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2-UMUHOTHUOIHUPAHBI W3 METUINTUOBYTAJIWEHA
¥ H30THOUMAHATORB

Hatinen HOBBIA TIPOCTO MONXOR K CHHTESY 2-aJKKII-3- (METUIATUO) -5, 6-TUTHIPO-
2H-2-TMONMpPaHUMHHOB PeaKIMei M30TUOLUAHATOR € KaPGAHMOHOM METIIITUOSyTame-
Ha, TeHEPUPYEMBIM in situ mop neficTBueM CBEPXOCHOBHOM cucTemb: Buli—7z-BuOXK.
Y CTaHORNEHO, UTO ANKWIMPOBAHKE CHHTESMPOBAHHBIX THOIMPAHOE METHIMONMAOM B TIPH-
cyrersum £-BuOX npusonur x N-anxwt-1,2-xqu (MeTviTHO) -2, 4-TieHTanuen-  -uvusam.

Hemporonuposanme MetwaTuobyrammena (I) CBEpXOCHOBHOH cHCTEMOH
Buli—#-BuOK B cMemansoM pacrsopurene TI'®—rexcan npr —70 °C mpusogar
K a-MeTa/umpoBaHHEoMy mpomsBopgEoMy (II), cmocobHOoMy X mampHEHAmuM
peaknmaM ¢ anexkrpodmmamu [1], cpemu XKOTOPHIX, OOHAKO, HE YHOMEHAITCI
H30THOIMAHATEL.

IIpomomxas cucTeMaTmyecKWe WMCCICKOBAHUS PEAKIFH TeTePOKYMYJICHOB C
META/UIAPOBAHHABIMIE HCHACHOINCHHEIMU coeamaenusmu [2—13], xoropeie yxe
OPUBEIM X OTKPHITHIO NPAHUIWIMAIBHO HOBHX OGIIUX ITOAXONCE K HOCTPOCHHIO
THUPPONBHEIX [2—35 ], muruppomuprnuaoBux [2—7 ], xmHOMmMEOBHX [8—111 =m
CEKA05yTaHOMMpposuHoBsx [12, 13] cacTeM, MBI BIIEPBHE H3YUWIIH PEAKIIIO
anpona Il ¢ m3oTHONMAHATAMY ¥ HAOLTH, UTO MATKAN TEAPOIX3 00pasyommxcs
agnyxros (III) serko o CEEKTUBHO UPUBOAHT YEePE3 IPOMEXYTOUHEIN THOAMUN
(IV) x TpymHOmOCTYIHEIM MMuHOTHONUpPaHaM (V) ¢ BRICOXMM BHIXOIOM W B ORHY
pEnapaTUBHYIO CTANUIO.

HenporormpoBanne MeTHITAOOyTaamena I cucremoirt Buli—#-BuOK mposo-
o kKax ommcano pamee [1]. Ilpmcoemmmenwe oGpasyiomerocs ammona II x
METH/I- ¥ H30TPONMIA3OTAOMAABATAM IJIANKO ¥ KOJIMIECTBEHHO PEAN3YEeTCs IIPH
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tempeparype —50..-5 °C m upwrommr K COOTBETCTBYWOmmM Ttmonatam 111,
obpaboTka KOTOPHX pPa3z0aBJEHHBIM PACTBOPOM OpPOMPCTOBONOPOTHOM KHCJIOTHI
3aBepmIAeTCs OHICTPON BHYTPUMOJEKYISPHOM UMKIW3ANMEN WHTEPMETHATOB
IVa,6 8 wmwBoTHOIWMpans Va,6. Tuoammpy IV6 wueHTHOWOEPOBAH B CMECH C
AMHAHOTHOIMpPaEOoM VO mo mammemM cmextpa IIMP (oM. sKCHEpHMEHTAIBHYIO
4acTh) CHPOTO IPORYKTa DEakmmm (BO3MOXHO, B CB#3U C OOPATEMOCTHIO
mukmm3anym) . Ilpw nepexone or METAIM3OTHOMMAHATA K H3OMPONAIN30THOLHA-
HaTy COAepXaHme coexwHeHUMS 1V 3aMeTHO Bo3pactaer (tmoamwmp 1Va
TIPUCYTCTBYET B MPOAYKTC PEAKUWN NHNTHh B CACHOBBIX KOJIMYECTBAX).

