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O6bekT-npoayKT
BPT-C07C39/06, 39/17
Tpwu [4(MeTunoBble achupbl LUKITOreKcaH- u 4-
MeTUNUUKIIoreKcaHkapboHOBbIX KUCNOT)-okcudeHun]cgpochpuToi B
KayecTBe TepMo- 1 (hoToCTabnMnNU3aTopoB K AN3eNIbHOMY TOMTUBY

ONMUCAHUE N3OBPETEHUA

W3obpeTteHne oTHocuTcA K obnactm HedTeXrMMuKM, KOHKPETHO K CUHTE3y
acdbupcopepxawux LUKNoankundeHonos U NPUMEHEHNI0 Ux B KadecTBe HOTo- U
TePMOCTabunmM3aTopos K AN3ENbHOMY TOMNUBY.

N3 nuTepaTypHbIX WCTOMHMKOB W3BECTEH CUHTE3  heHundochunTos,
MoNyYeHHbIX Ha OCHOBE MeTun-, TpeT-OyTun-, TPEeT-OKTUM-, UMKMIOreKcun-, MeTusn-
LuKnorecungeHonos 1 NpUMEHeHne nx B KavyecTBe aHTMOKCUAAHTOB K mMacnam
TonnuBam.

B wunssectHOM wuctouyHuke [1] coobwaeTca O nNpoBedeHUU peakuun
hochuTrpoBaHns napa-HoHundeHona TpexxnopucTsiM hochopomM B NPUCYTCTBUK
pactBoputens. lonyyeHne HoHudeHundochuta nposoaunock Npu Temneparype
105°C B TeueHun 2 vacos. [lonyyeHHbI B pesynbTaTe peakuunm HoHUNGochuT
NNOXo pacTBOPSIETCA B TOMNMBE, HE CTabuneH Npu BbICOKUX TeMmnepaTypax.

B apyrom uctounnke [2] coobwjaetcs o nonyyeHun Tpu(napa-
ankungenun)pocchnuta, B pesynbTate  peakumu  OCHUTMPOBAHUS - napa-
ankundgeHona, NOMYYEHHOTrO Ha OCHOBE  AMM306YTUNEHA,  TPEXXMOPUCTHLIM
¢pochopom. Mpu fobasneHnn atoro cochuta B AN3ENLHOE TOMMMBO B KayecTse

cTabunusartopa, TONUBO NPOABNAET cTabunbHocTb Ao 120°C.

HApyroi nateHT [3] nocsALeH peakumn hochuTrpoBaHms napa-(LMKIoreKceH-



3-un-atnn)deHona, NONy4YeHHOro B3aUMOAENCTBUEM deHona 3-
BUHWUUMKITOrEKCEHOM, TpexxnopucteiM docdopoM. [lonyyeHHblid B pesynbTare
hochuT NNOXO pacTBOPSAETCA B AU3ENIbHOM TOMNMUBE, NO 3TON NPUYUHE KONUYECTBO
ocafka obpasyrouierocs B Tonnnee Bospacraer.

B apyrom nutepatypHom uctouHuke [4] coobuiaeTca o nonyyeHuun tpu(napa-
apunankundeHun)cochnta B pesynbrate peakumm occhuTnposaHus napa-
apunarnkundeHona, MonyvYeHHOro peakuuen ankunupoBaHus eHona Xuakumm
npogyktamu nuponusa dpakumn  130-190°C, Ttpexxnopuctbim  hocdopom.
OcHoBHbIM HepocTaTkoMm hocdhuTa ABMNAETCH CoAepXaHue B ero cocrase Apyrux
npumecen, 3TO nNpuMBOAWT K npobnemam BO Bpems WCMONb3OBAHMA LIENEBOro
NPOAYyKTa, CHMXKaeT ero Ka4eCTBEHHbIE NokasaTenu.

B pAapyrom, 6nuskom Kk npepnaraemomy u3oOpeTeHuto, WCTOYHUKe [5]
npuBoaNTCA CcuHTE3 Tpunapa-(uuknorekcun)penunjdpochunra, nNPUMEHSEMOro B
kayecTee ctabunusaTopa k AnsensHomy Tonnuey. Mpu gobasnennu atoro dochuTa
K AamsenbHomy Ttonnuey B konudectse 0.5%, npu Temnepatypax 167 u 216°C
achpeKkTUBHOCTL cTabunusaTtopa coctasnseTt 1.632.

