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Method for determination of selenium mass concentration
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Jarta sBenenus 01.07.90

Hacrosmumit cTaHmapT paclpOCTPAHSAETCS Ha IUTHEBYI0O BOAY M YCTaHABIMBAET
GbIIyopecLleHTHBI METO OTIPEAETIEHNS MAacCOBOM KOHILIEHTPAIIU CeJIeHa.

MeTon ocHOBaH Ha B3aUMOIEHUCTBUU CEJIIEHUT-MOHA C PEaKTUBOM 2,3-IMaMUHO-
HadTamHoMm (JIAH) B xucioit cpege ¢ o6pa3oBaHMEM COenUHEHUS 4,5-0eH3011a30-
CEJIEHOJIa, SKCTPATUPYeMOTO TEKCAHOM.

BOTO coeaMHEHNE MIPU YABTPaGUOIETOBOM OOIIyUeHUM 00IamaeT XKeaTO-KpacHOM
dayopeclieHIMEN, UHTEHCUBHOCTb KOTOPOU U3MEPAIOT (hIIyOPHUMETPOM.

Tunpocenenun-non (H Se™) u ceneH U3 OpraHMYECKUX COSTUHEHUN II€PEBOIAT
B CEJIEHUT-NOH 00pabOTKON CMECHIO A30THOM 1 XJIOPHOM KUCIIOT, a IIPUCYTCTBYIOIINE
B BOJZIe BMECTE C CEJICHUTAMU CEJIEHATHI BOCCTAHABIMBAIOT A0 CEJICHUTOB HarpeBaHUEeM
¢ KOHIIEHTPUPOBAHHON COISTHON KMUCIIOTOM.

IIpenen oOHapYyXeHUA cejleHa ¢ JOBEPUTEIBHOU BeposATHOCThIO P = (0,95 cocras-
nget 0,1 Mxr/mM? ipu 06BeMe 1po6sI 100 eM?, quaniazod usMepeHuii 63 pasbaBieHus
mpo6bl cocTasiser 0,1—5 Mxr/mv3.

1. METOJ OTBOPA IIPOB

O160p 11po6 mpoBomar 1o I'OCT 24481*. O6beM 1poOBI BOABI WIS ABYX I1apaj-
JIEJIBHBIX OIIPENEeIEHMI MacCOBOU KOHIIEHTPAIMU CeJleHa JOJDKEH OBITh HEe MEHee
300 cMm3. TIpoOy BOOBI KOHCEPBUPYIOT H0OaBIEHMEM 3 CM? KOHLEHTPUPOBAHHOM
a30THOM KMCJIOTHI TUT0THOCTLIO 1,40 r/cM3 (B pacuere Ha 1000 cM3 11poGbI).

2. AIITTAPATYPA, PEAKTUBbBI U MATEPHUAJIBI

DiyopuMeTp 060# MapKy ¢ IIEPBUYHBIM CBETOMMIETPOM, BBIIEIISIOIINM JINHIIO
crrexrpa 366 HM (cBeTodmasTpsl COC-10, YDOC-2 u jip.) ¥ BTOPUYHBIM CBETODIIBT-
poM, OO0ECIEUMBAIOIINM IIPOITyCKaHNE MakcmMmyMa GIyOpeCLeHIINY IIpY JUIMHE
BosHHI 520 HM (cBeTopmabTpel KC-17 u ap.)

Bang necuanas win anexrporumrka 1mo TOCT 14919.

bansa BonsgHas.

Bymara mHauKaTopHas YHUBEPCAIbHAs.

Becwi mabopatopHsie o61ero HazHayeHUs 110 'OCT 24104** 2-ro xitacca TOYHOC-
T, HaubobImii ipemes B3BemmBanug 20 u 200 r.

* Ha teppuropun Poccuiickoit ®enepanun neitcteyer TOCT P 51593—2000.
** C 1 uromst 2002 r. BBegeH B peiictBue ['OCT 24104—2001.

Wznanne odpumuanbaoe IlepeneyaTka BocmpeneHa
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Bopouxu genurensabie 1o F'OCT 25336 BMectuMocThbio 100 cnvd.

Boponxu 1a6oparopusie 1o TOCT 25336.

Kon6sr Mepnane mo I'OCT 1770 Bmectumoctsio 100 m 1000 cm3 2-ro Kiracca
TOYHOCTH.

IMunerku MepHsie ¢ aeneanamu mo FOCT 29227 smectumoctbio 2 u 10 cm3 2-ro
KXJlacca TOYHOCTH, UCITOJIHeHMH 1, 2, 8.

Crakansl abopatopHble TepMmocToiikue 1o 'OCT 25336 BmectumocTthio 100—
150 cM3.

CrexJia yacoBbIe.

Mumuunpsr Meprsie mo TOCT 1770 BmectumocTsio 10 u 25 ov3.

@WIBTPEI 6€330JIbHBIE «OesTas JIEHTay.

Kapanman BockoBoiA.

Kuciora asordaa o TOCT 4461 (twurortnocts 1,40 t/cM3), 4. a. a.

