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060CHOBbIBaETCS NPUCYTCTBNUEM CTPYKTYPHbIX
€ANHUL, OCTaTOYHOrO NUIHWUHA U BBEOEHHOWN Ku-
CInoThbl.

3AKIIOYEHUE

B xoge npoBedeHHbIX 3KCMEPUMMEHTOB Obl-
Ny NonyYeHbl TpU3aMeLLeHHbIe M-OKCnbeH30aThbI
Lennonosel NpyM TemnepaType CUHTe3a 55°C u
NpogormKMTEnbHOCTM 5 yacoB. 3HayeHus Tep-
MOOVHaMMYECKMX NapaMeTpoB AN peakumm
auunuposarua JILUM M-OKCcMBEH30MHOM KUCro-
TOW COCTaBWMO: Ans Tennosoro adekra peak-
unm AH"= 96,276 k[x/Monb, SHTPONMU aKTMBa-
umm AS™= -21,55 [x/(monbK) (koadbdpuumeHT
koppensaumm 0,95). Mo HangeHHbIM NapameTpam
paccuntaHa cBobogHas SHeprus akTMeBauuun pe-
akuun aumnupoanus JILUM M-okcnbeH3onHom
KncnoTton, KoTopasi cocTaBsuna
103,02 kx/monb. [lonyyeHHOe 3HayeHue 9H-
TanbnMu akTMBauuyM CBUAETENbCTBYET O ObICT-
pPOM AOCTMXKEHWUM NEPEXOOHOr0 COCTOSIHUS aKTU-

BMpPOBaHHOro komnnekca. B pgaHHoOM cnyvae,
BEPOSITHO, NpoucxoauT obpasoBaHne Mexmore-
KyNnspHbIX BOAOPOAHbIX CBSA3EW  M-OKCUOEH-
30MIHOW KWUCIMOTbl C FUFHOLENONO3HbIM  KOM-
MrekcoM, COMpPOBOXAAeMOe paspyLUEeHUEM Jnr-
HOYrneBOAHbIX CBA3en M amopdusauuen uen-
NONOo3bl.
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UCCINEOOBAHUE PEAKLIUX ANTKUITMPOBAHUA
2, 7-AUrMAQPOKCUDITYOPEHOHA
N,N-AUNITUNAMUHOITUNIXNOPUAOM B CUHTE3E
NEKAPCTBEHHOW CYBCTAHLUU TUNTIOPOHA

KO.A. Kptokos, K.K. Mypagos, N.A. Cypmayesa, C.B. CbiconaTtuH

U3ydeH npouecc ankunuposaHusi dukanueeol conu 2,7-0uaudpoKcughilyopeHoHa pacmeopoMm
N,N-OusmunamuHosmursxnopuda. YcmaHoerieHo obpa3zoeaHue MOHo3aMmeuweHHo20 agpupa — 2-(N,N-
AuamuriaMuHoO3ImMoKcu)-7-2udpokcughriyopeHoHa-9 8 Kadecmee MpoOMEXYMOYHO20 rnpodyKkma peak-
yuu. B pesynbmame onmumu3ayuu ripouecca 8bixo0 rnpodykma yeesuyeH 00 87 %.

Knrovesble criosa: ankunuposaHue, musopoH, 2,7-0usudpokcughryopeHoH, N,N-OuamunamuHo-
amusnxnopud, 2-(N,N-OusmunamuHo3mokcu)-7-2udpoKcUuIyopeHOH-9.

BBEOEHUE

B nocnegHve rogbl Hapsgy C TpaguLMOH-
HbIMW NeKapCTBEHHbIMU CpeacTBaMu ANs feye-
HUA 1 NPOUNAKTUKLN BUPYCHBIX U pecnupaTtop-
HO-BUPYCHbIX MH(bEeKUMI Bce Bonbluee 3HayYeHne
NprMobpeTalT HU3KOMOIEKYNSAPHbIE WHAYKTOPbI
nHTepdepoHa [1 — 3]. Hanbonee wimpokoe npu-
MEHeHMe B HacTosiLee BpeMsi npuobpen cuHTe-
TUYMECKMA npenapat TWIOPOH —  2,7-6uc-
[2(anaTunammHo)aTokeu]-conyopeHoHa-9  gurng-
poxnopug (1).
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o + 2 HCI
|

[TOMMMO LLIMPOKOrO cnekTpa npoTMBOBU-
PYCHbIX CBOWCTB TUIIOPOH obnagaeTr ApKo Bbl-
paXeHHbIM MHTePdEPOHUHAYLMPYIOWNUM OENCT-
BMEM U BHeceH B [lepedeHb XU3HEeHHO Heobxo-
OVMbIX N BaXXHEWLNX NeKapCTBEHHbIX CpeacTs
[4]. MpumeHsieTca npenapaT B BUAE PasfnUyHbIX
nekapcTBeHHbIX (POPM NOA pasHbIMU TOProBbIMK
Mapkamu (TUJIOPOH, aMWMKCWH, NaBOMAakc) Ans
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neyeHus BUPYCHbIX renaTtuToB, rpunna, repneca,
KOXHbIX 3200neBaHun, a Takke B XMPYPrn4eckom
npaktuke [5 - 9].

