tpu-H-0yTuiacTanumi)dy-
pana. Brixox 80 %. Kenteiit mopoiok. CrexkTp
AMP 'H (CDCL,, 500.13 MI'yy, 8, m. 1): 8.14 (c, 2H,
HY), 7.83 (m, 2H, 3JH3,H4 = 85 Ty, HY), 7.68 (m, 2H,
3JH3‘H4 = 85 I'm, H), 6.62 (m, 2H, 3J'Hwﬂ11 = 3 T,
H'%), 6.09 (n, 2H, 3JH1°,H“ = 3 'y, HY), 2.7 (1, 4H,
2CH,, H'S), 1.7 (v, 4H, 2CH,), 1.41-1.23 (m, 12H,
6CH,), 0.89 (m, 6H, 2CH,). Cuexrp AMP 1Bc (CDCL,,
500.13 MT1, o, m. m.): 156.8, 151.6, 142.8, 133.3,
131.4, 128.1, 121.4, 120.7, 118.1, 107.0 (C!!), 106.2
(C19), 31.4 (C!¥), 28.8, 28.1, 27.9, 22.5 (C'"), 14.0 (C).
VK-cmexrp (KBr), v, em 1 3421, 3101, 2923, 1465,
1340, 1016, 820, 781. Hatimeno: m/z 540.2159 [M].
C34H3GO S Brruncieno: 540.2151. Hailigeno, %:
C 75.34, H 6.68, S 12.03. Berumcseno, %:C 75.51,
H 6.71, S 11.86. YP-crextp (TT'D), kmax, HMm (lg €):
350 (5.0), 367 (5.1), 390 (5.0). Ciektp poToTFOMITHEC-
nentym (TTD), &, 5w 401, 423. KB DJI (56+6) %.

2,7-Buc(5-oxTmin-2-gypnaen)-BTBT (11c). ITo-
JIydeH U3 5-OKTUI-2—(TpU-H-OyTHIICTaHHIII)(PypaHa.
Brxon 67 %. #entoiit mopomok. Cnextp AMP 'H
(CDCl,, 500.13 MTI'y, 3, m. x.): 8.14 (c, 2H, HY, 7.8
(m, 2H, 3JH31H4 =84 T'm, HY), 7.7 (1, 2H, 3JH3’H4 =84 I'n,
H3), 6.63 (m, 2H, 3JHIO‘H11 = 3 'y, H'), 6.09 (m, 2H,
3JH1°,H“ =3 I'm, HY), 2.7 (1, 4H, 2CH,, H), 1.7 (m, 4H,
2CH,), 1.4-1.2 (v, 20H, 10CH,), 0.89 (m, 6H, 2CH,).
Crextp IMP 3C (CDCl,, 500.13 MI'y, 8, M. A.):
156.8, 151.6, 142.8, 133.3, 131.4, 128.2, 121.4, 120.7,
118.1, 107.0 (C!), 106.2 (C9), 31.7 (C'3), 29.6, 29.3,
29.1, 28.1, 28.0, 22,5 (C"), 14.0 (C*). MK-cnekrp
(KBr), v, cm': 3434, 3054, 2923, 1465, 1338, 1020,
819, 762. Haitmeno: m/z 596.2776 [M]". C,H,,0,S,.
Bruruncaeno: 596.2777. Haiigeno, %: C 76.72, H 7.54,
S 10.70. Beruncaeno, %:C 76.46, H 7.43, S 10.74.
YP-cniexrp (TT'D), &, #m (Ig €): 350 (4.7), 370 (4.8),
390 (4.8). Criextp dorontomuuecuennuu (TT'PD),
Ao HM: 401, 424 KB DJI (55+5) %.

2,7-Buc(5-pemmi-2-gypuiaen)-BTBT (11d). ITo-
JIy4eH U3 H-Ienni-2-(Tpu-H-0yTuIcTaHHWI)(pypaHa.
Brixon 66 %. MKentwiit nopomok. Ciekrp SIMP 'H

(CDCl,, 500.13 MT, 8, m. x): 8.14 (c, 2H, H'),
779 (m, 2H, %, , = 844 Tm, HY), 7.68 (g, 2H,
oo = 844 Trt, HY), 6.63 (1, 2H, *J 1, = 2.66 T,

