[aHuii BUHaxig BigHOCMTbCA [0 CNocoby OTpMMaHHS aueTUneHoBOT cronyku 3 4-HitpodTopbeHsony i 2-metun-3-
6yTnH-2-ony. [laHa cronyka BUKOPUCTOBYETLCA SIK MPOMBKHA cronyka Anst CUHTe3y, Hanpuknag, aHTUdibprunaTopHmMx
areHTiB [guB. JP-A-2001-151767] abo rinoTteH3mBHMX areHTiB [amB. J. Med. Chem., 1983, Vol. 26, No. 11, 1582-
1589].

Ak BigoMuin crnocié oTpuMaHHA aueTuneHoBoi cronyku cdopmymm (3) MoxHa Ha3BaTu crnocib, B skomy 4-
HiTpodbeHon (crnonyka (5)) B3aemogie 3 2-mMeTnn-3-6yTuH-2-xnopugom (cronyka (6)) B mpucyTHOCTi ocHoBW [AuB.,
Hanpuknag, J. Med. Chem., 1983, Vol. 26, No. 11, p. 1582 i JP-A-58-188880].

Bigomun Takox crocib, B Akomy 4-HiTpodpeHon (cronyka (5)) B3aemogie 3 2-mMeTwn-3-6yTWH-2-Xnopuaom
(cmonyka (6)) B npucyTHOCTI KaTanisatopa woauway Migi, vioguay kanito i kapboHaTy kamito [ouB., Hampuknag,
Synthesis, 1995, Vol. 6, p.707].

Kpim Toro, Bigomui crocib, B skomy 4-HitpodeHon (crnonyka (5)) B3aemoaie 3 noxigHum 2-meTun-3-6yTuH-2-ony
(cmonyka (7)) B npucyTHOCTI migHoro katanisatopa i DBU (1,8-gia3zabiuukino[5.4.0lyHaeu-7-eH) [avB., Hanpuknag,
Tetrahedron Lett., 1994, Vol. 35, p.6405].

Kpim Toro, Bigomui crnocib, B sikomy 4-HitpodeHon (cronyka (5)) B3aemogie 3 2-mMeTun-3-6yTuH-2-0MoM B
npucyTHocTi TpudeHin docdiHy i DEAD (gietTunasogukapbokeunaTty) [peakuia Mitsunobu, gus., Hanpuknag, Synth.
Commun.f 1989, vol. 19, p.1255].

Bigomwuin crnocib 3 BukopuctaHHaM 4-HiTpodTopOeH30My SK BUXIOHOT PEYOBMHU, B AKOMY 2-MeTus-3-0yTnH-2-on
BMKOPWCTOBYIOTb 3aMiCTb PO3YMHHUKA, | BUXiOHa pPeYOBMHA B3aEMOZIE 3 KarnieByM arkokCugom 2-mMeTui-3-0yTuH-2-
ony [auB., Hanpuknag, J. Org. Chem., 1972, vol. 37, p.841].
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(me X osHauae Cl, -OCO2CH3 abo -OCOCF3).

Mpw 3ginicHeHHi cnocoby, onmcaHoro B [J. Med. Chem., 1983, vol. 26, No. 11, p. 1582 i JP-A-58-188880],
BMHUKaIOTb Aesiki Mpobnemu, Taki SK HU3bKUN BUXiA, | BUKOPUCTaHHSA 2-MeTun-3-6yTnH-2-xnopugy (cronyka (6)), wo e
BiHOCHO HecTabinbHUM.

Xoua cnocib, ommcannii B [Synthesis, 1995, vol.6, p.707], nae 36inbweHun 4o 89% Buxig 3aBASKU 3aCTOCYBaHHIO
MigHOro Katanisatopa, BiH Mae Aesiki HeJoniKK, Taki K BUAANeHHa MiQHOro Katanisatopa, WO € BaXKUM MeTarom, i
3aCTOCYBaHHS BeMKOI KiNbKOCTI MoAmgy Kanito, Mpo WO BaXKO ckasaTW, WO Le Hedoporo, Yy BuMagky, Konm
3aCcTOCOBYIOTb MoAuAa Kanito i T.n. Kpim Toro, 3amMwaeTbcs npobnema, nos'ssaHa 3i cTabinbHICTO 2-MeTui-3-0yTuH-2-
xropuay. fani, icHye npobnema 3 TOYKM 30py BapTOCTi i MOXKMBOCTEN METOAMKW, Taka K 3aCTOCYBaHHs 2-MeTun-3-
OyTUH-2-x1opuay B KiNbKOCTi 2 MOfb Ha Mok 4-HiTpodTopbeH3sony (cronyka (5)).