KntoyeBon cTtagmen npouecca CuHTesa Tu-
nopoHa, obecneuynBarLen BbIXOO M KadecTBO
neKkapCcTBEHHOW cybCcTaHumn, SBNSAETCS ankunm-
poBaHue 2,7-gurugpokcudpnyopeHoHa (Il) cons-
Hokucrion conbto  N,N-anatmnammHoOaTUNXo-
puga (lll):

H;,C—\ /—sz| 1. KOH
HO: .@ OH + 2 N -
o

He—/ - 2HCI 2.Hel

HC™ /N Van VA

_/N ? @). ° N¥CH

H3C: 3
& -2Ha

Peakunio npoBogAaT B reTteporeHHom cuc-
Teme TOmnyon — BOAHbIA pacTBOp ruMapokcuaa
kanus, npu atom Il HaxoguTcs B BOAHOM cpeae B
Buae amkanueson conu, a lll nocne koHTakTa co
LENoYHbIM pPacTBOPOM MEpexoauT B OpraHuye-
ckyto cpasy. Peakunsi 3aBepLuaeTcs npu Kungye-
HUN N MHTEHCUMBHOM NEpPEMELLMBAHUN B TEYEHUNE
20 4. [na npoBedeHWs peakumMu MWCMosib3yroT
OByKpaTHbIn 13obIToK lll. Tlocne okoHYaHWst CUH-
Te3a OTAENSAT OpraHUYecKkuin Crion, yaanswoT
TOMYyos, OCTaTOK PacTBOPSIOT B M3OMNPONUIIOBOM
cnupTe n obpabaTtbiBaoT HEOGONBLLLMM U3OBITKOM
©e3BogHOrO pactBopa XIOPUCTOrO0 BOOOPOAA.
Boeixog | coctaBnsiet 48 — 50 % [10].

PE3YJIbTATbI U UX OBCYXAOEHUE

Llensto gaHHom paboTbl siBNsieTCs m3yde-
HME XMMM3Ma peakuun ankunmpoBaHua 2,7-gu-
rmapokcudpriyopeHoHa n onpegeneHne dakTo-
pOB, BAUSIOLIMX Ha BbIXO4 NPOAYKTa WU NpoAor-
XUTENbHOCTb NpoLiecca.

Mockonbky Il umeeT ABa UeHTpa ankunu-
pOBaHMS MPOMEXYTOYHbIM MPOAYKTOM, BEPOST-
HO, ABMseTCA MOHO3ameLLeHHbINn agup — 2-(N,N-
ON-3TUNAaMUHOITOKCU )-7-rnapoKCUnyopeHoH-9
(IV), koTopbIi NoaBepraeTcs AanbHenwemy an-
KnnmpoBaHuto ¢ obpasoBaHuem l.

H3C H,CCI
TN/ 1. KOH
HO OH + N .
. e’ - HCI 2.Hel
1 n

~ QO 2C

Ons wmnpgeHTuduKaumMm MOHO3aMeLLeHHOro
acmpa B COCTaBeE peaKkLMOHHbIX Macc npensa-

MOJI3YHOBCKMN BECTHUK Ne 4-1 2011

puTenbHO nonyyeH obpasel, BellecTBa. CUHTE3
IV ocywectsnanu B3aumogencteuem Il ¢ Il B
MOJSIBHOM OTHOWeEHUM 1 : 1 MpW KMNAYEeHUM B
cpege ataHona [11]. Beixog IV coctaBun 35 %.

B kauyecTBe MeToga KOHTPOSS 3a MpoTeka-
HMeM peakuumn BblbpaH MeTon BbICOKO3heK-
TUBHOWM XWAKOCTHOM xpomaTtorpadumn (BOXKX).
MeTog nossonsieT obHapyxuBaTb U KONMYeCT-
BEHHO OUEHMBaTb KOMMOHEHTbl peaKLMOHHON
CMecu Mpu COBMECTHOM MpuUcyTcTBUW. AHanus
NPOBOAWIMN C NMOMOLLBIO KUOKOCTHOrO XpoMaro-
rpaca «Agilent 1200», ocHalLeHHOro rpagneHT-
HbIM HacoCOM W OWOAHO-MaTPUYHbLIM [ETEeKTO-
poM. 3rnoupoBaHWe Benu B rpaguveHTHOM pe-
XvMMe, B KayecTBe MOABWKHOW ¢hasbl MCMOMb30-
BanM CMEeCb aLeTOHUTpUIia U BOOHOro pacteopa
opTodochopHoM KucrnoTbl. B aTux ycnosusax
Habnoganock pasgeneduve | (Bpemst yaepxmea-
Husa 8,1 muH), Il (Bpems yaepxmanua 14,0 MyH)
n IV (Bpems yaepxmanua 11,3 muH). Ha pucys-
ke 1 npegcTtaBneHa xpomaTorpaMmma MOAENbHON
cmecu.

? Lh |

L] Cn —

PucyHok 1. XpomaTtorpamma mogernbHon cmecu: | —
TUNopoHa, Il — 2,7-gurngpokcndnyopeHoHa, IV — 2-
(N,N-gnatunammnHoaTokcm)-7-ruapoken-criyopeHoHa-9.