H'%, 6.09 (m, 2H, 3JHw’H11 = 2.66 T, HY), 2.7 (T, 4H,
2CH,, H), 1.7 (v, 4H, 2CH,), 1.4-1.2 (m, 28H,
14CH,), 0.86 (m, 6H, 2CH,). Ciexrp AMP **C (CDCI,,
500.13 MT'm, o, m. 1.): 156.8, 151.6, 142.8, 133.3,
1315, 1282, 1214, 120.7, 118.1, 107.1 (C'?), 106.2 (C!9),
31.8 (C'%), 29.6, 29.5, 29.3, 29.2, 29.1, 28.1, 28.0, 22.6
(C%), 14.0 (C*?). UK-cnexTp (KBr), v, cm *: 3400,
3101, 2921, 1466, 1342, 1020, 821, 781. Harine-
HO: M /z 652.3404 [M]". C,;H_,O,S . Beruucieno:
652.3403. Haiineno, %: C 77.48, H 7.98, S 9.78. Boi-
uncyeno, %: C 77.25, H 8.03, S 9.82. Y®-cuekTp
(TTD), A ., 5m (1g €): 350 (4.9), 370 (5.0), 390 (5.0).
Cnekrp d)OTOJHOMMHecueHuMM (TTD), kmax, uM: 402,
424. KB @JI (61 = 6) %.
2,7-Buc(2-dpypun)-BTBT (11le). Ilomyuen us
2-(Tpu-n-OyTuncranani)dypana. Beixon 40 %. Bec-
useTHble Kpuctayiabl. Crexrp IMP 'H (CDCl,,
500.13 MT, §, m. 1.): 8.21 (c, 2H, H'), 7.85 (m, 2H,

SJH;;H, =8.32 ', HY), 7.75 (1, 2H, 3JH3’H4 =8.32 ', HY),
751 (m, 2 H, *J g, 5 = 1.2 T, HY), 6.74 (1, 2H,
o = 342 T'my, H'), 651 (z, 2H, Ty gn = 342 Ty,
3JH12 qu = 1.2 T, HY). Cnexrp AMP *C (CDCL,

500,13 MT1, 8, M. m): 149.3, 142.8, 142.2 (C'?), 1333
131.8, 128.5, 121.5, 121.1, 118.7, 111.8 (C!!), 105.4
(CY). UK-criextp (KBr), v, em ': 3442, 2923, 1459,
1376, 1012, 802, 734. Hasimeno: m/z 372.0267 [M]".
C,,H,,0,S,. Borancseno: 372.0273.
2,9-Buc(5-rekcuia-2-gpypuiaen)-BTBT (12b).
IIpoaykT OBLT BBIAEJIEH HA CTAAMM IIPOMBIBAHUA
ocaZika M3 pacTBOpa rekcaHa B CMECU C MIPONYK-
ToM 11b. BrIXon mponykTa II0 JaHHBIM 'H AMP-
criektpockoruyu coctaBua 47 %. Crnexrp IMP 'H
ObLI ITOJIyUYeH CpaBHEHMEM CIIEKTPA CMECH C CUTHAJA-
MU B CIIEKTPe MHIAMBUAYAJbHOTO coenyHenusa 11b:
(CDCL,, 500.13 MI'y, 6, m. 1.): 8.13 (c, 1H, HY, 7.87
(m 1H,°J =8 I'm, HY), 7.83 (1, 1H, 3JH3,H4 =82Tm,

HS,H7
HY), 7.77 (m, 1H, 3J., , = 8.2 Ty, H%), 7.54 (n, 1H,

H3,H*

e = 76 T, HY), 740 (an, 1H, *J, . = 8 Iy,
3JH7 H? =76 FH, HV)’ 6.7 (H’ 1Ha SJHm' el = 3.08 TH,
H'), 6.6 (w, 1H, H'), 6.24 (m, 1H, *J ;. = 3.08 Ty,

