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CUHTE3 'ETEPOLIMKJINYECKUX CUCTEM HA OCHOBE
B3AUMMO/IEVICTBUA 4,6- TUMETUITTAPUMUIUH-2-WI-LHIUAHAMUW A
C METWIEHAKTUBHBLIMU COEAUHEHUSAMMU
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Bopoueacckuii 2ocyoapcemeennwiii yHusepcumem

Pa3pa60TaH1>1 IOAXO0AbI K CUHTE3Y HEKOTOPBIX T€TCPOIUUKIIMYCCKUX CUCTEM Ha OCHOBEC B3aU-
MOHCﬁCT BUSL 4,6-I[I/IM€T I/UIHI/IpI/IMI/IIII/IH—Z—I/UI-HI/IaHaMI/II[a C TUKJIIMYCCKNUMHU METUICHAKTHBHBIMH
COCANHEHUSAMU B IIPUCYTCTBUU alICTUIIALICTOHATA HUKETIA.

BBEJEHUE

3amelreHHbIe IMaHaAMUIBI ITUPOKO UCTIOIB3YIOTCS B
CHHTE3€ PA3HOOOPA3HBIX IMHEWHO CBI3aHHBIX U KOH/ICH-
CHUPOBAHHBIX A30TCOJIEPIKAIINX TETEPOITUKITITUSCKIX CH-
CTeM: IIUTO3UHA, 2-TUONMTO3WHA, MUpUMHUA0[4,5-
dlmuprmvunmHa, upuno[2,3-dimupumumiza, 1,3-okca-
31H-4-OHa, 8-azanypuHa, MMPUMUANH-4-THOHA U
np. [1pu 5TOM, UCTIONB30BAaHUE B KAYECTBE CHHTOHA 4,6-
JAMETUIIITAPUMUATIH-2-WT-IHaHaMuia 1 orpaHuIeHo
€MMHUYHBIMY JIUTePATy PHBIMU CChITKaMu. OHAKO, TTH-
PUMUIUHOBBIN ITUKJI BCTPEYAETCS BO MHOTHX JIeKap-
CTBEHHBIX CPE/ICTBAX C IIIMPOKHUM CIIEKTPOM (HHU3HOJIO-
rudeckoro aeiicteus [1, 2]. Kpome toro, 4,6-numern-
MU PUMUIAH-2-WI-ITHaHaMUz] 1, COIep Kaliii aK THBUPO-
BaHHYIO 32 CUET 3JIEKTPOHOAKIIEITOPHBIX CBOWCTB TTH-
PYIMUMHOBOTO ITUKJIA HUTPUJIBHYIO TPYIIILY, TTPOSIBIIS-
€T BBICOKYIO PEaKIIMOHHYIO CTOCOOHOCTH HE TOJBKO 110
OTHOIIICHUIO K HyKJICO(pHIaM, HO U K METHJICHAK THBHBIM
coemmHeHMM [3, 4]. Icxomst m3 3TOT0, MBI HCCIICIOBAITH
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YCTaHOBIIEHO, YTO HAaMMEHbBIIIEE BPEMsI PEaKIIUU
(oxor1o0 1 yaca) 1 MAKCUMAJTbHBIN BBIXOT IIEJIEBOTO TIPO-
nykTa (10 65%) mocTUraeTcs py UCTIOIb30BAHUM B Ka-
YeCTBE PACTBOPUTEISI HAMOOJIee TIOJISIPHOTO M BBICOKO-
KHUTISIIETro IMMeTHIopMamMuia. ITo CBA3aHO, OUECBH/I-
HO, C €ro OOJIbIIIEH, TIO CPABHEHHIO C IPYTMMH HUCTIONb-
30BaHHBIMHU PACTBOPUTEIISIMHU, PACTBOPSIFOIIEH CITOCO0-
HOCTBIO TSl IPOMEKYTOYHOTO XEITaTHOTO KOMILIEKCA.

Hmenno mumetnidopmamu ObLT 1ajiee UCTIONb30-
BaH HAMH B KAUECTBE PACTBOPUTEIIS B ITPOIIECCAX B3aH-
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BO3MO>KHOCTH CUHTE3a Ha OCHOBE 4, 6-TMMEeTHIITUPUMU-
JIUH-2-Wwi-liraHamMuia 1 pazHooOpa3HbIX IMHEHHO CBsI-
3aHHBIX 230TCOJIEPXKAIIMX TETEPOIKIINIECKUX CUCTEM.

