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HCCJENOBAHHE B OBJIACTH XHMHUH NPOHU3BOAHbBIX
KAPBA3O/JIA
XXV. BOCCTAHOBJIEHHE HEKOTOPBIX 3-ALLETHJI-
9-AJIKHJKAPBA30J10B H3ONMPONMUJIATOM AJIOMHHHUA
H CHHTE3 3-BUHHWJI-9-METHJI- H 3-BUHHJI-9-3TUHJIKAPBA30JIOB

B. IL. JIOIMATHHCKHWH, E. E. CHPOTKHUHA

(IlpencraBiena HayuyHBIM CEMHHAPOM TpOGJEMHBIX JabopPaTOpHil
XMMHKO-TeXHOJOTHYeCKOTo (paKyabTera)
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B npouecce uccnenosanns cuntesa H CBOMCTB 3-aueTua-9-anxkuakapba-
30J10B MBI TIONBITAJMUCH NPOBECTH BOCCTAHOBJEHHE HX KapOOHUJABHBIX TPYMI
B CIIHPTOBble C LEJbIO NMOCAeNYIONmel feruapaTalit, 4To AONKHO GbLIO NpH-
BECTH Hac K COOTBETCTBYWIUHUM 3-BHHMJI-9-ankuiakapGaszonam. Jliag Boccra-
HOBJIEHHSI Mbl BbiOpasu meron Meepseiina — [lonmopga (1], pawowni, kKak
NpaBuI0, MHHHMA/IbHOE KOJHUYECTBO NMOGOYHBEIX MPOLYKTOB.

[TpoBepka 3Toro MeToja mokKasana, 0QHAKO, UTO B OOGBIUHEIX VCJIOBHAX
BOCCTAHOB/IEHHsl (M30OMPONHIAT ANIOMHHHS B H30TPONHJAOBOM CHHpPTE) 06-
pasyloTcss He KapOHMHOJDLI, a UX MBONPONUIOBbEe 3GHUPH € BHIXOAAMHE
56—85% or Teoperuuecknx. Ilpu narpeBanuu THX 3pupoB A0 90—140°C
B NPDHCYTCTBHH aKTUBHOH OKHCH a/JIOMHHHsI HJIH Gucyabdara Kajusg B KCH-
J0Jle i 6e3 Hero NPOUCXOAHUIO PacllensieHre 3(GHPOB U TBEPALIH 0CTATOK
SABJISICS OOBIYHO MOJIMMEPOM COOTBETCTBYIOLIEro 3-BHHUJ-9-aJKHIKap6a30-
Jga. Tosbko B HEKOTOPHIX ONBITAX yZaBaJOCh IIPH 3TOM MOJYUYHTH HeGOJb-
110€e KOJIHYECTBO MOHOMeDPOB. ONHOBPEMEHHO BBIAEJSIJIOCH JKBHMOJIEKYIAP-
HOe KOJIHYeCTBO H3OMPONHJIOBOTO CHUPTA, HIEHTHOUIHPOBAHHOrQ 11O TeMIie-
paType KHMIeHHS U I0Ka3aTelio NpejoMmaeHHs. DMUpPH He U3MEHAJHUCH NPH
JAAHTENBHOM HarpeBaHHH ¢ €KUM Kaau Ao 250°C.

Hto6bl u3bexaTs 06pa3oBaHUsl H3ONPONHJIOBHIX 3(pHPOB, BOCCTAHOBJE-
HUe 3-auerua-9-ankuaKap6a3onoB ¢ INOMOLILIO H30NPONHJAATa aJIOMHHHA
GO OCYLICCTBJIEHO B APYTUX PACTBOPHTENSX, H3 KOTOPHIX HauGoJee I101-
XOAAILHMH OKa3aJHCh apoMaTHYeCKHe YIJIEBOAOPOJBI, JVUIIE BCErO-— KCH-
J10J1. BEIGOD KCHilOMa CBA3AH ¢ HeOGXOMMUMOCTBIO NOJLECPIKHBATL TEMIEpa-
Typy B mpenenax 130—140°C, npu KOTOpBIX peakiMs 3aKaHYMBaeTCs 34
2—2,5 daca npu H36bITKe M3onponuwaarta amioMuuus 200—250%. B Genszo-
Jie U TOJyoJe peakUHsg NPOTEKAeT 3HAUHTEAbHO MeJeHHee.

