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B crarbe npuBOASITCS pe3yJIbTaThl KCIIEPUMEHTATBHBIX UCCIETOBAHMI 11O allUJIMPOBAHUIO 0-Kpe30Jia M-
pomesunToBbiM nuaHruapuaom (IMMJIA). DkcnepuMeHTaTbHO MOA00paHbl ONITUMAJIbHBIE YCJIOBUS peak-
LMY aLupoBaHus o-kpe3ona I[IMJIA. CuHTe3 MpoBoadT B paciuiaBe o-KpesoJia rpu 120°C B reuenue 30 4 mpu
ceqyloleM MOJIIpHOM cooTHolleHuu peareHToB: IIMJIA: o-kpe3on : SnCl, = 1.0 : 4.1 : 2.0. Beixon
3,3,7,7-terpakuc(3-meTri-4-okcudeHI) TUpoMeTnThaA cocTaBisaeT 62.0% ot teopeTndeckoro. Ctpoe-
HUE 1IeJIEBOrO MPOAYKTa CUHTE3a A0Ka3aHO (hM3UKO-XUMHUYECKUMU METOAAMU: JIEMEHTHBIM aHaJIM30M,
ToHKOCJOoMHOM XxpoMaTorpadueii (TCX), YD-, UK- u IIMP-cnekrpockonueii, JICK, BoickoapdeKTrB-
HOI XXUIKOCTHOI XpoMaTorpadueii-macc-criekromerpueit (BO2XKX/MC). Usyyenue cBoiictB 3,3,7,7-TeT-
pakuc(3-MeTI-4-0KCU(MEHW ) TMPOMEJIIUTHIA TI03BOJISIET PEKOMEHI0BATh €r0 B KAYeCTBE XUMUYECKOTO
WHIUKATOPA B TIPOMBICTIOBBIX TPACCEPHBIX UCCIIETOBAaHUSIX HEDTSIHBIX TIACTOB.
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IIponykTel anuaupoBaHusi ¢GHEeHOJIOB (pTaleBbIM
aHTUOPUIOM, TakKue Kak (eHoipTaJenH, Kpe3oJi-
drameun (K®D), dayopecueuH u Ap., MIUPOKO MC-
MOJIL3YIOTCS B KAUECTBE KUCIOTHO-OCHOBHBIX MHAV-
KaTOPOB, aHTUCEIITUKOB B KOMITIO3UIIMSIX KOCMETH-
YeCKMX CpEeACTB U JIEKAPCTBEHHBIX IIpeIiaparos,
MOHOMEPOB [IJIsI CUHTE3a IMOJIMMEPOB C LICHHBIM KOM-
IUIEKCOM CBOWCTB U XMMHUYECKUX MapKepoOB IS
UICHTU(PUKAIIMY BEIISCTB, MaTEpHAIOB U M3ICIUI
[1—3]. C 310t TOUKM 3peHUs TIPEACTABISIOT MPAKTU-
YyeCKMII MHTepec HOoNM(PYHKIMOHAJIbHEIE TeTpade-
HOJIbHBIE MPOAYKTHI allMJIMPOBaHUS (PEHOIOB MUPO-
MEJJTUTOBBIM TUAHTUIPUIOM, TOCKOJIBKY BO3MOXKHO-
CTU MX MPAKTUYECKOTO MCHOJIb30BaHMS 3HAYUTEIILHO
pacumpstiorcsi. B.A. CepreeB ¢ coaBT. McClIeqOBaIn
aluaMpoBaHue (hpeHola apoMaTUYeCKUMU TeTpaKap-
OOHOBBIMM KHUCJIOTAMM WM WX IUaHTUapumamMu [4].
AnmnmmpoBaHue peHoIa IMIPOBOIMIIN B pacIliaBe pea-
TeHTOB C UCMOJIb30BaHUEM B KaUeCTBE KaTaan3aTopoB
CEepPHOI KHCJIOTHI 1 pa3IUnYHbIX KuciioT JIbonca. B3a-
MMOJICMCTBYE PEareHTOB KOHTPOJIMPOBAJIU, OIIPEIe-
Jisisl collepKaHue HelpopearupoBaslilero geHoja B
pEaKLIMOHHOI cMeCHU. DKCIIEpUMEHTAJIbHO IT0Ka3a-
HO, Y4TO HAWJIYYIIMM KaTAJIMTUIeCKUM 3PdeKTOM
00J1a1aeT YeThIPEXXJIOPUCTOE OJIOBO, UCTIOIL30BaHUE
KOTOPOTI'0 MMO3BOJISIET CHU3UTh TeMIIepaTypy peaKIuu
110 80—100°C 1 yMeHBIINUTH 0 MUHUMYMa 0Opa30Ba-

