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lMepexpecHe nocunaHHs Ha CnopiaHeEHi 3asBKK

HaHa 3asBka 3aaBnsie npioputeT nonepeaHboi 3asBkn US 61/419277, nogaHoi 3 rpygHa 2010
POKy. 3MICT Ui€ei nonepeHbOi 3asiBKM AAaHUM BKITOYAETLCS B AaHY 3asiBKY 3a JOMOMOrO MOCUAHHS Y
BCil1 CBOIN NMOBHOTI.

Manysb TeXHiKn

BuHaxig, poskpuTuiA B JaHOMY AOKYMEHTI, CTOCYETbCsI cdhepun cnocobiB OTPMMaHHS EHaMiHIB.

PiBeHb TexHiku

EHamiHM s1BNsOTb COBO0 KOPUCHI MOSEKYNN. X BUKOPUCTOBYIOTb Y MHOXWHI peakuii, Takmx sk,
Hanpuknag, K enekTpodinbHe 3aMilleHHs | NPUEOHAHHS,, OKWUCIMEHHS | BiAHOBMNEHHS, i
uuknonpuegHaHhs (J.Kang, Y.R. Cho i J.H. Lee, Bull. Korean Chem Soc Vol. 13, No. 2, 1992).

PaHiwe cnoci6 oTpuMaHHA eHaMiHiB BKMOYaB KOHOEHCAUi0 anbAerifiB i KeTOHIB 3 BTOPUHHUMM
amiHammn (C. Mannich i H. Davidsen, Ber., 69, 2106 (1936)). Mannich i Davidsen BusBunu, LwWo
peakuito koHAeHcauii anbgeriny 3 BTOPUHHUM aMiHOM MOXHa MpPOBOAUTW NpM Temneparypax,
6nmnsbknx pgo 0 °C, B npucytHocTi kapboHaty kanito (K,COj), ane, He3Baxawuu Ha LUe, Ans
NpoBeAEeHHN peakLii KoHOeHcaLii KETOHY 3 BTOPMHHMM amMiHOM NOTpiGHa NPUCYTHICTL OKCMAY KanbLito
(CaO0) i Bucoka Temnepatypa. lNisHiwe Herr i Heyl BusiBunu, wWo npoBeAEeHHS TAkoro TUMY peakuin
KOHAEeHcaLii MOXHa MoninwuTh wnaxom BuaaneHHs sogn (H,O) B xopai a3eoTponHOI NEperoHkn 3
©ensonom (M.E. Herr i F.W. Heyl, J. Am. Chem. Soc, 74, 3627 (1952); F.W. Heyl i M.E. Herr, J. Am.
Chem. Soc, 75, 1918 (1953); M.E. Herr i F.W. Heyl, J. Am. Chem. Soc, 75, 5927 (1953); F.W. Heyl i
M.E.Herr, J. Am. Chem. Soc, 77, 488 (1955)). lNicna paHux ny6nikauin 6yna 3pobneHa Benuka
KinbkicTb  Moaucpikauin  cnocoby. 3BuuaniHO Ui  Moaudikauii OCHOBaHi Ha  BUKOPUCTaHHI
BOAOBMLITOBXYBanbHUX 3acobis, Takux sk K,COjz;, CaO, n-tonyoncynbdokucnotn (TsOH), edipaty
Tpudptopuctoro 6opy (BF;-OEt,), outoBoi kucnotn (AcOH), cynbdarty marnito (MgSO,), rigpuay
kanbuito (CaH,), Tetpaxnopugy Ttutany (TiCly) i monekynapHux cut (ame. J. Kang Buwe). IHwi
mMoaudpikauii BKknovaroTb XiMiYHE MEepeTBOPEHHS BOAM B AKy-HeOyAb iHWY peyoBuHy B Xof4i peakuil
KoHaeHcaluii (ame. J. Kang Buwe). [JoknagHWn ornsig BEUKOI KifTbKOCTi CMOCO6iB OTPMMaHHST EHaMiHIB
npeacrasneHo B "EHaMiHKM, CUMHTE3, CTPYKTYpa i peakuil”, 2-e BugaHHsa, nig pegakuieto A. G. Cook,
Poagin 2, (1988). KoHkpeTHi npuknagn cnocobiB OTPMMaHHA €HaMiHIiB MOXHa 3HaWTW B HACTYMHMX
oxepenax:

MateHT US 3074940, akmin poskpuBae, WO AedKi anbieriav YyTBOPKKTb a3eoTPOrnHi Cymiwi 3
BOJOM, L0 MOXHaA BUKOPUCTOBYBaTW ANSA BUAANEHHSA peakuinHOl BOAM, sika YTBOPKETLCA B XOAi
peakuin KoHAeHcaLii 4eAKMX eHaMIHIB;

MateHT US 3530120, AkMin pO3KpMBAE peakuilo KOHAEeHCaUil OesKMX eHaMiHiB 3 Morekyrnamu
apcuviHy B iHepTHIN aTMocdepi;

MateHT US 5247091, 9k po3KpMBae peakLii KOHAeHcaLlil eHaMiHIB y BOOHOMY CepefoBuLL;

S. Kaiser, S.P. Smidt i A. Pfaltz, Angew. Int. Ed. 2006, 45, 5194-5197 - guB. goAaTKoBY
iHpopmauito ctop. 10-11; i

WO 2009/007460 A2, gue. cTtop. 13, npuknag 1a.