B stux onmrax 6bli0 06HAPYXKEHO, YTO KOHEUHBIMH TMPOAYKTAMH BOC-
CTAHOBJICHHS SIBJSAIOTCS MOHOMEpHBIE 3-BHHM/I-9-aJKHJAKAp6A30/Ibl, YACTHY-
HO MOJUMepHU3YIOLHecss B YCAOBHAX peakuud. Taxum o0pa3oM, BOCCTaHOR-
JeHne 3-auetun-9-aakuakap6a3oqoB H30MNPONUIATOM aJIOMHHHS B apoMa-
THYCCKHX YIVIEBOLOPORAX COMPOBOXKAAeTcsd JeTHApaTaunes KapOHHOJOB,
UTO ABJAETCS NOBOJbHO PeLKUM caydaem [1]. Jlyuuine BbIXOAB MOHOMepOB
OBlIM  [TOJIYyUEHBl B ONBITAX ¢ H3GEITKOM  HM30NPONUJIATA  AJIOMUHHS
200—2509 npu KoauuecTBe KcHaoaa 12—15 Momell wa moap 3-anerua-9-
ajakuakapbasona. Jlanpneiiliee yBennuetie K0AHYeCTBA H3OMPOMUIATA AJiO-
MHHHMS Ha BBIXOJE MOHOMEPOB CYILECTBEHHO He oTpaxaercd. [loaumepbr
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3-BHHHJI-9-a1KHAKAPOA30/10B, TOAYUAIOLIMECS BO BpeMs peakUMH, IPeicTaB-
AAI0T co6o# Npo3pauHble KeJaToBaThie aMOp(Hble BellecTBA C TEMIeparTy-
pamu pasmsruenus 150—190°C.

Huxe B tabs. 1 npuBeaeHb OCHOBHble JAaHHbIE, xapalKTepnsylomHe He-
KOTOpBIE TNOJYYEHHblE HAMH IIPOAYKTEHL

Tad6aunna !

B , % T .
Ne m.m. Bemecrra oilﬁzlcl)pe;. ma;";{::_}’) oC Temnep. kunenuns, °C

1 HM3aonmponuaoseift 3cup

3-(a-oxcHaThn)-9-MeTHI-

Kap6a3so.a 56,2 52 180—181 (2—3 Mz pr.cT.)}
2 HMzonponuaoBeit agup

3-(a-0KCHATHN)-9-3THI-

Kap6azoJa 85,7 88—~89 215—218 (2—3 . pT.CT.)
3 3-BHHHN-9-MeTUIKaP6a30n 50,0 70—71 192—194 (4—3 mm pt. cT.)
4 3-BHHHA-9-3THNKAP6a30J 52,8 66—67 180—183 (2-—3 wmx pr. cT.)

B Hacroswee BpeMsi HaMH Jydlle APYTHX H3ydeH 3-BHHHJ-9-3THAKAD-
6a30/1, KOTOPEIH OYeHb JIETKO MOJHMMepHU3yeTcs MpH HArpeBaHHM, a TaKKe
B NPHCYTCTBHH OOBIYHBIX MHHLHATOPOB paiuKaibHOH nonuMepusauuu. [1pu
6JIOUHOH MOMMepPH3alWy B. IPUCYTCTBUH NEPEKUCH GEH30M/JIa WM AHUHUTPH-
Ja asoIuM30MacasHoOl KUCAOTH OH obpasyer OeClBETHBI NpO3pauyHbIi I10-
JnHMep ¢ TeMmepaTypoil pasmsruenus 200—220°C. CycneH3HOHHas NOJHMe-
pH3alusd B NPUCYTCTBUM lepcyibdara Kaausg NPUBOAKT K MOIUMEpPY C TEM-
nepatypoll pasmsruenusa 210—220°C. DaekTpodusHyecKve CBOHCTBA 3ITHX
NOJHAMCDOB H3yU4aloTCH.

3-BHHHJI-9-MeTHNKap6a30/1 TakKXke CIOCO0eH JErko l'IOJIHMepI/ISOBaTbCS{
O6bIYHLIME cmocoGaMu. Bosee moapoGHBle pesyabTathl HcceloBaHUH IpO-
IIeCCOB NOMHMMepU3aluy o60MX MOHOMepOoB OYAYT NPHBEIEHBI B CJAeAYIOLIEM
COOOUIeHNH. _

JKcnepuMEHTaJdbHaa 4acTh

Hcxoauble peareHTH
3-anerua-9-merunkap6azona ¢ T. ma. 101—102°C u 3-aunetna-9-stiuaxap--
6aszon ¢ 7. ma. 114—115°C 6plaM NPUTOTOBJACHH 10 MeTOIHMKe, paspaboran-
Hod Hamu [2]. M3onponuaoBblfi cMUPT, KBaTHPUKALHH <OUHIIEHHbIA», OCBO-
Goxkpajcs oT aletoHa, Maomponusiar ajIOMHHHUS NOJydajcs 110 M3BeCTHOMN
Meroauke [1].

