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XXVI. Cunre3 3-BHHHJAbLHBIX MPOH3BOAHBLIX 6-XJ0p- M G-HUTpPO-
9-atunkap6asonos

B. [1. JJIOMTATUHCKHH, E. E. CHPOTKHHA, C. 1. IIYXAJIbCKAA

(TIpesctaBaeHa HayyHbIM CEMHHAPOM XiIMUKO-TEXHOJOTHUECKOTd (aKyJbTeTa)

Hawmumu npeanaymumMuy Hcc/ie0BAHUSIMU YCTAHOBAEHO, YTO NPH BOC--
CTAHOBJIEHUH 3-aUETHJIBHBIX TIPOH3BOAHBIX 9-anikuaKap6a30/0B H30NPONUAA-
TOM aJIIOMUHHS B H3ONPONHJIOBOM CMUPTE KOHEYHBIMH NPUAYKTAMH ABJASAIOT-
€Sl COOTBETCTBYIOLLKE M3OTIPONHIOBhIe 3(HPLI, BMECTO OXKKEAaeMbiX KapOHHO-
aos  [1]. Uto6m u3bexkaTb o6pa3zoBaHuWa  3PUPOB, BOCCTAHOBJIEHHE
H30MPOINHJIATOM aJIIOMHHHS GbLJIO NPOBEJEHO B apOMAaTHYECKHX YIJeBOLOPO-
13X, HO H B 3TOM cJyuyae KOHEUHBIMH NPOLYKTaMH OblJIH He KapOUHOJBL,
a COOTBETCTBYIOIIHe 3-BHHMJIbHble NpPOM3BOAHBIe 9-ajkwaxap6asonos [2]-
HsBecTHO, uTO NpH BBEeAEHHH B apOMaTHYECKOe AAPO JIEKTPOPHALHBLIX 3aMe-
CTUTeNefl MOABHIKHOCTL aTOMOB Yy q-yrjepoaa ajaudarvieckoro pajaukana
3HayuTeNbHO CHHUXKaeTca [3], moaToMy HHTepecHO O6bli0 NPOBEPHTL NOBeJe-
HHe 6-XxJa0p- u 6-HUTpO-3-aueTua-9-ankuakap6a30J08 NpH BOCCTAHOBJEHHH
M30MPONHIATOM aJIOMHHHSt KaK B H30NPONUJOBOM CNHUPTE, TAK H B apoMma-
THYeCKHX yrieBopopoaax. C 37ofi menbio Mbl H3YUHJIH BOCCTAHOBJIEHHe 3-ale-
THJI-6-XJ0Dp- U 3-aueTHA-6-HUTPO-9-aTHAKap6aszonos. Oka3zanoch, 4TO JaHHbie
alleTHJ/IbHble NPOH3BOAHble BOOOLLEe He BOCCTAHABJIHBAIOTCS H30TPOMHIAATOM
aJIIOMHUHHUS B M3ONPONHJIOBOM CrUpTe, 6€H30J€ W TONyoNe, a B KCHJ0J€e BOC-
CTaHOBJEHUEe HJET NPUMEPHO C TAKOH Ke CKOpPOCTbIO, KaKk H 3-aueruda-9-as-
KuJakKap6a30J10B. ’

3-auetna-6-xa0p-9-stuakap6azon Ol CHHTE3HPOBAH MO paspaboran-
HOl Hamu Metonuke [4]. TTo maHHOi MeroanKe 3-aueTHa-G-HHTPO-9-3THAKAD-
6a3on MonyyaJcs ¢ HU3KHM BBIXOZOM, NO3TOMY €ro CHHTE3HPOBANH TaKXKe
HUTpOBaHHEM 3-aueTu/a-9-3THAKap6a3osa HUTPYIOLIE CMechblo, COCTOAMLEH
M3 230THOI U YKCYCHO! KHCJIOT.