TayroMepasle aMAHOTHONMpPAHH VI Cpeou DIPOAYKTOB peakmud HE
upeaTAGHITIpoBanEL. s 2-runpokcutrnodheHOR, HAIPHMED, AOKA3AHO CYIMECTBO- -
BAaHME BCEX TPEX BO3MOXHEIX TAYTOMEPOB, IPAYEM IPEHMYINECTBEHHOM (POpMOik
OOKIIHO ABATIOTC HEAPOMATHUECKIE Y-THOMAKTOHEL C TPEOOHANAHAEM CONPSIKEH-
Horo THONEH-3-0ua [14]. Tayromepua B paay ammaOTHODEROB, XOTS ¥ H3BECTHA,
HO uW3yYecHA S3HAUWTCABHO MEHbOIE, YEM TAayToMepusd COOTBETCTBYIOMEX
THIpOKCHIpon3BoxHEX [15]. CeepcHns 0 TayTOMEpHH AMABOTHONMPAHOB, KaK 1
0 CaMFX aMUHOTHOIMPAHAX, MO-BWAEMOMY, cmme Ooiee orpaHwmueHsl. B 1O Xe
BpEMH, TI0 WMCIOMIAMCS y HAC HAHHHEM, 2-(AIKWIAMUHO)-3-MeTmITHOTAOMhEH
CYIOECTBYET MCKIIIOUMTEIBHO B aMHEODOpME.

TTonnITKa ANKHIMPOBABHS THONMPAHOE Va,0 METWIMONAIOM B TIPACYTCTBHA
mpem-OyToxcuia Kanmg (0 AHAJOIMH C AJKWIMPOBAHMEM 2-aMUHOTHOMDEHORB)
HEOXHAAHHO 3aBepImirach obpasosagumeM N-aikui-1,2-mu (MerwrTuo)-2,4-nen-
Taguesa-1-mvmros (VIla,6) BMecTO OXAFAEMBIX METHIAKHIAMUHOTHAOIMPAHOB
Villa,6, T. €. QCOPOTOHHMPOBAHHE THONHMPAHOB Va,0 MO ReHCTBHEM
CBEPXOCHOBAHA COIIPOBOXAACTCS PACKPHITACM ITUKJIA:

-BuOK S M
— f‘ — ' _
57 SNR 57 SNR
m

Anxwnmposasme Tronar-aamoHa [ mpuwsonut x mMury VII. Bosmoxwo, uro
peaxumsg OuKAnsanmy taoamuaa 1V B twormmpan V mMeer ofpaTwMeril xapakTep.
Tlox meficTsmeM OCHOBaHUS DABHOBECHE CMEINAETCH B CTOPOHY ACIIPOTOHHMPOBAH-
HOM OTKpHITON hopmst 111,

J{ig ROnOAHUTEABHOTO JOKA3ATEAbCTRA HATIPABJICHUS PACKPHITHS THONMPAHO-
BOr0O IWKJIa ¥ CTpoeEdMd ofpasyromuxcs HponykTop mMuEH VII Osuta
CMHTE3MPOBAHK TaXXe aNKwaupoanmeM trosnata [l Merwmmonumom. IlomydeH-
HEE DA3AMYBRME OyTamu o0pasust wmuHoB VII GBUIM MOIHOCTHIO HACHTHYHEL
(UK cuextpsl, tarasie [IMP u qpyrae XapakTepHACTHKH). ]

Crpoenne TtuommpanoB V u mmuEoB VIl TIOATBEPXACHO MAaHHHMEA
VIK coextpos u dAMP, a raxxe pesysbTaTaMu 2JIEMCHTHOTO aHAIN34A.

SKCHEPUMEHTAJIBHAS YJACTH

VK cnexrpsl camMany Ha crnektpodoromerpe Specord 75-IR B tomxom cnoe. Crexrper AMP
PErucTpMpOBaH Ha CHEKTpoMeTpax Varian EM-390 (90 MI'u, 209, pacreopsl semects B CCls) u Bruker
AC-300 (300 MTI'1y, 20% pacreopsi 8 CDCls); BayTpermuit crarnapt TMC. KX anamvs OCymeCTBASIM
Ha ra30BoM xpomartorpade Varian 3400 (riaMens0-MOHU3AMOHHBIA IETEKTOD, KaIMILUTIPHAS KOJOHKA
15000 x 0,53 M, noxpsrrue 1,5 mxm DB-5, rag-nocurens— asor).