Cnoci6, onmcanui B [Tetrahedron Lett., 1994, vol. 35, p.6405], nogibHun o Bue3asHavyeHoro crnocofy, ane gae
Buxia 81% B OinbwoOCTi BWNaAKiB, KOMM BUKOPUCTOBYIOTb  2-MeTUN-3-OyTWH-2-Xnopua;  3acTOCyBaHHS
TpudpTopaueTaty, sike 3abesnedye HamBuwwmn Buxig (88%), € SBHO HeBUrigHMM 3 TOYkM 3o0py BuTpaT, i DBU, wo
BMKOPUCTOBYETLCH, TAKOX AOPOrvin. ToMy AaHui crocib HempyuaaTHUA ik NPOMUCIIOBUIA CMoCiO.

Cnocib, ommcanun B [Synth. Commun., 1989, vol. 19, p. 1255], Takox HenmpuaaTHUIA SK MPOMMCIIOBWIA CMoCib 3
TOYKM 30pY HM3bKOro Buxoay (45%), BapTocTi gopororo DEAD i T.n.

Crnoci6, ormmcanuin B [J. Org. Chem., 1972, vol. 37, p. 841], moxe OyTM Ha3BaHWi crnocobomM BUrigHUM 3a
BUTPAaTaMm i MOXIIMBOCTAMU METOAUKM, OCKIMbKN BiH BUKOPUCTOBYE SK BMXiAHI MaTepianu 2-MeTun-3-6yTuH-2-oni 4-
HiTpodTOpGEH30N, SAKi BIAHOCHO HEAOopOri i CTabinbHi, i He BUKOPUCTOBYE KaTasni3aTopw, Taki ik Baxki MeTtanu. OgHak
JaHun croci6 mae Hegonikn, Taki AK Husbkuin Buxig (35%), TpuBanum 4Yac peakuii (3 gobw npu KiMHaTHIRA
Temneparypi) i T.n.

Onga Toro we6 BMpILWLUTK BULIE3a3HadYeHi npobremu, aBTopy 4aHOro BUHaxody AeTarbHO OOCHiSHKyBanu yMoBU
peakuii Mbk 4-HiTpodTOpOeH3010M i ankokenaom 2-metun-3-6yTnH-2-ony. BHacnigok uboro 6yB 3HangeHwn cnocio,
AKUA € YyOOBUM 3 TOYKM 30pY MOXIMBOCTEN METOAMKU | @€ LiNbOoBi CMOSyKN 3 XOPOLUMM BUXOAOM, i B pe3ynbTaTi
OyB 34iiCHEHUIA AaHUI BUHAXIA.

HaHuii BUHaxig BigHOCUTLCS A0 cnocoby OTpUMaHHS aueTUneHOBOT Cnomykn chopmymm (3)
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AKUIA BiOpPi3HAETbCA B3aemogieto 4-HiTpodpTopbeHsony popmynm (1)

e

3 ankokcmaom 2-metun-3-6yTmH-2-ony dopmynm (2)

%H {2)

npw Temneparypi Big -20 go 10°C.
Kpim Toro, 6yno 3HangeHo, Lo crnocid 3rigHo 3 4aHUM BUHaxXo40M MOXe iHriGyBaTh yTBOPEHHS NOBGIYHOT cromyku
(cnonykm (4)), sika He Moxe ByTu nerko BuganeHa Ha nogarnbLumMx cTagisx.
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Halikpalwmii crnocib 34iicHeHHs BUHaxoay

Hwxye nosicHI0ETLCA CNocib OTPMMaHHS aLeTUeHoBOoI crnonykn opmynm (3).

AueTuneHoBa cronyka doopmym (3) Moxe ByTM oTpUMaHa 3 XOPOLUMM BUXOAOM LLFIIXOM B3aEMOZii ankokcuay
2-meTun-3-6yTuH-2-ony dopmyrnm (2) 3 4-HitpodTopbeH3onom popmymm (1) B po34MHHKKY Npu Temnepartypi Big -20
no 10°C.

