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B. I1. JIOITATUHCKHNH, E. E. CHUPOTKIHA

(ITpencraBiieHa HayuHbBIM CceMHHApoM mnpobJeMHBIX JaGopaTopHit
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B npolecce uccaeoBanusi CUHTe3a M CBOHCTB 3-alleTHs-9-ankuakapba-
30J10B Mbl MOMNBITAJHCh NPOBECTH BOCCTAHOBJEHHE HX KapOOHHJBHBIX TPy
B CIIHPTOBBIe C I[€JBIO NOCAeAYIoUlell JeruapaTalud, yTo A0JAKHO OBLIO NPH-
BECTH Hac K COOTBETCTBYIOIIMM 3-BHHMJ-9-ankuakapbasonam. [lass Boccra-
HOBJIEHHsT MBI BbiOpaau Mmeton Meepseiina — [Tonmopda [1], paromui, kKax
NpaBUJI0, MHHUMAJ/JbHOE KOJHYECTBO NMOOOYHBIX MPOAYKTOB.

ITpoBepka 3TOrO MeToda NOKa3zaja, OAHAKO, YTO B OOBIYHBIX YCJIOBHSX
BOCCTAHOBJIEHUS (M30MPONUIAT aJIOMHHHUS B H30MPONMUJIOBOM CIHUPTE) O6-
pasyioTcsi He KapOWHOJB, a MX M30NPONUAOBbIE 3(QHUDPBl € BHIXOAAMU
56—85% ot Teopernueckux. Ilpu marpeBanuu stux acpupoB no 90—140°C
B NIPHCYTCTBUM AKTHBHOH OKHUCH aJIOMHHUSI MM OUCyJbdaTta Kaaus B KCH-
JioJle UM 6€3 Hero NPOUCXOAHMJIO pacllenyeHue 3(PHUPOB U TBEPABIH 0CTATOK
ABJsJICS OOBIYHO TOJHMEPOM COOTBETCTBYIOLLETO 3-BUHUJ-9-ankuiakap6aso-
aa. Toabko B HEKOTOPBIX ONBITaX YAaBa/JoCh MPH 3TOM IOJYYHTh HEOOJb-
110e KOJIH4ecTBO MOHOMepoB. OJHOBpeMEHHO BBIAENSANOCh SKBUMOJEKYJISAP-
HOe KOJIMYeCTBO M30INPOMHJIOBOTO CHUPTA, HAEHTU(DHUIHUPOBAHHOTO MO TeMIle-
paType KHIIEHHS M II0KasaTeJio npesaoMjaeHus. DGUpbl He U3MEHSJIUCh TPH
JUINTeJbHOM HarpeBaHUHU c eIAKUM Kajau no 250°C.

Uto6bl n3bekaTh 0Opa3oBaHUS H30NPONUJIOBHIX 3(HPOB, BOCCTAHOB/IE-
HHe 3-aleTHs-9-aakuaKkap6a3o/aoB C MOMOIIBIO M30NPONHUIATA aJIOMHHHA
ObIJIO OCYIIEeCTBJEHO B JAPYTHX PacTBOPUTe]sX, U3 KOTOpPbIX Haubojee MOA-
XOAAUIMMH OKa3aJUCh apoMaTHYeCKHe YTJEBOJAOPOMBI, JYUIlle BCEro — KCH-
JoJsi. Bei6op kcHsoga CBsf3aH ¢ HeOOXOJUMOCTBIO MOJJEpKUBATH TeMIepa-
Typy B mpenenax 130—140°C, npu KOTOpPHIX peaklUs 3aKaHUHBAETCS 34
2—2.,5 yaca npu u36bITKe u3onponuaara anatomMuuus 200—2509%. B Genso-
Jie ¥ TOJyoJle peakKlUus IpoTeKaerT 3HAUUTEJNbHO MeJJeHHee,

