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PaccmarpuBaeTca BO3MOXHOCTE NMPHMEHEHHWS METOAa HH3KOYACTOTHOTO KOHAYKTOMETPHYECKOTO THTPOBAHHS
JUIAL KOHTPOJIS CONepxKaHHs AMITUIrHAPOKCHIAMHHA B PAacTBOpax Ha BCeX 3Tanax Mpolecca OYMCTKH TEXHHWYECKOi
BOJB! TIPOM3BOACTBA 3MYJILCHOHHBIX OyTaHeH-CTHPONBHBIX KaydykoB copbuuoHHeiM cnocobom. [lpueogsTcs
METOIMKH aHANTH3a MPOJYKTa B BO/JHLIX PacTBOpax M B pacTBOpe, obpasyiomemMcs NpH pereHepauui copdeHTa cepHo
kucnoroi. IlpeanararoTcs BapMaHTBl KOHTPONA 33 CTAIHAMH OYMCTKM TEXHMuecKoi Boabl M aecopOumu
OUITHITHAPOKCHNaMHHa W3 (a3l HOHOOGMEHHHKA.
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BBEJEHHUE

[Ipn BHEApEHHH B TNPOM3BOACTBO KaKOro-mHOO TEXHONOrHYECKOTO Mpolecca BawHEHIIMM YCNOBHEM €ro YCHELIHOTo
(PYHKUMOHHPOBAHHA ABIAETCA HAIWHYHE JOCTOBEPHOrO AHATHTHYECKOTO KOHTPONA HA BCEX CTAaAMAX npouecca. IlpuMepom Takoil
TEXHONOTHH MOXKET CIYKHTBb CMOoco6 OYHCTKH TEXHHYECKO! BOMIBI, OCHOBAHHbIN Ha nNpuMeHeHWM KaTHOHooOMenHuka KY-2-8 nns
copbuun amwdtuaruapoxkcunamuna (JI3I'A) u3 ounwaemsix ctokos (1, 2]. [aHsbtii TexHUveckuil BOAHLINA NMOTOK o0pasyeTcsa NpH
Jera’auMy JIaTeKca NPOM3BOJCTBA KayuyKOB 3MYJILCHOHHOH MOSHMEPH3aUMKM M COAEpPKMT B cBoem coctae jgo 0,1 % J3DTA.
IMocnennw#, kak W3BecTHO [3], wHcmonp3yeTcd B KavecTBe WHTHOMTOpa paJMKanbHON MOJIMMEPH3ALUMM M CIYKHT OCHOBHEIM
MpPeNnsTCTBHEM /1A MOBTOPHOIO MCIIONL30BAHUS BOAL! B TEXHOIOrHYECKOM MPOLIECCE MOMYYeHHUS IMYJIbCHOHHBIX Kay4yKOB.

YKa3aHHbli COPOLMOHHBIN METOJA MO3BOJAET MONHOCTEIO YOANATh AHITHIATMOPOKCHNIAMHH W3 TEXHHYECKOH BObl, 4TO
NPEelOCTAB/IAET BO3MOMKHOCTE €€ [AanbHeiilllero MCMNONbLIOBAHMA B TeXHOMOrH4eckoMm mpouecce. [Ipw 3TOM B pe3ynbTare
OJHOKpaTHO# pereHepaunu copBeHTa pacTBOPOM CEPHOH KHCIOTHI C Mocneaywouled HedTpalu3auueil MOMYYEHHOro pereHepara
obpasyetrca pabounii pacTeopa uHrHGuTOpa [2].

OcHoBHO# 3anauel Hacrtosued paGotel Obina paspaboTka yHHBepcankHOro crocoGa, TO3BONAIOLIET0 OCYLIECTBIATH
HOCTOBEPHBIH aHATHTHYECKHIT KOHTPONb YKA3aHHOTO TEXHOMOTHYECKOTO IpoLecca.

TEOPETHYECKAS YACTDb

AaHanu3 pacTBOPOB, YHacTBYIOLIMX B JaHHOM MpoLecce, HE0OX0IHMO OCYLIECTBISATE MHHHMYM Ha Tpex CTafusx:
- PACTBOp TEXHHYECKOH BOIEI HA BXO/1€ B HOHOOOMEHHYIO KOJIOHHY;

- ouHeHHsIi ot [I2I'A pacTBOp Ha BBIXO/IE H3 KOJIOHHB;
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- pacTBOp pereHepaTa nocne npoBeacHHA rmpouecca IICCOPGHHH.

