OIIPEAEJIEHUE KOHIIEHTPAIIMUM YPAHA

1 TPABUMETPUS: METO/I ITPOKAJIMBAHMS C ITOIIPABKOM HA TIPUMECH

OO6racTb MpUMEHEHUS

I'paBuMeTprYeCcKuil METOI TPUMEHSETCS ISl ONIPEEIICHUS ypaHa B YHCTHIX IPOMBIIUIEHHBIX
MaTepHajax, BKJIIoYas METaJUIMYECKUH ypaH (HO He METaJUIMYEeCKUH ypaH B BHJE MOPOLIKa H3-32
TpeboBanuii 6e3onacuoctu), UF6, pactBop ypanwun nutpara, UF4 u UO2. Jlnst momy4eHus: TOUHBIX
pe3yabpTaToB 00Iast KOHLEHTpauus IpuMeceii He 1oibkHa npesbimars 500 Mxr/r. s
MHUHHMMH3AIHH OTPEIIHOCTH B3BEIIMBAHUS TPEOYIOTCS 00pasiipl, Macca KOTOPBIX HE MEHee ST.

OCHOBHBIE TPUHIIMIIBI

MeToa npokaluBaHMs C IONPABKON Ha MPUMECH SIBIISIETCs] HanOoJee ITMPOKO HCIIOIb3yEMbIM
IPaBUMETPHUYECKUM METOAOM s omnpeneneHud U B BBICOKOUYUCTBIX COEAMHEHUAX, COIEPIKAIINX
ypas. B aTom meToze B3BemmBaemas nopuus mMarepuana npeoopasyercs B U308 ¢ moMonsio
MpOKaIUBaHUs B BO3AYIIHOM cpene. Bec monmyyennoro U308 koppeKTUpyeTcsl Ha HEJIeTy4Yue
MIPUMECH, IPUCYTCTBUE KOTOPHIX ONMPEAEISAETCS C MOMOIIBIO CIIEKTPOMETPUUECKOTO aHATIN3a.
OOBIYHO, CYUTACTCS, YTO OKCHIHBIE IPUMECH MIPUCYTCTBYIOT B COCTOSIHUM HAauOObIIEH
BaJICHTHOCTH. BBICOKast TOUHOCTH JIETKO JIOCTHTAETCS, KOT1a TIOJAEP KUBAIOTCS YCIOBUS
OIEpaTUBHOTO KOHTPOJIS MPOKAIUBAHMS U IPOBOJATCS PETYISpHBbIE NEPUOANYECKUE IPOBEPKH
XapaKTepUCTUK. JpyruMH TOCTOMHCTBAMH 3TOT'O METO/A SIBIIAIOTCA MaJoe BpeMs Ha MPOBEIEHUE
orepaluy Ha OAHO ONpeAeICHUE, OTCYTCTBHE HEOOXOIUMOCTH PAaCTBOPEHHS OKCHIHBIX 00pa3IoB
U IIPOCTOTa TPeOyeMOoro J1abopaTopHOro 000pyIOBaHMSL.

O6opynoBaHue
Bechl, nieub, TUTIH 7151 TPOKATHBAHKS.

OCHOBHBIE HCTOYHUKHU TOTPEITHOCTH

OCHOBHBIMHM UCTOYHHUKAMH MTOTPELIHOCTH SIBJISIOTCS MIOTPELIHOCTH B3BEIINBAHMS, KOTOPHIE
00yCJIOBJIEHBI OTPaHUYEHUSIMU 110 TOYHOCTH aHAUTUTHYECKUX BECOB H OTKIOHEHHSIMHU
B3BemnBaeMoi (popmel ot crexuomerpun U308, Jlo mpoBeaeHns aHaM3a HEOOX0IMO
OTIPEJICNIUTH HeeTyYre IpUMecH (JUTS OTYYEeHUS] TOUYHBIX PE3YJIbTAaTOB 00Iee KOJTHMIECTBO
npuMeceil He TOIKHO npeBbImath 500 MKI/T).



2. OKUCJIIMTEJIbBHO-BOCCTAHOBUTEJIbHASA TUTPOMETPUA IOBUCA-T'PESA/HBJI
(HbYO-BPYHCBUKCKOU JIABOPATOPUN)

O6acTh MpUMEHEHUS

Merton JIpBuca-I'pes/HBJI, nconb3yronuii moTeHINOMETPHYECKYIO TOUKY OKOHUYAHUS
TUTPOBAHUS, IPUMEHHM JJIsl LIMPOKOT0 pazHooOpasust pacTBopoB U, comepKaliux a30THYIO,
CEPHYIO U XJIOPHYIO KUCIIOTBI, ¥ ISl pACTBOPOB, COJEPIKAIINX HECKOJIBKO COCTABIISIOIINX, KOTOPBIE
SIBJIAIOTCSA MEIIAIOIMMU 711 IPYTHX BRICOKOTOYHBIX METOJI0B onpenenenus U. AHanusupyemole
pacTBOphI MOTYT OBITH TIOJIyYEHBI TIPH PACTBOPEHHHU OKCHA ypaHa, METATIMYECKOTO YpaHa, coniei
YpaHa, yPaHOBBIX CILIABOB U T.II. [oanuHHBI MeToq TUTpOBaHus J3Buca-I'pest, HCIoNb3yroMuil
BHU3YaJIbHYIO TOUKY OKOHUYAHUS, BCE €Ille N3peKa HUCIIONb3YyeTCs I aHaIi3a YpaHUI HUTPaTHOTO
pacTBopa M MOpoIlKa JTUOKCHJIA ypaHa.

