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PACHIMPEHUE UHTEPBAJIA ONPEJEJSEMBIX KOHIEHTPAIIMII HUTPOKCHUJIBHOI'O
PAJIUKAJIA TIPU OKUCJ/IMTEJIBHO-BOCCTAHOBUTEJIBHOM THUTPOBAHHUU
B TETEPOTEHHOM CHUCTEME
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B cmamve paccmompersl ocobennocmu onpedeﬂenuﬂ HUMPOKCUIIbHO20 pa()ukaﬂa 6 pacmeope uneu6um0pa OKucau-
mejlbHO-60CCMAHOBUMENbHbIM MUMPOBAHUEM. Onucana Memoduka, 0686‘}18'—!148010%{&1}1 ydomemeopumeﬂbny;o 6ocnpo-
U3600UMOCb U npasuilbHOCMb pe3yibmamos onpedeﬂenuﬂ HUMPOKCUTIbHO20 padukaﬂa 6 WMUPOKOM ouanaszoue Kow-

yeumpayuil.
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In the article the features of the nitroksil radical in solution of redox titration. Explains how to ensure satisfactory re-
peatability and accuracy of results of determination of nitroksil radical in a wide range of concentrations.

BricokoaddekTHBHBIE MHIMOUTOPHI TEPMOMO-
JUMEPH3allMd W CMOJIOO0pa30BaHHS HEMPEICSITbHBIX
OpPTaHUYECKUX COCITUHCHUI Ha OCHOBE
2,2',6,6'-TeTpaMeTiii—4—0KcoMUnepuIuH— 1 —oKkcuiia
(TMITIO) HaxoAsT MIUPOKOE TpPHUMEHEHHE B HEPTEXH-
MHUYECKOW MPOMBINIIEHHOCTH. VX MCHONB3YIOT B MPO-
meccax pasfesieHus NMPOIYKTOB HMHPOJIM3a PEeKTH(HKA-
IIHeH, KOMIPUMUPOBAHUS TTHPOTa3a, BRIACICHIS U OYH-
CTKH CTHpOJia, OyTaJuWeHa, W30MpeHa W WX (pakuuit
[1,2,3]. AHanUTHYIECKUN KOHTPOJb COOJIOJCHUS HOP-
MHUPYEMBIX KOHIICHTPALUH HHTHOUTOPA OCYIICCTBISIFOT
MyTEeM OMpPEICIICHIST HUTPOKCIIBHOTO paaiKalia B pac-
TBOpE, IS YET0 BaKHO MMETh JOCTYITHYIO U HaJIC)KHYIO
METOAMKY, OONAQJAIONIYI0 YAOBICTBOPUTEIHHON BOC-
MPOU3BOJUMOCTBIO U IPABWILHOCTBIO [4,5] .

W3BecTHBIE HHCTPYMEHTAIBHBIE METOMBI OTIpe-
JIeJICHUsI HUTPOKCWIIBHOTO pajukaia 1o crekrpam AMP
i OIIP, MeTomamMu Macc-CHEKTPOCKOHH, TOJISPO-
rpa¢uu  CBA3aHBI C HCIOJB30BaHUEM IOPOTOCTOSIIECH
W CIIOKHOHW ammaparypsl, 9TO HENPHUEMIIEMO Ui TpH-
MEHEHUSI B MPOM3BOJICTBEHHOH 1abopaTtopuu. MeTon
OTIpENICIICHUS 0 KOJICOAHUSAM HUTPOKCHIHLHOMN TPYIIITBI
B oGmactu 1340 — 1370 em™ (UK-cnekTpockomnus) xa-
paKTepu3yeTcss HU3KOH CIenu(UIHOCTHIO — CPABHCHHE
HK-cekTpoB paauKaioB CO CHEKTpaMH COOTBETCT-
BYIOIIUX aMHUHOB U THAPOKCHIAMHHOB BO MHOTHX CIY-
YasX HE MO3BOJISACT BBIICIUTH MOJOCHI, 00YCIIOBICHHEIC
konebanusmMu >N-QO° Tpynmbl, TOCKOJIBKY B OTOM ke
00NacTl TMPHUCYTCTBYET OOJBIIOE KOJUIECTBO TIOJIOC,
CBSI3aHHBIX C JAe(GOpMAIMOHHBIMH KOJEOAHUSIMH aJl-
KIJIBHBIX TpymIn [6].