OBCYXIAEHUE PE3VYJIIbTATOB

Panee coobmianock 06 ycIenrHoM MpoBEACHUH Ka-
TATUTHUYECKON peakiiiu Mexy 4,0-TiMeTHIIITHPUMU-
JIMH-2-WIT-IIHaHaMuaoM 1 1 aneTuiameToHoM [3], a Tak-
e MUKIINIeCKUMHU [-mukeronamu [4] . [Tpu atom, B Ka-
YeCTBE KaTaTN3aTOPa UCTIOIH30BAJICS AIIETHIIAIIETOHAT
HUKEJIs, a B KauecTBe pacTBoputelist — 6eH30:1. C 11eJTbIo
ONTUMU3AIHHN NPOIIecca B3aNMO/ICHCTBYS 4,60-TUMETHII-
MUPUMUIMH-2-WI-IMaHaMuza 1 ¢ IUKIMYECKUMH METH-
JICHAKTUBHBIMUA COCTMHCHUSAMUA HAMU Ha ITPUMEPE ITPO-
CTEHIIIeH BBIIIEYKA3aHHON PeaKIuy U3yUeHO BIIMSTHHE
pacTtBopuTerel Ha BpeMs PEaKIIMU 1 BBIXOJ LIEJIEBOTO
kereHamuHais 2. Kpome mpemioxeHHoro paHee OeH-
30712, OBUTH MCMOJBL30BAHBI CIIETYIONINE alPOTOHHBIE
pacTBOpUTENTH: TOIYOJI, TeTparuapodypaH, JUOKCaH,
JUMeTII(hopMaMUT.
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MOIEUCTBUSA 4,6-TUMETHIIITMPUMUTAH-2-UI-ITHaHAMH-
Ja 1 ¢ NUKITUYIECKUMH METHJICHAKTUBHBIMU COEJTHE-
HUSIMH B TIPYICY TCTBHU KATAJIMTUICCKUX KOJTMIECTB alle-
TUJIAllCTOHATA HUKEIS. B KadecTBe MMKITMYECKUX Me-
TUJICHAKTHBHBIX COCAMHEHUM OBLTH BHIOPAHBI IOCTYII-
HbIe 5-METUIINHUPA30JIOH-3, S-MeTHII-1-hennmmpaszo-
JIOH-3, 6apOUTYpOBast KUCIOTA U 4-THIPOKCUKYMAPHH,
CYILIECTBYIOIINNA MPEUMYIIIECTBEHHO B KETOHHOW Tay-
TOMEPHOI (hopme:
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Ha cxeme npuBeneHbI CTPYKTYPHBIE GOPMYJIBI CO-

OTBCTCTBYIOIIMX aAAYKTOB B3aMMOOCHCTBUS 4,6-,I[I/IM€-
TI/IJ'IHI/IpI/IMI/II[I/IH-Z-I/IJ'I-I_II/IaHaMI/II[a l. C IUKIINYCCKNMU
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METWICHAKTUBHBIMU COEIMHEHUSMU. B cirydae S-meTn-
MUPa30JI0HA-3 U S-MeTWII- 1 -heHMmUpa3oioHa-3 Bhije-
JIEHBI C YMEPEHHBIMU BbIxogamMu oxumaembie N-(4,6-
JTIUMETUITITA PAMUITAIT-2)-TMAMUHOMETUIICHITUPA30JIOHBI
34. AnaornaHo 0e3 OCITOKHEHUI TIPOTEKAET U B3au-
MojieiicTBIE ¢ 0apOUTYpPOBOM KUCTIOTOM, TPUBO/ISILLIEE,
COOTBETCTBEHHO, K N-(4,6-TuMeTU I PUMUTAH-2-1JT)-
JTMAMUHOMETUIIEHIUPUMHUINH-2,4,6-TpHOHY 5.
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ITpu ncronp30BaHUN B KAYECTBE ITUKIINIECKOTO Me-
TWJICHAKTUBHOTO COENMHEHUS 4-THIPOKCHUKyMapyuHa
BMecTO oxumgaeMoro N-(4,6-TuMeTHImpUMuInH-2-
WJ1)-TMaMUHOMETHIIEHXpOMaHa 6 HaMU HEOKUIAHHO
BBIJIEJIEH JITYKT 7, SBJISIFOLIUICS ITPOAYKTOM KOHJICH-
calyy IMaMIUHOMETHIIEHXpoMaHa 6 erre ¢ 0HoM MoJIe-