EHaminy, Taki gk 1-(3-meTunTiobyT-1-eHin)niponianH, BUKOPUCTOBYIOTL SIK MPOMIDKHI CMOMYKU Npu
OTPUMaHHI JesdKkMX HOBUX iHceKkTuuuMAaiB (auB., Hanpuknag, U.S. Patent Publications 2005/0228027 i
2007/0203191). Bigomi B uen 4yac crnocobu OTPMMaHHS TakKWX TiOEHaMIHIB He eqeKTVBHI B
NPOMMWCIOBOMY BUPOGHULITBI Takoro poAy €HamiHiB Mo MHOXWHI NMpUYMH - npobnemu 3anobiraHHA
TEPMIYHOMY PO3KITagaHHIO TiOEHaMiHy, i, He3BaXaloumn Ha Te, Lo BMKOPUCTOBYBaHUIM kapboHaT Kanito
€ epeKTUBHUM OCyLLIyBadeM, NpobrnemaTuyHo BiadinbTpoByBaTK OCYyLIyBay Takoro pogdy B xoAi 6inbLu
MaclTabHOro BMPOOHMLTBA, HiX NabopaTopHMiA MacwTad. TakuM YMHOM, B XO4i LMX TUMIB peakuin
KOHAeHcauii noTpibHe BuaaneHHs BoaM 0e3 BUKOPUCTAHHS TBEpAMX oOcywyBadiB abo 6es
BUKOPUCTAHHA TEMMNEPATYPHUX YMOB, CMPUSIOUYNX TEPMIYHOMY PO3KNadaHHIO Takoro poAay eHaMiHiB.

[oknagHuin onnc BuHaxoay

3aranowm, cnocobu, po3kpuTi B JAHOMY AOKYMEHTI, MOXYTb OYTV NpointocTpoBaHi cxemoto 1.

R1

R1 R3
H N\
\ /R3 11] /C=C\, /R4 /O\
R2—/C—C\\ + R4” RS —— R2 N\ + H H
H 0 RS
Cxema 1

Y OCHOBHOMY, AaHWI BUHAXI siBNSie CODOK0 Crnocib, KM BKIOYAE:
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(A) B3aemopito nepLUOi CyMiLli 3 APYrolo CyMILLLLIIO B peakLiiHin 30Hi, (1) Ae Bka3aHa neplia cymiw
MiCTUTb aMiH HacTynHOI popMynun

ae koxHun R4 i R5 saBnsge cobow pagukan, HesanexHo BubpaHum 3 C;-Cg ankiny, Cs-Cg
umknoankiny, C,-Cg ankokciankiny, C,-Cy, apunankiny, C,-Cg ankinamiHoankiny, apuny i
retepoapuny, abo R4 i R5, B3ati pasom 3 N, gaBnaioTb coboto 5- abo 6-yuneHHe HacudeHe abo
HEeHacuYeHe Kinble, i

(2) pe BkasaHa gpyra Cymill MICTUTb HENOMNSAPHUA PO3UYNHHUK 3 BUCOKOK TEMMNEPaTypoo KUMIHHS i
KapboHin (TobTo anbgerig abo KeToH) HacTynHoT hopmynu

R1 R3
/
R2—(C—(
W\
H 0O

(a) me koxHui R1 i R2 aBnsie cobot pagukan, HesanexHo BubpaHunm 3 C; Cg ankiny, Cs-Cg
umknoankiny, C,-Cg ankokciankiny, C,-C,, apunankiny, C,-Cg ankinamiHoankiny, apuny i retepoapuiny,
KOXXHUI 3 SIKMX He3anexHo 3amilleHnii ogHum abo binblie S-R6, oe KoXHU R6 He3anexHo BnbpaHun
3 C.Cg ankinie, Cs-Cg uwmknoankinie, C,-Cg ankokciankinie, C;-Ci, apunankinis, C,-Cg
arnkinamiHoarnkinis, apunis i retepoapunis, i

(b) ne R3 BubpaHunm 3 H, C;-Cg ankiniB, C3-Cg uuknoankinis, C,-Cg ankokciankinisa, C,-Ci,
apunankinis, C,-Cg ankinamiHoankinis, apunis i rerepoapwnis;

(B) B3aemogito y BkasaHi peakuinHin 30Hi BKa3aHOro aMiHy i BkazaHoOMy KapboHiny 3 oTpuMaHHaM
eHaminy i H,O, ge BkasaHy B3aemogito MPOBOAATb B yMOBaxX QUCTUNALIT, SKi BKINOYaOTb

(1) Tmck Big npubnusHo 100 Mackanis (Ma) go npubnuaHo 120000 Ma i

(2) Temnepatypy npubnunsHO HWXKYY, ane nepeBaXHO HWXYY, HiK TemnepaTypa TepMiYyHOro
po3knajaHHs BKa3aHOro eHaMiHy B yMOBax BkasaHoi B3aemogii; i

(C) BMganeHHa napoBoi dasu 3 BKasaHOI peakuinHOl 30HM, e BKasaHa naposa asa MICTUTb
BKa3aHWN HENOMNsPHUN PO3YMHHMK 3 BUCOKOKO TeMrnepaTyporo KuniHHA | H,0,

€ BiOHOLLEHHS

(KiNnbKiCTb NepLuoi cyMmiwi, AodaHOI OO0 BKa3aHO! peakuinHol 30HM): (KinbKicTb napoBoi dasw,
BMAanNeHoi 3 BkazaHoi peakLinHOi 30HM)

AOPiBHIOE Big NpubnmnsHo

(1 yacTmHa gogaHoi nepLoi cymiwi): (1 YyacTuHa BuaaneHoi naposoi asn)

00 nNpmbnnsHo

(1 yactmHa gogaHoi nepwoi cymiwi): (20 yacTnH BUAaneHoi naposoi dasu).

