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UCCINEAQOBAHUE NPOLIECCA MNMOJTYYEHUA
F’EKCABEH3UIITEEKCAA3AN3OBIOPLIMUTAHA

HO.A. KptokoB

Msyqua 3asucumocmeb 8bixoda eeKca6eH3uneeKcaasausoefopuumaHa om memMmriepamypbl U KU-
c/iomHocmu peaKL{UOHHOlj macchbl. YcmaHosrieHa 803MOXHOCMb CHUXEHUS pacxoda auemoHumpursna
3a cyem 4Yacmu4HoU 3aMeHbl CeexXeao pacmeopumersid 060p0meIMU mexHoJsioeu4eckumu pacmeo-

pamu.

Knouesbie crnosa: eekcabeH3unzekcaasausosropyumaH, 6eH3umamMuH, 2/1uoKcarlb, MypaebUHas

Kucrioma, auemoHumpurn.
BBEOEHUE

2,4,6,8,10,12-T'ekcabeHann-2,4,6,8,10,12-

rekcaasateTpaumkno[5.5.0.0*"*.0°"|nonexaH
(rekcabeHaunrekcaaszam3oBlOpUNTaH) SBMNAETCS
NCXOOHbIM BELEeCTBOM Afs CUHTE3a nepcnek-
TMBHOIO  BbICOKOI(MEKTUBHOIO  B3PbLIBYATOrO
BewecTtBa CL-20. EQUHCTBEHHBIM MPOMbILLIIEH-
HbIM MeTOOOM MOofMy4YeHus rekcabeHaunrekcaa-
3ausoBtopumTaHa (1) B HacTosLee Bpems sBNSA-
eTcs KoHaeHcauusa 6eHsmnamuHa (1) ¢ rmuokca-
nem (Ill). Peakumsa npoTekaeT B cpege pasnuy-
HbIX pacTtBopuTenen [1-3] B NpUCyTCTBUN MUHE-
parnbHbIX U OpraHMYeckMx KWUCMNOT B KayecTBe
KaTanusaTtopos [4, 5].
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[ I ’ | CH,Ph
| PhCH,

CornacHo nutepaTypHbIM AaHHbIM, Ny4line
pe3ynbTatbl OblNM MOMyYeHbl NpY NPOBEAEHUM
CMHTe3a B BOOHOM pacTBOpe aueToHuTpuna B
NPUCYTCTBUN MYpPaBbUHOW KUCNOTbI NpU crie-
OYIOLWNX MOMbHbIX OTHOLWeHuAX peareHTos: I/l
= 2,1; ll/mypaBbuHas kucnota = 10-12. lNMpouecc
NpOBOASAT NpY BNaxHocTn auetoHntpuna 10,5 %
(no apyrum gaHHbIM — 16 % [6]). aHHble o Tem-
nepaTtypHoM pexume cuHTesa | JgocTaTtoyHo
NPOTUBOPEYMBBLI: B OAHMX Cry4yasx peaKuMOH-
HYI0 CMeCb nepef Hadanom AO3MPOBKM pacTBO-
pa lll pekomengytoT oxnaxgate go 10 °C [6], B
Opyrmx — NpoBOAUTb CUHTE3 Mpu Temnepartype
18-20 °C, nopaepxuBas HyXHyl TemnepaTypy
HenpepbIBHbIM ~ OXNaXAeHneMm  peakLMOHHOWN
mMaccbl [4]. CBedeHMst O KUCMOTHOM pexunme
npouecca Takke Henb3s cyMTaTb OOHO3HAYHbI-
Mun. Tak Hapsgy C ONTMManbHbIM KONMYECTBOM
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MYpaBbMHOW KUCNOTbI yKa3biBaeTcs [4] Ha Heob-
XOOMMOCTb NpPeABapUTENIbHON  KOPPEKTUPOBKU
pH peakunoHHON cmecu.

PaHee [7] 6bino yCTaHOBMEHO BrUSHUE
PU3MKO-XMMUYECKUX CBOWCTB PacTBOPUTENS Ha
BbIxog, | M nokasaHa BO3MOXHOCTb WMCMOMb30Ba-
HMUSE B KayecTBe pacTBOpUTENS a3eoTpPOrnHON
CMeCW aueTOHWUTPWUN — BOAA, YTO MNO3BOMNWUIO
CYLLLECTBEHHO COKpaTUTb pacxof aueToHuTpuna
N CHU3WTb CTOMMOCTb NPOAYKTa.

Llenbto HacTosiLero mnccnegoBaHust ABMsi-
eTca JanbHewwee n3yyeHve dusmko-
XMUMWUYECKNX 3aKOHOMEPHOCTEN cuHTe3a | un ny-
TeN CHWXEHUSA pacxofa pacTBoOpuUTeEns.