Kynou 4-runpokcukymapraa. O0pa3oBaHue aiIyKTa 7,
MOMHMO YKa3aHHOTO Ha CXeMe M OOCYKIIEHHOTO BBIIIIE
BapUAHTA, MOXKET IIPOTEKATH M YEPE3 IIPEABAPUTEIBHYIO
CTaJINFO CAMOKOH/ICHCAIINH JIBYX MOJIEKYJT 4-THAPOKCH-
KyMapHHa 110 HIKEeyKa3aHHOM peaKIlu:
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Bce nporeccrl B3aumoeicTsus 4,6-1MMeTIIIITUPU-
MUOUH-2-WI-LHaHaMyaa 1 ¢ HUKIMYECKUMHI METHIIEHAK-
TUBHBIMU COCTMHCHUSAMMU B ITIPUCYTCTBUU KATAJIMTHUYCC-
KHMX KOJIMUECTB alleTUIAlIETOHATA HUKENSl, OUEBUIHO,
IIPOTEKAIOT Yepe3 00pa30BAHUE COOTBETCTBYIOIIUX IIPO-

MEXYTOYHBIX XEIATHBIX KOMIUIEKCOB, aHAJIOTUYHBIX
ONMCAHHBIM paHee /17151 60J1ee MPOCTHIX aITYKTOB B3au-
MOJICHCTBYS [IMAHAMU/IOB C METWIIEHAKTUBHBIMHU COE/TU-
HEHMsIMU. B HateM cimydae mpoMeXyTOUHBIM XeaTaM
MOXHO IIPUIHCATH HIKEYKA3aHHBIE CTPYKTYPBL:
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Bce cuntesupopannbie N-(4,6-AMMeTHIITAPUMETAH-
2-WJ1)-AMaMIHOMETUJICHTETEPOIUKITBI 3-7 MPEACTaBIIS-
10T COOO0¥ OECIIBETHBIE WITH KEITOBATHIE KPUCTAJITAYEC-
KU€E BEIIECTBA C BLICOKUMH TEMITEpATypaMH TUTABIICHUS,
OTPaHUUYEHHO PACTBOPUMBIE B CITUPTAX, OEH30JIIE, TOITY-
oJTe, TMOKCaHe, alleToHe, XJI0podopme; XOpoIIo — B JAU-
Metwipopmamuzie. X BBIXO/bI, JAHHBIE 3JIEMEHTHOTO
aHAIN3a ¥ XapaKTEPUCTUKH ITPUBENICHBI B Ta0uIie 1.

CrpoeHue BceX CHHTE3UPOBaHHBIX N-(4,6-quMeTiI-
MTUPUMUIAH-2-1IT)-AMaAMIHOMETHIICHT €TePOLIMKIIOB 3-7

JokazaHo MeTooM I IMP-ciekTpockonuu (Tabiuiia 2).