Bee onepanuu nposomw B atMocdepe azota. MeTuwrrnoGyTagueH I CUHTE3UPOBaH 1o METOAVKE
paboter [16]. Terparuppodypan OUMINAIM MEXaHMYeCKH Auctepruposanasi KOH (50 r/x) v nepe-
rorko# Hag LiAIH4 B npucyrcrsuu Gensodenona B atmocdepe azora. Bytsuummtt (1,6 M pactsop B
TEKCAHE) ¥ OCTAIBHbIC MCTIONb30BANKBIE B PA0OTE PEATEHTE! ¥ PACTBOPUTEHM — TOBAPHBIE IPO/IYKTHL.

2-Mermi-3- (MeTEaTHO) - 5,6-furanpo-2H-2-mmommpasnvue (Va). K oxnaxpessomy g0 —50 °C
pacreopy 6,4 r (0,057 mons) --BuOK & 90 ma TT'® nobasmsxoT npu nepemempsarmu 6,0 r (0,060 Mons)
METWITHOOY TaIMEHA, CMECH OXIAXKAAI0T 10 —95 °C ¥ 0CTOPOXKHO NpH MHTEHCUBHOM OXJIAKACHUN 70028~
aspor pactsop BuLi (0,056 mMome) B 35 Mut rexcana (reMmeparypa NpU 9TOM PE3KO IOBBIIAETCS KO
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=35 °C). O6pasosaBmIyiocs ryCTyEO CYCHEH3HIO TOPYMIHOTO HBETA OXIAXKIAIOT 10 ~75 °C, nobasnsoT K
ueit 40 M TI'® o npexpamanT oXIakKIeHue. TIpu -50 °C x peaxkumonuoit Macce H00aBITIOT pacTeop
6,0 r (0,082 moms) MeTiimsoTHOMAYATA B 10 M 3chupa (temMneparypa nospmaercs 1o ~20 °C), a 3a-
Tem obpabarsBatoT ee pacreopom 20T 48, HBr s 100 M BOABI. OpraHMyecKuit CII0M OTAENSIOT, BOLHBIA
SKCTPATMPYIOT HEHTAHOM M SPUPOM, OFbERUHEHHBII SKCTPAKT CYIIAT noTamiom. OCTATOK IIOCTE YAATE-
HMS PACTBOPUTENEH Ha POTOPHOM MCIAPUTESE TIEPErOHSIOT B Bakyyme. Ilomygaior 5,5 r (63,6%) THo-
mpana Va (uctora 91% no sammbm IKX) . Trem 100...110 °C (0,5 mm pr. cr.), n°°p 1,6360. Criexrp
IIMP (300 MTI'm): 5,80 (1H, t, CHS); 3,10 (3H, c, NMe); 2,80 (2H, 1, CHy); 2,47 (2H, x, CH2):
2,05 m. 1. (3H, ¢, SMe). Haiigeno, %: C 48,22; H 6,53; N 8,35; S 36,90. C7H11NS2. Baraucneno, %: C
48,52; H 6,40; N 8,08; S 37,00. .