Y OCHOBHOMY, BKasaHy B33aEMOi0 MOXHa 34incHUTK 6yab-akMM cnocobom, opHak OGinbLu
nepeBaxxHO, SKLWIO BKasaHa neplua CyMill B3aeMOAi€ 3 BKa3aHOKW [PYrol CYMILULI Y BKasaHin
peakuinHin 30Hi Takii, WO BKa3aHa B3aemogis BigbyBaeTbca Ha abo HMKYe MOBEPXHi BKa3aHOi Apyroi
CyMiLLi.

Y cnocobi MOXHa BUKOPUCTOBYBATWM NPUOMM3HO €EKBIMONSAPHI KiNbKOCTI BKa3aHOro amiHy i
BKa3aHOro KapOoHiny, Xo4 HagULLIKU OgHOro abo iHWOoro MoXyTb OyTK Takox BMKOpUCTaHi. MonspHe
BiJHOLLUEHHS KiNbKOCTEW aMmiHy i KapOoHiny moxe gopiBHIOBaTKM Big npmbnuaHo 0,9 go npubnusxo 1,2,
OfHaK, HEe3HayHWN MOMAPHWA HAANMULLIOK amiHy B MOPIBHAHHI 3 KapOOHIOM € nepeBaxHUM,
Hanpwvknag, MomsipHe BiAHOLIEHHS, WO cknagae Ginbwe 1, ane meHwe npnbnusHo 1,1.

B3aemogito 34iMCHIONTL B NPUCYTHOCTI HEMOMSPHOrO PO3YMHHMKA 3 BMCOKOK TemnepaTyporo
KVMMiHHA, TaKOro K BYrNeBOAHEBI PO3YMHHMKW, HANBIinbLl NepeBaXHUMKU € apOMaTUYHi BYrNEeBOAHEBI
PO34YMHHUKK, Taki fK, Hanpuknag, 6eHson, Tonyon abo kcunon. Y uen yac TOnyon € NnepeBaXHUM
PO34YMHHUKOM.

Y iHWOMy BapiaHTi 34iCHEHHS OaHOro BWHAxXoA4y, BKa3aHy B3aEMOAil0 NPOBOASTbL B YMOBax
ONCTUNALIT, 9K BKMOYalOTb TemnepaTtypy, nNpu €Ki Ginblla YacTuHa, SKWO He BeCb, BKa3aHun
KapboHin, SKku He npopearysas, 3HAaXOAUTLCH NEPEBAXHO Y BKa3aHi OPYrin CyMmilli, a He y BKa3aHin
naposin pasi. NepeBaxHo 36epiratn kapboHin y Apyrin cymiwi Ana 3giiCHEHHs Moro B3aemopgii 3
amiHoM | 3anobiraHHs YTBOPEHHI0 aseoTpony BoAa-aneaeria. Hanpuknag, SKWO BUKOPUCTOBYIOTb

N
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Oytnpanbgeria, 6axaHun iHTepBan Temnepatyp - Big npubnusHo 60 °C pgo npmbnusHo 80 °C npum
TCky 1 atm.

Y iHWOMY BapiaHTi 34iMCHEHHS OaHOro BWHAXOAyY, BKasaHy B3aeEMOfi0 34IMCHIOTbL B yMoOBax
ANCTUNSALIT, siKi BKNHoYaoTb TUCK Big npmndnunsHo 1000 Ma go npnbnusHo 60000 Ma i TemnepaTypy Big
npunbnusHo 10 °C go npubnmsHo 80 °C.

Y iHWOMY BapiaHTi 34iMCHEHHS OaHOro BWHAXOAY, BKasaHy B3aEMOLII0 34iMCHIOITb B yMOBaX
ANCTUNSALIT, siKi BKIHOYaOTb TUCK Big npmndnunsHo 2500 Ma go npnbnuaHo 30000 Ma i TemnepaTypy Big
npunbnusHo 20 °C go npubnmsHo 70 °C.

Y iHWoMy BapiaHTi 3AINCHEHHS OAHOro BUHaxo4y, BKa3aHy B3aEMOfil0 3AIMCHIOITb B yMOBaXx
ANCTUNALIT, ki BKNoYaTb TUCK Big npnbnusHo 5000 Ma go npubnusHo 15000 Ma i TemnepaTypy Big
npnbnusHo 25°C go npubnuaHo 65 °C. Y iHWOMYy BapiaHTi 34iMCHEHHS BMHaxody, MepeBaXKHO
nigTpuMkKa TemnepaTypu Hkya TemnepaTtypu TepMivyHoro posknagaHHs 1-(3-metuncynbdaHin-6yr-1-
€Hin)-niponiguHy B XoAi peakuii oTpuMmaHHsa 1-(3-meTuncynedaHin-6yT-1-eHin)-niponignHy.

Y cnocobax Takoro pogy nepeBaxHO, LWOO peakuilo KoHAeHcalil npoBoaunuM B a3eoTpPOnHUX
yMOBax 3 METOK BuaaneHHs 6axaHoi KinbkocTi Bogu. Takox nepeBaxHo, Wob Anst BuaaneHHs Boau
He Oynu BUKOpPUCTaHi ocyLlyBaui.