OCHOBHBIE PUHITUITBI

IMogmuunetit meton asuca-I"pes Bxmtouan BocctanoBiaenue U(VI) go U(IV) ¢ momorbio noHa
JxKele3a B pacTBOpe KOHIEHTpUpOoBaHHOH (ocdoproii kucnotel (H3PO4), koTopslit comeprkan
cynbdamuHoByto kucioty (NH2SO3--H); oxucnenue nzdpirounoro Fe(Il) ¢ momomsio a30THOM
KHCJIOTHI B IpUCYTCTBHH KaTanuzaTopa Mo(VI); pazbasienue pactBopa u 3ateM TutpoBanue U(IV)
JUXPOMAaTOM KajHs A0 BU3YaJIbHOW TOUYKH OKOHYaHUs. B kadecTBe MHAMKATOpa HCIOIB30BAJICS
cynehanat mudenmraMuH 6apusa. HemoctaTok moaTMHHOTO METO/1a 3aKITF0YAETCS B 3aTIHYTOH
Touke okoHYaHU TuTpoBaHus. B HBJI aToT MeTox Obin yiydieH 3a cueT 1o0aBiIeHus HeOOIIIOTO
koimuectBa V(IV) k pacTBOpy 10 TUTPOBaHHSA, YTOOBI YCKOPUTH JOCTIKEHUE TOYKH PABHOBECHSL.
Ota MoauduKaIus cienana BO3MOKHBIM MTOTEHIIMOMETPHYECKOE ONPE/IeIIEHUE TOYKH OKOHYAaHUS U
HCIIONTb30BaHNE aBTOMATHYECKOTO 000PYAOBaHUS ISl TATPOBAHUSI.

OCHOBHBIE 1Iary:

- OT60p poOHI

- PactBOpeHue

- [IpenBaputensHas 00paboTKa It yAaJISHHS IPUMECeH, eclii 3T0 Tpedyercs

- Boccranosnenne U(VI) no U(IV) ¢ momomsto Fe(Il) B cpene hochopro-cynshamuHOBOI
kucinotsl (H3PO4-NH2SO3--H)

- Paznoxenne octarounoro konmuectBa Fe(Il) okucinernnemM a30THON KHCIOTOU ¢ UCITOJIH30BAaHHUEM
MOJIMOICHOBOT'O KaTau3aTopa

- PazbaBnenue oopasua B 1M H2SO4 u tutpoanue U(IV) no U(VI) B npucyTCTBHM BaHAAHEBOTO
KaTalu3aTopa A0 MOTEHIMOMETPHUECKON TOUKH paBHOBecus (Pt-xamomens).

O6opynoBanue
Becsl, pH-MeTp, cTanmapTHBIHN 371eKTpoA (KajJoMesb), MHAUKATOPHBIHN MIaTUHOBBIA JIEKTPO/I,
OroOpeTKa ¢ PacIIUPSIOIIEHCS KOJIOOH.

OCHOBHBIE HCTOYHUKHU TOTPELUTHOCTH

- HeonpeneneHHOCTE pe3ynbTaTOB H3MEPEHUS ISl aHATUTUYECKUX BECOB
- HeonpenenennocTs npu aHanu3e AUXpomMaTa Kaaus

- 3MeHeHue B TUTpE CTaHAAPTHOTO PacTBOpa AUXpoMaTa Kajlus

- MHOroyHKIMOHAIBHOCTh MJIaTHHOBOTO MHAWKATOPHOTO 3JIEKTPOAa

- HecooTBeTcTByromue neiicTBus onepatopa



CymiecTByeT 00JIBIITIOE pa3HOOOpa3re METOIUK, KOTOPBIE YCTPAHSIOT ITOYTH BCE MEIIAOIIIHE
3JIEMEHTHI U3 00pasIa.

3. KOMIIVIEKCOHOMETPUYECKHME METO/IbI

O0nacTh IpUMEHEHHS

KommnexcomeTpuueckoe onpeeneHie ypaHa NpuMeHIeTCs K 00JIbIIOMY KOIHYECTBY 00pa3LoB
TIPH YCIIOBHH, YTO MEIIAIOIINE HIEMEHTHI ObLIH YIaJICHBI MM BRLIOOPOYHO YCIIOKHEHBI (TaKue
00pa3sIbl SABISIOTCS B O0IIEM CIIy4ae OTHOCHTEIBHO YACTHIMU MIPOMBIIICHHBIMU PACTBOPAMHU ).
MeTo1bI MOTYT OCHOBBIBAThCSI Ha CJIOKHBIX (KOMILIEKCHBIX ) popmax inubo U(VI), mubo U(IV).
Conepxanue ypana B oopasue usmensiercst ot 0.01 o 50 mr.

OCHOBHBIC PUHIIHITHI

PeareHTbl, KOTOpBIC MPEACTABISIIOT CTAOMIILHBIC CMECH (KOMIUIEKCHI ), MOTYT OBITh UCIIOJIh30BaHbI
JUTSL TATPOMETPUYECKOTO aHAJIN3a B TOM CJIy4ae, €CJIM UMEeTCs YIOOHBIN UHIUKATOP TOYKU
OKOHYaHMsI. MOKET UCIOJIb30BAThCS OJIMH CMEIIAHHBIN PEaKTUB, €CIIU OH JIHOO MPOU3BOANT, JIHOO
yAaseT OKpalleHHbIA TPOAYKT, 1aBas CAMOMHIUIIMPYIIYIO TOUYKY OKOHYaHUs. MHauKaTop Touku
OKOHYAHWSI HCIIONIb3YETCS B TOM CIydae, KOT/la CMEIIaHHBI PEaKTHB HE yOBIETBOPSET BHIIIIE
Ha3BaHHBIM YCIIOBUAM. UHIMKATOP HOIKEH OBITH KPACSIINM BEIIECTBOM, KOTOPHIH 00pa3yeT
OKpaIIeHHYIO0 CMECh, IMEIOIIYIO CIIETKa MEHBIIYIO MMOCTOSHHYIO CTaOUIFHOCTH, YEM TUTPYEMOE
BemecTBo. Hambonee yacto ucnoms3yeMsiM TuTpanToM i1t Th, Pu u U sBisieTcst Hatpuit
YKCYCHOKHMCIIBIHN: OH JaeT Pe3KHe TOYKH OKOHYAHUS.