2-Hz0mponui-3- (METHIITHO) -5,6-aruapo-2H-2 -rHonmparames (V6). K oxmaxaessoMy 10 —40 °C
pactBopy 6,91 (0,062 momw) +-BuOX B 90 M TT'® xobaemsnor 5,5 T (0,055 Mons) MeTuTHOGY TATMeH,
CMeCh 0xAaXAa0T 20 —100 °C ¥ 0CTOPOKHO IPU MHTEHCUBHOM OXJIAXKACHHUY HOGABITIOT K HEi pacTsop
Buli (0,059 momm) B 37 mirexcana (teMnepaTypa IpH 9TOM PE3KO NOBHIMALTCS 0 —55 °C). Ipu ~50 °C
K DPEaKUHOHHOM Macce nobasnsior 5,3 1 (0,032 MOJIb) H3ONpOIMUIMI0THOMARATA (TEMIIEPATYPA [OBbI-
maercs g0 =5 °C), a 3areM OxIAXAeHRyI0 A0 —60 °C PeakuMOHHYIO CMeCh 00pabaThIBatoT PacTBOPOM
22,9 r 48%, HBr B 150 M1 Bogs1. OPranvHeckuin CI0H OTAENSIFOT, BONHBEL IKCTPATUPYIOT IIEHTAHOM M
3GuUpOM, OOBEAMHEHHbIE SKCTPAKT CymaT moramom. Ilocne yHaneHus PacTBOPDUTENEH Ha POTOPHOM
ucnapuTesne nmoxaysaor 11,1 rocrarxa, conepxamiero 86,1 % tmomupana V6 (zamssie TXX) . Tleperon-
koit Boigessior 4,3 v (42,6 %) coepuaenms V6. Txan 137...142°C (0,7 MM pr. cT.), 71 ,5880. Coextp
IIMP (90 MT'm): 5,97 (1H, 1, CH=); 3,80 (1H, M, NCH); 2,93 (2H, M, CH2); 2,55 (2H, M, CH2); 2,15
(3H, ¢, SMe); 1,20 M. 1. (6H, #, 2 Me). Hatimeno, %: C 53,49; H 7,63; N 7.24; S 31,64. CoHi5NS>.
Boraucaeso, %: C 53,69; H 7,51; N 6,96; S 31,85.

Cnextp TIMP (90 MI'tp) tnoamupa IVG (mOXydeH BBMMTAHMEM M3 CIEKTPA CHIPOTO HPOXYKTA,
comepkamero 86,1 % rteromupasna V6, curyanos npoToHos nocaeaxrero) : 8,80 (1H, ym. ¢, NH); 8,00 (1H,
1, CH=C); 7,15...6,96 (1H, M, CH=); 6,00...5,60 (1H, v, CH>); 4,70 (1H, M, NCH); 2,15 (3H, c,
SMe); 1,35 m. x. (6H, 1, 2 Me).

N-Metur-1,2-qu(MeTinTeo) -2,4-negranues- 1 -uvMul (VIIa). A. K oxmaxnessomy no —50 °C pac-
TBOPY 6,6 r (0,059 moxns) #-BuOK B 60 Mx TI'® gobasnsor 5,7 T (0,057 Mosb) MeTHITHOOYTANMEHA,
cMeck oxnaxnaroT 10 —120 °C u eeoast pactsop BuLi (0,056 Mois) B 35 M rekcana. Tpu temmepatype
-45 °C x peaxiMOHHOI Macce 700aBusoT pacteop 3,7 r (0,051 Momp) MeTwmM3oTHONMaHaTa B 10 Mt
TT® (remneparypa nossumnaercs 10 0 °C), satem 11 1 (0,076 mons) Mel (TeMmepaTypa HOBHIUAETCS HO
20 °C) m uepes 10...15 mun obpabarsizator 80 M x0nomHOM BOABL. OpraHMuecKUil CIOH OTHEISIOT,
BOTHBIA ABAX/BI SKCTPATUPYIOT CMECHIO 2Upa U nenTada, 00bEMHEHHbINA IKCTPAKT CYIAT HOTATIOM.
Ilocne ynanenua pacteopuTesiel Ha POTOPHOM UCIIAPUTEIE U NEPETORKM OCTATKE Morywatot 71 (74,9%)
uvuHa VIIa. Tiax 80...85 °C (0,6 mmpr. c1.), n°p 1,6000. UK criexrp: 835, 870, 900 0. ¢, 950, 960 i,
1000, 1070, 1120, 1140, 1190, 1300, 1320, 1400, 1430, 1440, 1560, 1620 o. c, 2760, 2860, 2900 1,
2920, 2950 11, 2990, 3050, 3090 o ™. Cnextp IIMP (90 MI'm): 6,30...5,95 (2H, M, 2 CH=); 5,22...4,95
(2H, M, CH>); 3,12 (3H, ¢, NMe); 2,30 (3H, ¢, SMe); 2,20 m. a. (3H, ¢, SMe). Hatimeno, %: € 55,93;
H 7,88; N 6,71; S 29,48. CsH13NS2. Bemmcneno, %: C 55,77; H 7,96; N 6,50; S 29,77.