OOvH 13 UCXOAHbIX KOMMOHEHTOB CUMHTE3a
lll, kak TUNUYHBLIA nNpeacTaBUTENb [-ranoreH-
aMnHOB, obnagaeT BbICOKOW peakUMOHHOW Crno-
COBHOCTBIO M B MPUCYTCTBUM BOAHOW LLEMOYU
nogBepraeTcsi rmaponmay:

H3C Cl - H3C: OH

3 —\N_/— H,0, OH 3 _\N_/_

Hye—/ He—/

Kak TpeTuyHbin amuH, lll nogBepxeH peak-
unsam kBatepHusauumn [12], a Takke CKIOHEH K
06pas3oBaHWIO ATUNEHUMUHMEBBLIX conen [13] u
OPpYrux coeanHEeHUN:

HyC—\ cl HyC—\ i
N_/_ _ - NS cl
ch—/ H3C—/
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HyC—\ X HaC
N—/_ : \I CH;
H3C—/ HiC—\ _/—N+—/ )
+ —_— N: Y
HyC—\ Y HyC—/
N—/_ X
Hyc—/

X, Y =Cl, OH.

MockonbKky NpoAyKTbl rMAPONM3a U Opyrux
Xumudecknx npespatdeHuii lll He moryT BbICTY-
natb B Ka4eCTBe ankunupyroLmx areHtos ang li,
BO3HMKaeT BOMpoc 00 onTumarnbHOW ANuUTEerb-
HocTu cuHTesa l. [Ina onpegeneHusa ycTonymeo-
CTM BTOPOro ucxogHoro komnoHeHTa (ll) B ycro-
BMAX peakuMu BewecTBO noaBepranv Kunsye-
HUIO B MPUCYTCTBUM LUenoyn B TeveHue 20 u.
MonyyeHHble pe3ynbTaThl (PUCYHOK 2) nokasanu
cTtabunbHocTb Il B ykadaHHbIX YCNOBUSAX B Teye-
HUe ANMTENBHOro BpEMEHN.

170

165

160 3

KoHueHnTpaums ll, rin

155

150

0 5 10 15 20

Bpems,u

PucyHok 2. ameHeHune koHueHTpauumm |l oT BpemeHn.

C uenbio nosbiweHusa Bbixoga | BmecTo
pactBopa congaHokucnon conu Il npeanoxeHo
ankunuposanue Il npoBogutTb pacTBOpOM CBO-
B6opgHoro ranoreHamunHa B Tonyorne [14].

M3yyeH npolecc anknnupoBaHusa aunkanuve-
Bon conu Il gencTBueM TonyomnbHOro pacteopa
lll B MONbHOM OTHOLLEHUN peareHToB 1 : 6 npu
TemMnepaTtype KuMneHust peakuMOHHOW Macchl.
XpomaTorpadgumyeckoe wuccnefoBaHWe peakuun
nokasbiBaeT (PUCYHOK 3), uTo KoHueHTpaums Il ¢
TeYEeHMEM BPEMEHM YMEHbLUAETCA MPaKTU4ecKu
[0 ucyesHoBeHns (kpmeas 2). KoHueHTtpauusa IV
(kpuBas 3) MpoxogouT Yepes CBOW MaKkCUMYyM,
nocrie 4Yero TakkKe CHWXaeTCsl MpakTU4ecku A0
Hyns. KoHueHTpaums npogykta peakumu (1) ye-
pe3 2,5 4 gocturaeT MakCMManbHOro 3HavyeHus,
Ha 4YTO YKasblBaeT Hanuuve ropu3oHTanbHOro
yyacTka Ha kKpvson 1. Bbixon npopgykra cocta-
Bun 80 %.
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PucyHok 3. 3aBUCUMOCTb M3MEHEHMS OT NPOJOIMKN-
TENbHOCTU peakummn: 1 — koHueHTpauun I, 2 —
KoHueHTpaumm I, 3 — koHueHTpauum IV.

Mockonbky yepes 2,5 4 MOHO3aMELLIEHHbIN
adup n ncxodHbl oeHon B cocTaBe peakuMoH-
HOM MaccCbl OTCYTCTBYIOT, @ KOHLIEHTpauusi KO-
HEeYHOro npoaykra pAocturaet MakCcumalibHOro
3Ha4YeHud, TO MOXHO TOBOPUTb 06 OKOHYaHMU
peakuun. Takum obpasom, OnA 3asepLueHus
npoLecca okasblBaeTcs gocraTodHo 2,5 u. MNpu-
MeHeHune TonyonbHoro pactsopa lll BmecTo co-
NAHOKUCIOW CONKM MO3BOMNWUMNO CYLLECTBEHHO MO-
BbICWUTb BbIXOZ NPOAYKTa, OAHAKO M B 3TOM Crly-
Yae BbIxoA | okasancsa HegoCTaTOYHO BbICOKUM.

ViccnegoBaHnst nokasanu CyLecTBEHHOe
BnMsiHMe MorbHoro cootHowweHus Il n Il Ha BbI-
X0 1 Ka4eCTBO TUIOpOHa.