B sTux onbiTax 6blI0 060HAPYXKEHO, UYTO KOHEYHBIMH MPOAYKTAMH BOC-
CTAHOBJICHHS SIBJAIOTCH MOHOMepHble 3-BHHHJ-9-aJKHAKap6asosbl, 4acTHU-
HO NOJHMepHu3yollyecs B yCJA0BUAX peakuud. Takum o6pa3oM, BOCCTAHOR-
JeHue 3-aleTHs-9-anKuaKap6a3on0B H3OMPONUIATOM AaJIOMHHHS B apoMa-
THUECKHUX YTJEBOAOPOAAaX CONPOBOXKAAETCS JeTHApartauueil KapGHHOJIOB,
4TO fABJSETCS JOBOJbHO peAKUM caydaem [l]. Jlyumme BeIXOJBI MOHOMEpPOB
OblIM  MOJNYy4YeHbl B ONBITaX C HM30BITKOM  HW30MpONUJIaTa  aJIOMHHUSA
200—2509, npu KoamuuecTBe Kcusaomna 12—I15 Mogeil ma Mosp 3-anerusa-9-
ankuakap6aszona. JlanbHeillnee yBesuyeHHe KOJTHYECTBA M30MPONUIATA aJIo-
MHHHS Ha BBIXOJE€ MOHOMEDOB CYLIECTBEHHO He oTpaxaercsi. [lomumepbt
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3-BHHHUJI-9-anKHIKap6a30/0B, NONYYaIOLUIHeCs BO BpeMs peaklHH, NpeaCcTaB-
Js110T co6oil mpo3pauyHble KeJTOBaThie aMop(Hble BellecTBa C TeMmepaTy-
pamu pasmsruenus 150—190°C.

Huxe B Tabs. 1 npuBeleHb OCHOBHBle JAaHHBIE, XapaKTepH3YIOlUlHe He-
KOTOpbIe TOJyYeHHble HaMH HPOAYKTHL

Taobanma:l

o Brixon, % Temmep. &
Ne m.m. BemectBa oT Teoper. |naamied., °C Temnep. kunenus, °C
1 M3onponunaoseiii a¢up
3-(a-0KCHITHI)-9-MeTHII-
Kap6a3sona 56,2 52 180—181 (2—3 Mz pr. cT.)}
2 Nsonponunoseiit 3¢up
3-(a-0KCHITHI)-9-3THII-
KapbasoJa 85,7 88 -89 215—218 (2—3 M pT. CcT.)
3 . | 3-BuHHI-9-MeTHNKAP6A30I 50,0 70—71 192—194 (4—5 wm pr. cT.)
4 3-BUHUI-9-3THIKAp6a301 52,8 66—67 180—183 (2—3 mu prT. CT.)

B Hacrosiiiiee BpemMsi HaAMH Jyyllle APYFHX H3y4YeH 3-BHHHJI-9-3THIKAp-
6a30J1, KOTOPBIH OYeHb JIerKO MOJUMepu3yeTcs MPU HArpeBaHWH, a TaKiKe
B NPHUCYTCTBUH OGBIYHBIX HHHIHATOPOB pajHKasbHOH monuMepusauuu. IIpu
6JIOUHOH NOJMMepH3allWu B. MPUCYTCTBHH NePeKUCH OeH3ouJaa WM JHHUTPH-
Ja a30AMH30MacJsAHON KHCJIOTH OH oOpasyer GeCLUBETHBI NPO3PaAYHbIH I1O-
anmep c¢ temnepatypoit pasmsaryenus 200—220°C. CycneHauoHHas noJiniMe-
pH3alMs B NPHCYTCTBUH Nepcyabdarta Kajus NPUBOAUT K MOJHMEPY C TeM-
neparypoi pasmsirdenus 210— 220°C dueKkTpodHusnuecKie CBOHCTBA 3THX
NOJIMMEPOB H3YyUaroTCs.

3-BUHU/I-9-MeTHIKap6a3o TakKxke CHOCOOEH JIErKo HOJII/IMepHSOBaTbCH
0ObIUHBIME crioco6aMu. Bosee moapoGHble pe3yabTaThl HCCAEIOBAHHUIl TPO-
IIeCCOB NMOJHUMepU3alUuu 060UX MOHOMepPOB OYAYT NpPHBEAEHBl B CJeAYIOLleM
COOOLIeHHH.

BKcnepuMeHTaanaﬂ yacThb

Mcxonuble peareHTH
3-anerua-9-metunkapb6aszon ¢ 1. ma. 101—102°C u 3-auetusn-9-stuakap-
6aszos ¢ T. ma1. 114—115°C Gbli NPUrOTOBJEHH IO MeTOAMKe, pasdpaboTaH-
Hoil Hamu [2]. M3omponuIoBbI# CIUPT, KBAAH(PUKALHH «OYHIIEHHBIN», OCBO-
6oxkzaancs OT aueroHa. Msompomusar aJIOMHHHS MOJYYaJscsi MO HU3BeCTHOM
meroauke [1].

