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CHUHTE3 U IIPEBPAIIEHNA 4-THAPOKCH-5-
METHJI-2-TPUOTOPMETHMIIINPHIVUHA

Ha ocrose 3-ruapokcu-3-metun-6-tpudropmeriui-2,3-gurugpo-4H-mipan-4-oua
CHUHTESMPOBAH 4-TMAPOKCH-5-MeTr-2-Tpudropmerimnmpunus. Ero MeTMpoBaHue
OPUBOZMT K 00pasOBAHMIO CMECH UTPOAYKTOB N- M O-aJKUIMPOBAHUS, KOTOPHIE
XpoMaTorpadpuuecky BHIACNCHDI B MHIHBHAYAJbHOM COCTOSHHU. J{ns ux noxyqe-
HUS TIPENUIOKEHBI yOOOHbIe IpenapaTHBHbIE METORMKH.

€

OTOpUpPOBAHHEKIE TETEPOIMKIMIECKHE COSAMHEHAS IIPHOOPETAOT BCe Gospimee
3nauenne [1—31]. Tak, B ceJIbCKOM XO3SMCTBE M MEIWIIMHE HAINIY IPUMCHCHIC
nepdTOPAIKAINPOBAHHBIC  TPOM3BOAHBIC IMHPATMHOB ¥ NHpHAWHOHOE [4—S8 1.
Baxmeiimme momxomel X cummTedy coorsercreyomux 4 (1H)-mmpunma-4-oHOB
OCHOBAHBl HA PEAKMUIX AUMKIMYCCKUAX (DTOPHPOBAHHEIX HPEAIICCTBCHHUKORB,
NPHUBONAIIAX, KAK IIPABWIO, K HE3AMCHOICHHEIM 0 ATOMY a30Ta COCTUHEHHUSIM
[7—12 1. 3aMeTHOM GHOJOTHYECKOH AKTABHOCTRIO 001a8a10T N-aJIKuIMpOBAHHBIE
4 (1H)-nupuauna-4-0H6i, cogepXamue TephTOPaIKAIbHEE 3aMECTUTENH, K PIIY
KOTOPHX OTHOCHTCS KoMMepueckmid repbumun durypunoH {131

Ha ocuHose paHee mogydyeRHOro 3-rmppoxcu-3-metmi-O-tpudropmeran-2,3-
maruppo-4H-mmpan-4-osa (I) [14] samMu cHUETE3MPOBAH 4-THUIPOKCH-S5-METHI-2-
tpadTopMmeTmupurul (II) ¥ m3yueHBI €ro NpeRpaNIeHUs, B TOM UHCIEC PEAKIAS
METIIMPOBAHUS B PA3/IMUHBIX PaCTBOPHUTENIX. [lerugparanueil ruApoKCHIIEPaHo-
#a | gelicremeM HeOoOMBHIOrO u30HTKA THOHWIXJIOPHAA B IMPVAMHE HOONYYCH
S-mermn-2-rpudropmermi-4H-mupan-4-on (II1), xotopeni sBagercs HDOAXOAS-
mMEM HHETEPMETHATOM B cuHTe3e ruapokcmmmpupmaa Il m ero avamoroB. Kak
MoKasama gasuse coexrpockonud [IMP » TCX, crpoil npoRyXT AcruApaTanuu,
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colepXamuii IpuMech 3-merma-6-rpudropmermn-3-xrop-2,3-auruapo-4H-mma-
pan-4-oma (IV) (e 6onee 10%), 6bln BEEICH B MHAWBHAAYAIBHOM COCTOSHUM C
moMOmBI0 KOAOHOUHOM xpoMarorpadwm # mpespamies B ueneBoil mapasnoH 111
KAISYEHACM B TPUITHIAMEHE. [lernapoxIoprpoBaHue Xe coequneHns IV mox
AeACTBHEM NUPHAMHA MPOTEKACT OUCHD MEVICHHO JaXe HPH IPOTO/IKATEIEHOM
KWIISYeHrA, HodToMy cBoOopmeni or mpumeceit mupasos III Own momyuen c
ofmmM BEXOZOM 719 00paboTKO# HEOUMHICHHOTO NPORYKTA ACTHApATALNAN
TPHITAIAMAHOM.