HIOHY
H'), 6.1 (v, 1H, H'), 2.88 (r, 2H, CH,, H'¥), 2.7 (r, 2H,
CH,, HS), 1.8 (v, 2H, CH,), 1.7 (m, 2H, CH,), 1.41—
1.23 (m, 12H, 6CH,), 0.91 (M, 6H, 2CH,).
2,9-Buc(5-orTmi-2-cgypunen)-BTBT (12c¢).
IIponykT OBLI BBIEJIEH HA CTAAUM ITPOMBIBAHWA
ocazka M3 pacTBOpa rekKcaHa B CMECH C IIPOAYK-
Tom 1lle. Beixonm mponykTa IO JaHHBIM 'H aMP-
criekTpockomuy cocTaBui 45 %. Cnextp AMP 'H
OBLJI ITOJIyYeH CpaBHEHMEM CIIEKTpPa CMeCl C CUTHa-
JaMy B CIEeKTpe WHAVBUIYAJIBHOTO COeIUHe-
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mua 11e: (CDCL, 500.13 MI'y, §, m. 1): 8.11 (c, 1H,
HY, 7.86 (m, 1H, 3JH6 g = 1.8 Ty, H°), 7.80 (m, 1H,
3 — 4 3 —

JHgYH4 = 8.3 I'u, H*), 7.77 (m, 1H, JH3,H4 = 8.3 I'n,
H3), 754 (x, 1H, 3J = 7.6 T, H®), 7.39 (nnm, 1H,

H" H®
orp = 78 Tn, %,y = 7.6 Ty, HY), 6.74 (n, 1H,
o = 32Ty, H!Y), 6.63 (m, 1H, H'%), 6.24 (1, 1H,
3 o g = 32 T, HY), 6.1 (, 1H, H'Y), 2.88 (1, 2H,

CH,, H'?), 2.7 (7, 2H, CH,, H'3), 1.82 (M, 2H, CH,),
1.72 (m, 2H, CH,), 1.41-1.23 (v, 20H, 10CH,), 0.91
(M, 6H, 2CH,).
2,9-Buc(5-geunia-2-dgypuaen)-BTBT (12d).
IIpomykT ObLIT BbIIEJIEH Ha CTAaAVM IIPOMBIBAHNUA
ocajZka 13 pacTBOpa I'eKcaHa B CMeCH C IPOAYK-
tom 11d. Brixon nponykra mo gamaeim AMP 'H
crrekTpockormu coctasua 48 %. Crnexrp AMP 'H
ObLII IIOJIyYeH CpaBHEHVEM CIIEKTPa CMECVI C CUTHAJIA-
MM B CIIEKTPe MHIAMBUIAYAJbHOTO coenyHennsa 11d:
(CDCl,, 500.13 MTI'y, 6, m. 1.): 8.12 (¢, 1H, H'), 7.85

(m, 1H, *Jy o = 8 Ty, HY), 781 (n, 1H, *J;, ., = 83 Ty,
HY), 7.76 (1, 1H, *J;, 4 = 83 T, H), 7.54 (5, 1H,
g = 754 T, HY), 7.39 (nn, 1H, *Jy, = 8 T'n,
g = 754 T, HY), 6.7 (g, 1H, *Jpp 0 = 3.13 Ty,

H!"), 6.6 (1, 1H, g g = 313 Ty, HY), 6.24 (3, 1H,
o e = 313 Ty, HY), 6.08 (n, 1H, Jggogn = 313 Ty,
H'Y, 2.88 (T, 2H, CH,, H'Y), 2.7 (7, 2H, CH,, H'3),
1.83 (m, 2H, CH,), 1.72 (m, 2H, CH,), 1.41-1.23 (m, 28H,
14CH,), 0.91 (m, 6H, 2CH,).
2,9-Buc(2-dpypun)-BTBT (12e¢). IIpoaykr ObL1
BbIJIeJIEH HA CTaAMy MPOMBIBAHMS OCajllKa U3 pac-
TBOpa MeTaHOJIa B MHAWBUAYAJILHOM Buze. Brixon
30 %. Besiii mopornok. Criexrp AMP 'H (CDCI,,
400.13 MT1, 8, m. m.): 8.11 (c, 1H, H'), 7.87 (m, 1H,
3JH6,H7 = 8.35 I'm, H), 7.83 (1, 1H, 3JH37H4 = 7.75 T'm, HY),

771 (m, 1H, 3J = 1.2 Tm, H?), 7.7 (7, 1H,

Hll'yHlZ'

g = 775 Ty, HY), 758 (m, 1H, *Jy, , = 7.73, HY),
749 (n, 1H, *J, o = 1.2 T, HY), 7.39 (un, 1H,
o = 835 Ty, T, 1y = 7.73 Ty, HY), 6.8 (n, 1H,
SJHW’HH, = 3.39 Ty, H'Y), 6.71 (z, 1H, 3JHID’HH = 3.39 T,
H'%), 6.65 (mx, 1H, 3JHH = 3.39 Ty, 3JH12,,HU, =12Tu,
H'"), 6.5 (an, 1 H, *Tp 0 = 339 T, * gy, = 1.2 Ty,

H'Y). MK-cnextp, v, cm ' 3434, 3114, 2923, 1602,
1496, 1340, 1286, 1216, 1012, 777, 732. Haitgeno, %:
C 71.18, H 3.19, S 17.19. Berunciueno, %: C 70.94,
H 3.25, S 17.22.

