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Stereoregular butadiene synthetic rubbers.
Method for determination of microstructure

TocraHosneHnem FocypapcTseHHOro KOMMTeTa craHfapros Cosera Munuctpos CCCP
or 16 uions 1974 r. Ne 1689 cpok pelicTeua ycTaHOBNeH
c 01.01.75

Ao 01.01.90

Hecobniogenne crangapra npecfieAyercs no 3aKOHy

Hacrosimu#t cranzaprt pacnpoctpaHseTcsa Ha OyTagHEHOBbIE cTepeo-
peryJsipHbie CHHTETHUECKHE KayuyKH H YCTaHaB/JIHBAaeT MeETOJ OIpe-
JeJIeHHST UX MHKPOCTPYKTYDHI.

CynHOCTh MeTOAa 3aK/JI0UaeTcsi B ONpefejeHHU CONEPHKAHHST KOM-
MOHEHTOB MHKPOCTPYKTYPH NOJHMEDHBIX ILiened Kayuyka Cc TNOMOIIbIO
HH(ppaKPaCHOH CIIEKTPOCKONHH.

1. ANMAPATYPA, MATEPMANIbI U PEAKTHBBI

1.1. Jns onpeaeneHuss MUKPOCTPYKTYPH NPHMEHSIOT:

cnekTpodoToMeTp HH(PAKPACHBIH ABYXJYuYeBoOii;

KIOBETHl ¢ 6POMHCTHIM KaJIHEM HJIH XJOPHCTHIM HAaTpPHEM;

WINPHI MEAHUHHCKHE THNA «PeKopa», BMECTHMOCTbIO 2—5 cm? (6es
PE3HHOBBIX YIJIOTHHTEJEH);

BODOHKY KOHHYecKylo AHaMerpoM 50—>55 MM, Ha y3Kylo 4acTb KO-
TOPOH 3aKpemasoT wWenkoByio ceTky Ne 32—35 mo 'OCT 4403—77;

annapar AJsi BCTPSIXHBAHHSI XKHAKOCTEN;

TEpMOCTAT BAKYYMHBIH;

6ensoa no T'OCT 5955—75;

cepoyr.aepox (u.a.a.) no 'OCT 19213—73 neperHanunifi U ocy-
IIEHHBIH HaJ MeAbl0 CePHOKHCJION;

JOMyCKaeTcss AJs1 KaydyKOB ¢ BBICOKHM cojepxKaHueM yuc-1,4-
sBenbeB (Boie 86%) BMeCTO cepoyriepofia MPHMEHSTh YeThPexxJao-
pucteiii yraepog nmo I'OCT 20288—74; B stom ciyyae coiepxkaHue

HMspnanne opuumanbHOe l'lcpeneuarna BocnpeuyeHa

* Mepeusdanue (Oexabpy 1988 2 ) ¢ Hamenenusmu N 1
yreepacdennvinu 8 Oekabpe 1979 e, uone 1984 2. (HYC 2——80 9—84)
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yuc-1,4-3BenbeB onpenensiercss no pasHoct; 100 — cymma coaep-
xkaHus 1,2-u Tpanc-1,4-3BeHbeB;

COHPT 3THJOBbIH peKTHOHKOBaHHBIE TexHuueckuit no T'OCT
18300—87;

HHUKJIOTeKCaH.

(HU3amenennas pepakuus, Ham. Ne 1, 2).

2. NOATOTOBKA K MCIMbITAHUIO

21. Ounctka o6Gpasnos

OxoJio 1 r MeJKOHape3aHHOro Kayyyka, B3siTOTO OT CpejfHeil nmpo-
6bl, MOMEIAT B KOHHUYECKYl0 K06y BMectuMocTbio 100 cm3 u pacrt-
BOPSIOT B TeyeHHe 22—24 y B 50 cM? GeH3osa; Mjsi Gojee ObLICTPOro
pacTBopenHsl Kayuyka (4—5 u) ucmoab3yloT anmapart s BCTPSIXH-
BaHuUs.

PactBop ¢ujbTpyIOT NpH MOMOIIH BOPOHKH, CHAGXKEHHON LIeaKO-
BOl ceTKoH. I/ yaajeHHsi U3 KayyyKa aHTHOKCHAAHTOB, OCTaTKOB
KaTaJu3aTopa, MaceJ H APYrHX NPHMecell ero nepeocaxAaloT.

