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IIpu npouseoxacTBe nuHelHbIx anbda-onedunos (JIAO) ¢ mpumeHeHneM KaTaausaTopa Ha
ocHOBe KapOokcmiara IUpKoHusa no texuoiaoruu a-SABLIN B mensax aHAIUTHIECKOTO KOHT-
POJIST TEXHOJIOTUYECKOTO IIPOIIeCca HeOOXOAMMO OIIPENeIaTh OCTATOYHbIE CONEPKAHMUS ITUPKO-
HUA B PACTBOpUTENE IIPU IIPOMbBIBE 000PYIOBAHU, IPOAYKTAX PEAKIIMH U CTOYHBIX BOAAX,
YHCTOTA KOTOPBIX JKECTKO perjiaMeHTHpoBaHa. B crarbe paccMOTpeHbI 0COOEHHOCTH (POTOKO-
JIOPUMETPUUECKOrO OIIPEIeIeHus IIPHUMecel IIMPKOHMS C PA3HBIMU KOMILIEKCO00pasoBarTess-
MH, 9YBCTBUTE/JIBbHOCTDb OIIpEOe/IeHUA B IIPUCYTCTBHHU jKejie3a, aJllOMHUHUA, HUKEJId U XpoMa
OLIEHEHA IIyTeM CpPaBHEHWs B3HAYEHWU «HHIEKCA YyBCTBHUTEIBHOCTH», IIPEIIOKEHHOIO
E. Cenpenom, u «ynenbHOTo moriomenus» 3. Mapuerko. 17151 ompeneeHus UPKOHUS B IIPO-
IyKrax mpousBozacTBa JIAQO mpeioskeHo HCIIOIb30BATh PEAKIINI0 KOMILIEKCOOOPAa30BaHUA C
apcenaso III B cpeme 9 — 10 M HCI. O6pasyroiieecs: OKparieHHOe KOMILIEKCHOE COeTUHEHIe
VMeeT MaKCHMyM CBETOIIOIJIOIIEHHs Ha JyinHe BoaHbI 670 uM. [[uamasoH onpenenseMbx Co-
nep:xanuii ot 0,100 1o 100 Mr/kr, ompenenenuio He MemaoT 103-kpaTHbie konuaectsa NiZt,
Fe3+t, Al3+ u 400-kparubie Kommdaectsa Cr3+t. JIa MCKIIOUEHNA MEIIAIONIET0 BIUAHNAA KHUC-
JIOTHOCTH Cpefbl BhIOpaH Meror 100aBoK. Ha ocHOBaHWMM OLIEHKHM METPOIIOTHYECKUX XapaKTe-
PHUCTHE PaspabOTAHHOM METOAMKHU IIOKA3aHO, YTO OHA O0ECIIEUMBAET YIOBIETBOPUTEIbHBIA
YPOBEHB BOCIIPOM3BOIUMOCTH U IIPABIILHOCTH PE3YJIBTATOB I AHAJTUTHIECKOTO KOHTPOJISA
npousBozcTsa JIAO.

Kirouessle ciroBa: MupKOHUIL; apcenaso 111; tunelinbie anbga-onreduus; HHIEKC 1yBCTBU-
TEJILHOCTH; YeIbHOE MOIJIOIIeHE; (DOTOKOJIOPUMETPHYECKOE OIIPEIeIeHNe; METO J00aBOK.

PHOTOCOLORIMETRIC DETERMINATION OF ZIRCONIUM MICROCONTENT
IN THE PRODUCTS OF LINEAR ALPHA-OLEFINS PRODUCTION
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Analytical control of the technological process of linear alpha-olefins (LAO) production using a zirco-
nium carboxylate based catalyst according to a-SABLIN technology calls for determination of the re-
sidual zirconium in the solvent when washing equipment, in the reaction products and wastewater, the
purity of which is strictly regulated. Features of photocolorimetric determination of zirconium impuri-
ties with different complexing agents are considered and sensitivity of the determination with iron,
aluminum, nickel and chromium present is estimated by comparing the values of the “sensitivity in-
dex” (by E. Sendel) and “specific absorption” (by Z. Marchenko). The reaction of complex formation
with arsenazo III in 9 — 10 M HCl is used for determination of zirconium in the LAO production related
products. The resulting colored complex exhibits the maximum light absorption at a wavelength of 670
nm. The measured content ranges from 0.100 to 100 mg/kg, 103-fold amounts of Ni2+, Fe3+, Al3+ and
400-fold amounts of Cr3+ do not interfere with the determination. The method of additives is used to
eliminate the interfering effect of the acidity of the medium. It is shown that the developed technique
provides a satisfactory level of the reproducibility and correctness of the results for analytical control of
LAO production.