PE3YJIbTATbl U OBCYXAEHHE

bEpommposanme BTBT

CorsiacHO JIMTEepPaTypPHBIM JaHHBIM, OPOMUPOBa-
e BTBT npoxoauT ceJeKTUBHO 10 MOJIOMKEHU-
aMm 2 u 7 moJstekyJiel [4, 7]. OgHaKO P BOCIIPOU3-
BeIeHUM TUIIVMYHOI MEeTOAMKY cuHTe3a 2,7-nubpom-
BTBT 4, onncannoii B [7], 66110 00HaApYsKEHO, YTO
Pes3yJIbTaTOM PeaKIny ABJIAETCA CMECh Pa3JIMIHBIX
OPOAYKTOB AMOPOMMPOBAHUA IO MIOJIOMKEHUAM 2, 4,
7 n 9 moJsieKyJbl. B wacTHOCTH, IO pe3yabTaTaM
XMC u o nanubM crektpa SIMP 'H, B cmecn co-
eIVHEeHNT, [TOJIyUYeHHON ITocje 0OpaboTKM peaKIVIoH-
HOII CMeCH, IIPUCYTCTBYIOT CUTHAJIBI KaK CUMMETPUI-
HBIX TIPOAYKTOB 2,7-mubpom-BTBT 4 u 4,9-mubpom-
BTBT 6, Tak u acummetpuasoro 2,9-muopom-BTBT 5
(cxema 1). IIpu sToM mosydaemasa cMechb OUOPO-
MIJIOB He pas3fiesdeTcsa MeTOAaMM IIpelrapaTyBHOM
KOJIOHOYHOVI XpoMaTorpaduy, epeKpucTaim3anymn
uay cyOdmmMMalMy — BO BCeX Caydaax obpaser; co-
JIIEPsKUT IPEMMYIIIECTBEHHO 11eJIeBOII pernonsomep 4,
BCErZla COIIPOBOKAEMBII APYTUMN 130MepaMu. Bbi-
IeNUTb YUCTHIA 2,7-110poM3aMeIeHHbI TpoayKT 4

Cxema 1. IToreHImagpHble IPOAYKTHI peakuyy Opomuposanusa BTBT 1.
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13 o0pasIia, CoepsKalllero pernou3oMepsl B COOT-
Homrenuu 4 : 5 : 6 =7 : 45 : 1, ymajochs TOJBKO
MeTonoM (PM3MYECKOro IIapoBOTO TPAHCIIOPTa, Of-
HAKO JIaHHBIM CIIOCO0 OYMCTKM TPYLHO Macltabu-
poBaTh (MakcuMaJbHadA 3arpyska — 0.2 ).

C nesbio0 yBeJWUYEHNMS PErmocesJeKTHBHOCTHU
peakium OblLIa NIPOBefeHa cepusa DKCIIEPVMEHTOB
110 OPOMMPOBAHMIO, B KOTOPBIX BapbMPOBAJIICE TEM-
IepaTypa peaklyy ¥ PacTBOPUTEIIb. Y CIIOBUA DKCIIe-
PMMEHTa OIVICAaHBI B pasfiese “OKCIeprMeHTabHAA
4aCcTh”’, MBMEHAIIMEeCA TapaMeTPbl ¥ OTHOCUTEIb-
HOe COZlepsKaHye IIPONYKTOB PEeaKIVM, 110 JaHHBIM
XMC peakIMOHHOI cMecH, IIpUBeJleHbl B Tabs. 1.
IToreHnMa bHBIE NIPONYKTHI PEAKINM OPOMMUPOBA-
Hua BTBT noxasane!r Ha cxeme 1.

