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(57) Pedepar:

N3o0pereHne  OTHOCHTCS K  BapuaHTaM
YIIYUYIIEHHOTO criocoba MOJTyYEHHUS 1,5,7-
Tpuazabunukiio-[4.4.0]-neu-5-exHa. Coenunenue
HUCIONBb3yeTCS s KOMITO3UIIUHU
3JIEKTPOOCAKAAEMOTO MOKPBITUS u IS
WM3rOTOBJIEHUSI MOJIOKKU C MOKPBITUEM IyTEM
3MEKTPOPOPETUUESCKOTO OCAKICHUS HA TMOUIOKKY
yka3zaHHON Kommosuimd. Crocod TOIydeHHs
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BKJIIOYAaeT craaud (a) QopMupoBaHusl cMecH,
cojepxallieil  JU3aMeLIeHHbI  KapOOoAMMMUI,
JUIIPONIUIEHTPUAMUH, a TaK)X€ pPAaCTBOPUTENb Ha
OCHOBe TMpocToro 3dupa wu/wmm crupta; U (b)
HarpeBaHUE YKa3aHHOW CMECU IIPU TEMIIEPATYPE OT
160°C po 240°C pnst obecrieueHHUs] YCIIOBUH
B3aMMOJICHCTBUSL YIIOMSIHYTOTO JM3aMEIIEHHOTO
kapboauumunga c YIOMSAHYTBIM
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JunponuieHTpuaMuHoM. Ilpu  Heo6xomumocTH
MPOBOJST CTaguio (c), Ha KOTOPOH OTIOHSIIOT
MMOOOYHBIN MPOIYKT U3 PEAKIMOHHON CMECH CTaIU!
(b), ipu aToM craausa (¢) u craausa (b) SIBASIOTCS
OJTHOBpPEMEHHBIMU. [IpenMyllecTBEHHO CTaauI0 a)

OCYIIECTBJISIIOT B CIOHpPTE,  Hampumep  2-
OyTOKCHITaHOIIE, MOHOOYTHUIIOBOM adupe
OJUITUIEHTIUKOTS, monuoIe

TeKCa3TOKCUITMPOBAHHOM OucheHone A WM ux
codyeTanuu. BapranTom criocoba mosyuenus 1,5,7-
Tpua3aburmkino-[4.4.0]-gen-5-eHa SIBIISIETCS
MpoBeeHrue craauil (a) (GOPMUPOBAHMS CMECH,
comepxalied JU3aMENIeHHBIM KapOOIuuMun |
JUIIPONUIEHTPUAMUH; U (b) HarpeBaHUe YKa3aHHOU
cMecu Tipu Temnepatype ot 160°C mo 240°C mis
oOecrieueHUsT  B3aUMOMACUCTBHS  YIIOMSHYTOTO
IU3aMEIICHHOTO KapOOIUMMHKIA C YIOMSHYTBIM

(56) (mpomoiKeHue):

JMIpONUIeHTpUaMuHOM. [lpu  HeoOxomumocTu
MPOBOAST CTAJUIO C), TA€ yKa3aHHOE HarpeBaHHe
OCYIIECTBIISIOT ITPY T0OABICHNH pa30aBUTEIIS ITOCIIE
cramuu (b). YKa3aHHBIA CIIOCOO OCYIIIECTBIISIOT B
OTCYTCTBUE PpACTBOPHUTENISI Ha OCHOBE ITPOCTOTO
a¢upa u/mm cupTa. J{nuzamenieHHbli kKapOoauuMuzg
MpEJICTABIISIET ~ COOOM  JTMAIKWUIIKAPOOUUMUJI,
Hanpumep N,N’-muuzonponunkapboauumu, N,N'-
JTUIAKIIOTEKCUIIKAPOOUMMHUIT WIM MX COYCTAHUSA,
MO0  TUAPWIKAPOOAVMMUI, HaIpUMep IHU-II-
ToymnkapOoaurvu. CTaanio a) B 000UX BapHaHTax
croco0a MOXHO TPOBOJUTH B IPHUCYTCTBUU
CITabOKHUCIIOTHOTO KaTaym3aTopa. Criocod 1mo3BosisieT
MOBBICUTh CTelleHb mpeBpaieHus (6onee 90%) u
uzbupatenpHocTH Tpornecca (100%) ¢ moayueHueM
KEJAeMOT 0 ITPOIYKTAa C BBICOKMM BBIXO/IOM 32 OoJtee
KOPOTKOE BpeMsl peakiuu. 2 H. ¥ 15 3.11. ¢-J1b1, 7 1Ip.

4565. Gelbard G; et al.,F Polynitrogen Strong Bases : 1 - New Syntheses of Biguanides and their. Catalytic
Properties in Transesterification Reactions, Tetrahedron Letters, 1998,Vol:39. Nr:18, Page(s):2743 - 2746. .
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(54) METHODS OF PRODUCING 1,5,7-TRIAZABICYCL[4,4,01-DEC-5-ENE FROM REACTION OF
DISUBSTITUTED CARBODIIMIDE AND DIPROPYLENE TRIAMINE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to versions of an
improved method of producing 1,5,7-triazabicyclo
[4,4,0]-dec-5-ene. Compound is wused for an
electrodeposition coating composition and for making
a coated substrate by electrophoretic deposition onto a
substrate of said composition. Method includes steps
(a) forming a mixture containing disubstituted
carbodiimide, dipropylene triamine, as well as a solvent
based on ether and/or alcohol; and (b) heating said
mixture at temperature from 160 °C to 240 °C to
provide conditions of reaction of said disubstituted
carbodiimide with said dipropylene triamine. Optionally
step (c), on which a by-product is distilled from reaction
mixture at step (b), wherein step (c) and step (b) are
simultaneous. Preferably step a) is performed in alcohol,
for example 2-butoxyethanol, monobutyl ether of
diethylene glycol, polyol hexaethoxylated bisphenol A
or a combination thereof. Version of method of

Crp.: 3

producing  1,5,7-triazabicyclo[4,4,0]-dec-5-ene  is
conducting steps (a) of forming a mixture, containing
disubstituted carbodiimide and dipropylene triamine;
and (b) heating said mixture at a temperature of 160 °C
to 240 °C to provide reaction of said disubstituted
carbodiimide with said dipropylene triamine. Optionally
step c) is carried out, wherein said heating is carried
out while adding a diluent after step (b). Said method
is implemented in absence of solvent based on ether
and/or alcohol. Disubstituted carbodiimide represents
is dialkyl carbodiimide, for example, N,N’-diisopropyl
carbodiimide, N,N’-dicyclohexyl carbodiimide or
combination thereof, or diaryl carbodiimide, for
example, di-p-tolylcarbodiimide. Step a) in both
versions of method can be carried out in presence of a
subacid catalyst.

EFFECT: method increases degree of conversion
(more than 90 %) and selectivity of process (100 %) to
obtain desired product with high output for a short
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OO6nacTh TEXHUKH, K KOTOPOW OTHOCUTCSI U300peTeHue

Hacrosiee uzo0petreHrie OTHOCUTCS K crioco0am nojtydenust 1,5,7-tpuazabunukiio-[4.4.0]
-Jlel-5-eHa.

YPpOBeHb TEXHUKHU U300 PETCHUS

M3BecTHO, 4TO OUIMKIIMYECKHUE TYaHUIUMHBI, Takue Kak 1,5,7-Tpuazabunukiio-[4.4.0]-neu-
5-eH (TB/), ABISAIOTCS XMMUYECKH aKTUBHBIMHU M MOTYT UCTIOJIL30BATHCS JIJIS KATAJIUTUUECKOTO
AKTUBUPOBAHMS IIIMPOKOTO KPpyra XUMUUECKUX peakiuii. BaxkHoe cooOpakeHre B OTHOILIEHUN
MIPOMBIIIJIEHHOTO TPUMEHEHUST OMIMKIIMUECKUX TYaHUMHOB B KaueCcTBe KaTaiu3atopa (JIIs
000 peakuK) 3aKITI0UYAETCS B TOM, YTO OUIUKIIMYECKUE TYAHUIUHBI SIBJISIOTCS
OTHOCHUTEIIbHO HEJIOPOTUMM B 3aKYITKE W/UJIM JIESTKUMU IS TIOJTyUYEeHMS.

