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CUHTE3 ®OTOXPOMHBIX BUC®YJIbI'MMUJIOB KOHJAEHCAIIUENA
(32)-3-11-2,5-IMMETUJI-3-TUEHW)OTUJINJAEH]-4-U30ITPOITNJINJIEH)-
2,5-OYPAHINOHA C APOMATUYECKUMHU JTUAMHWHAMM

Kongencammeit  (32)-3-[1-(2,5-mumMeTrin-3-THEHWIT )3 THIIAEH | -4-H30TPOTTHITUACH-
2,5-bypaHMoHa C apOMaTHYECKUMH JHAMUHAMH TOJYYEHBl MEPBbIE IPEICTABUTEIN
MIPOU3BOIHBIX THO(EHA C ABYMs (DYJIBIHMUIHBIME (PparMEHTAMH B OJTHOH MOJICKYJIC.
HccnenoBanbl pOTOXPOMHBIC CBOMCTBA MOMYYCHHBIX COSIUHEHHH M M3yUYCHO BIHSHHE
creiicepa, COCIUHSIONICTO JBa (GYIBIMMHUAHBIX (parMeHta, Ha CKOPOCTb PEaKIHii
(dotookpammuBanus 1 (OTOOOCCIBEUMBAHUSA ITUX COCTUHCHUH.

Kawuesbie cioBa: 3-anetni-2,5-aumetuntuoder, Gpynbruapl, GynbruMusl, KOH-
nencanus [1Ito66e, poroxpomusm.

OynpruMuab THO(HEHOBOTO PsiJia B HACTOSIIIEE BPEMS pPacCMaTPUBAIOTCS Kak
OJIVH M3 TEPCIEKTHUBHBIX KJIACCOB (POTOXPOMHEIX coeanHeHni. OHM 00IagaroT
MPAKTHYECKH IIEHHBIMH (DOTOXMMHYECKUMH XapaKTePUCTUKAMH, TAKHUMH KaK
TepMHYECKash HEOOpaTUMOCTh M BBICOKAS XWMHUYECKas YCTOWYH-BOCTH, YTO
MO3BOJISIET pPaccCMaTPHUBATh 3TH COEAMHEHHUS KaK KOMITOHEHTHI IS CO3MaHWS
MOJIEKYJIIPHBIX TIepeKIIfovareyef, a TakKe CHCTEM 3alliCH, XpaHeHHS W
06paboTku nHpOopManuu [1-5].

Lenpro HacTosmel pabOTHI SIBIISIOTCS MOJMyYeHHE HE ONMHMCAHHBIX B JIATE-
patype THO(GEHOBBIX (DYIBTHMHIOB, COIep)KamuX aBa (yJIBTAMUATHBIX (par-
MEHTa B OJHOW MOJIEKYJe, CBSI3aHHBIX Pa3IUYHBIMH apOMAaTHYECKUMH MOCTH-
KaMH, ¥ BBISICHEHHE BIVSIHHA crieiicepa Ha uX (JOTOXPOMHBIE CBOHCTBA.

Pa3paboTansbIii HaMU TOAXOJ K CHHTE3y AAHHOTO THUIA COSTUHEHHN BKIIIO-
YaeT MoJlydeHue onrucaHHoro B nureparype (32)-3-[1-(2,5-mumerni-3-TueHun)-
STUIUACH |-4-m3onponmnaeH-2,5-pypananona (1) (cxema 1) [6], xoTOpBIi
Jlanee TpeBpamaeTcs B IIENIEBBIE MPOMYKTHI B3aWMOJEHCTBHEM C apOMaTH-
YeCKUMH JTUAMHHAMHU.