Y paHoMmy BUHaxofi BVKOPWUCTOBYIOTb ankokcug 2-metun-3-6yTuH-2-ony dopmynm (2) Tak, SK 3BUYAWHO
BUKOPUCTOBYIOTb ankoKCUaM MeTarniB, i Ik MeTan B ankokcuai MeTany nepeBaXxHi MyKHi MeTanu, Taki Sk HaTpin, Kanin
abo niTin, i T.N., i HATPIN € BinbLU NepeBaXXHUM 3 TOYKM 30PY MErkocTi MOBOAKEHHS 3 HAM | peakLinHOi 30aTHOCTI.

BukopuctoByBaHa KinbKiCTe ankokcugy 2-metwn-3-6ytuH-2-ony dpopmynm (2) cknagae Big 0,5 go 20 moniB Ha
MOJfb BUKOPUCTOBYBAHOI KiflbKOCTi 4-HiTpodTopbeH3ony dopmymm (1). TM yacom, OCKiNbKU BUXIA 3HWKYETbCS MpuU
BMKOPWCTOBYBaHHI KiflbkoCTi 1 Morb abo MeHLe, KinbkicTe B 1 Morb abo Binblue € nepeBaxHOL, i KinbkicTe Big 1 go
3 moniB € BinbLU NEPeBaKHOI0 3 TOUKM 30pY BUTPAT.

Lo cTocyetbca meToamkv peakuii, NepeBaxHO AofasBaTtv Mo kpamnax 4-HitpodptopbeHson cdopmyrm (1) Ao
PO34MHY, LU0 CKNaAaeTbCs 3 PO3UMHHMKA | ankokeuay 2-mMeTuit-3-6yTunH-2-ony oopmymm (2).

Yac, HeoOXigHWI AN AodaBaHHA No Kpamnnsix, ckrnagae nepeBaxHo Big 0,5 go 5 roamH, xoya BiH He 06MexxeHun,
[0 HacTaHHS LUBMAKOrO 3pOCTaHHA TemMnepaTtypu B peakuiiiHin cuctemi i Moku yTpMMyeTbCsl 3agaHa Temnepartypa.

PO34MHHUKN, L0 BUMKOPUCTOBYIOTLCSA B AAaHOMY BMHAxXOAi, BKMIOYATb PO3YMHHUKM Tuny amigy, Taki gk N,N-
anvetnnaudetamia, N,N-gumetundgopmamia, N-metunniponigoH, N,N'-aumeTunimigasuniguHoH abo noAibHi,
PO3YMHHMKM TUMY apoOMaTWYHUX BYrNeBOAHIB, TaKMX SIK TOMYyOr, KCurnon abo nodibHi, po34nHHUKK Tuny anidatmyHmx
BYIMEBOAHIB, Taki K rekcaH, rermraH abo nogibHi, PO3YMHHMKM TWUMy rarioreHBMICHUX BYFNEBOAHIB, Takux $K
anxrnopmeTaH, xnopodopm abo noAibHi, i 3amiLlaHi abo YMCNEHHI pO3YMHHMKW, 3ragaHi BULLE.

MepeBakHI PO3YMHHMKM BKMHOYAKOTb PO3YMHHUKM TUNy amigy, Ginbw nepeBaxHo N,N-gumetunauetamig i N,N'-
AVMeTUNIMIAa3niAMHOH, 3 TOYKU 30pYy BUXOAY aueTUneHoBOI crnomyku chopmymm (3).

BukopuctoByBaHa KifbKiCTb pO34MHHMKA NepeBakHO B 2 abo Oinble pasiB Ginbwe Mo maci kinbkocTi 4-
HiTpodhTOpGEH30MY chopmymm (1) i, BinbLl nepeBaxHo, Hanpuknag, Big 2 oo 4 mac, pasiB abo, Hampuknag Big 2 0o
3Mac., pasiB 3 TOYKM 30py BUTPAT.

Xoua TemnepaTtypa peakuii BapitoeTecsa B iHTepsari Big -20°C go 10°C, nepeBaxHum € iHTepsan Big -10°C go
0°C 3 TOuKM 30pYy MOAOBXKEHHSI Yacy peakuii 3aBAsSKW 3HWKEHHIO TemnepaTypu peakuii i iHrbyBaHHIO YTBOPEHHS
no6iyHoro npoaykty chopmymm (4).

| yac peakuii i TeMnepaTtypa peakuii He MoXyTb OyTn BkasaHi B 3aranbHOMY BMMNAAKY, OCKINlbKM BOHWU 3arexarb
Bij BUKOPUCTOBYBAHOI KiNMbKOCTI ankokcuay abo nofibHoro.