MoctaBneHHas 3agjada B W300peTeHMM COCTOUT B CUHTE3E HOBbIX
crabunusartopos, oTBevawWwmnx TpeboBaHUsM nokasateneit kadyectsa no TY AZ
3536601.243-2015 n paclwumperny nx acCopTumeHTa.

MNocTaBneHHas 3apava B U306peTeHU pelaeTcs CUHTE30M Tpu[4(MeTHnoBbIX
3hMPOB uUMKNorecaH- W 4-MeTUNUMKNIOrecaHkapboHOBBLIX  KUCNOT)-okcudbeHun)-

doccuTos, obiyen opmynebi:

3:rge R=-H; -CH3



WU NPUMEHEHMEM B KayecTBe Tepmo- U (POoToCTabunmu3aTopoB K AU3efnbHOMY
TONNUBY.

B ornuuve oT cyuwecTtByrowmx ¢ocdhuTtos, nNpUCYTCTBME B COCTaBe
npegnaraembix ¢ochputos —COOCH;3 rpynnbl, yckopseT ux pacTBOPUMOCTb B
TONNUBE U B TO X& BPEMS yBenuuuMBaeT CnocoBGHOCTb NEPOKCUA pagukanoB K
pekombuHaumn. o aTon npuumHe 3(PPEKTUBHOCTL BNUAHUA NPEeACTaBNEHHbIX
CcTabunu3aTopoBs 3HAYNTENLHO Bo3pacTaeT v coctasnseT 12.597.

MNpepnoxeHHble B n30bpeTeHun crabunus3atopbl K AW3ENbHOMY TONNUBY
CUHTE3NPOBaHHblEe CcoeAuHEeHUs — Tpu[4(MeTunoBbIX 3PUPOB UMKNOrekcaH- U 4-
MEeTUNUUKNOorecaHkapboHOBbIX  KUCNOT)-OKkcudpeHun)pochuTbl, nonyyawTcs no
N3BECTHOMY OMNCaHHOMY HMxe meToay [5].

MeTunosble apupbl 4-ruapoKCUDEHUNUNKIOrEeKCaH- U 4-MeTUNUMKIIOreKcaH-
kapboHOBbIX KUCNOT Bnepsble ObiNu nonyyeHbl Hamu [6, 7]. B kavecrtBe gpyroro
cbipba ObiN ncnonb3oBaH TpexxnopucTbii doccop — PCl; (TY 2152-38005763441-
2002), a B kavyecTBe pacrtsoputens — tonyon (FTOCT 5789-78).

CuHTes coeamHeHuni NPOBOAUNCA HUXeceaylowmum obpasom:

B uJeTbipexropnyio konby nomMewanu B pPacCYMTAHHOM  KONUYecTBe
MeTunoBble 3upbl  4-rMAPOKCUDEHNNLIMKNOTEKCaH- WU 4-MeTUNLMKNOreKcaHx-
KapOOHOBOW KUCMOTbI, pacTBOpUTEnb (Tonyon), 3ateM cMmecb Harpesanu. [lpu
AOCTXeHUn TemnepaTypbl cmecu 40°C, B TeueHve 45 MUHYT no kannsm B Konby
pobasnanu TpexxnopucTeid docdop. [Ons BeIBOAA, NOMNYYEHHOTO B pesynbraTte
peakumm HCl B peakumoHHylo Konby HenpepbiBHO nogalT as3oT. B aTo Bpems
BbiaeneHHbii HCI ynasnueanu wenoyHeiM pactsopom NaOH.

Mocne okoH4yaHwus pobasneHns Tpexxnopuctoro docdopa, TemnepaTtypy

peakuuu nogHumatot Ao 80-100°C npu NOCTOSSHHOM fepemMelBaHun B TedeHue 2



4yacoB. 3aTteM yBenunyeHuem Temnepatypbl peakuun o 120°C wsbasnswTcs oT
B3ATOro pacrteoputens. OcrtaTok nepeHocAT B konby KnsiseHa v nogeepraioT
pekTudukaumm. Nocne BbiAENEHNS U3 CMECH LieneBbiX NPOAYKTOB, ONpeaensioT ux
hM3NKO-XMMUYECKNe noKasaTenu, a CTPyKTypbl onpegenstotces metogamu WK n 'H
AMP-cnexTpockonuei.

OnbIT 1.