Keywords: zirconium; arsenazo III; linear alpha olefins; sensitivity index; specific absorption;
photocolorimetric determination; addition method.
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Jluneitnbre anbda-onepunnr (JIAO) mwuporo wuc-
MOMB3YIOT B XMMHUYECKON MPOMBINIJIEHHOCTH: OyTeH
¥ TeKCeH — B KauecTBe MOHOMEPOB M COMOHOMEPOB
B IIPOIIECCAaX MOMYYEHMUS IIOJUMEPOB, OKTEH, EIleH U
6osiee BBICOKOMOJIEKY/ISIPHBIE OIe()MHBI — B Kade-
CTBE CHIPbA IIPHU IIPOU3BOJICTBE IETEPTEHTOB, CHHTE-
THYECKHUX CMa30YHBIX MACel, INTACTH(UKATOPOB, CO-
MTOJIMMEPOB, ITOBEPXHOCTHO-AKTUBHBIX BEIECTB, Te-
IJIOHOCHUTEJEH, BBICIINX KUPHBIX CIIUPTOB U Kapbo-
HOBBIX KHCJIOT, 8 TAKKe MPHU MMOJyUeHUU KOMITOHEeH-
TOB Pa3IWYHBIX KOMIIO3UIINH (MACTHUK, TEPMETHUKOB,
mokpeITHi) [1 - 5].

HuskoremnepaTypHyo OJIUTOMEPH3AIIAI0 HTHU-
snena B Boicinre JJAQO oCyIecTBIAIOT C UCII0Ib30Ba-
HUEM MEeTALIOKOMILIEKCHBIX CHCTEM, BKIIOYAIOIIUX
COeMHEHUS IIePEX0HOTO MEeTaJIa U alFOMOOPTAHH-
YeCKHe COKATAIu3aTopskl [6].

ComocraBuTenbHas OllEHKA AKTUBHOCTHU W Ce-
JIEKTUBHOCTH PA3JTUYHBIX KATATHU3aTOPOB OJIUTOME-
pU3anyH STUIeHA YKa3bIBAeT HA TO, YTO KATATUTHU-
YecKas crcreMa KapOOKCHIAT IUPKOHUSI — CECKBH-
ATIOMUHUNXJIOPUL SBISETCI ONHOM u3 Hambosee
a(p(peKTUBHBIX U XapaKTepusyeTcs 00jee BHICOKOM
MPOU3BOAUTENHHOCTHI0. M cImonb3oBanme KarTaausa-
TOPOB 9TOTO THIA O3BOJAET YIYYIINTH SHEPTeTH-
yeckuil 6asanc mpoiecca [7].

EnuHcTBeHHBIH NTPOMBINLIEHHBIH IIPOIlECC II0-
nyuennsa JIAO ¢ uCIONIb30BaHMEM KATAIHTHYECKOH
CHUCTEMbI HA OCHOBE ITUPKOHUS OCYIIECTBIAIOT B CO-
orBercTBuH ¢ TexHosorued a-SABLIN: mpu oswuro-
Mepusaiuu stwieHa B JIAO wucmonb3yooT Karasu-
3aTOp, COCTOAINME W3 KApOOKCHIATA ITUPKOHHUSI U
srunamomuauiiceckBuiixiaopuna (ACX). Peaxkiuio
MPOBOJISAT B KUAKOU (pase, B KAUeCTBE PACTBOPUTEIIST
MPUMEHSIOT TOIYOIL.

KommoHeHThI KaTanmusaropa 4pe3BbIYAMHO YyB-
CTBUTENBHBI K BO3ZIEHCTBUIO BJIATH, BO3AyXa U KHUC-
JIOPOJIa, KOTOPhIe HHIUOUPYIOT IIPOIECC OJTUTOMEPH-
sanuu sruiena B JIAO u BBI3BIBAIOT TOOOYHBIE pe-
AKIIMM, TeM CAMBIM CHUIKAS €r0 TeXHHKO-9KOHOMH-
YecKue MOKa3aTeH.