HHMEe MOOOYHBIX U CMOJI000pa3HbIX NpoaykToB. Cre-
IIEHb KOHBepCcUM (heHOJIa IIPU B3aUMOACHCTBUU €T0 C
IIMJA npu 120°C B Teyenue 8 4 mocturaia 97.3%.
IMpu auunupoBanuu denona ITMJIA oGpasyioTcs
YeThIpe IIPOAYKTa peakUuHW C IIpeobiagaHueM IO
80% nUITaKTOHOB, U30MEPHBIX KPE30JITUPOMEILIN -
taHOB (KIT) wmm  3,3,7,7-teTpakuc(4-okcude-
HuI)mpoMewmtuga u 3,3,5,5-terpakuc(4-okcu-
GEeHWT)MUPOMEIITINTHIA ¢ HU3KUM BBIXOHOM 17 m
13% coorBecTBeHHO. B3aumopeiicTBue o-Kpesoiia ¢
IIMJA B yka3zaHHOIi paboTe He MCCIIeI0BaIN.

B pab6ote [5] mpoBeaeHbl MOMCKOBBIE UCCIIEA0BA-
HUS O CUHTE3Y MUPOMEJUIUTOBBIX WHAMKATOPOB
koHaeHcauueit ITMJIA ¢ ¢eHoraMu pa3IUudHOro
CTPOEHMUSI C UCIIOJIb30BAaHWEM B KauecTBe KaTajiu3a-
TOpa 6E3BOJHOTO XJI0pKIa IMHKA, KOTOPbIA yCTelll-
HO WCITOJIb3yeTCs TIPU CUHTEe3aX (prajienHoB. B peak-
LIMU C 0-KPE30JI0M XJIOPU/ LIMHKA OKa3ayIcs Majioad-
(eKTUBHBIM KaTaaU3aTOPOM C HU3KOI aKTUBHOCTbIO
U PETUOCENEKTUBHOCTBIO, BBIXOJ 1IEJIEBOTO MTPOIYKTa
peakuuu o-kpezonnupomessiutuHa (KIT) cocrasnsin
Bcero 28.0%.

Lenpro HacTostmieil pabOTHI SBIISIETCS pa3padOTKa
METOIUKU CUHTE3a HOBOTO COSAMHEHMST 0-KpPEe3OJIIH-
poMelruTiHa Wik 3,3,7,7-TteTpakuc(3-MeTmi-4-0KCH-
¢heHMT)MMPOMEIUTUTUAA allWIMPOBAaHUEM 0-Kpe30jia
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ITMIA ¢ BCIToJIb30BaHMEM YETHIPEXXIIOPHUCTOIO OJIOBa
B KauecTBe Karajn3aTopa, UCCIeIOBaHUE CTPOCHUS U
CBOIICTB 1I€JIEBOTO IIPOAYKTA.

BSKCINEPUMEHTAJIbHAA YACTb

B xauecTBe peareHTOB U pPaCTBOPUTEJIEI IPU BhI-
MOJTHEHUY CUHTE30B MCITOJB30BaIN 0-KPe30JI C CO-
JIepxaHueM ocHoBHoro BelectBa 99.0%; IIMJA c
coaepxaHrueM ocHoBHoro Bemecta 99.0 (MERCK-
Schuchardt); 6e3Bonnbiit SNCl, Mapku 4.; KOH map-
KU Y. 1. a.; 95%-Hblif 5TUIOBBII CIIUPT; XJIOPUCTbII
aleTMa Mapkud 4. O. a.; nupuadH 99% “Fluka”;
36%-Has1 cojstHasi KUCIIOTa MapKy X. 4.; XpoMarorpa-
duueckue miactunbl 111 TCX mapku “sorbfil ITTCX-
I1-A” pazmepom 10 x10 cm.

Cunres o-KpesojnupoMeuiiTHHa. CUHTE3 IIPOBO-
IGT B paciiaBe o-Kpesona nipu 120°C B reuenune 30 u
MpU CJEAYIOLIeM MOJIIPHOM COOTHOIIEHUU pearcH-
toB: [IM/JIA : o-xpe3oun : SnCl,= 1.0 : 4.1 : 2.0. Uc-
MOJIL3YIOT HEMELKYI0 JIabopaTOPHYIO YCTAHOBKY
¢upmer “Hidolph”, 060pynoBaHHYIO CTEKJIAHHBIM
YeThIPEXTOPJIBIM peakTopoM Ha 500 M1, aneKTpuye-

