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(57) Pedepar:

Hacrosimee n3o0peTreHre OTHOCUTCS K CIIOCO0Y
IOIY4YEHHUs] AKPUIIOBOTO MOHOMEpPA, WMEIOLIErO
aBe Wi Ooylee UYETBEPTUYHBIE AMMOHHEBBIC
IpyNIIbl, W IIOJYy4€HUs IIOJIMMEPOB M3 TaKOrO
MOHOMeEpA. Onucan croco0 MOTyYEeHUS
MoHoMmepa  (IV-a), wuMeromero rpymmy ¢
STUJIEHOBOW HEHACHIIIEHHOCTBIO M JBE MM Oolee

Crp.: 1

YEeTBEPTUUHBIE AMMOHMEBBIE TPYIIIbI Ha
MOJIEKYTy, TyTeM (a) B3aUMOMEHCTBHUS H30BITKA
MOHOMeEpa (I-a) C
TJIOTUIPOKCUATKWII(TPUATIKWIT) AMMOHUEBOMN

yeTBepTUUHON conbto (II-a), roe R8 IIPEACTABIISIET
coboit xyop, U X  TpeacraBiser coboil Xiop,
corjacHo TnipuBeneHHoW B 1.1 cxeme, (b)
perynupoBanue BenuuuHbl pH BoJgHOMN cpenbl Mo
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MEHBIIIEH Mepe He II03JHeE TOr0 MOMEHTA
BpEMEHHM, KOT/Ia BCE PEAKTAHTHI OBUIM JOOABICHBI
B BOJHYIO Cpely, W BIUIOTH [0 3aBEpILICHHUS
peakuuyd, U (C) yCTaHOBJEHUE BenMuuMHbl pH
BOJHOW CpEIbl 1O 3HAYEHUS, OOJBIIEro YeM WU
paBHOrO 9, W NOAAEPXKAHME HA 3TOM YPOBHE C
MOMEHTa BpPEMEHH TIOocie 100aBJIEHUS BCEX
pEAKTAaHTOB K BOJHOM Cpefe, KOrjga peakUMOHHas
CMECHh IIPOSIBIISET SIBHOE MUHMMAJIbHOE 3HAYEHUE
pH, no 3aBepmieHus peakuuu. Takxke OINMCaH
crioco6 monydyenust monumMepa (VII-a) coriiacHo
MPUBEICHHON B I1.2 CXEME NYTEM B3aUMOJIECHCTBUS

Crp.: 2

akpuiIoBod KHCIoThl (VI-a) ¢ OMCUETBEPTUUHBIM
MoHOMepoM (IV-a), IONy4YeHHBIM, KaK YKa3aHO
BBIIIE, TJI€ MHJAEKC M MPEACTaBISET LEJI0€ YUCIO
oT okono 800 mo 6000 u MHAEKC n IMPEeaCTaBIAET
genoe uyucno or okxoxo 400 mo 3000, B
MIPUCYTCTBUU MHULMATOpa MOJIMMEPU3ALIUH.
TexHuueckuil pe3ysIbTaT - IOJIydeHUE MOHOMEpA U
MOJUMEPA, XaPAKTEPU3YIOIIErocs MOHUKEHHBIM
YPOBHEM collepKaHUs npumeceit U
HEMpOpearupoBaBIIero MoHOMepa. 2 H.I. ¢-JIbI, 2

Tp.
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(54) METHOD OF PRODUCING ACRYLIC MONOMER HAVING ONE OR MORE QUATERNARY

AMMONIUM GROUPS AND POLYMERS THEREOF

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: present invention relates to a
method of producing an acrylic monomer having two
or more quaternary ammonium groups, and obtaining
polymers from such a monomer. Described is a
method of producing a monomer (IV-a), having an
ethylenically unsaturated group and two or more
quaternary ammonium groups per molecule, by
reacting: (a) reacting excess monomer (I-a) with a
halohydroxyalkyl(trialkyl)quaternary ammonium salt
(II-a), chlorine, X  is chlorine,
according to the scheme given in claim 1, (b)
monitoring the pH of the aqueous medium least not
latter than the time when all reactants have been
added to aqueous medium until completion of the

where R3 is

Crp.: 3

reaction, and (c) adjusting the pH of the aqueous
medium to a value greater than or equal to 9 and
maintaining that pH level from the time, after all
reactants have been added to aqueous medium, when
the reaction mixture exhibits an apparent minimum
pH value until completion of the reaction. Described
also is a method of producing polymers (VII-a)
according to the scheme given in claim 2, by reacting
acrylic acid (VI-a) with a bis-quaternary monomer
(IV-a) obtained as described above, where the index
m is an integer from about 800 to 6000, and index n
is an integer from about 400 to 3000, in the presence
of a polymerisation initiator.

EFFECT: obtaining a monomer and a polymer
characterised by low content of impurities and
unreacted monomer.
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O061acTh TEXHUKH, K KOTOPOW OTHOCUTCS U300PETEHUE

Hacrosiee u3o6pereHre OTHOCUTCS K CITOCOOy MOJTYyYeHUST aKpUIIOBOT'O MOHOMEPA,
HUMEIOIIETO OJTHY UK 00JIee YeTBEPTUUHBIX AMMOHHUEBBIX T'PYIII, M MOJTYUYEHHUS TOJIMMEPOB
W3 TAKOT'O MOHOMEpA.

YPpOBEHb TEXHUKHU

BucuerBepTHYHBIE aKPUTTOBBIE MOHOMEPBI MOT'YT OBITH ITOJYYEHBI U3 UX TPETUYHBIX
AMUHOTIIPOU3BO/IHBIX IYTEM HX B3aUMOJICUCTBUS C XJIOPUIOM (3-XJI0P-2-

TUAPOKCUITPOIIWIT) TPHAJIKUIIAMMOHMS, Kak onucaHo B mateHte US 4,495,367.