OmHako onmyOJIMKOBaHHBIE CIIOCOOBI OCYIIIECTBIICHHS CHHTE3a OUITMKITMYECKUX TYaHUTUHOB
4acTO OCJIOKHEHBI, HAITPUMEDP, TPUMEHEHUEM MHOTOCTAIUHHOTO W/WUIIK BPEMSI3aTPATHOTO
nporecca cuHTe3a. B 1pyrux cnoco06ax UCIob3yI0T YpPe3MEPHO TOPOTOCTOSIIME U/ UITH
OIacHbIE UCXOAHBIE BelllecTBa. Kpome TOro, BO MHOTMX U3 OMyOJIMKOBAHHBIX CITOCOOOB HE
JIOCTUTAIOTCSI BBICOKHME BBIXO/IbI KEIAEMBIX ITPOIYKTOB UJIM 00Pa3yIOTCs TOOOYHBIE TPOTYKTHI,
TaKUe KaK aHWJIMH, KOTOPbIE TPYAHO OTAEISATh OT OUIUKINYECKUX TYAaHUJIUHOB U KOTOpbIE
camu 1o cedbe MOTyT ObITh OnacHbIMU. K TOMy e BO MHOTMX U3 YKa3aHHBIX CIIOCOOOB
MOJIYYArOTCS OUIUKIIMYECKUE T'YaHUIMHBI PAa3JIMYHBIX TUIIOB, KOTOPBIE MOXKET OBITh TPYIHO
OTACIISTH APYT OT APYra, U/Wiu o0pa3yroTcsl OMIMKIMIECKUE T'yaHUAMHBI B popmax, ¢
KOTOPBIMHU TPYTHO BBHITIOJIHATH OTIEpALMH.

CregoBaTenbHO, CYIIECTBYET HEOOXOIMMOCTH B 6€30TacHBIX U 3P HEKTUBHBIX CITOCOOAX
TOJIyYEHUST OUIMKITMYECKUX TYaHUUHOB.

PackpsiTie uzobperenus

Hacrosiee nzobpeTeHnue OTHOCUTCS K CrToco0y mosyuenus 1,5,7-Tpua3adbunukino-[4.4.0]
-JIel-5-eHa, BKIIF0YAOIIEeMy B ce0s cieayroIiee: GOpMUPYIOT CMECh, COACPIKAIIYIO
JIM3aMEIIEeHHBIN KapOOIMUMU/I, TUITPOTIMIIEHTPUAMUH, & TAKKE PACTBOPUTEIb HA OCHOBE
MPpoCTOro 3upa UW/Uiu CIUPT; U HATPEBAIOT CMECH C IeNTbI0 0OECTICUeHMS YCIIOBUIM IS
B3aUMO/JICUCTBUS TU3aMEIIEHHOTO KapOoauuMuaa ¢ AUIPOINUIEHTPUAMUHOM.

Hacrosiee nzobpeTeHue 10MOTHUTEIBHO OTHOCUTCS K criocobaM mosryueHus 1,5,7-
TpuazaouIuKio-[4.4.0]-aen-5-eHa, BKIIOYAIOIIUM B ce0s ceayrolee: GOpPMUPYIOT CMeCh,
COZIEPXKAIIYIO TU3aMEIIICeHHBIN KapOOIMUMU U AUITPOIIUIIEHTPUAMUH; U HATPEBAIOT CMECH C
1IeJIBIO CO3aHMS YCIIOBMIM I B3aMMOIEHCTBUS TM3aMEIIEHHOTO KapOoauuMua ¢
JUTTPOTTUIICHTPUAMUHOM.

OcyiecTBiieHHe U300 pETEHUS

Hacrosiiee n3o6pereHue 0THOCUTCS K CITOCOOAM MOTYYEeHUsT OMIMKINYECKHUX T'YaHUIUHOB.
Bosee KoHKpEeTHO, HACTOsIIee M300PETEHHUE OTHOCUTCS K criocobaM mosryyenus 1,5,7-
TpuazaouIukio-[4.4.0]-aen-5-eHa, BKIIOYAIOIIUM B ce0sl B3aMMOJICUCTBUE TU3aMEIICHHOTO
kapooauumuaa ¢ aunponuiaeHTpuaMuHoM («JITTTA»), Takke U3BeCTHBIM Kak Ouc-(3-
AMUHOITPOTIWIT)aMHH.

Hcnonb3yemblil B HACTOSIIEM JOKYMEHTE TEPMUH «IU3aMeIIeHHbIE KapOOIMUMUIbI»

OTHOCHTCS K COeMHEHHI0, uMmeroriemy ¢hopmyiy RN=C=N Rl, B KOoTOpO¥ R n R! HesaBucumo

COAEPXKAT aJKWIbHYIO I'PYIILY, apUIBHYIO I'PYIITY UJIU UX CMeCH. R 1 R! MOTYT OBITh
OJIMHAKOBBIMHU MJIM PA3IMYHBIMU. B HEKOTOPBIX BapuaHTaX OCYIIECTBICHUS H300peTEHUS

JIM3aMEICHHBIN KapOOIMUMUL 3aKJITI0YAET B ce0e TUATKWIKapOOIUMMU, a Tpyma R/R!
MPEICTABISIET COOOM amupaTUIECKYIO W/UIIY UUKI0ATU(DATUUECKYIO aTKWIBHYIO TPYIIILY,
MMEIOIIYI0, Harpumep, oT 1 7o 10 aToMOB yriiepoaa; KOHKPETHO, ITOIXOISIIIUE
JUATKWIKapOOIMMMUIB] BKIIIOYAIOT B ce0s1, Oe3 orpannuenus, N,N'-
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nuusonpormiakapooguumun (JIMK) (t.e. ecrm RR! MPEJICTABIISIET COOON U30MPOINUIBHYIO
rpynmy); N,N'-muiuknorekcunkapooauumua (LK) (t.e. eciu RR! MpeJICTaBIIsIeT COOOM

LMKJIOT€KCUIIbHYIO rpyIy); N,N'-Iu-TpeT-0y THIIKapOOIMMMHU (B KOTOPOM RR! [IPEICTABIISIET
co0oi TpeT-0yTUIIBbHYIO TPYIILY) U UX JIIOObIE COUETAHMSL.
B onpeneneHHBIX BapuaHTax OCYIIECTBICHUS U300 pETeHUs AU3aMEIIEHHbIN KapOOIMMMHUL]

3aKJII0YAET B ceOe TuapuikapOOIuUMHK/I, a TPyIIna R/R! sBrsercs ApUIBLHOM T'PYIIION.
Oco0eHHO TOAXOISIINUM AUAPUITKAPOOAMUMUIOM sIBIIsIeTCST N,N'-TU-TI-TOJIMITKAPO O AUUMMU/T

(B KOTOpOM R/R! MpeACTaBIISIET COOOM TOIYOJIbHBINM OCTATOK). B HEKOTOPBIX BapuaHTax
OCYIIIECTBJICHHSI UCTIOJIb3YIOT COYETAHUS OJHOTO WIIM HECKOJIbKUX TUATIKUIKAPOOIMUMUIOB
W/WIIA OTHOTO UJIM HECKOJIBKUX TUAaPUIIKAPOOIMUMUIOB.

B HEKOTOPBIX BapraHTaX OCYIIECTBIECHUSI U300peTeHus crocod monyuenus 1,5,7-
Tpuazaduukio-[4.4.0]-nen-5-eHa cHavaja BKIIOYAET B ce0s paCTBOPEHUE TU3AMEIIEHHOTO
KapOoIuMMKIa B PACTBOPUTENIE HA OCHOBE MTPOCTOr0 3upa W/Uiv B COUPTE 10
B3aMMOEUCTBUS nu3amerneHHoro kapoomuumuaa ¢ JAITTA. Yka3aHHble BApUaHThI
OCYIIECTBJICHUS] U300PETEHUS B HACTOSIIEM IOKYMEHTE MHOTAA HAa3bIBAIOT «CIIOCOOOM C
MIPUMEHEHUEM PACTBOPUTENIS». B allbTepHATUBHBIX BApUAHTAX OCYIIECTBIICHHS, 00CYKIaeMbIX
Jlajiee HUXKe, B crnoco0ax nmojaydenus 1,5,7-tpuazadbunukiio-[4.4.0]-nen-5-eHa He UCTIONIb3YIOT
PacTBOPUTENIH HA OCHOBE MPOCTOT0 3(hpUpa UK CIIUPT, U B HACTOSIIIEM IOKYMEHTE UX HHOT/Aa
HAa3bIBAIOT «CIIOCOOOM 0€3 TPUMEHEHUS] PACTBOPUTEIIS».

