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Method for determination of uranium content

fMocranosnenuem FocyaapcTBeHHOro Komuteta cranpapros Cosera Munmnctpos CCCP
OT 22 wions 1973 r. Ne 1543 ¢cpoK BBefjeHWA YCTaHOB/eH
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Hecobniogenne craHgapra npecnefyercs no 3akoHy

Hacrosmuii cranaapr pacnpocTpaHsieTcss Ha NHThEBYIO BOAY H yC-
TAHABJHBAaeT (OTOMETPHYECKHH METOJ ONpefesIeHHst COAEpPKaHUS ypa-
Ha (ecTecTBeHHOTO H 238).
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Metoa ocHoBaH Ha peakuuH B3anMmoieHcTBHA apcenaso III c ue-
THIPEXBAJIEHTHEIM YPaHOM c 66pa3oBaHHeM pacTBOpa (pHUONETOBOS OK-
packu. UyBcTBHTENBHOCTh MeTOfa Ge3 NpeJBapHTENbHOrO KOHHEHTpPH-
pOBaHHs ypaHa C OCafKOM poAanuja Kpucrajasuonera— 0,04 wmr/a,
¢ npeiBapHTEeNbHBIM KOHUeHTpHpoBanneM — 0,008 mr/m.

1. METOZbl OTEOPA NPOB

1.1. TIpo6n Bogwl or6upator mo I'OCT 4979—49.

1.2. O6'beM npoGHI BOAH! AJIs1 ONpe/eJIeHHs] COAepKaHUS ypaHa L0M-
xKeH 6uTh He MeHee 500 M.

1.3. Ins npeaynpexieHHsl cOOCaXKAEHHS PaJHOH3OTONOB Ha CTEH-
KaX CTaKaHOB Npo6a BOABI MOAKHCJASETCS a30THOH KUCJAOTOR A0 KHCJIOH
peaxnuu no MeTUIOPaHKy.

2. ANMAPATYPA, MATEPUATbI, PEAKTUBbI

2.1. [lns npoBeleHHs HCNBITAHHS UCIOJB3YIOT CJEAYIOIINE ammna-
paTypy, pPeakTHBH i PACTBOPHI:

(porosnerkrporosopuMerp ®IK-H-57 nnu ®IK-M;

neup MydeabHyo o 900°C, ¢ TepmoperyasTopou;

Bechl JabopaTOpHHE paBHOIJEYNE C ONTHYECKAM OTCYETOM MO
TOCT 24104—80;

IIUTRY aqekTpuieckyio no F'OCT 14919—83;

skcukatop mo FOCT 25336—82;

wxad cymuabybli JabopaToOpHHIH;

LUl THTEJIbHBIE;

TIOCYAY CTEKJISHHYI0 XHMHKO-1a00pPaTOPHYXO BMECTHMOCTBIO: CTa-
kansl xumuyeckue 100, 500, 1000 mJu; Kosa6sl Mephbie 50, 100 mJ;

uuauHApH Mepuble 50, 100 mut, nunmetkn Meprwe 1, 2, 5, 10 mu;

CTEKJ1a YacoBHE;

NaJIOUKH CTECKJASIHHEBIE,

BOpOHKH cTekastHuble o TOCT 25336—82;

6ymary QuabtpoBasabuyio naboparopuyro no 'OCT 12026—76;

kueaory asotHylo mo FOCT 4461—77;

rIApoKcHAaMiH conanokucasii no TOCT 5456—79;

KHCJIOTY XJIOPHOBATYIO;

apcenaso 11I;

KUCJIOTY acKOPOHHOBYIO;

nepekuch Bogopoxaa no FOCT 177—77;

kucjory codsinyio mo TOCT 3118—77;

KHCJIOTY LI1aBEJIEBYIO;

IMHK MeTaJJIHYecKuil rpanynupoBanubii mo ['OCT 989—75;

