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Kntouesvie cnosa: Annomayus. Viccnedosaro numposarue 4-xn0p-3-Humpoben3oiinoti

4-xn0p-3-HUMpobeH30lIHATL Kuc- kucnomot. Cy6cmpam s6semcs cunvHo 0e3aKmusupoB8anHoim 07 peax-

noma, conu N-(2,6-0unumpoapun)-  yuii SgAr, u mpebymcs xecmxue ycnoeus O ux nposedeHus (6e3600-

nupuounus, N-(2,6-0ounumpoapun)-  Houi KNO; 6 konyenmpuposantoti H:SO4 npu 165 °C 6 meuerue 10 ua-

nunepuoUHbl, HUMpPosarue, K6a- co08). Paspabomarvt metnoouxu npespauieHus 4-xnop-3,5-ounumpoden-

mepHu3ayus nupuouHa 30UHOTL KUCTIOMDBL U €€ CTIONHO20 IPUPA 8 HOBblE NONMUUUKTUUECKUE ClU-
cmembl, codepicausue NUPUOUHOBBLLL UNU NUNEPUOUHOBBLE pasmeHmbl 8
peakyusax KkeamepHU3AUUU U 60CCINAHOBIEHUS.
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BBengenue

2,6-JuHNTpOraNIOreHOEH30/Ibl ABJIAITCA IIeHHBIMY IPOAYKTaMI OPTaHMYECKOTO CVH-
Te3a, TaK KaK HaXOJAT IIPYMeHeHMe B ITOTy4eHN) OM0/IOrMYecKy akTUBHBIX BellecTs [1-13].

[Tpu aTOM A1 HGOPMMPOBAHNA TAKMX COEVIHEHNI 2,6-[UHUTPOTa/IOreHOEH30/Ibl BBOJAT
B PeaKIUIO C TeTePOLVIK/INYeCKMMI (pparMeHTaMM MM IIPeBPaIaioT B YaCTh KOH/IEHCHPOBaH-
HOJ1 T€T€POLVMKINYECKOI CUCTEMBI. VI3BECTHO, 4YTO a30TCOAIep>KallJie TETEPOLVIK/IBI CYNTAIOTCA
OJHVMMM 13 Hambosee 3HAYMMBIX CTPYKTYPHBIX KOMIIOHEHTOB JIEKAPCTBEHHBIX IIpeIapaToB
[14-15] u ;ByMA caMBIMU pacIIpOCTPAaHEHHBIMI SBJIAIOTCA MUIIEPUAVH U IMPpUANH [16-17].

B To e BpeMst cuHTe3 2,6- IV HUTPOTaIOreHOeH30/10B 3aTPyAHEH, TaK KakK OOBIYHBII CIIO-
co0 TONMy4eHNs HUTPOTA/JIOTEHAPEHOB 4epe3 HUTPOBAHUE ABJIAETCA HEMOAXOMAIIVM U3-3a
mema-opueHTHpYoIero apdexra NO,-Irpynisl, YT0 IPUBOANUT K M30MEPHBIM 2,4-IMHUTPO-
apeHaM. DTO CHJIPHO yBe/IMUMBAET CTOMMOCTD IIOfJOOHBIX BEILlleCTB 1 IPENATCTBYeT IIPOU3BOJ -
CTBY IIMPOKOTO KPyra IOJIE3HbIX COEeITHEHNI HAa X OCHOBE.

[l n3beranus BbILIEHa3BaHHOI MPOOIEMBI TpeOyeTcst 6/I0KMPOBATh YeTBEPTOE MOJI0-
JKEeHIe apOMaTI4eCKOro Koblia. [Tomxopsamieit rpynioit s 3Toro mo pAxy Ipu4muH ABIAETCA
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KapOOKcubHasA: 1) B 4-rajoreH-3-HUTPOOEH30THON KIUCTIOTe OHAa OPUEHTUPYET BCTYIUICHE
BTOpOii NO,-Tpymnsl B TpebyeMoe MO0XKeHMe, 2) OHA CIIOCOOHA K XMMIYECKOiT TpaHchopMa-
VY C HOJTyYeHMeM IIPOM3BOJAHBIX KapOOHOBBIX KMC/IOT (Hampumep, CIOKHBIX 3(UPOB) U
3) crtoco6Ha OTILIEIIATHCS IPYU JeKapOOKCUINPOBAHUL.