Y iHWoOMy BapiaHTi 3aiicCHeHHs1 gaHoro BuHaxody, R1 i R2 HesanexHo siBnsitoTb coboto C;-Cg
ankin, Cs-Cg uMknoankin, KoXHUI 3 AKX He3arnexHo 3amilleHunin ogHum abo Ginblwe S-R6, ae KoxHun
R6 HesanexHo BnbpaHui 3 C,-Cg ankiny.

Y iHWOoMYy BapiaHTi 3ailcHeHHs1 AaHoro BuHaxody, R3 asnsie coboro H.

Y iHWoMy BapiaHTi 34iNCHeHHs AaHoro BuHaxody, Ae R4 i R5 koxHui He3anexHo BnbpaHun 3 C;-
Cg ankiny i C3-Cg umknoankiny. Y iHWoMy BapiaHTi 3giicHeHHs BuUHaxoay, R4 i R5, B3ATMx pa3om 3 N,
npeacTaBnalTb 5- abo 6-4yneHHe HacudeHe abo HeHacu4eHe Kinbue.

Y iHWoOMy BapiaHTi 34iNCHEHHS OaHOro BUHaxo4y, BKa3aHa neplia Cymill MICTUTb NiponiauH, a
BKazaHa Adpyra Cymiwl MicTUTb 3-meTuncynbdaHin-6ytupanbgerig. Y iHWOMY BapiaHTi 34iNCHEHHS
AaHoro BUHaxoA4y, BkasaHui eHaMiH aBnsae coboto 1-(3-meTuncynbdaHnin-6yTt-1 -eHin)-niponiguH.

Y iHWOoMy BapiaHTi 34iNCHEHHS JaHOro BMHaxony, neplia Cymiwl i gpyra cymilwl no Mipi 4of4aBaHHS
MOXYTb B3aEMOLISITV B PEaKLiHilA 30Hi.

Y iHWOMYy BapiaHTi 34iINCHEHHA JaHOro BUHaxody, BiAHOLLEHHS (KinbKiCTb NepLuoi cymili, JogaHol
00 BKa3aHOI peakuinHOl 30HM): (KiNbKiCTb NapoBoi a3un, BuaaneHol 3 BkazaHo! peakuinHOl 30HK)

OOpiBHIOE Big NpnbnusHo

(1 yacTmMHa goaaHoi nepLoi cyMiwi): (2 YyacTuHM BUZaneHoi naposoi asn)

00 nNpmbnnsHo

(1 yacTmMHa gogaHoi nepLuoi cymiwi): (15 yacTuH BuganeHoi naposoi dasun).

Y iHWOMY BapiaHTi 34iNCHEHHS AaHOro BUHaxXoA4y, BiAHOLEHHS

(kinbKiCTb NepLloi cymiwi, AogaHoi OO BKa3aHOi peakuiiHOi 30HW): (KiNbKiCTb MapoBoi asw,
BMAanNeHoi 3 BkazaHoi peakLinHOi 30HM)

OOpiBHIOE Big NpnbnunsHo

(1 yactuHa gogaHol nepLioi cymilli): (3 YacTMHU B1uaaneHol naposoi asn)

A0 nNpnubnmnsHo

(1 vactuHa gogaHoi nepuoi cymiwi): (10 yacTuH BUaaneHoi naposoi asn).

Mpuknagn

Mpuknagn npeacTaBneHi Ans inocTpadii Uinern BMHaxody, ane He sK Taki, Wo ob6MexyloTb
BUHaxif, PO3KPUTMI B AAHOMY AOKYMEHTI, B AaHMX NMpuKnagax po3kpuTi TiNbKW BapiaHTV BUHAXoAy.

1. OTpumaHHsa 3-meTunTtiobyTaHanto (1) 3 KPOTOH anbaerigy

s
A _cHo
(1)

