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NMouck onTMMmanbHbIX YCNOBUA U OTpaboTKa aHanu3a
u3ouuraHaTHbIX rpynn B npenosumepax
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Pesiome

Uenbto pabomsl cmarso uzydeHue sapuaHmos 06LEMHO20 aHau3a u3oyuaHamHbIX 2pyri 8 npenosumepax u rnouck
gakmopos, snusitoWUX Ha MOYHOCMb aHasu3a, Orisl 8bISI8NIeHUsT Pas3uyull Mexaoy 3Ha4YeHUsIMU, yKa3aHHbIMU Mpou3-
sodumeneM U roJsly4eHHbIMU 8 nabopamopuu

Memodsi. B kadecmse ob6bekma uccriedosaHusi 8bI6paHbl MPOMEXYMOYHbIEe MPOOyKmMbI NouMepu3ayuu Ha 0CHo8e
u3oyuaHamos u3 08yx unu 6osiee MOHOMEPHbIX 38€HbES, UCMOMb3yeMble Ofis1 pou3sodcmea rnosiuypemaHos, Kade-
€meo Komopbix onpedesisemcsi onmumMarbHbIM COOMHOWEHUeM U30yuaHamHbIX U 2UOPOKCUrbHbIX 2pynn. VHOekc
NCO onpedensinu obbeMHbIM MemodoM Ha OCHO8e 83aumodelicmeusi usoyuaHamHbIX epyrnn ¢ OusamuriaMmuHOM, C
rnodmeepxoeHuUeM pe3yrnbmamos MemodamMu Mamemamu4yeckol crmamucmuku.

Pe3ynbmamsi. B pabome nipoaHanu3upogaHbl U38eCcmHbIe Ha daHHbIU MOMeHm MemoOuKu onpedeneHusi codepixa-
HUST U3oyuaHamHbIX epyrin 8 npenouMepax U 8bIsi8fIeHb! PasiuyuUsi 8 MexHUKe UCMoNHeHuUs. Micronb3o8aH 06bEMHbIU
memod onpedeneHus uHdekca NCO Ha ocHoge 83aumoldelicmeus usoyuaHamHbix epynn ¢ dusmunamuHom. pose-
deHa OueHKa pacmeopuMocCmu MPOMbILWIEHHbIX 06pa3yoe8 npenosiuMepos8 U pacyém CKOpOCmU pPacmeopeHUs,
Ha OCHOBaHUU KOmOpbIX orpedesieH onmumarbHbil 0b6bem pacmeopa u npobbi npernonumepa, obecrnedyusarouwue
moyHoe ornpederneHue u3oyuaHamHo2o yucsra. OmKoppeKkmupo8aHHbIe yCri08UsI 10380UMU 8bIUMuU Ha mpebyemoe
3HavyeHue uHOekca NCO nipenonumepa CKY, paccHyumaHHoOe Ha 0CHO8aHUU cmamu4eckol 06pabomku pe3yibmamos
u nocmpoeHus Kpusou pacrnipedeneHusi [aycca. MisameHeHuUs1 8 MemoduKe 1038015110m 8biimu Ha cepmuguyupo8aH-
Hoe 3HayYyeHue rokasamersi, Ymo OoryckKkaem eao Uucrosb308aHue 0151 OanbHelwux pacyemos 8 CUHmMe3e rosuype-
maHa.

3aknro4yeHue. PekomeHOayuu Onsi onpedeneHusi usoyuaHamHoz20 uHoekca 0rsi aHanu3a rpenonumepa o6beMHbIM
MemoOoM romMoaym rnpoeodumb KOHMPOJIb MOCMYnaruleeo Chipbs Ha npedmem coomeemcmeusi cepmughukamam
01151 8bIMNOMTHEHUST MOYHO20 pacyéma Cbipbs PU CUHMe3e rosuypemada.

Knroyeesnie cnioea: nperionumep; noauypemar; usoyuaHamHbIl UHOeKC; 06BLEMHBIU aHau3; OUaIMuUIaMuH; pacmeo-
pPUMOCMb.

KoHgpnnukm uvmepecoe: Asmopsl Oeknapupyrom omcymcmeue si8HbIX U NMomeHyuasnbHbIX KOHGhIUKMO8 uHmepe-
co8, ces3aHHbIX ¢ rnybnukayuel Hacmosweld cmambu.
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Abstract

The purpose of the work was to study the options for volumetric analysis of isocyanate groups in prepolymers and to
search for factors affecting the accuracy of the analysis in order to identify differences between the values specified by
the manufacturer and those obtained in the laboratory.

Metods. Intermediate polymerization products based on isocyanates from two or more monomeric units used for the
production of polyurethanes, the quality of which is determined by the optimal ratio of isocyanate and hydroxyl groups,
were selected as the object of research. The NCO index was determined by the volumetric method based on the
interaction of isocyanate groups with diethylamine, with confirmation of the results by methods of mathematical statis-
tics.

