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BOCCTAHOBJIEHUE 5-METHWJI- H 6,6-TJUMETHII-
5-TUAPOKCH-4-OKCO-3-OEHWIIIPPOJINTUHO-
[1,2-5]IIMPA30JIOB IIO KIMZKHEPY—BOJb®Y

Boccranosnesue S-ruppoxcu-5-MeTwi-4-okco-3-benmnnuppommapeo [1,2-5] mu-
pasoiia HATPEBAHKEM C THAPASHHTHMAPATOM B WIEJOUHOM CPENE B 3aBUCUMOCTY OT PACTBO-
PHUTEIIS Y TEMIIEPATYPbI PEAKIIHI COIIPOBOXKAASTCS PACIISILIEHUEM OUIIHKIIYeCKOTO CKe-
neta i geruapararest. Ilpeuoxxena npyxcraguiinas cxema crnresa 6,6-gumerio-3-
dermummuppommo [1,2-fl nupaszona Ha OcHOBE S-TUAPOKCHU-6,6-muMeTHI-4-0KCO- .
3-dermuppommeuso {1,2-b] mupasona.

Panee wmamm ommcam ymoOHBIA METOX CHHTE3d S-THIPOKCH-4-0KCO0-3-
aprrouppoamuEo [ 1,2-5 IMupasosos  TeTEPONEKIN3ATNHMEN SIMOKCHIPOIMACHIII-
TWpa30JIMHCB W SHOKcunponuoHwmammpasonos  [1—3]. Tor  daxr, uro
S-tappoxcu-4-okco-3-apunnuppoaunuso [ 1,2-5 Joupasonsr asaarorcs pyBEKIIO-
HaJ bHBIMZ IPOW3BOAHGIMHM aJNKaJoWaa BuracoMuHmHa [4, 5], mocryxmn
OCHOBAHWEM IS Da3pabOTKH CXEMBl WX BOCCTAHOBICHMS C LENBIO CHHTE3a
aHEaNoroB mpupomEoro 3-bemmmmmppomummso [1,2-5 lmupasosna, BEIEICHHOIC M3
kopHeir Withania somnefera Dun. B gammOM paboTe H3MOXEHH PE3yIbTATHL
TOTYUECHHEIE IIPH BOCCTAHOBICHAA S-MeTAN- & §,0-guMeTwi-S-ranpokcr-4-0Kco-
3-benmmmmpposrmmuso [1,2-5 rmpazonos (I w II) marperanweM MX UHPA3OHOB B
WEIOUHOH Cpexne.
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YcTraroBaeHO, UTO peaknmsa 3aMemeHBoro nuppoannuso [1,2- faupasoma 1
C TUAPA3MHIUAPATOM B THAPOKCHJICONECPXAIMMX pACTBOPHTENSX (METAHOI,
OyTamosa, IWOTHICHLIMKONB) mnpmsonmT K rtampaszomy (III). Farpesamme
IMOC/IENHEro CO IMEJOYBKD IOCAE OTTOHKYM H30HTKA FHADA3HWETHADATA 00
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180...200 °C compoBOXAAETCS PACIIEIIEHUEM CKejeTa OMITMKIINIeCKOro Iuapa-
30HA C OOpa3OBAHMEM 2-THAPOKCH-2-MeTii-3-(4-(heHUIMPAa30IM) IPOTaHOBOK
xucmorel (IV). B UMK coekrpe xumcmorst IV wMeroTca HONMOCE! BAJICHTHBIX
xoxebarmit C=0 xapboxcwisroi rpymmer 1 tpymmer OH npu 1700 u 3470 ot
Crpoenne . a-TUAPOKCH-S-IUPa30/AIIpOIaHoBol Kucaote IV moaTBepxmeHo
TAKXE €€ MPEBPallcHreM B @-alleTOKCHIPON3BOIHOE V HarpEBAHMEM C YKCYCHBIM
arrwapunom. O6pasosanme KueioTH IV IPOMCXOAMT, BEPOSTHO, B DE3YJIBTATE
perpopacmana rtaapazoma I mo wmexommoro kerona I ¢ mocaepyromam
pacmeIUIesMeM OUPPOTMAVMHOBOIO IWKJAA. IyTeM HYKICOPWIBHOH aTaxu
THAPOKCHI-AOHEA N0 Xapbommupmoi rpymme. [Ipemioxemdsni MexaHW3M NO.-
TBEPXHACTCS BHICIEHMEM COenuHeHmst 1V TpM HArpeBaHwWy OMIIMKIMYECKOIO
KeTona | B MUaTHISHIINKOIE B IPUCY TCTRUA Tnemouw [2 .