HWs3onponuamoBbiii 3¢pup 3-(a-okKcusrua)-9-metrunkapoba-
3odaa. B xkpyrmogonHyio Koa6y emkocTbio 300 mJ, cHaGKeHHy0 Aeduerma-
TopoM, 3arpyxator 22,3 ¢ (0,1 moas) 3-anerun-9-metrunakapbasona, 20,4 e
(0,1 mosst) m3omponusarta amoMAHHS W 150 M aGCOMIOTHOTO H3OMPOMHJIO-
Boro cnupra. CMech HarpeBalOT Ha BOAsiHOH OGaHe. ALleTOH MeAJ€HHO OTro-
HsieTCs1 Mo Mepe ero ob6pas3oBaHus. Temmeparypy OTTOHAEMBIX NapoOB IOJ-
depxuBaior B npeaenax 60—70°C. Ilocne Ttoro Kak B OTTOHE IepecTaHer
o6HapyXKuBaTbcsl aleToH (yepe3 6—7 uyacoB), OTTOHAIOT B BaKyyMe G(0Jb-
HIYI0 4acThb HM30MPOMU/IOBOro crnupra. OCTaToK oxJaxaalioT H0 KOMHATHOH
TeMIepaTypbl H MeJJIeHHO -00pabaTbiBalOT XOJOAHBIM 159, -HbIM BO/HbBIM
pacrBopom NaOH (wau NH,Cl). MacasHucThii c/10d OTAEAAOT, NPOMBI-
BalOT BOJO¥, OTTOHSIIOT OT HErO H30MpPONHJOBbLIH CIUPT U OCTATOK IE€PEro-
usioT B BakyyMme. [Ipu remneparype 180—181°C (2—3 mm pT. cT.) oTOrHa-
Jock GecuBerHoe mMacao (15 e, 56, 18% oT TeoperHueckoro), TBepielollee
NpU CTOAHHH. [lepekpucrannuaalned M3 MeTaHoJa TOJYYEHO OeclBETHOE
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KpHUCTaJaiHuecKkoe BeuectBo ¢ T. miI. 52°C. Anaaussl: naiigeso 9% : C 81,00;
81,04. H 8,00; 7,96.N 5,42; 5,5.C13sH;NO. Boiyucaeno 9 : C 80,9;H7,86;N5,24
Harpesannem ¢ KHSO, nmpu 140°C u3 »sdupa mnosyuyeHa KHIAKOCThH

-¢ T. Kul. 80—81°C u n p?° 1,3773, uaeHTUPUIUPOBAHHAS KAK H30MPOIHJIO-
BbIil CIIMPT, H CMOJIMCTBIH TBEPABIH OCTATOK, aHAJU3bl KOTOPOTO TOKA3bIBAIOT,
. 9TO 3TO moJuMep 3-BHHHIA-9-Merusakapbaszomna. Haiipeno 9 : C 86,7; H 6,42;

N 6,62. (CisHisN), . Boiuncaeno 9 :C 86,87; H 6,27; N 6,76.
U3onponuaoBuii 3up 3-(u-okcu3THI)-9-3THNKapO6as3oga.
[Tonyuen mo BblIeyKa3aHHOH MeTOAUKe U3 6 T 3-aleTHa-9-3Tuakapba-
30J1a, 5 2, M30NpONUIaTa aJlOMHHASA B 60 M4 aGCOMIOTHONO HM30IMPOIHIOBOTO
crnupra. Boieneno 6,0 e GecuBeTHOTO KpHcTaJauueckoro BemecTBa (85,7%
OT TeopeTuyeckoro) ¢ T. mia. 88—89°C (u3 meranona) u T. kum. 215—218°C
(2—3 mm pr. ct.). Anamusw: naiineso Y%: C 81,02; H 8,28; N 4,86.
“C1oH2sNO. Briuncaeno 9% : C81,1; H 8,18; N 4,97. O6pasyer nukpar-KpacHble
urael ¢ T. ma. 109—110°C.