IIpoayKThl OMMrOMepU3aNMH MIPEICTABIAIOT CO-
6ol cmech romosnoros oneduaoB Cy — Cgy ¢ ueTHBIM
YHCIOM YTJIEPOJHBIX aTOMOB. BapsrupoBaHue TeMiie-
PaTyphl, KOHIIEHTPAIIUHA COMU IUPKOHUS W MOJIBHO-
ro coorHomrenus Zr:Al B KaTamusarope MO3BOJISIET
peryiupoBaTh (PPaKUMOHHBIA COCTAB IPOIYKTOB
OJINTOMEPU3AIMYA B IIUPOKHUX TIPeIesiax, MEeHsIs CO-
OTHOIIIEHUE BBIXOJIOB JIETKUX U TSKEIBIX 0JIe(HUHOB.

ITpu mpoussoacree JIAO ¢ mpumeHeHueM Karta-
au3aTopa Ha OCHOBe KapOOKCHIaTa ITUPKOHHUSA II0
rexuosorun o-SABLIN mpembsaBiadiores KecTrue
TpebGOBaHUA K YHUCTOTE PACTBOPUTEIIH, IPOIYKTOB ¥
cTouHo# Boxbl. IIpm sTOM wmCIONB3yeMble KOHIIEH-
TpaIuu KaTanrusaropa KpaiHe HEeBeJIWKH, s KOH-
TPOJIA TEXHOJIOTUYECKOTO IpoIiecca TpedGyeTcs ompe-
JeJieHne ero KOMIIOHEHTOB C BHICOKOM TOUHOCTBIO.

Ompeznenenne 0CTATOYHBIX KOHIIEHTPAIUH IIHP-
KOHUA B PACTBOPHUTEJIE IPU IMPOMBIBE 060pyIOBa-
HUfA, MPOAYKTAX PEAKIMH U CTOYHBIX BOJAAX ABJIA-
eTcsl MMOCTOSHHON HEeoOXOAMMOCTBIO JIJIsi KOHTPOJIS
TEXHOJIOTHIECKOTO Ipouecca. V3aMeHeHHe RaHHBIX
IoKasaTenel ykKasbIBaeT Ha NPOOJIEMBI B OCyIIe-
cTBIeHUM Tporiecca mosnydenus JIAQO: yxymaienue
KavecTBa MOJIyIaeMbIX IIPOJYKTOB U CTOYHOHN BOIHI,
pacxon KaranusaTopa, Koppo3us 000pyI0BaHUS.

Ompenenerue OCTATOYHON KOHIIEHTPAIIMH ITHP-
KOHHS B IIEPEUUCIEHHBIX CIOKHBIX II0 COCTABY 00h-
ekrax Ha ypoBHe 0,1 -25Mr/Kr B TpHCYTCTBUU
CPABHUMBIX KOJIHYECTB IIPUMeECEe Kejies3a, aJioMU-
HUA, HUKEJIA, XpoMa ABJIAETCA CIOKHOM aHATNTHYIE-
cKoii 3amaueii. [IpucyrerBre Memanmux 51eMeHTOB
IIPUBOJUT K 3HAUUTEILHOMY CHUKEHHUIO TOYHOCTU U
YyBCTBUTEJIBHOCTH OIIPEIeIeHUs MHKPOCOIep:Ka-
HUUA IUPKOHUS IJI MHOTHX (PHU3HUKO-XHMHUECKHX
MeTozoB aHau3a [8].

IInanoM aHATUTHYECKOTO KOHTPOJA JIMIEH3UA-
pa mporiecca — HEMEIKON KoMuanuu JIuumne — mpe-
IyCMOTPEH MEeTOJ AaTOMHO-dMHCCHOHHOHM CIIEKTPO-
METpPUH C WHAYKTUBHO-CBA3aHHOM 1rasmoi mo DIN
EN ISO 11885 [9]. Merox ornwuaercd BBICOKOM
YyBCTBUTEJIBHOCTBIO, CEJIEKTHBHOCTBbIO, HHQOpMA-
THUBHOCTBIO ¥ SKCIIPECCHOCTHIO, OJJHAKO €r0 IMPaKTH-
YecKoe HCII0Ib30BaHNe B aHATUTHIECKOM KOHTPOJIE
OTPAHUYEHO II0 HYKOHOMHYECKUM U 3KCILIyaTaI[uOH-
HBIM COOOPAKEHHUAM — H3-3a JOPOrOBU3HEI IIpubopa
¥ HeOOXOIMMOCTH ITOATOTOBKY KBAITH(PHUIIMPOBAHHO-
ro TIepcoHasa.