YP2aHHJ a30THOKUCJLIN;
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srunenguaMud- N, N, N’, N’-rerpaykcycHoil KHCJIOTH AHHATpHe-
Bas coJib, 2-BofHas (tpuson B) mo TOCT 10652—73;

MeTHJI0BHIH opaHxkeBHit no TOCT 10816—64;

ammHuak Bopusiil o FOCT 3760—79;

aMMOHHH DOZAaHHCTHIH;

KPHCTaJJIBHOJIET;

OyMary WHAMKaTOPHYIO YHHBEDPCAJIbHYIO;

BoJy nHcTHAxpoBaHHylo mo 'OCT 6709—72.

Bce peakTHBH JOJIKHH GHTb KBaJHGHKALHH 4. A. a.

3. NOArOTOBKA K AHANM3Y

3.1. IlpuroToBieHre OCHOBHOIO CTaHLAPTHOTO pACTBOPA a30THO-
KHCJIOTO YpaHHJa.

0,211 r a30THOKHCJIOrO ypaHHJA PacTBOPAIOT B HeGOJBLIOM KOJHU-
yecTBe BOABI, MOAKHCACHHOH a30THOM KHCJIOTOH, B MepHO#l Kos16e BMe-
CTHMOCTBIO 1 JI.

1 mMa pactBopa comepxur 10-% r ypana.

3.2. TlpurortoB/ieHue paGouero CTaHLAPTHONO pPacTBOpa a30THOKHC-
JIOTO ypaHuna.

PactBop roroBsiT pasz6aB/iieHHeM ocHOBHOro pacrsopa B 10 u 100
pa3 4 H. PacTBOPOM COJISHOM KHCJOTHL. | MJ 3TOro pactBopa COAep-
*KuT coorBerctBenHo 0,01 u 0,001 mr.

3.3. IIpuroToBJjieHre pacTBOpa IJIsl POMBIBKH.

8 Ma1 coasinoit kucaoth (1:1), 4 ma 40%-Horo pactBopa pojaHuaa
amMMOHHsA, 5 Ma 19%-HOro KpHCTaJUIBHOJNETa JOBOAAT A0 1 J1 muCTHI-
JMPOBAHHOMH BOJOH.

3.4. IlpurotoBienue 4% -Horo pacTBopa IIaBeJeBOH KHCJIOTHI.

4 r maBeseBOH KHCJOTH PacTBOPAIOT B 96 MJI JHCTHIJIHDPOBAaHHOH
BOJHL

3.5. IpurotoBnenune 0,05%-Horo pacrBopa apcenaso III.

0,05 r apcenaso III pacrBopsitor B 99,95 MJ AMCTHIIHPOBAHHOH
BOJIBL.

3.6. IlpuroToBsienue 4 H. pacTBOPa COJISIHOH KHCJOTHI.

322 MJ KOHUEHTDHPOBAHHOH COJIAHOH  KHCJIOTH  (IJIOTHOCTb
1,19 r/cm3) noBoasit 1o | 1 AHCTHAJNHDPOBAHHOH BOJOM.

3.7. TlpuroroBnenne 5%-Horo pactsopa Tpuioxa b

5 r Tpunona B pacrBopsior B 95 MJ AHCTHIIHDOBAHHOH BOMHI

3.8. Tlpurorosaenne 40%-Horo pactBopa pojaHHAa aMMOHHS

40 r pomanMma aMMOHHsi PacTBOPSAIOT B 60 MJ AHCTHJJIHPOBaHHOH
BOJHL.