CKOIi peryJupyemMoii MellaaKoii, 3JIeKTpoHarpeBare-
JIEM C MJIATUHOBOM TEPMOIIapOil 1 OOpaTHBIM XOJIO-
IUJIBHUKOM C XJIOPKAJIbLIMEeBOI TpyOKoii. B peakTop
sarpyxatot 43.6 r (0.2 M) [IMJIA, nocTeneHHo 10
KarjisiM TIpu nepeMelurBaHuu no3upytor 104.2 r
(0.4 M) SnCl,. B peaktope ob6pa3zyercsl IpKO OKpa-
ILIEHHBINA (HUONETOBBIN KOMIUIEKC. B peakiimoHHyI0
cMech MemJieHHO npo3upyloT npu 25°C 108.14 r
(0.82 M) o-Kpe3oJia. PeaklimoHHYI0 cMeCh HarpeBa-
10T 10 120°C 1 BbIIEPKUBAIOT ITPU MHTEHCHUBHOM I1€-
peMemmBaHuu B TedeHHe 30 4. PeakiimoHHyI0 cMech
OXJIAXXJAIOT 10 KOMHATHOW TeMIlepaTypbl, a 3aTeM
MeIJIeHHO HeWTpanm3yioT 20%-HBIM BOTHBIM pac-
TBOpoM eakoro HaTpa a0 pH 10. BuiitHeBbIit pacTBOp
OXJIAXJAI0T B XOJOAWIbHUKE B TeUEHUE CYTOK. BbI-
MaBIIMI OCAaTOK OKCHXJIOPUIOB OJIOBA OT(PUIBTPO-
BBIBAIOT ITOJI BAKYYMOM B BOpOHKY BroxHepa. ®Ouib-
TpaT u3 Koia0bl ByH3eHa HEUTpaIM3ylOT COJISTHOM
kuciioToii 1o pH 3, oxnaxmaior 12 4 B XOJIOAMJILHY-
K€, OT(hMIBTPOBBIBAIOT BBIMABIIMI OCag0K, TPOMBbI-
BalOT ero JeAssHo# Bogoit u cymat npu 60°C. Peak-
LIS TIPOXOIUT 10 CJIEAYIOIIEN cXeme:

HO
0) O OH OH
CH;
0 O + 4 25nCly, 120°C o)
g H,C CH;

Ocanox ToMeIaT B Kooy Bioprna yctaHoOBKM ISt
MIEPErOHKY C BOISIHBIM TTapOM, 3aTeM MPOBOISIT OTTOH-
Ky C BOASIHBIM ITAPOM HEMPOPEarupoBaBIIIEro 0-Kpe3o-
na. ConepskaHue MOCICAHEr0 B KOHASHCATe KOHTPOJIH-
pYIOT KadecTBeHHOM peakumeil ¢ 5.0%-HbIM BOIHBIM
pactBopoMm FeCl;. OTroHky o-Kpesona MNpeKpanaioT
mocjie  MCYEe3HOBEHUsT (DUOJIETOBOTO  OKpAalllMBAHMUS
KOHZIeHcaTa TIpM J100aBIeHUN xJiopua Keje3a. [lomy-
YEHHBIIN 0CanoK OT(WIHTPOBBIBAIOT, CYIIAT Y AllIAPY-
1oT nipu 120°C B TeueHME OIHOTO Yaca XJIOPHUCTHIM alle-
TUJIOM B JIEASIHOI YKCYCHOI KHCIIOTEe ¢ J0OABICHUEM
MUPUIMHA B KAYECTBE aKIIENTOPA XJIOPUCTOIO BOIOPO-
n1a. B peakrop 3arpyxarot 98.6 T ocanka, MOJTyd4eHHOIO
OCJIe OTTOHKHU 0-Kpe3oiia, 100apistioT 45.7 miut (0.64 M)
anerwxiopyuaa 1 49.6 Ml iMpuaHa. PeakiioHHYIO
CMeCh MepeMelINBaOT U OXJIAKAAIOT B 6aHe CO JIbIOM
10 20°C, mpuwmBatoT 200 MJI JIeIsTHO YKCYCHOM KMCII0-
THI, HarpeBaloT 10 KureHus (118°C) 1 BbIIEp:KUBAIOT
MpU 3TOM Temrieparype B TedeHHe 1 4. PeakiioHHyo
CMeCh OXJIaKIAIOT B XonomuiabHUKe 10 10°C, 3aTeM oT-
(GUIBTPOBBIBAIOT BBHITABIINIA CEphIif OCATOK W ITPOMBI-
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BAIOT €T0 OXJIAKICHHBIM alieToHOM. Brixon 3,3,7,7-teT-
pakuc(3-MeTmI-4-aneToKCU(peHIIT ) -ITMPOMEUIUTHIA
coctapistet 97.0 T (62.0%). I1pn oxmaxknennu no 10°C
¢unbrpara, pazdasiaeHHoOro 150 M1 Bombl, 0CamoK BTO-
poro uzoMepa alrabHOro 3aMelleHHoro 3,3,5,5-TeTpa-
Kuc(3-MeTmi-4-aleToKCueHWT)MUpOMEeUTUTHAA  He
o0pazyeTcsi, 4YTO MOXHO OOBSICHUTH CTePUICCKUMU
MIPETSITCTBUSIMY, MEIIAIOIIMU CUHTE3Y 3TOI0 M30Me-
pa. 'maponm3 aleTWIBHOTO TTPOU3BOJHOTO OCYIIIECTB-
JISTIOT B CTEKJITHHOM peakTope oobeMoM 250 mit, cHab-
JKEHHOM METIIAJIKOM, TEPMOPETYIIITOPOM 1 OOpaTHBIM
XOJIONWIBHUKOM. 3arpyxator 97.0 t 3,3,7,7-terpa-
Kuc(3-meTmn-4-aneToKcueHW ) TMPOMEIUIUTHAA,
100 M1 20% BOTHO-CITMPTOBOTO PacTBopa (B COOTHO-
meHuw 1 : 2 mo ooseMy) NaOH, HarpeBaroT peaKIoH-
HYIO CMECH IO KUTIEHUsI 1 TTPOBOMAST TMAPOJIU3 B Teue-
HUe 6 4. DUOJIETOBBIN PaCTBOP OXJIAKIAIOT 1O KOMHAT-
HOM Temrieparypbl U Heurpamusyior 20% pacTBopoM
coJistHOM KucaoTel 1o pH 3—4, oxyaxmaoT B TeUeHHUe
CYTOK B XOJIOMWJIBHUKE W OTGHUILTPOBBIBAIOT BBITAB-
mmit B Koyoe ocamok. Ilomygennsrit 3,3,7,7-terpa-
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Tabauma 1. Pe3ynbraThl 3JIEMEHTHOTO aHau3a 0-Kpe-
30JIMTUPOMEJUTUTHHA

