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(ﬂpencmmeua Hay4YHO-METOLHUYECKHM CEMHHApOM XHMHKO-TEXHOJOTHYECKOIro (paxymﬂera)

Panee namu Oblio noxasano [1], uro kap6asos mnpHCOeAHHSETCS
K Bunusanerary npu — (10—20)°C B aueroHe B NPHCYTCTBHH €1KOTO KaJH,
obpasysa 9-(l-auerokcu)-stunkap6ason. Ilocnennuii B XHMHYECKOM OTHO-
IIEHHHU $§IBJISIeTCS] OYeHb aKTHBHBIM H MOKeT ObITb HMCIOJb30BAH B pAde CHH-
Te30B, HANpUMep, AJs nojaydenusi 9-Bunua-Kap6azona [2].

[Tosnnee HamMu ObIIO HCCAENLOBAHO B3auMojeHcTBHe 3-XJopkapbaso.na
C BHHMJIAIlETATOM B IlejouHoil cpefe [3]. B nacrosimeMm coolumieHnu omnu-
CLIBAIOTCS Pe3yabTaThl HCCJAELOBaHHIl MO B3aUMOLEHCTBHIO J3-MeTHJAKapOa-
30J1a C BUHHJIALETATOM.

Hawmn uccienoBanus noxkaszanau, 4to 3-MeTujaxkap6a3os aHaAJOTHUHO
3-xJ0pkap6asony U Kap0a3oay BCTYNaeT B PEAKIHI C BHHHJIALETATOM
B alleTOHE B MPHCYTCTBHH TBEPAOr0o €AKOro KaJjH, NpHueM peakuus H B 3TOM
clyyae ImpoTeKaeT OJHOBPEMEHHO B JBYX HalpaBJeHHsAX: ¢ oOpasoBaHHeM
3-metu-9- (1-anerokcn) -stuakapbasona u 3-metua-9-aueruakapbasoda.

[TockoabKy comepzKaHue 3THX JABYX BeLIECTB B MPOAYKTaX peaklHH
CHJIbHO 3aBHCHT OT YCJOBHI NpOBEJEHHs Mpouecca, AJas JAOCTHKEHHS BbICO-
KHX BBIXOJOB MHTEpecylollero Hac MPOAYyKTa MNPHCOeJHHEHHsT HeoOXOLHMO
OblJIO U3YUUTDH BJAHSHHE pPa3IHUHbIX (PAKTOPOB HaA 3TY peakUHIo.

Panee namu Oblna paspaborana MeTOAHKAa KOJHUECTBEHHOTO OIpeje-
Jenust 3-xjaop-9- (l-aueroxcn)-stuakap6asona u 3-xaop-9-aunerunxapbasona
MpU HX COBMECTHOM npHcyTcTBHH [3]. B ocHOBY Meroauku Oblaa moJioxeHa
pasJuuHasl yCTOHUHBOCTb 3THX MPOJAYKTOB K THIPOJIH3Y.

ITonb3ysicb 3TOH METOAMKOM, Mbl H3YUHJH BJHSIHHe TeMIepaTypbl H KO-
JHYyecTBa KaTa/ju3aTopa Ha peakiHio 3-MeTHaKap6asona ¢ BHUHHUIALETATOM.
[Tonyuennble pesyabTarbl npuBeaeHbl B Taba. 1.

Pesyabrarbl mokasblBaloT, u4TO 3-MeTHaKap0a3osa B OTCYTCTBHH  KarTa-
JM3aTopa He pearupyer ¢ BHHHJALETATOM B HHTepBaJe TeMIeparyp
(—10) — (+20)°C; B npucyTCTBHH Ke HeOOJbIIUX KOJHUECTB €IKOT0 KaJjH
peaxklHsa NpoTeKaeT OJHOBPEMEHHO B JBYX YKa3aHHBLIX Bbille HANpaBJeHHSX.
ITpn 3TOM CKOpOCTH peakuHu NMPHUCOETHHEHHsT U peaKIMd AalleTHJIHPOBaHHS
10 Pa3HOMY 3aBHCAIT OT KOJIHYeCTBa KaTaJu3aTopa.