3.9. Ipurorosaenne 1%-HOro pacrTBopa KpHCTaJJBHOJETA

1 r KpucramiBuHosieTa pacTBOPSIOT B 99 MJ  AHCTHIJIHPOBAHHOK
BOJBL.
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4. NPOBEAEHME AHANIM3A

OnpeneseHnio ypaHa MelaloT TOPHH, UHPKOHHH, THTaH U pefKO3e-
MeJbHble 3JeMeHTH. OTHOLIeHHe ypaHa K THTaHy He JOJIKHO HpeBH-
matb 1:10, x peaxkosemenbHeiM 3jdeMmeHTaM 1:35 u 1:65 coorBercr-
BEHHO JJIl UTTPHEBOH M LlepHeBO#i I'PYNNHl, K JaHTaHy 1 :65. Bausuue
uupkoHust (no 5000 Mr/n) ycrpaHsieTcsl BBeJeHHEM B aHAJH3HPYeMYIO
npoby 1LiaBe/eBOil KHCJIOTH. Ecin B aHaau3aupyeMmoH npobe IMPHUCYTCT-
BYeT TOPHil B KOJHMYECTBAaX, COH3MEPHMBIX C YpaHOM, Npoby aHaJH3H-
PYIOT IO BHAOH3MEHEHHOH cXeMe, omucaHHo# B m. 4.1.3. las ycrpa-
HEHHUs APYTuX MeLIaIoUINX ONpe/e/eHHI0 ypaHa 3JeMEeHTOB Npo6y aHa-
JIM3UPYIOT C NpeJBapHTENbHBIM OT/AE/NeHHeM ypaHa OT NpuMecei ¢
0CaZIkKOM POJAaHHIa-KPHCTAJJIBHOJETA.

4.1. Onpenenenne ypaHa 06e3 OTHLeJEeHHS ero OT
COMYTCTBYIOMHUX NpUMeced

4.1.1. Jauuniii cnocob omnpeneJieHdsl ypaHa NpUMEHHM K BOJe C He-
GOJIBIIAM COJIEBBIM COCTaBOM. B XHMHYeCKHH CTakaH OTMEpPSIOT 5—
100 M1 npoduAbTPOBAHHON aHANH3HPYeMOH NpoGH (B 3aBHCHMOCTH
OT IIpejNoJaraeMoro CoAep:KaHHs ypaHa) H ymapuBaioT gocyxa. Oc-
TaTOK COJIEH PacTBOPSAIOT B 3,5 MJI KOHHEHTPHPOBAHHOH COJISTHOH KHC-
JIOTHl U TOCJI€ PaCTBOPEHHs HOBOAAT 00beM JHCTHJJIHPOBAHHOH BOAOH
no 10 ma. Iocae oxaaxkAeHHst K pacTBopy npu6aBasior 1 Mr ackop-
GHHOBOH KHCJOTH, 5—6 rpaHyJl MeTaJJHYecKOro IHMHKa (IpeABapH-
TeJbHO 06paboTaHHOTO COJISTHOH KHCJIOTOH). 3aTeM NOMEIIAIOT CTaKaH
Ha 9—10 MHH B XOJIOZHYIO BOAY, BpPeMsi OT BpeMeHH IepeMeIluBaoT
pacTBOp, DePeHOCAT B MEPHYIO KOJIGY BMECTHMOCTBIO 50 MJ H NPOMHI-
BalOT CTAaKaH C LUUHKOM 4 H. pacTBOPOM COJISIHOH KHCJIOTH, IIPHCOEMH-
Hfil 3TY KHCJOTY K PacTBOpPY B MepHoi#l Kojbe. 3aTeM B K0J6Yy Ro6GaB-
10T 2 Mo 49%-8B0ro pacTBOpa LiaBesieBOfl KUCAOTH (AJs yCTPaHEHHUS
BJHAHHS HUPKOHHAA), 2 mu 0,05%-HOro BomHOrO pacTBOpa apceHa-
30 II1 u poBoasit 06beM K0 50 MJ 4 H. pacTBOPOM COJITHOH KHCJOTHI.

Pactsop TiiaTespHO TNEpPEMENIMBAIOT M H3MEPSIOT ONTHYECKYIO
IJIOTHOCTh €r0 Ha 3JEeKTPO(POTOKOJOPHMETPe C KPACHHIM CBETO(HIBLT-
pPOM B KIOBeTax C TOJIIHHOM Torjiomatouiero cset cios 20 uan 50 M.

