609.LL.L12C NXH

(AR

(19)

POCCUNCKOE AFEHTCTBO
MO NATEHTAM N TOBAPHbLIM 3HAKAM

RU" 2177 609
GY MK G 01 N 5/04, C 01 B 17/12

(13)

C2

(120 OMUCAHUE N3OBPETEHUA K MATEHTY POCCUNCKON

PEAEPALIMU

(21), (22) 3aseka: 2000103597/12, 14.02.2000
(24) [ata Havana pgelictBus nateHta: 14.02.2000

(46) Oata nyonukaumm: 27.12.2001

(56) Ccbink: MEHKOBCKUIA M.A., ABOPCKUM B.T.

TexHonorus cepobl. - M.: Xumua, 1985,
c.282-285. SU 146595 A, 26.03.1962. SU
1450053 A, 28.02.1962. SU 939381 A,
03.07.1982. RU 2056349 C1, 20.03.1996. RU
2076843 C1, 10.04.1997. RU 2107657 C1,
27.03.1998. RU 2142406 C1, 10.12.1999. DE
2247371 B2, 05.07.1979.

(98) Aapec anst nepenmcku:
400057, r.Bonrorpag, lNpombicnosagq, 23, OAO
"Xumnpom”, bPU3, E.B.boray

(71) 3assuTens:
Bonrorpafckoe oTKpbITOe aKLMOHepHoe
obuecTtBo "Xumnpom"

(72) WNaobpetaTtens: KyaHeloB A.A.,
Kynukosa O.A., MNMonos A.H.

(73) MaTeHTOOONanaTenb:
Bonrorpagckoe oTKpbITOE aKLMoHepHoe
obuecTBo "Xumnpom"

(54) CMOCOE OMNPEAEJIEHWA NONUMMEPHOW CEPLI

(37)

N30bpeTeHMe oOTHocKMTCA K obnactu
obecrneyeHnss aHanMTUUYECKOTO  KOHTPOIA
npouecca nosnyyeHust NonMMepHoid cepbl. Cnocot
orpepgeneHnsi NorMMepHoli cepbl, MosydaemMoi
B3aMMofelcTBMEeM pacnnaBa cepbl ¢ GpoMoM
UMK reKkcaxroprnapakcuionoMm ¢ nocrenykoLlen

3aKankomn MONMMeEpPHOIA cepbl, BKNtoYaeT
npeccoBaHWe C MOMyYeHNEM TOHKOW MNeHKK
TonwuHon  0,05-0,1 mMm C nocregyloLmm
3aTBepAeBaHMeM ee B TedeHue 4-5 y,
naMenbyYeHnem K aKcTpakyrein. WMzobpeteHne
Nnos3BoOMseT YCKOPUTb MNPOLECcC OonpeneneHust
cepsbl.

177609 C2

RU



609.LL.L12C NXH

(AR

(19)

RUSSIAN AGENCY
FOR PATENTS AND TRADEMARKS

(12 ABSTRACT OF INVENTION

RU" 2177 609
GHno’ =04 N 5/04, C 01 B 17/12

(13)

C2

(21), (22) Application: 2000103597/12, 14.02.2000
(24) Effective date for property rights: 14.02.2000
(46) Date of publication; 27.12.2001

(98) Mail address:
400057, g.Volgograd, Promyslovaja, 23, OAO
"Khimprom", BRIZ, E.V.Bogach

(71) Applicant:
Volgogradskoe otkrytoe aktsionernoe
obshchestvo "Khimprom"

(72) Inventor: Kuznetsov A A.,
Kulikova O.A., Popov A.N.

(73) Proprietor:
Volgogradskoe otkrytoe aktsionernoe
obshchestvo "Khimprom"

(64) METHOD OF DETERMINING POLYMER SULFUR

(57) Abstract;

FIELD: analytical methods. SUBSTANCE;
method  of determining  polymer  sulfur
prepared by interaction of sulfur melt with
bromine or hexachloro-p-xylene followed by
rapid cooling of polymer sulfur includes

pressing resulting in formation of film with
thickness 0.05-0.1 mm, subsequent hardening
thereof during 4-5 h, crushing, and
extraction. EFFECT: provided accelerated
analytical control. 2 ex

C 2

177609

RU



609.LL.L12C NXH

(AR

N3obpeTeHne oTHocuTcs K obnacTtu
TEXHOMOrMN MOMNYYEHUA BbICOKOMOIMEKY NSAPHBIX
coeAMHEHU, B  4YacTHoCcTM Kk  obnacTtu
ofecneyeHusi aHanMTMUYECKOro  KOHTPOnNs
npouecca MorfyyYeHUsi MOMMMEPHOW  cepbl,
obpasyolleiics cpasdy nocrne 3akanki WU
npegHasHa4YeHHON ANs BYJKAHU3aLMKU KaydyKa B
LUMHHOM " Pe3MHO-TEXHUYECKOM
MPOMBILLIEHHOCTM.