Cuxtes T1pu [4(meTunosoro admpa uMKNOrekcaHkapOOHOBOW KWUCNOThI)-
okcuderun]cpocdura (1]

B konby sarpyxawT 70.2 r meTtunosoro adupa 4-ruapokcndeHnnynKno-
rekcaHkapboHoBon kucnotbl, 50r Tonyona, 3atem cmecb HarpesaiwT. [pu 40°C k
CMECH Mo Kannam fobasnsaT TpexxnopucTbin poceop. Mo okoH4aHun gobasnexun
TpexxnopucTtoro cocdopa Temnepatypy nogHumarT go 80°C npu nNOCTOSHHOM
nepemewmnsadmn B TedeHne 2 4vacoe. [ns BbiBoga oOpasosaBlUerocs B Xxoje
peakumn HCl B cmecb HenpepbiBHO nopaloT asor. Harpesas cmech o 120°C
n36aBnAlTCA OT B3ATOrO B kayecTse pacTBoputens Tonyona. OctaTok peakuuvw
noMewarT B PEeKTUMDUKALUMOHHYIO KONby W NeperoHsalT, onpeaensitoT dusunko-
XUMUYECKMNE XapaKTepUCTVKN NOMYYEHHOTO LIeNeBoro NpoaykKTa.

B pesynbtate peakumm nonyyaetcs 60.4 r cumpononogoBHoOro Uenesoro
npoAykTa, 4To coctasnfaeT 82.7%-blh BbIXOA MO B3ATHIM UCXOL4HBIM KOMNOHEHTaM.

DUINKO-XUMUYECKME NOKasaTeNnn W 3MeMEHTHbIA COCTaB  COeAUHEeHW
npusoasTcs B Tabnuue 1.

Huxe npuseaeHsb! pesynbTatsl aHanusa MK n 'H AMP-cnekTpoB coeanHeHus.

PesynbTtaTel UK-cnekTpockonuu:

CuHrneTHble koneGaHua C=C ceasn GeHzonbHoro konbua — 1603cm™; CH,-

umknorekcaHa — 1480-1460 cm™'; nedopmauvoHHbIE KONEGaHWS M1-3aMeLeHHOro



apomaTtuyeckoro sgpa — 825 cm'; BaneHTHble konebanns P-O-C cesasn B o6nacTy
nornowenus 1174 n 1234 cm™'; C=0 cessb — 1703 cm™; C-H cBasn CH-rpynnel
LIMKNOreKcaHoBoro Konbua — 962, 1037 cv: 1512 CM'1COOTBeTCTByeT GeH30onbHOMY
KOnbLy.

PesynbtaThb! 'H AMP-cnexTpockonuu:

MpoTOHLI METWNLHON rpynnbl cooTseTcTByowme & = 1.3 M.A. CUHMMET,
oTHOCALWMICA K npoToHy OeHsonbHoro fAgpa & = 1.35-1.7 m.4. cuHmMeT, C
XapakTepoM MyrnbTUNeTa; COOTBETCTBYIOLWA NPOTOHY apoMaTU4Yeckoro sapa B
nonoce 0 = 6.95 m.4. cnuHoBasa cuctema.

OnbIT 2.

CuHTes Tpu [4(meTunosoro acupa 4-meTunuuknorekcaHkapboHOBOW
KucnoTbl)-okcudperun]doccuTa [I1]

OnbIT NpoBOAMNCA B COOTBETCTBUMM C BbllUEyKa3aHHOW MeToAuKe, npu
Temnepartype peakuun 100°C n konuyecTse B3ATOro acupa 74.4r.

B pesynbtate Obino nonydexdo 66.1 r uenesoro npoaykta, 4To cocraBnser
85.0% BbIxoaa.

WK 1 nHTerpanbHble kpusblie 'H AMP-cnektpos sewlectsa [ll] cooTseTCTBYIOT
KpuBbim BeLyecTsa [l].

dU3nKo-xMMU4Yeckue nokasaTenn n INEemMeHTHbIA COCTaB CUHTE3NPOBaHHOIO
docuTta npusegeHs B Tabnuue 1.

CuHTesnpoBaHHble coccuTsl [I] u [Il] Gbiny ncnbiTaHbl B Ka4eCcTBe TEPMO- U
doTtocTabunuszatopoB k ausensHomy tonnuey (OT) no TY AZ 3536601.243-2015.
Tepmo- u oToTepmookucnuTeneHyto crabunbHoctn [T, K koTopomy Obinu
pobaeneHbl ctabunusartopsl, onpegeneHsl bonee YyBCTBUTENbHLIM 3KCMPECCHbIM U

MeToAoM XemunioMunecuenumen (XJ1).