Results. the work analyzes currently known methods for determining the content of isocyanate groups in prepolymers
and identifies differences in the technique of execution. A volumetric method for determining the NCO index based on
the interaction of isocyanate groups with diethylamine was used. The solubility of industrial prepolymer samples was
evaluated and the dissolution rate was calculated, on the basis of which the optimal volume of the solution and prepol-
ymer samples were determined, providing an accurate determination of the isocyanate number. The adjusted condi-
tions allowed us to reach the required value of the NCO index of the SKU prepolymer, calculated on the basis of static
processing of the results and the construction of the Gauss distribution curve. Changes in the methodology make it
possible to reach a certified value of the indicator, which allows its use for further calculations in the synthesis of
polyurethane.

Conclusion. Recommendations for determining the isocyanate index for the analysis of prepolymer by the volumetric
method will help to monitor incoming raw materials for compliance with certificates to perform an accurate calculation
of raw materials in the synthesis of polyurethane.Key words: prepolymer, polyurethane, isocyanate index, volumetric
analysis, diethylamine, solubility.
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KOMIIJIEKCOM CBOMCTB H C IIAPOKHUM Auaria-

BeeneHue o
30HOM OKCIUTyaTallMOHHBIX IOKa3aTellei:

CoracHo ONpeIENEHUIO MPETOIUMEPBI — HEOOJIBIIION Jiera3alnuel Mpu BO3JACHCTBUU
MIPOMEIKYTOYHBIC TPOAYKThI IOJTUMEPU3ALUH TEMIIEPAaTypPHBIX YCIOBUN U JABJICHUS; IIPU-
Ha OCHOBC M30LMAHATOB U3 JABYX HIM Oonee oOpeTeHrneM KECTKOCTH TOCJIe pa3BepThIBa-
MOHOMCPHBIX 3B€HBEB, UCHOJIB3YCMBIC B Ka- HUS [2]’ PI3HOCOYCTOI>'I‘{HBOCTBIO u yCTOﬁ‘IH-
YCCTBC CIIUBATEIIA UJIU OTBEPAUTEIIA ITPHU I10- BOCTBIO K XKHUIKOCTSIM [3]’ ¢ OoJiee [UIHUTEND-
JTy4EHHUH 3IIaCTOMEPOB [ 1] mist nsrorosneHus HBIM OKHOM HaHeceHUus [3]; MOBBIIICHHOU
KOMITO3UTHBIX MaTC€pHUaIOB C OIIPEACIICHHBIM TBEPAOCTHIO, BEICOKMM MOIYJIEM YIIPYI'OCTH,
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OOJIBIIION 3JIACTUYHOCTHIO, HETPEB30MICH-
HOW CTOMKOCTBIO K UCTUPAHUIO, PACTBOPUTE-
1AM [4], maciaM [S] ¥ BBICOKOH MPOYHOCTHIO
[6], uTO 00yCIOBIMBAET pa3IMYHbIC 00JIACTH
MPUMEHEHHUS], BKJIIOYas a’POKOCMUYECKYIO
00J1aCTh, AJIEKTPOHUKY [7], MaTepuaibl A
W3OJISAIIAN TSI TIOJBOAHBIX TPYO U KOHCTPYK-
uuii [8] U Marepuanbl, TpUMEHSEMbIE IJIs
MIPECCOBOTO 000PYI0BaHUS, METUIIUHY [9].
Tpebyemoe kadecTBO BCIEHEHHOTO I10-
JIMypeTaHa IOCTUTAETCs, IPEXAE BCEro, Of-
TUMaJIbHBIM COOTHOIIIEHHEM H30LMaHATHBIX
U TUIpOKCWIbHBIX rpynm. [Ipemonumep
HMMEET IPOCTYIO IIeMb, 3aBEPUICHHYIO TPYI-
noii NCO, koTopasi sIBISIETCSI €r0 PEaKTUB-
HOM 4acThlO: YEM BBIIIE U30LMAHATHBIN WH-
JIEKC B TIPETIOJIUMEpPE, TEM TBEPKE OyaeT Ma-
tepuan [10]. T'HaApPOKCUIBHBIM KOMIOHEHT
BBOAUTCA JiA yIJauHEeHUs nenu. [loBbiieH-
HBIl WHTEpeC K HW30LMAHATHOMY HWHJIEKCY
0OYCIJIOBIICH €T0 BIUSHUEM Ha SKCIUTyaTallH-
OHHBIE XaPAKTEPUCTUKHU ITACTUYHBIX KOMIIO-
3uToB: IoBeIeHne NCO-uHnekca BeneT K
BO3PACTaHUIO MPOYHOCTHBIX CBOMCTB MpH
OJTHOBPEMEHHOM TOHWKEHHUH BSUIOYIPYTHX

CBOMCTB 3JIACTUYHOCTH, YEM BBIIIE MHAEKC,
TeM JecTde OyJeT MoiaydyaThCs TeHa MpHU
npounx paBHbIX yciuoBusx [11]. Iloatomy
onpeJieJieHue U30IMaHaTHOTO MHJIEKca Ipe-
MOJIMMEpa U OLIEHKa €ro COOTBETCTBUS HOP-
MATUBHBIM JOKYMEHTaM SIBJISIETCSI HEOOXO-
TUMBIM TpeOOBaHHEM IMOJIyYeHUS Kaue-
CTBEHHOT'O MONIMYpeTaHa'.