[Tonmumepsl, uMeroIIMe MOHOMEPHBIE CTPYKTYPHbIE 3BEHb S, TPOU3BOIHbBIC U3
OMCUETBEPTUYHBIX MOHOMEPOB, HAIILIM IIPUMEHEHHE B BOJIOOYUCTKE, pa3padOTKe He(DTIHBIX
MECTOPOXKJICHHI U B MOTPEOUTEIHCKMX BapUaHTaX UCIIOJIb30BaHUS, HAIIPUMED, TAKUX KaK
AHTUAMYJILIaTOPBI IS COACPKAIMX OMTYM 3MYIIbCHi, Kak ormucaHo B ITatente CILIA
Ne 4,387,017, B KauecTBe CPEJICTB yX0/4a 3a BOJIOCAMM, KakK onucaHo B [laTeHTHO# 3asBKe
CIIA Ne 2003/223,951, u B kadyecTBe 1OOABOK B MOIOIIMX KOMITO3UIUSIX, KAK OITUCAHO B
ITatenTe CILIA Ne 6,596,261. OqHako M3BECTHBIC OMCUETBEPTUUHBIE MOHOMEDPHI TUITUIHO
COZEPKAT OCTATOYHBIN HEMTPOPEArUPOBABILIMI XJIOPUA (3-XJI0P-2-

TUAPOKCUITPOTIWIT) TPUMETUIIAMMOHHUS, & TAKKE HEITPOpearupoBaBIIUN XJIOPU/T
CIMIUAWITPUATKMIIAMMOHUS KaK MIPOMEXYTOUHBIN MMPOAYKT PEeaKIUU. DTH IPUMECH
3aTPYAHUTEIBHO OTIEIUTh OT MOHOMEPOB, U TEM CAMBIM OHU OOBIYHO OCTAIOTCS B
MoJIMMepax, MOJYYEHHBIX U3 TAKUX MOHOMEpPOB. Kak u3BecTHO, 00€ XJIOpUAHbIE TPUMECH
SIBJISIIOTCSI TOKCUYHBIMU, U UX TTPUCYTCTBUE B TAKUX IMOJMMEPHBIX MPOIYKTAX HEXKEIATEIBHO.

CyIHOCTb M300peTeHUs

B niepBoM acniekTe HacTosIee MU300peTEHNE HAITPaBIEHO Ha CIIOCO0 MOTyYeHUS
MOHOMeEpa, UMEIOIIEro IPYIITY C ITUICHOBOM HEHACHIIIIEHHOCTHIO U IBE WU OoJiee
YETBEPTUUHBIE AMMOHHUEBBIE TPYMIIBI HA MOJIEKYITY («MYJIbTUUETBEPTUUHBIA MOHOMED» ),
BKJIFOYAIOLLHM:

(a) B3aUMOIeiCTBHE U30BITOYHOTO KOJIMYECTBA MOHOMEPHOI'O peaKTaHTa, UMEIOIIETO O
MEHBbIIEN Mepe OHY I'PYIIILY C ITUJICHOBOW HEHACBIILIEHHOCTBIO U 110 MEHBIIIEH MEPE OJIHY
TPETUYHYIO AaMHUHOTPYIITY HA MOJIEKYITY, C TAJIOT€HOTUIPOKCUATIKHI(TPUATIKKIT)aMMOHHUEBOM
YETBEPTUUYHOM COJIBIO B BOJIHOM Cpelie,

(b) peryimpoBaHnue BemuUuMHbI pH BOIHOM Ccpebl 10 MEHbIIIENH MEPE HE TTO3/THEE TOTO
MOMEHTA BPEMEHHM, KOTJIa BCE PeaKTaHThI ObLIIM 10OABJIECHBI B BOJAHYIO CPEAyY, U BIUIOTH 10
3aBEPLICHUS PEAKLIUH, U

(¢) ycraHOBJIeHUE BEIMUMHBI pH BOAHOM Cpe/ibl 10 3HAUYEHMUsI, OOJIBIIIETO YeM WU
paBHOTO 9, U MOJIEp)KAHKE HA ITOM YPOBHE C MOMEHTA BPEMEHH TOCyIe T00aBICHUS BCEX
PEAaKTAHTOB K BOJHOM Cpe/e, KOr1a peaKUMOHHAs CMECh MTPOSIBIISIET SBHOE MUHUMAIIbHOE
3HaueHue pH, 1o 3aBeplIeHus peakuuu.

Bo BTOpOM acriekTe HacTosIee M300peTeHHe HATIPABIIEHO Ha CITOCO0 MOTyUeHUs
MOJIMMEPa, B KOTOPOM KaXbIi U3 OJHOTO UM O0JIee MOHOMEPHBIX 3BEHBEB MMOJIUMEPA
COCPKUT JIBE WM 00JIee YeTBEPTUYHBIE AMMOHMEBBIE I'PYIIITBI HA MOHOMEPHOE 3BEHO,
BKJIFOYAIOIIIEE:

(a) mosryuyeHre MOHOMEpPA, UMEIOIIErO I'PYIITY C STUJIEHOBOM HEHACBHIIIIEHHOCTHIO U BE
WM OoJiee YeTBEPTUUHBIE AMMOHUEBBIE TPYIMIIBI HA MOJIEKYJTY, ITyTEM:

(i) B3aUMOAECUCTBUSI M30BITOYHOI'O KOJIMYECTBA MOHOMEPHOI'O peaKTaHTa, UMEIOIIETO 10
MEHBbLIEN Mepe OHY I'PYIIILY C ITUJICHOBOW HEHACBILLIEHHOCTBIO U 110 MEHBIIIENR MEPE OJIHY
TPETUYHYIO AMUHOTPYIITY HA MOJIEKYITY, C TAJIOT€HOTUIPOKCUATIKMII(TPUATIKKIT)aMMOHUEBOM
YETBEPTUUHOM COJIbIO B BOJHOM Cpelie,