Conep:xanue, Mac. %
DeMeHT
HalineHo BBIYUCIIEHO
C 74.11 74.19
H 4.72 4.88
(0] 21.04 20.83

Kuc(3-MeTu-4-oKcreHWIT)TUPOMEJUTUTUIL,  JTBaKIbI
MTePeKPUCTAUTI30BEIBAIOT U3 BOIHO-CITMPTOBOTO pac-
TBopa (1 : 1 mo o6beMy) 1 BbIcylIMBalOT. Berxom — 75,51
(61.4% B pacuete Ha [IMJIA).

AHanu3. DJIeMEHTHBI aHATTM3 CUHTE3UPOBAHHOTO
3,3,7,7-teTpakuc(3-MeTi-4-oKCUMeHWI) TUPOMET -
Jutuaa obiein popmynbl CigH;,Og BBIMOIHSIN C UC-
nojb3oBaHreM cucteMbl it CHNS/O ananusza tu-
na PE2400-2 (Perkin Elmer). Pe3ynbraThl 1ipuBeae-
HbI B Ta0I. 1.

IMonyuernsnii KIT anammsupyror mMeromgammu TCX,
YO®-, UK- u [IMP-cniekrpockornuu, JICK 1 BOXKX/
MC, onpenensttor uHTepBai pH mepexona 1iBeTa MHI-
KaTopa.

Anamm3s coenmHeHN T MeTogoM TCX ocymiecTBis-
I0T cienyroluM oopazoM. HaBecky BellecTBa Mac-
coit 0.5—1.0 mr pactBopsitor B 0.5—1.0 Ma BomHO-
CIIMPTOBOrO pacTBopa (coorHotreHue 1 : 2.3 1mo 00b-
eMy), 3aTeM HaHOCSIT KaImuisipoM npumepHoO 0.5 MK
pacTBOpa BellleCTBa Ha CTapTOBYIO JIMHUIO XpOMaTOrpa-
dmaeckmx mractiH Mapkh “Sorbfil [TTCX-TT-A” pa3s-
Mepamu 10 X 10 cM, IpeaBapUTEIbHO 3aYUCTUB Kpast
o 6okaM ItacTvH Ha 1—2 mM. B kauecTBe cranmapTa
UCToNb30oBan K® mMmeromuii cTpoeHrne CXOTHOE C
KII, HO ¢ MeHBblIIei MOJIEKYJISIPHOM Maccoii. Dou-
poBaHME TUIACTUH OCYIIECTBIISUIA B CUCTEME DJIIOCH-
TOB TOIYOJI—3TaHOI—TpuaTIWIaMUH (9 : 1 : 1 110 0OBE-
My) Ha BbICOTY 90 MM OT JIMHUM CTapTa, IMOCJe Yero
IUIACTUHBI BHICYIIMBAIOTCS B TOKE TEIIOIO BO3IyXa.
HerexTpoBaHre xpomartorpa¢dpniecKux 30H Ha IO-
JIy4eHHBIX XpoMaTorpaMMax OCYIIECTBIISIOT MpU UX
ocMoTpe B cBeTe YD-mamiiel (254 HM u 365 HM) n
IIpA TOMOIIM OIIPHICKMBAHMUS ITyJIbBEPH3aTOPOM
IUTACTUH 5%-HBIM CITMPTOBBIM PACTBOPOM IIEJIOUH.
IMosryyeHHEBIE XpoMaTOrpaMMbl OOBEKTOB MCCIEIO-
BaHUSI CPaBHUBAIOT MEXIy COOOI1 1Mo LIBETY, (hopMme 1
3Ha4eHUsIM Ry, BBISABICHHBIX XpOMaTorpahuyecKux