B o6m1em cinyuae «cnocob ¢ MpUMEHEHUEM pACTBOPUTENSI» HAUMHAETCS C pACTBOPEHUS
JIM3AMEIIEHHOT0 KapOOAUMMU/IA B PACTBOPUTEIIE HA OCHOBE IPOCTOTO 3(hupa U/Uiu B CIIUPTE.
Jlasiee K paCTBOPEHHOMY AM3aMEILIEHHOMY KapOOoIMUMUAY TOOABISIOT AUITPOITUICHT PUAMKH.
B onpeneneHHbIX BapUaHTax OCYIIECTBIICHUS M300PETEHUSI CMECh AU3aMEIIeHHOTO
KapOOaUMMHUIA U PACTBOPUTES W/UITM CIMPTA HArPEBAIOT, HAIIPUMED, 10 TemnepaTypsl 60°C
niepen nobasnenuem I1TA, a B HEKOTOPBIX BApUAHTAX OCYIIECTBICHUSI U30OPETEHUSI CMECh
HarpearoT nmpuMmepHo 10 60°C nocie nodasnenus AITTA. TTocre 3Toro cMech JOTOTHUTETEHO
HArpPEBAIOT 10 MOBBILIEHHON TEMIIEPATYPHI U BBIAEPKUBAIOT B TEUEHUE MIEPUOIA BPEMEHH,
JIOCTATOYHOT'O JUIS B3AMMOJIEHCTBHUS AU3AMEILIEHHOT O KapOOAMMMU/IA Y TMITPOIUIIEHTpPUAMUHA,
BHayaJjie ¢ 00pa30BaHMEM ITPOMEKYTOUHOI'O MPOJYKTa (B 0O1eM ciyyae, N,N'-
JTIM3aMEIIeHHOTO MOHOIMKJIMUECKOT O TYaHUIMHA), a 3aTeM ¢ obpa3oBaHueM 1,5,7-
Tpuazadunukio-[4.4.0]neu-5-ena u amuaa. CTpoeHue aMmuHa, 00pa3yIoNIerocs B pe3yibTaTe
OCYIIECTBJICHUS B3AaUMOAEHCTBUS IU3AMEIIEHHOT O KapOOAMUMU/IA U TUTTPOITMIIEHTPUAMUHA,

3aBUCUT OT I'PYIII RR'. Hanpumep, amus 6yeT U30nponmiaMUuHOM, €CITv R/R! sBnsercs

U30IPOITUIIBHOM TPYIITON, WK MUKJIOTEKCUIIAMUHOM, €CITH R/R! MPE/ICTABIISIET COOOIA
IIUKJIOTEKCUITBHYIO TPYIITy. JlaHHbBIN MOOOYHBINM aMHUHOTIPOAYKT MOXHO OTTOHSTH B XOJIE
MPOTEKAHMSI pEaKIMH, TAK YTO BCE, YTO OCTAETCS B PEAKIIMOHHOM eMKOCTH ¢ 1,5,7-
Tpua3abuIukio-[4.4.0]-nen-5-eHoM 1o 3aBEPIICHUN PEAKIUH, IIPEICTABISET COOOM
PacTBOPUTEITH Ha OCHOBE MPOCTOTO 3(hUpa W/WIM CIIUPT. B KauecTBe allbTepHATHUBBI, TOOOYHBIN
AMHUHOBBIU MPOYKT MOXKHO yJAJISATh 1O 3aBEPIICHUM PEAKIUH.

[Toaxopasiue pacTBOPUTEIN HA OCHOBE IIPOCTOTO 3(hupa, KOTOPHIE MOYKHO UCTIOJTh30BATh
B CIIOCO0E ¢ MPUMEHEHUEM PACTBOPUTEIISI HACTOSIIIIET0 U300 pETEHMSI, BKITIOYAIOT B ce0s1
OyTunkapOuToadopmab, HO HE OTPAHUYUBAIOTCS WM.

[Tonxonsiue cnupTHI (T.€. CIUPTOBBIE PACTBOPUTENN), KOTOPHIE MOKHO UCIIOIB30BATh
B CIIOCO0OE C IPUMEHEHUEM PACTBOPUTEIISI HACTOSIIETO U300 PETEHMSI, BKITIOUAIOT B Ce0sI
MOHOCITUPTHI WIIH TTOJTUOJTBI, TAKHE KaK 2-0yTOKCUAITAHOII (T.€. Oy THIIIEIIO30JIbB),
MOHOOYTHUIIOBBIN 3(DUP TUITHUIICHTIIUKOIISA (T.€. OyTHIKApOUTOIT), TTOJIUOT
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reKCa3TOKCUIMPOBAHHBIN OuceHon A u UX coueTaHus, HO HE OTpaHUYMBAIOTCSI UMU. B
HEKOTOPBIX BApUAHTAX OCYIIECTBIICHUS U300PETEHUS UCTIONIB3YIOT 2-0yTOKCUITAHO.

B 0o6mem ciyudae crioco0 HACTOSIIIEro U300peTeHus: 6e3 MPUMEHEHUsT PACTBOPUTES
HAYMHAETCS C BBEJICHUSI IM3AMEIIEHHOTO KapOoAuUMKIa B peakMOHHYI0 eMKOCTh. [locre
3TOTO JUIIPONUICHTPUAMUH MEJIJIEHHO T00ABIISIOT B PEAKIMOHHYIO eMKOCTb, B KOTOPOM
00pa30BaBIAsICS CMECh HAUMHAET PearupoBaTh U BBIJIEISATH TEIUIO. 3aTEM CMECh HATPEBAIOT
JIO TMOBBIIIIEHHOW TeMIIEPATYPhI U BBIAEPKUBAIOT B TEUYEHUE MIEPUO]Ia BPEMEHU, TOCTATOYHOT'O
JUUIS1 B3AUMO/ICHCTBUS AU3AMEIIIEHHOTO KapOOMUMUIA U AUTPOTIMIIEHTPUAMUHA, TIPU 3TOM
cHayajia obpa3yercsi IPOMEXYTOUHBIN MPOAYKT, a 3aTeM 1,5,7-Tpuazadbunukino-[4.4.0]-aeu-
5-eH ¥ aMUH. YKa3aHHbI aMUHOTIOOOYHBIN MPOYKT MOKHO OTTOHSITh B X0J1€ TPOTEKAHUS
peaKIuu UM yAaJsTh 1o ee 3aBepineHuu. K oopa3oBasmemycs 1,5,7-Tpuazadunukiio-[4.4.0]
-JIel-5-eHy B pPeaKIMOHHON EMKOCTH MOKHO 100aBISATh pa30aBUTENb, TAKON KaK OO
reKCa3TOKCUIMPOBAHHBIN OucheHon A.