Ilpm B3amMonmelicreMy NWPAHOHA III C aMMHEAakKOM B MECTaHOJC C IIOYTH
KOJITYECTBSHHEBIM BHXOXOM HmostyueH ruppokcumapunny 11. Kax z oxwumanoce [9],
€ro METWIMPOBAHKME MONMETAHOM B KWIMINEM AIECTOHE B TPHUCYTCTBHM IOTAINA
TPUBEO K CMecH npoaykToE N- u O-anxwimporasus: 1,5-qumernn-2-rprdTop-
metmi-4 (1 H) -mupupusa-4-ona (V) u S-metwi-4-MeToKcH-2-TpHDTOpMETHINADH-
maaa (VI) B cooTHOmernmH 3 : 2 (COMIACHO AAHHBIM cnektpockomud IIMP). Otr
COCOMHCHMS OBUIH BHIOCHCHH B WHIWBAXYAABHOM COCTOSHWH € IOMOHIBIO
KOJIOHOUHOHM xpomartorpadmm ¢ seixogoM 55 m 419 coorsercrsemso. Hmskasg
pacTBOPHMOCTh IHPHAWHOHA V B, UCTHIPEXXJIOPHCTOM VIVIEDOXE IIC3BOJAET
BEIACASTE €I0 C TEM Xe BHXOAOM KPUCTA/UIM3AMUCH DEAKIHOHHOM MAacCH M3
YK43aHHOTO DPACTBOPHUTE/S, OXHAKO BEIXOX OCTAIOMETOCS B. MATOWHOM pacTBOpe
merokcunmpuamaa VI B pesymbrate meperoEkm He mpepbmmaer 28%,. Mg
W3YYCHUS BJMSHUS PpACTBOPHTENS HA COOTHONICHME NPOXYKTOB DEAKIUK
METHIMPOBAHAC HHUPUANHOHA V HOAMETAHOM OBJI0 IPOBEACHO TaKXKeE B
N,N-mameraiadopmamMuae B OOOOOHHIX YCIOBHSX (HOTAm, BHCINHWI HATPEB
60...70 °C). Hxsa obxeryeHus KOHTPOJA 33 COOTHOIICHWEM IIPOXYKTOB PEAKITHHA C
rioMoIBIo coekTpockonuu [IMP Ovut mcnonb3osas IM®@A-D7. Kak okasanocs, B
5TOM CIydac B pEaknuWOHHOM CMecH coequHeHAd V H VI Haxomwmch B
COOTHOmICHWH 2 : 5, T. e. mpeobnagan mpoaykt O-MEeTWIMpPOBAaHMY, YTO
COINIACYETCd ¢ JWTEPATYPHBIMK NAHHEIMEA AJS aJKWIHPOBAHWS aHAJOTHYHEIX
cacrem [15].

C nensio moaTBEpXACHAS CTpocHud coegquacHu V, VI MH ocymmecTsmig ux
CYHTE3 IO aIbTCPHATHBHEIM cxemam. [lmpwnmuor V, mozobHo coemmuenuro II,
6BLT DOMyYeH B3amMojcicTBUeM mupaHoma 11l ¢ MeTmiaMmHOM B METaHOME C
peixogoM 92%. Meroxcumapraue VI cuatesmposasu ¢ ofmmM BeIxOomoM 68 Y,
METAHOMU30M S-MeTHI-2-TprdropMermi-4-xropmapuxuaa (VII), o6pasyromero-
cst ipe obpaborke coeamuenns [1 merraxnopaaoM ¢ocdopa B xumsmem POCI3.