HEXOPOILIEB u np.

30H (Tadin. 2). PesynpraTel anHaamuza metogoMm TCX
MOKa3bIBaloT, 4To nojiyueHHbI KIT mociie nByx me-
PEKPUCTAJUIM3ALIMI He COOEPXKUT MpUMECeil IpyTrux
coenquHeHn. OTHOCUTENBHBIN MHOCKC YyIep>KNBa-
Hua KII B 1Ba pasa MeHbie 3HauyeHus R, s KO,
yTo 00BsICHSIETCS OoJblieii MM KII (614.64) u ero
OosplIeit (YHKIIMOHAJIBHOCTBIO. YeThIpe THUAPOK-
CUJIbHBIE TpymnIibl (eHoabHBIX 3amectutencit KII
CUJIbHEe alIcopOUpYIOTCSl Ha TIOBEPXHOCTU CUJIMKa-
reJist, YeM IBe TUAPOKCIIIbHBIE Tpymbl Kd.

st monydyenust Y®-CrieKTpoB CUHTE3UPOBAHHO-
ro KIT HaBecKy BeliecTBa OKOJI0O 1 MT pacTBOPSIIOT B
95%-HOM 3TUJIOBOM CIUPTE M TIPOBOISAT CHhEMKY B
HEeWTpaJbHOW M IEeJOYHOM cpenax. B crmpToBoit
pactBop KII mpubasnstrot 2 Karum 5%-Horo KOH u
CHUMAIOT OKpallleHHbIe pacTBOpbl. CheMKY MPOBO-
JIST MIPYM TOMOUIU IBYXJIYYEBOTO CIIEKTPOOTOMETpA
“Shimadzu UV-2600” B nuamasoHe ot 185 no 800 HM,
IUIsl CHSATUS 6a30BOM JIMHUM UCTIOJb30BaI YUCThIN
STUIOBBIIA crupT. Pe3ymbTraThl 00padaThIiBajiu MpU
nomoiu nporpammbl “UVProbe”. B kadectBe 00-
pasiia cpaBHEHUS CHATHI 3JIEKTPOHHBIE CTIEKTphI KD
(Tabu. 3).

I[Ipu cpaBHEHUU TMOJYYEHHBIX BIEKTPOHHBIX
cnexktpoB KII co crnekrpamu B3SITOrO B KauecTBE
crangapta K® BuUaHO, 4TO B HEHTpaJIbHOI cpele B
cnekTpe KII oTCyTCTBYIOT JIMHHOBOJIHOBbBIE MOJIO-
ChI TIOTJIOIIEHUSI C A, 375 1 575 HM, a OCTaJIbHbIC
TPA TOJIOCHl TIOIJIOLLEHUSI MPETEPHEBAIOT TUIICO-
XPOMHBII CABUT, UTO OOBSICHSIETCSI OTCYTCTBUEM CO-
MPSKEHUS KPE30JIbHbBIX 3aMECTUTENIE ¢ apoMaThye-
CcKUM KosblioM. O0pa3oBaHue XMHOMWIHBIX XPOMO-
dopHbIx 3amectuteneit y anuoHa KII B uienoyHoit
cpele YyBEJIMYMBACT LIEIMb COMPSDKEHUSI B MOJIEKYJIE,
YTO MOATBEPXKIAETCS MOSIBIEHUEM JIMHHOBOJHO-
BBIX MOJIOC TIOTJIOLIECHMUSI C A,y 386 1 578.5 HM.

MK-criekTpsl coeqMHEHU CHUMAIU Ha IIpudope
“Nicolet iS 10” Thermo Scientific MmeTonoM ogHO-
KpaTHO HapylLIEHHOTO ITOJIHOTO BHYTPEHHETO OTpa-
KEHUSI Ha KpUCTaJUIe CeJleHMIa LIMHKA B IMalla30He
ckannposanusa 4000—650 cm~!, KpUBbIe 0OpadaTHIBAIN
npu noMmoiy TiporpamMmbl “OMNIC”. PesynbraThl
paciMdPOBKHU CIIEKTPOB MPEACTABIEHBI B Ta0I. 4 [6].