TepMUH «TTOBBITIIEHHAS TEMIIEpaTypa» P UCTIOTb30BAHUU B CBSI3U C HACTOSIITUMH
crocobaMu MpeACTaBIISIET TEMIIEPATYPY, IPU KOTOPOU AU3aMEIleHHbIN KapOOoMUMU/T
pearupyer ¢ IMIPONUIEHTPUAMMHOM € 00pa3oBaHueM 1,5,7-Tpua3zadbuuukio-[4.4.0]-neu-5-
€Ha U aMHHa. B HEKOTOPBIX BapuaHTax OCYIIECTBICHUS N300 PETEHHS MOBBIIIIEHHAS
temmnepatypa coctasiser 160°C uu Boitre, 170°C unu Boite 1160 180°C vty BBIIIE U MOKET
coctasiTh 10 220°C, 230°C, 240°C wnu naxe Boiie. Kak npasuiio, 0oJjiee BbICOKas
TeMIlepaTypa MPUBOAUT K JOCTHKEHHUIO 00Jiee KOPOTKOTO MepUuojia BpeMeHH peakiuu. B
OIPEJICTICHHBIX CIIOCO0AX C MPUMEHEHUEM PaCcTBOPUTES MOBBILIIEHHAS TeMIIepaTypa
COOTBETCTBYET TeMIIepaType (pyierMbl paCTBOPUTEIISI HA OCHOBE MPOCTOT0 3(hrpa W/Uiu crimpTa
JIM0O COCTABIIEHHOM CMECH, KOTOPYIO UCIIOJIb3YIOT. Hanpumep, eciim ucnoib3yoT 2-
OyTOKCHATAHOJI, MOBBIIIIEHHAS TeMIIepaTypa COOTBETCTBYET TeMIiepaType (piermsr 2-
o6ytokcusTanosa (okoso 170°C). B KOHKpeTHOM BapuaHTe OCYIIECTBIECHUSI U300peTeHUs
JIM3aMEIeHHBIN KapOOIMUMU/L 3aK/II0UAET B ce0e TUapuiKapOOIMUMU/L U TTOBBILIEHHAS
temnepatypa coctasisgeT 160°C wmu Boiie, 170°C uau Boie 1160 180°C uiu BhIIIIe.

TepMUH «10CTaTOYHBIN ITEPUO BPEMEHW», TIPU UCIIOTL30BAHUU B CBSI3U C HACTOSIIIUM
criocodoMm, mpeACcTaBIseT MPOMEXYTOK BPEMEHM, HeOOXOIUMBIN 151 0OecrieueHus: yCIOBUN
B3aUMOJICUCTBUS IU3AMEIIEHHOTO KapOOIMMMHKIA C AUTTPOTTMIIEHTPUAMUHOM B CYIIIECTBEHHOM
CTEIEeHU WJIU MOTHOCTHIO0. [10/1 «B3aUMOIEHCTBUEM B CYIIECTBEHHOM CTETIEHU»
MoJIpa3yMeBaeTCsl KOHBepCHs, cocTaBisitoiiast 70% WM BBIILIE; ITOJT «ITOJTHBIM
B3aUMOAEUCTBUEM» IOAPA3YMEBAETCSI KOHBEPCUS, COCTABIISIOIIAS 85 % WIN BBILIE. Y KA3aAHHbBIN
IIEPUO]T BPEMEHU MOKET UBMEHATHCS B 3aBUCUMOCTHU OT KOHKPETHBIX YCIOBUN PEAKLUU, & B
clIydae cnocoda ¢ MpUMEHEHUEM PACTBOPUTEIIS], B 3aBUCUMOCTH OT UCIIOJIb3YEMOTO
pPACTBOPUTEITSI HA OCHOBE MPOCTOTO 3(pupa n/umu cvpta. Kak nmpaBuio, 10CTaTOUHBIN TEPUO.]
BpEMEHM OyJIeT COCTaBIISITh OT 1 40 6 YacoB, Kak Hanpumep, ot 1 10 4 yacoB uium ot 2 10 4
yacoB. CTerneHb B3aUMOJIEUCTBUSI MOKHO OTIPEAENISTh MyTEM ITPOBEACHUS aHAIM3a
COAEPKUMOTO PEAKIMOHHON EMKOCTH C UCIIOJIb30BAHUEM U3BECTHBIX CIIEKTPOCKOIMUYECKUX

metonoB (MK, 3C sIMP u T.J.) A1 IIOATBEPKIACHUS IIPUCYTCTBUS UIIU OTCYTCTBUS
JIM3aMELIEHHOTO KapOOoIMMMKIA U TMITPONIUIIEHTPUAMUHA, & TAK)KE JIJIs1 TOATBEPKACHUS
npucyTcTBus 1,5,7-Tpuazadbunukino-[4.4.0]-geu-5-eHa.

B HexoTOpbIX BapuaHTax BOIUIOLIEHHUSI U300PETEHUS CITIOCOOBI, ONTMCAHHbBIE B HACTOSIIEM
JIOKYMEHTE, OCYILLIECTBIISIIOT Oe3 KaTanuzaTopa. OMHAKO B IPYTMX BapUAHTAX OCYILIECTBIICHUS
KaTaJmM3aTop NpUMEHsIOT. COTIACHO CYIIECTBYIOIIMM B HACTOSIIIIEE BPEMSI CIIOCOOAM MOYXKHO
UCTIOJIb30BATh JII0OOM KaTaIu3aTop, KOTOPBIHM YBETMUYUBAET CKOPOCTh PEAKLUH MEXKTY
JM3aMEIIEHHBIM KapOOAUMMUIOM U TUITPOTIMIICHTPUAMUHOM, KaK HaIlpyuMep, CIa0bIit
KHUCIIOTHBIN KaTanu3atop. [loaxoasiue ciiabble KUCIOTHBIE KaTaIU3aTOPhI BKIIOUAIOT B
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ce0s THOMOYEBHHY, TPET-A0ACHMIMEpPKANTaH, 2-MepKanTO3TaHOJI U OMcheHOoT A, HO He
OrPaHUYMBAIOTCS UMU. B HEKOTOPBIX BapUaHTaX OCYIIECTBIICHUSI U300PETEHUS KaTaIu3aTop
MpeACTAaBIISIET cOOOM J0OaBKY, a B IPYIUX CIydasx KaTajJu3aTOpP MOXHO BBOJUTH B BUJIE
MIPUMECH B KapOOMMMU/IE, BO3MOXKHO 00pa3yoNIeicst B KauecTBe MOOOYHOTO MTPOAYKTA
nporecca rnoyryueHust. Jlaxe ynoMsiHyThI€ CJIeIOBbI€ KOJIMUECTBA KATAJIM3aTOPa MOTYT
YBEIIMYUBATH CKOPOCTH peakiuu. KatamuzaTop B ciayuae ero mpuMeHEeHHsI MOKHO J0OaBIISTh
¢ KapOOIUMMHUJIOM.

B omnpeneneHHBIX BapuaHTax OCYIIECTBIEHUS U300peTeHus 1,5,7-Tpuazabuiukiio-[4.4.0]
-JIeN-5-eH OTENSIOT OT PACTBOPUTEIISI HA OCHOBE IPOCTOTO 3(hrpa W/HiIH CIIUPTA C TTOMOIIBIO
MEPEroOHKU MPU aTMOC(PEpHOM /1aBlieHUU. B HEKOTOPBIX BapuaHTaX OCYIIECTBIICHUS
N300 peTeHNs ITOCIIEe OIepalMu IIeperoHku 1,5,7-Tpua3zaduimkio-[4.4.0]-1en-5-eH MOXHO
BBIJICIISATH B hopMe MOpoIKa. B kauecTBe abTepHATHBHI, 1,5,7-Tpra3zaduiukino-[4.4.0]-men-
5-€H MOHO COXPaHSTh B pACTBOPE C pPACTBOPUTEIIEM HAa OCHOBE MTPOCTOTO 3(pupa u/miam co
CIIUPTOM JJIs1 TOCIIEAYIOUIEr0 UCTIONh30BaHUs. Kak 0TMeUeHO BBIIIIE, U B CIIOCO0aXx ¢
MIPUMEHEHUEM PACTBOPUTETIS, U B CIToco0ax 0e3 MPUMEHEHHUsI PACTBOPUTEIIS] AMUHOBBIM
1MOOOYHBIN TPOAYKT MOXKHO yAAIATh U3 PEAKIIMOHHON eMKOCTH IPU MOMOIIY NTEpEeroHKku. B
OIpeJIeJIEHHBIX BapUAHTAX OCYIIECTBIICHUSI N300 PETEHUS YKA3aHHYIO TTEPErOHKY
OCYIIECTBIISIIOT OJJHOBPEMEHHO C MPOTEKAaHUEM peakiuu. [1og TEpMUHOM «OJTHOBPEMEHHO»
MOAPA3YMEBAIOT, YTO MEPETOHKY OCYIIECTBIIAIOT B MPOAOJIKEHUE PEAKIUU, B KOTOPOU
obOpazyercs 1,5,7-Tpuazadunukiio-[4.4.0]-gen-5-eH. HecMoTps Ha TO, 4TO aBTOPBI M300PETEHUS
HE KEJNAI0T ObITh CBI3aHHBIMU KAKUM-JIMOO MEXAaHU3MOM, B HEKOTOPBIX BapUaHTaX
OCYIIECTBJIEHUS] OTTOHKA aMUHOBOT'O TOOOYHOTO MPOYKTA OJJTHOBPEMEHHO C TPOTEKAHUEM
peaKUUu MOXKET MPUBOAUTD K JOCTUKEHUIO B3aUMOJIEHCTBUS, MPOTEKAIOLIEr0 Oojiee
3¢ (heKTUBHO, TO €CTh OBICTPEE W/HITH C 00JIee BLICOKOM JI0JIeH TTPeBPaIICHHSI.