Llenbio faHHO pabOTHI AB/IAETCA pa3paboTKa METOMVK IIpeBpalieHns 4-X10p-3-HUTpo-
0eH30JIHOJI KMC/IOTHI B 2,6-JUHUTPOTA/IOT€HAPEHBI, C TOC/IEYIOIIMM BBeJleH/eM B HIX a30TCO-
Jlep>Kalllero reTepOoLMKINYecKoro GpparMeHTa.

OcHoBHasA 4YacTh

Ha nepBoMm aramne paboTs Obla IpoBefieHa 0TPabOTKa METOAVIKY HUTPOBaHMA 4-X/I0p-
3-unuTpobensoiiHoi KucnoTsl (1). YuutsiBas mesaxtusupytommit apdexr NO,- 1 COOH-
TPYIIIL, MCIIOTb30BAIM O€3BOHBIN HUTPAT Ka/lysi B KOHIIEHTPUPOBAHHOI CEPHO KUCTIOTE:

ON
KNO,
ol COOH — (i COOH
H,SO,
ON O,N
1 2

ITepBoHavanbHO HUTpOBaHMe NpoBoAwIM Ipu 120 °C B TedeHMe 5 4acoB NpU COOTHOLIE-
HUM CyOCcTpat: HUTpylowuii areHT = 1 k 1.2. [Tocsie cuHTe3a peakIMOHHYI0 MacCy OXTaXKaIu 1
BBUIMBA/IN B JIEN. BhIaBIImii )keNTOBATHIN 0CafloK OT(GUIBTPOBBIBAIN IIOJ BAKYYMOM, IIPOMBI-
Bas BOJOI, M CYIIM/IN B CymIMIbHOM IIKady. VI3 cyxoro ocratka orémpanyu mpoOy U aHaIN3M-
POBa/IM COOTHOLIEHVE VICXOZHOTO 1 K MPOAYKTY peakumu — 4-X10p-3,5-FMHUTPOOEH30IHO
Kucnote (2) ¢ momolnbio uHTerprpoBanns curanoB B 'H SIMP-cnekrpax. [Tonydennsie pe-
3y/IbTAThI IIpeJiCTaB/IeHbl B Tabuie 1.

Ta6mmua 1. Kousepcust 4-x0p-3-HutpobensoitHoit kucmors! (1) B 4-x710p-3,5-AMHIUTPOOEH30IHYI0 KUCIOTY (2)
IIpY HUTPOBAHUM HUTPATOM KajlMisi B CEPHOIL KUCTOTe

Ne ombrTa Temneparypa, °C Bpems peakuum, 9 CoorHouenue 1 x 2

1 120 5 3

2 140 5 1.6
3 140 8 0.38
4 130 10 0.27
5 140 10 0.20
6 150 10 0.15
7 160 10 0.04
8 165 10 0.01
9 170 7 -

*- peakLMOHHAs Macca IPUOOpPea YePHbIIT LIBET, II09TOMY OIIBIT IPEKPATIIIN.

ITpu sTom Gonbias 4acTh CyOCTpaTa OCTaBaach HelpopearupoBasiueli (onsIT 1). ITo
CBUJIETE/IbCTBOBA/IO O HU3KOJI PeaKIOHHOI cIocoOHOCTM KUCIOTH 1 B peakiyax SgAr. ITo-
3TOMY /IS TIO/Ty4eHUs 1IeJIeBOTO IPOAYKTa OBUIO IPOBEJIeHO BapbUpOBaHNe TeMIIepaTypsl 1
BPEMEHMU IIpoLiecca HUTPOBAHNA.

Oxkasanoch, YTO MUHUMAIbHOE COflep>KaHMe VICXOJHOTO COeNMHEHNS HabMI0[amoch Ipn
HUTpoBaHMM B TedeHme 10 dvacoB mpu Temmeparype 165 °C um JBYKpaTHOM WM30BITKE
KNO:; (ombrT 8). Bpixop mpopykra coctaBmn 68%. Takoe HEBBICOKOE KOMMYECTBO, IO-
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BUJJVIMOMY, BbI3BAHO JECTPYKTUBHBIMM OKMCIUTEIbHBIMU IPOLECCAMI B Cpefie TOpAYell cep-
HOJ KMUCIOTHI. JlanbHelilIee MOBbIIIEHNE TEMIIEPATYPhl CUHTE3a IPUBOAMIO K IIOYEPHEHNIO U
OCMOJIEHUIO PeaKLMIOHHON Macchl (OIBIT 9).