Tabnuua 1

3aBNCMMOCTb BbIX04a M KadecTBa TUNOPOHa OoT
MOJ1bHOIo OTHOLUEHUA NCXOOHbIX BeLleCTB

MonbHoe
OTHOLLEHNe 3 4 5 6 8 10
1 1

Bbixon I, % 61,0 | 62,5 | 70,2 | 80,0 | 81,0 | 80,7

Copepxa-
HWE OCHOB-
HOro Bellle-
cTBa, %

98,3 | 98,5 | 99,2 | 99,5 | 99,6 | 99,5

PesynbTathl, npvBeAeHHble B Tabnuue 1,
nomnyyeHbl Npu MpPOBEAEHUN CUHTe3a B OMTu-
ManbHbIX YCNOBUAX, T. € MPU KUNSYEHUWN peak-
LMOHHOM Macchl B TeyeHne 2,5 4. N3 nonyyen-
HbIX AaHHBIX criedyeT, YTO yBenu4eHne Konuye-
CTBa ankunupyoLLLero areHta npuBoauT K ynyd-
LeHno nokasaTenen npouecca. [Npn ncnonb3o-
BaHMM TpexkpaTHoro wusbbiTka Il obpasyetcs
Ka4yeCTBEHHbIN NPOAYKT C XOPOLUMM BbIXOAOM.
[na nonyyeHus nekapcTBeHHOW cyGCcTaHuuu n3
Takoro npogykrta AOCTaTOMHO OAHOW nepekpu-

[MOJI3YHOBCKUN BECTHUK Ne 4-1 2011
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ctannu3aumu. [anbHevilee yBenuyeHue Konu-
yectBa lll He cnocobCTBYET yNyudLIEHNO pe3yrb-
TaTOB CMHTE3a, OOHAKO MPUBOAWT K yOOpOXa-
Huo cybcTaHumu.

Mpn M3ydyeHun TemnepaTypHOW 3aBUCUMO-
CTM BbIXO4a TWUITOPOHA PEeaKkUMOHHYIO Maccy npu
MOJIbHOM COOTHOLLUEHUWN pearnpyowmnx BeLLEeCTB
Il : 1l =1 : 6 BoigepXxvBanu nNpu nepemMeLunBa-
HUM B TeveHue 2,5 4y B grnanasoHe ot 50 °C fgo
85 °C. PesynbTaTbl aKkcnepyMmeHTa (PUCYHOK 4)
MoKasbIBalT, YTO MaKCUManbHbIN BbIXOA BeLle-
cTBa HabniogaeTcs npu Temnepartype KUneHusi
peakuMoHHOM MaccChbl.
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PucyHok 4. 3aBncumocTb Bbixoga | oT TemnepaTypsbl.

AHanu3 nonyYeHHbIX pe3ynbTaToB MO3BO-
nsieT npegnosnioXkMTb Hamuume KOHKYPEHTHbIX
peakumi KOHOEHcaLMM NpoayKTOB rMAponvsa u
MexmonekynapHoro B3aumogenctesusa Il ¢ co-
egnHeHvem ll, B pesynbTate KOTOpbIX 0Opa3sy-
toTCA Nobo4YHbIE NpoaykThl. HegocTaToyHo Bbi-
cokmin Bbixog | npu nonHon kousepcum Il n IV
(pcyHoK 3) MokasbiBaeT, 4YTO 3Ha4YUTEmNbHas
yacTb (peHona pacxogyeTcsas Ha obpasoBaHue
no6oYHbIX NPoayKTOB. Takum obpa3om, B CBS3U
¢ HectabunbHocTbio Il B WenoyHon cpene Bpe-
Ms obpa3oBaHUSA LeneBoro npogykra CuHTesa
OKasblBaeTCA OrpaHMYeHHbIM BpPEMEHEM KOH-
BEpCUN ranoreHamuHa, nocre 4Yero [OMMUHU-
pyloliee 3HavyeHue npuobpeTarT KOHKypUpyHo-
Lme peakuumn ¢ obpasoBaHMEM NPUMECEN.

C uenbi yMeHbLUEHUS BpEMEHM KOHTakTa
CO wenoybto TonyoneHbln pacteop Il paBHO-
MEPHO 403UpOBanu B LLEMOYHON pacTBOp AuKa-
nuneson conu Il co ckopocTtbto 2 monsa lll / 4 Ha
moneb Il npn TemnepaTtype KNNeHns peakumoHHON
macchl. [Mocne gobasnerHnsa 6 monen Il B Teve-
Huve 3 4 Bbixog npogykta coctasun 87 % (pucy-
HOK 5).

MOJI3YHOBCKMN BECTHUK Ne 4-1 2011
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PucyHok 5. 3aBMCUMOCTb U3MEHEHUS OT BpEMEHM
peakuun: 1 — KoHUeHTpauuu |, 2 — koHueHTpauuu I,
3 — koHuUeHTpauun V.