(ii) peryiupoBanusi BenuunHbl pH BOIHOM cpeabl O MeHbIIEH Mepe HE TTO3HEE TOTO

Crtp.: 4



10

15

20

25

30

35

40

45

50

RU 2471773 C2

MOMEHTA BPEMEHHU, KOTJIa BCE PeaKTaHThI ObLIIM 10OABJIEHBI B BOJAHYIO CPEAyY, U BILIOTH 0
3aBEPIUICHUS] pEAKLIUH, U

(iii) ycraHoBJeHuUs BemuuuHbl pH BOAHOM cpebl 10 3HAUYEHHUSI, OOIBIIETO YeM WU
paBHOIO 9, U MOJIEPKAHUE HA ITOM YPOBHE C MOMEHTA BPEMEHHU MMOCTIE 100aBICHUS BCEX
PEAKTAaHTOB K BOJHOM CpeJie, KOTAa PEAKIIMOHHAS CMECh ITPOSIBIISIET IBHOE MUHUMAJTBHOE
3HauyeHue pH, 1o 3aBeplieHus peakuuu, u

(b) monumepu3anyo MOHOMEpPa, 00pa30BaHHOTO Ha CTaAWM (a), B MPUCYTCTBUU CMECU
WHUIUATOPOB IMOJIMMEPHU3ALIUH.

MoHoMep U MoIMMep XapaKTEPU3YIOTCS TOHWKEHHBIM YPOBHEM COAEPIKAHUS TTPUMECEH,
TUIMMYHO HEOOHAPYKUMBIM YPOBHEM COJIEp)KaHUS HEITPOpearupoBaBIIei
raJIoreHOTUAPOKCUATKUII(TPUATIKHI)aMMOHHUEBOM YeTBEPTUIHOM COJIM U HEOOHAPYKUMBIM
YPOBHEM COJAEP)KaHUS XJIOPUJA TIUMAIAITPUATKATIAMMOHUS.

IToapoOHoOe onMcaHre N300PETEHMS U ITPEAMOYTUTEIbHBIX BAPUAHTOB OCYIIIECTBIICHUS

Kax npumensiemast 31ech, TepMuHoIorust ¢ obosHaderneM «(Cy-Cy)» MMeeT OTHOLIEHHE K
OPraHUYECKOW IPYIIIIE, B KOTOPOU KAXIbIA U3 UHAEKCOB «X» U «y» IIPEACTABIISIET LEIIbIE
YKCIIa, U TIOKA3bIBAET, UTO I'PYINA MOXKET COAEPKATD OT «X» ATOMOB YIJIEPOJA 10 «y»
aTOMOB YIJIEPOJIa HA T'PYIIY.

Kax mpumeHsieMblii 371eCh, TEPMUH «aJIKWI» O3HAYAET OJHOBAJIEHTHYIO HACBIIIICHHYIO
YLIJIEBOAOPOIHYIO TPYIITY C IMHEWHOU MIIA PA3BETBJIEHHOW LENBIO, TUITUYHO
OIHOBAJIEHTHYIO HaChIeHHYIO (C{-Cg)-yIIIeBOIOPOAHYIO FPYIIY, HAITPUMED, TAKYIO KaK
METWUJI, ITUJI, H-TTPOTIWJI, U3OTIPOTIUII, H-OyTHII, BTOP-OyTHII, TPET-OyTHUII, IEHTHUJI WIH H-
TEKCHUIL.

Kak npumeHsieMblii 31€Ch, TEPMUH «aJIKWJIEH» O3HAYAET JBYXBAJICHTHYIO HACHIIIIEHHYIO
YIIIEBOAOPOAHYIO TPYIIY C TMHEHHON WM pa3BETBIIEHHOM LEMbIO, 00JIee TUITUIHO
JBYXBaJIEHTHYIO HachllleHHYI0 (C;-Cg)-yIrieBogopoHyI0 Ipymniy, HalIpumep, TaKyro Kak
METHUJICHOBBIN, JUMETUIICHOBBIA U TPUMETUIICHOBBIN (hparMeHT.

Bonnas cpena Bkrouaet BOAy U, HEOOSI3aTEIbHO, BIUIOTH /10 0KOJIO 90 MPOLEHTOB I10
00BEMY CMEIIMBATOIIEHCS C BOJIOM OPraHUYECKOM KUAKOCTH, HAIIpUMEpP, TAKOM KaK CIIUPT,
TAKOM KaK METAHOJI UJIX 3TAHOJI.

B ogHOM BapuaHTe OCYIIECTBIICHUS] PEAKIMIO TIPOBOJIAT C UCITOJIb30BAHUEM OOIIETO
KOJIMYECTBA, OOJIBIIIETO YeM MJIM paBHOTO okoJjio 1,01 Mos, 6oiiee TUIUYHO OT okouto 1,01
JI0 0K0J10 1,5 MoJIei MepBOro MOHOMEPHOT'O PEaKTaHTa Ha MOJIb OOIIEr0 KOJIMUECTBA
raJOTeHOTUAPOKCHATKWI( TPUAIIKUIT)AMMOHUEBON YETBEPTUYHOM COJIU.

Kaxxplii U3 peakTaHTOB MOJKET ObITh BBE/ICH B PEAKIMOHHYIO CMECh B BUJIE OJTHOM UK
0oJ1ee OT/AENbHBIX MOPIUHA UK B PEeXKUME TTOJIa4YM B PEAKIIMOHHYIO CMECh B X0JI€ pEeaKI1H,
WM B BUJIE KOMOWHAIIMY TaKOBBIX, HAIIPUMEP, B (hOpMe BBEICHUS TIEPBOM TTOPIUH C
MHOCIIEAYIOLIEN IToJauer OCTAJIbHOM MOPLUU.