B cBs3u ¢ sTHM BO3HHKIA HEOOXOTUMOCTh pPas-
paboTKM BHICOKOM30HMPATEILHOM, YYBCTBUTEIHHON 1
OCTYITHOM METOIWKH OIpeNesIeHUs ITUPKOHUA IS
AHATUTHYECKOr0 KOHTPOJISI IIPOoIiecca IPOU3BOACTBA
JIAO. [Is sToro 1enecoobpasHo HCIIOIHL30BATH Me-
TOx POTOKOJIOPUMETPHH, IIPH STOM JJIS JOCTUKECHUS
BBICOKOM UYBCTBUTENBHOCTH ¥ W30MPaATEIHLHOCTH
OmIpefie/IeHnusT MW TOAYyYEeHHUS BOCIPOM3BOLUMBIX M
MPaBWILHBIX PE3yJbTATOB aHAAMW3a HAuOO/Iee BakK-
HOE 3HAYEHHE MMEIOT CIIeIHU(PUIHOCTh BHIOPAHHOTO
peareHTa ¥ yCIOBUA (POTOMETPHUUECKOTO OIpesese-
musa [10, 11].

HsBecTHO MHOKECTBO (DOTOKOIOPHMETPHIECKUX
METOZOB OIPENeIeHUsI IUPKOHUI C Pa3IHYHBIMU
pearenramu [10, 12 — 15].

CpaBHHUTEIBHYIO OIIEHKY YyBCTBUTEIBHOCTH (O-
TOMETPHUYECKHUX PEAKIUH IIPOBEJINM Ha OCHOBAHHUU
npegnoxkernnoro K. CeHpmenoMm «WHAEKCA YyBCTBH-
TeabHOCTH» () [12] U «ymeabHOTO TOTJIOMIEHU» (Q)
3. Mapuenxo [10].

Tunuunble 3HAYEHUSI @ OJIA IIBETHBIX PEAKITUH,
KCIOJNb3yEeMbIX B HEOPraHUYECKOM aHAJIM3€e, COCTAB-
asor 0,1 — 1,0 cM?/MEr, a 3HAaYeHHe y A1d Hauboiee
YyBCTBUTEJbHBIX I[BETHBIX PEAKIMI KojaebieTcs OT
0,01 mo 0,001 MKr/cMm2.
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Ta6auna 1. OcHOBHBIE peareHThI U YCI0BHUA (DOTOKOIOPUMETPHIECKOTO OIIPEeeIeHHs [IMPKOHIS, 3SHAYCHNUI HH/EKCA 1yBCTBU-

TEJIBHOCTH U YAEJIBHOTO IIOTJIOIEHUA

Wunexc uyscTBU- . 10-3 YnenpHOE

Pearent PacrBopurens Cpena TENTBHOCTH @, MKT  Apay, HM /(8 2 ) moriomlenue
Zr/em? (A, HM) J/(MOIIE * CM a, CM2/MKT
Anuzapun kpacubii C Bopa 0,1-0,2MHCl;, =~0,013 (520) 520 7 0,08
HNO,
Ksepuerun 30 %-HbIH 0,5 M HC1 0,004 (440) 440 31,4 —
pacTBop STaHOIA
KcunenomoBsrit opaHKeBbIid Bopa 0,5-0,8 M HCI; 0,004 (535) 535 35 0,38
0,8 M HCIO,

Apcenaso III Bopa 9-10 M HC1 0,0007 (665) 665 ~120 1,30
Apcenaso I Bopa pH 1,6 0,007 (575) 600 9,7 —
8-OKCUXUHOIUH Xnopodopm 0,0064 (385) 386 14 —
ITuporxaTexuHOBBIN PHOTETOBBIR Boga pH5,0-54 0,0028 (650) 620 ~25 0,27