AueTuneHoBa crionyka doopmymm (3) moxe 6yTn oTpuMaHa y BUrfsAi CMpOro NPOAYKTY LUMSIXOM AOAAHHSA BOAM 3
noAarnbLLUOK eKCTPaKLieto OpraHiYHNM PO34YMHHUKOM, TakUM SIK TOMNYOrT, MPOMMUBAHHS | MOTIM BiGrOHKM PO3UMHHMKA.

Cvipuvin NMpoayKT MoXe OYyTU BUKOPUCTaHUA K Takui ANt OTPUMaHHSA GeH30MipaHOBOI MPOMDKHOT CMOMyKMK, i BiH
MOXe OYTV OUMLLEHMIA KO TOHKOBOK XpoMaTtorpadieto abo guctunsuieto i T.1., AKLWO HeobXigHO.

Arkokeng 2-meTun-3-6yTnH-2-ony cdopmymm (2), 6yay4m BUXIGHOIO PEYOBUHOK B AaHOMY BMHAaxOAi, 3BMYaMHO
Moxe OyTn oTpuMaHwn nepepobkoto 2-meTnn-3-6yTuH-2-ony dopmymm (2) 3 rigpuaom MeTany, Takum §K rigpua
HaTpito, rigpua kanito abo noAibHi, abo 3 meTanom, Takum ik MEeTaneBuin HATPIl, MeTaneBun Kanin, MeTaneBun niTin
abo noaibHi.

AueTuneHoBa crnonyka cdopmynu (3), oTpMmaHa 3rigHoO 3 JAaHMM BMHAxo4oM, Bege OO noxigHux GeHsomipaHy,
To6TO 40 MPOMDKHOT CrMoMykn AN cuHTe3y Aedibpunytodoro areHTy abo rinoTeH3MBHOMO areHTa npenapaTtuBHUM
MeTOOO0M, NMoKa3aHWM B HACTYTMHIN CXeMi peakuil.
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IHaKwWwe Kaxy4du, aueTuneHoBa criornyka dpopmymm (3) moxe 6yTn nepeTBopeHa B NMPOMBKHY CMONyKy ANS CUHTE3Y
BULLEe3a3Ha4YeHoro aedibpunioodoro areHta abo MNOTEH3MBHOIO areHTa UMKMisauielo Moro npu HarpiBaHHi Ans
OTpUMaHHs1 6eH30MipaHOBOT CNOYKW | BiGHOBMNEHHSM | aLeTUyBaHHSIM OTPUMAHOT CMOSyKU.

Mo6iuHni npoaykT hopmym (4), WO YyTBOPUBCA MPW OTPMMaHHI aLeTuneHoBoi cnonyku dopmymm (3), He Moxe
OyTV MOBHICTIO BMAANEHUI HaBiTb KpUCTanisauieo BULLE3a3HAYeHOoi aleTunamiHoBoi doopmn. ToMy Ans NiaBULLIE HHSA
e(eKTMBHOCTI MoAanbLUIOro NMPUroTYBaHHS BaXK/MBO iHriOyBaTu yTBOpPEHHS MobivyHoro npopykty cdopmymm (4) npu
OTPMMaHHI aueTUneHoBOI crnonyku dopmyrm (3).

[aHuin BUHaxig onucaHnin fani KOHKPeTHO 3rigHO 3 NpuKnagamu, siki He obMeXxyloTb BUHaxiIa.

Mig yac gocnigis BigHOCHY nrowy BEPX BuMiptoBanu npu HacTynNHWX yMOBaxX aHaniay:

Konotka: L-Column ODS ¢4,6 x 250mm (BurotosneHa B Chemical Evaluation Research Institute, Japan);

Entototounii po3ymH:

Big 0 go 45x8.CH3CN-0,01 M AcONHj; (45/55 06./06.)

Big 45 pno 65x8. CH3CN-0,01 M AcONHj4 (45/55 06./06. ->95/5 06./06.)

Big 65 0o 85xB. CH3CN-0,01 M AcONH4 (95/5 06./06.);

OeTektyBaHHS: YO (245 HMm);

Butpara: 1mn/xs.;

Temnepatypa konoHku: 40°C.
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Y 300mn peakuinHy konby, 3abe3neyeHy TepMOMETPOM, MILLASKOIO i KpannmnHHOLO Minkoto, Aodasamm 96,0r N,N-
avnmetunadetamigy (OMA) i 11,6r (290mmonb) 60%-Horo rigpuay HaTpilo (CycneHsis B MiHepanbHOMY Machi) i
JoJaBanu Mo Kpanmnsix npy nepeMillyBaHHi i 0XOnomKyBaHHi nbogom 25,2r (300mmornb) 2-meTtun-3-6yTuH-2-ony 4ns
OTPUMaHHS ankokcuay (Yac AoAaBaHHs Mo Kpannax: 2 roAvHN).