3-BUHHUJA-9-MeTuaKkapbasoua

B koaby emkoctbio 300 ma sarpyxator 22,3 e (0,1 mouas) 3-aumerusn-
9-metuankapbasoaa, 20,4 e (0,1 monsi) uzomponusara anoMuHusg U 150 ma
~cyxoro kcusaosa. Konby coeIHHSAIOT ¢ MPSIMBIM XOJIOJUJIBHHKOM H HarpeBa-
0T pEeakKLHOHHYIO CMeCh Ha MacJasiHoi Oane. [lpouecc oOTroHku ameroHa
BejeTcss MeJuieHHO npu Temnepatype 130°C; K KOHIy peaklHH TeMIepaTypy
-noBbimaloT go 140°C u ocrtaTok aueToHa OTrOHSAIOT B Bakyyme. Ilpu orpu-
naTteJbHOH npobe OTroHa Ha alleToH, Ha uTo Tpebyercs 2—2,5 uyaca, peax-
IHIO0 3aKaHYMBAIOT, COJAEPKHUMOe KOJObl OX/axJIaloT U MelJeHHO ob6paba-
TBIBAIOT XOJOAHBIM 209 -HBIM BOJHBIM pacTBOpoM eiakoro Hatpa (200 ma).
.KcunonbHbiil cI0#l OTAGJAAIOT U CyWIAT TBepPABIM eIKUM Kajad. OTroHsioT
B BaKyyMe CHauya/Ja KCHJIOJ, a 3aTeM NpPoAyKT peakuuu. [Ipu 192—194°C
(1—5 mm pT. c1.) orrousiercss 10,0 ¢ (50,0% or TeopeTHueckoro) OGecuBeT-
HOTO MacJja, TBepJelollero mpHu cTosgHuU. [locie mnepekpucTadIHM3anuy U3
MeTaHoJa BblAeAs0Tcs OeclBeTHble HIJbl ¢ T. ma. 70—71°C. Anasusbl: Haii-
.neno 9%: C86,94;86,58. H 6,54; 6,53. N 6,75;6,79. C;5H;sN. Briuncie-
Ho %: C 86,87; H6,27; N 6,76.

3-BHHHUJA-9-3TUAKaAapG6Gasoa

[Tonyuen no Beimieonucanuoit wmeroauke wus 71,1 ¢ (0,3 moas) 3-are-
~tun-9-stunkap6aszona, 61,2 e (0,3 wmosass) wu3onmpommsaarta  aJOMHHHS
B 300 ms kcumnona 3a 2 yaca. Ororsano npu 180—183°C (2—3 mm pT. cT.)
34,8 2 (52,89 ot TeopeTHYyeCcKOro) GecLBETHOrO MacJja, TBepAeollero Ipu
~ctosaHuu. Ilocae mepekpHCTa/NIM3alUH M3 MeTaHOJa BBIAEJSAIOTCS GecllBeT-
Hble HIrJael ¢ T. ma. 66—67°C. Awnanausbi: HaBizedo 9%: C 86,83;87,01.
"H71;688. N6,24;6,21.Ci¢HisN. Boiuucaeno 9: C 86,89; H6,79; N 6,32.

BoiBobl

1. M3yueHo BoccTaHOBJeHHE 3-alleTHA-9-METH/I- U 3-aleTHa-9-3THAKap-
-£a30J10B M30NPONHIATOM aJIOMHHHUSI B. H30NMPOMH/IOBOM CIHPTe H KCHJOJE.

2. [lokasaHo, 4yTo NpU BOCCTAHOBJEHHH B H30MPOINUJIOBOM CIHpPTe OGpa-
3YIOTCsi M30mpomnuaoBble 3(upbl  3- (a-oKCHITHN)-9-MeTwsi- u  3-(qt-OKCH-
3TUJI) -9-3THIKap6a3010B. :

3. Paspa6oran MeToJ OJHOCTAAMHHOIO NpeBpalleHus 3-alleTHI-9-MeTH/I
1 3-aunetus-9-sTuaKap6as3o/0B B 3-BHHHA-9-MeTH/I-H  3-BHHHA-9-3THIKApOa-
.30JIbl TIPH BOCCTAHOBJEHHH AalleTHJIBHBIX [POHU3BOAHBIX H3OMPOMHIATOM
.QJIOMUHHS B KCHJIOJIE.
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4. YcTaHOBJEHO, YTO J3-BHHHUJI-9-MeTHI- H 3-BHHHJI-9-3THIKap6a3oun:
JIETKO TOJIMMEPHU3YIOTC OOBIYHBIMH CIIOCOOAMHU

§
¢
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