B menoM, KOMIIIEKCOHOMETPHUYIECKOE TUTPOBAHIE HE UMEET ITPEUMYIIECTB 10 CPAaBHEHUIO C
OKHUCIIUTENHHO-BOCCTAHOBUTEILHBIMHA METOIaMU 711 onpenenenns U i He IpeoCTaBIsIeT
SKBUBAJIEHTHON TOYHOCTH (OOBIYHO, OTHOCHTEIHHOE CTAHJAPTHOE OTKIIOHEHHE MOXKET COCTABIISTh
1% u HMKe). M3-32 IPOCTOTHI M1 OTHOCUTENHHO HU3KOW CTOMMOCTH TpeOyeMOoro 000pyI0BaHHUS,
KOMIUIEKCOHOMETPHYECKHIE METOBI SBISIFOTCS OoJiee yJOOHBIMH JJIST OCYIIECTBICHHS TIpoIiecca
KOHTPOJISA B TEXHOJIIOTHYECKOW JIMHUH, YeM B TA00OPaTOPHH.

O6opynoBanue

CraHmapTHOE aHATMTHYECKOE 000pyA0BaHKe. B 3aBHCHMOCTH OT METOa MOT'YT HCIIOIb30BATHCS
POCThIe HAOOPBI JJIS MPOBEACHHUS CIEKTPO(GOTOMETPUH U TUTPOBAHHMS, BOJOKOHHO-ONITHYECKUE
30H/1bI, BEICOKOYACTOTHBIE OCIHJUISATOPHI.

OCHOBHbBIC HCTOYHHKH MOrpeIIHOCTH

- IOrpCIIHOCTU U3-3a pa6OTLI C MHMETKON U/WIH B3BCIIMBAaHUA,
- IOrpCIIHOCTU OMMPEACIICHUA TOUYKHN OKOHYaHUs,

- HCaZACKBAaTHAas NpCABapuUTCIIbHAA IMMOATr0OTOBKA.

4. KYJIOHOMETPUA C KOHTPOJIMPYEMBIM ITIOTEHLIMAJIOM

O06acTh MpUMEHEHUS

DTOT METOJT IPUMEHHUM [IJIs IMUPOKOTO pa3HOOOpa3usi MaTepHaioB, CONEPKAIINX ypaH, HAUHHAS C
OTHOCHUTEIHFHO YHCTHIX PACTBOPOB YpaHa J0 PA3INYHOTO POJa CIUIABOB OOJIYYEHHOTO SAEPHOTO
ToruBa. KyJIoHOMeTpHs ¢ KOHTPOIHPYEMBIM MTOTEHIINAIOM 0COOEHHO XOPOIIO MOIXOJUT IS
aHayM3a 00Jy4eHHOTO TOIUIHMBA, TOCKOIBKY ISl IIPOBEIEHHS aHaI3a TPEOYeTCs TOIBKO HECKOIBKO
MUJLTUTpaMMOB oOpasiia. Kpome Toro, aHainm3 MOXKeT MPOBOANTHCS Ha PACCTOSHUH, TOCKOIBKY
BHYTPH II€PYATOYHOTO OOKCA WITH TOpsYeil KaMephl JOIHKHA HaXOAUTHCSA TOIBKO
KYJIOHOMETpHUECKas SUeika. DIESKTPOHNKA MOKET PacIoaraTbCsi CHapy>Ki Ha HEKOTOPOM
pacCTOsSHUH.

OCHOBHBIE IPUHIIHIIBI

Kynonomerpus ¢ koaTponmpyembiM moTeHraioM (KKIT) MoxeT OBITh OTHECEHA K CTICTTHATEHOMY
BHJy OKUCIIUTENbHO-BOCCTAHOBUTEIIHOTO TUTPOBAHUS, B KOTOPOM B KadeCTBE TUTPAHTA
WCIIOJIB3yeTCs AIIeKTpudeckuii ToK. [1o cpaBHEHHIO C GOJIBITMHCTBOM OKHACITHTEIHHO-
BOCCTAHOBUTECJIBHBIX MECTOAUK KYJIOHOMETPHUA UMECT NMPEUMYIIECCTBO, KOTOPOE 3aAKIIFOYACTCA B
BBICOKOH TOYHOCTH ITpH Majbix kommdectBax U (ot 2 1o 10 Mr Ha 0IHO ompe/ienenne) u OobIien
cBoOoge oT mHTepdepeniuu. [Ipn ananuze ¢ momorntsio KKII onpenenseMble KOMIOHEHTHI
M3MEPSIOTCS C IIOMOIIIBIO DJIEKTPOIH3a Ha JIEKTPO/IE, ITOTEHINAI KOTOPOTO MOAAEP)KUBAETCS TIPH
TaKOM 3HAYEeHUH, KOTOPOE MPEAOTBPAIIAET HeXeNaTeIbHbIe peakiiny Ha dnekTpose. [loTennman
pabouero 3meKTpoaa KOHTPOIHUPYETCsS C MOMOIIBIO OTEHIIMOCTATA.