B ycnosuax npopeneHns 1a60paTopHOro LUK HCCAEAOBAHMH A PELUEHNA ITOM 32034 MOKHO HCTIONB30BATE METOI ra30-
KHAKOCTHOH Xxpomarorpaduu [3, 4], KOTOpBIA, OJHAKO, NpPH BCEX CBOMX NOCTOMHCTBAX ([AMANA30H H3MEPAEMBIX KOHLEHTPALMHA
J3I'A B BoAHBIX pacTBOpax AaHHBIM MetoaoM coctasnseT 0,001 + 0,10 % [4]) umMeeT oAMH CYINECTBEHHBIA HEIOCTATOK C TOYKH
3pPEHHA €ro MPHMEHEHWA B Ka4eCTBE KOHTPOIHPYIOLIErO B MPOMIBOACTBEHHOM NMPOLIECCE: HEAOCTATOYHYIO IKCMPECCHOCTE aHaIH3a.
C yuerom sToro ¢aktopa B AaHHOH paboTe ANA OCYILECTBICHHA KOHTPOJA Mpoulecca cOpOLHOHHON OYMCTKH TEXHHYECKOH BOIbI
NpearaeTcs MCMO/B3IOBATh METOA HM3KOYACTOTHOTO KOHAYKTOMETPHYECKOTO @HANHM3a, Yke anpoGUpOBaHHLIA /A ONpeaeneHus
JABT'A B BOOHBIX pacTBOpax H KOPPENHWPYIOUIWH MO BHIAABAEMBIM Pe3yNbTaTaM ¢ XpomaTorpapuueckum metonom [4]. TTomumo
3TOrO, JaHHbIA METOA AB/IAETCs OLICTPLIM, TOUHLIM U NPOCTLIM B aNnapaTypHOM HCMOTHEHHH.

Konnykromerpudeckoe TurpoBanve [IDI'A npencraensier cofoii BapuaHT THTpoBaHHMsA caboro OCHOBAHHMA CHIIBHOM
kucoToil. ITpH 3TOM nocnie TOYKH SKBHBANEHTHOCTH MPOUCXOIHUT Pe3KOe BO3PAcTaHHE 3NEKTPONPOBOJHOCTH PaCTBOPA, BI3BAHHOE
n30BITKOM BONOPOAHBIX HOHOB [5, 6]. Pacyer macchl TuTpyemoro Betecta X (r) B pacTBOpe MpOW3BOAKTCA NO YpaBHeHHIo 5, 6]:

o NB‘?AVB
471000

' ” 3
rae N — HOPMAIBHOCTE THTpaHTa; Vg — 06bem THTpaHTa, MOLeNnii HA TUTPOBAHKE, CM ; D4 — FPAMM-3KBHBAJIEHT OMPEAETAEMOrO
BeLUECTBA.

1

METOAWKA S5KCIIEPUMEHTA

Ananmz JIDTA B pacTBopax npoBOOMAM C HcronbioBaHuem npubopa InoLab Multi-740, Bxmouatowero B ceba
HH3KOYaCTOTHbIH KoHayktoMeTp M pH-merp, mo meroauke, onucanHoit B [4]. Tlpn onpeneneHHH KOHUEHTpaUHW MPOJAYKTa B
TEeXHHUYECKON BOZIE Mepell M Moc/e OMHCTKH ANMMKBOTA aHaIM3HPYeMOoro pacteopa pazfaensercs AUCTHILIMPOBAHHOH BOJOH B MepHOH
konbe no 100 cm’. TlonyueHHblii pacTBOp NMepeHOCHTCH B XMMHueckuil crakan 250 cM’ ¢ MArHATHOW Memanxkol THTpYeTcH
PacTBOPOM COJIAHOM KHC/OThlI C MOWIaroBod ¢uxcauuell W3MeHeHHs 3HAYeHMA YIelbHON 3MeKTPONpPOBOJHOCTH pacTBOpa ® Mocine
nobarfieHua KaXKa0H NOpLUMH TUTPaHTa.

