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pacTBopax MeToAaMu ra3o-XuUOAKOCTHOM XxpomaTorpadum
N HU3KOYACTOTHOIO KOHAYKTOMETPUUYECKOro TUTPOBaHUSA
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AHHOTaUuA

B pabote mpesiaratoTcsi METOAMKH ONpPEIesICHUs AUATHIrHApokciamuaa (JID1°A) B BOIHBIX
pacTBOpax — METOJAMH T'a30-KUAKOCTHON XpoMarorpaduu U HU3KOYACTOTHOTO KOHAYKTOMETPUYECKOTO
tuTpoBaHus. [IpoBoUTCS CpaBHEHHE BYX METOJOB aHAIHM3a M PACCMATPHBAIOTCS 00JACTU MPUMEHEHHS
B MPWIOKEHUH K TMPOLECCY HSMYJIbCHOHHOW mnonuMmepusauud. [lpuBonsarcs  JgaHHBIE IO
KOHIICHTPAIMOHHBIM TIpeenaM ompeneneHuss DA B BOAHBIX pacTBOpax B YHCTOM BHAE U B
MIPUCYTCTBUH MIETOYH.

KaroueBsbie cjoBa: VS TIITHIPOKCHIIAMUH, ra30-KUIKOCTHAs xpomarorpadus,
HU3KOYACTOTHOE KOHAYKTOMETPUIECKOE TUTPOBAHHE

In the article the methodics of diethylhydroxylamine (DEHA) determination in water solutions
by gas-liquid chromatography and low-frequency conductometric titration are offered. The comparison of
two methods of the analysis and areas of their application in the emulsion polymerization process are
conducted. The data of the concentration limits of the determination DEHA in water and alkaline
solutions are adduced.

Keywords: diethylhydroxylamine, gas-liquid chromatography, low-frequency conductometric
titration

BBepeHue

B mpouecce SMynbCHOHHOM moauMepuU3alMM  1npoljemMa HMHTUOMPOBAHUS
paZvKaJIbHOM pEaKkUMM MpHU IOJyYEHUHU IOJIUMEPOB MMEET NPUHLMIHMAIBLHOE 3HAYCHUE.
Hanexnbiit oOpblB MONMMEPU3ALMOHHONW LIEMH IO3BOJISIET MOJy4YaTb IOJUMEPHI C
HEOOXOMMBIM HabOpOM (PHU3MKO-MEXaHHMUECKUX CBOMCTB. B cBA3M ¢ 3THM JIOTHMYHO
BO3HUKAET HEOOXOJUMOCTh aHAIMTUYECKOTO KOHTPOJIS Ipoliecca CTONNEPUPOBAHUS, UTO,
B CBOIO o4epesib, TpeOyeT HAJIMUMs JOCTOBEPHBIX METOJIMK ONpEAEIeHUs aHAIN3UPYEMOTO
KOMIIOHEHTa Ha BCEX CTagusiX J3Toro mpouecca. B nanHOW paboTe paccMmarpuBaeTCs
NpUMEHEHHE ABYX (HU3MKO-XMMUYECKMX METO/0B aHajau3a JAJs ONpEesieHUs B BOJHBIX
pactBopax mudTHITHApOoKCcwiIamuHa ([IOT'A), sBmstomerocs oaHuM u3  Haubosee
3¢ (GEeKTUBHBIX HHTHOUTOPOB B 3MYJILCUOHHON HoauMepu3anuu [1].
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JIMSTUIITHIPOKCUITAMUH — O€CLBETHAS KUJIKOCTh C XapaKTEPHBIM 3allaXOM aMHUHOB,
XOpOLLIO pacTBOPSIOLIASCS B CIUPTE, TOIyoJIe U Tekcane. Boansle pactBopsl JIOI'A umerot
C1a0O0IIEIIOYHY IO PEAKITHIO.