Jng KOJTMYECTBEHHOTO ONpEAETCHUS HUTPO-
KCHJIBHOM TpPyHIBI B OPTaHMYECKOM pacTBOPHTEIE,
BHIOPAaHHOM M3 KJTacca apoOMaTHYEeCKHUX YIIICBOJIOPOJIOB
(benzomn, Tomyou) uiaM anupaTHIECKUX CIHUPTOB (MeTa-
HOJI, 93TaHOJ), HPUMCHSIOT METOJ 3aMECTHTEILHOTO
TUTPOBAHUS, IO KOTOPOMY AaHAIM3HPYEMYIO MpOOy
00pabaThIBAIOT BOJHBIM PACTBOPOM HOAWIA KA MM
HATPHUsS B NMPHUCYTCTBUU YKCYCHOH KHCIIOTHI, BBIICIIHB-
MACST KOl TUTPYIOT THOCYIb(aToM HaTpus. Ha ocHO-
BaHUM PE3yJbTATOB TUTPOBAHMSA M 3aKOHA HKBHBAJICH-
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TOB BBIYUCIIAIOT COACPKAHUEC HUTPOKCIIIBHOTO PaJnKa-
J1a B UCCNeayeMoM pacTBope. [6, 7]. OrpannuenueM ans
MIPUMEHECHHUS METO/Ia TIPU OTPEICIICHIH HUTPOKCHIBHOM
TPYIIEI B YTICBOIOPOJIHOM DPACTBOPHUTENIC SBIIACTCS
Y3KHUi Irana3zoH onpenenseMbix koHmenTpamuii (0,7 +
1,2) Mons/mm’. OTMedaeTcsi YBEINUEeHHE TOTPEIIHOCTH
HM3MEPEHUs] NPONOPHUOHATBHO BEIWYMHE OTKIOHEHUS
KOHIICHTPAllMK OT YKa3aHHOTro JauaraszoHa. [IpuunHoit
TaKOH 3aBHCHUMOCTH ABISETCSA TO, YTO IPH YBEIHICHUN
o0beMa yTIeBOJOPOJHON MPOOBI peakIMoHHAs cpena
MPEJCTaBIIET COOOU TETEPOTCHHYIO CHCTEMY, TIC IOJI-
HOE TPOTEKAHUE PEaKIUN O00YCIABIUBACTCS YCIOBUS-
mu skcTpakuuu. Kak usBectHo [8], skctpakuus E (B
MPOIICHTaX) 3aBHCUT OT Kod(duimenta pacmpenene-
Hus (D=oTHolleHHWE KOHLEHTpalHid PACTBOPEHHOTO
BemecTBa B ¢ase 1 u B paze 2), u OTHOIIECHUS 0OHEMOB
IBYX $a3 (Vopr/ Vior ):

D=Cop/Caos ; E=100"D / [D+(Vsos / Vopr)l-

TakuM 00pa3oM, NMpH yBEIMICHUH 00bEeMa TIPO-
OBl C [EeNbI0 paCHIUpPEHHs IWara3oHa OMpeNesIeMbIX
KOHIICHTpAINii, He0OOXOANMO COOTBETCTBYIOIIEE H3Me-
HeHue (PaKTOPOB, BIUSIOMIMX HA 00ECIICUCHHUE ITOJTHOTHI
MPOTCKAHUS PCAKIMH. YUYHTHIBAas H3JI0KCHHOE, aBTO-
pamu  pa3paboTaHBl YCJIOBUS TPOBCICHHS aHAIN3A,
00eCTIeUnBarOIINEe PACIIMPCHHE TUAna3oHa OIpe/elise-
MBIX KOHIICHTPAUH HUTPOKCHIBHOM TPYIIBI B yIIIe-
BOJIOPOJTHOM PACTBOPHTENIC HOJIOMETPHYCCKHUM THTPO-
BaHUEM C BH3YaJIbHOW MHIWKAIIMECH TOYKU SKBHBAJICHT-
HoctH. CyIIHOCTh MeETOfa 3akirodaercs B o0paboTke
mpoObl BOTHBIM PAacTBOPOM HOIWAA KA B IPUCYT-
CTBUH YKCYCHOW KHCIIOTBHI IIPH MOJBHOM COOTHOIICHUH
HUTPOKCHIILHBIA pamukan : nonua kamus, pasaom (0,02
+0,10) : 1, m 00BEMHOM COOTHOIICHWH BOJHBIN pac-
TBOp WONWOA KaiWs : YKCyCHas KHCJIOTa : OpraHHdYe-
ckuil pactBoputens, pasHoM 1 : 5 : (1,3+10), B ycno-
BUSX HENPEPHIBHOTO TepeMemmBanus B TedcHue 30
MUH ¥ TOCJICIYIONMEM THTPOBAHHH BBIICITHBIICTOCS
oma THocymbhaToM HaTpus. M3II0KEHHBIC YCIOBHUS
MIPOBECHUS aHAJIHM3a IIPH JHara3oHe KOHICHTPAIUit
TMIIO ot 0,1 go 10 % macc (ot 0,018 mo 1,8 % macc. B




pacdere Ha HUTPOKCHILHBIA paaukall, KO3PPHUIHSHT
nepecueta 30/170, rme 30 — MomspHass Macca DKBUBa-
JIEHTa HUTPOKCWIBHOTO pamukana, 170 — wmomspHas
Macca skBuBasieHTa TMIIO) colOmomaroTcss pu pac-
YETHBIX 3HAYEHUSIX 00BEMOB MPOOBI, YKCYCHON KHCIIO-
THl ¥ pacTBOpa HoIuaa Kajiusl ¢ MOJISIPHOW KOHIIEHTpa-
muei 2,0 MonL/z[M3, yKa3aHHBIX B Ta0mwIe 1.