Jlns Gosnee TOMHOrO OHpeseneHUs TOUKH BKBUBAJIGHTHOCTH CTPOMTCS rpaduk 3asucumocty @ ot V(HCI). XapakrepHsiii sua
HONYYEHHBIX KPHBBIX THTPOBAHHS TIpHBoAMTCA Ha puc. | (kpuB. | u 2). B Hawane THTPOBAHMA [0 TOYKHM IKBHUBAIIEHTHOCTH
3EKTPONPOBOJHOCTE PACTBOpA JIMHEHHO yBenuaupaercs W W30biTok HCI BRI3BIBAaET CHNBHOE MOBBILIEHHE 3/1EKTPONPOBOAHOCTH
pacTeopa. BOIH3H TOYKH IKBMB@ICHTHOCTH KPHMBAasd TUTPOBAHMA Cllerka 3akpyriieHa BelencTBMe Ooliee BHICOKOM TMOMBHMKHOCTH
BOJAOPOAHLIX HOHOB B CPaBHeHWM ¢ THapokcHn-uoHamun [6]. Ilpn onpeaeneHHH TOYKH 3KBHBAIEGHTHOCTH HCIOJNB3YIOTCH
NpAMONMHENHBIE YYaCTKM HA BETBAX KOHIYKTOMETpHYecKo# KpuBoil. [lamee, onpeaenus 3KBHBANECHTHOE KOIMYECTBO CONAHOR
KHCJIOThI, MOLIE/IlLiee HA THTPOBAHHKE, N0 (JopMyne paccunTeiBaeTca koHueHTpauua [IDA B pacTrope.
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Puc. 1. KpuBsie kouaykTomMeTpuyeckoro THTpoBanus JIDTA pacteopamu conaHoit kucenotel 0,01 (2 - mo scnoMorarensHoit wWKane) U
0.05 1 (1, 3) npu koHuentpauus JIDI'A, %: 1 - 0,0468; 2 - 0,0016; 3 - 0,7350 (pacTBop perexepara)
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AHaTH3 NpolyKTa B pacTBOpE pereHepara MpPOBOAHIM MO cleayrolleii meroauke. B mephoit xonbe 100 cM’ anuksora
aHanMInpyeMoro pacrsopa ofbemom 2,0 oM’ pazGaBnseTcs AMCTUANKPOBAHHOH BOMON 10 0GBEMa, HEOGXOAUMONO LT TIPOBEACHHA
anammia, [lomyueHHsIi pacTBOp TNEPEHOCHMTCS B XHMWYECKHWA cTakaH Ha 250 cM’ C MarHuTHOM Melankod M Ha
KOHIYKTOMETpHYecKoit Auedike M3 Owoperku Hefitpanuzyerca 0,5 H pacTBOpOM THMApOKCMIA Kamus, npu 3ToM no pH-merpy
KOHTponupyeTcs u3MeHeHnue zHadeHud pH pacrsopa. Tlocne momyvenus cnabomencyHoON peakuuy HERTPATH3OBAHHOTO pacTBOpa
perexepara, nony4eHHsiit pacteop Tutpyerca 0,05 H pacTBOpoM cONAHOIN KHMCIOTHI MO METO/MKe, YKazaHHOH panee [4]. Ha puc. 1
MPHBOJHTCH BHI KPHBOH KOHIYKTOMETPHUYECKOrO THTPOBaHHA pacTBopa pereHepara (kpue. 3). Ilpu TuTpoBaHmu Takoro oGpasua
CHavaa MpPOMCXOJUT TajeHHe D3eKTPONPOBOAHOCTH, CBAZaHHOE C HelTpamu3aunell wW30bITKa ruapokcuna kanusa. Touke
IKBMBANIEHTHOCTH COOTBETCTBYET BBIXOJ KPHBOH Ha MHHMUMYM. BhlMMCreHHe KOJIMYECTBA KHMCMAOTHL, MOLIEALIEH HA THTPOBAHHE
HHrHOUTOpA, OCYLIECTBIAETCA C MEPBOH TOUKH, OTKIOHAOLICHCA OT IMHEHHOI KacaTensHOM.

PE3VYJIBTATHI U UHX OBCYXJEHHUE

Onpenenexne coiepskaHMA OHUITHNTMAPOKCHIAMHHA B TeXHMYeckoi Boje, MOCTyNalowleidl HAa OYHCTKY B HOHOOOMEHHYIO
KOJIOHHY, HE TPEACTABIAN0 ocoORIX 3aTpyAHEeHHH, TaKk Kak M3 TNPOBEACHHLIX paHee WCCNeNORaHMil ObUIO WM3BECTHO, 4YTO pasbpoc
KOHUEHTpauuii npoiykra B Heli nexur B npepenax 0,01 + 0,06 %. KounaykroMmerpuueckoe THTpoBaHMe Takoro obpasua
OCYIIECTBIAETCH C UCMONB3OBaHHEM B KadecTBe THTpaHTa 0,05 H pacTBOpa conaHoi kucnoTsl (kpue. | Ha puc. 1).