B. K oxmaxpersaomy e —20 °C pacreopy 8 r (0,046 Mois) tronupana Va B 50 ma TT'® gobasasoT
caagana pacrsop 8 r (0,071 mons) -BuOK & 20 M TT'®, a 3atem 12 r (0,083 momb) METHIMOTMAA,
CMECH MEPEMEITMBAIOT IIPY KOMHATHOH TEMIIEpaType 15 Mum. TTocste 0fsranoi 06paboTKH PEaAKITUOHEOM
MAacChI IEPETOHKOE BeIensioT uMuH VIIa, uaesTuamsil 00pasy, noayueHaomy 1o Metoguxe A (Tiun,
nzOD, panusie UK crextpa u IIMP).

N-Msonponmi-1,2-xu(MeTniarno)-2,4-nenramnen- 1-mvmun (VIIG). A. K oxnaxgersomy o —40 °C
pactsopy 6,6 r (0,059 momp) #-BuOK B 90 M TT'D nobasnsror 5,7 r (0,057 mons) MeTrurrmobyTaauena,
cmecs oxaxaaoT 10 —100 °C u seomaT pactsop BuLi (0,056 Mouss) B 35 M rexcaua. Ilpu remueparype
-35 °C x peaxumonm0i Macce gobasnszot 5,1 r (0,050 MOJIB) U3OIPONMAMBOTHONMARHATA (TEMIIEPATY DA
nosbimaercs 7o ~10 °C) u ganee npu -25 °C — 11 r (0,076 mMosb) Mel, cmecs marpesawoT 10 35 °C u
uepes 10...15 Mun obpabarsiBaror 80 MJI x0ORHOH BOABL. OPraBMUECKUIT CIOH OTRENSIOT, BORXHBIA
NBaX/ABI SKCTPATMPYIOT CMEChIO 3hUPa U NeHTaHa, 00beMHeHHbER 9KCTPAKT CymaT noramom. [locre
yAaneHus PacTBOPUTESIEH Ha POTOPHOM MCrapuTene moiydaroT 11 r ocrarka, copmepykauiero 86,8%
umpaa VIIG (zaumsie T2XX) . Ileperoukoit seigensior 8 r (74,4 %) umvuua VIIG (amucrora 96,7%, IPKX).
Txam 98...100 °C (1 MM pr. c1.), 1°°p 1,5668. MK cniextp: 820, 900 0. ¢, 940, 996, 1050, 1140, 1160 w1,
1180, 1300, 1315, 1330, 1360, 1370, 1430, 1465, 1560, 1600 o. c, 2860, 2910, 2960, 3050, 3080 cv™™.
Cnexrp IIMP (90 MI'): 6,50...5,85 (2H, M, 2 CH=); 5,20...4,90 (2H, M, CH2=); 3,70 (1H, M, NCH);
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2,30 (3H, ¢, SMe); 2,25 (3H, ¢, SMe); 1,10 M. z. (6H, M, 2 Me). Haitnero, %: C56,01; H7,88; N 6,73;
$ 29,38. C10H17NS2. BeramcreHo, %: C 55,77; H 7,96; N 6,50; S 29,77.

B. Oxmaxpennsii 5o —30 °C pacrsop 6 r (0,030 Moxb) tromupasa V6 s 30 M TI'® ofpabarriBazor

pacteopoM S r (0,045 mone) #-BuOK B 20 ma TI'®, zatem 8,5 r (0,059 mMomn) MeTrmonuna. Ilocne
20 muE nepeMeMMBAHUS IPY KOMHATHOM TeMuepaType, 00braHOM 06patoTKH U IIEPErOHKY BBIREISIOT
v VI ¢ Tiorm 80 °C (0,7 MM pr. €T.), nzop 1,5674, upentvansiii, no gagabm UK cnekrpa u [IMP,
00pasity, CUHTESHPOBAHHOMY IO METOIMKE A.

Paboma evinoanena npu QuHAHCOBOL nodldepxke Poccuiickozo ¢onoa

gyndamenmanvuvlx uccredosanuil (npoexm 98-03-32941a).
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