KadectBo mpenonumepos (tabdi. 1) koH-
TPOJIUPYIOT COAEPKaHUEM HM30LMAHATHBIX
rpynn —N=0=0 [12] ¢ wucnonb30BaHUEM
unjexkca NCO, KOTOpbIif MEHSIETCS B 3aBUCH-
MOCTH OT YMCTOTHI M30LIMAHATa U YCJIOBHM
nepepaboTKu U XpaHeHHs. B cOOTBEeTCTBUY C
TEXHUYECKUMU YCJIOBUSAMH  HM3OI[HMAHATHI
MMEIOT OrPaHMYEHHBIH CPOK XpaHEHHS”, IPH
3TOM TeMIlepaTypHbIE YCIOBHs TPAHCIIOPTHU-
POBKM W XpaHEHHUS H30IMAHATOB JOJKHBI
cTporo cobmonarecs. [lonaganue Boabl Mo-
JKET BBI3BIBATh SK30TEPMHUUECKYIO PEAKIIHUIO C
BbIJIEJICHHEM YTJIEKHCIIOTO ra3a U MPUBECTH K
W3MEHEHHUIO HM30IMaHaTHOrO uucia. Jroboe
HECOOJIIOICHHE YCIIOBUI MOXKET IPUBECTU K
HECOOTBETCTBUIO IOKa3aTeleil ChIphsl Kaue-
CTBY.

Ta6nuua 1. Npumepbl TeOpPETUYECKNX 3HAYEHMI n3oumaHaTHoro yucna NCO ans guanasoHa pasnmyHbIX Mo-

nekynsipHeix Becos [13] ana Polyol MW

Table 1. Examples of Theoretical Isocyanate Numbers (NCO) for a Range of Different Molecular Weights [13]

for Polyol MW
Polyol MW MDI TDI
400 11.2 9.3
650 8.4 8.4
750 7.7 6.7
1000 6.2 5.6
2000 5.6 3.4

HpI/IBe,Z[GHHBIe 3HAYCHHUSA HEC UACAJIbHBIC
Y HE ONITUMAJIbHBIC U B KOMMEPUYECKOM Mpak-
THKE MOT'YT MEHATELCA IIPH YIIyYIIEHUU OIIpe-
JIEIICHHBIX CBOMCTB.

! TIpenoniMepsl Ha OCHOBE TIH U CIIOKHO-
ro nommdupa // Depsol polymers. URL:
https://depsol.ru/wp-content/uploads/2022/09/
Depsol-prepolimery-TDI.pdf?ysclid=
1w13x8i0vj191654614 (mata oOparieHus:
31.05.2024)

HecMoTpst Ha pa3BUTHE COBPEMEHHBIX
TEXHOJIOTHI aHalnu3 UMEIoIIeHcs JIMTepa-
Typbl MOKa3aj, YTO B OCHOBE OMpEIeNICHUS
nHaekca NCO nmpuMeHsIOT BECOBOM M 00b-
eMHBIH MeTonbl. BecoBoit MeToJ OCHOBaH

2 ISOBIND™ 1100 W3oumanat: Texauue-
ckas uHpopmanust / Depsol Polymers. URL:
https://depsol.ru/wp-content/uploads/2019/03/
ISOBIND-1100-TDS-RUS.pdf?ysclid=
Iwtiq66vsk195912395 (nata oOpareHus:
31.05.2024)
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Ha B3aMMOJEHCTBUU U30I[MAaHATOB C aHWJIU-
HOM C 00pa3oBaHUEM TPYIHOPACTBOPUMOTO
ocaJgKka MPOU3BOAHOTO JIHU(DPEHUIMOUYEBUHBI

[14]

RNH; + R’-NCO — RNH-CO-NH-R/

(1)

OOBEMHBIA METOII OCHOBAaH Ha B3aMMO-
JNEUCTBUU W3O0IIMAHATHBIX M aMUHOTPYMI C
pa3HbIMU KOMITOHEHTAMU:

— MUATKUJIAMHHOM C 00pa30BaHUEM 3a-
MEIIEHHON MOYEBHUHEI [ 14]

R
SNH4R-N=C=0 =
R/
R
- “N—CO—NH—R’
R (2)

— H-guOyTWIaMUHOM ¢ 0Opa3oBaHUEM
3aMeIIeHHOW MOYEBHHBI '

— amMuakowm [15];

— TudTUIaMUHOM [16].

