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OIIPEJEJEHUE METABOPATA KAJINS B ITIOTAIIIHOM PACTBOPE
MNOTEHIHUOMETPUYECKUM TUTPOBAHUEM

Kniouesvie cnosa: memabopam kanus, onpedenerue 6opamos, NomawHbvlii pacmeop.

Onucan cnocob onpedenenus memadopama Kanus 6 YupKyaupyoujem pacmeope KapooHama Kauus npou3eo0Ccmed
SMUNEHOKCUOA, codepircaujem mMemasanadam xanus. Memoo saxnouaemcs 6 obpabomke npobbl pacmeopom CuibHOU
KUCIOMbL, YOaneHuu 00pa3o8asulelics y20abHoll KUCIomyl, nociedyiouel Helimpaiuzayuy pacmeopa wenouvio 00 pH
(8,2+8,3) u mumposanuu 6opHOI KUCIOMbL PACMEOPOM WENOUU 8 NPUCYMCMEUU  2TUYEPUHA 00 UCXOOHO20 3HAYEHUs
pH (8,2+8,3). Memoouxa nosgonsiem ocywecmensims KOHMPOIb KOHYSHMpayuu memabopama Kaus 6 ouanasoxe om
0,5 0o 5,0 % 6 npucymcmeuu xapbonama xanus om 20 oo 30 % mac. u memasanaoama kaaus - om 1,0 0o
10,0 % mac.
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Describes the method for determination of potassium metaborate in the circulating potassium carbonate solution in
ethylene oxide production containing potassium metavanadate. The metod consists in sample treatment with strong ac-
id solution, produced carbon dioxide removal, following neutralization of solution by alkali to pH (8.2-8.3) and titra-
tion of boric acid with alkali solution in the presence of glycerine to the initial pH value (8.2-8.3). The method allows
controlling the concentration of potassium metaborate in the range of 0.5 to 5.0 mass. % in the presence of potassium

carbonate from 20 to 30 mass. %, and potassium metavanadate-from 1.0 to 10.0 mass %.

OmHUM W3 BOXHEWIINX MPOMEKYTOYHBIX TPO-
IIYKTOB OPTaHUYECKOTO CHHTE3a SBISETCS ATHICHOKCHI,
KOTOPBII MPOU3BOAAT B KPYIHBIX MacITabax v IMHPOKO
MPUMEHSIOT U CHHTEe3a MHOTHX BEIECTB. DKOHOMHY-
HBIA ¥ IIUPOKO MPUMEHSEMBIH MPOMBIIIUICHHBIH CTI0C00
MOJyYeHHSI STUICHOKCHIA COCTOUT B NPSIMOM OKHCIIe-
HUW (3MOKCUIUPOBAHWH) 3TUJIICHA KHUCIOPOAOM C TIPH-
MEHEHHEM cepeOpsiHoro karamuszaropa. Ilpu 3TOoM B
KayecTBe I1000YHOro mpoaykra odpaszyercs CO,, Kak
H3 OTWUJICHA, TaK W M3 OTUJIICHOKCHUAA IO YPAaBHCHHUIO
peakuuu [1]

10 +0p | | +0
COZ'{'H;O — CH2=CH1 B CHz-CH;O —_— C02+H20.