Xapaktep NpuBeOEeHHbIX Ha PUCYHKE Kpu-
BblX CBMAETenbCTByeT o0 Goree paBHOMEPHOM
M3MEHEHUN KOHLIeHTpaUWn KOMMOHEHTOB peak-
LUMOHHOWM MaccCbl MO CPaBHEHWIO C OOHOBPEMEH-
HOW 3arpyskon peareHToB. KoHUeHTpauus Turo-
poHa (kpuBas 1) gocTuraeT MaKCUMarbHOro
3HAYEHNs KO BPEMEHW OKOHYaHWUS [A03UPOBKU
ankinupylowlero areHta. bonee paBHOMeEpPHbIN
Xapaktep UMeeT U rpauk U3MEeHEHNs KOHLIEH-
Tpauun Il (kpmBas 2). MoHo3ameLleHHbIn 3dup
(kpBaga 3) yepe3 3 4 nocne Hayana peakuuu
obHapyXnBaeTcsl B CrefoBbIX KonnyecTtBax. Ta-
kMM obpasom, npu nocteneHHom aobasneHun
komnoHeHTa lll B peakuMOHHYO cpedy Npomucxo-
OVUT paBHOMEPHOE HaKOMJeHVWe MpoaykTa peak-
UMM OOHOBPEMEHHO CO CHWDKEHMEM KOnvyecTBa
MCXOQHOro cheHona u KOHBEpcuen MOHO3ame-
LLeHHoro admpa B TUNOPOH. PesynbTaTthl 3Kcne-
pUMeEHTa, NpeacTaBfeHHble B APYron cucteme
KoopanHaT (PUCYHOK 6), NokasbiBalT OMM3KyLo K
KonuyecTBeHHoN koHsepcuto Il ¢ BbICOKMM BblI-
xogoMm uenesoro npogykta. Kpueas sbixoga IV
Takke NpPoxoguT 4Yepe3 MakCUMyM U B MOMEHT
OKOHYaHus poaupoBanusa Il npubnuxaetcs K
HYNeBOMY 3Ha4YeHWIo.

Bnuskue 3HayeHns opauHaTt Ha KpuBbIX 1 1
2 npu ogMHaKoBOM 3HadeHun abcumcc ceBuge-
TenbCTBYIOT O BbICOKOW cTeneHun koHBepcuu Il B |
Ha NPOTSXXEHUN BCEW NPOAOIHKUTENBHOCTU CUH-
Te3a M NoKasbiBalT MpenmyLlecTBa CUMHTEe3a C
posupoBaHuem pactsopa lll no cpaBHeHUO C
O[HOBPEMEHHOWN 3arpy3kor KOMMOHEHTOB peak-
umn. Beixoa | coctaBun 87 %.
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PucyHok 6. 3aBucrMocCTb Bbixoda NPOAYKTOB peak-
umu: | (2), IV (3) n koHBepcun ncxogHoro sewectaa
(1) oT BpEMEHM.

SKCMNEPUMEHTAJIbHAA YACTb

AHanua npogyktoB metogoM B3OXXX npo-
BOAMIM C MOMOLLbIO KMAKOCTHOrO Xpomartorpa-
da «Agilent 1200» (CLUA), ocHaweHHOro rpa-
OMEHTHBIM HacoCoOM W OUOAHO-MaTpUYHbIM fe-
TEKTOPOM.

PasgeneHne komnoHeHTOB nNpo6 nposoau-
nn ¢ ncnonb3oBaHMeEM KOMnoHkn Zorbax SB-C18
pasamepom 3,0150 mm (pasmep uvactuy 3,5
MKM). B kauyecTBe noaBmkHON ¢hasbl NPUMEHSANN
cmecb aueToHuTpuna (pactesoputens A) u 0,2
%-HOro BOAHOro pactBopa opTooCchopHON
KucnoTbl (pactBoputens B). SnionposaHne Benu
B rPagMeHTHOM pexuMme: B TeYeHue 5 MUHYT
NMHENHO NOBbIWANM KOHLEHTPALMIO pacTBOpU-
Tens A ¢ 15 % po 25 %, 3aTemM B TeyeHune 2 mu-
HYT yBENUYMBanu KOHLEHTpaLUuio pacTBOpUTENs
¢ 25 % po 35 %, a 3aTeM B Te4eHne 3 MUHYT — C
35 % po 45 %. CKkopoCTb MOTOKa MOABWXKHOM
dasbl — 0,35 mn/muH. [leTekTMpoBaHme ocyle-
CTBASANM NpU AnivHe BOSMHbl 270 HM.

OnemeHTHbIM aHanu3 TUIIopoHa MPOBOAU-
nu Ha anemeHTHOM aHanu3atope «Flash EA
1112 /CHNS-O» (Utanus).

MK-cnekTpockonuio nposoamnn Ha obpas-
uax TWUOpOHa, MPeLBapUTENIbHO BbICYLLEHHbIX
[0 MOCTOSIHHOW Macchbl, B MracTUHKax ¢ 6pomu-
nom kanus (0,3 mr npenaparta B8 100 mr 6pomu-
Oa kanwusi) B obnactu ot 4000 go 600 cm . Ons
aHanm3a wucnonb3oBann Pypbe-CNneKTPOMETP
«®T-801» (Poccusa) co cnekTpanbHbIM paspe-
wennem 0,5 cM™' U cucTemMaTUyECKON norpeLu-
HOCTbIO +0,05 cM™' 1 cnektpocdotomeTp «Perkin
Elmer 604» (CLLA) ¢ paspeluatowien cnocobHo-
CTbio 1 cM~" N BOCNPOM3BOANMOCTBIO BOMHOBbIX
yuncen 2 cm.
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OnpepgeneHne ycToMuMBOCTU 2,7-AUrua-
pokcudnyopeHoHa