[Tpu HOpMaJIBHOM BIIEKTPOJIN3E B MPOIEcce MPOTEKAHMSI PEaKIIMU TOK YMEHBIIACTCS
9KCHOHEHIIMANIBHO, JIO TeX MOP, IOKA He JIOCTUraeTcs (POHOBOTO 3HAUCHHS TOKA. DIIEKTPOJIN3 TIPU
9TOM MpekpaniaeTcs. [1o KOMUYecTBY 1eKTprUuecTBa (MH3MEPEHHOTO C TIOMOIIBIO HHTErpaTopa
TOK/BpeMsI), KOTOpOE TTOTPEOOBAIOCH HAa TIPOBEICHNE PEAKITHH, MOYKET OBITH BEIYHCIICHO
KOJIMYECTBO OIPEJIENIIEMOT0 BEIIECTBA, UCIIONB3Ys 3akoH Dapaes.

[Ipu npoBeliecHUH BBIYHUCIICHUI MIPEIIONAraioT, YTO Ha OTPEACISIEMOM DIIEMEHTE IPOTEKAET TOJIBKO
OJTHA AJIEKTPOXUMHUECKAS peakiys (B JAHHOM CITydae - BOCCTAHOBIICHHE). Y CIIOBHS JOJKHBI
KOHTPOJIMPOBATHCS € OOJIBIION TOYHOCTHIO, YTOOBI BECH TOK, TPOXOISAIIHN Yepes3
KYJIOHOMETPHUYECKYIO SUCHKY, IPOU3BOIMI TPEOYEMYIO JIEKTPOXUMHUIECCKYIO PEaKIIHIO; T.€.

s dexTrBHOCTH TOKA HOKHA OBITH paBHa 100%. HeoOxoanMo ynanuTh mpuMecH, BKIIOYAIOTIE
PacTBOPEHHBII KHCIOPOJ U YTIEPOI0COIepKAIUEe MAaTEPHAaIIbl, KOTOPbIE MOTYT BbhI3BATh
UHTEP(EPSHIINIO H3-32 AIEKTPOXUMHUIECKOTO OKUCIICHUS WIIM BOCCTAHOBIICHHS BO BPEMsI
KYJIOHOMETPHYECKOTO OIPEICICHHUS.

KonuuecTBO MMEIOIIErocst ypaH pacCUMTHIBACTCS HA OCHOBaHHHY JJAHHBIX KaJIMOPOBKU Npubopa,
MOJIyYEHHBIX C TOMOIIBIO aHANIN3a CTAHIAPTHOTO pacTBOpa (XMMHUUYECKask KaTUOPOBKA).

O6opynoBanue

[Ipu KKII ompenensieMoe BEMECTBO 3ICKTPOIU3YETCS Ha paboueM 3JEKTPOJIE, MOTSHIIUAT
KOTOPOT'0 KOHTPOJIUPYETCSA WU MOJEPKUBACTCS IOCTOSHHBIM B TEUEHHUE AIIEKTPOIHN3a C TOMOIIBIO
MOTEHI[MOCTATa, @ TOK HHTETPUPYETCS C TOMOIUIBIO AIEKTPOHHOT'O HHTErPATOPa WU KyJIOHOMETPA.
OOBIYHEII TOPSIOK TPOBEACHUS IKCIICPUMEHTA CISAYIOIIUN: PETUCTPUPYIOLTUIA SIEKTPOT
MOMeNIaeTcs B OTACIBHBIA OTCEK SYEHKU, COeTMHEHHBIN C aHAIU3UPYEMBIM PaCTBOPOM
MOJTYIIPOHUIIAEMBIM CEMIAPaTOPOM, YTOOBI TIPEJOTBPATUTH TPOTEKAHIE 0OPATHON peaKIuy Ha
pabodem amexTpoe. PacTBOp SHEPTrUIHO MEPEMENINBAETCS, YTOOBI BBI3BATh OBICTPBIN AIIEKTPOIIH3.
Bpewsi, HeoOXouMoe ISl HOPMATBHOTO 3JIEKTPOJI3a, COCTABISAET 15 MuH.

OCHOBHBIE HCTOYHUKHA IOrp€IIHOCTH

- HeompeneneHHOCTH XapaKTepUCTHK CTAaHJAPTHOTO 00pa3ia, HCIOIb3yEeMOro sl KaTnOpOBKU
pudopa

- HeompenenmeHHoOCTH MOKa3aHU aHATUTHIESCKIX BECOB

- HeonnnakoBoe ynanenne KHCIOpOIa M IPYTHX MPUMECEH, TAKUX KaK yIIIepo0CcoAepIKaIne
MaTepuaibl, U3 SIEHKU 0 dIEKTPOXUMHUYECKUX OTIEpaIliii U B TEUEHUE MX TPOBEACHUS

- [Imoxo paboTaromnuii CTAaHAAPTHBIA JECKTPO/I, BEI3BIBAIONININ CABUT PEaTLHOTO KOHTPOIHPYEMOTO
MOTEHIIHaa