B ogHOM BapuaHTE OCYIIECTBIICHUS KaKIbIi KOMIIOHEHT U3 BOJHOM CpeJibl U OOIIEro
KOJIMYECTBA MOHOMEPHOT'O PEAKTAHTA IIPUCYTCTBYET B PEAKTOPE C CAMOTO HAYAJIa PEAKLINH,
Y TaJIOTEHOTUAPOKCUATKUII(TPUAIIKWIT)aAMMOHHUEBYIO YETBEPTUUHYIO COJIb MOJAOT B
PEaKTOp B TEUCHUE MIEPUOJA BPEMEHH.

B oiHOM BapuaHTe OCyIIECTBICHUS PEAKIMOHHASA CMECH JJI TPOBEACHUS PEaKUUU 1T
MOJIyYeHUS] MYJIbTUUETBEPTUYHOIO MOHOMEpA Jajiee BKIIOUAET HMHTMOUTOP MOJIMMEPU3ALINH,
TaKOM KaK OJHO WK OoJiee TPOU3BOIHBIX TUAPOXUHOHA, /11 MHTUOUPOBAHUS
MOJIMMEPU3ALMY MOHOMEPHOTO PEAKTAHTA W/WIK MOHOMEPHOI'O MPOIYKTA BO BpeMs
CUHTE3a 1IeJIEBOr0 MYJIbTUUETBEPTUUYHOTO MOHOMepa. [IpurogHbie ruIpOXUHOHBI
BKJIIOUAIOT, HATIPUMED, TUAPOXUHOH U METWITUAPOXUHOH.

B o1HOM BapuaHTe OCYIIEeCTBICHUS PEAKLUIO A1 MOJIYYeHUSI MYJIbTUUETBEPTUUHOT O
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MOHOMeEpA MPOBOJAT MpU 0apOOTUPOBAHUU BO3AyXa JI1 MHTUOMPOBAHUSI TOJIUMEPU3ALIUU
MOHOMEPHOTO peaKTaHTA U/UIIM MOHOMEPHOT'O MPOJAYKTA BO BPEMsI CUHTE3a LIEIEBOTO
MYJIbTUYETBEPTUUHOTO MOHOMEPA.

B onHOM BapuaHTe OCYIIECTBICHUS PEAKIIMI0 MOHOMEPA, UMEIOIIIEro MO MEHbIIeH Mepe
OJIHY TPYMITy C ITUJIEHOBOU HEHACHIIIEHHOCTHIO U TIO MEHbIIIEH Mepe OHY
AMHUHOATKUIBbHYIO (PYHKIIMOHATIBHYIO TPYIIY HA MOJIEKYIY, C
raJIoreHOTUAPOKCUATKUI(TPUATIKMIT)aAMMOHUEBON YETBEPTUUHOM COJIBIO ITPOBOJIST B
npesenax TeMrepaTypHoro avamna3zona ot okojio 50°C no oxoso 90°C, 6oj1ee TUITUYHO OT
okoJ10 55°C no oxono 75°C. TUMMYHO peaKuIo MPOBOAST MPU MPOAOJIKUTEIBHOCTH
B3aUMOJICICTBUS OT OKOJIO 1 10 0KOJI0 8 yacoB, 60jIee TUIIMYHO OT OKOJIO 3 1O OKOJIO 6
4acoB.

B oHOM BapuaHTe OCylIecTBIEHHSI ClIOCOO MOIYYEHUsI MOHOMEPA, UMEIOLIEro I'PyIIly ¢
STUJICHOBOM HEHACBIIIIEHHOCTHIO U JBE WK OoJiee YeTBepTUUHbIE aMMOHUEBBIEC TPYMITBI HA
MOJIEKYITy, peau3ytoT corjiacHo Cxeme A:

R® R i OH RS
R
/ Hp | X
H,C=—=Cc—Rd N—RZ—-N\ + R8——cC ﬁ R—N* R10
RS |
11
M (I
R3 R4 RS R®
X X
HC=—C RI—N——R2—N*——R™——N"* R10
R® IL"
(V)

Cxema A

B3aMMOJICHCTBUEM M30BITKA MOHOMEpA corjiacHo cTpykType (1), rae:

R! MPEICTABIISIET IBYXBAJEHTHYIO OPraHUYECKYIO TPYIIY-CBSI3KY, 00Jiee TUITUIHO
KapOOHUIBHYIO TPYIITY WIH ATKUICHOBBIN ()parMeHT, KOTOPBIA HEOOS3aTETbHO MOYXKET
OBITH 3aMEIeH Ha OJHOM WJIM 00Jjiee aTOMax yriiepo/ia Wik MOXKET BKIIIOUATh TeTepOaTOMBI
B OJHOM WX 0OJIee MecTax,

R? IpeCTaBIISIET aJIKUiIeH, 6oiiee TUIIMYHO (C,-Cg)-alKuiieH, KOTOPBII HE00sA3aTEIBHO
MOJKeT OBITh 3aMEIICH Ha OJTHOM WJIM OoJiee aToMax yrjepoaa UM MOXET BKIFOYATh
reTepOaTOMBI B OJTHOM WJIH O0JIee MecTax, Wi T'PYIIITY COTIIACHO (popMmyJie:

R13

R2—N

R14 m
rae:
12 o
R NpEeACTaBJIACT AJIKUIICH, 0oJ1ee TUIIMYHO (Cz-C6)'aHKI/IHeH, KOTOPbIN Heo0A3aTENbHO

MOJET OBITh 3aMEIIIeH Ha OJTHOM WJIM O0Jiee aToMax yrjepoaa UM MOXET BKIIIOYATh
reTepoaToOMbl B OJHOM WJIM 0OJIee MECTax,
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R'3 1 R, kaxipIit HE3aBUCHMO, IIPEICTABIISIOT AJIKWI, 5OJIee THIINIHO (C4-Cg)-anxum, u
WHJIEKC M MPEJACTABIISIET UENOE YUCIIO OT 1 110 6,