Micns nepemiwyBaHHa npoTarom 30 xBunvH goaasanu no kpamnax 33,8r (240mmornk) 4-HiTpodTopbeHsony (Mpu
nepeMillyBaHHi i OXOno[pKyBaHHI NMbOJOM; Yac JoAaBaHHs Mo kpannsix: 1,5 roanHn) i nicns 3aBepLUEHHs [O4aBaHHSA
no Kpannsx oTpumaHy Cymill nepemillyBanu npu Til e TemnepaTypi npotarom 18 roguH. [lo peakuinHoi cymiLui
ponasanu 480mn Boau i 480mn Tonyony, i oTpuMaHy cymil cTpywiyeamnu. llicnsa BigcToroBaHHA CyMiLL po3ainsann Ha
ABi da3u i TonyonbHy dasy Bigbupanu. BogHy da3y 3HoBy ekcTparyBanu 240mn TOMyosy i OTpMMaHy TOSyOJSlbHY
a3y ob'egHyBanu 3 paHiwe OTpMMaHOK TOIyonbHOW ¢hasol, npomuBanmM 240Mn BoAu i MOTIM BigraHsnm
PO3YMHHMK, OTPMMYIOYM cupuii npodykT (63,0r) aueTuneHoBoi cronykn opmymm (3), WO € LiNboBUMM MPOAYKTOM.
Cvipuvin NpoAdyKT ouuLLany KOSOHKOBOKO xpomatorpadieto Ha cwrnikareni, otpumytoumn 44,0r (Buxig 90%) uinboBoro
NPOAYKTY Y BUrNsAi >)KOBTOTO MacrisitHUCTOro NpoaykKTy.

"H-AMP (CDCl3) u/mnH: 8,18 (2H, A, J=9,2 '), 7,30 (2H, A, J=9,2 T'u), 2,68 (1H, c), 1,73 (6H, c).

Mpuknag 2

Y 2 n peakuiiHy konby, 3abesneyeHy TEpMOMETPOM, MILLANKOK i KpamnuHHO nikoto, Aofdasanu 283r N,N-
anmetunaueTamigy (OMA), otpumaHy cymiw oxonogxysamm Ao (-13)-(-12°C) i po Hei pogasarm 34,3r (856mMmonb)
60%-Horo rigpuay HaTpito (cycneHsis B MiHepanbHoMy Macni). [oTim gogaBanu no kpamnax 74,5r (886mmornb) 2-
mMeTun-3-0yTuH-2-01y And OTPMMaHHs ankokcugy (BHyTpiwHsa Temnepatypa: (-10)-(-8°C), yac popasaHHA Mo
Kpannsax: 3,5 roguHu).

Micns nepewmiwyBaHHa npotarom 1,5 roguH gopgasamm no kpannsx 100r (709mmonb) 4-HitpodTopbeHsony
(BHyTpiwHA Temnepatypa: (-10)-(-5°C), yac gogasaHHs no kpannax: 1,5 roguHu) i nicnsa 3aBepLUeHHs Jo4aBaHHS Mo
Kpannsax oTpuMaHy CyMill nepeMillyBanu npu Tin e Temnepartypi npotarom 38 roguH. 3a Temnepatypu Hwkye 10°C
00 peakuirHoi cymiwi goaasanu 1420mn Boaw, nicnsa nepemiwyBaHHs npoTarom 1 roauHu Ao Hel gogasanu 1420mMn
eTunaueTaTy i CTpyllyBanu; oTpUMaHi cymilli AaBanu BiOCTOATUCS, po3ainanu Ha ABi a3un i eTunaudeTaTHy ¢asy
Biabupanu. BogHy cdasy ekctparysamm 709mn eTunaueTaty i oTpuMaHy etunauetartHy a3y 06'egHyBanm 3 paHile
OTpMMaHolo eTunaueTtaTHo dasoto, npommsanu 709mMn Boau i NOTIM BiAraHAMM PO3YUHHUK, OTPUMYIOYU CUPUI
npoaykT (177r) aueTnneHoBoi crnonykn opmynm (3), LUO € LiflbOBMM NPOSYKTOM.

