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Crnoci6 opepxaHHs pieHy Paana ((E)-1-gumetunamiHo-3-TepT-OyTunammeTtuncunokcum-1,3-
OyTagieHy), 3a AKMM Ansi NOBHOI KOHBEPCIi eHONATY fofatoTb Haanuwok peareHTiB 1,1 eks. NaHMDS,
1,1 ekB. TBDMS-C1 Ta 36epiratoTb BUCaIXKEHY peaKuiiHy CyMilll NPy OXOJTOOKEHH.
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KopucHa mMopenb HamnexuTb OO OpraHidHoi xiMii, a came o crnocoby macwTabyBaHHs peakuii
otpumaHHa  (E)-1-gumeTtunamiHo-3-TpeT-6yTungmumertuncunokcun-1,3-6ytagieHy  (gieHy  Pasans)
dopmynu:

0 PL

(E)-1-Dimethylamino-3-tert-buryldimethylsiloxy-1,3-butadiene

KopucHicTe peakuii dinbca-Anbgepa npoaoBXye 3pocTatv B Mipy pPO3pobKM HOBUX Ai€HIB i
gieHogoinie. Ona peakuii Oinbca-Anbaepa 3aranbHOBIAOMO, IO €NEeKTPOHOAOHOPHI rpynu pobnaTb
AieHn Binbll peakTVBHUMM BiAHOCHO enekTpoHo30igHeHunx aieHodinis. Kpim Toro, umknonpueaHaHHs
BiAOyBalOTLCA 3 YyOOBOK PEriOCENEeKTUBHICTIO Ta [alTb NPOAYKTW, WO MICTATb KOPWUCHI
dyHKuUioHanbHi rpynun. [lien PaBans € 6inbw peakuinHosgaTHow mogudikauieto gieHy [JaHileBcbkoro
(1-meTokcu-3-TpumeTuncunokcu-1,3 -6ytagieH), HaBeQeHoOro HUXYe:

0 O

1-methoxy-3-trimethylsiloxy-1,3-butadiene

1-amiHo-3-cunokcu-1,3-6yTtagieH (gieH PaBans) € moaudikauieto gieHy [aHilweBCbkoro, Npo skui
oyno Bxe Bigomo noHag 20 pokiB, OO MoYaTky po3pobkKM BOOCKOHanNeHHs. [daHui gieH BUSIBUBCS
HabaraTo akTMBHiWMM, ane noTpebye BinbLl AeTanbHOro OCNIMKEHHS.

AvrigponipaHoHu, ski MOXyTb ByTn OTpMMaHi 3 BUKOPUCTaHHAM dieHy Pasans, npeactaBnsoTb
BUKIIOYHUIA iHTEpPEeC $K CTapTOBi peareHTW ANs CUHTe3y pi3HOMaHiTHMX "OyaiBenbHux 6nokis" Ta
CMONyK 3 KOPUCHUMW BNacTMBOCTAMY, LIO 3YMOBMIEHO MOXIMBICTIO iX CENnekTUBHOI mMoaudikauii no
KeTorpyni abo akTMBOBaHOMY NOABIVNHOMY 3B'sI3KY.

lMpoTe pi3HOMAHITTA Takux PeyvoBMH € OOCUTb HEBENUKMM 4epe3 ODMEXEeHICTb nmpenapaTuBHUX
LUNAXIB, 3pYYHUX Npouenyp CUHTE3Y Ta MatoTb NEBHI HEOOMIKW.

B ocHoBY KOpuCHOI Mopeni nocTtaeneHo 3ajadvy YOOCKOHaneHHs METOAMKU OTPUMAaHHSA LieHYy
PaBans, aky npoBoaaTe y ABi cTagii. Ha nepwomy etani oTpumyemo (E)-4-anmeTtunamiHo-3-6yTeH-2-
OH, 00 fKOro Yy HacTynHii ctagii npueaHyoTe TBDMS-3axuct Ha keTorpyny, 4yepes nonepegHe
yTBOpeHHsi eHonaTy 3 NaHMDS. Takox moxHa 3actocoByBatn KHMDS, ane mu Bubpanu NaHMDS,
TOMY WO Yy HasBHOCTI 6yB 2M po3uuH, Ha BigMiHy Big iM po3unHy KHMDS, wo B cBo 4Yepry gae
3MEHLINTM 06'EM peaKUiiHOT CyMiLli, YM HE MOXHA HEXTYBaTu Npu maclTabyBaHHi.