B Tpexropnyto konby emkocTtbio 250 mn,
OCHALLIEHHYIO MeLUankown, TepMOMETPOM U 06-
paTHbIM XOMNOAWMbHWKOM, MOMECTUNN pPacTBOpP
8,49 r (0,04 mons) 2,7-gurnapokcndriyopeHoHa
n 6,72 r (0,12 mons) rugpokcuaa kanms B 50 mn
Boabl. [Jo6aBunu npu nepemewmBanumn 120 mn
Tonyona, Harpenu Ao KUMNeHus n BblaepXanu B
TeyeHne 20 4. lNMocne Havana kuneHus 4depes
onpenerneHHble NPOMEXYTKM BpeMeHM oTompanm
npoObl peakuMOHHOW Macchbl U aHanM3MpoBanu
Ha cofepxaHue 2,7-guruapokcudnyopeHoHa. B
TeyeHne NepBbiX ABYX YacoB Npobbl oTOMpanmu
yepes kaxgble 15 MyH, 3aTem — Yyepes non4vaca.
AHanm3 peakuMOoHHOW Macchbl MPOBOAMMM METO-
Jom BOXKX.

OnpepeneHve onTUMaribHOM
XUTEeNbHOCTU Npouecca

B Ttpexropnyto konby emkocTtbto 500 mn,
OCHALLEHHY MeLlankon, TepMOMETPOM M 06-
paTHbIM XONOAUIbHUKOM, MOMECTUNM pPacTBOp
16,97 r (0,08 mons) 2,7-auruapokcudpniyopeHo-
Ha n 13,44 r (0,24 mong) rmapokcuaa kanvs B
110 mn Bogpl. [JoGaBunu Npu nepemeLLnBaHun
pacteop 43,36 r (0,32 mond) N,N-gustunamm-
HoaTunxnopuaa B 240 mn tonyona. PeakuuoH-
HYH0 Maccy Harpenu 0o KANeHus u Belgepxanu B
TeyeHne 20 4. lNMocne Havana kuneHust 4Yepes
onpeaeneHHble NPOMEXYTKN BpeMeHn oTbupanu
npobbl peakuMoHHOW MacCbl M aHanM3vMpoBanu
Ha cofepxaHue NpOAYKTOB peakumm U UCXOOHbIX
BewecTB. B TeyeHne nepsbIX Tpex Yacos Npobbl
oTbupanu yepes kaxable 15 MuH, 3aTem — yepes
nonyaca. AHanuM3 peakuMOHHOW MaccChbl NPOBO-
annu metogom BIXKX. Bbixog npoaykra yepes
2,5 4 coctasurn 80 %.

CuHte3 | npu MonbHOM oTHoweHuu Il : 1l
=1:4

B Tpexropnyto konby emkocTtbto 250 mm,
OCHALLIEHHYIO MeLUIankown, TepMOMETPOM Uu 06-
paTHbIM XOMNOAWMbHWKOM, MOMECTUNN pacTBOpP
8,49 1 (0,04 mons) I n 6,72 r (0,12 mons) ruapo-
kcuga kanusa B 50 mn Bogpl. [Jobasunu npu ne-
pemewwmBaHum pacteop 21,68 r lll (0,16 mons) B
120 mn Tonyona. PeakunoHHyo Maccy Harpenm
00 KUMEHUS M KUMATUMK NPy NepeMeLunBaHnmi B
TeyeHne 3,0 u. o 3aBepLUeHMM NpoLiecca peak-
LUMOHHYIO Maccy oxragunu u pasgenvnu gasbl.
OpraHu4yeckuii crnov TpWKAbl NPOMbININ BOOOM,
TONyon ynapwnu, OCTaToK pacTBOpUNU B U30-
nponunosoM cnupTe. [NonyyeHHbId pacTBop 00-
paboTtanu 0,065 Monb 6e3BOAHOrO XJIOPUCTOrO
Bogopoaa B 13 mn ataHona. O6pasoBaBLUMICSA
0cadoKk OoTunbTPOBaNM UM BbICYLUIUNX  NpU
100 °C. Monyuyunun 12,09 r (0,025 mons) Tuno-
poHa (62,5 %).

npopon-
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MCCNEOOBAHME PEAKUMN ATTKUIIMPOBAHWA 2,7-ANTMOPOKCUN®ITYOPEHOHA
N,N-ONSTUNAMUHOITUITXNOPNOOM

Ton, = 230 — 235 °C (DSC). MNMony4yeHo, %:
C -62,38; H-7,72; N — 5,69. PaccuutaHo, %:
C -62,11; H - 7,51, N — 5,80. UK-cnekTp v,
cm T 1710 (C=Okaps.); 3040, 1470 (C—Hapom);
2800, 1450 (C—Hapug.); 1050 (C-O-C). Copep-
)aHue ocHOBHOrO BellecTBa 98,5 % (B3OXKX).