TpuniTpoBy (n) TpUropny KpyrnogoHHY Konody, OCHALLEHY MarHiTHOK Millarkor, TemnepaTypHuMm
30HAOM, KpansivHHOI FiNKOK, HacaaKow Afs NeperoHkM, HanoBHEHOT a30ToM; i Sika OYULLAETbCSA 3a
gonomMoroto  BiabinoBanbHOro rasoenosfoBada, HanoBHunu 100 mMn Tonyony 3 noganbLinm
ponasaHHAM 84 1 (1,39 monb) 6e3BOAHOI OLTOBOI KMCMOTM 3 nodanbwum goaasaHHsam 61 r (0,86
MOnb) KpoToHaneaerigy. IHwi 100 mn Tonyony BUKOPUCTOBYOTb SK PO3YMH AN NPOMUBAHHA B XOAi
Ao[aBaHHA OLTOBOI KUCMOTW | KpoToHanbAerigy. PeakuinHy cymill oXonomkyoTb Yy BOASHIN 6aHi 3
nboAOM, a MnoTiM 4Yepes3 KpannuHHy ninky gogatote 500 r (0,906 monb) 12,7 % no maci BogHoro
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PO34YMHY MeTUNMepKanTuMay HaTpilo NpoTsaroM 67-XBUITMHHOMO (XB.) nepiogy. BHyTpiwHa peakuiniHa
TeMmnepaTypa B xoAi OOAaBaHHS po34uHy Mepkantugy 3poctae 3 2 °C go 13 °C, a peakuivHuii pH,
BUMIpPSIHUIA 3 BUMKOPUCTaHHSAM pH iHOMKaTOpHOro nanepy, AoOpiBHIOE nNpubnusHo ~7. BogHy GaHio 3
NbOAOM NpubupatoThb i HarpiBatloTb peakuiiHy cymiw o 50 °C npotarom 10 roamH (roa.). Ha gaHomy
eTani xpomarorpadidHmin rasoananisatop (X) nokasas npubnusHo -0,8 % (BigHOCHa nnowa) ans
BUXiOHOBOro KpoToHanbAerigy. PeakuiiHy cymiw NOTiM NepeHoCATb B 2-NiTPOBY LiINUAbHY MiNKY i
po36aBnsioTb cymiw iHwWumn 400 mn Tonyony. HwxkHin BoagHMIA Wwap BiadinbTPOBYOTh i 3NMBalOTb.
OpraHiyHni Wwap, wo 3anuwmnecs, npommatoTb 300 Mn ymcToi Boan. HWKHIM BOgHWIA Wap 3nmMBatoThb,
a opraHiyHui Wwap, Wo 3anuwiMBCH, NepeHocATb Hasag B peakuiiHy nocyauHy. [MoTiM peakuiiHy
CyMilLl NigAaTb a3eoTPONHIN BiArOHLI 3 METOK CYLUIHHS B TeMmnepaTtypHoMy iHTepsani Big 19 °C go
22 °C i Bakyymi npyn ~5300 lNa pt. cT. npotsarom npubnuaHo 40 xB. 3ibpaHuii AUCTUNAT MICTUTL B
Oinbwin kinbkocTi Tonyon i npubnusHo 0,2 % 3-meTtunTiobyTaHant. [licna 3aBeplUeHHA BiArOHKU
peakuiiHi wapu, WO 3anuMumnuca B MOCYAWHI, i30M0ITb 3 METOK OTPUMAHHA CBITNO-KOBTOrO
po3umHy 536 r 3-metunTiobyTaHanto B Tonyoni. [aszoxpomarorpadiyHui KinbKiCHUM aHani3a gaHoil
CyMiLLi (3 BUKOPUCTaHHSAM gunponindTtanaTy siK BHYTPILWHbOro cTaHAapTy) nokasas 17,6 %-Hui BMICT
no maci 3-meTunriodytaHanto (1) B Tonyoni i 93 %-Hui BUXig NPOAYKTY.
2. OTpuMaHHs 3-meTunTiobyTaHanto (1) 3 KPOTOH anbaerigy

s
_A__cHo

(1)

Tpuropny KpyrnogoHHy konby Ha 500 mn nocnigoBHo HanoBHiowTh 25,00 r (0,35 monb) 99 %
KpoToHanbgerigy, notim 28,03 r (0,47 monb) 6e3BogHOI OLUTOBOI KMCMNOTK i 3pewwToro 57,26 r (0,62
Monb) Tonyony. PeakuivHy cymill nepemilwytoTb 3a AOMOMOro MarHiTHOI Millanky i OXONOMXYHTb Y
BOAHIN BaHi 3 NbogoM. FAK TiNbKu BHYTPILWHA peakuinHa TeMmnepatypa gocsrae 2 °C, yepes KpaniunHHy
ninky gopgatotb 143,79 r (0,431 monb) 21 %-HOro NO Maci BOGHOIO PO34MHY METUIMEPKANTUAY HATPIO
nNpoTAroM 56-XBUNUHHOIO Mepiogy, a BHYTPIWHA peakuinHa TemnepaTypa B MNOCyauHi B XoAi
podaBaHHsA 3pocTtae 3 2 °C po 10 °C. pH, BUMIpsiHM 3 BUKOPUCTaHHAM iHOMKATOPHOro nanepy,
OOpiBHIOE NpnbnmaHo 7. BoagsiHy 6aHio 3 nbogoM npubupaloTb i HarpiBaloTh peakuiiHy cymiw [o
60 °C npotarom 24 rof., nicng UbOro nepiogy peakuidHii cyMilli JaloTb MOXIUBICTbL BUXOMOHYTW.
®da3un peakuifHol cymiwi posginatoTs. HuxHo BoaHy dasy (147,95 r) anuBatoTb B MOTIK BiAxodis.
BepxHto opraHiyHy dasy (97,6 r) izontooTb. MazoxpomaTorpadiyHnii KinbKiCHUA aHania gaHol cymilli
(3 BMKOpUCTaHHAM aunponindTanaTy K BHYTPILHLOro cTaHaapTy) nokasas 37,5 %-HUIM BMICT MO Maci
3-metunTtiobyTtaHanto (1) B Tonyoni i 88 %-Hun BMXig npoaykTy.

3. OTpumaHHs 1-(3-meTuncynbanindyT-1-eHin)niponiamHy (2)

)\/\N

(2)

Tpuropny KpyrnogoHHy konby Ha 500 mn, 3abe3neyeHy Hacagkow Ans dpakuitHOi NeperoHku,
HanoBHunn 96,55 r (0,31 monb) 37,5 %-Horo no maci po3yuHy 3-meTunTtiobytaHanio B Tonyoni (3
Mpuknagy 2) 3 noganblwivMm gofasaHHaM 276 r (3,0 monb) 4muctoro Tonyony. PeakuiiHy cymil
HarpiBaloTb A0 35°C i 3OINCHIOTb KUM'ATIHHA CUCTEMM 3i 3BOPOTHUM XONOAWUSIBHUKOM Mpu
3HWKEHOMY TUCKY NpnbnunsHo ~9300-10600 [Ma. Mig Yac KMn'aTiHHA CyMill NepemiyoTb NpoTarom 45
XB., @ MOTiM 30upatoTb 3Bepxy 15,5 r guctunary npotarom 22,0 xB., NOKM TemnepaTypa NOCy4uHU
popiBHoe npubnmnsHo 39 °C. [HopatkoBi 16,5 r guctmnarty 30upatoTb npoTdarom 12 XB., MOKM
TeMnepaTypa NocyauMHU OopiBHOE npubnusHo 46 °C. licna 36opy gpyroi dpakuii B HWKHI Wwapu
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peakuinHoi cymiwi 6esnepepsHo gogatotb 21,8 r (0,31 monb) niponiamHy npotarom 55,0 xB. Y xoai
AoAaBaHHSA niponiavHy, 6ynu 0OTPUMaHI HUXKYeHaBeaeHi AMCTUNSALINHI napamMeTpu:

Temnepatypa nocyauHu:; 35-47 °C

Temnepatypa BepxHix wapis: 30-47 °C

Tuck: npmbnmsHo 9300-10600 Ma

Y KiHUi AogaBaHHA MiponiguHy, wapw, SKi nexaTb HWXK4Ye NiHil po3gineHHa ¢as, NnpoMuBaloTb
npubnuaHo 0,86 r Tonyony. [UCTMRAUilO NPOOOBXYHOTb NpPOTAroMm 47 [OOAATKOBMX XBUITWH,
npubupatoum 3Bepxy nerki wapu. Bakyym ckmgatoTb LWIISXOM MPOMUBaHHS CUCTEMU a30TOM, a MOTIM
CyMilLl OXONOAXYI0Tb OO0 TemnepaTypu HaBKOMULLIHLOrO cepefosuwia. 3bupatots 3aranom 146,21 r
anctunaty. 36upatote 3aranom 186,82 r HUXKUMX ANCTUNAUINHUX LWapiB | aHani3ylTb BUXIA NPOAYKTY
peakuii. "H NMR crnekTpockoniuHuin aHanis CyMiLLi NpoAyKTiB (3 BUKOPUCTaHHAM BeH3nnaueTaTty sk
BHYyTpiwWHboro craHgapty i CDCl; sk po3duMHHWMKa) nokasasB 24,6 %-Hui BMiCT no maci 1-(3-
mMeTuncynbdaHinbyT-1-eHin)niponiguHy (2) B Tonyoni i 87 %-Huin BUXia NpoayKTy.

4. OTpumaHHs 1-(3-meTuncynbdaninbyT-1-eHin)niponignHy (2)

A,

()

Tpuropnunii peaktop Ha 700 MmN 3 COpO4YKO, 3abesnedeHui Hacagkow nna  pakuiiHoi
neperoHkn, HanosHioTb 17,00 1 (0,326 Monb) 22,7 %-Horo no maci po3dmHy 3-meTuntiobytaHanio B
Tonyoni 3 noganblwuM gofaBaHHAM popatkoBux 284 r (9,44 monb) yuctoro Tonyony. PeakuinnHy
cymiw HarpiBaoTb Ao 45 °C i niggaloTb Aii 3HMWXKeHoro Tucky npmbnmaHo ~ 10600 MMa, i notim
Oe3nepepBHO A0LAOTb B HWXKHI LIapy peakuiiHoi cymiwi 24,63 r (0,343 Mornb) niponiguHy NpoTAarom
15 xB. B xo4i gogaBaHHsA niponignHy, 6yny 4OTpUMaHi Hux4YeHaBeeHi ANCTUNALIAHI napaMeTpu:

Temnepatypa nocyauHu: 41-45 °C

Temnepatypa BepxHix wapis: 38-40 °C

Tuck: npmbnusHo 10,600 MNa

Y KiHUi godaBaHHSA NiponiaMHy, Wapu, SKi nexaTb Hwk4e MiHil posgineHHs ¢as, npoMuBaloTb
npuénusHo 0,86 r Tonyony. [OuCTuMRAUilO NPOOOBXYHOTb NpPOTAroM 28 [OOAATKOBUMX XBUITWH,
npubuparoumn 3Bepxy nerki wapun. Bakyym ckMaaloTb LWASXOM MPOMMBAHHA CUCTEMU a30TOM, a MOTiM
CyMilLl OXONOOKYHOTb OO0 TemnepaTypu HaBKOMMLIHLOrO cepegosuwia. 36upatoTb 3aranom 248,25 r
anctunaty. 36upatoTb 3aranom 192,70 r HUKYMX ONCTUNALIMHUX LWIapIB i aHani3ylTb BMXig NPOAYKTY
peakuii. 'H NMR crekTpockoniuHuii aHania CyMmilWi NpoaykTiB (3 BUKOpPUCTaHHAM OeH3aunaueTaTty sk
BHyTpiwHboro crtaHgapty i CDCl; 9k posumHHuka) nokasaB 19,3 %-Hun BmicT no maci 1-(3-
MeTuncynbgaHinbyT-1-eHin)niponiguHy (2) B Tonyoni i 86 %-Hui BUXi4 NpOayKTYy.