Tabnuua 2. Pasnuuna B TEXHUKE UCTIONHEHNs o6beMHoro Metoaa onpegenexHus uHgekca NCO
B3aMMOENCTBMEM U30LIMAHATHBIX MPYNM C AMITUIIAMUHOM; UHAMKATOP BGPOMEEHONOBLIN CUHMIA*

Table 2. Differences in the technique of performing of the volumetric method of the determination of the
NCO - index by interaction of isocyanate groups with Diethyl amine; indicator bromophenol blue

Macca PacTBop nuaTnamuna YcnoBus VYcnoBust TATpoBaHUS
HaBECKHU, T Diethylamine solution pacTBOPEHUS Titration conditions
Weight npupoa C, 00BeM, poObI CHal, TUTPO-
of the at- | pacTBOpUTENs | r-’KB/II MIT Dissolution condi- | momb/n BaHHE
tachment, g| nature of the C, volume, tions samples Chcl, titration
solvent g-eq/l ml mol/l
0,3-0,4 Arteton - 10 t=40°C; Bonansiit, |IIpsmoe
B TepMoIIKady; 0,5;
60 MuH
1-1,5 [ukmorekcanon 2,0 Cnupro- |Turpyercs
B nukiorekcanone o
~1,0 [{ukmorekcanoH 2,0 5 Boi, 0,5 |M30BITOK
’ (20 M) 5 munH
HCl
- A1leToH 0,2 10 [lepememmBaroT Boanwiii, |IIpsmoe
0,1;
~0,2 AneroH 0,2 20 B xnop6enzoie Bogansiii, |Turpyercs
(20 M) Ha BogsiHOM | 0,1; H30BITOK
Oane 2—-3 MHH; 10- KHCJIOTBI
MOJIHUTEIbHBIN
BBOJ U30TIPOIIHIIO-
Boro cnupta 100 mn
0,5-1,0 Bonma 0,2 20 30 munyT nepeme- | Boansiit, |Ilpsmoe
IIMBAIOT, 3aTEM 0,1;
BBOJI H30TIPOITHIIO-
BOTO CIHPTA

! Titration of NCO value in resins according
to DIN EN ISO 14896// SI Analytics-Application
report Titration URL: https://www.xylemanalyt-

ics.com/en/File%20Library/Resource%20Li-
brary/SIA/09%20Application%20Papers/UK/
NCO-value-ISO-14896-EN.pdf (mata oOparue-
s 31.05.2024).
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[Mocnenuuit Meron okasajica HambOosee
pacmpocTpaHEeHHBIM, HO TeM HE MEHee pas-
HbIE aBTOPHI MPEAJAraloT Pa3Hyl0 TEXHUKY
ucrionHeHus: (cM. Tabn. 2). Peaknus mexmy
M30I[MAaHATOM U aMHHAMH XapaKTepPU3yeTCs
BBICOKOW CKOPOCTBIO NMPOTEKAHUs U HE Tpe-
OyeT MpPUCYTCTBHsI KaTajlu3aTopa: amudaru-
YEeCKUE aMHUHBI BCTYIAIOT B XUMHUYECKOE B3a-
UMOJIECTBUE J0 TeX IMOp, MOKa MPOCTpaH-
CTBEHHBIN crepuueckuil dpdexT He 3amen-
JISIET €ro.

B pabote HE0OX0MMMO OBUIO MTPOBECTH
Mo100p METOUKH TOJI TOCTABIISIEMOE ChIPhE
JUIS OLIEHKH COOTBETCTBHUSI KaueCcTBa CEpPTH-
(GUKaTy C TENbI0 BBISIBICHUS BO3MOXKHOTO
HECOOTBETCTBUSI HOPM XpaHEHUS M TpaHC-
MOPTUPOBKH JJIs1 JAIbHEUIIETO BBIMOIHEHUS
TOYHBIX PACUETOB 3arpy304YHBIX HOPM MpHU
U3TOTOBJICHUH MOJIMYPETAHOB.

MaTepMan bl U MeéTOAbI

OneHky M30IIMaHATHOTO MHJAEKca IMpo-
BOJAWJIM C HCIIOJIb30BaHUEM OOBEMHOrO Me-
Tola. 3a OCHOBY Oblla B3sATa METOIMKA,
npeAnoJararonas go0aBlIeHHe K Mpode
0,1-0,2 r 10 ma 0,2 H. pacTBOpa AUITHU-
JaMHUHa B alleTOHE, PACTBOPEHHE MPOOKI MPH
NepeMelInBaHuy, 100aBIeHUE HECKOJIbKUX
Karenb MHJIUKaTopa OpoM(QeHOI0BOTO CH-
Hero u tutrpoBanue 0,1 H. pacTBOpOM COJIf-
HOM KHCIIOTBI 10 TIepexo/ia OKpaCKy WHANKA-
TOpa C CUHETO J0 KENTOro C MOCISAYIOINUM
pacuéroM 1o dhopmyie

(a—b)-0.0042-100

X =
g

rae X — cofepaHue W30LHUaHATHBIX TPYIIH,
Bec, %; a — konuuectBo 0,1 H. pacTBOpa co-
JISTHOM KHUCIIOTHI, 3aTpayeHHOE Ha TUTpPOBa-
HUE XOJIOCTOTO OMBITA, MJ; b — KOJIHMYECTBO
0,1 H. pacTBOpa CONSTHOM KUCTIOTHI, 3aTPAYECH-
HOE HA TUTPOBAHHE aHAIU3UPYEMOU TPOOHI,
mi; 0,0042 — KOIMYECTBO WM30IMMAaHATHBIX

)