Tlpr xpngueHrm ruapasoEa 11, MOMyYeHHOTO peakumeil GHIHKIITIECKOTO
ketoma 1 ¢ THApasWHETEApPATOM 0€3 BHUIEICHUS W3 PEaKIWOHHON CMECH, C
YETHPEXKPATHEM H30BITKOM TMAPOKCHAA KajMsd B METIUINEIUIO30IbBE IPOMCXO0-
IET AeruApaTanyd, Benyinad K obpazosanmio 4-NH-mmaszemmi-5-mermn-3-de-
mumapposmuao [ 1,2-5 -1H-mupazommraa (VI), xoTopsii AeficTBHEM YKCYCHOTO
aHTHApHAa mpeppamaerca 8 coorsercreyomee N,N-quanermizamemernsoe VIL

Boccragornerame KapOOHMILHOM IPYIIIEL 40 METHICHOBOM YXAIOCH OCYHIECT-
BUTh OpPH pA3JOXCHUM TEPBOHAYAIBHO oOpasyiomerocs rmapasoma III mox
NEHCTBHEM UETHPEXKPATHOIO H30HTKA IIEJIOYH B [UOTIWICHIIMKONC IIPH
110...120 °C, mpm 5toM Hapagy C S-THAPOKCH-S-METHII-3-(hECHWIMIUPPOAN-
mmeo [1,2-b lmmpasomom (VIID) ¢ momomeio TCX saduxcuposaro o6pasosaHue
coequuenuns VI ssxox 179,).

Cocras m crpoemue coemmueramii [—VIII moxTBepXpeHB pe3yapTaTaME
57IEMEHTHOTO aHANW3a M JaHHEEMEA cnektpos [IMP (cMm. tabmuny). B orawume ot

Xapakrepuctuku coepumHenni INT—XI1

Croekrp [IMP

Coenu- Bpytro-

Henyne dopmyma T °C

T x Brrxon, %
XuMIgecKue CABUIH, (5 , M., >

PactsopHTEID
P KCCB (J, Tm)

I | Ci3H14N4O 164...165 | Aueron-Dsg, 1,50 (3H, ¢); 4,18 (2H, ¢); 5,60 62
IMCO-D6 (1H, ©); 5,82 (2H, ¢); 7,35 (5H,
c); 7,64 (1H, ¢)

IV | Ci13H14N203 | 180...181 | Aueron-Ds, 1,30 (3H, ¢); 3,45 (14, o); 4,16, 45

IMCOD6 4,28 (ZH, AB-cuct. Jag = 12,0);
7,30 (5H, m); 7,74 (1H, ©); 7,96
(1H, ¢)
V | CisHisN20O4 | 219...221 | CCla, 1,40 (3H, c); 1,96 (3H, ¢); 4,52, 81

arnercH-Deg 4,80 (2H, AB-cucr. Jag = 12,0);

7,30 (SH, m); 7,80 (1H, ¢); 7,94

(1H, ¢); 8,98 (1H, ¢©)

VI | CisHioNg 113...115 | Aneron-Dg, 1,65 (3H, ¢); 7,20 (5H, m); 7,30 59
: IMCO-D6 (1H, ©); 7,76 (1H, ¢)

VII | Ci7H16N4O2 | 166...167 | CDCl3 2,00 (3H, ¢); 2,45 (3H, ©); 2,70 73
) (3H, ©); 7,30 (5H, mM); 8,00 (1H,
‘ c); 8,30 (1H, o)

VIII | Ci13H14N20 139...140 | Auerou-Dg 1,36 (3H, o); 3,00 (2H, ©); 3,90 51
(2H, ©); 4,60 (1H, ¢); 7,24 (5H,

M); 7,60 (1H, ¢)