OOPMYJIA BUHAXOLOY

1. Cnocib, aKk1in BKIOYaE:
(A) B3aemMogio nepLuoi Cymilli 3 ApYroto CyMILLLLO B peaKUilHii 30Hi,
(1) oe BkasaHa nepLia Cymill MiCTUTb amiH HaCcTyMHOI hopmyrnu

H

N
~
Ra” R5
ae koxHun R4 i R5 aBnsie coboto pagukan, HesanexHo BubpaHun 3 C,-Cgankiny, Cs-Cgumknoarnkiny,
C,-Cgankokciankiny, C;-Cy,apunankiny, C,-CgankinamiHoarnkiny, apuny i retepoapuny, abo R4 i R5,
B34Ti pa3oM 3 N, npeactaBnstoTb 5- abo 6-4neHHe HacnvyeHe abo HeHacKYeHe KinbLe, i
(2) pe BkasaHa gpyra Cymill MICTUTb HEMNOMNSPHUA PO3YMHHUK 3 BMCOKOK TEMMEepaTypor KUMIHHSA i

KapboHin (TobTo anbgerig abo KeToH) HacTynHoT hopmynu
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R1 R3
R2 \C C/
A\
H (@)

(@) me koxHunm R1 i R2 saBnsie coboto papgukan, HesanexHo BuOpaHunm 3 Ci-Cgankiny, Cs-
Csumknoankiny, C,-Cgankokciankiny, C;-Cyapunankiny, C,-CgankinamiHoankiny, apwny i
retepoapuny, KOXHWUA 3 SKMX He3anexHOo 3amilleHu ogHum abo Oinbwe S-R6, ge koxHun R6
He3anexHo BmbpaHun 3 C,-Cgankiny, Cs-Cgumknoankiny, C,-Cgankokciankiny, C,-Ciapunankiny, C,-
CgankinamiHoankiny, apuny i retepoapuny, i

(b) ne R3 Bubpanuin 3 H, C,-Cgankiny, Cs-Cgunknoankiny, C,-Cgankokciankiny, C,-Cy,apunankiny, C,-
CgankinamiHoankiny, apuny i retepoapwuny;

(B) B3aemogjlo y BkasaHii peakuinHin 30Hi BKA3aHOro aMiHy i BKasaHOro kapboHiny 3 oTpumMaHHAM
eHamiHy i H,O, oe BkasaHy B3aeMOZit0 34iNCHIOTb B YMOBaX ANCTUNALIT, SIKi BKITOYAOTh!

(1) Tmck Big npubnuaHo 100 Mackanis (Ma) go npubnuano 120000 MMa, i

(2) TemnepaTypy, NpuBNN3HO HWKYY, ane MepeBaXHO HWXKYY, HiK TemnepaTypa TepMi4YHOro
pO3KfiagaHHA BKa3aHOro eHaMiHy B X0 BKa3aHOoi B3aeMOAil; i

(C) BuMpaneHHs napoBoi (ha3n 3 BKa3aHOi peakuiHOi 30HW, Oe Bka3aHa napoBa dasa MiCTUTb
BKa3aHWN HEMOMSPHUIN PO3YMHHMK 3 BUCOKOK TeMnepaTyporo KuniHHA | H,0,

Ae CniBBigHOLWEHHS (KiNbKiCTb NepLloi CyMilwi, AOAaHOI A0 BKa3aHOI peakuiiHOi 30HM):(KINbKiCTb
napoBoi asn, BuganeHoi 3 Bka3aHol peakuiiHoi 30HM) AOPIBHIOE Big npnbnusHo (1 yactnHa goaaHoi
nepwoi cymiwi):(1 YactuHa BuaaneHoi naposoi ¢a3n) oo npubnusHo (1 YactuHa [oAaHoi nepLuoi
cymiLwi):(20 yacTuH BMganeHoi napoBoi gasm).

2. Cnocib 3a n. 1, ge BKasaHa neplia CyMmill B3aEMOi€ 3 BKasaHOK OPYrol CYMIWLIKD Y BKasaHin
peakUiiHin 30Hi TaKMM YMHOM, L0 BKa3aHa B3aemMopis BiabyBaeTbcs Ha abo HMKYe NoBepxHi Bka3aHoi
ApYyroi cymiLi.

3. Cnoci6 3a n. 1, ae MonsipHe CniBBIOHOLLEHHS KiNbKOCTEW aMmiHy i kapOoHiny, BUMKOpUCTaHe npwu
B3aemogii, cknagae 6inbwe 1, ane meHwe npndnusHo 1,1.

4. Cnoci6 3a n. 1, Ae BKa3aHUN HENOMAPHUIA PO3YMHHUK 3 BMCOKOI TEMMepaTypo KUMIHHA SBMsSeE
coboto Tonyon.

5. Cnocib 3a n. 1, ge Bka3aHy B3acMOfil0 3A4IMCHIOITb B yMOBax AWUCTUMAUII, SKi BKMHOYaOTb
TemnepaTypy, npu Sk Ginblia YacTuHa Bka3aHOro kapboHiny, skui He npopearyBas, abo BecCb
KapboHin, SKkni He npopearyBas, 3HaXOAUTLCH NEPEeBaXHO y BKa3aHiv OPYrin CyMmilli, a He y BKa3aHin
naposin dasi.

6. Cnoci6 3a n. 1, ge BKasaHy B3aeMOLit0 34INCHIOTb B YMOBAX OUCTUMALIT, SKi BKNIOYAKTb TUCK Big
npmbnmaHo 1000 Ma go npubnusHo 60000 Ma i Temnepatypy Big npnbnusHo 10 °C go npubnusHo
80 °C.

7. Cnocib 3a n. 1, Ae BKkaszaHy B3aeMOZjl0 34INCHIOITb B YMOBax AUCTUNSALIT, SKi BKIOYaloTb TUCK Bif,
npmbnmaHo 2500 Ma go npubnusHo 30000 Ma i Temnepatypy Big npnbnusHo 20 °C go npubnusHo
70 °C.