- HenpaBunbHble eWCTBUS oniepaTopa

5. KYJIOHOMETPUS C KOHTPOJIMPYEMbBIM TOKOM

O06racTh MPUMEHEHUS

OTOT METOJT MPUMEHHUM JIJIs ITUPOKOTO Pa3HOOOPA3Hsl MaTEPHAJIOB, COEPKAIINX YPaH, OT
OTHOCHTEJFHO YHCTHIX YPAHOBBIX PACTBOPOB /IO PA3TUYHOTO POJia CIUIaBOB M 0OTyUYEeHHOTO
AIEPHOTO TOTUTMBA. MeTo 0COOEHHO XOPOIIIO TTOIXOAUT JJIS aHATTN3a O0IYIEHHBIX MaTepHAJIOB,
MTOCKOJIBKY JIJIS OTIpE/IeNIeHrsI TpeOyeTcsl BCET0 HECKOJIbKO MUJUIUTPAMMOB yYpaHa. AHAIN3 MOKET
MIPOBOANTHCS HAa PACCTOSHUH, TOCKOJIbKY BHYTPH MEPYaTOYHOTO OOKCa MIIH TOpsiYei KaMepsl
NOJIDKHA HaXOAUTHCA TOJIBKO KYJIOHOMETPHUYICCKasA sTUeiKa. SHeKTpOHI/IKa MOXET pacnojiaraTbCsa
CHApPY>XH WJIH Ha HEKOTOPOM PaCCTOSHUH.

OCHOBHBIE TIPHHITUTIBI

B Paznene 3.2.1.2 ObUT0 TOKa3aHO, UTO TUTPOMETPHUSCKHIM METOJ SBJISETCS OUYEHb TOYHBIM U
MOIITHBIM METOIOM, IIPUTOAHBIM JIJIsI MHOTHUX THIIOB 00pa310B, M HE UMEET CMelleHus. B nanHoi
nporexype Bech ypan npespamarotT B U(IV) u tutpytor quxpomartom kamms 1o U(VI). Onrako,
COCIMHCHUEC MECCTUBAJICHTHOI'O XpOMa ABJIACTCA N3BECTHBIM KaHICPOIrCHOM, ITO3TOMY, KOIr'Jia
MaTepHabl, COJIEPIKAIIUE XPOM, COSTUHSIOTCS C PaJIMOAKTUBHBIMU MaTepUallaMH, OHU CO3/al0T
CMeIIaHHbIe 0TXOJIbI, KOTOPBIE MOJIekKAT KOHCEPBAIMU M BOCCTAHOBJICHHIO. [Ipy cyliecTByommx
HOPMAaTUBHBIX TPEOOBAHHSIX YPE3BBIUAIHO TPYAHO YTHIM3UPOBATH CMEIIAHHBIE OTXO/IH,
NOJTy4eHHbIe TPH TUTpoBaHuH (KoTopeie BKiIrouatoT Cr(VI) wiun aqpyrue BpenHble COCTABISIIOIIHUE).
Merto/, ONTMCaHHBIN B TAHHOM pas3Jielie, SBISETCS allbTePHATUBHON MPOIEAYPOil, UMEIOIICH
TOYHOCTb U CMEIICHUE, CPABHUMBIE C OKHCIUTEIbHO-BOCCTAHOBUTEIBHBIM TUTPOBaHHEM J[9BHCa-
I'pes/HBJI (Hpto-bpyHcBrKCKO# nabopaTopun).



MeToa KyJTOHOMETPUYECKOTO TUTPOBAHUS C IOCTOSTHHBIM TOKOM, MpeiokeHHbIi B padore [C.G.
Goldbeck and M.W. Lerner, “Titrimetric Determination of Uranium with Electrogenerated
Vanadium (V),” Analytical Chemistry, 44, 594, 1972], naet npeuMy1iecTBa B HCKIFOUCHUH
OTIepaluy MOJrOTOBKY, CTAHAAPTU3ALMH U XPaHEHHsI CTAHAAPTHOTO TUTPaHTa (JUXpomara). ITOT
metop [P.V. Croatto, P.B. Mason, K.D. Johnson, .W. Frank, “Determination of Uranium by
Constant Current Coulometry,” NBL Publication, 1996] npumensincs B HBJI anist usmepenus
YpaHOBBIX 00pa3IoB U CTaHAAPTOB, coaepxkamumx 10-40 mr ypana, ¢ TouHocThio 10 70.05% u
cxoxumocThio 0.1% wmnu mydire, ncnonb3ys MoANGUIMPOBAHHBIN PYYHOU KyJIOHOMETPUYECKUI
MeTo[. JpyrumMu nperMyIecTBaMy 3TOTO METO/Ia SBISIOTCS: POCTOTA SJEKTPUIESCKON e 1
MEeTo/1a U3MEPEHUSI CyMMapHOTO TOKA M MaJloe BPeMsi H3MEPEHHs, yI00CTBO aBTOMATH3AI[HH
ObICTpOTa TUTPALUH. ABTOMATH3UPOBAHHBIA KYJIOHOMETP C OCTOSIHHBIM TOKOM JaeT
JOTIOJTHUTEIIEHBIE IPEUMYIIIECTBA, KOTOPBIE 3aKII0Yal0TCS B TIOBBIICHHON TPOM3BOANTEIHHOCTH
IIPY YMEHBIICHUH TPY/03aTpaT, MUHIMH3ALIH BO3MOYKHOCTH OIIMOOK OIepaTopa, MOBBIIIEHHOH
CXOJMMOCTH PE3yJIbTAaTOB TP KOHTPOJIE UMITYJIECOB TOKa, O0JIee TIATEeTbHOM MOHUTOPUPOBAHHN
HapaMeTPOB CUCTEMBI H JIy4IIeH JUarHOCTHKH.