IX | C14H1sN20O 147...148 | Auerou-Dg 1,20 (3H, ©); 1,32 (34, 0o); 2,82 70
QH, o, J=6,0); 3,14 QH, 1, J =
=6,0); 3,14 2H, x, J =6,0); 4,40
dH, 7, J = 6,0); 4,70 (1H, o);
7,14 (5H, m); 7,56 (1H, ¢)

X | CiqHi14N2 51...52 Aneron-Dg 1,36 (6H, c¢); 6,60, 6,82 (2H, 68
AB-cuct. J = 6,0); 7,30 (5H, M);
7,70 (1H, c)

XTI | C14H1N2 91...92 CDCl3 1,52 (6H, ©); 2,49 QH, 1, J= 93
: =7,2); 3,02 2H, 1, J =17,2); 7,46
(SH, M); 7,99 (1H, ¢}
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kerona 1 ero 6,6-muMmermsamemenusii agasor [I BoccTanaBauBAETCI B TEX XE
yenosmax npu Temuepatype 140...180 °C ¢ ofpasosanmem cMecm crupra IX m
omedura X B orHomenwmm 1 : 2,3. Ilpwm cHMXenuu TeMUIEpaTypH PEAKUHH 1O
120...140 °C paznoxeHwe NEPBOHAYATHHO 00pa3yIOINEroCd THAPA30HA COETUHE-
mmg I Bemer x ofpasosammio mckmoumrenbHo compra 1X. Karamarmueckoe
ruppuposarme 2H,5H-mmppono[1,2-b Jnupazona X Haxy DIaTHHOM II03BOIIET
nonyunts 6,6-maMerra-3-dermmmppommmaso [1,2- b]rmpaaojr XD) — merm-
JIMPOBAHHEIA aHAJIOT BUTACOMHWHA.

B cmexrpe IIMP coemmrenus X] nprcyTCTBYIOT ONMHOYHEIN CHTHAJ IIPOTOHOB
IBYX METVTRHBEIX TPYIIL IpH 1,52 M. 7. ¥ OBA TPHIUIETHHX CATHAIA METAICHOBEIX
npororoB ¢ J = 7,2 T'm. 310 CBMAETENBCTEYET O TOM, UTO mwpposmamuso f1,2-
blmmpasonr XI B pacTBOpe TpeTEpIeBacT OBICTPO IIPOTEKAOIYI0 WHBEPCAIO
3JIEKTPOHHOM TIaPH 430Ta MUPPONHAHHOBOTO ITAKIA. [locenHee MOXTBEpXaASTCT
TaKXxe COBIIaI[eHKeM CUTHAJIOB ATOMOB YIVICPOOA MCTHUIGHEIX TPy mpu 26,96 m.
Z. B COEKTpE amp 3c.

Takum 00pasoM, B OTJIHUHE ' OT 5-MCTHJ133M€IHCHHBIX, 6,6-qumermT-3-
runpokcr-4-0kco-3-hermmmupponuanao [ 1,2-5 Jmmpaszon MoxeT GBITHh BOCCTAHOB-
JIEH B METIJI3AMEMIECHHENY aHaJ0T ajJKaJouJa BHTACOMHWHA II0 JBYXCTANEITHON
cxXeme, BKIOYARomell BOCCTaHOB/eHre N0 Xyanr—MWHIOHY H KATaIuTIHIeCKOe
THApPHpPOBAHEE C BEIXOmoM 689, B pacuere Ha 6nup1mnqecxnn kxeron 1L

SKCIEPUMEHTAJBHAS YACTH

UK cnexTper coenvHeHui CHAThL Ha cnektpodoromerpe Specord IR-75, pacrsopst B CCls, KOH-
HEeHTpaIMs 107 moms/om. Crexrpsl IMP uamepens! va cnexrpomerpe Bruker WM-360, BHyTpeusumit
craggapr IMJIC. Cunres coepuuennii I u IT onucan B pabore [2].

Harmbie snementroro anaymmsa va C, H, N gna coeppaenrit IIT— X1 COOTBETCTBYIOT DACYETHBIM.

2-ALIeTOKCH-2-METIII-3- (4-enrmmpaz o) nponasoBast kucaora (V) omucaua B padore-[2].