Ta6auma 2. 3aBUCHMOCTH ONTUYECKOH ILIOTHOCTH pac-
TBOPOB ¢ pasnuunoi koureHntparued HCl or comep:xanwms
IUPKOHUS

C(HC)), moms/mm3

C(Zr), mr
9 9,4 10

0,0005 0,058 0,064 0,071
0,0010 0,115 0,126 0,139
0,0020 0,238 0,258 0,280
0,0030 0,358 0,391 0,425
0,0040 0,475 0,520 0,559
0,0050 0,590 0,643 0,695

K=)DC,/>D? 000844 000774  0,00716
=1

=1

B tabu. 1 npuBemeHbl peareHThl, UCII0Ib3yeMble
o omupenenenus He 6osee 0,1 MI/KT IMPKOHUA,
YCTIOBUS aHAJIN3a, 4 TAKKe 3HAYEeHUA YIeIHHOTO I10-
TJIOIeHU U WHAeKca YyBCTBUTEIbHOCTH [16, 17].

W3 Tabna. 1 BHAHO, YTO HHAEKC YyBCTBUTEJIb-
HOCTH CHMJKAETCA B PALy: AJIM3apHUHOBBIA Kpac-
w1t C > apcenaso I > 8-0KCUXMHOIUH > KCHIIEHO-
JIOBBIN OPAH/KEBBIN > KBEPIIETHH > MHUPOKATEXUHO-
BBIH (prosieToBbIN > apcenaso I11.

B 70 :&e BpeMsa 8-OKCUXWHOJIWH, KCUIEHOIOBBIH
OpaHIKEBBIH, MUPOKATEXWHOBBIN (PHOIETOBBINA 006-
pasyioT KOMILIEKCHI CO MHOTHMH METAJIAMH, YTO
He obecreunBaeT M30MPATEIBHOCTH OIIPEETeHHU.
KomnnexcoobpazoBanne Heomuma c apceHaszo 1 B
HEeUTPaNbHOH cpeje paHee uaydeHo B pabore [18].
OmHako KOMILIEKCOO6pa3oBaHue IUPKOHUSI HAGIIO-
JaeTcs IPH MOBBINIEHUH KucaoTHocTH a0 pH = 1,6,
U Opu A, = 575 HM HHIEKC YyBCTBHUTEIbHOCTH
coenuuenus pasen 0,007. Taxkum obpasom, omrTwH-
veckod twioTHOCTH (0,1 COOTBETCTBYeT KOHITEHTPA-
nus mupkouusa 0,7 MI/Kr, 94TO HE MOCTATOYHO IS
KOHTPOJA IPOJAYKTOB IIPOM3BOJCTBA JIMHEHHBIX
0J1e(DUHOB.

[IpencraBnsger wHTEpec MpUMeHEHHE apCceHA30
IIT gna poroMeTpudaeckoro onpenereHus THPKOHHUS
[19, 20]. Y3 Taba. 1 ciaemgyer, 4TO KOMILIEKCHOE CO-
eIWHeHUe [TUPKOHU ¢ apcenaso 111 xapakrepusyer-
csl MUHHUMAJIbHBIM 3HAYEHWEM WHIEKCA YyBCTBH-
TEIbHOCTH U MAKCUMAaIbLHBIM 3HAYEHUEM YIeITHHOTO
TOTJIOIIEHUS.

YenmoBus aHanu3a BbIOUPAIIH C YI€TOM SKCIIEPH-
MEHTAQJIbHBIX JAHHBIX II0 BJIWSHWIO KHCIOTHOCTH
Cpenbl, KOHIIEHTPAI[UHA COIYTCTBYIOIIUX JIEMEHTOB
U CTAaOWJILHOCTH 00pasoBABIIEroCs KOMILIEKCA Ha
olpejieieHue IMMUPKOHMUS.

Hcnonb3yemble peakTHBBI UMEIU KBATU(UKA-
W0 XY WU Y4 U He MOJABEPTaINCh JOMOTHUTETh-
HOIT ouncTKe. B paboTe HCII0/1b30BaIN PACTBOPBI CO-
JITHOM KHCTIOTHI ¢ KoHITeHTparuei 2,0; 6,0; 8,0; 9,0;
9,4; 10 moas/mm3, 0,05 %-ub1ii pacTBop apceraso III.
Pacrsop xematuna (1,0 %) roToOBUIH IIyTEM PacTBO-
peHUs HaBECKW KelaTHUHA IIPU HATPEeBAaHWM HA BO-
IAHOM 6aHe, pACTBOPBI IIMPKOHUA C KOHI[EHTPAIIHeH
0,05 u 0,001 mr/em® B 2 M HCI monyganu pasz6asie-
unem ['CO 8858-2007.