' Bpomdenon cunmit // PubChem. URL:
https://pubchem.ncbi.nlm.nih.gov/com-
pound/Bromophenol-Blue

rpynn, cootBercTByroniee 1 mi 0,1 H. pac-
TBOPA COJISTHOM KUCJIOTHI; g — Macca HaBECKHU.
[Ipenosmumep  mpencraBinser  cobOoi
TBEPI0E Oenoe BemecTBo mpu 20°C.
Jwutunamun H3C— CH>—NH — CH>—CH3
(N-sTUnm TaHAMUH, STUJIAMHUHOATAH) OTHO-
CHUTCS KO BTOPHYHBIM aMUHAM, TIPEICTABIISIET
c000ii OeCIIBETHYIO KHUIAKOCTh C aMMHAYHBIM
3aI1aXxoM C TIPUMECHIO PEIOHOTO; PACTBOPHM B
alleTOHe, JTaHOJIe; HWCIONB3YeTCS B BUJC
0,2 H. pacTBOpa B all€TOHE.
bpomdenonoseiit  cunmit  (3',3",5',5"-
teTpabpoModenoncynbhordrazenn),
pKa = 4,0, unTepBanm mnepexoja OKpacKu
3,0-4.,6'.

Br

HO

Pe3ynbTaTtbl U X 06CyXAeHMe

[Ipouecc monydeHus MoINypeTaHoB OcC-
HOBaH Ha B3aMMOJEHCTBUU MCXOIHBIX KOM-
MOHEHTOB B CTPOrOM COOTHOLIEHWU B MpPH-
cyrctBuu n006aBok [17]. Orcrymienue ot
TpeOyeMOro COOTHOINEHUSI MPUBOIUT K M3-
MEHEHHUSM B CBOMCTBaX IMOJIy4aeMOro Mpo-
nykra [18], moaromy ompeneneHue u3o0IUa-
HATHOTO HMHJIEKCa MMEET Ba)KHOE 3Ha4YeHHE
JUTSL TIOJTYYeHHS TIONTUypeTaHa ¢ TpeOdyeMbIM
HabopoM cBoiicTB [19]. M3BecTHBI XpoMaro-
rpadudeckue [20] ¥ CIEKTpOMETPUUYECKUE
METO/Ibl OTIPEIeTICHUS] OPTaHUYECKUX U30IIH-
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aHatoB [21]. Ho GONBIIMHCTBO U3 HUX HE SB-
JSIOTCSL 30UPATETFHBIMUA U MAJIOTIPUTOTHBI
JUIsl SKCTIpecc-aHanu3a [22], K ToMy e CI0XK-
HbI€ U MPAKTUYECKU HEIOCTYIHBI JJis Ipe-
OpUSITHIA, paboTamuX B chepe MpOoUu3BOI-
CTBAa MOJNYPETAHOB.

B ycnoBusx umMnopTo3amenieHus 1 Bo3-
HUKAIOIUX MPoOJIeM ¢ JOTUCTHKON YCIOBUS
TPAHCTIOPTUPOBKHU CHIPhSI MOTYT MPHBOIUTH

K YXYIIICHUIO TIOCTaBJIIEMOTO CBIPHS, MO-
3TOMY BOIIPOC MPOBEPKU COOTBETCTBUS ChI-
pPBsl €r0 TIOKA3aTeNsIM OCTACTCS OMPEIEIsIIO-
MM JJIS1 TIOJTYYEHUS] KAaUeCTBEHHOM MPOIYK-
uuu [23].

[IpoBenennslii aHanu3 (Taba. 3) ChIpbs
MOKa3ajl HECOOTBETCTBUE MEXKIy 3asBlsie-
MBIMHU U TIOJIYY€HHBIMHU B JIA0OPAaTOPUU 3HA-
YSHHUSIMHU U TTIOCTABHJI BOIIPOC O HAJACKHOCTH
BBITTOJTHEHHBIX U3MEPCHUH.

Ta6nuua 3. Pe3yanaTb| onpepgeneHna nounaHaTHOro MHOeKkca

Table 3. Isocyanate Index Results

IIpenonu- WNunexe NCO, %
Mmep NCO-index, %
Prepoly- |B cooTBeTcTBUI B cootBeTcTBUM ¢ aHATM30M IO METOAUKE
mer C TOKYMEHTOM [1] | [24] [18]
in accordance TBEpABIN IpernoIuMep pacriaB
with the solid prepolymer melt (1 = 85+5°C)
document HOMED 0Opa3iia HOMED 0Opasiia
sample no. sample no.
1 2 3 1 2 1 2
7P 2,340,2 3,27 3,40 3,32 3,05 3,22 2,72 2,03
Y 3,0£0,2 5,73 5,93 5,90 - - 5,88 6,00
HJ 2,610,2 2,90 | 2,80 2,90 - - 4,20 4,50
CKY 2,9740,2 4,42 | 4,58 4,34 - - - -

Jlnst oTBeTa Ha BOIPOCHI, CIIy4aeH WIH
3aKOHOMEPEH pe3yJIbTaT TUTPOBAHUS, Ipa-
BIWJIBHO JIM TO00paHbl yCJIOBUS BBITIOJHE-
HUS aHAJTN3a WX ChIPBE TIPETEPIENIO H3MEHE-
HUS TIPU XpaHEHUH, He00X0AUMO OBLIO Tpo-
BEPUTh HA/ICKHOCTh HCIOJIB3yEeMOH MeTO-
VKA Ha JIaHHOM IIperoJiuMepe M mapai-
JeTbHO BBISIBUTH (DAaKTOPBI, BIHSIONIME Ha
TOYHOCTH BBITIOJHSIEMOTO aHAIIN3A.