4-T'anpaszoHo-5-ruIpOKCH-5-MeTaI-3-(hermummpponuarao [ 1,2-b]nupazox (I1I). A. K pactsopy
4,6 r (20 vmoys) xetora Is 30 Mt pusTROTeHIITMK OIS TPRO2BITIOT 3,3 M (50 MMOJIB) TMADASUHTMAPATA,
xumarar 1 o, u36bITOK IMAPASUHA OTTOHSIOT, OCTATOK PasGaristior 200 M1 BOABL M SKCTPArHPYIOT XI0p0-
dopmom (3 x 15 mm). Tocne yranexus xnaopogopma rumpasos 111 nepexpucrammsoxasmaror U3 META-
HOJIA.

B. K 4,6 r kerona I B 35 Mn MeTanoaa v 6yTaHona npubasnsior 1,1 M (21 MMONIE) runpasuy-
rufpara ¥ xvarsTar 2 u. [Jocre ynapusamms cvMecH 10 15...20 mut kpucrayumsyercs runpasosn 11

2-TrapoKcH-2-MeTHN-3- (4-(peHrInupas3oman) nporanopas kuciaora (IV). A. B 10 M1 qustuneH-
TIMKONS PacTBOpsEoT 2,4 r (10 Mmous) ruppasosa I, mpubasmsor 2,24 T rupOKCUna Kalus U BbI-
HEPKUBAIOT PEAKITHMOKHYIO cMeCh rrpu 180...200 °C 2 u. TIocue pasGasnenus peakuoHHOH emecu 100 M
BOgEI coepuuenme IV skcrparupyror sdupom (3 X 50 M) u cywar Hap cynsdarom matpus. ITocae
orrouky 3¢upa kMCI0Ty IV KPUCTAIUIYIOT M3 TOIYOJIA.

B. K pacrsopy 4,6 r (20 mmoumm) GuumkiIngeckoro kerosaa I s 20 M1 IM3 TRUIEHIIIMKOIS IPUGABIAIOT
10 M1 ruppasusErEapaTa, 4,5 L TMAPOKCHNA Kaups ¥ KMrgTsT 2 9. VI3GbIToK ruapasuHa U BOAY OTTOHSIOT,
ocraTox BeiepxuBaior npu 180...200 °C 4 4. Coenurense IV BhIIensroT, Kak OMMCAHO B ONBITE A.

4-NH-Juasenwi-5-meran-3-dpeumumappono[1,2-5] -1H-ompasoman (VI). Pactsopawr 6,9 ©
(30 Mmous) Grumxmaeckoro kerona I B 50 mMu MeTUINEIUI0306B2, NPUBARISIOT 12 MI rMApasHUE-
ruppaTa ¥ xunsrar 2 4. Jlasee NpuOaBISIOT 5 T IMAPOKCHAA KATHS, DEAKUMOHHYI0 CMECH KHTISTIT
10 mMun, oxnaxpawT, pasbasnsor 200 Mu Bogs! U SKCTPArupyIOT 3dupom (3 x 80 1) . Ddup BeICYUIIM-
BarOT Hax CybdaroM Hatpus. Ilocne ynaprueanug hHUpa OTBEPEEBIIEE MACIO KPHUCTAILIH3YIOT M3 CMECH
sup—rexcan, 1: 1.

4-N-Anerunnmazenmi-1-aneren-5-merui-3-pesmmmppono|1,2-bjmapazomua (VIH. K 1,2 r
(5 mmoi1p) coepumenua VI nprbasnszor 10 M1 YKCyCHOTO aBTUADHAE , BBIAEPKUBAIOT 15 MUY, Bomasmive
KPUCTaJINBI 0ThUIBTPOBHIBAIOT, IPOMBIBAIOT BOXOH U CymiaT B anmaparte ®umepa ripu 80 °C.