HsonponuaoBsii 3dup 3-(aokcudrua)-9-Mmetunrkapb a-
30Ja. B xpyriomonnyio koa6y eMkocTbio 300 M, cHabxkeHHYIO Aedierma-
TopoM, 3arpyxkator 22,3 ¢ (0,1 moas) 3-amerun-9-merusnkapbasona, 20,4 2
(0,1 mouas) mwzonponuaara anwoMuHusg u 150 Ma aBcoOMIOTHOrO H30MPONMJIO-
Boro cmupTa. CMech HarpeBaloT Ha BOASHONH OaHe. ALETOH MeNJIeHHO OTIO-
HSIeTCA MO Mepe ero o6pasopaHus. Temmeparypy OTTOHAEMBIX [1apOB MOJ-
nepxuBaior B npenenax 60—70°C. Ilocne Ttoro kak B OTTOHE IIepeCTaHET
O0BHAPYKHBATbCH aLETOH (4yepe3 6—7 uyacoB), 'OTTOHAIOT B BakyyMe GOJb-
Y0 YacThb H30NpOnuAoBOoro cnupra. OCTaTok oxJaxkAAI0T 10 KOMHATHOH
TEMIEPATYPbl U MeMJIeHHO 06pabarbiBaloT XOJOAHBIM 15 % -HbIM BOLHBIM
pactsopoM NaOH (uau NH.Cl). Macaguuctelii cioil OTAENSAOT, NPOMBI-
BAaIOT BOJOH, OTTOHSAIOT OT HEro U3OMpPOMNHJIOBBIH CIHPT U OCTAaTOK Iepero-
asioT B BakyyMme. IIpu temneparype 180—181°C (2—-3 mm pT. CT.) oTOrHa-
Jocb GecusetHoe Macao (15 e, 56, 18% OT TeopeTHueCKorc), TBepLEIOLIEE:
NpY CTOAHHH. [lepekpucTanan3alHed M3 MeTaHoAa MOJAYYEHO OeclBETHOE

27



KpHCTaJdJHyecKoe BewecTBO ¢ T. ma. 52°C. Auanusmi; naégeso 9%: C 81,00;
81,04. H 8,00; 7,96.N 5,42; 5,5.C15H3;NO. Briusicaeno 9, : C 80,9;H7,86;N5,24
Harpesanuem ¢ KHSO, npu 140°C u3 sbupa noayyeHa KHIKOCTb
¢ 1. gull. 80—81°C u n p? 1,3773, naeHTHOUHUPOBAHHAA KAaK M3OMPOMUIO-
BBI{ CIIUPT, H CMOJIMCTBIH TBEPABIH OCTATOK, aHAJAH3Ll KOTOPOTO IMOKA3BIBANOT,
. 4TO 3TO noJauMep 3-BHHHMJ-9-MeruakapGasoaa. Haiigeno 9%: C 86,7; H 6,42;
N 6,62. (CisHisN), . Boiuncaeno 9%:C 86,87; H 6,27; N 6,76.
Hsonponunossit adpup 3-(u-okcustua)-9-stuakap6asouda.
[Tonyden mo BHIIEYKa3aHHOH MeToiuke H3 6 I 3-aneTHa-9-3THIKapOa-
30J1a, 5 2, M30MpPONUJIATA aJIOMUHHA B 60 M4 aGCOIOTHOTO H30MPOMHIOBOTO
cnupra. Beigeaeno 6,0 2 GecuBeTHOro KpHcTaasHuecKoro BewecTBa (85,79
OT TeopeTHyeckoro) ¢ T. 1. 88—89°C (u3 meranona) u T. kun. 215—218°C
(2—3 mm pr. cr.). Ananuse: nabmeno Y: C 81,02; H 8,28: N 4,86.
CigH23NO, Bpruncsieno %: C81,1; H 8,18; N4,97. OGpasyer nukpar-kpacHble
urael ¢ 1. ma, 109—110°C.