Hcmonb3oBanmu doromerp (POTOIIEKTPHUIECKUH
K®K-3-01, koBeTbl C JIHUHON ONTHUYECKOTO IIYTH
50 mm. Mameperus nmposoguau npu A = 670 HM.

CHayaiia HU3y4YUId 3aBUCHMOCTb OITHYECKOH
IJIOTHOCTH KOMILIEKCHOTO COEIMHEHUS ITUPKOHUS
¢ apcenaso III oT KOHIIEHTpPALMHU CONAHONU KUCIOTHI
B uHTepBaie 6 — 10 Momb/mm3.

YeranoBieHo, uTo Hauboiee 6aronpuATHAS 06-
JIacTh KOHIIEHTPAIUN COJITHOM KHUCIOTHI I 06paso-
BaHUA CBETOIOTJIONIAIONIET0 COEUHEHHU COCTABIISA-
er 9 - 10 monb/qM3, ogHAKO B STOM HHTEpBaje He
HabI07IaeTcad CTa0MIBHOCTh B 3HAYEHHUAX ONTHIE-
CKOU IJIOTHOCTH.

B cBasu ¢ sTuM wm3ydyeHa 3aBUCHMOCTH OIITH-
YeCKOH IIOTHOCTH KOMILJIEKCA [UPKOHMUS C apceHaso
IIT or comep:xanua IUPKOHUA B [AUANA30HE OT
0,0005 mo 0,0050 mr B cpeme 9 — 10 M consHoOi Ku-
cnoTel (Tabm. 2). [nsa crabunusaruu o6pazoBasIie-
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roca KOMILIEKCHOTO COEIWHEHHUA B PEAKIIMOHHYIO
cpeny m06aBIISIN PACTBOP KEIATHHA.

W3 Tabu. 2 cienyer, 4TO B OIMHUCAHHBIX YCIOBUAX
HaOII0aeTcs MPIMOJIMHEHHAS 3aBHCHMOCTh. B TO
sKe BpeMs pasOpoc B 3HAYEHUSIX IPaIyUPOBOUYHBIX
K09()(PUIIIEHTOB B 3aBUCUMOCTH OT KOHIIEHTPAIIUU
COJITHOM KHMCJIOTBI OCTUTAET 710 16,6 % oTHOCUTEh-
HO CPeIHEero apuMeTHIecKoro.

g ycTpaHeHUs MeIIAaNero BIUIHASI KHUCIOT-
HOCTH Cpejibl HaMH BhIOpaH MeTos 100aBok [21], Ko-
TOPBIA II03BOJISET CO3MATh OAWHAKOBBIE YCIOBUSA
17151 POTOMETPHUPOBAHUSA HCCIEyeMOTO PacTBOpa
pacTtBopa ¢ 106aBKO.

IJKCIEPUMEHTAIHHO YCTAHOBIEHBI JOIyCTUMbIE
COZIeP:KAHUS COITyTCTBYIOIIUX BJIEMEHTOB B (POTO-
MEeTPUPYEMOM PACTBOPE /I BBHIOPAHHBIX YCIOBHI
W3MEpPeHHA: [JId :Kejies3a, HUKeJd, aJllOMUHUA — JI0
0,5 mr, xpoma — po 0,2 mr. PacuetrHoe 3HaueHme
npeqena obHapyxeHua nupkoHud cocrauio 0,07 —
0,1 mr/xr.