Bpomuposaune BTBT npu KOMHaTHOI TeMIle-
paType B IuxJiopMeTaHe, 1,2-nuxJjopaTaHe, TeTpax-
JopaTaHe 1 xyjopodopMme (ombIThI 1—4) mpoBogmIoCch
B TeueHme 48 u (cTaHmapTHOe BpeMdA peakInu,
npuBeneHuoe B [7]). Beuio obHapyskeHo, 4TO 3a
yKasaHHOe BpeMsd B 1,2-1uxXJiopaTaHe U JUXJIOpMe-
TaHe JICXOZHOE BEIIECTBO PACXOIYeTCSA IIOJHOCTBIO
U IIpeBpalaerca B AubpoM3aMellleHHbIe IIPOYKTEI,
IpM 9TOM B 1,2-amxJiopaTaHe gaske obpasyeTcs
HeOOJIBIII0E KOJIMYECTBO MPOLYKTOB TpuOpoM3aMe-
mtenna 7 u 8 (cymmapHo mopanka 1.5 % mo oTHome-
HUIO K OCTaJIbHBIM IIpoxykTaMm). IIpu mpoBenerHun
pearnuy B XJOPOQOpMe, HECMOTPS Ha IIOJIHYIO
KOHBEPCHUIO, IIPEVMYIIECTBEHHO OBIINM BBIZIEJIEHBI
IIPOAYKTHI MOHOOpOMMpPOBaHMA. BpommpoBarmeM B
TeTpaxJiopMeTaHe ObIIO IOJIydueHO HebOoJIbIIoe KO-
JudgecTBo 2-MoHObpomiamerrienHoro BTBT wapany
C ICXOJTHBIM COeJIHeHMeM. B 11eJ10M, MOYKHO yTBEPIK-
IaTh, UYTO B IIPUBEAEHHOM DALY PacTBOPUTeEJEN
HabJrofaeTca KOppesAnysa JIETKOCTU IIPOTeKaHUA

. BLI3SH 4+5
E}X 1. n-Buli IO%X Pd(PPhy),
/ 2. (n-Bu)sSnCl % " romyon

9a—d 10a—e
Brixon, %

X 10 11 12

SiMe; a 60 38 0

Ce¢Hyiz b 61 82 47

CgHy; ¢ 63 67 45

CyoHy d 50 66 48

H e - 40 30

Cxema 2. CunTe3 (pypaHnI3aMeleHHbIX COeIVHEeHNIL.

peaxiuy OPOMMPOBAHNUA C YBeJIMUEHNEM ITUITOJIBHOTO
MOMEHTa PaCTBOPUTEJIA, YTO MOYKET ObITH CBA3AHO
co crabmmsanyeii 00pas3yIoIerocsa B Xo4e PeaKkiun
G-KOMILJIEKCa.

Binanue TeMnepaTypbl peaKIuy Ha COOTHOIIIe-
HIE MPOAYKTOB JCCJIENOBAJOCh B AUXJIOpMETaHe
(ombITEI 1, 5, 6) u 1,2-nuxsopsrase (ONBITHL 2, 7),
Kak HauboJiee IIEPCIEKTUBHBIX PaCTBOPUTEJIAX.
B srcnepumenTax B guxJopMeTaHe HabiomaeTca
TEHJEHIMA K YBEJNYEHUIO CEeJIEKTVBHOCTY peaK-
MY B OTHOIIEHMM 00pasoBaHUA KeJlaeMOro IIpo-
IykTa 4 ¢ pOCTOM TeMIIepaTyphbl IIPOBEJEHNA pPeaK-
nun. CTOUT OTMETUTH, YTO NP TeMIlepaType Ku-
nenua puxjgopMmerana (40 °C) mosHas KOHBepCUA
JICXOJTHOTO COeIVIHeH)A HabJroaeTca yxe depes b 1,
T. €. BpeMs dKCIepUMeHTa CYIIeCcTBEHHO COKpallia-
€TCs I10 CPaBHEHMIO C OPUTVHAJIBHOM MeTOnNKOoI [7].
IIpu npoBeneHny peakuuy B KUNAIEM 1,2-11xJop-
staHe (84 °C) B TeueHne 5 4 Tak:ke ObLIa JOCTUT-
HyTa II0JIHAs KOHBEPCMA, OJHAKO KeJsiaeMoii Dojee
BBIPAYKEHHOJ PEeryoceJIeKTYBHOCTY II0 CPaBHEHUIO
C OVIXJIOPMETAHOM IIPY BTOM He ObLIO 00HAPYIKEHO.