[Ipermonmumep  mpezncTaBisier  co0oi
TBEpIOE Oenoe BemecTBO TMPU KOMHATHOU
TeMIIepaType, Mo3TOMY, KaK BUIHO M3 Tal-
JMIEI 2, TPEeInoiaraeT UCIoIb30BaHNE pa3-
HBIX CIIOCOOOB IepeBojia MPOOBI B PacTBO-
perHoe coctosiHue. Cpenu (hakTopoB, MoIe-
KaIUX OIICHKE, OBUIM TMPOBEPEHBI MU OIIe-
HEHBI PACTBOPUMOCTH HpenojuMepa, 00bemM
0,2 H. pacTBOpa MOUATWUIIAMHHA, Macca

HaBECKH JIJIs1 BBITIOJIHEHUSI aHAJIU3a U UX BJIU-
SHUE Ha BEJIMYMHY OIpenesieMoro h3olua-
HaTHOTrO WHJEKca. PelieHue mpenmnonaraio
00 BBIXOJl HA 3HAYEHUSI B COOTBETCTBUU C
cepTU(HKATOM, MO0 Ha YCTOWYHBOE Cpell-
Hee 3HayeHHe, MOATBEepXkAarollee OTKIOHE-
HUE B YCIOBUSAX XpPaHEHHUS U TPAHCIOPTH-
POBKH.

3a ocHOBY Oblila B3siTa METOJUKA OIpe-
JeJIeHUsI U30IMaHaTHOTO MHAekca [1] ¢ uc-
nojs3oBanueM 10 mi 0,2 H. pacTBOpa IUATH-
JJaMUHa B all€TOHE.

Bo-nepBbIX, cpa3dy okazanoch, UTO MpH
BHITIOTHEHUH aHajn3a oOO0pa3IoB TBEPABIX
npenoaumepoB maccoi ~0,1-0,2 r B cooTBET-
CTBHU C METOAWKOM [1] ¢ HCIOJb30BaHHEM
10 M 0,2 H. pacTBOpa AMATUIIAMUHA B alle-
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ToHEe (cM. TabJ. 3, oOpasisl 1, 2, 3) Ha TUTpO-
BaHHWE W30BITKA JUATHIAMUHA HIET OT
16,8 no 18,9 M, B TO BpeMs Kak Ha TUTPOBa-
HUE XOJOCTOM TpOoOBI pacxomyercs Ooiiee
19 mu.

[TockoNbKy B OCHOBE pacyera JIEKHT
pasHUIA MEXTy 00bEMaMU X0JIOCTON MPOOBI
U TpoOBI TOCe B3aUMOICWCTBUS JHITHII-
aMHHa ¢ PACTBOPEHHBIM MPEMIOJIUMEPOM [CM.
dbopmyny (2)], TO BUAHO, UTO 3HAYUTETbHAS
94acTh IUATHJIAMHHA OCTAeTCSl HEU3PacXo10-
BaHHOM, MCIMOJIL30BaHNUE TAKOTO COOTHOIIIE-
Hus ~0,1-0,2 r va 10 M 0,2 H. pacTBOpa u-
JTWJIAMHUHA B alleTOHE HEIeNecoo0pa3Ho M
MpeJroiaraeT MoUCK 0ojiee ONMTHMATbHBIX
COOTHOIIIEHUH 00beMa U MacCHhI.

AHanu3z posiu pacTBOpa IUITHIIAMUHA B
aleToHe MOoKa3all, YTO, MOMUMO OCHOBHOM
GYHKIIUN JUITUIIAMUHA, & UMEHHO B3aUMO-
JNEHCTBUS C M30LIMAaHATHBIMU TpPyNIaMH B
npenoaumepe (2), 3TOT pacTBop obecneyu-
BaeT pacTBOpeHue MpoObl TBEPAOrO Mpero-
mumepa. [losTomy ompeneneHrue onTUMalb-
Horo konuvectsa 0,2 H. AMATUIAMUHA B alle-
TOHE HEOOXOAMMO HayaTh MPEXKIE BCETO C
OLICHKHU PaCTBOPUMOCTH.

B monb3y HEOOXOAMMOCTH MPOBEPKHU
ATOr'0 TOBOPUT U (DaKT HATUIHSI 3aBUCUMOCTH
Macchl HaBECKH MperoyiiMepa OT €ro Inpu-
POJIbI, @ UMEHHO CO/ICPKAHUS N30I[MAaHATHBIX
rpymi (Tadu. 4).