JdKcnepnMeHTaNbHASA YaCThb

3-auerua-6-xnop-9-aTuakapGason. Haeecka 23 r (9,1 moasa) 3-xaop-
9-stunkap6asona (T. ma. 71°C) pacreopssach B 55 Ma1 GeHsona H K pacTBo-
py AoGaBasicst npu TLATebHOM NepeMellMBaHHH 0e3BOAHBLIN XJOPHUCTHIA
amoMunuii B KoanuectBe 13,3 r (0,1 moas). K oxnaxnennoi no 10°C peak-
UMOHHOI CMecH TOCTENeHHO MNpH NepeMelIHBaHMH npuausanock 8,9 mua
(0,125 mona) xaopucroro aueruaa. Ilpu temneparype 10—15°C cmech BH-
IJepxuBanacs 3—3,5 yaca npH nepememiusaHud. Ilo okoHuUaHHM peakuHH
K peakuHOHHO# Macce fo6aBJisics nel. BoinaBmuii ocafgok 3-auetua-6-xaop-
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9-3THKap6asona OTHHALTPOBHIBAJICSH, NPOMBIBAJICS BOAOH 10 HeATpajabHOM
peakuuu u Bbicywupadcs. Coipoi MPOAYKT (Bec 25 1, 1. e. 67,5% ot Teoperu-
YeCcKOro), NepeKpUcTaNIN30BaHHbIH U3 3THJOBOTO CIHPTA, BhHIJAE/AICH B BUIE
HIEAKOBHCTHIY 6ecuBeTHBIX HIA ¢ T. M. 139—140°C, Ilo suteparypubiM aaH-
#biM, T. 1. 138°C [5,6]. _

PesyanaTm aHaausoB. Hafineno %: N 5,4; 5,25; C;sH14ON; Briuucaeno %:
N 5,15.

3- aueTn‘n-G -HHTpoO-9-3TuAKapbasoa

a) Tlosyuen no BoiweonuHcanHoii Metoanke u3 6,3 r (0,025 monst) 3-uut-
po-9-stunkapbasona, 3,3 r (0,025 mos1) 6€3BOAHOrO XJOPHCTOTO AJTIOMMHHSA,
2.2 ma xJsopucroro auernaa B 15 Ma GeHsosa 3a 4 yaca ¢ BHXOAOM 2 1
(27.3% ot Teopetnueckoro). T. ma. 232°C nocsie ABYXKpaTHOH NepeKkpHCTal-
Ju3auun u3 kKcuaoaa. Pesynbratel ananusoB. Hahmerno %: C 67,5; 67,6.
H 4 77 4 75 N 9,55 9 50. C15H1403N2, Briuncaeno %. C 68,08, H 4,96,
N9,93.B JHuTEpaType OH He OTHCAH. . N

6) Iloayuyen HuTpoBaHmem 3-auerun-9-stunkapbasona. Hasecka 237 r
(0.1 monsa) 3-aunerun-9-stunkapbazona pacreopsaack’ B 160 mMa JepsuHobk
VKCYCHOH KHCJOTHI, OoxJaxpaanack Ao 10°C uw HuTpOBanach HWTpyoLleit
cMmechio, coctoaulet U3 12,5 r azorHo#M Kucnotel (yA. Bec 1,4) u 125 r aexs-
HOH yKcycHOfi Kucjaotol. Hurtpynomas cmecs no6GaBasiach MeNJeHHO
B TeueHHe Yaca, MOCJAE Yero nepemeliMBaHHe MNPOLOJXKaLOCh emle 2 yaca
fipu 10°C. Ilo oxouuauuu peaKuuy BhINABIINN OCAlOK OTQH/ILTPOBLIBACH,
NpoMbIBaiCs BOAON N0 HEATPaabHON peakUHu TMPOMBIBHBIX BOJ M CYLIMJCH.
IlpoayKT peakumm ouuniajcs mepeKpUCTaNIH3alHel W3 Kcuaoda. Yuerwii
3-aueTH-6-HHTPO-9-3THIKaP6a30M1—OpaHIKEBO-XKeAThIE HIVIH € T. M. 232°C,
Boixon 23 r (81,6% ot TeoperHueckoro)- IIposykT HAeHTHYEH 3-alETHI-

~ 6-HuTpO-9-3THAKAPOA30/y, MOMYYEHHOMY IO.METOAHKE a.

3-BUHUJA-6-xA0p-9-3THuNnKap6azo.