PeaknmonHsbId ra3 nmocie abcopdepa, rae mpouc-
XOAMUT abCcopOLHst AITUIICHOKCH/IA, TIO0JBEPraloOT OYHUCT-
ke oT CO, BOJHBIM pacTBOPOM KapOOHaTa KaJius C Mac-
cosoit moneit (20-30) %
K,CO, +CO, + H,0 < 2KHCO,
J71s1 OBBILIEHHSI TIOTJIOTUTENBHON CIOCOOHO-
CTH KapOOHAaTHOTO PacTBOpPa HCIIOJIB3YIOT aKTUBHPYIO-
e 100aBKH - TICHTAOKCHU]] BaHAUSA U OOPHYIO KHCIIO-
Ty [2], KOTOpBIE NpH B3aUMOAEHCTBUH C KapOOHATOM
Kanusi 00pa3yloT, COOTBETCTBEHHO, METaBaHaJaT- H
MeTabopar kamws [3,4]. Jnsg noanepxaHus ONTAMAIb-
HOW [TO3UPOBKH HO0ABOK, a TaKXKe NPU MPOBEACHUH
WCCIICIOBAHUHA [0 €€ YCTAHOBIICHHIO OCYIIECTBISIOT
AQHATNTHYECKI KOHTPOJIb MX KOHIEHTpPAlUU B KapoOo-
HaTHOM pacTBope. BriOpaHHAs AJIs 9TOU e METOIM-
Ka JOJDKHA o0ecredmBaTh ONEPATHBHOE IIONyYEHHE
nH}pOpMaMU O KOHLEHTPALUK ONPEAENIIEMOr0 KOM-
IMOHEHTa JOCTYIIHBIMU CpPCACTBAMHU U YIOBJICTBOPH-
TCJIbHYIO MPaBUJIbHOCTh W TMPCUU3UOHHOCTL PE3YJIbTa-
TOB U3MeEpeHH. [5,6] .
B Hacrosimeid paboTe npeacTaBIeHbl pe3yJibTa-
TBI MCCJIEZIOBAHUH 1O pa3paboTKe METOJMKH OIpesiere-
HHUS OHOTO W3 KOMIIOHEHTOB J00aBKH — Merabopara
KaJlusl B pacTBOpE B JAMara3oHe KoHueHTpauui ot 0,50
% no 5,0 % macc. B MPHCYTCTBHU COIYTCTBYIOIINX
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KOMITIOHEHTOB — KapOoHaTa M MeTaBaHajara Kajus C
MaccoBoit moneit (20-30) % u (1,0 - 10,0) %, cootBercT-
BEHHO.

CyIiecTByeT MHOKECTBO Pa3IMYHBIX METO/OB
onpezeneHus Oopa. s onpeneneHns CIeNOBbIX KOHIIEH-
TpaLi MCHOJb3YIOT CHEKTPOCKOMYIECKHUE METO/IBI: CIIEK-
TpooTomMeTprueckuii, GIyopUMETPUUECKUH, aTOMHOA0-
COPOLIMOHHBIN, (POTOMETPHH IUIAMEHH.

I'paBuMeTpuyeckii MeTOZ, 3aKJIIOYANOIIMICT B
OCaXJCHUH COeAMHEHUI1 Oopa B Bujie O0paToB KajbLus,
MarHus, Oapusi, MOCJIEAYIONIeM BBICYIIMBAaHUU U B3Be-
IMBAaHUM OCA/IKA, XapaKTepU3yeTcs UINTEIbHOCTHIO
HU3MEPEHNH M HecTIe[M(UIHOCTBIO - ONPEAEICHHIO Me-
[Iaf0T BaHAIATHl U KapOoHATHl. Pa3paboTaHHBIE MO3XKE
IpaBUMETPHUYECKHE METOJIBI C MCIOIb30BAaHUEM CIICIIH-
(MUHBIX pEareHTOB, HE JIMIIEHBI HEJOCTaTKa IO Ipo-
JOJDKUTEIIbHOCTHU BBITIOJIHEHUS] H3MEPEHHH.