Kuciora conaraa mo TOCT 3118 (twrorHocts 1,19 r/em3), 4. a. a.

Kuciora cepras mo TOCT 4204 (turotHocts 1,83 r/cm3), 4. 1. a.

Kucnora xinopuasg mo TY 6—09—2878, x. 4.

Ammuak Bomusrit 10 T'OCT 3760, 4. 1. a.

Tekcan o TY 6—09—3375, u.

2,3 -muamMmuHOHA(TAIVH.

Cenen Metajumndeckuii mo TY 6—09—5358, 4.

Cosb  guHarpueBas STwieHOIUaMUH-N, N, N’, N’ -TeTpayKCyCHOM KUCIOTBI
2-BomHag (tpwioH Bb) mo TOCT 10652, 4. 1. a.

Boma muctriuupoBannag mo I'OCT 6709.

3. IOATOTOBKA K AHAJIN3Y

3.1. IlpuroToBiieHMe pacTBOpa TpuiioHa b ¢ MaccoBoit moneit 2 %

2 r TpusioHa B pactBopsror B 100 cM? AMCTILIMPOBAaHHON BOALL ¥ (DWIILTPYIOT
yepe3 QUILTP «Oesast IeHTa».

3.2. IIpuroToBieHNe pacTBOpa aMMuaka ¢ MaccoBoit moneir 10 %

400 cM? BomHOro amvmaxka (c MaccoBoil moineit 25 %) pasGaBisAIOT BONOH MO
1000 cm3.

3.3. IIpuroToBiIeHUE COJTHON KUCIOTHI MOJIIPHONM KOHIIEHTPALIMN 3KBUBAJIEHTA
0,1 moin/mv3

ToroBar U3 pUKcaHaIa WIM U3 KOHLEHTPUPOBAHHON COMITHOM KUCIOTHI (8,3 cMm?
KOHILIEHTPUPOBAHHOM COJIAHON KUCIOTHL pa3dasiaioT 1o 1000 cm? mucTwuiMpoBaH-
HOI BOIOI).

3.4. IIpuroroBienue 2,3-muaMuHOHADTATINHA ¢ MaccoBoi momeit 0,1 %

0,100 r 2,3-guaMuHOHa(TAIMHA PacTBOPAIOT B 100 M3 COJISTHOI KMCIIOTBI MOJISIP-
HO¥ KOHIIeHTpalmy skBuBajenTa 0,1 Moin/aM3. PactBop noasepraior ouncrke. s
aroro 100 cM3 pacTBOpa IIEpEeHOCAT B JEIUTEILHYIO BOPOHKY, IIPWIMBAIOT 15 cM3
rekcaHa M SKCTparupyloT IipuMecu B TedeHue 1—2 muH. [locie paccramBaHus
XKUAKOCTEN TeKCaH OTHEIAOT, a COJISHOKMCIBIM pacTBOp 2,3-aMaMUHOHa(TaIMHA
buwibTpyIoT Yepe3 GUILTP «bermas JeHTa». PacTBOp MOXHO UCITONB30BaTh B TeUEHUE
JIByX-TPE€X IHEN M XpaHUTb B XOJIOMWIBHUKE B CKIISTHKE U3 TEMHOTO CTEKIIA.

3.5. IIpuroTopieHNe TPAIyNPOBOYHLIX PACTBOPOB CeIeHa

Hagecky 0,100 T MeTa/UTMIECKOTO CejieHa, pacTepTOTO B IIOPOIIOK, ITOMEIIAIOT B
HeGOJIBIION CTAKAHYYK, IPWINBAOT 10 cM? KOHLEHTPUPOBAHHOM a30THOM KHUCIIOTHL,
HAaKpBIBAIOT CTAKAHYMK YACOBBIM CTEKJIOM M HArpeBaloT Ha BOASHONW GaHe mO
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C. 3TOCT 19413—89

pacTBopeHUS. 3aTeM CMBIBAIOT CTEKIO U CTEHKM CTaKaHYMKa IUCTWIIMPOBAHHOM
BOJOM, PacTBOP YIIApUBAIOT HAa BOISHON GaHe MO BiIaXHBIX coneif. IloaydeHHyIO
CEJIEHUCTYI0 KHUCJIOTY DPACTBOPSIIOT B BOIE, PACTBOP IIEPEHOCAT B MEPHYIO KOJIOYy
BMecTuMocTeio 1000 cM3, npubassaior 10 cM? KOHLEHTPUPOBAHHOM COJISHON KUC-
JIOTBI ¥ PACTBOP IOBONAT M0 METKM Bomoi. [ToydaroT OCHOBHOI I'paIyrpOBOYHBII
PacTBOP MAcCOBOM KOHIIEHTpaLuu cejteHa 100 Mxr/mam3. PacTBOp XpaHUTCS B CKIISTHKE
¢ npunomndoBaHHOM IIpobKoil. CpoK XpaHEHUSI — IO Toja.