[lanee Obima mpoBefeHa QYHKUMOHAMM3ALUA 4-X710p-3,5-AMHUTPOOEH30THON KUC-
TOTHI (2) B peakuy HyK/Ieo(UIbHOTO 3aMell[eHs] ¥ al[VJIbHOTO aTOMa YIIEPOJia C ILe/IbI0 I0-
JIy9UTD CIIOXKHBIN 9¢up 3:

O,N O,N O,N
PCI, C,H-OH ,9
Ccl COOH ——— ClI cocl ——— Cl c
Tonyon, 24 ‘OEt
02N KnneHune 02N 02N
2 3

[l71s1 aTOrO BHaYaIe MpeBpalamy CyoCcTpaT B XITOPaHTUAPUT AE/ICTBYEM IIATUXIOPUCTOTO
¢docdopa. ITomydeHHDIT IPOAYKT He BBIIE/IANN, A IPSAMO B KONIOY K HeMY B0OaBism 06e3Bo-
JKEHHBIV 9TaHOJI U IlepeMelIVBa/IN 2 Yaca, [T0C/Ie Yero ynapuamm n30biTok ciiipra. [Ipu oxna-
JKIEHUY IPOVICXO[VIA KPUCTA/UIN3ALMS 1eJIeBOro 9TWI 4-x10p-3,5-guHnTpobensoara (3) ¢
BbIxOmIOM 82%.

Mlanee 6N TOCTAaB/IEHBI OMBITHI 110 GOPMUPOBAHUIO U3 2 1 3 YeTBEPTUYHBIX COJIEN N -
PUMHUS B peaKMy KBaTepHU3AL[UYU MAPUUHA:

2 Cl 2
aueToH e}
7\ + C|4©—000H—></ e
_ 569C \__
8y OH
ON O,N
2 4

B ciyyae KucmoThl 2 mpoliecc Be/u B pacTBOpe 00e3BO>KEHHOTO alleTOHa ITPY HarpeBaHUI
u nepeMemnBanuy. [To Mepe mpoTekaHus peakuyuy B KoOe MOSBIISIICH YaCTUL[bI HEPACTBO-
puMoii B anjetoHe comyu mupuavaus 4. [Toce 8 4acoB pacTBOp OXymaXKaamm 1 OTGUIbTPOBBI-
BaJ/IM BBINTABILINIT OCAJIOK >KE/ITOTO IIBETa, IPOMBIBA/IN CBEXKMM alleTOHOM ¥ CYyLIM/IN B LIKady.
Boixop xmopup N-(4-kap6okcu-2,6-guHutpodenmn)uupuanaus coctasuwn 80%. 'H SIMP-
CIIeKTp NPOAyKTa NpeficTaBeH Ha puc. 1.
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Puc. 1. 'H SMP-cuextp xmopupa N-(4-kap6oxcu-2,6-guantpodenwn)uupunyaus (Bruker DRX400,
SF=400 MI'u, pactBopuTens 1 BHyTpeHHUIt cranfapt DMSO-dg)
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Ha uém 6b1710 5 curHanos: 4 B 06/1aCcTy apOMaTVKY OT IPOTOHOB (PeHNUIBHOTO U IV PUIN-
HOBOTO (hparMeHTa ¥ OIVH CUHIJIET B 00/TaCTV OYeHb BBICOKMX YacToT Ipu 11.14 M.1. oT aToma
Bogopoga COOH-rpymmsl. Bee muku 6611 cABMHYTHL B 0671aCTh CTAOOTO I10/IA OTHOCUTETBHO
OeH30/1a BC/IeiCTBIE CU/IBHOTO 37IEKTPOHOAKI[eNITOPHOTO 3 dekTa GYHKIVOHATBHBIX TPYIII U
SHJJOUMK/INYECKOTO aTOMa a30Ta, HEeCYILEero MOJIHbI (GOPMaIbHBI IOTOXXUTEIbHBIN 3apsiy,.
BcnencTBue ero feiicTBMs Ha A-yITIEPOJbI X IPOTOHBI ObUIV CU/IBHO Je39KPaHMPOBAHBI U -
Ba/ fKy6set Tpumieros npu 8.91 M.z1. B Heckobko 60/1ee HU3KMX YacTOTAaX pacIiosarajics Tpu-
IUIeT TPUIUIETOB OT BOJOPOAA IIPM Y-YINepofie NUPUAVHMEBOTo ¢parmenTa. Ilpm 8.34 m.p.
HaOJII0a/ICS CMHITIET OT ABYX 9KBVMBAJIEHTHBIX AaTOMOB BOOPOJa 6€H30/IbHOTO KOJIbLIA, IMEI0-
WYX B 0pmo- u napa-nonoxennu NO,u B opmo-nonoxenun COOH-rpynny. Hakonern B ca-
MOM CHJIBHOM II0JI€ Y3 BCeX CUTHAJIOB BBIXOAMI MK B BUJie TPUILIETA AYO/IETOB OT BOJOPOZIOB
B-yrreponos nupupguHa (8.04 m.x.).