B cnexrpe ITMP N-(4,6-muMeTHIIITHPUMUTAH-2-H01)-
JUAMUHOMETHUIIEH-4-(DEHUITITPA30JIOHA 4 CUTHATBI IBYX
METWIBHBIX TPYI MUPUMUAWIBHOTO IMKIIA HAOIIo1a-
FOTCS B BUJIC IBYX CUHIJICTOB Iipn 2,40 1 2,42 m.1. CuHr-
ner CH-npoToHa 3toro e nukia — npu 7,02 M.11., apo-
MaTHYECKHe MPOTOHBI (PEHNIIA — B BUIIE MYJIbTUILIETA ITPH
7,1-8,0 m.11. Kpome 3T0Or0 B ClieKTpe HAOIFOIAt0TCS VI~
peHHble cuHTIeTh TpeX NH mpoTOHOB B TOBOJIBHO 1ITH-
pokoM unteppaie —pu 7,80 m.x., 10,18 m.a. u 12,80 m.1.
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Tabmuya 1
XapakTepucTUKH 3aMeléHHBIX MeTHJIeHIMAMUHOB 2-5,7
Haiineno, %
- B , %
Ne bpyrro M, r/moI1b pIMCTCH, Tm., °C Brixom,%
¢dhopmyna C H N
57,89 6,63 22,77
2 | CoHigN4O, 248 58.06 6.45 2258 165-168 55
63,20 5,69 26,19
3 C17H 18N60 322 63,35 5’59 26,09 >300 37
53,58 572 34,15
4 C]_]_H 14N60 246 53,66 5,69 34,15 >300 43
47,60 413 30,58
5 CioH12NsO3 276 47.83 434 30.43 172-174 40
65,94 4,09 12,13
7 CoxsH1gN4Os5 454 66,08 3.96 12.33 232-234 35
Tabmuya 2

Cnexrpbl [IMP N-(4,6-1uMe THINHPUMHIUH-2-1JT)-THAMUHOMETHIEHT€TEPOIIUKIOB 3-7

Coennu-

HCHHC

XuMudeckuii casur, O, M. JI.

10,18, 12,80 (3H, 3 ym. ¢, NH)

3 2,40, 2,43 (6H, 2¢, 4 ,6'—CH3); 2,57 (3H, ¢, CHa); 7,00 (1H, ¢, CHuupumn); 7,80,

10,18, 12,80 (3H, 3 yur. ¢, NH)

4 2,40, 2,42 (6H, 2¢, 4,6 -CH3); 7,02 (1H, C, CHypman); 7,1-8,0 (5H, m, apowm.); 7,80,

10,65 (2H, yur.c, NH)

5 2,42 (6H, ¢, 2 CHa); 7,02 (1H, €, CHumpmen);, 10,30, 11,92, 13,20 (3H, 3 yur. ¢, NH);

10,93, 13,75 (3H, 3 yur. ¢, NH)

7 2,40, 2,42 (6H, 2¢, 4 ,6'-CHy); 7,09 (1H, C, CHumpman); 7,3-8,0 (8H, », apow.); 10,70,

IMocnennuii CHHTTIET CleMyeT, OYeBUTHO, OTHECTH K HAM-
6osee kuciomy NH mpoToHy, CBI3aHHOMY C 9JIEKTPOHO-
aKIIETTTOPHBIM MUPUMUTUITEHBIM ITUKIIOM, a TIEPBhIE 1Ba
— K aMuHOTpyIIIe. Paciernienne CHrHaioB IByX MPOTO-
HOB TIOCIIE/THEH Ha JTBA CUHIJIETA CBUJIETENTLCTBYET O CY-
1ectBoBaHUU N-(4,6-IMMETUITITAPUMUTIH-2-FT)-qHaAMH-
HOMETHWICHITUPa30J10HOB 34 B Buze E,Z-m3oMepoB. dTiM
e MOYKHO OOBSICHUTD TAKOH IIMPOKUI MHTEPBAIT MYJTh-
THIUTEeTa A1 (peHmIbHOrO (hparMeHTa B ciydae N-(4,6-
JIMETWITITUPUMUINH-2-1T)-THAMUIHOMETUITEH-4-(peHIT-
npa3osoHa 4.

B cniekrpe ITMP N-(4,6-muMe THITITH pUMUTAH-2-1T)-
JTUAaMUHOMETUJIEH-TUPUMUINH-2,4,6-TpUOHa 5 U3-3a
CUMMETPUYHOCTH TTMPUMHUIUHTPHUOHOBOTO IUKIIA U,
COOTBETCTBEHHO, OTCYTCTBUS E,Z-m30Meprn CUTHAIIBI
JIByX TIPOTOHOB aMUHOTPYIIHI HAOIOAAIOTCS B BUJIE
yimmpeHHoro cuHrieta rmpu 10,65 m.a. B criektpe IIMP
aJyTyKTa / 3TH )K€ IPOTOHBI 13-3a E,Z-n3omMepun HaOr0-
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JTAIOTCSI B BUJIE IBYX YIIIMPEHHBIX CUHIIIETOB 1pu 10,70
u 10,93 m.1. Kpome Toro, B apomaTiueckoit obiactu
HabJro1aeTCsl MyJIbTUILIET UMEHHO 9 TPOTOHOB (BKJIIO-
yasi CHHIJICT MUPUMUIMIIEHOT O ITPOTOHA ITpH 7,09 M.11.),
YTO U MO3BOJIMIIO HAM OJTHO3HAYHO NPUIHCATH 3TOMY
AUTYKTY CTPYKTYPY 7 C IBYMS CIIUTBIMH KYMapUHOBBI-
MU LIUKJIAMH.