Konnencarueit 1Ito66e 3-ametni-2,5-mumeruntuodena (3), moTyIeHHOTO
arurpoBanueM 2,5-muMeruntaodena (2) mo Opunenro—Kpadrcy, ¢ aumdTHI-
M30TPONMIITHACHCYKITMHATOM (4) B ipucyTcTBUH -BuOK B KadecTBe OCHOBaHUS
nosry4deH noxya¢up 5. Cnenyer oTMETHTD, YTO IPUMEHEHHE B JAHHOM peakiiun
B KadecTBe ocHOoBaHms -BuOK, BMecTo ommcannoro B nuteparype [7] NaOEt,
MTO3BOJISIET TIONYYUTh OOJIee YHCTHIM TpOomyKT. JlampHeHmmid IemoIHoMH
TUAPOJIH3 TTONTydhupa cmupToBEIM pactBopoM KOH mpuBomut x cMmecu (Z)- u
(E)-m3omepoB  3-[1-(2,5-mumeTHiI-3-THEHIIT )3 THIHIEH | -4-H30TPOITHIH ICH T HTaP-
HOM KHCIIOTHI (6) B cooTHOmeHnn ipuMepHo 1:1. Ipknm3amus oOpa3yromieics
IAKUCITOTHI 6 N,N'-KapOOHWITUAMHIA30JI0M TIPH KOMHATHOM TeMIlepaType
MPHUBOANT K coenuHeHuro 1 ¢ Berxogom 77% (cxema 1).
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CDI — N,N'-kapOOHWITIHAMI 13071

BsaumogpeiictBue pynpruma 1 u apoMaTnyecknx TUaMHHOB 7a—d mpu Kums-
yeHnn B OeH3ome B TedeHue 25-30 4 NPUBOAUT K TMONYYEHUIO CMECH
MPOMEXKYTOYHO 00pa3yrIIUXCS PETHOU3OMEPHBIX OucaMuaoKucioT. [nkmu3a-
Ul TIOCIEeTHUX 0e3 MpeABapUTENFHON OYUCTKU pa3pabOTaHHBIM HAMU paHee
MeToqoM [8] ¢ ucnonp3oBanueM N,N'-kapOOHMIIUHMHIA30Ia B MATKUX YCIIO-
BUSIX [P KOMHATHOM TeMIiepaType B OTJIMYKE OT paHee MPUMEHSIBUINXCS METO-
IIOB [2, 4] IpUBOAMT K COOTBETCTBYIOINM Oncyaprumunam 8a—d ¢ BeIxomaMu
36-52% (cxema 2).
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CrtpoeHue Bcex CHHTE3MPOBAHHBIX COEAMHEHHUI MOJATBEPKACHO pe3yJbTa-
TaMU 3JIEMEHTHOIO aHaJIn3a, IaHHBIMU crieKTpockonuu SIMP 'Hu UK, a takxe
JaHHBIMM Macc-cnekrpoMerpud. B UK crnekrpax 3THX COeAUMHEHWI NPUCYT-
CTBYIOT XapaKTEPHCTHUYECKHE TIOJIOCHI aMHIHBIX KapOOHWIBHBIX TPYIIl TPU
1710 u 1755 CMfl, COOTBETCTBYIOIINE aNKWIUACHCYKITMHUMUAY [9]. B crek-
tpax SIMP 'H na6monarorcs curaanbsl 10 METUIBHBIX TPYIIT B BUJIE CHHITICTOB
B obOmactn & 2.02-2.50 M. m., a TaKKe CHTHAIBI TPOTOHOB THO(EHOBOTO
¢parmMeHTa B BUAe cuHIieTa npu O 6.56 M. 1. CUrHaigbsl apoOMaTHYECKUX MpO-
TOHOB (D)EHMJIBHBIX 3aMECTHUTENEH NPUCYTCTBYIOT B BHJIE 1y0JI€TOB B MHTEpBAJIE
0 6.59-7.49 m. .

UzBecTHO, 4TO QYABrUAB U (YIBTAMHIBI CYHIECTBYIOT B TPEX M30MEPHBIX
¢dopmax [1] (cxema 3).