B nutepaTtype He BcTpeuaroTcsl HMOAPOOHBIE U JTOCTOBEPHBIC METOJMKH aHaIu3a
JOT'A. B cBoe Bpemsi mpemarainch CHOCOOBI €ro ONpenesieHHs METOJaMH Ta3o-
KHUJIKOCTHOM XpomaTtorpaduu [2], CTOJKHYBIIEHCS, OJHAKO, C ONpPEACICHHBIMU
TPYZAHOCTSIMU u KOJIOPUMETPUHU C IIPUMEHEHHEM LIEJIOYHOT O
tpudenmirerpazonuymxiopuaa [3]. OnuceiBaemblii B pabore [1] merox ompenencHHs
JIOI'A B BOJHBIX pacTBOpax ¢ KOHILIEHTpanuen 6onee 1% TUTpOBaHUEM COJISTHOM KUCIOTON
B NPUCYTCTBUM HHAMKATOpAa METWIOPAaHXa OKa3bIBaeTCs OECHOJIe3HbIM B YCIOBHUSX
aHaJM3a MPOAYKTa B MPHUCYTCTBUHM ILIENOYM (IO PELENnTy IPUrOTOBICHHUS pacTBopa
UHTUOUTOpa B TEXHOJIOIMYECKOM Ipollecce MONMMEpU3aluu) U, KpoMe TOro,
KOHIICHTpAIUsl pabodyero pacTBopa croriepa coctarisiet mopsaka 0,4%.

JlornyHBIM B 3TOM Cllydae MpPeJICTaBIsIOCh MPUMEHEHHE (PU3MKO-XMMUYECKUX
METOJI0OB ~ aHallu3a, HalmpuMmep, B CIy4yae THUTPOBAHMSI  MCIOJNb30BaTb  METOJ
HU3KOYAaCTOTHOTO  KOHJYKTOMETPUYECKOTO THUTPOBAHMsS, MO3BOJISIOIIETO0 CBOOOJHO
OTpeEIATh JIBa KOMIIOHEHTA, UMEIOUINX OJMHAKOBYIO LIEJIOUHYI0 peakuuto. Kpome toro,
JAHHBIM METOJI SIBJIIETCS OBICTPBIM, TOYHBIM U IPOCTHIM B allapaTypHOM UCIOIHEHUH.

Konnykromerpudyeckoe turpoBanue JIOI'A mpencraBinsier coOOM  BapHaHT
TUTPOBAaHUS CIabOro OCHOBaHMA CHJIBHOW KuciIoTOM. Ilpm sTOM mocne TodkH
HKBUBAJIEHTHOCTU IPOUCXOJIUT PE3KOE BO3pACTaHHE 3JIEKTPOIPOBOJHOCTU pacTBOpa,
BBI3BAaHHOE M30BITKOM BOJOPOJIHBIX HOHOB [4, 5].

Pacuet Macchl TUTPYEMOTO BEIIECTBA B PACTBOPE MOYKHO NMPOU3BOINUTH, UCTIOIb3YS
ypaBHeHue [4, 5]:

NBQA VB
x, =824y (1)
1000

rae X, — Macca OnpenesieMoro BeniecTBa, r; Ny — HOpMajabHOCTh TUTPaHTa; Vg — 00beM
THTpAHTa, MOWUICAIIMA HA THTPOBAHHE, CM°; Dp — IPAMM-SKBHBAJICHT OIPEICISIEMOr0
BELICCTBA.