BigHocHi npoueHTV nnowi npyu BEPX aueTtuneHoBoi cromyku chopmymm (3) i nobivHoro npogykty dopmymm (4)
nicnsa peakuii npotarom 38 roguH i B CMpoMy NpoaykKTi HaBegeHi B Tabmmui 1.

Tabmmus 1
(3) 4)
Peakuisa 38 roguH 95,0% 0,5%
Cupuii npogykT (3) 93,8% 0,5%

MocunaneHun npuknag 1
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Y 1n peakuinHy konby, 3abe3neyeHy TepMOMETPOM, MiLLArNKo, kKoHAeHcaTopoM [liMpoTa i KpanryMHHOH TiiKoto,
ponasanu 162r o-guxnop6eHsony, Harpitoro go 170°C, i npotarom 3roa. 40xB. Tyav gofaBanum Mo Kpannsix BCHO
KiMbKICTb CMPOro MPOAYKTY aueTureHoBoi cronyku dopmymm (3), oTpMmaHoi B mpuknagi 2, po3unHeHoi B 186r o-
avxnop6eHsony (BHyTpiwHs Temnepatypa: 168-176°C). lNicna 3aBepLueHHs 4OAABaHHs MO Kpanmsix OTPUMaHy CyMiLu
nepemiwyBanu npu Tik Xe TemnepaTtypi nNpoTaromMm 1 roavHW i BiAraHANM PO3YUHHUK, OTpuMyouuM 169r cuporo
npoaykTy 2,2-gumeTun-6-Hitpo-2H-1-6eH3onipaHy, WO € LinboBUM NpoAyktoM. Cupuid MPOAYKT PO3YMHANWU Mpu
HarpiBaHHi B 3MillaHOMy pO34uHHUKY 3 3171 meTaHony i 56r Bogu i mocTynoBo oxonomkyBamm go 2°C, i notim
niggasanu kpuctanisadii npotarom 2rod. 30xB. mpu Temnepatypi Big 0 go 5°C. OTpumaHi kpuctanu BigGupanm
iNbTPYBaHHAM i MpOMMBaNM, NOTIM CYLLMNW NPW 3HWKeHOMY Tucky npu 50°C, oTpumytoumn 137t (Buxia: 94%) 2, 2-
anMeTnn-6-Hitpo-2H-1-6eHsonipaHy. Ockinbku kpuctanu 6ynu 3abpyaHeHi MiHepanbHUM MacrioMm rigpuay HaTpito i
TOMY MOAiIGHMM, BOHM Oynun nigaaHi BU3HAYeHHIO 3 BHYTPILWHIM cTaHgapToM i Mamm ynctoty 89,4%. Omxe, Buxig B
CYKyMHOCTi ABOX cTadin ctaHoBumB 84%. 3HayeHHs i3ndHMX BNAacTMBOCTEN 3paska, OTPUMAaHOIO OYMLLEHHSIM
KOJTOHKOBOI XpomaTorpadieto 3 curikarenem, 6ynm HacTynHUMM:

T.nn.: 74,6-74,7°C

'H-AMP (CDCls) u/mnH: 8,02 (1H, an, J=8,9, 2,8 ['u), 7,89 (1H, A, J=2,8 '), 6,81 (1H, A, J=8,9 T'u), 6,36 (1H, A,
J=9,9Tu), 5,75 (1H, A, J=9,9 'u), 1,48 (6H, c).

Mpvknagm 3-5 (Bnnue TemnepaTtypy peakuii i KinbKOCTi pO34MHHUKA)

Peakuito npoBoaunu B TWX Xe YMOBaX, K B Mpuknagi 2, 3a BUHATKOM TemnepaTtypu peakuii i KinbkocTi
PO34MHHMKa, SiKi 6ynn 3MiHeHi. BigHocHi npoueHTv nnowj npu BEPX auetuneHosoi crnonyku dopmymnm (3) i nobivHoro
npoaykTy chopmymnm (4) nicnst 3aBepLUEHHS peakLii i B cpoMy NpoayKTi HaBeAeHi B Tabnuui 2.

Mig wac pocnigis Yac peakuii 3MiHIOBanM B 3aneXxHocCTi Bif YMOB peakuil.

KpiMm TOro, KinbkiCTb pO34MHHUKA HaBedeHa B MACOBMX YaCTMHAaX Ha 4YacTUHY BUKOPUCTAHOI KinbKocTi 4-
HiTpOohTOPGEH30Y hopmyrm (1)

[ns nopiBHAHHSA NpyBeOeHi TakoX pesynbTaTtu npuknagy 2.