Cxema 3
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Bce Tpu u3omepa HaxoadTcs B (POTOXMMHYECKOM DPABHOBECHH, IpPHUUYEM
(hOTOXpOMHBIE TpEBpalleHUs] MPOUCXOJAT TOJIBKO MEXIY OTKpBITOH (E)- U
mukngeckoit (C)-popmamu. (Z)-Popma, B CHIy CBOCH TeOMETpPHH, HE CIIO-
coOHa TpeTeprieBaTh NMKJIM3ANMI0O W Ha ee TpeBpameHne B (E)-uzomep
JOTIOJTHUTENFHO 3aTpauuBaerca dHeprus Y@ oOmydeHus, 4To SABISAETCA, IIO-
BHIUMOMY, HEM30€)KHOM MPOoOIeMOii, MPUBOAIIEH K TOHWKEHHIO KBAHTOBOTO
BBIX0/Ia IIUKJIM3AIUY TIPY MCIIONB30BaHNU (QYJIBTUIOB U UX MPOU3BOAHBIX. Ha
ocroge criektpoB SIMP 'H mosker 6BITH Ierko ompeneneHa (Z)- umn (E)-koH-
¢urypanus QynerugoB U GyIbTUAMHIIOB, COACPKAIINX SK30IHKINUECKHA U30-
MIPOMMIACHOBBIM 3aMECTHTENh — 3TOT BOIPOC JAETAIBHO MpopaboTaH B JHTe-
parype [10, 11]. Kondurypanum momoOHBIX GYyIbrHAOB W (QYIBIHMHUIOB
OTIPENIETISIFOTCS. TT0 XMMHUYECKHM CIABUTAM METWIIBHBIX TPYII H30MPOMMINIE-
HOBOTO (hparMeHTa.

(Z)-V3omepsl GynsrugoB U (GyIbIHMUIOB XapaKTEpU3YIOTCS CHTHATaMHU
rpynn CH; wu3omponunuaeHoBOTo (parMeHTa, MOSBISIOIIMMUCST B paiioHe
01.9-2.5 M. n., B TOo Bpems kak rpymma (£)-CH; uzonponuiuaeHoBoro Qpar-
MeHTa (E)-m3omepa maer curHan mpu 6 1.3—1.4 M. 1., 9T0 00yCIOBIEHO NeH-
CTBHEM J3KpaHupyroumero 3¢¢exra THO(YEHOBOrO LHUKIA, MNPOSBISIOIIUMCS
TonbKO B (E)-m3omepax ¢(ynbrugoB u ¢GyasrumMuaoB. CUTHaJIBI METHIIBHBIX
IPYMI BCEX CUHTE3MPOBAHHBIX HaMHU (QyIbrUMuAOB (coenuHeHus 8a—d) nexat
B quanazone 6 2.02—2.50 M. 1., 9TO CBUJICTENLCTBYET 00 UX (Z)-KOH(HUTYpaLuH.
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CreKkTpajibHble KHHETHYeCKHe XapaKTepUCTHKH® ¢yJabrumMmuaos 8a—d B TosryoJie

izf{ilz_ ™™ M g™, oM ADg™™ kan/kpa
8a 330 528 1.2 0.7
8b 335 530 0.9 0.6
8c 335 530 1.5 0.4
8d 310 530 1.1 0.4

* A" 1 Ag™™ — IUIMHBI BOJH MaKCUMYMOB MOJIOC TOTJIOUIEHUS UCXOMHON (OTKPHITON) A 1
¢doronnaynmpoBantoi (umkanyeckoi) B ¢opm; D™ — (GoTOMHIYIMPOBAaHHOE HM3MEHEHHE
ONTHYECKOM IUIOTHOCTH HA UIMHE BOJNHBI MaKCHMyMa [OJOCHI IIOJIOMIEHUsT (HOTOMHIY-

uupoBanHoit Gopmer B npu YO obnyuyenun uepe3 ¢uibtp YDC-2; kyp/kgs — COOTHOIICHHUE
KOHCTaHT CKOPOCTEH pOTOOKpaImuBanus 1 HoToodecBeYMBaHUA (POTOXPOMHBIX COCTUHEHHIMA.

B wmacc-cnektpe coeauHeHuid 8a—d TpPUCYTCTBYIOT HUHTEHCUBHBIE MHKU
Monekynsaproro uona (I = 72-87%) u ¢parmenta [M—CH;]" (100%). Bsico-
KYI0 MHTEHCHUBHOCTH TaKkke UMEIT KU ¢ m/z 189 (72%) u 217 (64%), nnen-
TA(UIIUPOBATH KOTOPHIE HE YAAIOCh U3-3a CIOKHOTO pacraja JaHHOTO COeIn-
HEHUS B YCIOBUSIX MacC-CIIEKTPOMETPHH IIIEKTPOHHOTO yaapa.