3-BHHHJ-9-MeTuakapb6asoa

B xoa6y emxocteio 300 ma sarpymxarot 22,3 e (0,1 moas) 3-auerna-
9-merunkap6asona, 20,4 ¢ (0,1 Moss) msonponusaTa aqOMHHHA u 150 ma
cyxoro kcuaogaa. Koaly cOeNHHSAIOT ¢ TPAMBIM XOJOMHNJIbHUKOM H HArpeBa-
IOT PEaKIHOHHYI0 cMeCh Ha MacJasiHoit Gadve. Ilpoutecc oTronkd ameroHa
BeleTcss MelJleHHO npu Temiepatype 130°C; K KOHLY peakilHu TeMIepaTypy
-noBbimaioT no 140°C u ocTaTok alleTOHA OTTOHSAIOT B BakyyMe. [Ipu orpii-
IaTebHOM npofe OTroHa Ha aleToH, Ha YTo Tpebyerca 22,5 yaca, peax-
IHI0 3aKAaHUUBAIOT, COAEPKHUMOe KOMOLI OXJIaxkAaloT H IMeAJeHHO ofpala-
TBIBAIOT XOJOAHBIM 209% -HBIM BOJHBIM pacTBOpoM ejkoro Hatpa (200 sa).
-KCHmONbHBIA CJIOH OTAENSIOT H CYWIAT TBEPALIM eJKHM KaJaH. OTroHsIoT
B BaKyyMe CHauya/ja KCHJIOJ, 4 3aTeM NpoayKT peakuuu. [lpu 192—194°C
(1—5 mm pT. c1.) orrouserca 10,0 ¢ (50,09 or TeopeTnueckoro) 6ecuset-
HOT'O MacJa, TBepAelollero MNpu cTosHHH. [locae mnepekpHCTaMIM3aALMH U3
MeTaHoJla BbIAe/AIOTCSH OeclBeTHble HIVIBI ¢ T. . 70—71°C. AHanussl: Hail-
neno  %: C86,94; 86,58 H 6,54; 653. N 6,75;6,79. CisHy3N. Boiuncse-
Ho %: C 86,87; H6,27; N 6,76.

3-BUHUA-9-3TUAKapGasoa

ITosmyuen no BheonucanHoit wMertoguke u3 71,1 e (0,3 moas) 3-aue-
“tun-9-3THkap6asona, 61,2 e (0,3 wmoss) usomponuaaTa  AMIOMHHHA
B 300 ma xcuiona 3a 2 waca. Otornano npu 180—183°C (2—3 mm pT. cT.)
34,8 2 (92,8% oT TeopeTnHueckoro) GecliBETHOTO Mac/a, TBepAeiollero npH
~croanuu. Ilocae nepekpucTanin3aldd W3 MeTaHOJIa BBLIEISIOTCS GeciBer-
Hple HUIMJabl ¢ T. nj. 66—67°C. Awanuszb: wnaiigeno 9%: C 86,83; 87,01.
H7,1;6,88. N6,24; 6,21.C;sHisN.  Brumcaeno 9%: C 86,89; H 6,79; N 6,32.

BeiBOIBI

1. MsyyeHo BoccTaHOBJEeHHE 3-aHETH-9-METHJI- H 3-aleTHA-9-3THIKAp-
-$230JI0B H30NPONHJIATOM aJIOMHHHS B. H30NPOMHJIOBOM CHHpPTe H KCHJOJE.

2. Ilokasano, yTo NpM BOCCTAHOBJCHHH B M30NPOIHJIOBOM CHHpTe 06pa-
syloTca uaonponuaoBble 3¢HPH  3- (a-OKCHITHM)-9-MeTHA- U 3-(a-OKCH-
3THI) -9-3THAKApOa30J10B. ,

3. Paspa6oran MeTo[ OJHOCTAMHUAHOTO NPeBPAILEHHS 3-aleTHI-9-MeTHI
1 3-auetun-9-31uakap6asonos B 3-BHHHI-9-MeTHI-H 3-BHHUA-9-3THAKAp6a-
/30JIBI MPH  BOCCTAHOBJIEHUH AUETHJbHBIX 1POM3BOAHBIX H3IONPONHIATOM
- @JIOMHHHA B KCHJIOJIE.
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4. YcTaHoBJeHO, 4YTO J-BHHUJA-9-MeTws- u 3-BUHUI-9-3THAKAP6A304.:
JIETKO TIOJMMEpPH3YIOTCA OOBIYHBIMH CrocoGaMu

I
.
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