Cocras u crpoerme mnonaydeHHbx coegmueHmit [I—VII nmoarsepxmens:
NaHHEIMEA 37EMEHTHOTO aHAJM33a W CIOCKTpaipHo. B uacTHOCTHM, OTHECEHHE
curaanoB B cuextpe IIMP mmpasona IIT cnenaso Ha OCHOBaHMM HaOIIOXAEMOTO
AUTUIBHOIO DACIICTUICHHS CHTHAJIOB METHIBHOH rpymmel W mporoHa 6-H,
MpOSBASIONMXCS B BHgE ayOnera uw ksaprera npm 1,83 m 7,76 M. &
coorsercreeHdo ¢ KCCB 1,3 Tu. Coekrpot [IMP rugpokcrmmpunmsa II =
MUpUAMHOHA V mogo0HB! cmekTpy mcxopHoro mmpanoma III, ommako B nanmoM
CyYae CHTHAIBI METHIbHOM rpynmsl u pporoHa 6-H maGmonmarorcs B Buae
CHHIVICTOB. VIHTEPECHOM OCOBEHHOCTBIO CHEKTpa MHMPUIUHOHA V  SBIASETCA
pacmenieEne CHrHaga N-METWIGHON IPyNfs B PE3yJAbTaTe CHHME-CIMHOBOTO
B33MMOEICTBHS ¢ aroMaMu Topa TPIGTOPMETHIBHOM TPYIIIHI, YTO XAPAKTEPHO
g asajormuHHX coemmHenmd [9]. Caexyer orMeTaTs OueHb C1abyro
uaTeHCHBHOCTE B VIK cunekrtpe rmapokcummpmamaa Il mosocH HOTIOmMECHHS B
ofmactm 1640 cM © (¥C=0), YTO CBHACTCABCTBYET O CYIECTROBAHHM 3TOTO
COCAMHEHHS NOUYTH HCKJIQUMTENbHO B THApokcudopMe I1a 1 o mesHaunTeIRHOM
CONEPXAHAN nnpnnmonoxoﬁ topmsi 116 [111].

BKCIIEPI/IMEHTAJII)HASI ‘IACTb

Crnexrtpst IIMP 3anucanst Ha cnexrpometpax Bruker AC-200 (pacmopmem: CDCl3, BHyTpeHHUMIT
craugapt TMC) u Tesla BS-467A ¢ paGoueit uacroroit 60 MI'y (uis pactBopos coemunenuis I 8 CCly
u 11 B CDCl3, suyTpenaumit cranpapr IMJIC). MK criexTpsl CHSTHI Ha criekrpoMerpe Specord IR-75 8
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XapakTepuCcTIKA CHHTE3UPOBAHHBIX COEMHCHMI

H CH!
?,2;’;‘: (g;,%; Buaucseno, % T""?'_ o(gnlaj)vi‘.“"' € M+ MK cnextp, V, emt Cnexrp TIMP, S, mom U I'w) Brixom, %
; c M _
Il C7H;sF30; 47,34 3.01 15 [69...70 (19)] 178 1680, 1650 7,76 (14, k, J = 1,3, 6-H),6,53 (1H, c, 3-H),1,83 (3H, 71
47,20 2,83 : J=1,3, CH3)
I C7HCIF;0 39.25 2.89 | [65...67 (15)] 214 1710, 1650 5,95 (1H, c, 5-1D), 4,72, 4,44 (2H, n. 5, J = 13, CHy), 10
39,18 2,82 (216) 1,70 (3H, ¢, CH3) ,
v C7HgFaNO 47.61 3.58 | 143...144 177 . 1637 cn., 1600 11,82 (1H, ¢, OH), 8,19 (1H, ¢, 6-H), 7,28 (1H, ¢, 3-H), 94
47,47 3,41 2,29 (3H, ¢, CH3) '
v CgHgFaNO 50,12 4,37 124...125 191 1650, 1600,1575 | 7,28 (1H, c, 6-H), 6,69 (1H, ¢, 3-H), 3,65 (3H, x, J = 92"
. 50,27 4,22 1,3, NCH3), 1,96 (3H, ¢, CH3)
Vi CgHgF3NO 30,35 440 | [77 (15)] 191 1607, 1585 8,53 (I1H, ¢, 6-H), 7,11 (1M, ¢, 3-1),3,97 (3H c, 85%3
_ 50,27 4,22 OCH3), 2,25 (3H, ¢, CH3) :
vl C7H;sCIFsN 43.18 2,15 [74...75 2] - 1595, 1585, 1560 | 8,56 (1H, ¢, 6-H), 7,69(1H, ¢, 3-H), 2,48 (3H, ¢, CHa) 80
42,99 2,58 _

*2
«3

Brixon M3 nupasona I

Brixon n3 xnopnupuauHa VIL

o ap ;11— 1,4400; 1 — 14379, VI — 1,4532, VII — 14570,




CCl4 wm CHCI3 (coemumenus II, V). Macc-criektpst noxyueHs: Ha mpubope Shimadzn QP-5000
(9HEpruss MFORMBMPYIOIUX 3IeKTPOHOE 70 5B). KOHTPOS 33 XOAOM Peaxkmuit M YHUCTOTOM MOy YCHHbIX
coepuueny#t ocymectsisum MetonoM TCX na mractuskax Silufol UV-254, npossienve mapaMu uoga
HJIM BOMHBIM PaCTBOPOM NIEPMAHTAHATA KAJIHS.