[TepeocaxjeHHe OCYyLIECTBJSAIOT CJAeAyIOIUM 06pa3oM: B CTakKaH
BMecTHMOCTbIO 250 cm3 HaauBalotr 120—150 cM3® 3THIOBOrO cnupra H
[06aBASIIOT HeOOJbLWIHMH TOPIHSMH OTQHIbTPOBAHHBIA pacTBOp Kay-
YyyKa NPH NOCTOSIHHOM MNepeMeIlHBAHWH CTEK/JSHHOH NaJo4yKoH — Npu
3TOM Oca)JaderTcsl YHCTHH Kayuyk. CHHPT CIHBAIOT, KayuyK B CTakaHe
npombiBaloT 50 cM?® cnupra, MeJKO HapesaloT, NOMEeNIaloT Ha YacoBoe
CTeKJ/IO U CyliaT B BaKyyMHOM Tepmoctare npH 60°C B teueHune 2—3 u.

22 IlpuroTtoBJjeHHe pacTBOpPoOB 00pas3ioB

IMpurotaBiuBaioT no 20 cM3 pacTBOPOB HCOBITYEMbIX H KOHTPOJIb-
HBIX KayuyyKoB B cepoyrsepoie: yuc-1,4-nmosyOyTaiHeHOBbIH Kayyyk
29%-Ho#t (mo Mmacce) KoHUeHTpauuu, Tpaxnc-1,4- u 1,2-nonubyranue-
Hbl — 0,7 % -HOM KOHUEHTpALHH.

JJs1 3TOro paccyMTaHHble KOJHYECTBA MEJKOHAPe3aHHOro nepe-
0CaXKJI€HHOTO KayuykKa MOMeLIaloT B K016y H pacTBopsioT B 20 cm® ce-
poyriepoaa. IIpu HemoJHOM pacTBOPEHHH KayyyKa NpH pacyere KOH-
IleHTpallK CJAeAyeT yuyecTb nmompaBky (K) Ha pacTBOPHMOCTb Kaydy-
Ka

X
K=—1%">
rge X — pacTBOPHMOCTb  Kaydyyka, onpefeneHHas no T'OCT

19920.3—74.
23. Boi6op KOHTpPOJbHB X BeUECTB
B kayecTBe KOHTPOJIbHBIX BELIECTB HCNOJB3YIOT IMOJHMEpEHI, MO-
crpoenne u3 1,2-; rpanc-1,4-u  yuc-1,4-3BeHbeB, HAUpuUMep: TPAHC-
nonubytaguen co 100%-HbiM comepxaHueM Tpanc-1,4-3BeHbeB; KayuyK
CKB, cocrosiuuii u3 85%-1,2-3BenbeB u 15% Tpanc-1,4-3BeHbeB; Kay-
yyk CKI, comepxamuit 90—97% yuc-1,4-3penbeB. B kauectBe KOHT-



rocrt 19920.2—74 C. 3

POJIbHBIX BElIeCTB MOXHO HCHOJb30BaTh HAaGop HH3KOMOJIEKYJISIPpHHIX
MOIEJbHLIX COEAMHEHMI; HampuMmep: TekceH-1, neues-1, 7Tpauc-2-
renTeH, TPAHC-2-[eleH, Yuc-4-0KTeH.

3. NPOBEAEHUE UCMbITAHKUSA

3.1. TlosiyueHHBIM pacTBOPOM 3aMOJIHAKOT IUNPHUEM KIOBETy H IHO-
MellaoT ee B H3MepHTeNbHbIH KaHaJ cnekTpoMerpa. B myuok cpaBHe-
HHsI TIOMeulaloT KIOBETY TOH 2Ke TOJILIMHBI, 3aMOJHEHHYIO CepOyrJepo-
JgoM. TosuHy KroBet noa6upalT Tax, 4To0bl JAOCTHTHYTh ONTHMaJb-
Horo mponyckauus 30—70% aHasHTHYIECKHX MOJIOC.

Ha npu6ope tana MKC-22 3anuchBaeTcs cmekKTp HCObITyeMoro o6-
pasua B o6a1acth 650—1050 cM~! (He MeHee Tpex pas).

U3 cneKTpoB OmpeaesslOT ONTHYECKHE IIOTHOCTH B MAaKCHMyMe
Tpex moJoc norjouiexus: 740—720, 910 u 967 cM~!, xapakrepuayio-
uiue Hajguude B obpasue yuc-1,4; 1,2- u rpanc-1,4-3BeHbeB COOTBETCT-
BEHHO.