PE3YIIbTATbI U UX OBCYXXOEHUE

B pesynbtate uccnegoBaHun oOBHapyXeH
MaKCMMYM Ha TemnepaTypHOW KpuBoWn BbixoAaa |
(pncyHok 1).
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PucyHok 1 — 3aBncumocTb Bbixoaa |
OT Temneparypbl

I'IpM 3TOM HanborbluMe 3HayYeHWUst Bbixoaa

npoaykTa peanuayloTcs npu TemnepaType 35—
45 °C.
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t0.A. KPIOKOB

KMCNoTHOCTb peakuMOHHON MacChl U3MEHSI-
nn, nobaenssa pasnUYHoe KONMM4ecTBO MypaBbu-
Hom kucnoThbl. [pu aTom BbIxog | ocTaBancs cra-
OWMbHO BLICOKMM B LLUMPOKOM AManasoHe KOHLEH-
Tpauuin MypaBbMHON KUCIOTbI (PUCYHOK 2).
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PucyHok 2 — 3aBncumocTb Bbixoaa |
OT KMCITOTHOCTWN peaKkLMOHHON Macchl

3ameTHOe cHwkeHne Bbixoga (42 %) Obino
OTMEYEHO NULb NpU NPOBeAEHMM CUHTe3a Oe3
pobaBneHms MypaBbUHOM KUCNoTbl. Peakums B
3TOM Ccry4yae, BEpOSATHO, NPOTEKAET 3a CYET Ka-
TanUTUYECKOro OEeNCTBUS TMMOKCANeBon KUCHO-
Thbl, cogepxallencsa B ucxogHom pactseope lll.

HecmoTps Ha JOCTUTHYTbIE paHee NOSIOXM-
TenbHble pe3ynbTaTbl 3a CYET WUCMNONb30BaHUS
a3eoTpOorHON CMecK, ocTalTCsa Apyrue BO3MOX-
HOCTW MO CHWXEHWUIO pacxoda aueToHuUTpuna.
Tak B cnyvyae NpMMeEHeHUsi B KayecTBe KaTanu-
3aTopa TpUAPTOPYKCYCHOM KUCMNOTbI onpoboBaHo
MHOFOKpaTHOE WCMOSfIb30BaHME MaTOYHOro pac-
TBOpa nocrne cuHTe3a 6e3 ero pereHepauun [8].
ABTOpbI YKa3bIBalOT HA YMEHbLUEHNE PACXOOHOW
HOpMbI aueToHuTpuna o 3,276 kr/kr I. OgHako B
cnyyae UCNonb30BaHWs MYpPaBbMHOW KUCMOTHI
3TOT TEXHONOMMYECKMI NPUEM HE MpPUBEN K Xe-
naemomy pesynbTaty. Yxe npu MNOBTOPHOM
NPUMEHEHNM MATOYHOrO pacTBopa Obifo oTMe-
YeHO BeCbMa CYLLEeCTBEHHOE CHWXeHue Bbixoda
npoaykra (63,5 %). V3 gpyrux nyten CHUXeHus
pacxoga pacTBopuTenst Obinv NpOBepeHbl Yac-
TUYHas 3aMeHa CBeXero aueToHuTpuna otpabo-
TaHHbIM pPacTBOPUTENEM U BO3MOXHOCTb WC-
Nonb30BaHNsi NPOMbIBHbLIX PACTBOPOB.

YcTaHoBneHo, 4to gobaBneHuMe npoMbIB-
HbIX pacTBopoB B konunyecTtse Ao 30 % oT obue-
ro KonmM4yecTBa pPacTBOPUTENS MPaKTUYECKU He
BNUSIET Ha BbIXOA |, Yero Henb3si ckasaTb O Npu-
MeHeHMn oTpaboTaHHoro pacteoputens. [o-
OaBneHne nocrnegHero B WUCXOLHYH peakuMoH-
HYI0 CMeCb OKa3blBaeT BeCbMa CyLLEeCTBEHHOe
BNUAHME Ha BbIxod npoaykTa. [NonyyeHHble pe-
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3ynbTaTtbl (PUCYHOK 3) nNOKasbiBalT, 4YTO, He-
CMOTPSl Ha TEHOEHUMIO K CHWKEHUIO Bbixoga |,
npeacTaBnsieTcs BMOMHE [OMNYCTUMbIM WUCMOSb-
30BaHNe OoTpaboTaHHOro pacTBOpUTENst B KOMU-
yecTtBe 00 25 % oT obuwero obbema 6e3 cyle-
CTBEHHOIO CHWXEHMS BbIXxoda MPoayKTa.
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PucyHok 3 — 3aBncumocTb Bbixoaa |
OT Konn4yecTBa oTpaboTaHHOro pacTBOpPUTENS