8. Cnocib 3a n. 1, Ae Bka3aHy B3aEMOZi0 34iNCHIOITbL B YMOBaxX AUCTUINSALIT, SKi BKMOYaOTb TUCK Big
npnbénusHo 5000 MNa go npubnuaHo 15000 MNa i TemnepaTypy Big NpnbnuaHo 25 °C oo npubnusHo
65 °C.

9. Cnocib 3a n. 1, Ae BkaszaHy B3aEMOLit0 34iACHIOITbL B a3€0TPOMNHMUX yMOBaX.

10. Cnoci6 3a n. 1, ge R1 i R2 He3anexHo aBnsaTb coboto C-Cgankin, Cs-Cgumnknoarnkin, KoXHUN 3
AKNX He3amnexHo 3amileHnn ogHuM abo Oinblwe S-R6, ae koxHun R6 HesanexHo BubpaHui 3 Ci-
Cgarkiny.

11. Cnoci6 3a n. 1, pe R3 aBnse coboto H.

12. Cnoci6 3a n. 1, ge koxHuMn R4 i R5 aBnsie coboto paagukan, HesanexHo Bubparun 3 C,-Cgankiny i
Cs-Cgumknoankiny.

13. Cnoci6 3a n. 1, ge R4 i R5, B3aTi pasom 3 N, npeacrtaensaoTb 5- abo 6-uneHHe HacuyeHe abo
HeHacu4eHe Kinbue.

14. Cnoci6 3a n. 1, Ae BKasaHa nepLlua CyMill MiCTUTb NiPONiAWH, a BKazaHa Apyra cymiwl MictuTb 3-
mMeTuncynbdaHin-oytupansgeria.

15. Cnocib 3a n. 1, Ae BKasaHui eHaMiH sBnsge coboto 1-(3-meTuncynbaHnin-6yT-1-eHin)-niponignH.
16. Cnoci6 3a n. 1, ge cniBBigHOWEHHSA (KiNbKICTb MEpLUOi CyMmilli, 4OO4AaHOT OO BKa3aHOI peakuiiHol
30HM);(KiNbKICTb NapoBOi ¢ha3n, BMAANEHOI 3 BKa3aHOi peakLiiHOi 30HK) AOopiBHIOE Big npndnunsHo (1
YacTUHa OOAaHOI MepLoi cymiwi):(2 YacTMHM BuMAaneHoi napoBoi ¢asun) go npmbnusHo (1 4actmHa
AofaHol nepLuoi cymiwi):(15 yacTuH BuganeHoi naposoi dasu).

17. Cnoci6 3a n. 1, ge cniBBigHOLWEHHA (KiNbKICTb NepLUOoi CyMmilli, JoaaHOT OO BKa3aHOI peakuiiHol
30HM):(KiNbKICTb NapoBOi ¢ha3n, BMAaNeHOo! 3 BKasaHoi peakLiiHOl 30HK1) AOpiBHIOE Big NpubnmsHo (1
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YacTUHa OoAaHol nepulol cymiwi):(3 YacTMHM BMaaneHoi napoBoi ¢asun) Ao npubnuaHo (1 YacTuHa
AopaHol nepoi cymiwi):(10 yacTuH BuganeHoi naposoi asu).

18. Cnoci0, SKk1In BKIHOYAE:

(A) B3aemogito nepLloi CyMilli 3 ApPYror CYMILLLLIO B peaKLiHin 30Hi,

(1) oe BkasaHa nepLia CyMill MiCTUTb MiPONigWH, i

(2) ne BkasaHa gpyra cymiw MicTUTb 3-meTuncynbdaHin-bytupansaerig i Tonyon;

(B) B3aemogito BKaszaHOro niponiavHy i BkasaHoro 3-metuncynbdaHin-oytnpanbgerigy y BKasaHin
peakuiiHiin 30Hi 3 oTpumaHHsaM 1-(3-meTuncynbdaHin-oyT-1-eHin)-niponianHy i H,O, ge BkasaHy
B3aEMO/I0 3AIMCHIOITbL B yMOBaX AUCTUNALIT, SKi BKNIOYalOTh!

(1) Tmck Big npubnusHo 5000 Ma go npmbnuaHo 15000 Ma i

(2) Temnepatypy Big npnbnusHo 25 °C go npnbnnsHo 65 °C; i

(C) BMpaneHHsa naposoi asu, ska mictute Tonyon i H,O i no cyTi He MicTuTb 3-meTuncynbdarin-
OyTupanbegeria, Ae cniBBiAHOWEHHS (KiNbKICTb 4oA4aHOI NepLuoi cymilli):(KinbKicTb BMaaneHoi naposoi
dasn) gopisHIoE Big NpnbnuaHo (1 YacTMHa gogaHoi nepLoi cymiwi):(3 yacTuHM BMOaneHoi NnapoBoi
dasun) go npnbnmasHo (1 YactuHa gopaHoi nepoi cymiwi):(10 yacTMH BMaaneHoi napoBoi dasu).

Komm’'totepHa BepcTtka M. Maueno

[epxaBHa cnyxba iHTenekTyanbHOi BnacHocTi YkpaiHu, Byn. Bacunsa Jlunkiscekoro, 45, m. Kuis, MCI1, 03680, YkpaiHa

0N “YKpaiHCbKWI iHCTUTYT iHTenekTyanbHOI BnacHocTi”, Byn. [nasyHoBa, 1, m. Kuis — 42, 01601