BrineneHHbIl OUIMKINYecKuii TyanuauH (1,5,7-Tpuazabunukino-[4.4.0]-geu-5-e1 (TB/)),
00pa30BaBIIMICS B pe3yJIbTATE OCYIIECTBICHUSI OMMCAHHBIX BBIIIE CIIOCOOOB JINOO ¢
MIPUMEHEHUEM PACTBOPUTETISA, JIMOO 0€3 YIOMSIHYTOTO TPUMEHEHUS, KOTOPbIA HAXOAUTCS B
dhopMe pacTBOpa WM IMOPOIIKA, 3aTEM MOXKHO JOOABIISTH B JTFOOYIO KOMITO3HUIIUIO, B KOTOPOU
MOJKHO MCTOJIb30BaTh OMIMKIMYECKUI TyaHUIUH. Hanpumep, B HEKOTOPBIX BapUaHTaX
OCYIIECTBJICHUS] U300PETEHUST OMIMKIIMIESCKUI T'yaHUINH, 00pa30BaBIIUNCS B PE3YJIbTATE
BOIUIOIIEHHUS CI1oco0a, ONMMCAHHOTO B HACTOSIIEM JOKYMEHTE, MOXKHO JT0OABIISITh B
KOMIIO3ULUIO JJIs 3JIEKTPOOCAKAAEMOTO OKPBITHSA, TAKYIO KaK KOMITO3ULMS J1JIs1
3NEKTPOOCAXKIAEMOTO IMMOKPHITUS, KoTOopas ormcana B mateHTe CIIIA No7842762, KOTOpBIi
BKJIFOYEH B HACTOSALIMNA JOKYMEHT CCBUIKOM BO BCEH €r0 COBOKYITHOCTH.

Ecnv onpeiesieHHO He YKa3aHO MHOT'O, BCE UCTIOJIb3YEMBIE B HACTOSIIEM JOKYMEHTE YNCIA,
TaKWE KaK YMCJIA, BBIPAKAIOIIME 3HAUCHUS, TUATIA30HbI, KOJIMYECTBA WUJIM TPOLUEHTHBIE
COOTHOUIEHUS, MOKHO BOCIIPUHUMATD TAK, KAK B Clly4yae IPeBaAPEHUS] CIIOBOM «OKOJIO»,
JTa)Ke €CITU JAHHBIN TEPMUH He IIPE/ICTABIIEH B siBHOM opme. IToapasymeBaercs, 4To mo00i
YUCIICHHBIN TMana30H, U3JI0KEHHBIN B HACTOSIIIIEM JIOKYMEHTE, 3aKJII0UaeT B ceOe Bce
MOAAUANAa30Hbl, BKJIIOYEHHBIE B HEr0. MHOKECTBEHHOE YHCIIO OXBATBHIBAET €IMHCTBEHHOE U
HaoOopoT. Hanpumep, HECMOTpsI HA TO, YTO U300PETEHHE ONTMCAHO B TEPMHUHAX

«JIM3aMEIICHHbIA KapOOIUUMUT», «CITUPT», «R/Rl—rpynna» U TOMY ITOJTOOHBIX, MOKHO
HCIIOJIb30BaTh CMECH YKa3aHHBIX U IPYTHMX KOMITIOHEHTOB. K ToMy ke moipazymMeBaeTcs, 4To
yIOTPpeOIIeMbIi B HACTOSIIIEM JOKYMEHTE TEPMUH «ITOJIUMEP» OTHOCUTCS K (POPIIOJIMMEpPaM,
OJIMTOMEpaM, a TaK)Ke U K TOMOIIOJIMMEPaM, B K COTIOJTMMePaM; TTPEPHUKC «ITOJTHU» OTHOCUTCS
K IBYM WM OoJjiee 3BeHbsIM. [1pu ykazaHUM AUATa30HOB JIFOObIe TPAHUYHBIE TOUKH
YIOMSIHYTBIX IMAMIa30HOB W/WJIM YKCJIa BHYTPU TAHHBIX AUAMIA30HOB MOXHO COUYETATh C
00BEMOM HACTOSIIIETO 300peTeHus. «Bkimrouaromuii B ce0si», «TaKoM KaK», «HalIpuMep» U
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TOMY ITOJJOOHBIC TEPMHHBI O3HAYAIOT «BKJIIOUYAOIINN B Ce051/TaKOM KaK/HaIpUMep, HO He
OTPaHUYCHHBIN YKa3aHHBIM».

ITpumepsnl

Criemyrornuye HXKe TPUMepPHI MpeTHa3HAYCHBI 715 TOATBEP K ICHUS U300 pETEHUSI IPUMEpPaMU
OCYIIIECTBJIEHUS, & HE OTPAHUYEHUS U300PETEHUS KAKUM-IMOO 0Opa3oM.

Hpumep 1. Mapmpyr AHUK B 2-0yrokcusranone

2-0yToKCHITARDA
0,
—<|=c=u ' E L P Ve AL iM"‘t (\u /j
" .
- H
>—‘ ?‘—< 3 /’l‘\ - H,n—( H’;L‘N
JlunpormsncHTpHAMMH MsonponuaamuH 4
Aruzcnponunkap&o- (IMTA) 1,5,7-
AAUMHL, Tpunazabuumeno-
{QHK) {4.4.0]-neu-5-eH
(TED)

4-ropiiyto KoJiI0y cHabXkajlu JaTUMKOM TEMIIEPATYPhl, MEXaHUYECKOW MEIIATKOMN U3
HEPIKaBEIOIIEH CTaIU U XOJIOAWILHUKOM C JieAsiHOM Bogoi. CyXoi a30T mMpoayBalik yepes
KO0JI0Y, OTBOJUIIM YePe3 XOIOAUIBHHUK, 3aTEM Uepe3 MPUCOSTMHEHHYIO XOJIOTHYIO JIOBYIIKY,
3aKJTI0OYAIOIIYIO B ce0e CyXOil JieJl M 3TAHOJI, UCIIOJIb3YEMYIO IS YIIaBIMBAHUSI OTTOHA
uzonpomuiamMruHa. B konby 3arpyxanu 2-0ytokcuatanosn (220 mi) u N,N'-
nuuzonponuikapooauumun (151,4 r, 1,2 monw) u HarpeBaiu 10 60°C. 3aTeM Me1JIEHHO
nobansu aunponuieHTpuamut (131,2 r, 1,0 moas). [Tocne nobaBnenus
JTUTIPOTIMIICHTpUAMUHA HAOJTI0/1alId 9K30TEPMUYECKOE TIOBBITIIEHHE TeMIiepaTypsl Ha 40°C
(~60°C—100°C). PeakponHyto cMech Me1JieHHO HarpeBayu 10 170°C u KUMSTHIIH C
00paTHBIM XOJIOJMIBHUKOM IIPU TAHHOM TemIlepaType B TeueHue 12 yacoB. OpaHKeBbIi
TOMOTEHHBINM PACTBOP 3aTEM OXJIAKIAIIHU, BBUIMBAJIA U3 PEAKIIMOHHOW EMKOCTH U UCTIOJIb30BAJIN
0e3 nomoHUTeNbHOM ouncTKU. Konnentpanuio Th/l B koHeYHOM pacTBOpe onpeaesiiu

MeTosoM BOKX (38,8% macc., kouBepcust 94,6%). AHaIM3 METOIOM Bc amp moxasas,
YTO BEIIECTBO COCTOSUIO TOIBKO U3 1,5,7-Tpuazadunukio-[4,4,0]-nen-5-eHa B 2-

OyTOKcHITaHOJIe. AHAJIU3 OTTOHA METOJIOM B¢ amp MOJITBEP/IMII yJIaBIIMBaHUE TOOOYHOTO
NpoAyKTa uzonponuwiamuHa (129 mi) Kkak eJUHCTBEHHOI'O COEIMHEHUS.