CuHTes | npn monbHoM oTHoweHuwm Il :
=1:6

B Tpexropnyto konby emkocTtbto 250 mm,
OCHALLEHHY0 MeLLankon, TepMoOMeTpoM u 06-
paTHbIM XONOAWMbHUKOM, MOMECTUNN pacTBOP
8,49 r (0,04 monsa) 1 n 6,72 r (0,12 mons) rugpo-
keuga kanusa B 50 mn Boapl. [JobaBunu npu ne-
pemewmnaHum pacteop 32,52 r Il (0,24 mons) B
120 mn Tonyona. PeakuMOHHYIO Maccy Harpenu
00 KUMEHUS U KUMATUAW NPW NepeMeLLnBaHNA B
TeyeHue 3,0 4. o 3aBepLLeHMM NpoLecca peak-
LUMOHHYKO Maccy oxnagunu n pasgenvnu ¢asbl.
OpraHuyecknii Cnown TPWKAbl NPOMbININ BOLOMN,
TONyon ynapwunu, OCTaToK pacTBOPUIIM B U30-
nponunoesoM cnupTe. [onyyeHHbIn pacTBop 06-
pabotanu 0,08 mMonb 6e€3BOQHOMO XNOPUCTOrO
Bogopoaa B 20 mn ataHona. O6pa3oBaBLUMiicS
0ocafjok OTWNbLTPOBaNM U BbICYLUIMAN  MpK
100 °C. Monyunnu 15,95 r (0,033 monb) TUmo-
poHa (80,0 %).

Ton, = 235 — 237 °C (DSC). MNMony4yeHo, %:
C -62,18; H — 7,48; N — 5,85. PaccuutaHo, %:
C-62,11; H-7,51; N - 5,80. K-cnektp v, cm~
1710 (C=Oxaps.); 3040, 1470 (C—Hapom.); 2800,
1450 (C—Hamg.); 1050 (C-O-C). CopepxaHue
ocHoBHoro Belectsa 99,5 % (BOXX).

[o3unpoBaHue pacteopa lll B weno4yHomn
pacTBoOp AukKanueson conu ll

B u4eTblpexropnyto konby emkoctbio 250
MM, OCHALLEeHHY0 MeLlankon, TepMOMETPOM,
KanesnbHOM BOPOHKOW U 0BpaTHLIM XONOAWUIbHU-
KoM, nomecTtunu pacteop 8,49 r (0,04 mons) Il n
6,72 r (0,12 mons) rmgpokcuaa kanvs B 50 mn
BoAbl U gobasunu 60 mn Tonyona. B kaneneHyto
BOpPOHKY nomectunu pacteop 32,52 r Il (0,24
monsi) B 60 mn Tonyona. PeakuMOHHYH0 Maccy
Harpenu npu nepemMeluMBaHUN OO0 KUMNEHUS W
paBHOMEPHO B TeyeHne 3 4 npubasunn pactesop
lll. PeakunoHHyo mMaccy Bblaepxanu npu Kuns-
YeHMn B TedeHue 1 4, Mocre 4Yero oxnagunm u
pasgenunu ¢asbl. OpraHM4yeckuin Crnon TpuxKabI
NPOMBbINY BOAOW, TONYON ynapwunm, octaTok pac-
TBOpMNM B u3onponunoBoM cnuvpTte. [lony4ven-
HbI pacTBop obpaboTtanu 0,071 mons 6e3Bon-
HOro xnopucrtoro Bogopoga B 15 mn aTtaHona.
O6pasoBaBLUMCA OCafdoK OTUNbTPOBANN MU
Boicywmnu npu 100 °C. Monyuurim 16,82 r
(0,035 mons) TunopoHa (87 %).

Ton, = 234 — 237 °C (DSC). MonyyeHo, %: C
—62,15; H — 7,43; N — 5,75. PaccuutaHo, %: C —
62,11; H — 7,51; N — 5,80. UK-cnektp v, cM™":
1710 (C=Oyaps); 3040, 1470 (C—Hgapom); 2800,
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1450 (C—Hamg); 1050 (C—O-C). CopepxaHue
OCHOBHoro Bewectsa 99,6 % (BOXX).

BblBOAObI

M3yyeHa cTabunbHOCTb 2,7-AWrMOpOKCK-
dniyopeHoHa B MPUCYTCTBUM BOLHOW LLEMOYN.
OnpepeneHo, 4YTo B YCNOBUSIX peakLmu CMHTEe3a
TUIOPOHA COeAMHEHME YCTOMUMNBO.

M3yyeH npouecc anknnmpoBaHus aukanve-
BOW conu 2,7-gurnapokcudpnyopeHoHa pacTBo-
pom N,N-guatunammHoaTUnNxnopuga. YcraHoB-
neHo obpasoBaHMe MOHO3aMeLLEHHOro achmpa —
2-(N,N-anatnnammHoaToKCK)-7-ruipokcu-cnyo-
peHoHa-9 B kayecTBe MPOMEXYTOYHOro NpoaykK-
Ta peakumn. OnpeaeneHbl onTMMarbHble napa-
MeTpbI Npouecca.

YCTaHOBMNEHO, YTO MPUMMEHEHWE pacTBopa
cBoboaHoro N,N-guatunammHoaTunxnopuaa
BMECTO CONSIHOKMUCIION COMW MOBbLILIAET BbIXO4
TWUIOPOHA.