[Ipn Hcnmosnb30BaHMK NOJOCH forJjolieHus B o6aactu 740—720 cm!
Al onpefeneHuss yuc-1,4-KOMIIEKTa B KayuyKe HYXKHO YYHTHIBAaTh
caenymwouiee: B obpasiiax ¢ BBICOKHM cojep:KaHHeM yuc-1,4-3BeHbeB
95%) makcuMyMm moJochkl pacnojoxeH npn V=740 cm~!. C nouuxe-
HueM B ob6pasue cojepxahua yuc-1,4-3seHbeB g0 5% mnosoxeHne Mak-
cuMyMa cMmemlaercs g0 724 cm—l,

OnTtuyecKHe IJIOTHOCTH TOJIOC MOIVIOUIEHHST OTCUHTBIBaloT OT 6a-
3UCHBIX JHUHUM, NPOBeJeHHbIX Yepe3 TOYKH MHHHMyMa MOTJIOLLEeHHs mo-
Jgoc. Ilpu HeGoabuioM coxep:kaHuH Tparc-1,4-3BenbeB ¢GoB NPOBOASAT
[i0 MeTOAY MOAH(HIUPOBAHHOH (OCHOBHOH) JIHHHH: uepe3 CNeKTD Npo-
BOJAAT JBe KacaTe/bHble: K PaccCMaTPUBAEMOMY YYacTKy cCHEKTpa H
yepe3 MaKCHMyM MPOMyCKaHUsi ¢ 00eHX CTOPOH H3MepeHHOH MOJIOCH.
B pesyibrate nosayyaioT BeJHYHHB mNordoileHuss D; u Dy, HaxoaAt
cpennee 3Hauenue D,

4. OBPAEOTKA PE3YJIbTATOB

4.1. Conepxanne 1,2-; tpauc-1,4-u yuc-1,4-3seuveB (Xi,2—X1,4-
Tpauc U Xy,4-4uc) B NPOLUEHTAX BHIUHCAAIOT NO GopMyaam:
Dgio- 100
Xyp= s-m-C- Koo
Dogz- 100
S-C-‘r]-sz ’
D740-100
rie D — onrtuueckas WJIOTHOCTb AJsi mojoc mnoraoiueHus 910; 967
H 740 cm7Y;
§ — TOJILIHHA KIOBETbLI, CM;

X1, 4-TPAHC =

Xy, 4yuc=
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C — KOHUEHTpaluus pacTBopa, MoJb/aM?;
1 — HenpeleNbHOCTh, YCAOBHO NpuHATas Aas kayuyka CKII,
BbIYCKaeMOro B MPOMBKIIIJIEHHOM Maciura6e, pasHoi 1;
K, — xo3¢¢duuuent morjomenns mnoJoc 910, 967 u 740 cm~i,
IM3/MOJIb - CM.
4.2. lns onpenenenuss Xxosdduiuento mnorJowenus (K ) mpo-
BOJSIT aHAJNOTHYHBIE UCTILITAHUS JJIsi KOHTPOJbHbIX BEllecTB.
Koa¢dduuuent noryomenns (K ) B AM3/MOJb-CM BBIYHCJAIOT MO
tdopmyae
D, -100

KV = S'C'H‘Xxou'rp ’

rae Xgonrp — cofepxanue 1,2-rpanc-1,4 unu yuc-1,4-3BeHbeB B KOHT-
poasHOM BeuiecTBe, %.

Jlonyckaemoe pacxoxjieHHe MexAy MABYMs NapajjebHBIMHU On-
peleNeHHsIMH He JIOJIXKHO npeBeiiath 2 abe. Y.

YyscrBHTENbHOCT MeToAa 2 abe. Y.

Honyckaetcst npu BeiBoae koddduunertoB noraoumerns (K ) ans
Tparc-1,4-3BeHbeB H 1,2-3BeHbeB HCNOJIb30BaTh B KaueCTBE PacTBODH-
TeJsl YeTHIPEXXJOPHCTHIH yriepok, a fjs yuc-1,4-3BeHpeB — LHUKJOreK-
caH.
(HW3meHenHas pepakuus, Usm. Ne 2).



Ipynna JI69

Hamenenne N 3 TOCT 19920.2—74 Kayuyku cHHTETHUeCKHe crepeoperyasphuie 6y-
raaueHosbie. Meron onpeneNeHH MHKPOCTPYKTYDPB
¥YrBepXKneHo u BBeseHo B AeiicrBue ITocranoBaemneM  Toccranpapra  Pocchn oT

16.09.92 N 1194
Jara sBeaenns 01.01.93

Ilon HamMmeHoBaHHEeM cTargapTa npocTaBuTh Koa: OKCTY 2209.
Iynkr 2.1. TlepBufi a63aun. 3aMeHHTb CJOBa: «B3ATOrO0 OT CPexHed MpoGu» Ha
«B3ATOr0 OT 00beNHHEHHOA NpPOGH, mpurotobjeHHoR no n. 4.3 F'OCT 27109—86»,

(UYC Ne 12 1992 1)
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