[IpoBeneHMe peakumy KBaTe€pHU3ALMM NVPUANHA C 3TUI 4-X/I10p-3,5-FUHUTPOOEH30-
aTOM B alleTOHE IIPY HaIrpeBaHMUM NPUBOAUIO K CMECU TPYZHOPAa3IeNMMbIX MPOAYKTOB. I1pu
OCYLIECTB/IEHNH IIPOLIeCCa IPY KOMHATHO TeMIIepAType TaKyKe He Ya/0Ch BbIIE/IUTD Lie/IEBOe
coefyiHeHMe B 9MCTOM Bufie. TOIbKO cMeHa pacTBOPUTE/IA Ha IMOKCAH MO3BOMNIIA OTYYUTh

xnopufp N-(4-sTokcukap6oHmn-2,6-gyuHuTpodenn) nupuanans (5):

OZN C|7 02N
o
7 W+ cooet—= ¢\
— OVNOKCaH, \— OFt
O.N K.T.,44
73 5 ON

Ilns BewecTBa 6611 3amucan 'H SIMP-cnexktp (puc. 2), B KOTOPOM B OT/INYME OT COEMM-
HeHUs 4 OTCYTCTBOBAJI MK OT IIPOTOHA KapOOKCMIbHOI rpynbl. [Ipy aToM oTMevanach aHo-
MajIVisi — KOIMYECTBO CUTHAJIOB OT IIPOTOHOB GE€H30/IbHOTO KOJIbLIA VM STU/IBHOL IPYIIIBI OBIIO
YABOEHHBIM, IIPJ 3TOM MHTEHCUBHOCTD IBYX HA0OPOB ObITa OAVMHAKOBaA, HO BTOPOJI CMeIljeH
OTHOCKTEIbHOTO IIepBOTO: /I NUKOB (peHmIbHOTO pparmenta 1 CH,-ankmIbHOM e cMe-
menue coctasisno 0.3 m.a., mmsa CH;-ankunbHOM enn - 0.15 M.,

Takoe HeoOBIYHOE yBe/MMUEHME YMC/IA IMKOB BO3MOXKHO BBI3BAaHO 00pa3oBaHMEM JIBYX
IPOCTPAaHCTBEHHBIX M30MepOB xmopuya N-(4-3ToKcMKapOOHWI-2,6-FMHUTPOGEHIT) IV PULA-
HUA (5), OTIMYAOMINXCSA B3aMMHBIM PACIIONIOXKEeHNEM MUPUANHOBOTO 1 6€H30/IbHOTO ¢par-
ME€HTa OTHOCUTENbHO APYT Apyra. IIpu sToM BpamieHue nx BOKPYT IPOCTONM CBA3YM 3aTOPMO-
YKEHO BCIIE[ICTBYIE HAIMYMSI ABYX HUTPOTPYIII, YTO MOXKET CIOCOOCTBOBATD 3aKPEIUIEHNIO MO-
JIEKYJI B OIIpefie/IeHHOl KOH(OopMannu.