Bropas 3amava, 3aKMIOYAIOLIAACA B KOHTPOJE CONEPKAHHA MPOJAYKTA B OUMILEHHOH BOJe, npeincrasnsanace Gonee CaokHOM,
TaK Kak Heo6Xoaumo ObLTO HOBECTH MUHHMANLHO OnpeaendeMyio koHuerRTpaunto JIDT'A B BoaHom pactBope ao 0,001 % (npenen
obGHapyxeHua raso-xpoMarorpaduueckum Metonom [4]). TpyarocTe cocTodna B TOM, YTO MpH CHUXKEHWH KOHLIEHTPALMH THTPaHTa
BO3PAcTAET BEPOATHOCTh YMEHBIUEHMA BEJIMYMHBI AHATHTHYECKOrO CHrHANa (B paccMaTpHBAEMOM Clydae - W3MEHEHHE yIeNbHOH
3/IEKTPONPOBOJHOCTH), BHIPAXAIOIIAACA B CrIAOKHBAHWH nepernba KpHBOH KOHOyKTOMeTpHYeckoro TurTpoeaHms. OfiHako, Kak
NOoKasali NpoBe/leHHBle HccrenoBanus, Hcnonbiopanue turpanta HCl 0,01 v u paxe 0,005 H nosponser onpegenats [IOTA B
BOZIHOM pacTBOpe B HEOOXOZMMOM Anana3oHe KOHUEHTpauui (kpus. 2 Ha puc. 1).

Pewenne TpeTsed 3anaun, CBA3AHHON C aHATM30M NPOJYKTA B PACTBOPE PEreHEPATa, TAKHKE He BBIIBAIO 3aTPYAHEHHI, TaK Kak
koHueHTpauusa JIOT'A B Hem nocratoqHo Beicoka (~1,0 %). Takum obpazoM, npoBeaeHHE IKCIEPUMEHTOB B AaHHOM cliyyae ObL10
CBA3AHO C BBHIOOPOM ONTHMA&IBHBIX MAPaMETPOB OCYLUECTBIEHWA KOHAYKTOMETPHYECKOrO aHanH3a: Moadop alHKBOTHI
aHanunaupyemoro pacteopa (2,0 cM’) u KoHueHTpauuu Tutpanrta (0,05 1 HCl). Tunuusas KpPHBaA TUTPOBaHHA, MOIy4arollaics
nocne HeHTpanu3alUun N0 METOAMKE, YKa3aHHOM BBILIE, PACTBOPA pPereHepaTa NpHBOAKTCA Ha puc. | (KpHB. 3).

C nomomplo npeanaraeMoil B JaHHOH paboTe METOOHKH [IOMOJHMTENRHO OBILNO MPOBENEHO HCCNEHOBAHME KHHETHKH
necopbuun JIBT'A, copbuposanHoro Ha moHoobMenHuke KVY-2-8, pacrBopoM cepHolt kucnorsl ¢ xoHuenrpauueit 2,87 %. Ilpu
NPONYCKAHHK pacTBopa jecopOeHTa yepe3 KONOHHY OoTOMpAnnCh NOPUMOHHEIE MPoGhl, aHANH3MPOBABLIKECA JANee Ha CONepKaHHe
nponykra. [TonyyeHHad 3aBUCHMOCTD MpeCTaBlieHa Ha puc, 2 (KpHB. 1) U mpeacrasnser coboit KIACCHYECKYIO KPHBYIO NecOopOLIHH.
OnHOBpPEMEHHO MpH TPOBEACHHM AAHHOTO JKCIEPHMEHTAa OCYLUECTEMANOCE M3IMEPEeHHE YAENBHOH 3MEeKTPONMPOBOJHOCTH KaKAOM
orGupaemoit mpobsi. [lomyyeHHad 3aBUCHMOCTB NpeACTaBieHa Ha puc. 2 (KpuB. 2) U MokeT OBITh NPEI0KEHa B KAYECTEE KOHTPONA
3a HPOHECCGM I[ECOPG]J,HH NpH NpoBEACHHH pPEreHEpallH HOHOOOMEHHLIX KOJIOHH B TEXHOJOTHYECKOM npouecce.
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Puc. 2. Kuneruka gecopbuun JIDTA (2,87 %) u3 marpuus! wonura KY-2-8 pacrsopom H,;SO4: | — n3meneHne KOHUEHTpaLMn