B pesynbTaTe n3MeHeHus nopsigka cMeLuun-
BaHWs1 peareHToB NyTeMm 403MPOBaHWSA pacTeBopa
ankUnMpylLwero areHTa B peakuMOHHYH Maccy
yaanocb NoBbICUTL BbIxoA npoaykTta Ao 87 %.
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HOBbIA NOAXOA K CUHTE3Y MPOU3BOAHbIX
F’EKCAA3AU3OBIHOPLIMTAHA

C.I'. Unbgacos, M.B. YunkuHa

B pabome npedcmaerneHbl pesyrnbmambl 3KCriepuMeHmarbHbIX uccredosaHull peakuuu rnepe-
UMUHUpO8aHUsi mpem-6ymunumMuHHOU 2pynnbl Ha OymunuMUHHY0 U OKmMUnuMmuHHyro 6 N,N-
dumpem-bymurnamaHn-1,2-duumure. Obpabomka N,N’-dumpem-6ymunaman-1,2-duumuHa b6eH3urna-

MUHOM  Unu  annausiamMuHoM  npusooum
3uri(annur)eekcaalausosopyumana.

Knroyeensie crnoea:  peakuus
N,N’-dumpem-6ymurnaman-1,2-0uumMuH,

K 0bpasosaHuro

riepeuMuHUpPO8aHUs,
N,N’-0ubymurnaman-1,2-0uumun,

coomeemcmeyrouweco 2ekcabeH-

N,N’-0ubeH3unamaH-1,2-OUumMuH,
N,N’-Ouokmunasman-1,2-

OUUMUH, aeKca6eH3unaeKcaa3au306fopuumaH (I_E), eeKcaarsinusieekcaalausosropuyumad.

BBEOEHUE

B HacTtoswee Bpema rekcabeHaunrekcaa-
3ausoBtopumTtaH (B) nonyyaloT B3auMOLENCT-
BueM 6eHaunamuHa (1) ¢ rmmokcanem (2) B no-
NSIPHBIX PacTBOPUTENSX B MPUCYTCTBUN MUHE-
panbHbIX 1 opraHnyecknx kucnort [1]. B nutepa-
Type [1] npeanoxeH mexaHuam obpasoBaHus b
n3 BewecTs (1) 1 (2) Yepes NPOMEXYTOYHOE CO-
eavHeHwue, N,N’-anbensunataH-1,2-AUMMUH
(BnMMuHGeH3nnamuHa rnmokcans) (3) (cxema 1).

CeefeHnii 0 BO3MOXXHOCTM MOJTyYEHUsT Npo-
M3BOAHbIX rekcaasam3oBlopuMTaHa U3 COOTBET-
CTBYHOLMX OUMMUHOB TMMOKCansl B nuTepaType
He ob6HapyxeHo. Llenblo HacTosilwen paboThbl
ABNSAETCA MonydeHue NpOM3BOAHbLIX rekcaasau-
30BIOpUUTAHA M3 PasfUYHbIX AUMMUHOB TIINOK-
cana. [Ons [oOCTWXKEHUSA MOCTaBMNEHHOW LIENK
npoBeaeHbl UCCrefoBaHNA No B3anMOLEeNCTBUIO
N,N’-onmpem-6yTnnatax-1,2-guMmmH (aum-
pem-0yTUnaMMMmHa rmvokcansi) co cnegyoLm-
MW amMuHamu: OeH3UNTaMMHOM, annuMiaMmHomMm,
OyTMNammHOM 1 OUOKTUNOUNMUHOM.

SKCMNEPUMEHTAJIIbHAA YACTb

Pernctpauuio UK-cnektpoB npoBogunn Ha
dypbe-cnektpomeTpe «PT-801» ¢ ucnonb3osa-
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HMEM MPUCTaBKM HaPYLUEHHOTO MOJSIHOTO BHYT-
PEHHErO OTPaXKEeHUS.

Cnexktpbl AMP peructpuposanu Ha npubo-
pe «Bruker AM-400». Xumuueckme casurn AMP
3c namepsanun otHocutenbHo MCO-de.

OneMeHTHbIV cocTaB onpeaensanu Ha ane-
meHTHOM C, H, N, O ananusartope «FlashEA™
1112».

N,N’-aumpem-6ytunatan-1,2-aummmH. B
Tpexropnyto konby nomewanu 20 mn mpem-
OyTMnamuHa, 3aTeM npu MNepemMeLInBaHum Wu
Temnepartype He Bbiwe 25 °C gosuposanu 12,25
r (0,084 mons) 40 % - HOro BOGHOro rmMoKcans.
Hasanu Bbigepxky 30 MuH, nocne 4yero fobasu-
nm 100 Mn gUCTUNNMPOBAHHOW BOAbI, BbINas-
WM oCafdoK OTUNbTpOBanu, nepekpucTannm-
30Banu n3 soabl. Cylimnu Ha Bo3ayxe npu Tem-
nepartype 20 — 25 °C go noctosHHOro seca. Bbli-
xon 11,24 r (81 %), Tny =38 — 40 °C (T, =38 —
40 °C [3)).

MK-cnekTp, cm’: 2968, 2904, 2869 (CH3);
1631 (C=N); 1400, 1362, 1211 (C(CH3)s3).

FekcabGeH3unrekcaasam3oBOpUUTaH U3
N,N’-aumpem-6yTnnataHi-1,2-gummuHa. B
Tpexropnyto konby nomewanu 32 mMn aueToHUT-
puna, 6,25 mn guctTunnMpoBaHHou Boapl, 3,74 1
(0,035 monsa) GeH3aunammHa M KatanuTuyeckoe
KONMUYECTBO MYpPaBbWHOW KUCMOTbLl. 3aTtemM npwu
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