Ta6nuua 4. Pekomengyemas macca obpasua ans nsoumaHaTHoOro aHanunsa [25]

Table 4. Recommended Isocyanate Sample Weight [25]

[IpennonaraemMplii SKBUBAJICHT
The intended equivalent

Macca HaBecKH, T
Weight of the attachment, g

Honyck, Mr
tolerance mg

0-100 1-2
100-250 2-3 5
250-500 3-5

>500 5-7 +50

OneHky pacTBOPUMOCTHU MpenoyiuMepa
B m3MeHsromemcs oobeme 0,2 H. pacTBopa
IUATUIAMUHA a alleTOHE NPOBOINIIH B KHHE-
TUYECKOM BapHaHTe M0 HAKOIJIEHUIO U30LIU-
aHATHBIX Tpynn B 00BEME XHUIKOH (a3bl
(puc. 1). [lepecuntanubie Ha TBEPABIN TTOJH-

Mep KpuBble pacTBopuMocTH (1’ 1 2") mo3Bo-
JWIA OIpPEeNeIuTh CKOPOCTH PacTBOPEHHS
(Tabun. 5) nByxX TUIOB momMepoB B 0,2 H pac-
TBOpE AMATUIIAMHHA B alleTOHE, COBIAJaro-
e C JKCHEPUMEHTATbHO MONyYeHHBIMH
JTAHHBIMHU.

Ta6nuua 5. CKOpOCTM pacTBOPEHUS], paccUUTaHHbIe MO KPUBLIM PacTBOPEHUS 1 onpedeneHHble aKcnepuMeH-

TanbHO ANA ABYyX npenosinmepoB

Table 5. Dissolution rates (calculated from dissolution curves and determined experimentally for two

prepolymers)

[Ipenonumep YpaBHEHHE CKOPOCTH
Prepolymer | pacTtBopeHus nenoaumepa

CKOpOCTb pacTBOPEHHUSL, Trp-pa/ JT-MUH
Rate dissolution, g prepolymer/ I-min

Dissolution rate equation

paccunTaHHas

OKCIIEPUMCEHTAJIBHO IMOJIYyYCHHAA

of prepolymer calculated speed experimentally obtained
zp W =2,72.C%3 14,94 15,10
HJ W =0,9-C%%7 5,71 5,69
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10°X.r '\1/

10.0
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7. min

Puc. 1. KuHeTuueckme KpuBble M3MEHEHNs coiepx)aHust nsoumaHaTHbIx rpynn (X, r) u npenonumepa (X, r/n)
ZP231 (1) n HJ3175 (2) B pacTBope anatnnamuHa B auetoHe (0,2 H.) B npouecce pacTBOPEHUM
TBEpOOW NpoObI Mpenonumepa; nepemeLLnBaHie Ha nabopaTopHON MeLlarnke BO3BpPaTHO-

nocTynaTenbLHOro Tuna; Temneparypa 22+2°C

Fig. 1. Kinetic curves of changes in the content of isocyanate groups (X, g) and prepolymer (X/, g/l) ZP (1) and
HJ (2) in a solution of diethylamine in acetone (0.2 n) during the dissolution of a solid sample of the
prepolymer; mixing on a reciprocating laboratory stirrer; temperature 22+2°C

OmnpeneneHHble 3HAYEHUS PACTBOPUMO-
ctu mipenosmmepoB ZP (1) m HJ (2) (cm.
puc. 1) nokaszanu, 4To Uil PEKOMEHyEeMOH B
ananu3e maccel HaBecku (0,1-0,2 1), u30bI-
Tok oO0beMa 0,2 H. pacTBOpa TUATHUIAMHUHA B
areroHe B 10 mur mst obecrieueHust pacTBO-
puMocTy o0pasiia SBHO TPEBHIIICH, YTO M03-
BOJISIET Ha CIJIEAYIOIIEM dTalle UCClIeJOBaHUS
IPOBECTH TIOUCK ONTHUMAJbHOTO O0beMa
0,2 H. pacTBOpa AWATUIIAMHHA B al€TOHE
(puc. 2) u Macchl HaBecKu (puc. 3) 715l TOBBI-
IIEHUSI TOYHOCTH BBITIOJIHSAEMOIO aHaJn3a.

Kak BuHO M3 pUCYHKOB 2 U 3, mIOrpel-
HocTh s onpenenennss NCO-unaekca 0,2%
cobmoaaercs ot 3 1o 10 mi 0,2 H. pacTBOpa
IudITHIaAaMHUHA B areToHe 1i1d ZP u ot 1 1o
10 mu nna HJ, 4To nomyckaeT ymMeHbIIIEHUE
o6wema (0,2 H. pacTBOpa AMATHIIAMUHA B alle-
TOHE Ha aHamu3. AHaIM3 MpernojuMepa
Mapku CKVY nokazan, 4To oONTHMAalbHas
Macca mpoObl MpenojuMepa, Aarolas cTa-
OWJIbHBIE Pe3yJIbTAThI, JISKUT B IUANIA30HE OT
0,2 10 0,6 T nnst 5 mut 0,2 H. pacTBOpa AUITU-
JJaMUHA B all€TOHE.
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Vpa(:l'sopa amaTiiamuHa , MJT
VoaN Diethylamine in Acetone Solution , ml