B xon6y eMkoctbio 200 ma sarpyxanocs 5,43 r (0,02 Mons) 3-auerTun-
6-xnop-9-3tnkapbasona, 4,08 r (0,02 Moas) H3onpomuaata aJdIOMHHHA
H 35 Ma n-kcugoaa, Konba coequHsnach ¢ NPSAMBIM XOJOJUJBHHKOM H HA~
rpesajacb Ha MacasHo#l Oanme. OTroHka auertoHa BeJachb Me[JIEHHO TIpH
130—135°C; K KOHLY peakLHu TeMIepaTypy moswiianu ao 140—150°C
U OCTaTOK aleToHa OTrOHAJCA B BakyyMe (ocratouHoe pasaenue 200 mm
pt. c1.). Tlpn orpuunarennHoli - mpoGe Ha aunerod, Ha uyTo Tpe6GOBAJIOCH
2—2,5uaca, peaKluus 3aKaHUMBaJgacChb, COAEPKHMOE KOJOLI OXJaXKAAJO0Ch
U MeajsenHo ob6pabaTteiBasoch XoaoAHbiM 209, BOAHBIM PacTBOPOM E€AKOrO
Hatpa (200 mua). KcuaoabHeiit ciofi oTAenasncs U CyIUHACS TBepAbLIM €IKUM
KaJju. Tlpn HeGosblIOM Bakyyme BHayajde OTTOHSJCH KCHJOJ, a 3aTeM —
npoaykt peakuud. Ilpu 193—195°C (4—5 mm pr. cr.) ororHajoch 3,8
(69,5% or TeopeTHuecKoro).

Anajus Macsa Ha HempeleJbHOCTh o Maptuny [7] nmoxasan coflepxKa-
Hue HenpeneabHbx 97,09%. Ilpu cTosnun Ha xosome Macjao 3aTBepieno.
Hepexgncmnﬂusauneu U3 MeTaHoJsa noJyuyeHbl GecLBETHbe HIJIBI € T. HJL.
70—71°C.

PesyabtaThl aHA/H30B. Haiipeno %: C 75,45; 75,24. H 5,63; 5,66. N 5,52:
5,5. CigH14CIN.

Boigucneno %: C 75, 08 H 548. N 5,47. HenpeneasHocrs no MapTuny —
99,2; 99 5%.

3-B‘HHHJI-6-HHTPO-Q-STHJIKapGaSOJI
IToayuen itpu BocctaHoBJeHHH 5,64 r (0,02 Mmons) 3-auerua-6-uutpo-

9-sTHaKap6asona 4,08 r u3onponuaaTa aJiOMUHHS B 75 MJ N-Kcuaoaa. Peak-
LHMI0 BeAyT, KakK onHcaHo Bhile. BoccTaHoBienue 3akaHuuBajoch 3a 60—
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80 wmunyt. Ilocne pasnoKeHHWss NPOLYKTOB BOCCTAHOBJEHHS HACBHICHHBIM
pPacTBOPOM XJOPHCTOTO AMMOHHA HJM €KOTO HATPa BbIACAUBILHICA KCH/O/b-
HbI C/IOH OTA@SJH OT BOJHOIO, CYIIHJH XJOPHCTBIM KaJjblyieM, QHAbTPOBA-
JU W CTaBHJIM KPHUCTAJNIM30BATbCA Ha Xouso0j. Bblkpucranasinzosasnoch 3 r
(56.3% oOT TeOpeTHUeCKOro) KEeNTOro KPHCTaNJMUYECKOrO BeElIecTBa C T.
ni. 138—145°C. [Nocse AByX gepekpuUCTaMIH3AUKI NOCAEN0BATEIbHO H3 BeH-
30/1a W 3TaHOJ/a NOJYyUYeHbl APKO-XKeJATsle*urab ¢ T, . 148,5—149.5°C. Pe-
3yJbTaTel aHagausoB. Hahneno %: C 71,77, 71,79. H 5,4; 5,0. N 10,3; 10,1.
Ci6H14O2N. Buiuncaeno %: C 72,18; H 5,26; N 10,52. Coaep:xkaHue Henpe-
JeabHbix mo Maptuny — 98,9; 99,0%.

Brison

Brepsble noJyyeHbl 3-BHHUJIBHBIE TPOH3BONHBIE 6-XJAOp- M 6-HHTPO-
9-3TH/IKap6a30/J0B NpPH BOCCTAHOBJEHWH COOTBETCTBYIOUIUX 3-aLeTUJIbHBIX
POU3BO/JHbIX H30NPONUAATOM AJIOMHHHS B KCHJOJE.
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