MocTtaBneHa 3agava BupiWyeTbCA B cnocobi ogepxaHHsa gieHy Pasans ((E)-1-gumeTtnnamiHo-3-
TepToyTMNanMeTUNCcunokeun-|1,3-6ytagieHy), 4nsi MNOBHOI KOHBEPCii eHONnATy AoAalTb Hag MLLIOK
pearenTiB (1,1 ekB NaHMDS, 1,1 eke TBDMS-CI) Ta 36epiraioTb BUCaAXEHY peakuiHy CyMill npu
OXOJIOQ)KEHHI.

HaBegeHun Hamu cnoci6 macwTtabyBaHHA gieHy Paana  ((E)-1-aumeTtunamiHo-3-TpeT-
6ytunammeTtuncunokeu-1,3-6ytagieHy), Bigpi3HAETbCA TUM, WO A03BONSE MaclTabyBaTu peakLito
MNOro OTPUMAaHHSA Y 3HAYHMX KifTbKOCTAX 3@ OOAUH CUHTETUYHUIA Nigxig, 3 ypaxyBaHHAM cneuudidHmnx
YMOB BUAINEHHS Ta OYMUCTKU LiNibOBOro Ai€HY.

MacwTabyBaHHS B MOPIBHAHHI 3 KNAaCM4YHOK METOAMUKOI BAAETLCS 3aBASIKM TakMM dhakTopam:

1) ponaBaHHs HeBenukoro Hagnuuwky (1.1 eks.) 2M NaHMDS i Takoi x kinbkocti (1.1 ekB.)
TBDMS-C1 ans noBHOi KOHBEPCIii EHONATY.

2) 30epiraHHA BUCAOXXEHOI peakuinHOi CyMilli y XONOAWMbHWKY, ONA KPaLloro i KifbKICHOro
dopmyBaHHs ocagy NaCl, wo B noganswomy npuwBuawye inbTpyBaHHS | NO3UTUBHO BNIIMBAE Ha
UYMCTOTY i BUXiZ peakuii.

Cxema cuHTe3y:



10

15

20

25

30

35

40

45

UA 162869 U

NMe, NaHMDS

~ _ " Teomscl

Rawal diene

Cknap Tta ©ygoBa OTPUMaHUX PEYOBUH MNiATBEPOKEHI OAHUMM CNEKTPIB S4EPHOro MarHiTHoro
pe3oHaHcy.

KopucHa Moaernb iNOCTPYOTh npuknagom ofepXaHHSA (E)-1-pnmeTnnamiHo-3-TpeT-
ByTungumeTuncunokcun-1,3-bytagieHy B MynbTUrpaMoBuMX KifTbKOCTSX.

Mpuknag.

1) (E)-4-anmeTmnamiHo-3-0yTeH-2-0H. Y TpuUMITPOBY KONOY 3 MarHiTHUM nepemilyBaHHAM
nomicTnn auetunaueTtanbgeria gumeTtunaudeTans (1 kr, 7.567 monb) i goganu OO HbOro, B OAHY
nopuito 937.5 r (8.324 monb) 40 % po3unHy gumeTunamiHy y Bogi. OTpMMaHUA PO34YMH >KOBTOMO
KONbOpY, L0 3 YaCOM TEMHIE, 3anuwunm Npu KiMHaTHin Temnepatypi Ha 12 roguH. MNoTiM po3ynH
KOHUEHTPYEMO Ha POTOPHOMY BWUMaplOBaHi, NS BiAAiNEHHS OCHOBHOI YaCcTWUHW BOAWM Bifg CMOJSYKMW.
MMoTiM OTpMMaHy MacnAHUCTY pPiAVHY Mepepo3vMHAEMO Yy eTunauetaTi i AoAaemMo OO PO3YMHY
cynbdat HaTpilo ANS BigAineHHsa 3anuwkoBoi BoAW. [1icns Lboro KOHUEHTPYEMO PO34mnH | oTprMaHmn
npoaykT neperaHaemo y Bakyymi (0.1 mm, Temn, neperorku 76 °C) i otpumyemo 770 r. (90 %) (E)-4-
AVMeTUNamiHo-3-6yTeH-2-0Hy Y BUrnagi MacnsHUCTOI PiAMHU MOMapaHYeBoro Konbopy.