O6opynoBaHue

a) DIeKTpoNMu3Has sS9elika ¢ MarHUTHOW MEIIIaIKOH, yIpaBIsieMOl Ha PacCTOSHUH, U CHCTEMA
JETEKTUPOBAHMS TOUYKHM OKOHYAHUS TUTPOBAHUS, CHCTEMA TTOaYd Ta3000pa3HOro a3oTa,
HCIIOJIb3YEMOT0 I MPEJOTBPAIIEHUsI OKUCIIEHUS! THTPYEMOTO pacTBOpa KHCIOPOJIOM BO3TyXa.

b) Kynonomerpuueckas cuctema, BKIIOUYAIOIIAs: TEHEPATOP MOCTOSHHOTO TOKA, TECTEP U
MepeKIovaTeNid (TOKOBOE peJie U MYJIbTHUILIEKCED), YHUBEPCANbHBIA CUSTUUK U TEHEPATOp
HMITyJIbCOB.

¢) [IporpamMmMHuoOe oOecrieueHe KOHTPOJI 000pyIOBaHUS, 00BEAUHSIONIECE TPOTPaMMBbl KaTHOPOBKHU
Y U3MEPEHUs1 OHOBOTO U MCCIETYEMOI0 PACTBOPOB.

OCHOBHBIE HCTOYHHUKH TOTPEITHOCTH
(Te ke, yTO AJIsI IPEABITYIIETO METOIA)

6. CIIEKTPO®OTOMETPUA

O06macTh MpUMEHEHHS

CriektpodoToMeTprUecKre IpoIleIypbl MOTYT HCIIOJIE30BAThCS s ornpeneiaeHns U B pa3TuIHbIX
MaTepuanax, Takux, Kak pa30aBIeHHbIE PaCTBOPHI, KHUIKHE OTXObI H TEXHOJIOTHIECKUE TIOTOKH.
CriektpodoTOMeTpHUECKHE METOBI MOTYT TaKXKe MPUMEHSTHCS IS OTpeeNeHust coaepxkanns U
B METAJUTMYECKOM YPaHE U OKHCH ypaHa IOoClie UX PaCTBOPEHUSI.

OOBIYHO, TIPSIMBIE CTIEKTPOYOTOMETPUIECKIE METO/IbI IPUMEHSFOTCS TSI OTIPe/IeNIeH s OOIBITNX
KOHIISHTpAIINI ypaHa B pacTBopax wiH oOpasiax, B KOTopsix U SBIsETCS OCHOBHOM
cocrapmstoniei. bpu pa3paboTaHbl METOTBL, IEPEKPHIBAIOIINE AHANa30H KOHIeHTpanuii ot 20 10
200 r/n. OtHOCcuTeNnbHOE cTaHaapTHoe oTkioHeHne (OCO) mpsaMbIX MeTO0B Xyxke, ueM 0.5%, u
yacTto coctaBisieT oT 1% 1o 2%. Ins ymy4ieHust TOUHOCTH ObUTH pa3paboTaHb
muddepeHunanbHbIe ciekTpodoToMeTprudeckue MeTosl, 9To0sl OCO pe3ynbTaToB U3MEPEHUS
yMeHbIIII0Ch 10 ypoBHA OT 0.1% 10 0.5% u Huxe. [loBbillIeHUE TOUHOCTH JOCTUTAETCA C
MTOMOIIIBEO COOTBETCTBYIOIIETO PACIIUPEHUS MaciTada, UCIIONh3yeMOT0 JIJIS H3MEPEHUS
WHTCHCHBHOCTH cBeTa. Pacmmpenue macmtaba MOXKET ObITh BEITIOJTHEHO 32 CUET IOMEIICHUS
KIOBET, COJIEP KAIUX PACTBOPHI COOTBETCTBYIOIINX KOHIIGHTPALIUH, B OTCEK STYeHKH Mprbopa u
YTOYHEHUS C X TIOMOIIBI0 MacIiTada nepeaadu (WM moriomeHus ). B «Merone oTHomeHus
nepeaaun» HEM3BECTHBIN pacTBOP CPABHUBAETCS C U3BECTHBIM PacTBOPOM, UMEIOILIEM YyTh
MEHBIIIYIO KOHIICHTpaIHi0. B « MeTo/1e MakCUMabHOI TOYHOCTH» TPEOYIOTCS J1Ba CTaHIAPTHBIX
pacTBopa; OJUH - O0Jiee KOHIICHTPUPOBAHHBIM, YeM HEU3BECTHBINM PACTBOP, a IPYTOil - MEHee
KOHIICHTPUPOBaHHKIN. J[uddepennmanbaas cieKTpohoToMETprsi MOXKET 00eCIIeYUTh TOYHOCTh U
CXOAMMOCTH, CPABHUMBIE C aHATOTMYHBIMU XapaKTEPUCTUKAMU TUTPOMETPUUECKUX METOJIOB.
[Ipsimoe ompeneneHre ypaHa B paCTBOPE a30THOM KHCIIOTHI HCITOJIb30BAJIOCH IS
TEXHOJIOTHYECKOT0 KOHTPOJISI BBICOKOKOHIICHTPUPOBAHHBIX YPAaHOBBIX pacTBOpoB. Mzmepsist
MIOTJIONICHUE CBETA IIPH JTHHE BOJH 416 1 426 HM, MOXHO BBECTH IOIPABKY JJISI OTKIOHCHHIA
COJICpKaHUH B a30THOM KHUCIIOTE. J{JIs1 pacTBOPOB a30THOU KHUCIOTHI, coaepxkammux ot 0.5 10 5.0 M,
pacuerHoe OCO xontenTpanuu U coctaBisuio 5.4%. conepxamux ot 0.02 g0 0.5 M, pacuetHoe OCO
KoHIeHTparuu U ObUI0 MpUOIU3UTETHLHO paBHO 3%. 3Ta CXOAUMOCTh HE OTBEYACT TPEOOBAHUS yUeTa WITH
rapaHTHii, HO BIIOJIHE YJJOBJIETBOPUTENbHA JJI1 KOHTPOJIS TEXHOJIOTHYECKOro IpoIiecca.