OKCMNMEPUMEHTAIIbHAA YACTb

WMK-cnekTpockonuio npoBogunuM Ha obpas-
uax npoaykTa, npeaBapuTeribHO BbICYLLEHHbIX
0O MOCTOSHHOW Macchl, B AWckax ¢ Gpomuaom
kanua (0,3 mr Bewectsa B 100 mr 6pomumaa ka-
nua) B obnactn ot 4000 go 600 oM Ons aHa-
nn3a uvcnonb3oBann ®ypbe-crnektpomeTp «dT-
801» (Poccus) co cnekTpanbHbIM paspeLleHnem
0,5 CM_l.ﬂMP-CI'IeKprI NPOAYKTOB MOMyYeHbl Ha
npubope «BrukerAvance"NanoBay-400» (ep-
MaHUS). ONEeMEeHTHbIA aHanua3 coefuHEeHUs Bbl-
MONMHANM Ha 9MNemMeHTHOM aHanusatope «Fla-
shEA 1112/CHNS-O» (Utanus). Onpegenenuve
TeMnepaTypbl MMAaBfeHUs BbIMNOMHANM METOO0M
andpdepeHUnanbHON  CKaHUpyloLLen  Kanopu-
meTpun (DSC) Ha TepmMoaHanUTU4eCKOM KOM-
nnekce «MettlerToledo» DSC-822° (LUseiiua-
pus).

M3y4yeHne 3aBUCUMOCTU Bbixoaa | oT Tem-
nepartypbl

Onbim 1. B Tpexropnyt Konby emKOCTbio
250 mn, obopyaoBaHHYK MeLlankon, Tepmo-
MEeTpOM, KanenbHOW BOPOHKOW W BoAsHon 6a-
Hen, 3anunn 151 mn aueToHuTpuna, 14 mn Bo-
abl, 0,62 mn 88 %-11 MypaBbMHOW KUCMOTbI U
17,5 mn 1l. B peakunoHHyt0 cMechb Mpu nepeme-
lWwvBaHUN B TeyeHue 1,54 n3 kanenoHoOM BOPOH-
Kn gosuposanu 11 r sogHoro pacteopa 40 % llI,
He [Jonyckas nogbema TemnepaTypbl Bbille
20 °C. PeakuunoHHyi0 Maccy Bblaepxanu npwu
20 °C B TeyeHune 20 4, nocne 4ero oTunbTPO-
Bann Ha BakyyMHOW BOPOHKe, 0CadoK Ha punbT-
pe NpoMbINM aueTOHUTPUIIOM W BbICYLUUIIM B
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NCCNEOOBAHWME MNMPOLIECCA NOJTYHEHUA TEKCABEH3UITTEKCAA3SAN3OBIOPLINTAHA

BakyyMHOM cyLuunbHOM wkady npu 25 °C. llo-
nyamm 11,721 | (65,4 %). T,, 149-152 °C.
Hangeno (%):C, 81.43; H, 6.67; N, 12.01.
CagHagNg. BoluucneHo (%):C, 81.36; H, 6.78; N,
11.86. WK-cnektp v, cM - 1600 (CN); 3020,
1490 (CHapow); 2830, 1450 (CH). AMP-cnekTp H
(6, m.g.): -3.59 (CH 2H), o-4.03 (CH 4H), 1-4.09
(CH;, 8H), 7-4.16 (CH, 4H), no-7.22 (CH-ar 30H);
AMP-cnextp °C (5, m.4.): 56.62, 57.29, 77.53,
80.94, 127.11, 128.51, 128.82, 129.76, 141.34.

PesynbTatbl cMHTEe3a | Npu Apyrux 3HavyeHu-
AX TemnepaTypbl NpMBeaeHsbl B Tabnuue 1.

Tabnuua 1 — Bbixog | npu pasHon Temneparype

Ne onbitTa | TemnepaTtypa, °C Bbixoa I, %
2 30 68,8
3 35 71,2
4 40 72,0
5 45 69,4
6 50 66,1
7 60 61,0