Kak BuaHo u3 rtaba. 1, oco6eHHO CH/IbHOe BJHSHHE HaA peakuuio 3-me-
THJAKapOasosia ¢ BHHUJALLETATOM OKa3blBAalOT TeMIlepaTypHble YCJOBHS INPO-
Beaenns npouecca. C noBbllIeHHEM TeMIepaTypbl pe3KO MOHUIKAETCS COfep-
JKanue MPOAYKTa MNPHCOEJHHEHHSI M OJHOBPEMEHHO YBEJHUYHBAETCsl COAep-
JKaHHe alleTHJIbHOrO Mpou3BojHOoro. B o6aactu Ttemmeparyp 0—20°C
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yMeHblIaeTcs TakKe o0llasi KOHBepCHs 3-MeTH/Ja-Kap0asoja, 4To, MO-BHIHU-
MOMY, OODBSICHSIETCS YaCTHUHBIM pasJjioxKeHreM 00pasyiouierocsi 3-MeTus-9-
(1-aneTokcu)-srunkap6asosa B 3THX YycaoBHsAX. s MOJTyYeHHS BBICOKHX
BbIXO/IOB IPOAYKTa INPUCOEIHHEHHs TeMIiepaTypy peakmuu HeoOX0AHMO
noaaep:kuBaTh Ha ypoBHe 20—15°C HHKe HYJISA,

Ta6auma 1

Bausinue TemnepaTypbl M KOJHMYECTBA €[KOr0 Kaju Ha PEakuHio
3-meTnaKap0a3oia C BHHHJIALETATOM

KonuuecTBO KonBepcus 3-metuinkapbasona
Temnepa- eNKOro Kaay,
Typa peak- % OT Beca
uuy, °C 3-MeTHaKapoa- a B ¢
30112
—19 10,0 1741 91,0 13,9
—15 10,0 76,9 92,0 15,1
—10 10,0 73,5 91,5 18,0
0 10,0 60,0 85,0 25,0
+10 10,0 49,5 82,0 32,5
+20 10,0 33,0 81,5 48,5
+20 0 0 0 0
—10 5,0 75,5 92,0 16,5
+10 3,0 13,99 30,74 16,75
+10 5,0 26,1 41,22 15,1

[ITpuMeuanue: a— KoHBepcus 3-merunakap6asonsa B 3-mertuia-9-(1-ame -
TOKCH) 3THAKapbHa3ous;
06 — obmaa xoHBepcus 9-meruaxkapbaszola;
C — KOHBepCcHdA 3-MeTuiKapOa3ona B 3-mMeTHI-9-ane-
THIKap6aloJ.
KoanuectBo Bunuaanerata — 1,53 moas na Moas 3-Metuiakap6asoda.

[IpoBefeHHbBIe HCC/AENOBAHHSA MO3BOJHU/IH OCYLIECTBHTb CHHTE3 3-METH.I-
9- (1-anerokcn)-3THAKap6asosa ¢ XOPOUIMMH BbIXOAAMH H H3YUHUTh HEKO-
TOpble €ro XHMHYeCKHe MpeBpalleHus.

[Ipu mneperoHke B Bakyyme 3-MeTH./-9-(l-aueTokcH)-sTuakap6aszo
pasjaraercsl ¢ BbIJEJIEHHEM YKCYCHOH KHCJIOTHl U oOpa3oBaHHEM 3-MeTHJI-I-
BUHUJAKap6a3ona. B oranune ot 3-xsmo0p-9-(l-auerokcu)-srunkap6asosa
BBbIXOJI BHHHJBHOI'O MPOU3BOAHOTO B 3TOM CJyvyae HHKe U COCTaBJseT
B cpennem 709 oT TeopeTHYECKOro.

3KCHepHMeHTaJle asi 4acTk

3-meTtunkap6ason Obl1 moaydeH mo Mmerony bBopuie [4] u umen T.mi.
202—203°C.

BuHumanerar HCHo/b30BaJICsi CBEMKEMEpPerHaHHbIH H HMeJ KOHCTAHTHI,
COBMAJaIolINe C JHTePATyPHBIMH.

3-meTna-9-(1-anerokcu) atuakapoéasoa. (I)

B Tpexropayio KpyrioJOHHYI0 KOJOYy C MEIIAJKOH M TepMOMETPOM
NOcC/ae0BaTebHO 3arpyzxaiwoTr 5 e 3-merusakap6asona, 50 ma ameroHa u
4 msa pununanerata. Koaby nmomelamor B KpHOCTAaT, OXJaXkAAOT [0 —
(18—20°) u mobaBasiior | e TOHKOM3MEJAbYEHHOrO0 €IKOro KaJdd | 3aTeM
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BbIJEPKHUBAIOT NPU TOH ke Temnepartype 20—25 muH. Ilo oKoHuaHuH peak-
MK KaTa/au3aTop OT(GHAbTPOBHIBAIOT, U3 (UAbTPATa OTTOHAIOT alleTCH, a OC-
taBulieecst Macjo pactBopsitor B 10 ma rekcana. Ilpm oxsaxkjaenuu us pacrt-
sBopa noayuatot 4,4 2 (I) ¢ . ma 81—82°C (60%). Ilocne BTOpHuHOI
nepekpHCTAIIN3alil U3 rekcaHa NpoAyKT umeeT T. mi. 84—85°C.