R? npencrasisteT H nimm (C-Cg)-anxun, 6onee Tunnuno H umu (C;-C,)-ankwui,

R* npencrasnser H umu (C,-Cy)-amkun, 6omnee turmmuno H umi (C-C,)-anxu,

R’ 1 R®, kaxpIit He3aBHCHMO, npenctabisoT (C;-Cg)-ankui,

C TAJIOT€HOAJIKUII(TPUATIKUII)aMMOHUEBON YETBEPTUUHOM COJIBIO cOrlacHO cTpykType (II),
rae:

R’ mpejicTaBisieT AByXBAJICHTHYIO OPraHMYECKYIO IPYIITY-CBA3KY, TUITMYHO AJIKUJICH U
6onee TUIIMUHO (C,-C)-anKuieH,

R® mpencrasisier ranoren, Gojiee TUIIMYHO ATOM XJIOPA,
R?, RO u R, kaxpii He3aBrCHMO, NPEICTaBIAIOT ankui, 6osee THUUHO (C;-Cg)-
AJIKWUII, U

X" mpeAcTaBiaseT aHuoH, 6osee TunuaHo Cl,

¢ obpazoBanreM MmoHomepa (IV), UMEIoIIero rpyImny ¢ 3TUJICHOBON HEHACBIIIIEHHOCTHIO U
JIB€ YETBEPTUUHBIE AMMOHUEBBIE TPYIIIIBI HA MOJIEKYJTY, B KOTOPOU KaXK/IbI U3 PAIUKATIOB
Rl, R2, R3, R4, R5, R6, R7, R9, Ry R!" gensrores TaKOBBIMM, KAK OINHUCAHO BBIIIIC.

3HaueHue pH BOIHON Cpeabl OTCIEKUBAIOT IO MEHBIIIEH Mepe HE MTO3JHee TOTO MOMEHTAa
BPEMEHM, KOTJIa BCE peaKTAHThI ObLIIM JOOABJIEHBI K BOJHOM Cpejie, U BIUIOTH /10
3aBEpIICHMS peakiyi. B MOMEHT BpeMeHHU, KOT/1a BCe peaKTaHThI ObLIM JOOaBIIEHBI K
BOJHOM cpenie, 3HaueHue pH gocturaer SsBHOro MUHUMYyMa, TO €CTh BellnuMHa pH nmoHavany
MmaJiaeT, IPOXOUT Yepe3 IBHOE MUHUMAIbHOE 3HAYEHUE U 3aTeM HaUYMHAET MOBBIIIATHCS.

Bbru1o cnenano HaGIr0IeHKWE, YTO TIPU OTCYTCTBUM CTAAUM PEryIMPOBaHUs BelnduHbl pH
B CITOCO0O€ COTJIaCHO HACTOSIIEMY H300PETEHHIO CKOPOCTh, C KOTOPOM IMPOXOIUT peaKIus
corinacHo Cxeme A, UMEET TEHICHIIUIO K 3aMETHOMY CHMKEHHIO IMOCIIe MOMEHTA, KOT1a
peakiMoHHas cpela MMeeT MUHUMaibHOe 3HayeHue pH, u 3aTeM 3To NpUBOJIUT K TOMY, YTO
HE JIOCTUT'aeTCsl MOJTHASI KOHBEPCUS YACTHIL KJTFOUEBOT'O PEaKTAHTA.

Kak Tonbpko BenuuuHa pH gocturaet SBHOro MUHMMAJIbHOTO YPOBHSI U HAUMHAET
MOBBIIIATHCS, B PEAKIIMOHHYIO CpeAy J00aBIISIOT OCHOBAHUE TSI KOPPEKTUPOBAHUS
BenuuuHbI pH 10 3HauYeHus, 6obiero yeM uiam paBHoro 9. KoppektupoBaHue 3HaYCHUS
pH B cropony 6osbliiel BETUYMHBI TTOBBIIIAET CKOPOCTh PeaKIMy U 00eCrieUrBaET
BO3MOXKHOCTh POTEKAHUS PEAKIMM B TIPSIMOM HAITPaBJICHUM C 00pa30BaHUEM
coequHenus (IV) B kauecTBe MPOAYKTa, TAIUYHO SO MOJTHOW KOHBepcuu coeauuenus (11), To
€CTh KJIFOUEBOI'O peaKTaHTA.

B ogHOM BapuaHTE OCYIIECTBIICHUS] OCHOBAHHUE TIPEACTABISET COOOM THAPOKCH/T
menoyHoro Meranna, 6onee tunuuHo NaOH ninu KOH, Mg(OH),, yeTBepTUUHBIN THIPOKCHL
aMMOHU4, ete 6osee TuMUHO NaOH. TunudHo 11st KoppeKTUpoBaHus BeMurMHbI pH 110
3HAYeHUsI, OOJIBIIIETO YeM WJIM PABHOTO 9, K peaKIMOHHOMN cMecH J00aBIsoT OT okoJio 100
JacTel Ha MWUIMOH 10 okKoJio 10000 u/MitH, OoJiee TUHITMYHO OT 0K0J10 500 1o oxoiio 2000
Y/MJTH OCHOBAHMSI.

be3 HaMepeHus BAaBaThCs B KaKyl0-JIMOO TEOPHIO, IMPEICTABIISIETCS, UTO MapaslieIbHO
peaknuu coriacHo Cxeme A coenuHenue (I1) CKIIOHHO TakKe BCTYMaTh B PEaKIUIO
BHYTPHUMOJIEKYJISIPHOMN IUKIN3aNUU ¢ 00pa30BaHUEM MPOMEKYTOYHOTO MPOAYKTA C
SMOKCUIHOM (PYHKIMOHAJIBHOM IpyIIiol corjiacHo ctpykrype (IID):