Xo0 anaauza cmownoli 6odvi. B mBe KoHH-
yeckue KouObl BMecTtuMocTbio 100 cM3 BHOCAT mu-
TIETKOH paBHBbIE 00BEMBI HUCCIEIYEMOU MPOOBI C CO-
nepsxanuem nupkonus 0,0005 - 0,0025 mr, mobas-
nawor (5-Vy,) cM® IHCTHIIMPOBAHHOH BOABI M IIO
20 cm? 9 — 10 M HCI, momeriaroT KoI6bl HA DIEKTPO-
IUIATKY, HATPEBAIOT [0 KUIIEHWSI U KUIIATAT B TeUe-
aue 5 mun. Comep:krMoe KO0 OXJIaKIA0T 10 KOM-
HATHOH TeMIlepaTypbl, KOJTUYECTBEHHO IEPEHOCAT B
MepHBIe KOJIObI BMecTUMOCTEIO 50 cM?, omoackusas
9 — 10 M pacreopom HCI u cnuBas mpombIBHBIE pac-
TBOPBI B KOJIOBI. B 01HY 13 K010 BHOCAT C ITOMOII[BIO
MUTIETKY TaKOe KOJMIECTBO CTAHJAPTHOTO pacTBopa
nupkonus ¢ kounenTtparumer 0,001 mr/cm®, aT06BI
OITHYECKas IIOTHOCTH (DOTOMETPHPYEMOT0 PacTBO-
pa B 1,56 -2 pasa mpeBbImana ONTHYECKYIO ILJIOT-
HOCTB pactBopa 6e3 100aBKH.

3areM B KOIObI H00ABIIAIOT MMHAMETKOM 10 3 cM>
1 %-HOTO pacrBOpa KelaTWHA, IIePEeMEIINBAIOT U
BHOCAT 110 2 ¢M? 0,05 %-Horo pacTBopa apcenaso I11.
O6beM pPacTBOPOB JAOBOIAT M0 METKH COJITHOM KHC-
JIOTOM, TIEPEMEIIUBAIOT U CPA3y U3MEPSIOT OITHYe-
CKYIO IJIOTHOCTDb Ha JJIHHE BOJHBI A = 670 HM B Kio-
BeTe C TOJIIUHOHN ITOTJIOIIAIIEr0 CI0S KUIKOCTH
50 MM 110 OTHOIIEHUIO K KOHTPOJBHOMY OIIBITY.

Ta6auna 3. MeTposoruieckie XapaKTePUCTUKY METOLUKH
(hoToromopuMeTpHUeCKOro onpeneneHus nupkouus (kB = 2;
P =0,95)

JlnanazoH ompe-

O6bexT ananmsa JIeIIeMBIX COMep- S, % + U, mMr/Kr
JKAHUU, MI/KT
CTouHBIE BOIBI 0,100 - 100 4,7 0,07x
Y T71€BOIOPOIBI 0,100 - 5,00 6,2 0,09%
5,0 - 100 3,7 0,06x

Xo0 araausa yznesodopodos. B mnBe koHmUe-
ckue Kos6b1 BMectumocTbio 100 em? BHOCAT mummer-
KO paBHBIE 00BEMBI MCCIELyEeMON MPOOBI ¢ comep-
skaameM mupkouus 0,0005 — 0,0025 mr, m006aBiIsOT
(6-Vip) cM® IMCTHIMPOBAHHOM Boabl M 1mo 20 cm®
9 — 10 M HCI. Konbs! mmoMeranT Ha IIpeBapuTelb-
HO HATPeTyI0 IeCOYHYI0 0aHI0 M KUIATAT [0 UCUe3-
HOBEHHUs KallelleK YTIJIEeBOJ0poaa C IIOBEPXHOCTH
SKMIKOCTH, He IOIyCKas OypHOro KHIIEHHS, IIePHO-
IUYECKU TIePEeMeIInBas JeTKUM BCTPAXUBAHUEM,

PacrBops! oxnammaoT 10 KOMHATHOW TeMmIiepa-
TYpPBI ¥ KOJIMIECTBEHHO [IEPEHOCIT B MEPHBIE KOJIObI
BMecTuMocTb0 50 cm?, omonmackmsaa 9 — 10 M pac-
tBopoM HCl u cnuBas mpoMbIBHBIE PACTBOPHI B KOJI-
6b1. B of1Hy 13 K016 BHOCAT € TIOMOII[BIO TTUTIETKU JI0-
0aBKy CTAHZApTHOTO PACTBOpPA, COAEPKAIero
0,001 mr/cm® nuproHUA.