SKCINEPUMEHTAJIBHASA YACTb

KonTpois 3a X0moM peakiuy U WHANBUTY AJTbHOC-
THIO TTOJTyUYEHHBIX BEIIECTB OCYIIECTBIISIIN METOIOM
TCX na mmactunax Merck UV-254, 35mroeHThI — NHIH-
BUAyaJIbHbIE PACTBOPUTEIH (UETHIPEXXJIOPUCTBIH yIJIe-
pox, 6eH30:1, XxJ1I0poopM, alleTOH, METAHOIT) U UX CMe-
CH B pas3iuYHbIX cooTHoieHusx. Crektpsl AMP H
cHsTBI Ha ipudope Bruker AC-300 (300 MI') 8 AMCO-
d, wm JIMCO-d+CCL , 0OTHOCHTEILHO TETPAMETHIICH-
JIaHa, Macc-CeKTPpbI — Ha mpudope LKB 9000, sueprus
HOHU3UPYIOIINX 371eKTpoHOB 70 3B.
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4,6-nuMeTHIIIMpUMUINH-2-wi-manavun (1). 240 ¢
(2,86 monp) muimanauamMuga cMermBam ¢ 2 N pacTBo-
pom NaOH (120 mu), pacTBOPSITH MPU HATPEBAHUU B 1 71
MUCTUWITMPOBAaHHOM BObI M gobasisuu 402 r (4,41
MOJTh) atieTriianeToHa. CMech KUsSTiwv B TeueHne 10
4. Ha ciemyronmii 1eHb BBINABIINI OCAIOK OT(HUITBT-
poBanu, a GUIBTPAT KUTISITHIIH eIlie 2 JHSI C TTPOMEKY-
TOYHBIM OTJIEJICHUEM BBITIABIIETO ocaaka. OThUILTPO-
BaHHBIE OCAJKU OOBEIUHSIIN, TTPOMBIBAIIA JUCTHILTHU-
POBaHHOI BOJIOM 10 HEUTPAIIBHON PEAKIINH U CYILVIIN
nipu T=70°C. Boixon 57%. Tmn.=235°C.

3-lamuno~(4,6-muMe THIMHPUMITHH-2-WJIAMIAHO )-Me-
TwieH]-nenran-2,4-muon (2). 3 (0,02 mons) 1, 21 (0,02
Monb) aretunarierona u 0,51 r (0,002 moms) aneruna-
nieToHata Hukens Harpesaau npu 110-120 °C B mume-
TrihopMamuIe B TeueHre 2 4acoB. PeakiimoHHyo mac-
Cy ynapHBaJi, BBITIABIIHMI 0CaJ0K OT(HUITETPOBBIBATII
1 TIEPEKPUCTAINTU30BBIBATIN U3 TeTparuapodypaHa.
Trn.=165-168°C. Beixom 65%.

3ameménnnie MeTwienauamMunnl (3-5,7). 2 1 (0,0135
MoJb) cyoctparta 1, 0,0135 monp pearenta u 1,19 r
(0,0068 morp) areTHIaIETOHaTa HUKETIS HATPEBAIU B
cyxom qumetmidopmamuie,ipu T=120°C, B Teuenue 1-
8 yacoB. PeakiimonHyio Maccy BpIIMBaU B Bosty. O6pa-
30BABIIIUICS 0CAJTOK OT(HIITHTPOBBIBAIIH U IIEPEKPUCTATT-
JIM30BBIBAIM U3 AUMETIIIpopMamuaa. Beixoms! u Tem-
niepatypsbl iasnenust: 3 (67%, >300°C); 4 (43%, >300°C);
5 (40%, 172-174°C); 7 (35%, 232-234°C).
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