CornacHo pe3yibTaraM (OTOXUMHYECKHAX UCCIIEAOBAHUI CHHTE3HPOBAHHBIX
(GyITETIMHIOB, TPEACTABICHHBIX B TaONIMIlE, BCE COSAMHEHUS WMEIOT OJIMHA-
KOBBIH MaKCHUMYM TIOTJIOIICHHS JJI OTKPHITOTO (A) U mukimmdeckoro (B) m3o-
MepoB, 3a UcKIroueHneM coenanaeHus 8d (puc. 1), y KOTOpOoro MakCUMyM IIo-
TJIOIICHUS OTKPHITOH (DOPMBI CABHHYT B KOPOTKOBOJIHOBYIO 00J1aCTh HA 25 HM.

OTO CBHACTEIBCTBYET O TOM, 4TO (DeHMIbHBIC Kojiblla M 1,3,4-okcamm-
A30IIbHBIA UKJ (PaKTUIECKH HE yYaCTBYIOT B CONPSDKEHHH C IBYMs (hyIIbIH-
MUIHBIMH (parMeHTaMHu.

Cyas mo W3MEHEHHWIO ONTHYECKOH IUIOTHOCTH B (DOTOMHAYIIMPOBAHHOM
COCTOSIHMY Ha JIJTMHE BOJIHBI MaKCHMYyMa TIOTJIOMIEHHS IIUKIINIECKOT0 N30-Mepa,
CBETOYYBCTBHUTEIHHOCTh COEJAMHEHUI HE 3aBHUCHUT OT CTPYKTYpHI cIieii-cepa,
COEMHSIONIETO Ba (QyIBIIMHUIHBIX (hparMeHTa, 3a UCKIIOYCHUEM CTPYK-TYPHI
8c.

AHamM3 COOTHOIIEHUS KOHCTAaHT (POTOOKpamuBaHus W (HOTOOOECIBEUNBa-
HUS coeluHeHUN 8a—d CBUAETENBCTBYET O TOM, YTO YBEJIWYEHUE JUIMHBI CTIEeH-
cepa MPUBOIUT K YBEIMYCHNIO HHTEHCHUBHOCTH (POTOOOECIIBEUNMBAHHS COEINHE-
HUH 10 CPaBHEHUIO C HMHTEHCHBHOCTBIO MX (DOTOOKpAIIMBAHUA, JOCTHTAsT MaK-
CUMaJIbHBIX 3HAYCHHUH M1 COCIWHEHHWS C HaumOOoNbIIeH JUIMHON creiicepa —
dbymerumuna 8d (puc. 2).

Takum 00pazom, B XOJe MPOJIENaHHOW PabOTHI MONYYEHB HEONHCAHHBIC
panee (GOTOXpPOMHBIE (YJIBTAMUIL THOGEHOBOTO psa, CoICp)Kallue IBa
(GyITPrUMHUIHBIX (parMeHTa B OJHOW MOIEKYyJe, COEIMHEHHBIE MOCTHKAMH
pa3iIMYHOW [UIMHBI, W WCCIeNOBaHBl (DOTOXPOMHBIE CBOWMCTBA ITOJyYEHHBIX
COEIMHEeHHH, a TaK)Ke BIHSHUE clielicepa, COSANHSIONMETO 1Ba (yIbIIMHATHBIX
(dbparmMenTa, Ha CKOPOCTh peaknui (HOTOOKpaINTMBaHUSI U (HOTO0OECIIBEUNBAHUS
3TUX COCAUHEHUM.

1022



25t

15}

05|

d 200 300 400 500 600 700 A, HM

Puc. 1. Cnekrpsl nornoutenus Gpynsrumuaa 8d B Tosyosne 1o (/) u nocne odinyueHus
nznydenueM 313 um B Teduenue 1 (2), 2 (3), 4 (4), 8 (5) u 12 muH (6)
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Puc. 2. Kunernka poTookpammBanus mof aeicteueM usmydenus 313 aum (1),
(horoobecrBeunBanus Mo AeiicTBUEM U3IydeHHs 546 HM (2) 1 HOTOPa3IOKECHUS
noA AeiicTBHeM HeUIbTPOBAHHOTO U3ITyUYCHUsI PTYTHOM amiisl (3) pactBopoB ¢Gysbrumuia 8d
B TOJIyOJIE