B k0716561 106aBRAI0T nUIIeTKOMH 110 3 eM® 1 %-Ho-
r0 pacTBopa JKejllaTHHA U IePEMEIIHBAIT, 3aTeM
BHOCST 110 2 cM? 0,05 %-Horo pacTBopa apcenaso 111,
[EPEMEITUBAIOT U JOBOAAT 00BEM pPACTBOPOB [0
METKH COJITHOU KuCIoTOH. M3MepsaioT onmTUdYecKyio
ILUIOTHOCTH Ha JJIMHE BOJHBI A = 670 HM B KioBeTe C
TOJIIIIUHON IIOTJIOIIAIOIIETO CJIOA JKUAKOCTH 50 MM
I10 OTHOIIIEHHUIO K KOHTPOJBHOMY OIIBITY.

B Tab6n. 3 npuBeaeHs! olleHeHHBIE 3HAUYEHUS I10-
KasaTess MPEeru3uOHHOCTH (8) ¥ TpaHUIlbl PACIIIH-
peunoit meompeznenennoctu (+U) npu roaddurru-
eHTe oxBara k = 2 W JOBEPUTEIILHON BEPOSTHOCTH
P = 0,95 [22].

IIpaBunbHOCTD PE3YIHTATOB OMPENEIeHUI ITUP-
KOHWS TIOATBEPIKIEHA METOIOM «BBEIEHO — Halie-
HO» IIPU aHAJIN3€e MOJEIbHBIX PACTBOPOB PA3IMIHO-
ro cocrasa (tabma. 4). B tabm. 4 Takxe mpuUBeIeHbI
pesynbTaThl aHAIM3a IMPOU3BOACTBEHHBIX IPO0 HA
OCHOBE TOJIy0Jia U BOJBI.

Ta6auua 4. Pesynbprarel aHanusa MOIENbHBIX PACTBOPOB
METO/IOM «BBEJE€HO — HAWIEHO» U MPOU3BOACTBEHHBIX IIPO6
(n=2;P=0,95)

Conep:xanue MUPKOHUS, MT/KTD

O0bekT aHanmmsa

Bseneno Haiineno
PacrBop muTpara 0,20 0,210 = 0,014
[HpKORHA B BoAE 5,00 4,83 0,35
PacrBop kap6okcuiara 0,15 0,140 = 0,014
LUPKOHUS B TOLYOIIe 30.0 3092 + 1.8
IIpo6a Ne 1 Ha ocuoBe — 1,48 = 0,10
BOJIBI
IIpo6a Ne 2 Ha ocHOBE — 1,10 = 0,10
TOJIyoJIa
IIpo6a Ne 3 Ha ocHoOBe — 66,0 = 4,0
TOJIyOJIa
IIpo6a Ne 4 Ha ocHOBE — 11,0 £ 0,7

Toxyosna u JJAO
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Tarkum obpasom, paspaboraHa MeTOAHMKA CIIEK-
TPO(POTOMETPHIECKOTO OIPEIEIeHU MHUKPOCOLEP-
JKaHUU MUPKoHuUA ¢ apcenaso III B mpoxykrax mpo-
usBozcTBa JIAO, KoTopas xapaKkTepusyercs JOCTYI-
HOCTBIO, BBICOKOH YYBCTBHUTEIBHOCTHIO M H30mMpa-
TEJIBHOCTHIO.

IIpoBenmenue pearnuu ¢ apceraso 1II B cuiabHO-
kucmou cpene (9 — 10 M HCl) nosBosaser moBbICUTD
YYBCTBHUTEJIBHOCTH METOMA, a UCIOIb30BAHNE METO-
na 100aBOK 00ECIIeYMBAET TOYHOCTH PEe3yJIHTATOB
ananusa. JlmamasoH ompenenseMbIX COMEP/KaHUM
nuproausa — oT 0,100 go 100 mr/kr, ompemeneHUI0
He MemaoT 10%-kpatHble KommuecTBa Ni?t, Fedt,
Al** u 400-kpaTHbIe KomudecTBa Cr3*.

Meronuka MOMXeT OBITH WCIOAB30BAHA MJIA
OTIpeJleJIeHus OCTATOYHBIX KOHIIEHTPAIUH IUPKO-
HUAS B CTOYHBIX BOAAX WM MPOAYKTAX PEAKIUU IIpU
AHAJIUTUYECKOM KOHTPOJIE TTPOU3BOCTBA TUHEHHBIX
anbda-oneduHOB.
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