IIpumep 2. Mapmpyt JLIK B 2-6yToKcH3TaHONE

2-GyToRCHYTAHON
. 170°C/18 uacon (‘x’“\/"‘m,
@Mﬁ’v\,[ﬁ —_— o ,&m . N
Wy | T o G
O «
&'}‘ilfll‘[;%unem‘pumuu [TnxmoreKcHAAMHH 1,5,7-
Jiumknorekcunxapso Tpuazabuumkno-
JHHMEH], [4.4.0}-neu-5-¢H
(LK) (TEM

4-ropiyro Koj0y cHabXalau JaTYUKOM TEMIIEPaTypPbl, MEXaHUUECKOM MEIIaJIKOM 13
HEPKABEIOIIEH CTaIM U XOJIOAWILHUKOM C JieAsiHoM Bogoi. CyXoi a30T mMpoayBalik Yepes
KOJIOY ¥ OTBOJIUIIM Uepe3 XOJOoIMIbHUK. B K010y 3arpyxkamm 2-6yTokcuaTano (220 mMit) u
N,N'-qunukiiorekcuiakapooauumu (247,6 t; 1,2 Mmosib) 1 HarpeBasu g0 60°C. 3aTeM MeJIeHHO
nobapinsiu aunponuneHTpuamud (131,2 r; 1,0 monb). [Tocne nobasneHus
JTUTTPOTIMIICHTPUAMUHA HAOJTI01a]IA 9K30TEPMUYECKOE TIOBBIIIIEHUE TeMIiepaTypsl Ha 14°C
(~58°C—72°C). PeakupoHHy10 cMech MeJIeHHO HarpeBasu 10 170°C 1 KunsiTuim ¢ oOpaTHBIM
XOJIOAWIBHUKOM IPU JAHHOW TeMIepaType B TeueHue 18 yacoB. OpaHkKeBblli TOMOTEHHBIN
PACTBOP 3aTEM OXJIAXKIAJIU, BUIUBAJIM U3 PEAKIIMOHHON eMKOCTH U UCIIOJIb30BaJu 0e3
nornoaHuTenbHOoN ouncTkU. Konuentpanuio Th/[ B KoHEUHOM pacTBOpeE ONPEAEIIsIIA METOAOM
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B2KX (32,9% macc.; kouBepcus 80,2%). AHaIM3 METOIOM Bc amp MOoKa3all, YTO BEIIECTBO
cocrosuto u3 1,5,7-Tpuazadbunukino-[4.4.0]-aeu-5-eHa u HMKJIoTeKcuiIamMuHa (2,5%) B 2-
OyTOKCHATaHOJIE.

Mpamep 3. Mapmpyr JIK 8 MoroSyTHIOBOM 2hHpE ARATHIEHTTHKOIA

MOHOBYTHNOBRIA -
apup HM.’: A
- + H’]Mr‘/\/\uﬂ: JHITHIEHMMHKOIR CA" N ﬂ
i_ 220°C/2 vaca H _ "'z"—o 15.7-
" _O Tpuazabuukno-
Jnunxknorexcnnxapbo JyIpomTUNeHTPRAMAH - HaH E‘;gﬁ)]-neu-i-cﬂ
IHHMIAA (ATITA) LMKIOTEKCHNAMUH
(AUK)

4-ropiyro KoJji0y ocHAIIAIU IS TTOJIHOM MePEerOHKH, B KOMIUIEKCE C TaTYUKOM
TeMIIEPATypbl U MEXaHUUECKOMN MeIlIajIKoM U3 HepkaBeronien ctaiu. Cyxoi a30T po1yBaiu
yepe3 KOJI0y U OTBOJIMIIM Yepe3 YCTPOMCTBO IS MeperoHKu. B kon0y 3arpyxkanu
MOHOOYTHIOBBIN 3(pUp TUITUICHIIUKOIIA (210 Mi1) ¥ N,N'-TUIMKITOT €KCHUITKAPO O TUAMU/T
(247,6 T; 1,2 monb) u Harpesasu 10 60°C. 3aTeM MeyIEHHO 100aBIISIN AUITPOIUIIEHT PUAMUH
(131,2 1; 1,0 moab). [Tocne mob6aBaeHUs AUITPOITMIICHTpUaMHHA HAOII01a]IM 9K30TEPMUIECKOE
nosalieHre Temnepatypsl Ha 41°C (~61°C—102°C). PeaklMOHHYIO CMeCh HATrpeBaJju J10
140°C u BbIAEpKMBAJIM B TeueHHe 1 yaca, 3aTem HarpeBaiu 10 220°C 1 BbIACPKUBAIIU B
TeueHue 2 yacoB. OpaHKeBbIi TOMOTEHHBIN PACTBOP 3aTEM OXJIAKaJI1, BBUIMBAJIM U3
PeaKMOHHON EMKOCTH U UCTIOIb30BajIM 0€3 JoToHUTeIbHOM ouncTku. Konuentpaiuio Th/]
B KOHEYHOM pacTBope onpeaensiiv MmeroaoM B2XKX (35,4% macc.; kousepcus 81,0%). Anamm3

METOJIOM Bc aMmp MOKa3all, YTO BEIIeCTBO COCTOSIO TOJIBKO U3 1,5,7-Tpra3zadbuiukiio-[4.4.0]
-JIel-5-eHa B MOHOOYTHIIOBOM 3(pMpe TUITUIICHTIMKOIIS. Pe3ynpTaThl aHAIM30B OTTOHA

MeTOodaMuU Bc aMP u rxX/MC MMOATBEPAUIIM YIIaBIMBAHUE LIUKJIOTreKcuiiamurHa (199 mo).

IIpumep 4.
Mapwpyt JuTK B 2-6yTOoKCHITaHOIE
2-63901«:1:31‘&:{011 HH,
e 170°C/15 uacos J) (\“,j
N=C=NM _ B}‘—@— (‘n- “4-]\"
JIHNpOnKIEHTPHAMEH H)@u - 1N C; 157 H
(AIITA) f-TOMyHAHH T’p;lasnﬁmmxno-
[4.4.0}-ne1z-5-eH
Be-n-tonann-
KapOOIHHMAT (T5I
(AnTK)

4-ropiyro Koj0y cHabXalau JaTYUKOM TEMIIEPATYPhl, CTEP)KHEM MAaTHUTHON MEIIAJIKU U
XOJIOAWIBHUKOM C JiefisiHOM Booi. CyXxol a30T MpoAyBaJid Yepe3 KO0y U OTBOIUIIM Uuepe3
xoJioguiibHUK. [1pu TeMIiepaType oKpysKaroliei cpeibl B KO0y 3arpyxaju 2-0yTOKCUITAHO
(11 mur), N,N'-nu-ni-tonmnkapooaunmun (13,5 r; 0,06 MMoIIb) U auniponuyieHTpuamuH (6,64
r; 0,05 Monk). HaGmromamu 3Kk30TepMUUECKOe TTOBBIIIIEHUE TeMItepaTypbl Ha 34°C
(~23°C—-57°C). Peakmonnyo cMech MesIeHHO HarpeBasiu 10 170°C u KunsiTuim ¢ 00paTHBIM
XOJIOAWJIBHUKOM IPU JJAHHOMU TeMIepaType B TeueHue 15 yacoB. OpaHKeBO-KOPUUHEBBIN
TOMOTE€HHBIN pacTBOP 3aTEM OXJIAXKIAJIN, BBUIMBAJIU U3 PEAKLIMOHHOW EMKOCTH U UCITOIb30BaJIN
6e3 gononHuTebHON ouncTkU. Konnentpauuio Th/] B KoHEYHOM pacTBOpeE ONpeaesiiif

MetogoM BIXKX (19,9% macc.; kouBepcus 79,1%). AHanu3 MeToaaMu Bc aMPuTX
MOKa3all, YTO BEIIECTBO cOCTOsUTO U3 1,5,7-Tprazadunukiio-[4.4.0]-1en-5-eHa u n-ToayuauHa
(36,8%) B 2-OyTOKCHUATAHOJIE.
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Hpumep 5. Mapmpyr ALK (100%-ubie TBEpaBE BellecTRa, Nocnenyomee aodasneHHe

nonuona, 20%-us0i u36srTox JJIK)