JI71st TEXHOOTMYECKUX MTOTOKOB, COEPKAIIUX MPOIYKTHI ATISHHS, MOKET BO3HUKHYTH MpoliemMa
MMOTEMHEHHS ONTHYECKUX JIeTaleH.



Juis onpenieNieHHss MUKPOTPaMMOBBIX U MUAJUTUTPAMMOBBIX KOJMYECTB ypaHa UCIIONIB3YIOTCS
XPOMOTEHUYECKUE METOIbI. XPOMOTCHUYECKAE METOJIbI HCTIONB3YIOT XUMUIECKOE CBS3bIBAHHC
M3MEPSEMOro dJIEMEHTa, B JaHHOM ciiydae U, 10 IIBETHBIX COCMHEHU, KOTOphIie Ooiee YI0OHbI
U m3MepeHni ciekTpodoromeTpraeckumu MeTogamMu. OCO 0OBIYHO HAXOMUTCS B MPEeAeiax OT
0.3% mo 10%.

OCHOBHBIE IPHHITUITBI

CnextpodoTomeTprdeckoe omnpeneneHre U 0OCHOBaHO Ha TOTJIONICHAU CBETa ONPE/IeIICHHON
JUTMHBI BOJHBI YPAHOBBIMHU COCTABIISIFOIIUMHE COCIMHEHUH B pacTBOpe. J{oJis mOrIoneHus
MEPBOHAYAIILHOT'O CBETA MPOMOPIIMOHATbHA KOHIIEHTPAIIUH TTOTIONMIAIONINX YaCTHUII.

Cy1mecTByeT psiJl XpOMOT'€HOB, KOTOpPBIE 00pa3yIOT IBETHBIC COCTUHEHUS C YPAaHOM. DTH
COCIMHEHHS, KaK MPaBUIIO0, UMEIOT BBICOKHE MOJISIpHBIC KO GUIIMEHTHI MTOTIOMICHUS U TIPUTOTHBI
Jutst onpeaenenus Hu3kux koueHTpanuii U. [Tockonbky Th, Pum MHOrMe npyrue KaTHOHBI MOTYT
(hopMHUPOBATH OKPAIICHHBIC COSMHEHUS C XpPOMOTEHAMH, KOTOPBIC B3aUMOICUCTBYIOT ¢ U, 00BIYHO
TpeOyeTcs MpeBapuTelIbHOS Pa3ieicHHE.

O6opynoBanue

[psamoii unmm nuddepeHnraIbHbI METOABI TPEOYIOT UCIIOIB30BaHUS BHICOKOTOYHOTO
3aIlMCBIBAIOIIETO CIIEKTPO(GOTOMETPaA C U3MEHIEMOM IIMPHHOM e U KIOBETHI 7Sl 0Opasia ¢
KOHTPOJHMPYEeMOH TeMmepaTypoid. s nudepeHnnanbHbIX METO0B MPEATIOUTHTENEH IPUOop C
JIBOMHBIM MOTOKOM. [lonoca npomyckaHus 1oJKHA cocTaBaaTh | HM win MeHee. JKenarenexn
un$poBoii BeIX0A. TOUHOCTH UTHMHBI BOJHBI T0JDKHA HaxoauTcs B npenenax 0.3 HM, a
BocIpon3BoaANMOCTb - 0.1 HM. doToMeTprUecKast TOYHOCTh U BOCTIPOU3BOJUMOCTD JTOJIKHBI
coctaBnaTh 0.15% mexay 1 u 2 equHMLIAMH TIOTIIONIEHNS (B COOTBETCTBHE ¢ 3aKkoHOM beepa).
TpeOyemblii [uana3oH AJUHBI BOJIHBI OyAET 3aBUCETh OT aHAJIN3a, KOTOPBIH OyJeT BBIOIHITHCS C
ITOMOIIIBIO TAHHOT'O TIpHbdopa.

Jls1. MHOTMX XpOMOT€HUYECKUX METOJOB yJOBIETBOPUTEIICH HE3aIMChIBAIOLINN CIIEKTPOMETP C
roytocoit mpomyckanus 10 HM WM MEeHee.

OCHOBHBIC HCTOYHHKH TIOTPEITHOCTH

- [TorpemHocTn M3MeEpeHH 00BEMa, TaKKE, KaK IMpH paboTe C MUMIETKAMU WITH PUTOTOBICHUH
pacTBOPOB ONPENEICHHOTO 00BeMa,

- Herronmaoe Brigenenme U,

- [IpucyTcTBre QPYTrUX OKUCICHHBIX COCTOSHUIM, KpOME TPEOYyEeMOTO OKHCICHHOTO COCTOSIHHUS,

- Heynaunas ycraHoBKka CieKTpo(hOTOMETpa Ha MAKCHUMYM ITOJIOCHI TTOTJIONICHHUS,

- P33JII/I‘lI/I$I B COCTaBC MG)KL[y CTaHI[apTHI:IMI/I nu aHaJ'II/ISI/IpyCMI)IMI/I n o6pa3uaM1/1.

st mpsimoit 1 mudepeHnnaIbHON CIIEKTPO(GOTOMETPUH TPEOYETCS KOHTPOJIb TEMIIEPATYPHI C
TouHocThIO 40 0.2°C.