CuHTe3 ¢pypaHcogeprxalumx npomnssogHeix BTBT

Jlajilee Ha OCHOBe IOJIyYEHHOI cMecu IUOpPoOMM-
noB BTBT Opln cuHTEe3MpPOBaHBI (DypaHMI3aMe-
miensble npousdBoaubie BTBT 1la—e u 12b—e. Ile-
JIeBble IIPOAYKTHI IIOJYUYEHBI C IIOMOLILIO PeaKIInit
Kpocc-coueTanua Crusie H5-3aMeleHHbIX IPOU3-
BOJHBIX 2-(Tpu-H-OyTuicranami)pypana 10a—e co
cMechio nubpom3aamerntienHbx BTBT 4 n 5 ¢ n3Bect-
HBIM CTeXMOMeTPUYecKMM cooTHoIeHueM. OJoBo-
opraHndeckue coenyHenusa 10a—e 6b11m mpenBapu-
TeJIbHO CYHTE3VIPOBAHbI 113 COOTBETCTBYIOIX aJIKIII-

ITpumenanue. Berxons! s npoxykros 11la—e n 12b—e paccumTaHbl OTHOCUTEJBHO BCTYIMBIINX B PEAKINIO PErron3oMepos 4

1 5 COOTBETCTBEHHO.
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Puc. 1. Crpyxrrypa 2,7-6mc(5-Tpumernincnimia-2-gypuieH)-BTBT 11a 1o JaHHBIM PEHTTEHOCTPYKTYPHOIO aHAJM3a.

U TPUMETUJICUINI3aMeIleHHbIX (pypaHoB 9a—d c
IIOMOIUIBIO H-OYTUJIIUTUA U TPU-H-OyTUIICTAHHNIII-
xJjopuia (cxema 2).

ITeneBrbie coemuuenua — 2,7-6uc(5-TpumMeTni-
cnmi-2-gypuien)-BTBT 11a; 2,7-6uc(5-rexcn-
2-pypuien)-BTBT 11b; 2,7-6uc(5-oxkTni-2-gpypn-
neH)-BTBT 11c¢; 2,7-6uc(b-memmi-2-dyprnen)-BTBT
11d u 2,7-6uc(2-pypun)-BTBT 1le — obsamann
MeHBIIIe}I PaCTBOPUMOCTBIO B TeKCaHe, YeM UX He-
cuMMeTpuyHble aHaJory 12a—e, mosTomMy ObLIN BBI-
JleJIeHBI B XoJe 00paboTKM peaKLUVOHHOV cMecu
B MHAMBUAYAJbHOM BUOE ¥ OXapPaKTepPM30BaHBI
MeTomamy crexrpockomvy AMP 'H u 13C, K-
CIIEKTPOCKONINM ¥ MacC-CIIEKTPOMETPUM, a TaKiKe
MEeTOJZIOM 3JIeMeHTHOro aHasmsa. CTpyKTypa coe-
nyHeHna 1la ObLia TaksKe MOATBEPIKIEHA PEHTTe-
HOCTPYKTYPHBIM aHaJu3oM (puc. 1).

AJKuI3aMeleHHble HECYMMETPUYHbIE TIPOAYK-
Tbl 12b—d He ObLIM BBIAEJEHBI B YMCTOM BUIE, HO
[IOJIyY€eHbl B CMECY CO CBOVMIM COOTBETCTBYIOIIVIMMU
cuMmMeTpyaHbIMM aHasoramy 11b—d. ITosTomy mx
cTpoeHMe ObLIO MOATBEPIKJIEHO TOJIBKO METOLOM
ciexrpockory SIMP 'H myTem cpaBHeHMS CIIeK-

TABJIVIITA 2

Onruyeckue cBOMCTBa Npon3BogHbIx BTBT

Tpa CMecHU C CUTHaJIaMM B CIIEKTPe COOTBETCTBYIO-
1I1eT0 MHAMBUAYAJBHOTO CMMMETPUYHOTO COenn-
HeHUA. TpuMeTnICuIMI3aMellleHHbI TpoayKT 12a
BBIJIeJIEH He OBLJI, IIOCKOJIbKY IIPEKPAacHO pacTBO-
pAeTca B MeTaHoJe, UCIIOIb3yeMOM AJA OTAeJIeHN
OCTaTKOB OJIOBOCOZEePsKAIINX INPOAYKTOB PeaKInu
Crtunie, rae, 1o Bceil BUAMMOCTHU, M pasjliaraeTcsa
o coenyHeHusa 12e, 4To OBLIO IIOATBEPIKIEHO IIO-
nygernem crrekrpa SIMP 'H, cooTsercTByromero me-
3aMeIIeHHOMY IIPOAYKTY.

