DaHun BUHaxia CTOCYeTbCS HOBUX dryopecLeHTHUX OapBHUKIB 3 Knacy 1,2,3,5,6,7-
TeTparigpoALKioneHTaHo[b,elwpranHis, a came 8-apun-3,5-gi[(E)-apunmetunigen]-1,2,3,5,6,7-
TeTparigpoauknoneHTaHo[b,e]nipuanHie 3aransHoi dopmynu (1)
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TakoxX AaHui BUHaxig cTocyeTbCsl cnocoby oTpuMaHHs 8-apun-3,5-4i[(E)-apunvetunigeH]-1,2,3,5,6,7-TeTpariapo
OuumkroneHTaHo [b,e]nipuanHis.

B craTTi Perreault D.M,, Cabell L.A.,, Anslyn E.V., Bioorg. Med. Chem_; EN; 5;6; 1997; ¢.1209-1220 onucyeTtbcs
cnonyka 3aransHoi doopmynu (1), e R - 2-meTokcndpeHin, i cMHTe3 Ta hapMakonoriyHi BNacTUBOCTI.

B crarTi Baliah J., Indian J. Chem. Sect.B 15; 1977; ¢.798 onucyeTtbcsi cnonyka

3araneHoi dopmynu (1), e R - 4-meTokcudpeHin, Ta i XiMiYyHUA CUHTES.

B crtatTi Ganapathy J., Indian J. Chem. Sect.B; 17; 1979; ¢.389,390 onucytoTbca cnonyku 3aransHoi opMynu
(), be R - deHin Ta 4-meTundpeHin, Ta ix XimiYHUN CUHTES.

B cratTi Kneeland D.M., Ariga K., Lynch V.M., Huang C.-Y,, Anslyn E.V., J. Amer. Chem. Soc.; EN; 115; 22;
1993; ¢.10042-10055 onucyetbca cnonyka 3aransHoi opmynu (1), e R - deHrin, Ta i XimiyH1n cnHTes.

B >xogHOMY 3 BULLE3rafaHUX JpKepen Hema 3ragku npo ¢ryopecLeHTHi BNacTMBOCTI AaHMX CMOYK.

3apaveto BMHaxody € CTBOPEHHs (nyopecueHTHUX OapBHUKIB, WO MakTb MOKpaLLEHHi nyopecLEeHTHI
BMacTMBOCTI, @ came BinbLU BUCOKi KBAHTOBI BUXOAM Ta Benunknin CTOKCIB 3CyB, @ TaKOX HOBOIO METOAY iX CUHTE3Yy.

Takvm YMHOM, AaHWA BUHaXIA CTOCYETbCA dnyopecueHTHUX 6apBHUKIB 3aranbHoi dpopmynm (1)

M

ae R - deHin, 2-meTokcndpeHin abo 4-meTokcudeHin.

8-apun-3,5-ai[(E)-apunmetunigen]-1,2,3,5,6,7-teTparigpoanumkrioneHtaHolb,elnipyaHmn OTPUMYIOTb
KOHAeHcauie BiAnoBiAHOro apunaneaerigy, UMKIoNeHTaHOoHY i aueTaTy aMOHilo npu nigBuLLeHUX TemnepaTypax B
cepefoBUL OPraHiYyHOro pPO3YMHHWKA, Hanpuknag, Hwk4yoro cnupTty, abo 6e3 Hboro. Cnocib, npu gkomy He
BMKOPUCTOBYETHCS PO3YNHHUK, € HOBUM i CKNaJae YacTUHY BUHaxoay.

CwuHTe30BaHi cnonyku sBnaoTs coboto KpucTanivyHi pevoBuHW. [ns fokasy cknagy i 6yaoBM 3a3Ha4eHUX cnomnyk
6ynu BMKopucTaHi Bigomi disnko-ximiyHi MeTogu, Taki sk Y®, mac- Ta AMP-cnektpockonia. OpepxaHi pe3ynbtatm
cBifyaTb NPo BiAMOBIAHICTb CUHTE30BaHUX CMOMYK 3asBNEHUM.

XiMiYyHa uMcToTa CMHTE30BaHMX CMONYK AOCHNiDKYBanack METOAOM TOHKOLLAPOBOi XxpomaTorpadii Ha nnacTMHkax
"Silufol" 6e3 iHaMkaTopa 3 HaHeCceHUM chnyopecLeHTHUM iHOUKATOpPOM Ha 30ymxeHHs npu 256 Ta 360HM, po3mipoM
5x15cm. Mpn UbOMY BUKOPUCTOBYBaNNCh CUCTEMU eMtoeHTiB xnopodopM-MeTaHon 99:1, 98:2, 95:5, 9:1 abo uictui
X1opoopmM.