Onpenenenne xoHueHtpauuu J[OI'A B pacTBOpe HpPOBOAMIM IO ClEXyIOLIEH
METOJMKE C WCIOJh30BaHUEM HHM3KOYacTOTHOro KoHmyktomerpa InoLab Level 3 Cond-
740. AnUKBOTY aHaJIM3HPYEMOTO pacTBOpa pa30aBisIM IUCTHIUIMPOBAHHOW BOJOW B
MepHo#t konbe no 100 cM°, ranee MOJIYYCHHYTO TTPO0Yy MEPEHOCHIIA B XUMHUYECKUN CTaKaH
250 cM’ ¢ MATHHTHOH MEIIATKOH M tutpoBanu 0,1 H pacTBOpPOM COJITHOM KHCIIOTHI,
npubassis mo 1,0 oM’ 1 (bUKCUPYS U3MEHEHHS 3HAYCHUH yACIbHON 3JIEKTPOIPOBOTHOCTH
pactBopa (28) mocie M00aBICHHUS KaXIoW mopiuu TuTpanta. s Oojee TOYHOTO
OTpesieIeHUs] TOYKM SKBHUBAJIEHTHOCTH cTpowics rpaduk 3aBucumoctu & ot V(HCI).
XapakTepHbIil BHJl TOJYYEHHBIX KPHUBBIX TUTPOBAaHUS NPUBOAMUTCS Ha pucyHke 1. B
Hayajie TUTPOBAHHUSA 10 TOYKH SKBHUBAJIECHTHOCTH 3JIEKTPOIIPOBOJHOCTH PACTBOPA JIMHEWHO
yBenuunBaeTcsi 1 n30bITok HCl BBI3BIBaeT CHIIBHOE TOBBIMICHHE AIIEKTPOIPOBOJHOCTH
pactBopa. BOmm3u TOUKM SKBUBAJIEHTHOCTH KpHBas TUTPOBAHMS CJIErKa 3aKpyrjieHa
BCJIEICTBHE 00JI€€ BBICOKOM MOJABMKHOCTH BOJIOPOAHBIX HOHOB B CPAaBHEHUU C THJIPOKCHJI-
noHaMmu. Ilpm ompeneiseHMM TOYKHM SKBHUBAJEHTHOCTH HCIOJB3YIOTCA NPSAMOJIMHEHHBIC
YYaCTKM Ha BETBSX KOHJIYKTOMETPUYECKOW KpHUBOW. Jlamee, OnpenesnB SKBUBAJIEHTHOE
KOJIMYECTBO  COJISHOM KMCJIOTHI, TIOUIeJIIee Ha TUTpoBaHue, mo ¢dopmyne 1
paccuuThiBanach koHueHTpauus JI3I'A B pacTBope.

AHanu3 NpoayKTa B BOAHBIX PACTBOPAX B MPHUCYTCTBUU IIEIOYM IPOBOAMIICS IO
Takou xe meroguke. Ha puc. 1 nmpuBoauTcs BUI KpUBOW TUTPOBAHUS BOJHOIO PacTBOpPA
JOI'A ¢ noGaBnenuem exakoro kanu. Ilpu TuTpoBaHuMum Takoro oOpasla cHayajga
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MIPOUCXOANT TAJCHUE AJICKTPOIMPOBOAHOCTH, CBSI3AHHOE C HEHUTpaM3aIued THIPOKCHIA
Kanug. Touke 9SKBUBAJICHTHOCTH COOTBETCTBYET BBIXOJ KPUBOM HAa MHHUMYM.
OrnpezenieHne KOMMYeCcTBa KUCIOTHI, MOMIEAIICH Ha THTPOBAHNUE HHTHOUTOPA, TPOBOIUTCS
C IEPBOM TOUYKHU, OTKJIOHSIOLIEHCS OT IMHEWHOU KacaTtelbHOH (cM. puc. 1).

a,uS/cm
3500 -

3000 -
2500 -
2000 -
1500 -|

1000 +

[0} 2 4 6 8 10 12 14 16 18 20 22
MHCI), mn
Puc. 1. KpuBbie koHmykTOMeTprudeckoro TutpoBanus JIO1'A B uncToM BOJAHOM
pactBope u B npucyTctBuu 1menoun 0,1 1 HCI