Crp.: 7



10

15

20

25

30

35

40

45

50

RU 2471773 C2

7 Rg
O R X
NN
CH N*—R10
H,C—
R11
(1
rae:

KaXbI U3 paJIUKATIOB R7, R9, ROy R gpnsercs TaKOBBIM, KaK OIIMCAHO BHIIIIE,

¥ 4TO TpoMexxyTounblit mpoaykT (III) 3atem pearupyet ¢ MmoHomepoM (I) c o6pazoBaHreM
)enatenbHoro npoaykra (IV) u ruapoxkcua-uona. O1HaKoO napauieIbHbIN NYyTh K
coeauHeHuto (IV) uepe3 npoMexxyTounbiv nmpoaykT (III) Taxke conmpoBoxmaercs
00pa3oBaHUEM KHUCIOTHOT'O OCTaTKa, KOTOPBIN 3aMeIsieT oOpa3oBaHue coeauHeHus (IV)
BIUIOTH 10 TOTO, UTO PEAKLHUS 3aTOPMAKUBAETCS, HE JOCTUTasi IOJTHOW KOHBEPCUHU
peaktaHTOB. be3 HaMepeHust BIaBaThCs B TEOPUIO, AaBTOPBI HACTOSIIETO U300PETEHUS
MOJIATraloT, YTO HA CTA/IUM PEeryIupoBaHus 3HaueHus: pH B cmocode corjlacHoO HaCTOAIIEMY
U300pETEHUIO HENTPAIU3YETC sl KUCTIOTHBIA OCTATOK U MTPEOI0IEBACTCS CBSI3AHHOE C
TaKOBBIM UHTMOUpYIOLIEe NEHCTBUE HA CKOPOCTh PEAKIIMU.

[TpurogHble UHULIMATOPBI MOJIUMEPU3ALMU U3BECTHBI U BKJIIOUAIOT, HAIIPUMED,
COEIMHEHUSI, KOTOPbIE pa3yiaratoTcs ¢ 00pa3oBaHUEM CBOOOTHOPAAUKAIHHBIX YACTHUII, TAKHE
KaK a30COeIMHEHUSI, TIEPOKCU/IBI U TIepCYTb(haThl, TAKUE KaK mepcybdar HaTpus. B oqHOM
BAPUAHTE OCYIIECTBICHUS] MHUIIMATOP MOJIMMEPU3AIMK BKIIIOUAET MHUIUATOD B hopMe
OKUCIIUTEIbHO-BOCCTAHOBUTEILHO MaPhl, BKIIOUAIOLIEH epcyibaT HATPUS U
MeTaducynbhaT HATpUs.

B ogHOM BapuaHTE OCYILIECTBIICHUS PEAKLUIO TTOJIMMEPU3ALMU IPOBOIST B BOAHOW Cpele,
0oJiee TUITMYHO B BOJIE.

B o1HOM BapuaHTe OCYIIECTBICHUS PEAKLMIO TTOJIMMEPU3ALMU IIPOBOMISAT B IIpeIesiax
teMmnepatypHoro auarnaszona ot 25°C go 150°C, 6onee Tunuuno ot 50°C o 100°C, ¢
MPOJOKUTEILHOCTHIO B3aUMOJIEHCTBUS OT OKOJIO 1 10 0koJi0 20 yacoB, 0oJiee TUITUYHO OT
OKOJIO 3 10 OKOJIO 8 4acoB.

B onHOM BapuaHTe OCYIIECTBICHUSI TOJIMMEPU3ALUIO IPOBOAST B MHEPTHOM aTMocdepe,
TUTTUIHO B aTMOCdepe a30Ta.

B ogHOM BapuaHTe OCyIIECTBIICHUS TOJIMMED TToydatoT coriacHo Cxeme B:

Crtp.: 8



RU 2471773 C2

R3 R4 RS R®
| | x |x
H,C—=(C—RL—N——R2—N*——R™—N* R10
s | |
RG R11
WHuumarop (IV)
NONMMEpPU3aL U
10 R3
5 R9
R m X- I X
15 \N R2— N R—N* R10
14 ILG l 1
V)

20 Cxema B
IIyTEM ITOJIMMEPU3ALUU MOHOMEPA COTJIACHO CTPYKType (IV), B KOTOPOM KaKIblil U3
paavMKaioB Rl, Rz, R3, R4, Rs, R6, R7, R9, RIO, R'' v ocrarox X sBasrorcs TaKOBBIMH, KaK
OTMCAHO BBIIIE, B MPUCYTCTBUU UHUIMATOPA MOJIMMEPHU3ALUU C 00pa30BaHKEM

25 TOMOIIOJIMMEPA COTJIACHO CTPYKTYPE (V), B KOTOPOU KaXIAbINA U3 PATUKAIIOB Rl, Rz, R3, R4,

R’ , R6, R7, R9, RIO, R'"!' u ocrarox X sBasrorcs TaKOBBIMHU, KaK OIIMCAHO BBIIIE, U UHICKC M
MPEJCTaBIISIeT HEI0e Yo OoT 2 10 okoio 30000, 6oee TUIIMUHO OT 2 10 oko0 4000.
B elie 0o1HOM BapuaHTe OCYIIECTBJIEHUS TTOJIUMEDP, B KOTOPOM KaXKIbIi U3 OJTHOTO WUJTH
00J1e€ MOHOMEPHBIX 3BEHBEB MMOJIUMEPA COACPIKUT JIBE YETBEPTUUHBIE AMMOHUEBBIE TPYITITHI
0 Ha MOHOMEpPHOE 3BEHO, NoJIyyatoT coryacHo Cxeme C:

R3 R4 RS R®
H,C R .
2 \ P | X- I X
¢ + H,C=—=(C—RL—N—R2—N*—R" +——R10
35 | |
Ri3 R6 R11
(V1) (v)
R15 R3 Wuuyumarop
nonumepusauuu
40
p q
R4 RS 9
16 1
R P\l x- | -
N RZ_N-u- R7 N* R10
45 I |
R6 R11
(viny
Cxema C
5 MMYyTEM COTIOJIMMEPHU3ALMA MOHOMEpPA COTIIAaCHO CTPYKType (IV), B KOTOPOH Kakbli U3

paavKaIoB Rl, RZ, R3, R4, RS, R6, R7, R9, RIO, R!'"!' u ocraTox X sBistorcs TaKOBBIMH, KaK
OIIMCAHO BbILLIE, C COMOHOMEPOM (VI), B KOTOPOM pavKal RD npeacrasiser coboit H wu
(C4-Cy)-ankumn, 6onee TunuuHo H nmm (C-C,)-ankum, u paaukan R'® MPEICTABIISIET COOOM
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TUAPOKCUJI, B IPUCYTCTBUM MHUIMATOPA TTOJIUMEPU3ALIUMU C 0Opa30BaHKUEM COIOJIMMEpa
cornacHo ctpyktype (VII), B KOTOpOU KaxXabli U3 paIdKaIOB Rl, R2, R3, R4, R’ , R6, R7, R9,
RIO, R“, RIS, R!% 1 ocratox X smisiorcs TaKOBBIMHU, KaK OIIMCAHO BBIIIE, U KaXXIbIH U3
WHJIEKCOB P U ( MPEJCTaBIsIeT Leible uncia oT 1 10 okojio 100000, 6osee TurmuuHo OT 1 10
oko0 10000.

IMpumep 1
MoHoMep, UMEIOLINI TPYIIY C ITUIEHOBOM HEHACBHIIIIEHHOCTHIO U IBE YETBEPTUUHBIE

AMMOHMEBBIE T'PYIIIBI HA MOJIEKYJTY, TOIy4YniIn coriiacHo Cxeme A-1.

O
HzC\ + CI N+(CH3)3C|‘
hY NH(CHz)3N(CHs)
OH
CHa (I-a) (l-a)
NaOH
(0]
CH, OH CHj
"N | |
\c NH(CH,);—N* gz G——CH,oN*—CH
| 2)3 I oF 5 2|Ci‘ 3
CH3; CHj, CHs
(IV-a)
Cxema A-1

B kpyrnononnyio koj0y eMkocTbio S00 MJI, OCHAIIICHHYIO MEXaHUYECKOW MEIIATKOM,
TEpMOIIapOM, HACAJKOM I BBEICHUS rasa, MUTAIOIIUM yCTPOUCTBOM U pH-30H10M,
nomectim 57,0 rpaMMoB uMeTuIamuHonmponuiMerakputamuaa (I). Comepxumoe Koaobl
Harpesu 10 TeMnepaTypsl B quanazone ot 62°C go 63°C npu 6apboTrpoBaHUM BO3AyXA.
Korga remniepatypa nocruria 60°C, Hayalu nogadyy pacTBopa Y€TBEPTUUHOMN
comu DowQuat 188 (II). 93,08 rpamma coequnenus (I1), pazdoasnaerHoro 29,77 rpaMMaMu
JUCTUJUIMPOBAHHOM BOJIbI, BHOCWIIM B KOJIOY B TeueHue 2 yacoB. Temnepatypy
KoHTposmpoBaid Mexky 60°C u 63°C myTeM OXJIaXKIEHUS WM HarPeBaHUSI U HEMPEPHIBHO
oTcaexuBaiv BemmuuHy pH peakunonHon cmecu. 3Hauenne pH pes3ko cHuzmiiocs ¢ 11 u
YCTAaHOBUJIOCH Ha YpoBHE 0koJio 8,5. ITo okoHuaHuu 106aBIEHUS TUTAOIIEE YCTPOUCTBO U
TFOPJIO KOJOBI MPOMBUTH 3 TpaMMaMU JTUCTUWIIMPOBAHHON BOBI. 3aTeM PEaKIMOHHYIO CMECh
BbIIIEpKaU rpu Temiiepatype oT 60°C no 63°C B Teuenue okosio 30 muHyT. Bennuuna pH
ymnaja 10 MUHUMYyMa OKOJIO 8 M 3aTeM HauaJjia MOBbIIAThCA. B peakunoHHy1o Kooy
no6asunu 0,60 rpamma 25%-Horo pactBopa NaOH u Temnepatypy MoaepKUBaiu B
muana3one ot 60°C mo 63°C, u BenmuuuHy pH oTcrexxruBaiu, moka oHa He IMpeBbICHIa 9 U
crajia MOCTOSAHHOM.

IMpumep 2

ComnonumMep, B KOTOPOM KaXIblii U3 OJHOTO WK 00Jiee MOHOMEPHBIX 3BEHbEB MOJIMMEPa
BKJIFOYAET [IBE UETBEPTUUHBIX AMMOHHUEBBIX IPYNIIbl HA MOHOMEPHOE 3BEHO, IMOJIY YUIIH
cornacHo Cxeme C-1:
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I
O CHg3 OH CHs
HoC C
H,C u ¥ 2\C/ NH(CHy);—N* ?:2 C——CHyN*—CH
2 2)3— N — L ChpN =03
\C/ \OH | | cr H |CI
CHs CH3 CHs
(Vi-a) (IV-a)
Whuumuatop
nonumepm3salmm
n
Lo m L CHs OH CHs
2
/ \ +. Ha I +.
o} NH(CHy)3—N*—C——C——CHyN*—CHj3
| c H |CI
CHs CHj
(Vll-a)

Cxema C-1

MyTeM B3aUMOJENUCTBUS aKpUI0BOM KUCIOTHI (VI-a) ¢ bucueTBepTUUHBIM MOHOMepoM (V-
a), oJryuyeHHbIM corjiacHo Ilpumepy 1, ¢ oOpazoBanuem cononaumepa (VII-a), umerommm
I€pBbIE MOHOMEPHBIE 3BEHbSI, IPOU3BOIHbBIE U3 OUCUETBEPTUUHOTO MOHOMEPA, U BTOPBIE
MOHOMEPHBIE 3BE€HbS, IPOU3BO/IHBIE U3 AKPUIIOBOW KUCIIOTHI, B KOTOPOM MHJIEKC m
npencrasisgeT ueaoe yuciao ot 800 1o 6000 1 MHACKC n MPEACTABISET Henoe Yyuciio ot 400
1o 3000.