PacTBopoM cpaBHeHHsl CJyXHT pactBop apcenaso III B 4 H. pa-
CTBOPE -COJIAHOH KHCJIOTHL. J[Jisi 3TOr0 B MEPHYIO KOJO6Y BMECTHMOCTBIO
50 ma, comepxainyio 20 Ma 4 H. pacTBOpa COJITHOH KHCJOTH], 106aB-
asor 2 ma 4%-Hoit maBeneBoit KueaoTsl, 2 Ma 0,05%-noro pactsopa
apcenaso III u poBomsiT o6beM 1O MeTKH 4 H. PacTBOPOM COJISTHOM
kucaotThl. CoflepkaHHe ypaHa B aHaJH3HpyeMoH npobe oOmpenessior
10 KaJ16poBOYHOH KPHBOH.

Jssi nocTpoennsi kanubpoBOYHON KPHBOH B BOCeMb rpaiyHpPOBaH-
HBIX XHMHYeCKHX CTAaKaHOB BHOCAT cooTBercTBenno 0; 4; 8; 12; 16; 20;
24; 30 mkr ypana, 1oBoasiT 06beM A0 10 MJ 4 H. PacTBOPOM COJISIHOH
KHCJIOTHI, 106aBad0T | Mr acKOpOHHOBOH KHCJIOTH, 5—6 rpanya Me-
TANAMYECKOTO HMHKA M OCTaBAAIOT Ha 9—I10 Mun (IpH OXNaXKIACHHHU).
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Hanee nocTynamoT, KaK ONMHCAHO BHILIE NPH ONpele/eHHH ypaHa.

4.12. YcTpaHeHHe BAUAHUA OpPraHUYecKHX TMpH-
Mecel

Eciu B ananusupyemoit npofe BOJAH NPHCYTCTBYIOT OpraHHYecKHe
BelllecTBa, MOCTYNAIOT CAeAyIOmUM 00pasoM. AJIHKBOTHYIO YacTb aHa-
JH3HPYyeMO# NMpo6hl YyNapHuBalT A0 BJaKHHX coJjel, kotoprle o6paba-
TeiBalOT cMechlo Tpex kucaor (HNO;—10 ma u no 3 mn HCl n
HClO3), HakpbIBalOT YacOBLHIM CTEKJOM H HarpeBarT 10 NPOCBET/IEHHS
pacTBOpa. 3aTeM CHHMAIOT 4acoBble CTek/Ja M ymapiuBaioT pocyxa. Oc-
TaTOK PAacCTBOPSIOT B 3,5 MJI KOHIEHTPHPOBAHHOH COJISTHOH KHCJOTH H
JaJjiee MOCTYNMAlOT, Kak H3J0xeHo B 1. 4.1.1.

4.13. YcTpaHneHue BJUAHHA TODPHS H HUDKOHHSI

Ecnin B ananusupyeMoil nmpoGe HNPHCYTCTBYET TODHH B COM3MEpH-
MBIX C YPaHOM KOJIMUECTBAX, IOCTYMAIOT cjexyiomum obpasoMm. Ot-
O6upaloT ABe PaBHbIE aJHKBOTHHIE YaCTH, B OAHOH H3 KOTOPHIX ONpene-
JS10T ypaH, Kak onucaso B 1. 4.1.1. Bropas aluKBOTHad 4acTh CJAYXKUT
IJ51 TPHFOTOBJIEHHSI PacTBOpa CpaBHEHHS. BTOpYIO aNMKBOTHYIO 4acTh
06pabaThIBAIOT TAK XK€, KaK H MEPBYIO, HO OHEpalll0 BOCCTAHOBJIEHHS
ypaHa IHHKOM He NPHUBOAAT (HHHK K mpobe He NOGaBJSAIOT):