npoaykra B mnpobax mnpu pereHepauumH; 2 — H3MEHeHHe YAeNbHOIl 3MeKTPONpOBOAHOCTH npob npH peredepauuyu (no
BCMOMOTATENBHOM [Kane).
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[Tockonsky B Xone paboT pelnnack 3anaya no BOIMOXKHOM aBTOMATH3ALMKH KOHTPONA 3a pereHepauueil HoHoOOMeHHUKA, C
LE/BK OMpefeNeHUs BOIMOKHOCTH HAXOKICHHA AHATOTHMYHON TOYKM KOHTPOA NpOILlecca OYMUCTKH TEXHHYECKOH BOjbI, Obina
MpoBefeHa CepHA 3KCTIEPUMERTOB, 0600ILEHHBIE pPe3yNbTaThl KOTOPOM npeacraeneds! Ha puc. 3. IIpH OCYIIECTENEHHH HACHILEHHSA
KaTHOHOOOMEHHHKA MpPOJYKTOM MPH MpOMYCKAHHH 4epe3 HOHOOOMEHHYI0 KoNoHKYy pactsopa J3T'A otGupanuce npo6si,
aHANM3HPOBABLIMECHA HA COEPXKAHME ONpe/eNiseMOro BELIECTBA C OIHOBpeMeHHO# dukcauneii snavenns pH pacteopa. Tak xak npy
HOHHOM oOMeHe pacTBOpa ¢ katHoHuTOM B H™-(opMe NpoMcxXofnT nofkucieHHe BOMIE! Ha BBIXOJE W3 HOHOOGMEHHOMN KONOHHLI, TO,
KaK BHIHO W3 MPEJCTABJICHHBIX HA PUC, 3 JaHHBIX, H3MEHeHHe 3HauyeHHa pH B HeliTpaneHyo o6nacTs COOTBETCTBYET MOABIEHHIO B
ouHitieHHoM pacteope JIBI'A, To ecTh HachINIEHHIO HOHOOOMeHHMKa npoaykToM. CnemsoBaTensHO, ANS aBTOMATH3ALUME KOHTPOIS
OYMCTKH TEXHHYECKOH BOJBI HA OCHOBAHMW MPOBENEHHBIX MCCIEAOBAHHA MOXHO pekoMeHaoBarh npumexeHue pH-matuukoB Ha
BRIXO/I€ H3 HOHOOOMEHHOH KO/TOHHBI.
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Puc. 3, Kunetuka copbumun JI2T'A (0,035%) Ha katnoHute KY-2-8: nu3MeHeHHe KOHUEHTPAUNK NPoayKTa B npobax -1 U u3MeHeHue
pH npo6 (no BcmoMorarenbHOI 1IKANTe -CrpaBa)

BbIBO/IbI

Pe3roMupys pe3yibTaThl IPOBEIEHHBIX MCCIE0BAHKH MOMHO KOHCTATHPOBATh ClEAYIOLIEe:
- orpaoTaHel M MPEANOKEHEl METOAMKH KOHTPONA CONEP)KaHWA AWITHITMAPOKCHIAMMHA HAa BCEX CTAOMAX MpOLEcca OUYHCTKH
TEXHHYECKOH BOBI OTHENEHHA Jera3alluM JlaTekca MPOM3BOACTEA KAYHYKOB 3MYJbCHOHHOH MONHMEPH3ALMH C MOMOLILIO METOAa
HH3KOYaCTOTHOTO KOHAYKTOMETPHYECKOrO THTPOBAHHSA;
- YCTAHOBJIEH Npefies 00Hapy/KeHHs AMITHITHAPOKCHIAMUHA B BOAHBIX pacTBopax — 1107 r/nm’;
- Ha OCHOBE MOJIy4EHHBIX HAHHBIX MPENOMKEHbl CNOCOOLI KOHTPOAA TEXHONOTHYECKHX [MPOLECCOB pereHepauud HOHOOOMEHHBIX
KOJIOHH H OYHCTKH TEXHHYECKOH BOObl OTIAENEHHA [lera’allid JiaTekca [0 W3MEHEHHIO YASNBHOM 3JIEKTPONPOBOAHOCTH
o6pasyrolleroca pacTeopa pereHepara v senmyuHe pH ouniueHHo Boabl.
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ANALYTICAL CONTROL OF THE TECHNICAL WATER PURIFYING
FROM DIETHYLHYDROXYLAMINE IN PROCESS OF
EMULSION RUBBER PRODUCTION

Malygin A.V., Rachinsky A.V., Bukreev N.I.

In the article the possibility of application the low-frequency conductometric titration method for the diethylhydroxylamine
maintenance’s control in water solutions on all steps of the purifying of the technical waste, which is forming during the emulsion
butadiene-styrene rubber production is considered. The methodics of the product’s analysis in water solutions and in the solutions,
which are forming under the regeneration process of the ionit by sulphuric acid are quoted. The variants for control of the stages of
technical water purification and diethylhydroxylamine’s desorbtion from the ion-exchanger are proposed.

Keywords: low-frequency conductometric titration, diethylhydroxylamine, technical water purification, analytical contro] .
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