TaxyuM 00pa3oM, pa3iMIHad PACTBOPYIMOCTD 130~
mepoB 11 m 12 no3BoJsIAeT He TPATUTb Pecypchl Ha
paszesieHne cMecu IpoayKToB OpomupoBanua BTBT
Y TIOJIy4aTh lieJIeBble ITPOM3BOHbIE 2,7-0mc(2-dypn-
aeH)-BTBT B unctom Buze.

UN3yyeHme onTMKo-31€KTPOHHbIX CBOKHCTB
ypaHcozepalymx npomnssogHeix BTBT

Iia coequuennit 11a—d Ob11y1 3apeructTpupoBa-
HBI CIIEKTPBI IOIVIOIIEHNUA U (POTOJIFOMYHECIIEHIINN
(puc. 2, a, 6), a TaksKe M3MePEHbI KBAHTOBbIE BBIXO-
b1 porosmomuHectienyy (KB DJI) B pacteope TT'D.

Coenuuenne  Maxkcumym Maxkcnmym KB ®JI*, %
TOIJIOIEHNA, HM  (POTOJIIOMMHECLIEHIINI, HM

11a 370, 390 399, 422 60=6

11b 367, 390 401, 423 56+6

11c 370, 390 401, 424 55+5

11d 370, 390 402, 424 61+6

13 [5] 322, 337 383, 403 47

* KBaHTOBBIA BBIXOJ (POTOJIFOMMHECIIEHITUI.
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PesynbraTe! nuamepennit npeacraBiaeHsl B Taba. 2,
rfe JJid CpaBHEHUA NPUBEJEHbl XapaKTePUCTUKN
2,7-6uc(b-rexcnn-2-tmopenns)-BTBT 13 — tno-
deHzaMenieHHOT0 aHaJora coenuuenuda 11b [5].
YCcTaHOBJIEHO, YTO MaKCUMYMBI ITOTJIOIIEHNA U po-
TOJIIOMMHECLIEHIIVY (DYPAHCOAEPIKAIINX ITPOU3BO-
HbeIXx BTBT caBuayTHI B O0Jlee NIMHHOBOJHOBYIO
obJyacTh CIeKTpa II0 cpaBHeHMIO ¢ obpasiom 13.
Taxsxe nokazano, uyro KB ®JI coemuuennii 11a—d
3aMEeTHO BBIIIE, YEM y THMO(EH3aMEIIEeHHOIO IIPOo-
13BOAHOTO 13, 4TO TOBOPUT O HEPCIEKTUBHOCTHU
JIAHHBIX MaTepuasioB IIpM IIPUMEHEHuM B 00JIacTu
OPTaHNYeCKOM JJIEKTPOHUKIA.

Ha pnc. 2, 8 npepcTaBiaeHsl IUKINYECKYE BOJIb-
TaMIeporpaMMmbl InpomsdBoaubeix BTBT 1la—-d B
pacTBOpe auxJopMeTaHa. s BceX McCCJIeNyeMbIX
coenVHeHMI HabJII0AIoTCA KBa3duobpaTuMble IIMKN
OKJICJIEHN, IIPY DTOM IIPOLIECCOB BOCCTAHOBJIEHNUA
He 0OHapy’KeHO. Y CTAHOBJIEHO, UTO IIPY OKUCJIEHNN
11a obpasyeTrcsa myeHKa Ha IIOBEPXHOCTM pabodero
3JIEKTPOJA, UTO, II0 BCEV BUAMMOCTY, CBA3aHO C OT-
IIeIJIEHVEM TPUMEeTUJICUINIIBHON IPYIIIBI OT Ka-
THOH-PaAVKAJIA JAHHOTO COeIVMHEHNA VM OCYII[eCTB-
JeHMeM JaJbHeNIell MoJuMepusanuy Ha dJeK-
Tpoze. Ypouu B3MO nma ucciegyeMbIX CUCTEM
oleHMBamOTCA Kak —b5.34 B gua 11a u —5.25 5B
Juia npon3BoaHbIX 11b—d. Ilpu srom mmpuHa 3a-
IIPeII[eHHO} 30HbI, PACCUNTAHHAA U3 AJIVHBI BOJIHBI
Kpasd IorJolleHnusd, cocrasiadeT ~3.06 aB.