Hai’me}io, o/oiN 5,24 C17I_I17N02
Buuuncaeno, %:N 5,24

[To anaaoruunoit meroauke npu 50°C nosyueH U BblaeaeH 3-MeTHJ-9-
anerusakap6ason ¢ 1. na. 74—75°C.

Haiineno, %:N 6,45 CisHsNO

Broruncaeno, %:N 6,28

3-metna-9-suuuakap6ason (II)

B Tpexropayio KpyraoaoHHyio Kosa0y, CHaOXeHHYI0 TepMOMeTpoOM W
MeunianKo#, mocaenoBatenbHo 3arpyzxkawot 20 e 3-meruaxap6asosa, 100 ma
aueroHa u 16 ma BuHuaanerata. Kosnby noMeumaorT B KPHOCTAT, OXJaxK1a10T
10 — (18—20)°C u pobaBasiiorT 2 2 eIKOro Kaau HeGOJBbIIMMH TOPIHUIMH,
NnoJAJep:KUBas TeMIepaTypy Ha 3aJaHHOM ypOBHe. 3aTeM BBIJEpIKHBAIOT pe-
AKIMOHHYIO cMechb npu Tod ke Temnepatype 20—25 muH. Ilo oxkoHuanuu
peakUHH KaTa/Jau3aTop OT(HIbTPOBBIBAIOT, U3 (UJAbTPATA OTTOHSIOT -alEeTOH,
OCTATOK MEPEeroHsI0T B BaKyyMe H OTOHPAIOT (ppaKilHio, KUOSILLYIO B HHTEp-
Bane 165—175°C (2—5 mm pr. cr.). BewectBo (II) otronsiercs B BuIe
OecllBETHOH NIPO3PAYyHOH JKHMAKOCTH, He KPUCTAJNIU3YIOULEHCS NPH AJHTENb-
HOM cTostHuu ¢ Np° 1,6720 u Beixogom 17,0 ¢ (74,3%).

IIpu kpucrasauzauuu M3 3TaHOJA MJAM MeTaHoJa o06pasyercss CcMech
3-MeTua-9-BuHuAKap6a3ona U 3-meTHakapbasoJsa, KOTOpPylO TPYAHO pas-
JIeJIUTh Ha OTJejibHble KOMMOHEeHTHl. [lyTeM MHOroKpaTHOH KpHCTaAJH3alHH
OblJ1 BbIZIEJIEH YUCTHIH 3-MeTu/-9-BHHHAKAap6as3os B BuUAe OeCHBETHBIX HIJI
G g R v

Crpoenne npoayKkra OblJIO yCTAHOBJIEHO 3JeMEeHTApHbIM aHaJH30M, HH-
¢paxkpacHeiM cnekTpom (1800, 1600, 1440 cu ') u onpenenennem ABOIHBIX
CBfI3ell MO MeTOAY MNpPHCOEAMHEHHS auerara pTYTH [5] H Meroay THApO-
JHTHUECKOTO OKCHMHpOBaHus [6].

Haiineno, % :N 6,74 C;sH;sN.
Buiuncaeno, /% : N 6,76

ConeprKanue OCHOBHOTI'O BelllecTBa B MPOAyKTe cocrasJsier 99,99, .

3-metu/1-9-eunuakap6ason xopowo noAumepusyercs npu 120°C B npu-
CyCTBHH JHHHTPHJA a300HCH30MAacC/sIHOH KHCJOTHI C oOpasoBaHHeM Mpo-
3pavyHOro MOJIMMEpPAa, OKPAIIEHHOTO B CBETJIO-KEJTHIH I(BET.

BoiBoabl

1. McenenoBano BaMsIHHE YCJOBHII HA peakilHi0 BHHHJALlETATa C 3-Me-
THAKap0a30/10M B alleTOHe B NPHCYTCTBHH €AKOr0 Ka/Jd H MOKasaHo, uTo
Npu 3TOM OJAHOBpeMeHHO oOpasyercs 3-merua-9-(1-aueroxcu)-stuakapba-
3071 U 3-MeTtua-9-auerunxkap6asou.

2. BunepBbie OCyIIeCTBJE€H CHHTe3  3-MeTHA-9-(1-amerokcu)-3THaKap-
6asoua.

3. Ilyrem tepmuyeckoro pasnoxkeHus 3-meTHna-9-(l-amerokcu) sTHIKAp-
6as3osa BIepBble OCYLIECTBJEH CHHTe3 3-MeTHJ -9-BHHH/IKapGasoJa.
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