Tabauna 1 - PexomeHnayemMble yCa10BHSI NPOBEICHUSA
aHam3a pactsopa TMIIO

IIpeanona- PexomeHiyeMble yCIoBUs MosbHoe
raemas Macca| O0Obem O6beMm | MosipHast | COOTHOLIEHHE
MaccoBast Ha- | YKCYCHOM | pacTBOpa| KOHLEH- HHUTPOKCHIIb-
A0JIs1 BECKHU | KHUCIIOTHI, | Homuma Tpanus HbIH paau-
TMIIO, % | mpo- o’ Kamms, | TUTPaHTa, Kan:ifomun
ObI, T oM’ MOJIB/ M KaJus
Or 0,10 mo| 7.8 5 1 0,02 (0,02 -0,06) :
0,25 BKJIL. 1
CB025 gpo| 7.8 10 2 (0,03-0,07) :
0,60 BL 1
Ce060 mo| 7.8 (0,04 -0,09) :
1,50 BiL 20 4 0,1 1
CelS50 mo| 44 (0,04 -0,07) :
2,50 BK1. 1
CB250 gmo| 2,2 (0,04 -0,08) :
5,00 BKL. 1
C5010100( 1,3 (0,05 -0,09) :
BKIL 1

Ilposedenue ananuza. B KOHUYECKYIO KOJOY
BMECTHMOCTBIO 250 ¢M® BHOCAT aHATH3HPYEMYIO IPo0y
B3BELIMBAHUEM KOJOBI IO M TIOCJIE BHECEHUS MPOOHI 110
BTOPOTO JIECATHYHOTO 3HaKa. Maccy MpoObl U 00BEMBI
Jlajiee MPUIMBAEMBIX PEareHTOB BBIOMPAIOT IO TAOJIHIIe
1. K conepxuMoMy KOJIOBI IPHIIMBAIOT HHIIETKOM Jies-
HYI0 YKCYCHYIO KHCIIOTY M PAacTBOp HOIWAA KaIHs C
MousspHOi koHueHTpauuen c(KI)=2,0 MonL/z[M3, KOJIOY
3aKpBIBAIOT MPOOKOH, CMOYEHHOH pacTBOpPOM Hoauja

Kalvsi, 00epTHIBAIOT YEPHOUW calipeTKON M TepeMeln-
BalOT Ha BCTpsxuBarene B TedeHue 30 MHHYT. 3areM
npuuBaoT 50 oM’ JMUCTWITUPOBAHHOW BOJBI, U THUT-
PYIOT BBIJICNUBIIUICS HOM pPacTBOPOM THOCYJIb(aTa
HaTpusi ¢ BbIOpaHHOW MOJISIPHOW KOHIICHTparuei. B
YCIIOBHAX pabodero ompiTa, HO 0e3 Ao0aBieHHs MpoObI
MIPOBOJIAT KOHTPOIBHBIN OIIBIT.

Craructnueckoid 00pabOTKOW  AKCIIEpUMEH-
TaIBHBIX PE3yJIbTATOB YCTAHOBJICHO, JOBEPUTCIHHBIC
TPaHUIIBI OTHOCUTENBHOM CITyYaliHON OTPEIIHOCTH MPH
p=0,95 cocraBnsitor £5,5 % B Quana3oHe KOHICHTpa-
muit TMIIO ot 0,10 mo 2,0 % macc. (ot 0,018 mo 0,35
% wmacc. B pacdeTe Ha HHUTPOKCHUJIBHBIA paauKan);
+2.8 % B nuamazoHe KoHIEHTpanuid cBeime 2,0 mo 10
% wmacc (ceime 0,35 mo 1,8 % wmacc. B pacuete Ha
HUTPOKCUJIbHBIN paaukain). MeTpoJorndeckue xapakx-
TEPUCTUKH METOAWKH YJOBIETBOPAIOT TPeOOBAHUSAM
AQHATUTHYECKOTO KOHTPOJIS MPOIECCOB MHTHONPOBAHUS
TEPMOTIOIMMEPHU3ALUU U CMOJIOOpa30BaHUS C TIPUMCHE-
HHEM MHrHOuTOpoB Ha ocHoBe TMIIO.
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