WNaBecTeH cnocob onpeneneHus NonnMMepHoi
cepbl, BKMIOYaloWWii BBeeHWe B pacraB cepbl
6poma unKu rekcaxnoprapakcurona, Harpee ee,
3aKasky, pasmon U 3KCTPaKUMIO LUKINOOKTacepbl
OpraHU4ecKum pacTBopuUTenem (M. A.
MeHkoBckuin, B.T. ABopckuii. TexHonorns cepbl.
M.: Xumunga, 1985, ¢.282-285).

HepoctaTkoM AaHHOrO Metoda ornpeaeneHus
NMoNMMEpPHOI Cepbl ABMNAETCA €ro orpaHWYeHHast
NPYMEHUMOCTb, T. K. B 0BLLeM Buae oxBaTbiBaeT
NUWb noryJyeHWe AaHHbIX, HeoOXoAUMBbIX AnA
OLEHKM TepMOoCTabWUMbBHOCTA NpodyKTa, WM He
COLEpPXUT CBeAeHW, pacKpbIBAIOLLMX METOAWKY
NnpoBedeHUs aHanuaa.

Hanbonee  6nM3kMM MO TEXHWYECKON
CyWHOCTM fiBnseTcsA crnocob onpeaeneHus
NONMMMEepHOIA cepbl, MOMyYEHHOW crnaBneHWem co
cTabunmsaTopom (rekcaxmnoprnapakcuiionomM) Wu
AanbHeilWwen nonumMepusaunen, npu KoTOpPOM
noaroTtoBka NpoBbl K aHanMay 3aknodaeTcs B
pes3koM OXFaXAeHWU TOHKOW CTpyel pacnnaBa
cepbl go 20°C Bomoil WM BblaepXUBaHWEM Ha
Bo3gyxe B TeuveHne 10 cyTok [0 MOMHOMo
3aTBepAeBaHUA nepeq M3MerbyeHueMm Ans
nocnepyoLLein AKCTpaKLuu OpraHU4ecKMm
pactBoputenem (A.c. CCCP N 939381, C 01 B
17/12, 1982).

HepocTtaTkoM AaHHOro Metoda ornpeaeneHus
NMonMMEpPHO Ccepbl ABMAETCA BbICOKas
NPOACIKNTENBHOCTE  MOAFOTOBKKM — Npobbl K
aHanuay, 4YTo fAenaeT ero HernpurogHelM Ans
obecneyveHnss aHanMTMYEeCKOro KOHTPOnNs
npouecca MONy4YeHNs MOMNMMEPHOl cepbl Y
ncKknovaeT ee WCMomnb3oBaH1e B
MeTacTabunbHOM COCTOSHMM B Mpoleccax
BYMKaHU3aLMK.

Mpn cosgaHWM Kn306peTeHNs CcTaBKUach
3ajada CokpaTUTb OBLLYI0 MpPoACMKUTENBHOCTb
aHanuaa NonMMepHo cepbl 3a CUeT CoKpaLleHWs
BpemMeHn 3aTBepAdeBaHWsi npobbl  nepeq
N3MenbYSHUEM.

MocTaBneHHaA 3agaya OOCTUraeTcs TeM, YTO
NMoNMMEPHYIC Cepy Mocrne 3akalku MoaBepraroT
NMPeccoBaHWUKO C TMOMyYeHWeM TOHKOW MieHKu
TonwmHon 0,05 - 0,1 mm. B pesynbtate
NMpeccoBaHWsA  MPOVCXOAUT  opueHTauus
MaKpoMmornekyn, 4Tto  crnocobcTByeT  Gonee
ObicTPOMY 3aTBEepAEBaHNIO M AaeT BO3MOXHOCTb
NpoBoANTb MW3MeNbYeHWe Mepen IKCTPaKUMen
yepes Oonee KOPOTKNIA NPOMEKYTOK BPeMEHW.

MpyvrotoBneHWe MMNeHKM TOMWWHOW MeHee
0,05 MM CINOXHO ] TEXHNYECKM
HelenecoobpasHo, a MNpUMEHeHWe B aHanuse
nneHkn TonwuHon ©Gonee 0,1 MM NpuvBOAMT K
YBENUYEHUIO ero MpOoAoNKMUTENBLHOCTU. [1neHku
TonwmHon 0,05 - 0,1 mm saTBepaeBaloT npu
KOMHaTHON TemnepaType B TeyeHue 4-5 vacos,
YTo fgernaeT  BO3MOXHBIM  MPOBOAMTE  UX
V3MenbYeHNe N HanpaBnATb Ha 3KCTPaKLUIO Mo
MCTEYEHUN 3TOro BpeMeHU.

N30bpeTeHne noAcHseTcs cregyolmMmm
nprMepamu.

Mpumep 1.