Tabmmua 2

KinexicTs CrispigHomcHHS

[Mpuwnan Temnepatypa  Yac  CnisbilHoWEHHS
0] Pmmﬁ”” (°C) {roa)  micas peakuii E;:Ef;\:
(3) (4 {3 4y
2 2,83 (-10)-(-5) 38 55,0 0,5 53,8 0,5
3 2.84 (-15)-(-10) g0 06,8 0,3 87,1 03
4 1,85 (-10)-(-3) 41 93,2 0.8 53,1 08
3 3,83 (-10)-(-2) 17 92,8 0,7 04,2 0.5

Mpwvknag 6 (Mpuknag, B SKOMY siK po34nHHKK BukopuctaHuii N,N’-gumeTunimigasoniguHoH (M)
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Y 300mn peakuiHy konby, 3abesnevyeHy TepMOMETPOM, MILLArKOI0 i KpannMHHoLo finkoto, gogasanm 96,0r N,N'-
AametuniMigasoniguHoH (OMI) i 11,6r (290mmornb) 60%-Horo rigpuay HaTtpito (CycneHsia B MiHepanbHOMy Machi) i
JoJaBanu Mo Kpanmnsix npy nepeMillyBaHHi i 0XOnomKyBaHHi nbogom 25,2r (300mmornb) 2-meTtun-3-6yTuH-2-ony 4ns
OTPUMaHHs1 ankokcugy (BHyTpilwHA Temnepartypa: 10°C abo meHwe, yac gopasBaHHA Mo kpamnsx: 1,5 roguHw,
nepemiwyBaHHs npotarom 30xB. Micnd 4oAaBaHHs Mo Kpannsx).

MoTtim gopasanm no kpannsx 33,8r (240 mmomb) 4-HitpodhTopbeHs3ony, i oTpuMaHa cymil pearysBana npu
nepemiwyBaHHi npotarom 18 rognH nNpu oxonomKysaHHi NMboAoM. 1o peakuinHoT cymili foaasanu 480mn Tonyony i
480Mn BOAM | OTpyMaHy Cymill cTpyLuyBamm. lMicns BiACTOBaHHA CyMill pO3AinanM Ha ABi dasn i TonyonbHy asy
Biabupanu. BogHy a3y 3HoBy ekcTparysanm 240mn Tonyony i oTpuMaHy TonyonbHy dasy 06'egHyBanu 3 paHille
OTpMMaHolo ToryosbHow dasoto. O6'egHaHy TonmyonbHy a3y cywmmm Hag 6e3BogHuM cynbdatom Hatpito i
(inbTpyBanu, NoTiM BiAraHANN PO3YMHHYK, OTPUMYIOUM CUPUIA NMPOAYKT aueTUneHoBOi crofyku dopmymm (3), Wwo €
LinboBuM npoAyktoMm. Cupuii nNpoAdykT nigaaBanM KOJIOHKOBIN xpomatorpaddii Ha cunikareni (500r cwunikarento,
erioKYMiA po3unH: etunaueTat-rekcad=1/20), otpumytoun 43,51 (Buxig 89%) oumieHoOro npoaykTy aueTuneHoBOI
crnonykn doopmymm (3) y BUrNsigi XKOBTOro MacnsHUCToro npoaykty. AHanisa BEPX nokasas, WO BigHOCHWIA NpoLEeHT
nrow uinboBoro npoAdykry ctaHoBuB 91,2% i BigHOCHWIA mpoueHT nrowj 4-HitpodTopbeHsony ctaHoBuB 7,9%.
Ockinbkn 4-HiTpodpTOpOGEH30N NMOKa3aB BiOHOLLEHHsT YyTIMBOCTI B 4 pasu, kopektoBaHa BEPX yuctoTta ctaHoBuna
97,9%.

MopiBHANLHWI Npuknag 1
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Y 1n peakuiiHy konby, obnagHaHy TepMOMETPOM, MiILIAnkow i KpamnuvHHoW0 nikoto, gopasamm 96r N,N-
avnmetunadetamigy (OMA), oTpumaHy cymiw oxonomxysamm go 3°C i gogasanu go Hei 11,6r (289mmonb) 60%
rigpugy HaTpitlo (CycneHsia B MiHepanbHomy Mmacni). lNMoTim no kpannax gogasanu 25.2r (299mmonb) 2-meTtun-3-
OyTuH-2-0My AN OTPUMaHHA ankokeugy (BHyTpilwHA Temnepatypa: Big 3 go 10°C, yac gogaBaHHa mo kpamnsx: 1
roguHa).