OtmeuaeTcs, 4To HauboJIee BaXKHBIM AJIA OII-
peleneHns] MAIIIUTPAaMMOBBIX KOJIHUYECTB Oopa SBIsIET-
Csl METOJI TUTPOBAHMS LIEJI0YbI0 B IPUCYTCTBUU TIOJIU-
THJPOKCOCOeqMHENH (TJIIMIEpUH, COPOMT, MAaHHMT)
[7,8]. KommiekcHble KHCIIOTHI, 0oOpasyromiuecs: npu
B3aUMOJEHCTBUN BechbMa claboid OOpHOM KHCIIOTHI
(pK=9,2) ¢ MHOroaroMHBIMH CHHPTaMH JOCTATOYHO
CHJIbHBI /ISl TATPOBAHUS MX PACTBOPOM ILEJIOUH:
OOpHast KHCIIOTA + MAHHUT A
dpykrosa mpu koHueHTpamn 1 Mo/’ pK =4
GOpHast KHCIOTa + rimueprH | Mob/aM’ pK =6,5

ITokazaHo, 9TO B OTCYTCTBHE MEILIAIOLINX HO-
HOB M€TabopaTsl B, MOXHO TUTPOBATh KUCIOTOH MO

METHJIOBOMY KpacHOMy (uMHTepBan mepexoma pH
4,2100070,25ers  pKa  MeTabopHolt  kucnotsr  9,12)
[9,10,11]. B mpucyTcTBuu KapOOHAT-HOHOB IOCIEIHNE
MIPEIBAPUTENIBHO YAANSIOT MYTEM MOJKUCIECHHS CHJIb-
HOHM KHCJIOTOM M MOCIEAYIOUIEr0 KUMISTYEHHUS pacTBOPA €
OOpaTHBIM XOJIOJMIBHUKOM (IS TTPEAOTBPALICHUS TIO-
Teph 00pa3oBaBIleiicss OOPHOW KHCIOTHI) WM TOKOM
BO3IyXa, 3aTéM HEWTPaIN3yIOT HM30BITOK CHIBHON KH-
CJIOTBI TI0 METHWJIOBOMY KPAacHOMY M THUTPYIOT OOpHYIO



KHCJIOTY B IPUCYTCTBUH MHOTOATOMHOTO CIIHPTA - MaH-
HHUTA. YKa3aHHBIE YCJIOBHS aHalM3a HE MOTYT OBITh
IIPUMEHEHBI IS aHalM3a paccMaTpUBaeMOro MOTall-
HOTO pacTBOpa, COJEPIKAIIEro 3HAYUTEIbHbIE KOJHYe-
CTBa METaBaHAJATOB, I KOTOPBIX CBONCTBEHHO H3-
MEHEHHE COCTaBa MOHOB, B 3aBHcuMocTH oT pH pactso-
pa. Hanpumep, npu o6pabotke oproBananata Naz;VO,
BO3PACTAOIIMMHU KOJIMYECTBAMU COJISHOM KUCIIOTHI U3-
MEHEHHE COCTaBa HOHOB IPOMCXOIHWT B IIOCIEIOBa-
TEIBHOCTH [3]

2VO§™ + 2H* — V,08~ - H,0 muposanagar (pH 12—10,6)
SVQO;" +4-6Ht — 2V30§‘;+3H20 Merasasafar (pH 9—8,9)

2V;03™ + 8H* — HV,0% + H,0 rexcaanagar (pH 7—6,8)

ABTOpamMH CTaThH IPOBEIECH HAOOp Pe3yIbTaToB
ompesiesieHns] MeTabopaTa Kaylis B IIOTAaIllHOM PacTBOpE,
cozieprKaleM MeTaBaHaJaT Kajws, IyTeM oOpaboTKU mpo-
OBbI M30BITOYHBIM KOJIMYECTBOM COJITHOM KHCIIOTBI, yIaie-
HUSl JIMOKCUZA YTIIEpOJia, MOCHEAYIOUIed HEeWTpain3alyu
pactopa 110 pH (8,2+8,3) u TuTpOBaHUs pacTBOPOM THIPO-
KCH/la HaTpysl B MPHCYTCTBUM IVIMIIEPUHA 10 UCXOHOTO
3Hauenus pH (8,2+8,3), xontpompys pH ¢ nomorsto pH-
MeTpa.