H AMP (399.9 MI'y, CDCls): 8 2.10 (c, 3 H), 2.88 (yw. ¢, 3 H), 2.99 (yw. c, 3 H), 5.05 (g, 1 H,
J=12.8Tu), 7.47 (g, 1 H, J=12.8 I'n).

2) 1-amiHo-3-cunokcu-1,3-6ytagieH y nonepegHeo npocyweHun 10 niTpoBuin 3-ropnun peaktop 3
MeXaHiYHUM nepemillyBaHHAM MOMICTMNM po3unH (E)-4-gumeTtunamiHo-3-6yTeH-2-oHy 412 1 (3.64
Monb) y TI® (6n). CnHTEe3 NpoBoasATh Y iHEPTHIN atmocdepi aproHy. Po3umnH oxonoamnu go -78 °C |
noyanu npukanysaHHa 2 n 2M NaHMDS (4 monb), nicns npukanyBaHHS TPUMMaEMO OXOMNOMKEHHS Lue
1-1.5 rog., ona octaTtovyHoro opmyBaHHs eHonaTy. [licng Yoro oo peakuinHoi cymiwi npu -78 °C
noynMHaemo npukanysaHHa po3umHy TBDMSCI (TBSCI) 631 r y 700 mn TI®, nicna gogaBaHHSA
3'apnseTbes gpidoHogucnepcHun ocag (NaCl), npubnpaemo oxonomKeHHs | 4aemo CuHTe3y OiTu Oo
KiMHaTHOI Temnepatypu (2-2.5 rog.). Jani peakuiiHy Cymiwl nopuisMy BUNMBanu y Takuin X 06'em
MTBE i y 3akputomy nocyAi 3anuiiaemo y XonoAurnbHUKY Ha Hid, Ana Kpaworo hopMyBaHHs ocaay.
Ha HacTynHuin geHb dinbTpyBanu 4yepes "mogyliky" Batu (ninka), npu inbTpyBaHHI Yac Big 4acy
noTpibHO po3nylwyBaTM MOBEPXHIO "MoAaywku", Tak £K BOHa 3abuBaeTbca ApiGHUM ocagom i
nepeLukogkae epekTMBHOMY (hiNbTPyBaHHIO, KOMK LEen NpUioM nepecTtae gonomaratu, noTpibHo ii
3aMiHUTU. Baxnuneo skicHO BiadinbTpyBaTh ocaf, Tak K MOro HasiBHICTb Y KOHLEHTPOBaHIN PeYOBUHI
3HM3WUTb YUCTOTY MPOAYKTY | BMXiA peakuii npy noganbuwin obpobui. BigdinbTpoBaHi nopuii
napanenbHO MOYMHaNIM KOHLEHTPYBaTW Ha POTOpHOMY BunaptoBadi (Temn, 6aHi 30-35 °C), nicns
3aBepLUeHHs JaHol npoueaypy oTpUMyemMo "cupuin" NpPoayKT TEMHO-YEPBOHOMO KOMbOPY Y CyMilli 3
rekcameTungucunasaHom (HMDS), skui ouvlyemMo LWNAXOM BakyyMHoT neperoHku (0.1 Mm, Temn,
neperoHkn 58-60 °C) i otpumyemo 520 r (63 %) 1-amiHo-3-curnokcn-1,3-6yTagieHy y Burnagi npo3opo
XKOBTOI B'I3KOI pignHn, aky HeobxigHo 36epiratn npu Temnepatypi -10 °C.

1H AMP (399.9 MTI'u, CDClz): 8 0.19 (c, 6 H), 0.98 (c, 9 H), 2.70 (c, 6 H), 3.84 (c, 1 H), 3.92 (c, 1
H), 4.78 (@, 1 H, J=13.2Tu), 6.57 (g, 1 H, J=13.2 W)
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®OPMYJA KOPUCHOI MOJEN!I

Cnoci6 opepxaHHa  gieHy Pasansa  ((E)-1-gumetvnamiHo-3-TpeT-OyTnnanmeTtuncunokcum-1,3-
OyTagieHy), hopmynu:
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SAKUN BiAPI3HAETbLCA TUM, LLO N9 NOBHOI KOHBEPCIT eHONATY Ao4aloTb HAaANUWOK peareHTiB 1,1 ekBs.
NaHMDS, 1,1 eks. TBDMS-C1 Ta 36epiraloTb BUCaOXeHy peakuiHy CyMill Npy OXONOOXKEHHI.
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