MoTim no kpamnax gogasanu 33,8r (239mmork) 4-HitpodbTopbeH3ony (BHYTPiLHA TemnepaTtypa: Big 2 go 5°C,
Yac p[ofaBaHHs Mo kpannax: 1,5 roguHu) i nicns 3aBeplueHHA Ao4aBaHHA Mo Kpannsix OTpMMaHy CyMill
nepemiwysanu npu 10-15°C npotsarom 20 rogwH. Micna yporo, nodibHo 4o MeToawkM npuknagy 2, 6yB OTPMMaHun
CVPUIA MPOAYKT aueTUneHoBoT cronykn cpopmymnm (3)

BigHocHi npoueH™ nnowi BEPX auetuneHosoi cronyku coopmymm (3) i nobivHoro npoaykty doopmynm (4) nicns
peakuii npoTarom 18 roamH i B cupomy NpodykTi HaBedeHi B Tabmui 3.

Tabnmusa 3
(3) 4)
Peakuis 18 roanH 72,2% 1,2%
Cwupuii npogykT (3) 83,1% 1,5%

MopiBHANLHWIA Npyknag 2 (Peakuist Mixk 4-HITpOEHONOM i 2-MeTun-3-6yTrH-2-XIIopuaom)
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Y 3n peakuinHy konby, 3abesnedyeHy TepmoMeTpoMm i Mmiwankot, gogasanu 148r (1,06monb) HiTpodheHony i
1000mn BoAW, AoAaBanM i po3yMHANM B LibOMY BOAHWUIA PO34WH rigpokeuay Hatpito [NaOH 64,71 (1,62monb )/100mMn
H.O] (Temnepatypa niginmanaca go 35°C 3aBaskv ek3oTepMmidHin peakuii). MoTim nocnigosHo gogasarm 1100mn
avxnopmeTaHy, 166r (1,62monb) 2-metun-3-6yTuH-2-xnopugy i 92,0r rigpokeugy TpumeTtunbeHsunnamoHito (40%
METaHONMbHUA PO34YMH), | OTpMMaHy CyMill MepeMillyBany npu KMHaTHIW Temnepatypi npoTarom 5 gib.

MepemiwaHomy po3ymHy JaBanm BigCTOATUCA, AiNunu Ha 2 ¢asu i Bigbupanu anxnopmeTaHoBy ¢asy. BogHy dasy
ekctparysanu 500mn  xrnopodopmy i oTpumaHy xropodopmHy ady ob'egHyBanm 3 paHiwe OTPUMaHO



avxropMeTaHoBoto pasoto. Ob6'egHaHy dady npommsamm nocnigosHo 1000r 10% BOgHOMO PO3YMHY rigpoKcMay
Hatpito, 700mn Bogm i 500mMn Boam i noTiM cywmmm Hag 6e3BogHMM cynbdatom Hatpito. OTpMMaHui Po3ynH
niggasanu iNbTPYBaHHIO i MOTIM BiAraHANM PO3YMHHKK, oTpumytoun 71,3r (Buxia 33%) aueTurneHoBOI CroyKu
dopmynm (3), O € LiNlbOBMM NPOAYKTOM, Y BUINAA4i TEMHO-KOPUYHEBOTO MacsHUCTOro MPOAYKTY.

Oanui BuHaxin Moxe 3abe3neynTn npouec OTPUMMaHHS aueTuneHoBoi cronyku dopmymm  (3), Lo
BMKOPUCTOBYETLCH SIK MPOMDKHA Crioflyka hapmaueBTUYHUX CyBcTaHUin, 3 4-HiTpodpTopOeH3o1y, SKMIN € JOCTYNMHUM i
HeopPOrMM, MPOMUCIIOBUM €KOHOMIYHO BUMOHWM LUFISIXOM.

3acToCOBHICTb B MPOMMCMOBOCTI

AueTuneHoBa crnionyka cpopmym (3), oTpuMaHa 3rigHo 3 crnocoboM 3a J4aHWM BMHaxo4OM, BUKOPUCTOBYETLCH,
Hanpuknag, sk MNPOMPKHa cronyka AnA cuHTe3y Aedpibpunioodoro areHta abo rNOTEH3MBHOMO areHTa, i ToMy €
KOPUCHUM Ansa dpapMaueBTUYHOT MPOMUCIIOBOCTI i T.N.