SKCHEPUMEHTAJIBHASI YACTb
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UK cnektpsl cuHatel Ha mpubdope Perkin—Elmer-577 (mpeccoBka KBr). Crextpsl
SMP 'H saperucrpuposanbl Ha paguocmextpomerpe Bruker WM-250 (250 MI'm) B
CDCl;, macc-cnektpbl (OY) cHsarel Ha npubope Kratos MS-30 ¢ mpsiMbiM BBOJIOM
oOpaslia B MOHHBIM HCTOYHHK, MOHM3UpYyoulee Hampspkenne 70 3B, Tok smwuccun
0.1 MA, temmepaTtypa B moHH3annoHHO#W Kamepe 250 °C. TemmepaTypsl IDIaBICHHS
U3MEpPEHbl Ha MHKPOCKOIHOM CTosmKe Boetius. AHamM3 peakIUOHHBIX CMeced H
KOHTPOJIb YHCTOTHI BBIJICIEHHBIX MPOJYKTOB NpoBeaeHbl MeTogoM TCX Ha miacTiHaxX
Silufol UV-254, smoent srtunanerar—rerpoiedusid »dup (r. mi. 40-70 °C) B
cooTHoueHuu 3:1.

B paGote ncronp30BaHBl KOMMEPYECKH AOCTYIHBIE 2,5-mUMeTUNTHOQCH, mpem-
oytwiat kanus u N,N'-kapOoHmwimuuMuaa3on (pupma Acros). 3-Anertun-2,5-mumMeTui-
tnoder (3) [12] u 2,5-mu(n-amuaodpernn)-1,3,4-okcaguazon (7d) [13] momydeHs! mo
N3BECTHBIM METOANKAM.

HccnenoBanus GoTOXpOMHBIX CBOMCTB coeMHEeHNH 8a—d MpOBOANINCH B TOIYOJIb-
HBIX pacTBOpax. KOHIEHTpaIMs COeIMHEHMII B pacTBOpe cOCTaBisuIa ¢ = 2107 M.
W3mepennst poBOAMIINCH B KIOBETE TONIIMHON 2 MM. CHIEKTPHI ITOTJIOIIEHUSI OTKPBITOM
U OUKInYeckoi hopm u3mepsutich Ha cnekrpodoromerpe Shimadzu UV-vis uim Cary
(Varian) B cnekrpansHoM nuana3one 200-800 M. Lukimdeckas ¢opma morydanach
mocine (oToBO30OYXKICHNS pacTBOpa HM3nydeHHeM pryTHoW nammsl JIPII-250 gepes
Y® cerodunbtp, Bhyensomui u3nyuyeHne A 313 uM. doroobecuBeurBaHHE pac-
TBOpa JOCTHUTAJOCh NpU OOJIy4YeHHH (QHUIBTPOBAHHBIM M3IydeHHeM A 546 HM. Kune-
THKa (OTOOKpaIINBaHHUSI PACTBOPOB (YJIBIMMHIOB N3MEPSUIACh Ha [UIMHE BOJHBI Mak-
CHUMyMa IOJIOCHI TOTJIOIIEHHs IPU OOJIyYEHUH NPEIBAPUTENBLHO O0ECIBEUECHHBIX pac-
TBOPOB 3THX COEIMHEHHI TeM e u3yueHneM. Kunerrnka oroodecuBeurBaHus — MpH
00JIydeHNN TpeBapUTEIbHO OKPALICHHBIX PAaCTBOPOB 3THX COCJAWHEHUH H3IydeHHEM
pTyTHBIX JuHUN nammnbel JPHI-250, BblgenseMbIX € NOMOIIbIO COOTBETCTBYIOIIMX
CTEKIISTHHBIX (DUIIBTPOB.