XapakTepuCTHKY U ZaHHbBIE CIIEKTPOB HOBBIX COEAMHEHMI IPUBEACHBI B Tafuie.

3-TuapoxCH-3-MeTII-6-TpEdTOpMEeTHII- 2, 3- TurHAp-4H-mipan-4-o8 (I) noxyued KOHAEHCa-
mue#t 2-aneTmn-2-MeTWIOKCUPaHa ¢ STWITpUdTOpaneraToM B HPUCYTCTBMM M30OpOmWiaTa HATPUS
[14].

S-Mertmi-2-tprpropmermi-4H-nmupan-4-ox (II1) . K pacteopy 13,8 r (0,07 MOJIB) THUAPOKCUITUDA-
uona I B 20 mur (0,25 Monb) nupHiMHa pH NepeMENIMBAHMY U OxJaxgenuu g0 —15 °C gobarusior mo
ramwpm 7,1 Ma (0,10 mois) SOCK: B rewenue 20 mun. Iocne 8 g nepememmsanus npu 0...5 °C peakup-
OHHYIO MacCy PasJiaraloT OCTOpOXKHBIM fAobasierueM 30 r IbAA ¥ SKCTParupyror adupom (5 x 25 mu).
ObbeauneHnHble )UPHBIE BBITSOKKY CYHIAT 6e3BOHBIM Cyib(haToM HATPHS, OCTATOK JIOCHE YAAIEHHMS
adupa pacteopsior B 15,0 M (0,11 MOMB) TPHITHIAMKMHA M KHIISITST 4 9. AMMH YIapHBAIOT IIPY TIOHK~-
JKEHHOM HaBJICHUM, OCTATOK pa3fbasisor 10 M1 BOABL U SKCTParupyioT 3dupom (5 x 20 mur). ICTpakT
npoMebiBaoT 109, Comnsmoi KMCIoTOR, 3aTeM PacTBOPOM GuxapboHaTa HATPUSE, CyIHAT OE3BOFHBIM CYJib-
thatom HaTpHs. OCTaTOK IOCIIE OTFOHKY d(pupa DPaKMOHUPYIOT IPH MOHMKEHHOM fasieamu. Iloxyya-
10t 8,9 r mupasosa 1, xoropx;n‘& MOMET OBITh AONOJIHMTENHHO OYMINEH HU3KOTEMIIEPATYPHOM KPUCTAI-
NM3aIMeH 3 NEHTAaHA. ! .

Boienenne 2,3-aurnipo-3-MeTin-6-tpudropmerna-3-xiaop-4H-mupan-4-o8a (IV). Heouwm-
HIEHHBI NPOAYKT, HOXyYEHNbIA, KK YKA3aHO BhIIE, Py B3aumozesicTemu 1,7 r (9 MMonb) ruApoKCcHU-
mupanona I ¢ 0,9 mn (13 Mmoas) SOCHz2 B 3,0 Ma (37 Mmonb) nmpusMHa, HE noasepras obpaborke
TPHITHAZMMHOM, XPOMAaTOrpacbupyIoT Ha KOJOHKE C cuumkareneM (amoenT xiopodopm) . Hocaenosa-
TesbHO BeiAesoT 0,2 ¢ (10%,) xmopuaa IV u 1,0 r (629,) mupasona OI.

4-T'uapOKCH-5-MeTia-2-TpudropMerenupaud (I). K pacteopy 9,4 r (0,05 Moub) mupanona T
B 20 M MeTanosa npumsaiot 8 M (0,12 Moms) 259, BOXHONO aMMHAKa ¥ HATPEBAIOT CMECH NIPH CIafoM
xunenvu § 1. OCTaTox HOCie yAaJle U METAHOA KPUCTAILTH3YIOT U3 Toyona. Ioxyusator 8,8 r ruapo-
xcunupuamaa I1.