3AKJTFOYEHME

Taxkum oOpasom, IOKa3aHO, YTO Ipu OpoMu-
poBauuu BTBT oOpasyerca cMech COeOUHEHMNIA,
OCHOBHBIMN B KOTOPON ABJIAIOTCA ABa: 2,7-110poM-
BTBT un 2,9-gub6pom-BTBT. BapsupoBannem Tem-
mepaTypbl ¥ PaCTBOPUTENA AJIA pPeakIuu OpoMum-
poOBaHMA NONOOPAHBI ONTUMAJbHBIE YCJOBUA, B
KOTOPBIX BO3MOYKHO BbleJIeHMe 0Opaslia, comepsKa-
IIIero IIpPeyMyIIecTBeHHO CUMMEeTPUYHBIN 2,7-1nm-
6pom-BTBT, nmpu sTOM TaksKe yAaJoCh COKPATUTH
ob1iiee Bpemsa peakiuu ¢ 48 no 6 uacos. B To ke
BpeMsa BbIOOp peaknum Kpocc-codetaHusa Crui-
Jie IJid IMPOBeNeHUsA IIOCJIeNHell CTaauy CUHTe3a
2,7-6mc(2-gpypunen)-BTBT 11la—d mosBossier mc-
II0JIb30BAaTh CMech M30MepHbIX Opomuzmos BTBT B
KadecTBe VMCXOMHOro cyOcTpaTa, HO IIPM STOM BbI-
AeJIATb B MHAUBUAYAJIbHOM BIJI€ IieJieBble CMMMeT-
puUduHbIe coennHeHus Ouaromapsa PasHON pPacTBOPU-
MocTH 2,7- u 2,9-3aMeIleHHbIX [TPOAYKTOB pPeaKIun
Kpocc-coueTanua. YposEu B3MO pia coennueHmit
11a—d ouenens! Kak —5.25 u —5.34 3B. IIpogemon-
CTPUPOBAHO, YTO KBAHTOBbIE BBIXOAbI (POTOJIO-

Ilorgomenne, oTH. e,

350

JIHTEHCUBHOCTD, OTH. €]I.

T T
450 500
JliHa BOJIHBI, HM
8

I, MxA

T T T T T T T T T T 1

—-25 —20 -15 —-1.0 —-05 O 05 1.0 15

E (oru. Fe/Fc'), B
—11a -—-—=-=-11b e 11¢ -——- 11d

Puc. 2. Cnekrpb! norJomenus (a) u goTosroMuHecieHImm (6)
mpoxnyxTos 11a—d B 107 M pacteope TeTparuapodypaHa; 1u-
KJIMYecKNe BoJIbTaMIeporpaMmel (8) coennuennii 11a—d B pac-
TBOpe nuxjopMmeraHa. Ilorenimassl (E) mpuBemeHel OTHOCK-
TesbHO (pepporenosoit maper (Fe/Fet).

MMHECIIEHIMM (PypPaH3aMeIleHHbIX TPOM3BOJHBIX
BTBT zawmerHo Bbllle, ueM y 2,7-0nc(5-rekcmii-2-
Tnopenns1)-BTBT, uto roBoput o GoJbiieil mep-
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CIIEKTVBHOCTM JaHHbBIX MaTepHuaJioB IIPU IIPVMEHe-
HMM B 00JIACTM OPTraHMYECcKOi (DOTOHMKMU U DJIEK-
TPOHMKIAL

VlccoenoBanme BBIIIOJHEHO B PAMKAX [OCYAPCTBEHHO-
ro 3aganua HVIOX CO PAH no reme FWUE-2022-0011.

ABTOpPBI BBIPAKAIOT 0JIATONAPHOCTE XVMUYECKOMY
JCCJIeIOBATEIBCKOMY LIEHTPY KOJIJIEKTMBHOTO II0JIb30Ba-
Hua CO PAH 3a npoBefeHne ClIeKTPaJIbHBIX U aHAJNTH-
YEeCKUX M3MepPEeHMUIL
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