[l11 TOATBep>KAeHMs IOMYyYeHHON CTPYKTypbl Xmopupa N-(4-3TOKcuKapOoHWMI-2,6-
IVMHUTPOGEHVT) TN PUAVHIA OBUI CHAT €T0 MacC-CHEeKTP C MOHM3aLMell 97IeKTPOHHBIM YIAPOM.
MO>XHO OTMETUTb OYeHb HU3KYIO MHTEHCUBHOCTD IMKa MOJIEKY/IAPHOTO MoHa (m/z 318), 4T0
CBUJETENbCTBYET O HU3KOI YCTOMYMBOCTY Y€TBEPTUYHOV COMM IIPU >KeCTKOM MoHm3auun. ITpu
3TOM NPOUCXOAW/IO OTIIeIUIeH)e OT MOJIEKY/LIPHOTO MOHA MMPUANHOBOTO (pparMeHTa ¢ m/z
79, ABAIOMMMCS 6a30BbIM IMKOM. [1o/Ty4eHHbIT KaTHOH ¢ 11/z 239 mpeTeprieBas IOTEPIO asl-
KIMIBHOM Lenin, v 1ipu otpbiBe C,Hs o6pasoBaics pagykan ZMHUTPOOEH30IHO KUCTOTHI € 1/Z
211. OcranbHbIE OCKOTOYHBIE MOHBI M€V Ma/Tyl0 MHTEHCUBHOCTD.
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Puc. 2. 'H SIMP-cuextp xnopuga N-(4-sroxcukapbonmi-2,6-guanrpodenwn)mipuanaus (Bruker DRX400,
SF=400 MI'u, pacTBopuTens U BHyTpeHHUIt cranfapt DMSO-ds)

BaxHo oTMeTuTh, 4YTO 006€ COMYM MUPUAVHMA 4 ¥ 5 He ONMUCaHBI B IUTepaType (IIOMCK
BeJICs 110 0a3e JaHHBIX Reaxys), TO eCTh OBUIN CHTE3VPOBAHBI BIIEPBbIE B TaHHOI paboTe.

Ilanee 14 oyry4eHNs IPOM3BOHBIX MUIIEPYUAHA ObIIO IIPEITI0>KEHO IIPOBECTI BOCCTA-
HOBJIEHVE MIVPUANHOBOTO I[VK/IA B BelllecTBax 4 1 5. TO ObIIO OCYILIeCTBIEHO OOPIUAPIOM

HanI/IH B CHI/IPTCZ
CI O,N NaBH,

EtOH : :
OR 0 K T.,
O,N

4,5 6,7
rae B 4,6 R=H, 5,7 R=Et

Peaxnuo Benu B aTa”one npu 0 °C B Te4eHMe OJJHOTO Yaca, a 3aTeM IIpY KOMHATHOM TeM-
neparype B Te4eHMe el ABYX 4acoB. Bbul B3AT YeThipexKpaTHbI 136b1TOK NaBH,. 910 1m03-
BOJIMJIO CMHTE3MPOBATh BelllecTBa 6 11 7 ¢ BbIxomoM 77 u 72%.

CoepyHeHMs1 O6pUIM OXapakTepyusoBaHsl ¢ momourbio 'H IMP-cnekrpockonuu. Ha mpo-
TOHHOM CITeKTpe 3,5-IMHUTPO-4-(uepnuanH- 1-m1)6eH30THON KMCIOTH! HabMIoanuch 4 Cur-
Hasa (puc. 3). [IBa nmuka B Bujie My/IbTUIUIETOB Ipu 1.55 M.JI. ¢ MHTeTpaIbHON MHTEHCUBHOCTBIO
6 1 npu 2.98 M.J. C MUHTErpaJbHOV MHTEHCUBHOCTDIO 4 IIPMHA/JIEXKA/I aTOMaM BOLOPOJA M-
nepuanHoBoro ¢parmenTta. CurHan mpu 2.98 M.Ji. OYeBMUIHO JIaBaly aTOMBI BOJIOPOJA NPy
JIBYX 0-yI/IepPOJax LMKJIa, CMeIleHHbIX OTHOCUTE/IBHO APYTYX B 00/1aCTh 00JIee BBICOKUX YaCTOT
U3-32 MHAYKTUBHOTO 3¢ deKTa SHJOUNKINIECKOT0 aToMa a3oTa. B apomartudeckoit obmactu
CIleKTpa HaO/mofancs oayH cuHIIeT npu 8.40 M.Ji. OT 1BYX BofoponoB Oensona. Atom H kap-
OOKCHMJIPHOJI TPYIIIT BBIXOJVI B caMOM cr1aboM 1ose rpu 13.70 M.