5-Tunpoxcu-5-MeTan-3-penwmupponmruao|1,2-p] mapason (VIID). Pacrsopsror 2,4 1
(10 MMons) reapasona I 5 50 MJT TPHSTYIICHIIMKONS. K peakiiMoHHO0M KOIGe MPHCOeFHIOT GIOPETKY
s cGopa rasa, npubasisior 2,4 T (40 MMOJIB) TMADOKCHAA KajMd M BbiaepXuBatoT mpu 100...120°C o
TeX 1I0p, MOKa He BemeamTcs 250...260 Ma a3o0ta. Janee peakmMOHHYIO CMECh OXJIAXKIAI0T, Pas0aBIsioT
500 »x Bozer, sxcTparupyror 3dupoM (3 X 100 Mun), 3KCTpakT cymaT CyibdaroM HaTpus ¥ QUIsTPYIOT
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gepes croit cuumkaress (2 cM), IpoMblBas mocneRHvil adupoM. Ilocse wacTuaHOro yaaserus sbupa
KpucTamayercs coeppmerme VI, KOTopoe NepeKPHCTAIUIN30BEIBAIOT U3 GEH30MA.

5-Tunpokcu-6,6-paMeTiI-3-henmwmmppomamuao{1,2-bjnupazon (IX). Pacrsopaior 2,44.T
(10 Mmomp) GuuxmEeckoro ketona IT s 15 M STHIe Ko, TpUGasisioT 4,5 M rMEPasHHTMIpPATA
v BeepxuBaror npu 140...150 °C 1 u. TIoche 0XNaXHeHUS K PEaKLMOHHOA CMecH TpUbaBIsIoT 2 T
€aKOro Kau U BeepRueaioT npu 120...140 °C no npekpameHys BbieneHns ra3a. 3atem pastasisior
PCAKIIMOHHYI0 CMECH ABYKDATHBIM 06BHEMOM BOZBL, HEATPAIU3YIOT pasbassieHHIM PACTBOPOM CONSTHOM
KHCHOTHI ¥ 3KCTparupyioT adupom (3 x 100 M) . ITocsie BEICYHIMBAHMS SKCTPAKTA CYIb(GATOM HATPUS U
YACTUUHOIC yuatenus sdupa xpucrammsyerca 1,6 r coegunenus IX, K0TOpoe NePEeKpUCTATLINIOBbI~
BaroT 13 cMecu opup—rexcan, 3 : 1.

6,6-Tuveran-3-pemna-2H,SH-mupponof1,2-bjmapaszox (X). Kunarar 2,42 r (10 mvosm) Gu-
muxauaeckoro kerona IT u 10 mur ruppazusrunpara 8,10 Ma tpustunenrnukoss 1 4. Iocne ynapusanma
u30BITKA TMAPASMHIMAPATA K OCTATKY IPUOABISIOT 2 T €KOr0 KU U BeiepxusaroT npu 140...180 °C
2 9 j0 TIPEKPAINEHMs BBIIEJIEHUS IIY3BIPEKOB ras3a. Pas0aBisioT peakuMOHHYIO cMech 10-KpaTHBIM
00BeMOM BOZBI, 3KCTparupyroT 3dmpom (3 x 100 mur) u cymar 3xcrpakT Hajx cyiasdarom HaTpus. [Tocne
ynapueanug oupa KpUCTAILTH3ATIMEHN 0CTaTKa U3 3dupa BeIAesIOT coenunenys IX v X B COOTHOmMEHMU
1:2,3.

6,6-umerai-3-pemmmuppoanuno [ 1,2-5] nrpazon (XI). Pacteopsot 1,06 r (5 MMois) coemu-
rmerund X B 30 M1 Metanona, npubasasmior 0,04 r AHOKCUAA IUTATHEDBL ¥ PEAKITUOHHYIO CMECH HACHIIIAI0T
BOAOpOHOM. ITOCHE TIOTIOMIEH S SKBUMONSPHOTO KOJIMIECTBA BOAOPOAA KaTaaM3aTop OT(MILTPOBBI-
BAIOT, METAHOJ YIIAPUBAIOT, OCTATOK KPUCTAIUTUIYIOT U3 CMECH rekcaH—3(up, 4 : 1, BuImenss IpoayKrT
XL Crextp IMP 3C (CDCl3): 21,90 (1, C(5)); 26,85 (x, C(s)—CHz3); 41,55 (t, C(a)); 61,15 (¢, C(s))s
114,91 (c, C(s)); 124,90, 125,20, 128,50 (m, 0-, n-, »-CpPn); 133,30 (c, i-Cp1); 140,20 (x, C(2)); 140,20
(c, C3).-
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