Ilpogedenue usmepenui. B  mpemBapuTensHO
B3BCILCHHBI CTAKAH BMECTHMOCTBIO 250 CM® BHOCST
(50~100) cM’ XOpOIIO NEpEeMEIIAHHONH AHAH3HPYEMOit
MpoOBI TIOTAITHOTO PAcTBOpa M CHOBA B3BEIIMBAIOT. Pe-
3yJBTATHl B3BEIIMBAHUNA 3aITCHIBAIOT B TPAMMax JI0 BTOPO-
IO JIeCSATUYHOTrO paspsina. K conepxuMoMy crakaHa NpHITH-
Bator 100 cm® ropsyeld JUCTWUIMPOBAHHOW BOJIbl, Harpe-
BalOT JI0 KHIIEHUS U KUMATIT B TedyeHue 3 muHyT. [locne
OXJIQXKJICHHS 10 KOMHATHOM TeMIIepaTypbl pacTBOp KOJIH-
YECTBEHHO IIEPEBOJLIT B MEPHYIO KOJIOY BMECTUMOCTBIO 250
CM’, JIONMBAKOT 10 METKH JTUCTH/LTMPOBAHHON BOJIOH H Tie-
peMenmmBalT. B KOHMYeCKyr0 KOOy BMECTHMOCTBIO
100 M’ munetkoit BHOCAT (0,5+5) cM® TONydYEHHOro pac-
TBOpA AHATM3MPYEMOiT TPOOBI, T00aBIIOT 50 CM® JHCTHII-
JIMPOBAHHON BOABI, 3-4 KalM WHIUKATOPA METHUIIOBOTO
OPaHKEBOTO M HEUTPATM3YIOT COIEPKUMOE KOJIOBI PacTBO-
pOM cosstHO#M KUCTOTHI (1:1), 10 M3MEHEHHUs] OKPACKH pac-
TBOpA U3 JKEJTOM B OpamkeByto. 3areM 100asisitor ere 0,5
cM® M3OBITKA COMSHON KHMCIOTHI M MepeMeInBarot. Kondy
3aKpbIBaIOT 06paTHbIM XOJIOAWJIBHUKOM, CTaBAT Ha OJJICK-
TPOIUIUTKY M KHUILITIT COAEP)KMMOE B TeYEHHE 3-5 MHHYT
JUISL yIaIeHHWs YrojbHOW KHUCIOTHL Ilocne oxiaxneHws
COJIEP)KUMOE KOJIOBI HEHTPAJIM3YIOT PacTBOPOM THIPOKCHA
HaTpusi ¢ MoisipHOM KoHmeHTpammeli c(NaOH) =1,0
MOJTH/ZIM JI0 M3MEHEHHS! OKPACKH M3 OPAHKEBOI B JKEITYIO.
PacTBOp KONMMYECTBEHHO MEPEHOCAT B CTAaKaH BMECTHMO-
creio 150 CM3, TTOMEIIAI0T MarHUTHBINA TIepEeMEIBATENb,
MOTPYXAIOT B PAcTBOpP CTEKISIHHBIA W XJOpcepeOpsHbIi
UIEKTPOIbl U P IlepeMelnBaHuu 1oBoaaT pH pactsopa
Jio 3HaueHust (8,2+8,3), mpuirBasi B CTakaH 10 KaruisaM pac-
TBOP TMIPOKCHIA HATpPUsi C MOJUSIPHOW KOHLEHTpALEN
¢(NaOH) = 0,1 momb/mv’ i KoHTpomupys pH ¢ moMompko
pH-meTpa. 3areM K comepKMMOMY CTakaHa IPHJIMBAIOT
LIHHAPOM 15 cM’ pacTBOpa IIIMIEPHHA M THTPYIOT Pac-
TBOpOM THApoKcHAa Hatpust KoHneHTparmu c¢(NaOH) =0,1
MOJIB/TIM. 110 TOCTIDKEHHS pH (8,2+8,3). 3ammceBaroT 00b-
€M IIeNOYH, H3PACXOJOBaHHBI HA TUTPOBAHHME TOCIE J0-
0aBJIeHMS TIIHLIEPHHA.
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KOHTpOJNBHEIA OIMBIT MPOBOAST CIEAYIOIM 00-
pasoM: B CTakaH BMeCTHMOCTBIO 150 oM’ BHocsT 50 cM’
JTUCTWITMPOBAHHOM BOJIbL, HeUTpam3ytoT 10 pH (8,2+8,3),
3aTeM MPUINBAIOT 15 oM’ [NIMLEPUHA, TUTPYIOT M 3aIlUChI-
BAIOT PE3YJbTAT TUTPOBAHMS KaK IPU IPOBEIEHNH paboue-
TO ombITa. MaccoByIO JI0JIF0 MeTabopara Kallusi pacCUHThI-
BAIOT IO Pa3HOCTH PE3yJILTATOB TUTPOBAHMS B paboyeM U
KOHTPOJIBHOM OIIBITaXx.