B 'H JAMP -cnextpe atui-3,5- suHNTpO-4-(unepuaun- 1-ni)6ensoata (7) (puc. 4) B ot-
MMYMe OT COeIMHEHNA 6 MPUCYTCTBOBAIN [IBA JOTIOJHUTENIbHBIX MMKA OT STUIbHOI TPYIIIIbI:
tputter npu 1.32 m.g. u xBapteT nupu 4.34 m.1. CurHansl puHUIBHOTO pparMeHTa U reTepo-

LOMKIa UMEIN IIPUMEPHO TaKJe )K€ 3HAYCHN A XVIMNYIECKUX CIBUTOB.
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O6a BemjecTBa 6 11 7 ONVCaHbI TOJIBKO B OJHOM cTaThe [18], a ux IMP-criekTpsl 3anmcaHbl
BIIEpPBbIE.
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Puc. 3. 'H SIMP-crextp 3,5-guantpo-4-(nnnepupus-1-nm)6ensoitnoit kucmors (Bruker DRX400, SF=400 MT1,
pacTBOpuUTEND U BHYTpeHHMUII cTangapT DMSO-dp)
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Puc. 4. 'H IMP-cuextp atun 3,5-guantpo-4-(nmnnepupun-1-mn)6ensoara (Bruker DRX400, SF=400 MTn, pac-
TBOPUTETIb ¥ BHYTpeHHMII cTaHfapT DMSO-ds)

B pesynbpTaTte mpoBefjeHHOTO MCCIEfOBaHNs ObUIM OTPaOOTaHBI METOAVIKY, BO-IIEPBBIX,
HOJTy4eHNs 2,6-JVIHUTPOraToreHOeH30/I0B, CoflepKaliX KapOOKCUIBHYIO VTN CITOKHOIpUP-
HYIO TPYIIIY, BO-BTOPBIX, CHTe3a Ha OCHOBE 2,6-IMHUTPOTaTOreH6eH30/I0B NOMMYHKIO-
Ha/IbHBIX MOJIEKYJI, COJeP>KAIVX MVPYUAVHOBBIN MIN MUIEPUAVHOBBIN (pparMeHT.

CuHTe3upoBaHHble B pe3yabTare paboTsl  N-(2,6-AMHUTPOdEHT)IUIePUANHBI
u comu N-(2,6-auHuTpodeHII) IMPUAVHNASA UHTEPECHDI B KauecTBe CyOCTPATOB JI/IsI BO3MOXK-
HOJl BHYTPUMOJIEKY/IIPHOM BOCCTAaHOBUTETIBHON TeTePOLMKIM3AIM C (OPMUPOBAHNEM
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1,2,3,4-trerparngponvpunol(1,2-a]6ensumupasonos wmm nupuno[l,2-a]6ensnmniazonos, o6-
JIAfAIOIVX BBICOKOI OMO/IOIMYECKOi aKTUBHOCTDIO.

IKCcIepUMeHTATbHAs 9aCTh

TemnepaTyps 11aBnenus onpepensi Ha npubope Poly Therm A co ckopocTsio Harpe-
BaHuA 3 °C/MuH 1 He KoppekTtuposam. Criektpsl IMP perncrpuposanmm Ha mpub6ope «Bruker
DRX-400» g pactBopoB [IMCO-ds. B xauecTBe 9TanmoHa [jIsi OTCYETa XMMUYECKUX CABUTOB
VICTIO/Ib30BA/IM CUTHA/IBI OCTATOYHBIX IIPOTOHOB pacTBoputens B 'H AMP (82.50 m.x.). Macc-
criekTpsl Obuy 3amcansl Ha mpubope FINNIGAN MAT. INCOS 50, sHeprus 371eKTpOHHOTO
noToka 70 sB.

