N30bpeTeHne OTHOCUTCS K OPraHM4Yeckom XvMUW, @ UMEHHO K CUHTe3y MPOM3BOLHOIO NypuHa - NPUPOLHOro
CcoeIMHEeHWA, PparMeHTapHO BKIMIOYaloLLEro KpayH-adup.

Mo npegnaraemomy crnocoby nosy4aloT HeoNMMCaHHOe paHee CoeuHeHWe, uMetoLlee CTPYKTypy 1.

B rmtepaTtype nmeeTcs o4yeHb Mano CBeAEHUA O CWMHTe3e COoeAuHeHWn, codeTaiowmx B cebe nypuHoBoe
OCHOBaHVE U MaKpOLMKIIMYECKME KOMIMIIEKCOHbI. TN COEAUHEHUS CTOSAT, Ha CTbIKE XMMUM NMPUPOAHBLIX COEOVHEHWIA 1
MaKpPOLIMKIMYECKUX MO NIMKpayHIPUPOB.

MN3BeCcTHO, YTO TaKkoro poja CoeAMHeHus, SIBMsASACh MOTeHUManbHbIMU BUONOrMYeckn akTMBHBIMW BeLLecTBaMm
nog BrMsHUEM MakpOLMKIIMYECKOro 3aMecTuTens MoryT ycunmeaTb G1OaKTMBHOCTb.

B nutepatype omvcaH crnocob BBedeHVWS aMWHOKOMMOHEHTbI B 8 MOMOXeHwe nypuHa npu pacluenneHum
OKCa30/IMHOBOTIO KOfbLia, KOHAEHCMPOBAHHOIO C MMUAA30MbHbIM KOMbLOM MypyHA, NepBUYHBIMU amuHamu. Peakuus
npoTtekaeT no cxeme 1: Cxema 1:
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Peakuunio npoBogsaT B MOHOITUIIOBOM 3dUpe STUMEHINIMKOMS MPU COOTHOLLEHUM peareHTOB OKCasormHo-[2,3f]
KCaHTVH: aMuH=1:2, Temnepartypa peakuun 128°C, peakuus 3akaH4MBaeTCs B Te4eHve 8 vac.

K HepoctaTkam fdaHHOro crnocoba crefdyeT OTHECTM GONbLIOW pacxod amuHa (OBYXKpaTHbIA M3ObITOK) U
orpaHM4eHHoOCTsL cnocoba Ncnonb30BaHNEM TOMbKO MEPBUYHBIX aMUHOB.

3agaven 3asBnsiemMoro M3obpeTeHns ABnseTcs M3blckaHue crocoba MmomyyveHus KpayH-cogepXallero nypuvHa,
HEOMUCaHHOro paHee, a UMeHHo 7(2,3-gurmgpokcunponmn)-8-(1.7,10,1 6-teTpaokca-4,13-anMasauuknookra-geunn -
4)TeodunnmHa.

Wcnonb3oBaHne n3obpeTeHns MO3BOMSieT MOSy4uTb KpayH-coAepKalime MypuHbl B NabopaTopHbIX YCMOBUSX
(6e3 npuMeHeHus BbICOKMX TeMMnepaTyp 1 AaBfieHNs) C XOPOLUMM BbIXOAOM, OBOSbHO ObICTPO.

Peakuuio npoBoadaT no cxeme 2:

Cxewma 2.
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Cniocob ocyllecTBnseTcs creayoLwmm obpasom.

Peakuuio npooasaT B metunuennosonsse npu T°-100-110°C B TeyeHne 6 YacoB. CooTHOLLEHVE peareHToB A n
EM:1. Xoa peakuummn koHTpormpoBanu metogom TCX Ha nnactuHax "Sllufol UV-254" B cucteme XJ1d: MeOH-8:1 n
XJNP:MeOH»5:1. Tlo OKkOHYaHMM peakuMu pacTBOPMUTENb OTOTOHAIM Ha POTOPHOM UCMApUTENE MPU MOHWKEHHOM
AaBreHun. BblgeneHve npoaykTa OCYLUECTBNANM METOAOM KOJIOHOYHOW XpomaTtorpadun Ha OKMCKU anioMUHUS,
3M0EHT- rekcaH: nzonponaxon -10:1-10:4. BeigeneHHbIn NnpoayKT 1 nepekpucTanmaoBbiBanuy U3 aueToHUTpuna.

CipoeHne  nonydyeHHoro  7(2,3-guokcunpo-nun)-8-(1,7,10,1  6-TeTpaokca-4.13-gnasaumk-nookrageumn-4)
TeodunnMHa gokasaHo Metogamu macc-cnekrpomeTpum, NMP- n U K-cnektpockonuu.