Tabnuua 1.
Tuwn, 2 0 BoiuucneHo, %
R“@’() P | °C/5mm. Mo P4 M.m. HawpeHo, %
; pT.CT. C H P
R=—<:> 321-327 1.5817 | 0.0913 730 69.0 7.0 4.2
Lonch, | e84 | 66 | 38
C42Hs5109P
H;C
@ 328-332 1.5906 | 0.1750 772 70.0 7.4 4.0
COOCH; 69.5 6.9 3.7
CasHs700P

WccnepoBanna TepmoxemuniomuHecueHumn TXI1 un poToTepMoxemun-
nomuHecueHumn (OTXJ1) npoBoaunu ¢ UCNonb3oBaHMEM NPUCTaBKU ANMDMDY3HOrO
OTpaXeHUs K cnekTpohoTOMETPY C 3NNUNTUYECKUM 3epkanom. B oaHom dokyce
annapara Haxoauncs obpaseu, B Apyrom — katon pOTOINEKTPOHHOrO YMHOXUTENS
(®3Y-39A). Obpasupl (TonwmHow 0.1-1 mm, anamertpom 20 MM) HaxoAUrUCb B
cneunancHoOM  HEBAKyYYMUPOBAHHOM  KpuocTaTe,  MO3BONSIOWMA  NPOBOAUTHL
n3mepeHuss B uHTepeane -196-250°C. CseuyeHue oOpasuoB perucrtpuposanu C
nomowbio OIY-39A, ycunurensa nNoCTOAHHOMO ToKa 1 3NEKTPOHHOro NoTEeHUNoOMeTpa
(KCM-4).

doToobnyyeHne obpasuoB NPoOBOAUN HEPA3NOXEHHbIM CBETOM PTYTHOW
namnsl ([PK-2). B atom cnyvae wucnonb3osanca csetocdunstp BC-4, ¢ ceeTtom
BnnskuM NO cnekTpanbHOMY COCTaBy K CONHEYHOMY U3NYYEHUIO.

B Tabnuue 2 npuseaeHbl nokasatenu AT nocne pobasneHuns crabunusatopa

(CT).




Tabnuua 2.
CrabunusaTopi A dekTuBHOCTb BnnsiHuA CT
TXI OTXN
AT (6es pobasnenus CT) - N
CH
2.064 1.037
Ot + 3
(n3BecTH.)
Ot + 3
(npoToTUHN)
AT+ pocdur- | 12.597 3406
AT + dpocput- I 0.868 737

Kak BnaHO n3 Tabnuubl 2, npy NPUMEHEHUM U3BECTHOrO W npeanaraemoro K
kayecTBe NpoToTMna hocchuTos B Ka4yecTee CTabnnnsaTopos B An3enbHOe TONMBO
npu TepMo- U (POTOTEPMOXEMUNITIOMUHECLEHLMN  3PEKTUBHOCTL  BNUAHUS
cocTaBnseT cooreeTcTeeHHo 2.0664-2.6320 n 1.0370-1.3540. U3 tabnuupl BUAHO,
4To 3P PEKTUBHOCTb BNUSHMA NpefnoXeHHbIx cTabunusaTtopos no TXJ1 ~ B 3 pasa

BonbLue YemM 3ahheKTUBHOCTL N3BECTHbIX HOCHUTOB.



Takum o6pa3om, cnHTe3npoBaHHble acupcoaepxatume pocduTbl MOryT ObiTh
WCNONb3oBaHbl B KadecTee TepMo-, OoTo- U  POoTOTEepMOCTabuNN3aTtopos K

AN3enbHOMY TOMnuBY.

OuvpexTop

MHXMN HAHA akapemuk B.M.A6b6acos
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dopmyna nsobpererHns

Tpu [ meTunosble 3pupbl 4(LMKNOreKcaH- n 4-MeTUNUUKNOrekcaHkapboHOBbIX
KMCnoT)- okeudeHun] dhocduTsl, obLien dopmynb:

H,COOC

roe R=-H; -CHj

B KavecTBe TepMo- U ¢0700Ta6mnv|3a70poa K An3enbHoOMy TONNUBY.
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