Ananu3 KIT npoBoguicst Ha XUAKOCTHOM XpOMa-
torpade “UltiMate 3000” (komonka “Agilent Zorbax
Cl18 4.6 x 100 MM, 5 MKM) ¢ MaccC-CIeKTPOMETpHYE-
ckum netekropoM API 2000 ¢ mmoj1oXXuTeIbHOM 3J1eK-
TpopacHbUIUTEILHON MoHM3auei. O0paboTKy pe-

Ta6mmma 2. Pe3ynbTaThl aHaIM3a IPOAYKTOB cMHTe3a MeTogoM TCX

OTHOCHUTEIBHBII LIBeT xpomarorpacduaecKkoii 30HbI
O06pa31ibl UHIEKC yIEPXKUBAHUS
(3nauenne R) Y®-254 am Y®-365 Hm 5%-Hast 1enoub
KIT 0.22 Her Hert ®duoneroBbrit
Ko 0.44 Her Her duoneToBbIit
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3yJIbTATOB IIPOBOIMIN C TIOMOIIIBIO IIPOTpaMMbI Ana-
lyst 1,5. XpomaTorpamma coaepxaja oguH nuk KIT ¢
BpeMeHeM yaepXuBaHUs 11.26 MUH, TTOCTOPOHHUX
npumMmeceil He oOHapyxXeHo. B Macc-criekTpe comep-
JKaTCsl CUTHAJIBI TPOTOHUPOBAHHOTO MOJICKYJISIPHOTO

m/z 615

Taomma 3. DaexkTpoHHble criekTpbl KIT u K® B Heii-
TpaJlbHOM 1 1IEJIOYHOM cpene

CoenuHeHne Ilepexom Amax> HM D
HeiirpanbHas cpena
K® T — m* 211 3.634
n— m* 295 0.854
n—m* 375 0.42
n— m* 575 2.514
KII T — ¥ 209.5 3.416
n— m* 238 1.803
n— m* 285 0.518
IlenouyHas cpena
K® T — T* 216 4.4
n— m* 295 1.98
n— m* 375 1.032
n— m* 582.5 3.613
KIT T — ¥ 208.5 3.524
n— m* 386 0.574
n— m* 578.5 2.378

Tabauna 4. CrieKkTpajibHble XapaKTePUCTUKU COSTMHEHU I

noHa KII ¢ m/z 615 u1 IpOTOHMPOBAHHBIX OCKOJIOY-
HBIX MIOHOB ¢ m/7 579, 571, 535, KoTOpble 00pa3yloTCs
Npu (pparMeHTaAlMA MOJIEKYJISIPHOIO HMOHA IyTeM
TTOCJIEIOBATEIFHOTO OTIIEIUIeHNST MOJIeKyiabl CO, n
JIBYX MOJIEKYJT BOIBI TIO CJIeAYIOLIeii cxeme:

CH3OH

.
C37H2704

m/z 535

m/z 571

Cunte3npoBaHHbIN oOpaszenr KIT uccienqoBan Ha
I depeHInaJIbHOM CKAaHUPYIOIIeM KaJlopHUMeETpe
“Mettler Toledo DSC822¢” B aTtmocdepe a3ora B
nuara3oHe temrieparyp ot 30 mo 500°C co ckopo-
cteio HarpeBa 5°C B MuHyTy. [lomyyeHHBIE Oua-
rpamMMmbl JICK o0GpabaTeiBaiy 1mpu ITOMOIIM IPO-
rpammbl “STARe”.

ITo nanHbIM TUddepeHInaIbHON CKaHUPYIOIIEH
KaJIOpUMETPUM Ha TEpMOTpaMMe HaOIIOAAIOTCs IBa
addekTa: mepBhIi — SHIOTCPMUUECKUI, CBI3aHHBIN
C BHYTPUMOJIEKYJISIDHBIM OTIIEIUICHUEM MOJIEKYJIbI
CO, ot npotoHupoBaHHoro KII; Bropoii apdexkt —
9K30TEPMHUYECKUIA, TIPOTEKAIOIINIA C BBIACICHUEM
TerJja peaklUU PacKPBITUSI LIUKIIOMPOITaHOTO ITUK-
Jla, 00JagaloNIero MOBBLIIIEHHOW 3Hepryueil Hamps-
XKEHHUS M BBICOKOM pPeaKIIMOHHOI CITOCOOHOCTBIO.
KII mMeeT BBICOKYIO MOJIEKYISIPHYIO Maccy 614.6,
YTO HE TO3BOJISICT OIPEIeIUTh TEeMIIepaTypy ero
IUIaBIIEHUS Ha CIIEMAIbHBIX ITpubopax. Temmepary-
pa IUIaBJICHUsI COBHAHAeT C HA4aJoM pas3JIOKEHUS
o6pasia npu 354°C 1 okoHUYaHUEM 3HI0-3¢hdeKTa
npu 370°C (MakcuMyM nrka npu 367.6°C). Dx3orep-
Mudeckuii apdexT HaunHaeTcs npu 371°C u 3akaH-