MeTtoguka CMHTE3a COETITHEHS 2

B tpexropnyo kon6y BHocumm 4.00 r (19.85 MMonb) 4-x710p-3-HUTPOOEH30IIHOI KIC-
70T U pyuBanu 15 mn koueHTpuposanHoit H,SO,. PacTBopsmm cybcrpat npu nepementn-
BaHuy 1 HarpeBanuy 1o 80 °C. ITocne aToro npukansiBany pactsop 4.01 r (39.66 MMOJIb) HUT-
paTa KamuA B 15 M1 KoHneHTpupoBaHHOM H,SO,4 B Tedenne 10 MuH. I1o oKoHYaHMYM BHECEHNA
peakTaHTa HarpeBanu Kooy fo 165 °C u nepememnBany pacTBop B TedeHue 10 yacos. 3aTteM
OXJTOXIIM 10 KOMHATHOJ TeMIepaTyphl ¥ BbUIMBAIN PEAKIMOHHYI0 Maccy B 1€x. OTduib-
TPOBBIBA/IM BBHINABIINII OCAZOK IO, BAKYyMOM, IIPOMBIBasA OOJBIIMM KOMMYECTBOM BOZBI IO
pH=7. Cyummmu B mkady npu 70 °C.

4-x10p-3,5-guHuTpobeHsoHan kucnora (2). Beixon 3.35 1. (68%). Tnn = 159-162 °C.
Cnektp 'H AMP (IMCO-ds, 400 MTI'11) §, m.zi.: 8.76 ¢ (2H, H?, H°), 13.98 ¢ (COOH).

Metoauka srepuukanum 4-x10p-3,5-TMHUTPOOEH30ITHON KVCIOTHI

B Tpexropnyio xonby BHocwmu 10.04 t (40.73 MMonb) 4-X710p-3,5-AMHUTPOOEH30IHON
KMCNOTHI M npunyuBamy 50 M Tormyona. HarpeBanu o pacTBOpeHUs NpU MepeMellBaHUN U
npucbinany noprysamu 8.90 r (42.77 mmons) matuxnopuctsiit pocdop (PCls). ITocie okonva-
Hus Boifienienns rasa (HCI), HarpeBanmm pactBop mo KumeHns u ynmapusamu o ~10 mi. 3atem
npwiBam B Koj0y 20 M abCcoNMIOTHOTO sTaHoNA. IlepeMelnnBany IOMTy4eHHBII PacTBOP
2 gaca. OTGUIBTPOBBIBA/IN BBHIIABILNII OCA/IOK MOJ BAKYYMOM, IIPOMBbIBast aOCOTIOTHBIM CIIVp-
toM. Cymmmm B mkagy npu 70 °C.

Atun 4-xmop-3,5-guHnTpobensoar (3). Boxox 9.20 1. (82%). Ty = 81-83 °C. Cuektp
'H AMP (IMCO-ds, 400 MI'yy) §, m.z.: 1.36 T (3H, CH3, J 7.1 I'ny), 4.40 xB (2H, CHa, 7.1 I'ny),
8.81 ¢ (2H, H? H°).

MeropyKa nMoTyYeHUsA 4YeTBEPTUYHBIX CONell MUPUANHNA U3 4-X10p-3,5-AMHNTPO-
0eH30ITHOI KMCIOTHI U €€ CI0)KHOTO 3dupa

B tpexropnyto kon6y BHOcvu 2.00 1 (8.11 MMob) 4-X710p-3,5- AMHUTPOOEH30THOI KIIC-
notel, npyuBamy 10 M aneroHa u 1.3 mi (16.2 mmonb) nupuanua. Harpesanu npu nepeme-
HIVBAaHUM PeaKLMOHHYIO Maccy 1o 56 °C, peakiuio Benu B TedeHue 8 yacoB. Oxyaxxanm pac-
TBOP [JO KOMHATHOJ TeMIIepaTypsl ¥ OT(GMIbTPOBBIBAIN BBINABIINIT OCAJJOK O] BAKYYMOM,
poMbIBas 06e3BOKeHHbIM arleToHoM. Cymmm B mkady mpu 70 °C.
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Xnopupn N-(4-kap6okcu-2,6-guHnrpodenvn)mpuanuus (4). Boxom 2.13 1. (80%).
Tun = 174.5-178.5 °C. Cniextp 'H AMP (IMCO-ds, 400 MI'nr) §, m.zr.: 8.04 1 (2H, H?, H5, ] 6.6,
1.6 Tur), 8.34 ¢ (2H, H?, H%), 8.56 1 (1H, H%, ] 7.8, 1.6 1), 8.91 ar (2H, H2, HS, J 5.0, 1.6 T),
11.14 ¢ (COOH).