MeTIHpORaHAE I'MAPOKCHTHAPHANHA Il HOAMETaHOM B areroHe. Pacreop 1,5 r (8,5 mMoums)
ruppoxkcurmpuauna I u 3,7 mu (60 mMous) moyMeTana B 50 M CyxOro aeToHa KUITITAT 2 9 B IIPUCYT-
creuu 1,4 (10 Mons) morama. OxJa>xAeHHYI0 CMECH (PUITPYIOT, alI€TOH yIIAPUBAIOT, OCTATOK PACTBO-
psiroT B X10podOpME, MPOMBIBAIOT BOAOIA, 3aTeM 10%, pactsopoM TroCynbdbara HATPHS U CyAT 6e3BOA-
HBIM cysibtaToM HaTpus. Ocratox Hocse yaateHus xiopodopMa XpoMaTorpadupyioT Ha KOJOHKE €
OKHMCHIO aJIoMHMEMs (NoeHT 3dup—merason ¢ rpaguestoMm ot 10 : 1 go 1 : 10). IlocnegosaTeasao
seiensiioT 0,7 r (41 %) Metokcunupumuna VIu 0,9 r (55%) mupupuuona V. )

1,5-Tumerrnn-2-rpudtopmeri-4 (1H) -mapuxun-4-o8 (V). K pacrsopy 1,5 r (8,4 mmois) mpa-
sHoHa 11 B § mut MeTanona mpwmsaior 1,7 Mu (13 mmoms) 25%, BOAHOrO pacTBOpa METHJIAMMEHA U
HATPEBRIOT CMECH Npu CraboM Kumenuu B Teuer e 3 u. OCTaTOK Nocsie yAAIEH!S METAHOMA KPUCTAIUIM-
3yr0T U3 srTInanerara. Hoxyuaror 1,5 r mupuguHoHA V.

5-Merua-2-tpudpropmerii-4-xiaopmapuiys (VID. K pacreopy 29,0 r (0,14 mose) PCls B 125 M
POCI3 gobasmsor B st mpuemos 12,3 1 (0,07 Momp) ruapokcummpuauaa L. Iocke okoruanus 6yprO
peaxuuu (npumMepso 30 Mun) cMech KumtarsT 16 4, 3aTeM OTTOHSIOT GOMBHIYIO 9acTh POCl3 TIpU O0BIIHOM
nasnenvi. QCTABIIYIOCS MACCY OXJIRXKAAIOT HA JISASHON 6aHe U OCTOPOXKHO pasiaraior gofasieHviem
100 1 BOZBI, HEHATPAJIMAYIOT 0 CIAGOMIEIOTHOM CPEBI PACTBOPOM IMAPOKCHAA KaJIHst, OPraHHIeCKUl
CJO OTHESAIOT, BOFHBIN IKCTPATHPYIOT XA0podopMoM (§ x 30 mir). OObeaMHEHHbIE BRITSKKY CyIOaT
Ge3sonusM CysbhaToM HATPUS U OCTATOK HOCAE YAAJIEHMS XI0PO0dOPMA NEPETOHSIOT DY MOHKKECHHOM
naexenvu. Iomyqaror 10,8 r xinopmupunmuaa VIIL

5-Mermi-4-meroxcu-2-tpadropmerimupaane (VI). Pacreopsior 0,5 r (20 MMOiB) HaTpug B
50 mux cyxoro Meranona, fobasnsor 4,0 r (20 monp) xnoprmpraunaa VII u cMecs xumsrar 15 9. Ocratox
TOCIE YAANEHMS METAHOMA 00pabaTsmaror 10 Mt BOgs! ¥ SKCTparupyroT sdupom (5 x 10 M), opranu-
HECKYIO BHITSDKKY CYMAT 6e3B0xHbM CyabdaTom Hatpus. D(Up yIAPUBAIOT ¥ TIEPETOHKO IPY TIOHH-
KEHHOM JABJICHUM HONYHAi0T 3,3 r MeTokcunupuamHa VI.
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