XapakTepUCcTIYecKUe TOJIOCH! MOMIOLIEHUS, CM ™!
1,3,4-
Coemmenne | st | c=ost g;g;)t CO-0-C| C-Ost C§H3 3aMelleHHe, 1’2’4’é§a§‘§$e“”e’
as CH 6 oop
KII 3456 1717 1608 1231 1120 1451 884 873
3409 1101 799
3296 695
K® 3461 1709 1612 1231 1119 1465 884 745-1,2-3amele-
3319 1137 799 Hue, ar C—Cy
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TaﬁJmua 5. PCSyI[LTaTI)I KNCJIOTHO-OCHOBHOI'O TUTPOBAaHUA

HEXOPOILIEB u np.

Konuenrparms,
CoennHeHue vac. % PacTBopurenn Wnrepsain repexoga pH u okpacka nHIMKaTopa
. /0
KII 0.02 Bona 5.7—7.3 6ecuBeTHass—(duoIeTOBas
K®d 0.05 60%-HBIi1 CTUPT 8.2—9.8 GecuBeTHag—(duUOJIETOBAsI

yuBaetcs nipu 379°C ( makcumyM — 373°C). Ha niep-
BOI1 CTYIEHM AECTPYKLIMK Macca oOpasiia yMeHbIIa-
erca Ha 10.7, a Ha BTOpOii — Ha 25.3 mac. %.
IMpuBeIHHBIE PE3YIILTATHI CBUAETECTBYIOT O TOM, YTO
KIT sBnsiercs 4pe3BbIYaifHO TEPMOCTOMKNIM COEIU-
HEHHEM.

st moaTBepxneHus1 cTpykrypbl KII cHuMamoT
cnektp [IMP B mumermncyiabgokcuae Ha mpudope
Bruker AVACE AV300 ¢ paboueit vactoroit 300 MTI1.
B crrektpe 'H-AMP KII 0O6HapyXXeHBI CUTHAIBI TIPO-
ToHoB 1',3',4'-Tpu3amenieHHoro u 1,2,4,5-tretpazame-
IIIEHHOT0 OEH30JIbHBIX KOJIEH ¥ TUAPOKCIILHOM IpyII-
nel. B [IMP-cniekTpe pernctpmpyioTcst CUTHATBI TIPO-
TOHOB METWJIbHOU rpymmsl (0 = 2.05 m.o.; s; 12H),
apoMaruyeckoro kKoubla (6 = 8.20 m.x.; s; H-4,8; 2H;
0 = 7.00 m.n.; s; H-2', H-2"; 4H; 6 = 6.90 m.1.; s;
H-6',6"; 4H; 6 = 6.67 m.1.; s; H-5",5"; 4H) 1 runpok-
cubHOM Tpymmsl (& = 9.60 m.a.; s; 4H). PaBHoILEH-
HOCTBH BIUSTHUSI 3aMECTHUTENIe Ha TIPOTOHHI 1,2,4,5-
TeTpa3zaMeIleHHOro O€H30JILHOIO KOJblla 0-Kpe-
30JIMUPOMEJIJINTUHA ITPUBOAUT K 3KBUBAJICHTHOCTU
MpOTOHOB y aToMOB yriepoaa C, u Cg, UTO COOTBET-
CTBYEeT OZHOMY CHUTHaly 3TuX IpoToHOB B IIMP-
criekTpe [7].

MutepBansl nepexona pH 1 okpacky pacTBOpoB B
MIPUCYTCTBUM MHANKATOPOB OIPEIE/ISUIN KIUCIOTHO-
IIEI0YHBIM TUTPOBAHMEM IIPU ITOCTOSTHHOM U3Mepe-
Huu 3HaueHust pH-metpom. Hasecky 0.01 r KIT pac-
TBOPsIIA B 50 MJI IMCTUUIMPOBAHHOM BOIBI U TUTPO-
Bas 0.1 M pactBopom KOH 1o n3aMeHeHMST OKpacKm
pactBopa. Hasecky 0.05 r K® pactBopstiiu B 50 M1
60% criupTa, T.K. B JUCTUJLIMPOBAHHON BOIEe OH He
pactBopsieTcsa. MaTepBan nepexona KII mmo cpaBHe-
Huto ¢ KD cMeltieH B KUCTYI0 001aCTh 1 HAXOAUTCS B
HEeUTpalbHBIX 3HadeHUsIX pH, a mposasiasemas
okpacka KII cooTBercTByeT OKpacke (PTaJeMHOB
aHaJIOTUYHOTO CTpoeHUs (TabI. 5).