H
/\/\
< 2 + 220°C/2 waca C b r (:‘J:j
e “#Mﬂm"’ ﬁAu - . NN
-H -H 1,5,7-
!,‘_O O RN_O Tprazabuumknc-
LANpOnKAEHTPHAMHH LIMKJIGreXCHITAMMH {4.4.0)-neu-5-en
JuumnorexkcunxapGo (JUTTA) (TEO}
JMHMH]
(ILIK)

4-ropiyro KoJjiby ocHAIAIU IS TTOJTHOM MePEerOHKU, B KOMIUIEKCEe C TaTUMKOM
TeMIIEpaTypbl U MEXaHUUECKOMN MeIlIaaKol U3 HepkaBeroniei ctaiu. Cyxoi a30T po1yBaiu
yepe3 KOJI0y U OTBOJIMIIM Yepe3 YCTPOMCTBO s MeperoHku. B kon0y 3arpyxkamu N,N'-
JTUIUKITOTeKCUITKapooauumu (247,6 T; 1,2 MOJIb) € TTOCIIEAYIOIIMM MEIJICHHBIM 100aBIeHUEM
nunponuieHTpuamuna (131,2 r; 1,0 mow). [Tocnne nodaBieHus: IMITPONUIEHTPUAMUHA
HaOJII0AaIM K30TepMUUecKoe MmoBkIieHue Temmnepatypsl Ha 31°C (~24°C—55°C).
Peaximonnyto cmech HarpeBasu 7o 170°C v BbIAEP>)KUBAJIM B TeUeHUE | yaca, 3aTeM HarpeBaiu
110 220°C u BBIZIEPXKUBAIM B TeueHHUe 2 yacoB. [1ociie OKOHUAaTEIbHOTO BBIAEPKUBAHUS
JTIOOABJISIIN MTOJIMOJI TeKCAITOKCUITMpOBaHHbIN Ouchenorn A (417,0 r; 0,85 MoIth) B KauecTBe
pazbaButens. OpaHKeBblii TOMOTEHHBINH PACTBOP 3aTEM IEPEMEITUBAIIN, OXJIaXK AU,
BBUIMBAJIM U3 PEAKIIMOHHON EMKOCTH M UCIIOJIb30BaJIM 0€3 JOIOJTHUTEIbHON OUUCTKH.
Konnenrpauio TB/] B koneunom pactBope onpeaensuii MerogoM BOXKX (21,3% macc.;

KoHBepcHs 94,4%). AHATIU3 METOIOM Bc amp oKa3aj, 4YTO BEIIECTBO COCTOSIJIO TOJIBKO
u3 1,5,7-Tpuazadunukiio-[4.4.0]-1en-5-eHa B OIMOJIEe TEKCA3TOKCUIIMPOBAHHBIN OUCHEHOIT

A. Pe3yabTaThl aHAIM30B OTTOHA METOIAMHU BC AMPuIrX/MC MOJITBEPAUIIN YIIABJIMBAHUE
HUKJIorekcuiaaMmuua (175 mim).

IIpamep 6. Mapipyr LK (100%-Hrie TBEpAIE BemecTsa, mocneayoee fobapnenne

nonuoia, 2%-gaeni u3drrrox LK)

»
220°C12 naca ™ (\ /j
Q P AT gy (:l ? n"""u
=C =N H a n
- MM '"‘"_O %5,7- )
=
,Hnng(j:‘mncn‘rpnmun UMKTONEKCITAMMH [4?:?]?'&:552“
Juusknerexcunkapbo (AITA) (TE1)
AMHMUA
(BLIK)

4-ropiiyto KOJIOy OCHAIIAJIU JJIsl TOJTHOM MePEerOHKU, B KOMIUIEKCE C TaTUUKOM
TeMIepaTypbl U MEXaHMUECKOMN MelIajaKkol U3 HepkaBerolei ctanmu. Cyxoi a30T po1yBau
yepe3 KOJI0y U OTBOJIMIIM UYepe3 YCTPOMCTBO s neperoHku. B konOy 3arpyxamu N,N'-
JTUIUKIIorekcuikapooauumu (210,5 1; 1,02 MoIIb) € MOCIEAYIOMUM MEIJIEHHBIM JOOABIIEHUEM
nurnponuieHTpuamuna (131,2 r; 1,00 monb). [Tociae mobaBneHuss AUIPONMMICHT pUAMHHA
HaO0II0/1a7TM 9K30TePMUYECKOE TTOBBIIIEeHUE TeMitepaTypbl Ha 32°C (~23°C—55°C).
Peakuuonnyro cMeck HarpeBaiu 10 170°C u BbIIEp)KMBAJIU B TeUeHHWE 1 yaca, 3aTeM HarpeBaju
110 220°C ¥ BbLAEPKMBAJIM B TeueHUe 2 yacoB. [1ocae OKOHUATENIbHOTO BbIAEPKUBAHUS
JI0OABIISUIM MOJIMOJT TeKCA3TOKCUITMPOBaHHBIN Oucdenon A (319,8 r; 0,65 MoJIb) B Ka4ecTBe
pazbaButenns. OpaHXeBblii TOMOTEHHBIN PACTBOP 3aTEM IEPEMEITUBAIIHN, OXJIaXKIaIH,
BBUIMBAJIA U3 PEAKIMOHHON €MKOCTH U UCITOJIb30BAIA 0€3 TIOTOTHUTEIbHON OUUCTKHU.
Konnentpanuto THJI B koHeuHOM pacTtBope onpeaensyiu Mmetojgom B2XKX (28,0% macc.;

KoHBepcus 93,7%). AHaIU3 METOIOM Bc amp IIOKa3all, 4YTO BEIIECTBO COCTOSJIO TOJIBKO
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u3 1,5,7-rpuazadbuiukiio-[4.4.0]-men-5-eHa B MOJIMOJIE TeKCa3TOKCUIIMPOBAHHBIN OMC(hEHOT

A. Pe3ynbTaThl aHAIM30B OTTOHA METOJAMHU BCcAaMPurx/Mc IIOATBEPAUIIM YJIaBIUBAHUE
HYKJIOreKcuiaaMuHa (229 min).

[Tpumep 7. Mapupyt ALK (100%-Hble TBepble BEIIECTBA, OCIEAYIOLIEe JOOABICHHE
nosmona, 2%-ubiii u30bITOK ALK, 98%-nas uucrora 1K, c1a®blii KUCTIOTHBIN KATAIU3aTOP)

4-ropiiyto KoJIOy OCHAIlaJIM JJIsl TOJIHOM MePEerOHKU, B KOMIUIEKCE C 1aTUMKOM
TeMIepaTypbl U MEXaHUUECKOMN MelllajaKkol U3 HepkaBerolei ctaimu. Cyxoi a30T po1yBaju
yepe3 KoJIOy U OTBOJIUIIM Uepe3 YCTPOMUCTBO IS IeperoHku. B konby mocienoBaTeibHO
sarpyxaiu N,N'-munukiiorekcunkapooauumu (210,5 r; 1,02 Moiab, 98%-Has uuctoTta, pupma
Dalian Harsou Chemical Co., Ltd), 6ucdenomn A (0,570 1; 0,0025 M0JIb) M AUITPOMMIICHT PUAMUH
(131,21; 1,00 moib). [Tocrne nobaBeHus: AMITPONWIIEHTPUAMUHA HAOJIOIAIN 9K30TEPMUUYECKOE
noBeIeHue TemrepaTypsl Ha 30°C (24°C—54°C). PeakiponHyto cMech HarpeBasu g0 140°C
Y BBIJIEPKUBAJIM B TeueHue 1 yaca, 3aTteM MeayieHHO HarpeBasu 10 220°C u BBIAEPKUBAIIU B
TeueHue 2 yacoB. [Tociie OKOHUYATeTbHOTO BhIJIEP>KUBAHUS T0OABIISIIN TTOJIMOJT
reKCa’TOKCUIIMPOBaHHBIN OuceHon A (319,8 r; 0,65 Mojb) B kKauecTBe pa3daBUTEIIS.
OpaH>keBbIil TOMOTEHHBIN PACTBOP 3aTEM MEPEMEIIMBATIM, OXJIAXK A1, BBUIMBAJIM U3
PEaKIMOHHON €eMKOCTH M UCIOJIH30BaIM O€3 TonoaHuTeNbHOM ouncTku. Konuentpamuo TH/]
B KOHEUHOM pacTBope onpeaesisii Mmetoaom B2XKX (29,3% macc.; kouBepcus 96,7%). Ananus