[TockoabKy 6-BajieHTHHIt ypaH B 4 H. pacTBOPe COJSIHOH KHCJOTHI
TOXKe AAeT IBETHYIO peakHHIO, XOTA H 3HAYUTEJbHO MeHee YyBCTBH-
TeNbHYIO, TOJYYEHHBIE B 3TOM CJydae pe3yabTaThl GYAYT 3aHHMKEHH
na 10—159%. Buausinne uupkouus (mo 5000 mr/n) ycrpansieTcs BBe-
AeHdeM B npo6wl, nepexn moGapnenuem apcenaso 111, 2 ma 49%-Hoi
maBeJeBOH KHUCJAOTH. B 3TOM ciyuae Takoe jKe KOJIYECTBO IiaBele-
BOH KHCJOTH A06aBJAIOT NPH NOCTPOEHHH KaJUOPOBOUHOH KPHBOM.

414, YcrpaHeHHe BJUHSHHA THTaHA

Turan He naer 3aMeTHON HBeTHOH peakuuu ¢ apcenaso III, no BH-
3BIBAeT HEKOTOPOE 3aHHIKEeHHe pe3yJbTaTOB ompefefenis ypana. Ilpn
recoBoM cootHomennn U:Ti=1:9 omubka onpeneneHus COCTaBAseT
59%. Ipu ananuze npo6, conepxallux TUTAH, HEOGXOMHMO UMEThH B BH-
Iy, 4TO METaJJHYecKHi HHHK BOCCTaHABJHBAeT THTAH AO TPEXBaJEHT-
HOTO COCTOSIHHUSI: MOCJAENAHNH, IBASACH CHIBHEIM BOCCTAHOBHTENIEM, TOXKE
paspymaer apcenaso III. ITosatomy mocne o6paGoTkm pacTBOpa LHH-
KOM THTaH CJEZYeT OKHCJHTb COJISTHOKHCJBIM THADOKCHJIAMHHOM.

42. OnpeneseHue ypaHa ¢ NpPEeABAPDHTEJNBHHM
oOTHLeJeHHEM ero OT npuMmMeced# ¢ OCafKOM PpOJa-
HHLAa-KPUCTAJMJBHOJETa

4.2.1, B 3aBHCHMOCTH OT IIPEANIOJAraeMoro COZEPXKaHUS ypaHa
otmepsior 50—500 Ms1 aHanW3UpyeMoil MPOGH B KOHWYECKYIO KOJIGY
BymectMocThi0 100—1000 M. Ecnn  Basras mpofa He NpeBHIIAeT
200 ma, To npubasasior 20 ma 5% -roro pacrsopa TpusoHa B *, 5 ma
40%-Horo pacTBOpa POJAHHAA AMMOHHs, AOROAAT o6beM a0 250 Ma
IUCTHIJHPOBAHHON BONOH (NIpeXBapHTENBHO HAHOCAT METKY Ha KOJ-

* Ecaz B npobe NPUCYTCTBYIOT GOJbIIHE KOJHMISCTBA XKeJje3a, TO KOJHYECTBO
TpHJIoHa B clefyeT COOTBETCTBEHHO YBeNUUHTS.
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6e), HeATPaNU3YyIOT PacTBOD aMMHAKOM IO YHHBEpCAJbHOH HMHIHKA-
TopHO# Gymare Ro pH 5 u npuGapasior 2,5 Ma coasiHoi Kucsiotht (1 :
:1). PacTtBop nepeMelIMBalOT, SHePrHYHO B36aJTHBAsA, a 3aTeM MO
KanuisiM npuauBaioT 25 Ma 19%-Horo pacrBopa KpHcTaJaBuoJera. Ec-
JAu B3fiTasg npo6a mpesuiuaer 200 MJ, TO BCe PeaKTHBH OTMEPSIOTCS
B YABOGHHOM KOJIHYECTBE H B TOM 3Ke TMOPSIKe.