Jmun-3-m3onponmauaeacykuunat (4). B 300 mu mpem-0ytanona pacTBOPSIOT
npu HarpeBanuu 31 T (275 MMonp) mpem-OyTnnata Kamus W HOOaBISIOT MPH KUIIS-
yeann cmech 19 M (250 mMmons) cyxoro ameroHa u 52 mi (313 MMonb) AMATHI-
CyKIIMHaTa B Te4eHue | 4. 3aTeM peakIMOHHYI CMECh KUISTAT B TeueHHE 2 4, Mocie
Yero pacTBOPHUTEINb OTTOHSIOT, a K OCTaTKy /100aBisitoT 200 M BOJBI M SKCTPArupyroT
s¢upoM. BomHBIA CcOH OTHENSIOT, TOAKUCISIOT COJITHOW KHCIOTOH IO KHCIOH
peaKIMu ¥ SKCTParupyror dpupoM. OpraHn4ecKuil cioil OTAeNsIOT, 3QUp OTTOHSIOT, a
K ocTatky npuianuBaioT 200 MJI 3THJIOBOTO CiupTa U 1 MJI CepHOI KHUCIIOTHI M KUIISTAT B
tedyenue 12 4. Ilocnme srepuduKanyy, STHIOBBIH CHHPT YHAapHBAIOT HAa POTOPHOM
ucrapurene, K ocTar-ky npuiauBaioT 200 MJI BOABI UM 3KCTPArupyrOT XJIOPUCTHIM
MetmineHoM. OcrtaBiieecss TOCIE YHNApHBAaHUS PACTBOPHUTENS IOABHKHOE MAacio
MIOJIBEPTAIOT BaKyyMHOH nepe-roHke. Beixox coequnenns 4 29.5 r (56%), T. kum. 118—
120 °C (8 MM pr. cT.), np>> 1.4538 (1. kum. 100102 °C (2 mm pr. cT.), np>" 1.4550 [7]).

(32)-3-[1-(2,5-AumeTn-3-THEHUT)ITUINAEH]|-4-U30NPONWINIEHAHTAPHAS KHU-
ciora (6). B kpyrionoHHyH KOOy, CHAOKEHHYIO OOpaTHBIM XOJIOJMUJIBHUKOM H
KaIenbHOM BOPOHKOW, MOMEINAIOT MpU MEepPEeMENIMBAHUN MarHMTHOW Memankod 11 r
(100 mmoms) #-BuOK B 250 mm cyxoro tomyoma. K oOpa3oBaBmieiicst CycneH3WH
npuOaBISOT Mo KarsiM B Teuenne 30 muH pactBop 20 r (90 MMmoib) coenuHeHust 4 1
144 v (90 mmomnb) 3-amertmi-2,5-mumermatuodena (3) B 50 M CyXoro ToIryola.
PeaknnoHHYI0 CMeCh NEpPEMEIINBAIOT MPU KOMHATHOW TeMIepaTrype B TE€YEHHE 8 d.
3aTeM OTTrOHSIOT PacTBOPUTENb, K OCTAaTKy A00aBIsAOT 250 MJI BOJBI U 3KCTPArupyroT
apupom (2 x 100 mm). Bomusiit cnoit otaensror, noakucisitor HCl no cmabokucioit
peakiu. 3ateM 3KcTparupyroT xjopodopmom (3 x 70 wmur). OpraHuveckuil Cioi
otaemnstor, cymar Hax CaCl, u ynmapuBaroT pacTBOPHTENb HA POTOPHOM HCIIApHTEIe.
Ocratok, npexacTaBsIONMA coboit momysdup S, pactBopstor B 100 ma 10%
staHonpHOr0 pactBopa KOH u rumponusyioT B TedeHuwe 7 4. 3aTeM pPacTBOPHUTEINb
OTTOHSIOT J0CYyXa, K OCTaTKy 100aBisifoT 100 MII BOJBI M ITOJKUCIISIIOT 10 CIa00KHCIION
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peaxmwi. JAUKUCIOTY 6 3KCTParupyroT XI0pohopMOoM, pPaCTBOPUTEIH OTACTSIIOT, CyIIaT
Hag CaCl, U OTTOHSIOT PaCTBOPHUTEIb Ha POTOPHOM wmcmaputenie. OCTaToOK Mpen-
CTaBIsIET c000H TeMHO-KOpHUHeBoe Tsrydee mMaciio. K Hemy no6asistror 200 mit metpo-
neitroro 3dupa u 30 M qUAITIIOBOTO 3drpa. OTOUIETPOBHIBAIOT BHIIABIINE KPUCTAII-
JIBI, IPOMBIBAIOT MX Ha QuuasTpe LlloTTa merposneitHsIM 3QUPOM U CymaT B BaKyyM-9K-
cukatope. [Tomygator 11.98 r (44%) GenbIX KpUCTAJUIOB AUKHUCIOTHI 6, T. 1. 203-205 °C
(t. . 204-205 °C [6]).