METOI0M Bcamp MOKa3all, YTO BEIIeCTBO COCTOSIO TOJIBKO U3 1,5,7-Tpra3abuiukio-[4.4.0]
-JIell-5-eHa B IMOJIMOJIE TEeKCAITOKCUIIMPOBaHHbIN OucheHon A. Cienyer OTMETUTh, UTO
MOMBITKA OCYIIECTBICHUS YKa3aHHOM BBIIIIE TPOLETYPhI B OTCYTCTBUE OMCheHoIa A TTpuBesia
K JTOCTIKEHHIO 3HAUUTEIIbHO OoJtee Hu3Koi KouBepcur B TB/I corimacHo pesynbTaTaM aHaau3a
meToaoM BOXKX (26,9% macc.; kouBepcust 88,7%). DT0o IEMOHCTPUPYET TOT PaKT, UTO
MIPUMEHEHHUE CJTIa00ro KMCIIOTHOrO KaTaju3aTopa, oo0Horo o6ucheHoiy A, moBbIIIAeT
kouBepcuto B TB/] B peakiyu AITTA ¢ ALK 98%-HO0i1 4MCTOTHI.

XOTs B 1IEJISX IMOSICHEHUS BBIIIE U3II0KEHBI KOHKPETHBIE BAPUAHTHI OCYIIIECTBIIEHUS TAHHOTO
n300peTeHus, CIIeIUAIUCTAM B TAHHOW 00JIaCTU TEXHUKU OUEBUTHO, YTO MOKHO BBITIOJHSTh
MHOTOUYHMCIICHHbIC W3MEHEHHUS JIeTallel HACTOSIIEro H300PETEHHUS B IIpeeiiaX JaHHOTO
M300peTeHus, OMMMCAHHOTO B IpuaraeMon (hopmyiie U300peTeHus.

dopmya uzodpeTeHus

1. Crioco6 nomyuenus 1,5,7-tpuazaduiukiio-[4.4.0]-nen-5-eHa, BKIIOYAIONIUN B ceOs
Cleyroulee:

(a) opMuUpyIOT CMECh, COACPIKATITY IO TU3aMEIICHHBIN KapOOIMUMMU/L, TUITPOITHIICHTPUAMUH,
a TaK>Ke pacCTBOPUTEIIb HA OCHOBE MPOCTOTO 3(hupa U/miu crupTa; u

(b) HarpeBarOT yka3aHHYIO CMECH C 1IeJIbI0 00eCIeueHusl YCIOBUM 151 B3aUMOACHCTBUS
YIOMSIHYTOT'O IM3aMEIIEHHOT0 KapOOAMUMU/IA C YIIOMSIHYThIM JUITPOITWICHTPUAMUHOM, T'11e
yKa3aHHOE HArpeBaHUe OCYIIECTBISIOT mpu Temrepatype oT 160°C mno 240°C.

2. Crioco0 1o 11. 1, B KOTOPOM yKa3aHHOE HarpeBaHKE BBITTOJHSIOT MIPU TEMITEPATYPE OT
170°C mo 240°C.

3. Cnoco0 no 1. 1, B KOTOPOM yIOMSIHYThII TU3aMEIIeHHbIH KapOOIMUMU/L BKITIOUAET B
ce0s TUaNKUIKapOOMUMUI.

4. Crioco0 110 11. 3, B KOTOPOM YIIOMSIHY ThIH JUATKUIIKApOOIMUMHM/T BKITFOUaeT B ce0st N,N’-
JUU30TIporuiIKapOouuMu T, N,N’- TUIUKIIOTeKCHITKapOOIMUMU/T UJIU UX COUYCTAHMUS.

5. Crocob 1o 1. 1, B KOTOPOM YIIOMSIHYThIN TU3aMeIIeHHBIN KapOOIUUMU/T BKITIOUAET B
ceds quapuiikapOooIMuMu.

6. Cioco0 110 11. 5, B KOTOPOM yIOMSIHYTBIN TUAPUIKAPOOIUMMHUT BKITIOUAET B ce0s JTu-
M-TOJIWIKApOOIUUMUIL.

Crp.: 12



10

5

20

25

30

35

40

45

RU 2600741 C2

7. Cnioco6 1o 1. 1, B KOTOPOM cMech cTajiuu (a) GOPMHUPYIOT B CITUPTE.

8. CriocoO 1o 1. 7, B KOTOPOM YIOMSIHYTBINM CIUPT BKIIIOYAET B ce0s1 2-0yTOKCUITAHOI,
MOHOOYTHUIOBBIN 3(DUP TUITUIIECHTIIMKOIIS, TTOJIMOJ TeKCa3TOKCUIIUPOBAHHBIN OUcheHoT A
WJIA UX COUYETAHMSI.

9. Croco6 mo 1. 1, JOMOJIHUTENIBHO BKJIIOYAIOIIUI B ce0s1 ClieIyIoIee:

(¢) OTTOHSIIOT ITOOOYHBIN MPOAYKT U3 PeaKIMOHHOM cMecH cTaauu (b), IIpU 3TOM CTaIus
(c) v ctagus (b) SBISIIOTCS OAHOBPEMEHHBIMU.

10. Cioco6 nonyuenwus 1,5,7-Tpuazadounukio-[4.4.0]-aen-5-eHa, BKIIOYAIOIIMMA B ceOst
CIeayIoIee:

(a) bopMUPYIOT CMECh, COJIEPIKAIIYIO AU3aMEIIEHHbIN KapOOAMUMUT U
JUMTPOINMUIICHTPUAMUH; U

(b) HarpeBarOT yKa3aHHYIO CMEChH C 1IeJIbI0 00ecIieueHu sl YCIOBUM 1Sl B3aUMOACHCTBUS
YIOMSIHYTOT'O AU3aMEIIEHHOTO KapOOIMUMHUIA C YITIOMSHYTBIM TUITPOTTHUICHTPUAMUHOM, T
yKa3aHHOE HArpeBaHUe OCYIIECTBIISIOT mpu Temmepatype oT 160°C mo 240°C.

11. Cnoco6 1o 11. 10, TOIMOTHUTEIHHO BKITIOYAIOIIMM B ce0sl cTaauio (¢) 1oOaBIeHUs
pazbasurens nocie craauu (b).

12. Cnioco06 1o 1. 10, mpy 3TOM YIIOMSIHYThIM CIIOCOO OCYIIECTBJISIIOT B OTCYTCTBUE
PACTBOPUTEIISI HA OCHOBE IIPOCTOT0 3Upa U/UIU CIIUPTA.

13. Crtoco0 1o 1. 12, 1OMOITHUTEIBEHO BKITIOUAIOIINI B ce0s1 CTa IO (C) OTTOHKHM TOOOYHOTO
MMPOJIYKTA OT PEAKIMOHHOM CMECH cTaaiuu (b), mpu 3TOM cTajus (¢) ¥ ctaaus (b) uayT
OJHOBPEMEHHO.

14. Cnioco6 1o 1. 10, B KOTOPOM YIIOMSIHYTBINM JU3aMEIIeHHBINA KapOOoIMUMU]] BKIIOYAET
B ceOsl TUATKUIIKapOOUUMUI.

15. Crioco6 1o 1. 10, B KOTOPOM YIIOMSIHYTBIN JTU3aMEILeHHBIN KapOOIMUMU BKIIOYAET
B ce0s TUapuiIKapOOoIMUMUI.

16. Cioco0 1o 1. 1, B KOTOPOM CMECh CTaJIMu (a) TOTIOJTHUTEIBHO COJIEPIKUT CIIa0bIi
KUCJIOTHBIN KaTaJIu3aTop.

17. Cnoco6 1o 1. 10, B KOTOPOM CMECh CTaINU (a) JOMOJHUTENIBHO COAEPKUT CIIaObI
KUCJIIOTHBIN KaTaau3aTop.
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