IMocne npubaBieHHs BCeX YKa3aHHBIX PEAaKTHBOB OOGBEM JOBONSAT
JHCTHINHPOBaHHON Boxo# o 500 M.

Uepes | u BemaBWHH 0cafaok OTGHABTPOBHIBAIOT Yepe3 6e330/ib-
HBlE GuAbTD «Oenast JeHTa» guamerpoM 9—I15 MM, ¥ NPOMBIBAIOT
5 pa3 npoMbIBHHIM pacTBOPoM. IToc/ie nATHKPaTHOrO IPOMBIBaHHA OCa-
JOK ¢ QUABTPOM MNOACYWIHBAIOT, NepeHocAT B (pappopoBHH THreb,
030JII0T M NPOKaJHBAIOT B MyodesbHoli meyu npu 600°C B Teuenue
1 u. ITpoxaneHHBI# OCAJOK MOCJE OXJaXKIEeHHs PacTBOPAIOT NMPH Ha-
rpeBaHyd B 4—5 MJ 4 H. pacTBOpa COJISTHOH KHMCJOTHl M KOJHYECTBEH-
HO IIePEHOCAT B XMMHUYECKHH cTakaH BMect#Mocrbio 50 mi. Ecau oca-
JOK TOJIHOCTBIO He PacTBOpsIeTCs, TO €ro OT(HIbTPOBHIBAIOT H IPO-
MBIBAIOT 4 H. PACTBOPOM COJISTHON KHCJOTHI, COOHpass (QUIbTPAT H HPO-
MBHIBHOH pacTBOp B XuMuueckuii crakaH. O6wmuit o6beM duibrpata H
NPOMBIBHOTO pacTBOpPa He NoJiKeH mpesBhmaTh 12 mia. Ilocae srtoro k
¢uabTpaty npubaBasiior | Mr acKOpOMHOBOH KHCJOTH, 5—6 rpanyJa
METaJIHYECKOTrO LIMHKA | JlaJjee NMOCTYyNaloT TaK, KaK ONHCaHo B M. 4.1.1.

Ilist mocTpoenusi KaJHOPOBOYHOH KPHBOM FOTOBAT PacTBOPHL C CO-
nepxanueMm 0; 4; 8; 12; 16; 18; 22; 26; 30 mkr ypana B 100—180 ma
BoAbl. C 3TUMH PacTBOPAMH BHIUIOJHHAIOT Te XK€ ONepailly, 4T0O H C aHa-
JH3MPyeMOli ajIHKBOTHOM 4acThio, 2 HMEHHO: K KaxJOH mpo6e cTaH-
JaprHoro pactBopa npubasisior mo 20 Ma 5%-Horo pactBopa TpH-
Jgona B, 5 ma 409 -Horo pacTBopa poJaHHIAa aMMOHHS, HOBOAAT 00D~
eM 10 250 MJ THCTHNHPOBAHHOH BOJOH, HEATPAJH3YIOT PACTBOP aM-
MHaKOM II0 YHHBEpPCaJbHOH HHAHKATOpHOHK Gymare ao pH 5 u npu-
6asasior 2,5 Ma coasiHof xucaothl !:1., PactBop mepeMemHBAanOT H
[PH 3HEPrHYHOM B36AJTHLIBAHHH DO KamasM MpHiIxBanT 26 Ma 1%-
HOrO PACTBOpa KpHCTAJJBHOJETa H Aajiee NOCTYNMAlOT, KaK ONHCAHO
B 4.1.1.

5. OBPAGOTKA PE3Y/IbTATOB

Coaepxanne ypana (C) B Mr/u ompenensitor no dopmyJe
4
V ,
ine Ci— eofiepKaHHe ypaHa, Hal/leHHOE MO KaJHOGPOBOYHOH KPHBOI,
MKT;
V — 06bem BOAH, B3ATHH A aHAJH3a, MJL.
TousocTsb onpenenenns +10%.
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