(32)-3-[1-(2,5-AumeTHA-3-THEHNN)ITUINAEH |-4-U3onponuinaeH-2,5-gpypanau-
oH (1). PactBopstor npu nepememmBanuu 11.98 r (41 MMoinp) nukucioTs! 6 B 50 M
cyxoro TI'® u k obpazoBaBuiemycst pactBopy npubdasisiror 120 mmons N,N'-kap6o-
HIIIUAMAIA307a. PeakKIIMOHHYI0 CMECh MTepEeMEIINBaloT MPH KOMHATHOU TeMIIepaType
B TedeHHe 3 4. 3aTeM OTTOHAIOT Ha POTOPHOM HCHApUTENIC PACTBOPUTENH, K OCTATKY
npunuBaioT 100 M BOIBI M 3KCTPAarupyroT XJIOPUCTHIM MeTHIeHOM. PacTBoputens
YIapHUBalOT, K OCTaTKy N00aBisroT 20 MJI METPOIEHHOTO 3(Hpa U OCTABISIOT B XOJIO-
mumbHAKE (T. 1. 0-5 °C) Ha 1 4. Bemasmmme KprcTauisl OTQUIBTPOBHIBAIOT Ha (QHIIBTPE
[orTa 1 mpomBIBatOT MeTpoieiHbIM 3¢upoM. [Tocae mepexpucTaIM3anuy U3 CMECH
xsopohopM—IieTposehublit 3dup, 1:2, nomaydaroT 8.72 r (77%) OneaHO-KENTHIX KpUCTAI-
noB aaruapuaa 1 ¢ 1. mwi. 155-156 °C (1. . 155-156 °C [6]).

B3aumopeiicrBue  (32)-3-[1-(2,5-numeTna-3-THeHUN)ITUIINIeH | -4-U30IPONIIJI-
uaen-2,5-pypananona (1) ¢ apomarnyeckMMu auamMuHamu (oOIiasi METOAMKA).
K pactBopy 1.8 mmomnp amamuna 7a—d B 30 M cyxoro OeHzona mpuOaBisioT | T
(3.6 Mmontb) Gynpruga 1 U KUOATAT PEaKIMOHHYIO cMech B Tedenue 25-30 u. Ilo
OKOHYAHWH KHIISTUYCHHSI OT(MIIBTPOBHIBAIOT BBINABIINE KPHUCTAIUIBI aMHJIOKHUCIOTHL H
WCTIONB3YIOT ee¢ Jganee Oe3 IOMONHHUTEIBHOW OYHCTKH. BBIIeNeHHBIC KpPHUCTAJUIBI
cycrneH-3upyoT B 30 mu cyxoro terparuapodypaHa u no6aBusior 8 mmonb N,N'-
KapOOHWII-TUMMH/1a30J1a. PeaklMOHHYI0 CMeCh IepEeMEIIUBAIOT B TEUCHHE 5 4 IpH
KOMHATHOH TemIieparype. 3aTeM OTTOHSIOT Ha POTOPHOM HCIIApHUTENE PaCTBOPHUTEINb, K
octatky mo06aBnsaoT 100 MII BOABI M DKCTParupyloT dTHiameraToM. llocie OTTOHKH
pacTBOpH-TeNsl ~ TONYYeHHBIH  aMOp(HBIA  OCagOK  OYMINAIOT  KOJOHOYHOM
XpoMmarorpadueii Ha cHIMKarese. DIOEHT CMECh METPONIeHHbIH dpup—aTuianerar, 2:1.