KIT obyianaet nmoBbIIIEHHOU TUAPOMUIBHOCTHIO U
XOpOIIIO PACTBOPSIETCS B HEUTPAIBHBIX M KUCIBIX
BOJIHBIX PacTBOpAax, YTO ITO3BOJISIET PEKOMEHIOBAThH
ero B KauyecTBe XMMHUUYECKOrOo WHAMKATOpa B IIPO-
MBICIIOBBIX TPAaCCEPHBIX MCCIeIOBAHUSIX HEMDTIHBIX
nacToB [8]. DTOT BuA MpOMBICIOBBIX MCCIICTOBAaHU I
SIBJISIETCSI OMHUM M3 HanboJjiee MHMOPMATUBHBIX M-
TOHOB TTO3BOJISTIONINX KOHTPOJIHMPOBAThH IIPOIIECC 3a-
BOTHEHMST MecTopoxneHus. OH IT03BOJISIET IIOJTy-
YUTb KQYECTBEHHYIO 1 TOCTOBEPHYIO MUH(POPMALIUIO B
pekuMe peaTbHOTO BpeMEHM, N3YIUTh U JTaTh KOJH-
YECTBEHHYIO OLIEHKY (WIbTPallMOHHO-EMKOCTHBIM

CBOICTBaM IIOPOJ-KOJUIEKTOPOB Ha TOT WJIM WHOM
nepuon pa3padoTKM MecTopoxkaeHus. OCHOBHOE
TpebOBaHUE, MPEAbSBISIEMOe K OpPraHUYeCKUM HH-
JIMKaTOpaM 3aKJI04aeTcsl B XOpolileit paCTBOPUMOCTHU
UX B BOAE U NMOJHONH HEPACTBOPUMOCTU B HeTH.
Hwuzkumii npenen onpeneneHust KIT B BogHbIX pacTBO-
pax ornpenessieT HeOOIbIIYI0O MUHUMAIBLHO HEOOX0-
JTMMYIO Maccy 3aKauyBaeMOro B HATHETAIOIIYO CKBa-
>KWUHY UHAWKATOpA.

BbIBOJbI

1. DKcnnepuMeHTaJILHO MOA00PaHbl ONITUMAJIbHbIE
YCJIOBUS peakliuy auuanupoBaHus o-kpe3ona [IMJIA
B paciuiaBe o-Kpe3oJia npu 120°C B reyenue 30 4 ripu
clieylollleM MOJISIPHOM COOTHOIIEHUM peareHTOB:
IIMJIA : o-xpe3on : SnCl, = 1.0 : 4.1 : 2.0. Brixon
3,3,7,7-teTpakuc(3-MeTi-4-oKCUMEeHII) TUPOMET -
muThaa cocTaBisteT 62.0% oT TeOpeTUIECKOrO.

2. CTpoeHue 1IeJIeBOro MPOayKTa CUHTE3a I0Ka3a-
HO (PUBUKO-XUMHUYIECCKIMHU METONAMMU: DIIEMEHTHBIM
aHayms3oMm, TCX, YO-, UK u [IMP-crniekTpocKoIu-
eit, ICK, BO2KX/MC.

3. U3yuyenue cBoiicTtB 3,3,7,7-TeTpakuc(3-MeTHI-
4-okcudeHUT)MTUPOMEITIUTUIA TO3BOJISIET PEKO-
MEHIOBATh €T0 B KAYeCTBE XMMHIECKOTO MHINKATO-
pa B TIPOMBICIIOBBIX TPAacCEePHBIX MCCACIOBAHUSIX
HEeMTSIHBIX TJ1ACTOB.

PMHAHCHUPOBAHUE PABOTHI

PaGora BbImosiHeHa Tpu moadepxkKe IIpaBurtenbcTBa
XaHTbI-MaHCHIICKOTO aBTOHOMHOIO OKpyra — HOrpnr
(rmpuka3 Ne 1234 ot 11.08.2017 0 KOHKypCe Hay4YHBIX IIPO-
eKTOB B 00j1acTu (byHIAMEHTAIbHBIX U TPUKIAIHBIX UC-
cnenoBaHuii) 1 B pamkax ['ocymapcTBeHHOTO 3anaHust MH-
cTuTyTa Hedrexummudyeckoro cuHre3a PAH.

KOH®JIMUKT MHTEPECOB

ABTOpBI 3asIBJISIIOT 00 OTCYTCTBUU KOH(JIMKTa MUHTEpE-
COB, TPEOYIOIIEr0o PACKPHITUS B TAaHHOM CTaThe.
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