B xome »SkcmepMMeHTOB OBUTM  OIpENesIeHbl KOHIICHTPALMOHHBIE —IPEIebl
onpenenenus JOI'A B BOAHBIX pacTBOpax IO JAHHOW METOJUKE, 3aBUCSIIHE OT
BBIOPAaHHOW KOHLIEHTpAIlMM THUTpaHTa. VICHOJIb30BaHME pacTBOpa COJISIHOM KHCIOTHI C
koHueHTpanueit 0,1 H no3Bossier npoBoauTh u3Mepenus B nuanaszone 0,01 + 10, 0 %. [Ipu
HEOOXOIMMOCTH aHalIM3a pPacTBOpa C IMpeanojaracMoil KOHLEHTpAIMed MpOayKTa HUXKe
0,01 % npumensiercsa pactBop TUTpaHTa ¢ KoHueHTpauei 0,01 H.

OnucanHas METOJMKa paccMaTpUBANACh B CPaBHEHHH C JPYTUM pa3pabOTaHHBIM
CrocoOOM OIpENEIeHUs] MACCOBOM J10JIM JUATUITHAPOKCUIAMMHA B BOJHBIX PAacTBOpax,
OCHOBAaHHOM Ha HEIMOCPEICTBEHHOM XpomarorpadupoBaHuu MpoObl Ha XpomaTorpage c
MOHM3ALMOHHO-IJIAMEHHBIM ~ IETEKTOPOM, C IPUMEHEHHEM I pacdyera MeToja
abCOoIIOTHON KaTHOPOBKH.

Beinonnenne xpomarorpaguueckoro aHajin3a OCyILIECTBISUIOCh HAa XpoMaTorpade
«Xpomarak Kpucrann 500.1» npu caenyromux ycloBUsX:

Temmneparypa konouku, °C or 90 10 110
Temmeparypa ucnapuress, °C 200
Temnepatypa Tepmocrara gerexropa, °C 200

Pacxop raza-nocurens, CM’/MUH ot 30 go 50
O0bemM BBOIUMOI TIPOOHI, MM 2,0

st onpeneneHnss abCONOTHOTO KalIMOPOBOYHOTO K03((UIIMeHTa roOTOBUIIOCH HE
MEHEe TPeX UCKYyCCTBEHHBIX cMecelt [IOI'A B Bojge. MaccoByto 70110 MPOAYKTa B CMECH B
MPOIEHTAX PACCUUTHIBAIH 1O (hOpMYIIE:
_ mC,100 @)
M100 ’
rae m — Macca HaBecku JIOT'A, BBenmenHoro B Boxdy, I'; C; — maccoBag ponsa JIOI'A B
obpazsiie, %; M — macca uckycctBeHHo cmecu JIOT'A B Boze, T.
CHuUMaMCh XpOMATOTrpaMMbl MOJYYEHHBIX CMECEe M 1o IUiomaasmM nukoB I21'A
pacCUNTHIBAICA aGCOMOTHBIN KanuopoBounbii Kod(dumuent JOTA (Ki) %/mm® s
KaXJI0M cMecu 1o popmyiie:
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K, =—*, 3)

rae C; — maccoBas nosst JI9T'A B uckycctBeHHou cMmecu, %; Si — miomanp nuka JOI'A,
CM2; 1-

UHJIeKC, 0003HavYaromuii HOMep XpomaTorpadupoBanus. Jlamee pacCUUTHIBAIOCH
cpeaHee 3HaueHHe KanmuOpoBouHoro koshdummenta K (%/MM>), IpH 9TOM pacxXOKIeHHE
MEXy MUHUMAJIBHBIM ¥ MaKCHUMaJbHBIM 3HAYCHHUSMHU B TPYIINIE, OTHECEHHOE K CPETHEMY

apupmeTrueckoMy He npesbimano 10%.