B Tpexropnyto xon6y Baocumm 2.00 r (7.3 MMonb) aTun 4-xmop-3,5-GMHUTPOOEH30aTa,
npwBamu 10 M guoxcaHa. [Tocne pactBopenns cybcrpara npuwmmsamu 0.8 M (9.9 Mmonb)
NVpUAVHA ¥ TIepeMelIBaIy B TedeHue 4 9acoB IpM KOMHATHOM Temiepartype. OTduibTpo-
BBIBa/IV BBIIABIINIT OCAJJOK IOJl BAKYyMOM, IIPOMBIBasi 00e3B0O>KeHHBIM arleToHOM. Cymnnm B
mkady npu 70 °C.

Xnopupn N-(4-aToxcukap6onun-2,6-gunutpodenmn)nupuauaus (5). Beixong 2.03 .
(79 %). Tar = 215.5-219.5 °C. Criextp 'H SIMP (IMCO-ds, 400 MT'y) 8, m.pi.: 1.28 T (3H, CHs,
J7.1Tn), 1.42 1 (3H, CH;, ] 7.1 T), 4.22 xB (2H, CH,, ] 7.1 Tn), 4.52 x8 (2H, CH,, ] 7.1 T),
8.25 ¢ (2H, 2H, H*, H*), 8.52 t (2H, H3, H", ] 7.8), 9.05 T (1H, H*, ] 7.8 T'n), 9.14 ¢ (2H, H?, H°),
9.49 i (2H, H* HS, ] 5.6 T'n).

MeToayKa BOCCTAHOBIEHNA YeTBEPTUIHBIX CONEN MM PUANHNAA

Xnopup,  N-(4-3TOKCUKapOOHWMT-2,6-AUHUTPOGEHVT)IUPUVHUS ~ WIM  XJIOPUJ,
N-(4-kap6okcu-2,6-guantpodenun)nupuavans (24 mmons) pactBopsumm B 20 mn C,HsOH,
3aTeM nopuusimu fobasisiu 3,65 T 6opruppuga Hatpus (96 mmons) mpu 0 °C. Cmech mpopor-
>Kamu nepeMemyBaTh Ipu 0 °C B TedeHne 1 4, a 3aTeM IIpy KOMHATHOJ Temneparype 2 4. Pac-
TBOPUTE/Ib BBIITAPVMBA/IN TPV ITOHVDKEHHOM JjaB/IeHNM, 3aTeM f00aB/mm 5 M Boibl. CMech
akcrparupoBam CHCL; (3x10 mm). O6beguHeHHbIe opranndeckue ¢assl cymmmm Hag Na,SO4
u ynapusamt. OCTaTOK OYNMINAIN epeKpUCTA/UIN3ALVeN B M30IPOIMIOBOM CIMPTE C MOTyde-
HIIEM LeJIeBBIX IIPOJYKTOB.

3,5-Iuuntpo-4-(nunepuaun- 1-1r)bensortnas kucnora (6). Berxop 77%. Try = 226-228.5 °C.
Cnextp 'H AMP (IMCO-ds, 400 MI'ny) §, ma: 1.55 m (6H, nunepuaun), 2.98 m (4H, nmunepu-
ovH), 8.40 ¢ (2H, H?°), 13.70 ¢ (1H, COOH).

Atun 3,5-pguHuTpo-4-(munepupns-1-un)bensoar (7). Boxon 72%. Tn, = 88-92.5 °C.
Coextp 'H IMP (IMCO-ds, 400 MT'1y) §, m.z.: 1.32 1 (3H, CHs;, J 7.1 T'), 1.56 m (6H, numnepu-
nvH), 2.99 M (4H, nunepunun), 4.34 x8 (2H, CH,, J 7.1 '), 8.43 ¢ (2H, H*®).

Paboma evimonnena npu dunarcosoti noodepiuke epanma IIpesudenma Poccuiickoti
Dedepayuu 01 20cy0apcmeeHHOl NO00ePHKY MONOObIX POCCULICKUX YUeHbIX — KAHOUOAmos
Hayk Ne MK-3459.2022.1.3.
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