Puc. 2. Onpegenexune ontumansHoro o6bema 0,2 H pacTBopa AN3TUNAMUHA B aLETOHE N5t TUTPOBaHUS
HaBecku npenonumepa: 1 — konuyectso 0,1 H. pacTBOpa CONSIHOM KACMNOTLI, 3aTpayYeHHoe Ha
TuTpoBaHue 0,2 H. pacTBOpa AM3TUIIAMMHA B aLeTOHE (XONOoCToro onbita (a)), Mi; 2 — n3oumaHaTHbIN
uHaekc npenonuvepa ZP; 3 — nsounaHaTtHbl MHAEKC npenonumepa HJ

Fig. 2. Determination of the optimal volume of 0.2 N solution of diethylamine in acetone for titration of the
prepolymer sample: 1 — amount of 0.1 N hydrochloric acid solution for titration of a 0.2 N solution of
diethylamine in acetone (blank experience (a)), mL; 2 — isocyanate prepolymer index of ZP;

3 — isocyanate prepolymer index of HJ

NCO.% m
40 L

— | |
3.0 L

™ - | | | |

~ - m = m

2.0 I ! | !
0.2 0.4 0.6

lnnpenommepa .T
Mprepolymer - £

Puc. 3. Onpep,eneHVle OonTMManbLHOW MacCbl HABECKU npenonnmepa

Fig. 3. Determination of the optimal weight of the prepolymer
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[TomydyeHHbIe CBEACHUSI O PACTBOPUMO-

CTH TO3BOJIMJIM PACCUUTATh ONTHMAIBLHOE
BpeMsl pacTBOpPEHHs] 00paslioB MpenojuMme-
z-pacmopel-mﬂ » MHH

T dissolution - 11N

poB (mo 0,4 r) B 0,2 H. pacTBOpe IAUITH-
JlaMUHa B aieToHe (puc. 4).

30 F / /1
25+
/
3
20
15
-
~9*
10 -
~No
51 2
| | | |
0 0.1 0.2 0.2 0.4

M ppenommepa * r

o

Mprepolymer - £

Puc. 4. PaccunTaHHble 3aBNUCMMOCTU ANs onpegeneHnst MUHUManbHOro BpeMeHU pacTBOPEHMs
HaBecok npenonumepos HJ (1), ZP (2) n CKY (3/) 8 10 mn 1 5 mn (co wrtpmxom) 0,2 H. pacTsopa

anatTunaMmmHa B aleToHe

Fig. 4. Calculated relationships for determination of the minimum dissolution time of prepolymers
amples of HJ (1) ZP (2) and SKU (3) in 10 mL and 5 mL (with a stroke) of 0.2 N solution of

diethylamine in acetone

OTKOppEKTUPOBaHHbIE YCIIOBHSI aHa-
JM3a, a IMEHHO yBeJIMYEeHHEe Macchl o0pasia
npenonumepa 10 0,4-0,6 T npyu yMeHbLIEHUH
00béma 0,2 H. pacTBOpa AUITHIIAMHHA B alle-
TOHE JI0 5 MJI TIO3BOJIMJIM BHINTH Ha Tpedye-

MoO€ 3HaueHue a”anuza npenosumepa CKY
(cm. Tabu. 3) 2,97% Ha OCHOBAaHUHU CTAaTHCTH-
4ecKoit 00paboTKH 28 pe3ynbTaToOB TUTPOBA-
Hus (puc. 5).
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Puc. 5. Kpl/IBaﬂ pacnpegeneHuna Faycca Ha OCHOBaHUW CTaTUCTUYECKOMN O6pa6OTKI/I AaHHbIX
onpepeneHna nounaHaTtHOro MHOekKca npenofimmepa Mapku CKY

Fig. 5. Gaussian distribution curve based on statistical processing of isocyanate index data
of prepolymer grade

pacTBOpa JUITHIIAMHHA B alICTOHC U YBCJIN-

BbiBoAb YEHHH MAacChl HABECKH IPErojuMepa IMpH

1. Kiaccuyeckne BapHaHThl aHaJIM3a
HM30LMAHATHBIX TPYIIl B IIPENOIAMEpPax He
AA0OT TOYHOI'O pe3yJjibTara.

2. Onpenenenrie 3HaYEHUs PACTBOPHUMO-

IIPOBEICHUH aHAJIA3a.

3. 3MeHeHus B METOAMKE IO3BOJIMIH
BBINTH Ha cepTU(UIMPOBAHHOE 3HAUYECHUE
[I0KAa3aTelisl, YTO IO3BOJIIET €ro HUCIOJIb30-

BaTh ISl NAJIBHEHIIUX PACUYETOB B CHUHTE3E
MOJIMypeTaHa.

CTH IIPETIoJIMMEpPa MO3BOIMIIO CeNaTh Mpej-
noJjioxkeHne o6 ymenbleHnu oovema 0,2 H.
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