Macc-cnektpbl monyyeHbl Ha npubope "Varian MATCH-5" 1rpIr voHusupytowem HanpsbkeHun 70 aB n
TemnepaTtype HeCKOMbKO NpeBbILatoLLein Temneparypy nnaeneHus. MonekynsapHas macca, M3aMepeHHas MacC-CrnekT-
POMETPUYECKN COOTBETCTBYET PacCUUTaHHOW ON151 MOMEKYIbl COCTOSALLIEN U3 OQHOrO ocTaTka nMypuHa W guasakpayH-
aupa.

MNMMP-cnekTp cHAT Ha cnekTpomeTpe "Bruker" mpu 220 MI'u, BHYTPEHHWI cTaHgapT TeTpameTuncunaH. CurHansl
npoTtoHoB NMMP-cnekTpa, CHATOro B AevTepoxiopodopme HaxoA4ATCH B COOTBETCTBUM CO CTPYKTypon 1.

UK-cnektp cHAT Ha cnektpomeTtpe "Perkin- Elmer-580" B CHCl n uveet XapakTepucTuyeckme norochl

YHKLMOHAMBbHBIX rPYNMn MOSEKy bl 1, MHavBmnayanbHOCTb M YACTOTa coednHeHnst 1 KOHTponMpoBanacb MeToA0M
TCX Ha nnactuHax "Sllufol UV-254", nposiButens -ynbTpa-duoneToBble Ny4u.

HoBbIM B M306peTeHUn ABMSIETCS UCMONb30BaHNe B Ka4eCcTBE aMUHHOM KOoMnoHeHTel 1,7,10,1 6-TeTpaokca-4,13-
Ava3auunKrooKkTage-kaHa, KoTopbll B OTfM4YMe OT MpoToTUNa SABMSieTCs, BO-NEepBblX, BTOPUYHBIM aMWHOM, a BO-
BTOPbIX - MaKpOLMKIM4ECKMM KOMMeKCoHOM. Crnocob mno3BossieT moflyduTe HEOMMcaHHOe paHee COoeAVHEeHue -
7(2,3-gurnppokcunpo-mnn)-8-(1,7,10,1 6-TeTpaokca-4,13-gnasaumk-nookrageumn -4) TeounnmH.

Mpumep. 0,3 r (0,0012 M) 2-okcumeTun-6,8-gumeTnnokcasonmHo-[2-3-f] kcaHTvHa (X) mpu HarpeBaHuu
pacTBopsiM B 8 M MeTUnuern-ro3onbBa M K TEMnoMy pacTtBopy ogHow nopuwven gobasnsmm 0,13 r (0.0012M)
1,7,10,16-TeTpaokca-4,13-amasauuknookrage-kaHa (XI) Harpesarm mpu T°-100-110°C B TeuyeHve 6 4yacoB Ao
ncyesHoBeHus ucxogHoro X. Oxnaxpgarmm go T° komH. PactBopuTenb OTIOHAMM Ha POTOPHOM uWcrnapuTerne,
ocTanbHoe rnogsepramv xpomatorpaduyeckomy pasfefieHVio Ha KOJoHKe, aAcopOeHT-OKUCh amoMUHWS, JMH0EHT-
rekcaH: wusonponaHon-10:1 M Mo Mepe Bbixoga COMYyTCTBYIOLUMX MPOAYKTOB YBENUYEHWE KOHLEHTpauumn
n3orponaHoa Ao cooTHoweHus 10:4.

BblgeneHHbIN NpoayKT KpMUcTannmMa3oBamm U3 aueToHuTpuna, 6enoe kpuctannmyeckoe Bewwectso m=0,25r (42%)
“Merio Temnepartypy nnasnenus T°nn.-107° M*-514.



Cnextp NMP, & m.A.:1,8 (Syump., 1H, NH); 2.78 (m. 8H, CH2-N): 3.4 (S. 3H. CHs(N 3); 3.53 (S, 3H. CHjs, (N 1);
3,54-3,59 (m, 16H, CH>-0) 3.9-4,0 (m, 2H, CH>-OH); 4,4-4,6 (m, CH2 n CH-OH);

WK (CHCI3), cm™: 3690 (an., OH); 3150 (Ban., NH); 2980 (Ban. CH); 1700 (Bar., C-0); 1650 (Ban.. C=0): 1600
(med.. NH); 1500 (C=C); 1400 (ged.. OH): 1350 (Ban., C-N(): 1100 (san.. C-0); 1050 (san.. C-0).

MpvBeAeHHbIN MeToa CMHTe3a M AaHHble JoKa3aTeNbCTBa CTPYKTYPbl MOKa3biBalOT, YTO BrepBble MofyvyeHHoe
coeguHeHve  7(2.3-an-rugpokcunpommn)-8-(1.7.10.16-Tetpaokca-4,  13-amasauuknookrageuun-4)  TeounvH
CMHTE3MPOBaHO HOBbIM, paHee He OnMMcaHHbIM CrocoboM BBEAEHNS MaKpOLIMKIa B MOSEKYy nypuHa.