Cwmecb 200 r cepbl U 2 1 Gpoma HarpepatoT
npn 220-240°C B TeueHue AByx 4acos. locne
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3TOr0  COAEPXWMOe  peakTopa  AaBreHWeM
WHepTHoro rasa neperpyxalotr B 2000 r
3HepruyHo nepemeLLMBaEMON 3aKano4vHon
cpefbl, nNpeacTaBnawowuini  cobo  0,5%-HbIl
BOAHbIA PacTBOP MOMMBUMHWIIOBOrO CNMpTa Mpu
Temnepatype 2-6°C. 3akanky npoBogaT B
TedeHne 1 vaca. 3aTeM MonyyYeHHble rpPaHynbl
otgensoT dunbTpaumen. 3 © 3TUX rpaHyn
npeccyloT B TOHKME 3nacTWuHble  MIeHKK
TonwmHon 0,05 mm, KoTopble 3aTBepaeBaloT
yepes 4 vaca. [lanee nocne pasmona Yactuubl
pasvmepom pgo 0,074 MM aHanuaupyloT Ha
coaepaHne nornrMmepHoi cepbl. [na storo 2,5 -
3,0 r nonyyeHHoro ofpasuya B3BeLUMBAOT C
ToyHocTeto go 0,0002 r u nomelwaoT BO
B3BELUEHHbIR ¢ TAKOW e TOUHOCTBIO PUNbLTPaLnii
TUrernb U BOPOHKY.

B Tpexropnyto konby BmecTtMMocTeio 500 mn
sanueatoT 250-300 mn Tonyona U HarpeBaloT B
TepMocTaTupytowemM ycTpoictee go 80 + 1°C,
HarpeTbli Tonyon nogaeTtca B hUNbTPYIOWMA
TUrene WA BOPOHKY, COedMHEHHble C Konboin
BynseHa. lpn MNOCTOAHHOM MepemMeLuMBaHWN
OCYLLeCTBNASTCA 3KCTPaKuus (LuKnookTacepb!)
TONyOrIoM. CkopocTb nogauu Toryona
ycTaHaBnvMBaeTcA Takum obpasom, 4YTobbl
3KCTPaKumsa npogonmxanack 15 muHyT. [locne
3TOro TUrenb UMM BOPOHKY C OCagKoM cyluaTt B
cyumrnsHom LWwiKady npu TemnepaType 60 + 5°C
[0 MOCTOSIHHOTO Beca, OXNaxdaloT B aKCUKaTope
u B3selBaloT. Maccosyto fono nonvmMepHoi
cepbl (X), B NpoLeHTax BblMGHAT No dopmyne

A H B
——— + 100,

roe A - macca TArens WM BOPOHKW C
0OCafKOM Moche BbICYLUIMBaHWS, T;

B - Macca nycToro TUrens unn BOPOHKH, T;

m - Macca HaBeckv obpasua, T.

3a pesynbTaT onpeperneHus MpUHUMAaloT
cpepHee apudmeTNUecKoe ABYX MaparnnenbHbIX
n3MepeHni.

3a pesynbTaT aHanusa NpUHUMAlOT cpefHee
apudpmeTuveckoe ABYX napannernbHbIX
ornpeperneHnii,  AonyckaemMoe  pacxoxaeHue
MeXIy KOTOpbIMU He OOMKHO npesbiwars 0,5%.

Mpumep 2.

B pacnnae 200 r cepbl npu TemnepaType
140-150°C BBOAAT 3 I rekcaxnoprapakcunona u
HarpesaloT peakyMoHHyto Maccy go 220 - 240°C
B TeyeHuWe AByx 4Yacos. [locrne sToro npoBogsT
3aKarnky v BbigerieHue B ycrnoBusix npuvepa 1.
MonyueHHble rpaHynbl MpeccyloT B TOHKUE
nneHku TonwwmHon 0,1 MM, saTBepgeBaroLlme Ha
BO3yXe Yepes 5 yacos.

OdanbHelwnn  aHanM3 Ha  cogepXaHue
MoNMMEpHOA cepbl MPOBOAAT, KaK OMUCaHo B
npumepe 1.

Takum oBpasoM, npepnaraemblii  crnocob
onpeaeneHns NonUMepHoi cepbl Gonee vem B 45
pas YyMeHblUaeT BpeMs 3aTBepAeBaHUs
o6pasLoB.

<Dopmyr|a VI306peTeHI/IFI:

Cnocob onpegeneHWs MOSMMEPHON cepbl,
nosly4aemoli BsanMOOeACTBMEM pacnnaBa cepbl
c OpoMOM WNM rekcaxnoprnapakcunornoMm c
nocrnegytoLleri 3aKkafnikon nonMMepHol cepbl,
BKMIOYalOLLE WU3MeNbYeHne WU IKCTPaKLUUIO
LMKIOOKTacepbl OpraHU4eckUM pacTBOPUTENEM,
OTNUYAOLLMIACH TEM, YTO MONUMEPHYIO Ccepy
nocrne 3sakanku noaBepraloT MNPecCoBaHWUlo ¢
nony4veHMem TOHKOW nrieHkn TonwmHor 0,05-0,1
MM C rocneaylowumM 3saTBepaeBaHMeM ee B
TedveHre 4-5 u.
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