[IpaBUIBHOCTD TONTyYaeMbIX pe3yNbTaTOB U
MPENU3NOHHOCTh YCTAHOBIIEHBI METOHAMHU ‘‘BBEICHO-
HaleHo” u g06aBok (Tadymna 1).

PacmpenHasi HeomnpeAeeHHOCTh W3MEPEHU
B 3aBHCHUMOCTH OT Pe3yJIbTaTa U3MEpPEHHs PH JT0BEpHU-
TEJbHOU BEPOSATHOCTH 0,95 COCTaBJISIET
+U=0,037-X % macc., tae X — pe3yJbTaT U3MepeHHs
MaccoBOM 1o MeTaboparta Kaiusi; cpelHee KBaapaTH-
YeCcKOoe OTKJIIOHEHHE IOBTOPSIEMOCTH  (G,) COCTaBIIsIeT
1,9 % otH.

Tadanua 1 - Pe3yjabraThl OLIEHKH NPaBHIbHOCTH
H3MepeHHsl MACCOBOM 01 MeTadopaTa Kajusi, yc-
TAHOBJIEHHbIE METOJaMH «BBeA€HO-HAMIEH0» H J0-
6aBok (N=5; p=0,95)

CocTaB aHAIM3UPYEMOH Pesynbrar on- | ¢
T
IPOOBI peneneHus Me- ’
tabopara Kajus, | Yo Macc
% wmacc.
CranpapTHBINA pacTBOp MeTa-
Oopara KaJmsi ¢ MacCOBOM J0- 1,26+0,05 0,02
neit 1,30 %
MopaenpHbIl pacTBOp, coaep-
skamuii B % macc.: 2,04 +0,08 0,04
- kap6onar kamus -30,0,
- IIeHTaoKkcu Banaaus 3,0;
- meTadopar kanus 2,00
IToTamHkIi pacTBOp C AKTHBH- 0,85 +0,03 0,02
pYHOIUME JOOaBKaMH
IToTalHblil pacTBOp C AKTUBU-
pyrouumu nobaskamu mo m.3 ¢| 1,55 £0,06 0,03
nobaBKkoif MeTabopaTa Kaaus
0,66 % macc.
IIpousBoacTBeHHAs: IpoOa 3,96+0,15 0,08

IIpencraBneHHBIE  METPOJOTHYCCKHE XapakTe-
PUCTHKH METOJIUKH YIOBJICTBOPSIOT TpeOOBaHUs aHa-
JUTHUYECKOr0 KOHTPOIIS y3Ja MOTJIONICHUS JHOKCHIA
yIJeposia MOTAIIHBIM PACTBOPOM C aKTUBHPYIOLIUMH
nobaBKaMH: OOpPHOHM KHCIOTOH M MEHTAOKCHUIOM BaHa-
Jivic e
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