M3yyeHune 3aBMCUMOCTU Bbixoaa | OT Ku-
CNOTHOCTU peakKLMOHHOW MacChl

Onbim 8. B Tpexropnyt kondy eMKOCTbio
250 mn, obopyaoOBaHHYK MeLlankon, Tepmo-
METPOM, KanernbHONW BOPOHKOW W BogdHon Ga-
Hen, 3anunn 151 mn aueToHuTpuna, 14 mn Bo-
abl, 0,76 1 (0,62 mn) 88 %-n MypaBbWHOW KUCMO-
Tbl 1 17,5 Mn |l. B peakumoHHy0 cmecb npu ne-
pemMelumBaHMM B TedyeHune 1,54 u3 KanesrbHONn
BOPOHKM po3vpoBanu 11 r BogHoro pacteopa
40 % 1ll, He ponyckas nogbemMa TemnepaTypbl
Bbiwe 35 °C. PeakunoHHYO Maccy BblaepXanu
npu 35°C B TeyeHne 204, nocrne 4ero oOT-
dunbTpoBanM Ha BaKyyMHOW BOPOHKE, OCafoK
Ha UNbTPE NPOMbBIIN ALETOHUTPUIIOM U BbICY-
WM B BaKyyMHOM CYLUMNBHOM LIKady npwu
25 °C. Monyunnn 12,93 r | (72,1 %).

PesynbTtatbl cuHTE3a | npu pasHoOn KUCHOT-
HOCTU peakUMOHHOW Macchbl NpuBedeHbl B Tab-
nmue 2.

N3yyeHne BNuAHMA nobaBok oTpaboTaH-
HOro pacTtBopuTesna Ha Bbixon |

Onbim 15. B Tpexropnyk Konby eMKOCTbio
250 mn, obopydoBaHHYK MeLlankon, Tepmo-
METpPOM, KanernbHOW BOPOHKOW WM BogaHom Ga-
Hen, 3anunu 151 mn auetoHuTpuna, 14 mn BoO-
abl, 0,76 1 (0,62 mn) 88 %-n MypaBbUHOW KMUCMO-
Tl U 17,5 mn 1l. B peakumMoHHy0 cmech npu ne-
pemMeliBaHMmM B TedyeHune 1,54 u3 KanesibHON
BOpPOHKM posupoBanu 111 BoAHOro pacteopa
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40 % Ill, He ponyckas nogbema TemnepaTtypbl
Bbiwe 35 °C. PeakumoHHY0 Maccy Bbigepxanu
npu 35°C B TeyeHue 204, nocne 4ero oOT-
dunbTpoBanu Ha BakyyMHOW BOPOHKe, Ocagok
Ha UNbTPE NPOMLINU aLEeTOHUTPUIIOM U BbICY-
lWMAM B BaKyyMHOM CYLWIWMbHOM LWKady npu
25 °C. Monyunnn 13,39 r | (74,8 %).

Cnepayowme aKkcnepyMMeHTbl MPoBOAUNN, O0-
6aBnas B peakuMOHHYI0 Maccy pasnmMyHoe Komnu-
yecTBO OTpaboTaHHOrO pacTBOpUTENS nocne
npeablaywmnx cuHtesos |. MNonyyeHHble pesynb-
TaTbl NpMBeAeHbl B Tabnuue 3.

Tabnuua 2 — BbixoA | Nnpu pasHOW KUCNOT-
HOCTU peakUMOHHOW Macchl

> =

s | 885|585 | =
3 9S8 | 23 = pl
C Qa5 E < A0 =
o J m o) [5) @)

S o & c E’ o =<
s | 588 838 | 3

2 ¥ § 8 = m
9 1,52 6,50 72,5
10 1,13 4,84 73,8
11 0,37 1,59 71,5
12 0,18 0,77 70,4
13 0,098 0,42 72,3
14 - - 42,0

Tabnuua 3 — Beixoa | npu ncnonb3oBaHum
oTpaboTaHHOro pacTBopuTens

KonunyectBo

Ne Bbixoa
onbiTa oTpaboTaHHOro nponykTa, %

pactBopuTtens, % ’

16 25 74,5

17 50 73,6

18 75 71,0

19 100 63,5

BbIBOAbI

B pesynbTate npoBeAeHHbIX UCCrenoBa-
HUIA onpefeneH ONTUManbHbLIN TeMnepaTypHbIN
pexum cuHTtesa .

YcTaHOBNEHO, 4TO npouecc obpasoBaHus
npoaykta npoTekaeT B LUMPOKOM Auvana3oHe
3HA4YeHUN KUCMNOTHOCTU peakLUMOHHON Macchl,
npu 3TOM OTMEYEHO KaTanuTudeckoe AencTBue
rrnmokcaneBon KUCMOThI.

[MokasaHa BO3MOXHOCTb YaCTUYHOW 3ame-
Hbl CBEXEro pacTBoputens o60pOTHEIMU TEXHO-
NOrNYecKUMM pacTBoOpamu, YTO C y4ETOM paHee
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NpoOBeAEHHbIX uccnegosaHui [7] MNO3BOMAWMIO
COKpaTWTb pacxoA aueToHuTpuna ao 2,5 Kr/kr .
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