B ogHOMUTPOBYIO KOJIOY, OCHAIIIEHHYIO OOPATHBIM XOJIOAUIHLHUKOM, MEXaHUYECKOM
MELIAJIKOM, TEPMONIAPON U HACAIKOM 1Sl BBEACHUS Ta3a, MOMECTWIU 52,1 T akpUIOBOR
kucnoTsl (pupmbel BASF), 193,4 r OucueTBEpTUYHOTO MOHOMEPA, TIOJIyYeHHOT'O COTJIACHO
ITpumepy 1, 1 593,9 r nuctuimupoBaHHOM Bobl. CoAepKMMOE HArPEU 10 TEMIIEPATYPhI B
muarnazone oT 70°C mo 72°C nipu nepeMenMBaHu U 6apOOTUPOBAHUM a30Ta.
[TepemermmBanuie 1 6apOOTUPOBAHUE A30TA MPOAOJKAIIM HA MPOTSHKEHUU BCEH peakIuu.
[Tocne 6apOoTUpOBaHUS Yepe3 COAECPKUMOE KOOI B TeueHue 1 yaca 7ob6aBuiIu
pactBop 0,094 r niepcynbdaTa HaTpus B 2 M Boabl. Hauanack sx30TepMuueckas peakuus, 1
JUIS TIOIepKaHus TeMrepatypbl B quamna3zone ot 70°C go 72°C npuMeHsIH OXJIaXICHUE
wiu HarpeBaHue. [1ocre 2 yacoB mpoTekaHus peakuuu 1o0asuiu pactsop 0,23 ¢
MeTabucynbduTta HaTpus B 1 Mi1 Boabl. TemnepaTypy peakiMOHHONM CMECH TTOCTENEHHO
CHU3WJIU 70 YPOBHS OT 63 10 65°C B Teuenue 1 yaca. 3atem gobaBumu pactsop 0,40 r
MeTabucynbhuTa HATpUs B 2 MJT BOJIBI M 3aTeM BHechu pactBop 0,08 r mepcynbdaTta HATpuUs
B 1 MJI BOZIBI M TEMIIEPATYPY PEAKIIMOHHOM CMECH MOJICP>KUBAIIU B TMana3one ot 63°C no
65°C B Teuenue 1 yaca. [locnenHow cTaiuio TOBTOPSIIU, TOKA OCTATOYHOE COJIEPKAHUE
HEPOPEearupoBaABIIMX MOHOMEPOB HE IOCTUIJIO YPOBHS MeHee yeM 10 4/MITH.

dopwmyia n3o0peTeHus
1. Cnioco6 nosyuyenust MoHomepa (IV-a), UMeroIIero rpymnmy ¢ 3TUIEHOBOM
HEHACBIIEHHOCTHIO U JIBE WK 00Jiee YeTBEPTUIHBIE aMMOHHUEBBIC TPYIIIIBI HA MOJICKYITY,
MyTeM a) B3aUMOJIeUCTBUS U30bITKa MOHOMepa (I-a) ¢

TraJIOTUAPOKCUAIIKUII( TPUAIIKAIT)AMMOHUEBON YeTBEPTUUHOM coibio (II-a), e RS
MPEICTaBIIsIeT COOOM XJI0P, U X~ MPECTaBIISIET COOOM XJ10p, corjiacHo Cxeme:
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HzC\ + cn/\/\ N*(CHa)sCI
5 \C NH(CHz)3N(CHz)2

| QH
CH3 “_a) (ll-a)
NaOH
10 O '
CH OH CH-
H,C 5 -
\ Ha
C NH(CHy)g—N*——C——C——CH,N"—CHj
| [= |
15
CH;3 CHj CH;

(IV-a)

(b) perynmupoBaHue BeJTMUMHBI pH BOAHOM Cpebl 110 MEHBIIIEH Mepe HE TIO3/IHee TOTO
MOMEHTA BPEMEHH, KOTJIa BCe PEaKTAHThI ObLIM 100aBJIEHBI B BOJHYIO CPENY, U BILUIOTH /10
3aBEpIICHUS PeaKLUU, U

(c) yctaHOBJIeHME BeIMUMHBI pH BOAHOM cpe/ibl 1O 3HAUYECHHUS, OOJIBIIETO YeM WU
paBHOrO 9, U MoA/IEp)KaHUE HA 3TOM YPOBHE C MOMEHTA BPEMEHH IOCTIe JOOaBIECHHSI BCeX
PEaKTaHTOB K BOJIHOM Cpefie, KOT/ia PeaKIMOHHAS CMECh MPOSIBIISIET SBHOE MUHUMAJIbHOE

25 3HaveHue pH, 10 3aBepIIeHUsT peaKIyy.
2. Cnioco6 nomnyuenus nmoymumepa (VII-a) cornacno Cxeme:

0
0 “ CHa OH CH3

B | \ HzC\C /C\ | Hy

H2C C NH(CH3)3—N*——C——C——CH,N*—CH
2 \/ \ | (CH2)3 | or b 2|CI‘ 3
C OH
CHs CHgz CH3
(Vi-a) (IV-a)

WHuumarop
nonuMepu3aummu

35

m
CH OH CH
40 COH /C\ 3 3
Hz
(o] NH(CH,)3—N™ C——C——CHyN*—CH
(CH2)3 |CI' G 2|Cl' 3
CH, CHj
45 (Vll-a)

MyTeM B3aUMOJENUCTBUS aKpUI0BOM KUCIOTHI (VI-a) ¢ bucueTBepTUUHBIM MOHOMepoM (V-
a), MOJIY4YEHHBIM CITOCOOOM 110 1.1, T/Ie MHJEKC m MPEACTABISAET LEeJI0e YUCIIO OT okoJio 800
110 6000, 1 MHAEKC n IIPEACTABIISAET Lejaoe Yucio oT 0kosio 400 1o 3000, B mpuCyTCTBUU

2 HMHHUIIMATOpPA MMOJIMMEPU3AIIUN.
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