(2)-1,4-®ennnenouc(3-[1-(2,5-numeTna-3-THeHIUI)I THIIHAEH]-4-
H30MPONUWINAeH)-uppoauaun-2,5-muon (8a). Ilomywator 0.43 1 (38%) cBeto-
KETBIX KPUCTAIOB coenuHenust 8a, 1. mi. 258-260 °C (xnopodopmM—nieTponeitHbiii
a¢up). Crexrp SAMP 'H, 8, M. 1. (/, T): 2.04 (6H, c, 2CH;); 2.12 (6H, c, 2CH3); 2.34
(6H, c, 2CH3); 2.41 (6H, ¢, 2CHj;); 2.49 (6H, c, 2CHj3); 6.56 (2H, c, 2H-4 tnod.); 7.40
(4H, c, H apom.). Macc-ciektp, m/z Iy, %): 624 [M]" (87). Haiineno, %: C 69.20; H
5.81; S 10.26. C36H;36N,04S,. Beruucneno, %: C 68.91; H 5.80; S 10.17.

(2)-1,3-®ennnendonc(3-[1-(2,5-numMeTn-3-THEHHI)ITHIUAEH |-4-H30PONHI-
uaeH)nuppoauann-2,5-quon  (8b). Ilomywator 0.4 T (36%) CBETIIO-KENTHIX
KpuctauioB coequrenus 8b, T. i 174178 °C (xyopodopM—TeTpociHbIin 3up).
Crekrp SIMP 'H, §, M. 1. (/, Tm): 2.02 (6H, ¢, 2CH3); 2.11 (6H, ¢, 2CH3); 2.33 (6H, c,
2CH;); 2.41 (6H, c, 2CHj;); 2.48 (6H, c, 2CHj3); 6.56 (2H, ¢, 2H-4 tnod.); 7.31-7.47
(4H, m, H apom.). Macc-cniektp, m/z (Iyy, %): 624 [M]" (72). Haitneno, %: C 69.20;
H 5.81; S 10.26. C36H36N,04S,. Beruncneno, %: C 68.97; H 5.78; S 10.19.

(2)-4,4'-budpennnendonc(3-[1-(2,5-aumeTn1-3-THEHHI)I THIIN/IEH | -4-30TP OIHI-
uaeH)nuppoauanu-2,5-muon (8c). IMomygator 0.61 T (49%) Gempix kpucramios 8c,
1. 1. >260 °C (xnopodopm—rnierponeitnbiii 3¢up). Crexrp IMP 'H, &, M. . (J, I'n):
2.04 (6H, c, 2CH;); 2.12 (6H, c, 2CHj3); 2.34 (6H, c, 2CH;); 2.41 (6H, c, 2CHj;); 2.49
(6H, ¢, 2CHj;); 6.56 (2H, c, 2H-4 tnod.); 7.38 (4H, 1, J = 8.2, H apom.); 7.60 (4H, n,
J= 8.2, Hapom.). Macc-cniektp, m/z (Lo, %): 700 [M]" (81). Haiineno, %: C 71.97;
H 5.75; S 9.15. C4,H4N,04S,. Beruucneno, %: C 71.84; H5.71; S 8.98.

(2)-4.4'-(2,5-Nudennnen-1,3,4-okcagnazonunn)onc(3-[1-(2,5-1umeTnii-3-ruenunn)-
3THJIN/AEH]|-4-30NPONUINAeH)TUppoauanH-2,5-1uoH (8d). [Tomyuator 0.72 1 (52%)
Oenbix kpuctamuioB coenuneHus 8d, t. min. 180-183 °C (xsopodopM—TeTponeiHbIi
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s¢up). Cnekrp IMP 'H, 8, m. 1. (J, 'n): 2.04 (6H, ¢, 2CH3); 2.12 (6H, ¢, 2CH); 2.34
(6H, c, 2CHs;); 2.40 (6H, ¢, 2CHj3); 2.49 (6H, ¢, 2CH;); 6.56 (2H, ¢, 2H-4 tnod.); 7.58
(4H, n, J = 8.8, H apom.); 8.16 (4H, n, J = 8.8, H apom.). Macc-cuiektp, m/z (Iyy, %):
768 [M]" (76). Haiineno, %: C 68.73; H 5.24; S 8.34. C44H4N,4O5S,. Beraucneno, %:
C 68.61; H5.30; S 8.17.

—_—

*

10.

11.
12.
13.
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