7. ®JIIOOPOMETPUA

O06nacTh TpUMEHEHHS

DIr00pOMETPUUESCKHUI METOI UCTIONB3YETCS [UIsl ONPENISIICHHs CIICOBBIX KOJIMYECTB ypaHa B
BOJIHBIX HJIM OPraHMYECKHX PAaCTBOPAX, MOJTYyYCHHBIX B pe3yJibTaTe nepepaboTKu 00Iy4eHHOTo
TOILIMBA PEAKTOPOB, U B IPYIHX PACTBOPAX SIIEPHBIX OTXOOB.

OCHOBHBIE TIPUHITHIIBI

QIIFoOpecIeHITNs ypaHa COCTaBHIIa OCHOBY BBICOKOYYBCTBHTEIHHOTO U CIIEIIHATBHOTO METOA IS
€ro ofpeneseHns. Y paHOBBIE COJIH, PacIUIaBICHHbIE BO (TOPHUAE HATPHS, NAIOT CIEIHPUIECKYIO
KEITO-3eTICHYI0 (hITF0OPECIICHINIO TIPH BO30YKIEHUN YIIBTPadUOIeTOBEIM cBETOM. CIIeKTp
(bITFOOPECTICHTHOTO M3ITYYEHHUS COIEPKUT YETHIPE MOJIOCH, H3 KOTOPHIX Hanboee MHTeHCUBHOM
SIBJISIETCS T10J10Ca TIPH JUTHHE BOJHEI 555 M. [|mrHa BoHEI Hanboree 3(GEKTHBHOTO BO30YKICHUS
cocrapmseT 365 um. [Ipenen obnapyxenns st U B moToke, copepxamieM donee 90% dhropuna
HaTpusl, 1O OLEHKaM cOocTaBiisieT okoJio 10-7 Mr. B TakoM IOTOKE HET JPYTUX 3JIEMEHTOB, KOTOPhIE
TIPH KOHKPETHBIX YCIOBUAX BO30YKICHUSI M U3MEPEHUS (ITI00PECIICHIINY ATl OB 00HAPYKUMYIO
(daroopecteHu0. JIJIs CIETOBBIX KOJUYECTB ypaHa MHTEHCUBHOCTh (DIFOOPECIICHIIUY TIPSMO
mponopuruoHajJbHa KOJIUYCCTBY 3JIEMCHTA.



B meTonie npumMeHsieTcs npeaBapuTenbHas SKCTPAKLUS U1l YAAICHHUS MEIIAIIINX IPUMeECeH mocie
ruraBneHus NaF. JlazepHo-¢roopoMeTpruecKuii METOA U METO IOTIOTHUTEIHHOTO CTAaHIAPTHOTO
obpasia He TpeOyIOT MpeABapPUTEIHLHOM SKCTPAKITHH.

O6opynoBanue

- OroopuMeTp (ITMHA BOTHBI 365 HM, m3MepseT GII00PECICHIINIO TIPH 555 HM; UMeeT Ipeaes
oOHapyxenus - 0.5 Hr ypaHa). JIazepHblid (hIr0OpUMETP I IPSIMOI0 aHAJIU3a PaCTBOPOB
HCITOJIB3yET HU3KOIHEPTeTUUCCKUI 3allassHHBIN a30THBIN Ja3ep ¢ IITUHOM BOJIHEI - 337 HM. belio
oTpeiesieHo, uTo npeaen ooHapyxenus pasex 0.005 ur ypana. [Ipubop MokeT U3MepATh
KOHILIEHTpaluu ypaHa B pactBopax ot 0.05 ur/r o 50000 Hr/T.

- ®opcyHka, My¢enbHas 1nedb, TpyOHas edb WM HHAYKIHOHHBIA HarpeBaTeslb A0 TeMIEepaTyphl
950°C.

- CMmecuTensb sl CMEITMBAHMSI TOTOKA (TUIABHSA).

- YCTpO#CTBO AJI1 U3rOTOBIIEHHUS Ta0NIETOK MIMPUIICBOTO (HACOCHOTO) THIA JUIS MOTyYeHUS
HYXHOTO KOJIMYeCTBA CMECH (ILIaBHS).

- [InaTnHOBBIE YAIIKH.

- OnTHYecKuid TUPOMETP IS OTIPEICIICHHS TEMIIEPaTyphl TUTABIEHUS cMecH (TIIABHS).

OCHOBHBIC HCTOYHUKHU TOTPEITHOCTH

Ha ¢uroopeciieHIuio B paciuiaBICHHBIX WM MPOKAICHHBIX TA0NETKAX JEHCTBYIOT CIIEAYIOIINE
(dakTopsI:

- CocraB I1aBHS, Macca IIIaBHS.

- TommuHa TabNeTKH.

- Bpems u TeMmnieparypa 1iaBiacHHS.

- Bpems oxnaxzaeHus.

- Koo umment orpaxeHuns Jamkw.

- Bpems Mex 1y m1aBiieHUEM M U3MEPEHHUEM.

ITockopKy AaHHBINA METOM UCIIONIB3YETCS IS ONPENEIICHHUS] MUKPOKOJIMYECTB YpaHa, IPUCYTCTBUE
MaJIbIX KOJIMYECTB 3TOT0 3JIEMEHTA B MHIPAJIUEHTAaX IUIABHS U B IPYTUX peareHTax MOXKeET IPUBECTU

K cepbe3HbIM omunokam. Kaxxaas mapTus miaBHS U BCE PEareHThl TOJDKHBI OBITH IPOBEPEHBI, YTOOBI
o0ecnednTh yBEpEHHOCTh B TOM, YTO, KOJIMYECTBO YpaHa, UMEIOIIEecs B IIyCTOM peareHTe, Topas3io
MEHBIIIE, YeM KOJIMYECTBO, KOTOPOE JIOJKHO OBITH U3MEPEHO B 00pasax.
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