[opaTkoBi OOCNIDKEHHA YACTOTU CUHTE30BaHMX CMOMNYK Ta 3HATTS Mac-CrekTpiB NpoBoaunu Ha cuctemi "Waters
Integrity System" (CLUA), ska € kombiHauieto NocnigoBHO MiAKMYEHMX PiAMHHOIO XpoMaTtorpada (Hacoc - Waters
616 Pump), giogHo-maTtpuyHoro dotomeTpuyHoro (PDA - Photodiode Array Detector Waters 996) 1a mac-
cnekTpomeTpuyHoro (TMD - Thermabeam Mass Detector) getekTtopiB. Cuctema mae "particle beam" iHtepdeiic,
BOHa po3pobrieHa Ans NpoBeAeHHs iaeHTUdpikaLii HeneTkMX Cnonyk, iaeHTudikauis SKux Ha TpaauuiiHMX ra3oBuX
XpomaTo-mac-cuctemax npobrnematnyHa abo HemoxnuBea.

TemnepaTypu nnaeneHHs suMipsHi Ha npunagi PHMK cipmu "VEB Analytik", Dresden.

CnekTtpu NMP 3anucaHi Ha cnekTpomeTpi dipmm "Varian" poboyoto yactotoro 300 My B gerTepoxnopodomi 3
BukopuctaHHam TMC ik BHYTPiLLHBOrO cTaHgapTy.

ONTUYHI cnekTpy NOrMWHaHHS Ta emicii 3apeecTpoBaHi Anst PO34MHIB CMONYK y aumeTundopmamigi KoHUueHTpauii
~5x10"°M (mornvHaHHA ) abo ~10"°M (kBaHTOBUI BUXIA chnyopecueHUii) Npy KiIMHaTHI TemnepaTypi.

CnekTpu NormmMHaHHA peecTpyBanuck Ha cnekTpomeTpi Hitachi U-3210 npu temnepaTypi 20°C.

dnyopuMeTpUYHi  AOCRIDKEHHA NPOBOAMMM MaparenbHO CrNeKTPOOTOMETPUYHUM Ha criekTpodnyopiMeTpi
HITACHI F4010 npu Temnepatypi 20°C B ctaHgapTHMX 1cMm KBapLeBux KioBeTax. KBaHToBi Buxoau cnyopecueHuii



6ynu po3paxoBaHi BigHocHO BicynbdaTy XiHiHY B 0.5M BogHOMY po3unHi cipyaHoi kucrnoTun (¢=0.546).

Mpuknagn, WO NOAaHi HWwK4Ye, iNCTPYIOTb OTPMMaHHA Ta rnyopecueHTHi BracTUBOCTI CMONYK 3arasbHoi
copmynu (1).

3aranbHa meToauKa CUHTE3Y.

PosuvH 3 mMmonb BignosigHoro apunanbgerigy, 2 MMOfb LMKIONEHTAHOHY i 2r aueTtaty amoHito B 20Mn
isonponaHony sutTpumytoTb npu 80-90°C npoTtarom 2 roA., nicna vyoro sunmeatoTs B 100mn Bogun. Ocaa, wo Bunas,
BiAiNbTPOBYOTh | MiCNSA BUCYLLYBAHHS Kifbka pasiB nepekpuctaniayloTs i3 eTunawueraTy.

TakMuMm 4YuMHOM OynuM oTpuMaHi peyoBWHW, 3HayeHHs R Ta geski qisvko-XiMiYHi KOHCTAHTW NSt SKMX HaBegeLwl
y 1abn. 1:

Tabnuuga 1.

PeuoBHHA PizuKo-XiMiuHl KOHCTAHTH

C3:HasN, Buxin - 10%, M= 411,54 (Mac-crextp, M": 411,0)

MMP (CDClL;): 7.70s(2H); 7.59d, J=8(4H), 7.50-7.34m(15H);, 7.25t,
J=7.7(2H); 3.16m(4H); 2.94m(4H).

T 240-242 °C

C34H31N03 BHXI,[I - 19%.

M= 501,55 (Mac-cnextp, M": 501,0)

IIMP (CDCL): 7.63s(2H);, 7.54d, J=9(4H), 7.32d, J=9(2H), 7024,
J=9(2H); 6.96d, J=9(4H); 3.87s(3H); 3.85s(6H); 3.13m(4H); 2.97m(4H).
T 188-189 °C

CnekTpanbHi BUMiptoBaHHsI

HaBaxkn cnonyk 3aransHoi dopmymu (1) pozunHsamm y 20mn gumeTtnndopmamiay, oTpuMany NpoMiKHUA PO3YMH
3 KoHueHTpauieto 5.1-1 0°mons/n. 3 YyTBOPEHOro po34nHy Opanu anikBotv no 1Mn Ta posdmHanu B 50Mn
anmeTundopmamiay. KiHuesa KOHUEHTpaLUis B po3yMHax ckragana 1-10"®monb/n. PesynbTat BUMiptoBaHb HaBedel
y Tabnuui 2.

Tabnuuga 2.
R Maos, oM (M) | € w/momb | Ag oM™ (M) CrokciB 3cyB, cM | KpanToBHit BHXiI
cM
O | D600 [ 200 | B160(432) 2900 0 464
24760 (404)
j@\ . 25280 (396) 28200 21180 (472) 4100 0532
| 23760 (421)