-Ng-2 mB NWG-2 Bpema, MUH
I KOMROHEHT

A3rA

1250
~1000
750

500

250

5 10 _j 5 20 25 30

n i L PR PR 1

Puc. 2. XpomaTorpaMma JU3TUATHAPOKCUIIAMUHA B BOJHOM pacTBOpe

Xpomarorpamma onpeneneHus maccopoi gponmu JIOI'’A B BOJHOM pacTBOpe
NPUBOJUTCS Ha pucyHke 2. MaccoByto pomo mnpoaykta X (%) pacCUMTHIBAIM IO
dbopmye:

X =KS,, 4)
rae K — abcomoTHbIN KamuOpoBOYHBI KOAD(UIHEHT, %/MMZ; S; — Iomane IMKa, MM,

Junana3on usmepsieMbix KoHueHTpanuii JIOI'A B BoaHbIX pacTBopax cocrtasiser 0,001 +
0,10 %.

Ta6muma. CpaBHuTenpHOE ompenenacHue KoHmeHTtpauuu J[OI'A B MOJENTBHBIX BOJHBIX
pacTBopax xpoMaTorpaguuecku U KOHAIYKTOMETPUIECKUM TUTPOBAHHEM.

HaumenoBanue o6pasiua \ C(A2TI'A), % xpomarorpad. \ C(A2I'A),% KOHAYKTOMETP.

Boanstii p-p A0T'A

Nel 0,009 0,011
Ne2 0,021 0,020
Ne3 0,053 0,051
Ne4 0,120 0,110
Boowwiii p-p /IOI'A + KOH
Nel 0,010 0,010
Ne2 0,022 0,023
Ne3 0,052 0,050
Ne4 0,110 0,101

B Ttabnuue npuBoadTcs pe3ynbTaThl MapavieldbHBIX H3MEPEHHH KOHIIEHTpAlUH
TUDTUIATHIPOKCUIIAMUHA B JIBYX CEpPHUSIX  MOJETBHBIX  BOJHBIX PAacTBOPOB  C
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NI0CJIEI0BATEIbHBIM BO3PACTAHUEM COJEPKAHUSA MPOTYKTa B PacTBOPE: B YMCTOM BOJHOM
pacTBOpe M C MOALIEIAYMBAaHUEM MocienHero. Kak BUAHO U3 MOJIyYEHHBIX PE3yJIbTaTOB
HAJIUIO KOPpEJIALUs 3HaUeHUH KOHLIEHTPAMil B 00eUX CepUsiX pacTBOPOB, OIIPECICHHBIX
paccMaTpuBaeMbIMM METOJAMH, PAaCXOXACHHWE B IOJYUYEHHBIX MAHHBIX HE IMPEBBIIIAET
10%.

Takum 00pazoM, MOKHO KOHCTaTHpPOBATh, YTO 00a MpPEIaraéMbIX METOAA MOTYT
HAallTH CBOE NPUMEHEHUE B IpOLEccCe MHIMOMpPOBaHMS PAAMKAIBLHON IMOJUMEpPU3ALIH.
KonTtpons 3Toro mporecca HeoOX0AMMO MPOBOJUTH HE TOJIBKO HA CTaIMU MPUTOTOBICHHS
pacTBOpOB CTOIIEpa, IJ€ JIOTMYHEE HCIOJIb30BATH METOJ] KOHJIYKTOMETPUYECKOTO
TUTPOBAHHUSA, HO M Ha 3Tale, NMPEeALIeCTBYIOIIEM BbIIEICHUIO KaydyKa M3 JIaTeKca, IIe
OTpeNeNiaTh TPOAYKT B JIATEKCE HEOOXOAMMO XpoMaTorpauvecku, BCIEICTBHE
HEBO3MOXXKHOCTH  OCYHIECTBUTh  3TO  TUTPUMETPUYECKMM  METOJIOM, TaK  Kak
NPUCYTCTBYIOIMMI B JIATEKCE  OMysbrarop OyneT Memarh  HACHTU(DUKAINH
aHAJTM3UPYEMOro BEILECTBaA.
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