JIJ1 TTOCTPOEHUS TPALyUPOBOYHOIO TpaduKa TOTOBAT paboUunii Tpa yMpOBOTHBII
pacTBOp MaccoBoi KoHueHTpauun cejieHa 0,10 Mxr/cm3. C 3Toii 1I€JIbI0 OCHOBHOM
rpaypOBOYHEIM pacTBOp pa3banisioT B 1000 pa3 mmyTeM TpeXKpaTHOTO CTYIIEHYATOTO
pas3bapneHust Kaxnaeiit pas B 10 pa3 pacTBOPOM COJISTHON KUCIOTHI MOJISIPHOIN KOH-
neHTpanuy skBuBatedTa 0,1 Monb/mM3. Pabounii rpayipoBOYHBINA PACTBOP FOTOBAT
B JIEHb IIPOBEACHUS aHAIM3A.

4. IPOBEJEHUE AHATIU3A

B crakan 13 TepMOCTOMKOIO CTeKia BMECTUMOCTLI0 100—150 cM3 orbupator
10—100 cM3 aHaM3UpyeMOi BOALI, B 3aBUCUMOCTU OT COIEPXKAHUA CeJleHa IIPUOaB-
JA10T 2—3 ¢M3 KOHIIEHTPUPOBAHHON a30THOM KUCIOTDI, 3 ¢M3 XJIOPHOM KUCIIOTHI U
BBIITAPMBAIOT 0 HaYaIa BBIIEICHUS C1a0bIX GeJIbIX ITapOB XJIOPHOM KUCIIOTEL PacTBOp
OXJIAXIAI0T, CTEHKM CTakKaHa OOMBIBAIOT AUCTWUIMPOBAHHON BOAON M BHOBb Harpe-
BAIOT JO CJIA0BIX IIAPOB XJIOPHON KUCIOTHL. O6paboTKy IIpoObl IUCTWUIMPOBAHHOMN
BOIOM IIPOBOIAT AJIA ITOJTHOTO YIAJIeHUsI a30THOM KUCIOTEL. K pacTBOpY NMpWIMBAIOT
1 cM3 KOHIIEHTPUPOBAHHON CONISHOM KUCIOTHL ¥ HATPEBAIOT HA KUIIAIIEH BOXAHOM
6aHe B TeueHue 10 muH. 3atem npwmBaoT 20 cM3 IUCTIWUIMPOBAHHON! BOILI, CMBIBAs
€10 CTEHKH CTaKaHa.

PacTBOp oxmaxknaioT u ycraHaBiuBawT pH ~ 1 10 UHAMKATOPHONM YHUBEPCAILHOMN
Oymare, IIpubaBIIsIsA IO KaIUIIM PAacTBOP aMMuaka ¢ MaccoBoit moseit 10 %.

K moarorosneHHoi 1mpobe mprmBaoT 2,0 cM? pacTBopa TpwioHa b ¢ MaccoBoii
JoJei 2 %, OCTAaBJIAIOT PACTBOP HA 5 MUH, 3aTeM H00aBIaioT 2,0 cM? CBEXEIPUTO-
TOBJIEHHOTO pacTBopa 2,3-araMuHoHabTaAIMHA ¢ MaccoBoit moneit 0,1 %. Pactop
MIEPEMENIMBAIOT ¥ HATPEBAIOT HA KUIISILUEN BOASHOU 6aHe B TeueHUe 5 MuH. [locie
OXJIAXIEHNS PACTBODP TIEPEBOMAT B AETUTEILHYIO BOPOHKY BMeCTUMOCTBIO 100 cM3,
npwmBaoT 5 wmm 10 ¢M3 rekcaHa (B 3aBUCUMMOCTH OT pasMepa KIOBET Ipubopa,
usMepstoero GuryopecueHunio). KoMmiuieke ceeHa 3KCTparupyoT B TedeHue 1 MuH
U JAIOT OTCTOATHCS 10 pasaesieHus da3. BoaHyo dasy oTopaceBaioT, a OpraHM4ecKyo
(hazy GuwIBETPYIOT Uepe3 cyxoil (hMibTp «Bbenas JeHTa» TMaMeTpoM 5—7 ¢M B IIpOOHUPKY
C IIPUTEPTOM IIPOOKOIL, B KOTOPOU U XpAHAT JIO IIEPEHECEHUS B KIOBETHI (hiIyopuMeTpa.
@IyopuMeTpUpPOBAHYE TIPOBOIAT He ITo3XKe 4yeM depe3 1—2 u. DayopecueHIUsS
KOMIDIEKCa ceJleHa YCTOMYMBA IIPU XpaHEeHUN B XOJoMWIbHYKe. I3MepeHue ¢iryope-
CLIEHIIMY BO3MOXKHO IIPOBOAUTHL HA CIIEAYIOIINIL AEHb.

5. OBPABOTKA PE3YJIbTATOB

5.1. 1715t TOCTpOECHUS TPayupOBOYHOTO rpauKa B PO CTAKAHOB BMECTUMOCTBIO
100—150 cm? or6uparor 0,0; 0,2; 0,5; 1,0; 2,0; 3,0; 4,0; 5,0 cM? pabodero rpagynpo-
BOYHOTO pacTBopa, 4ro cootsBerctByer 0,00; 0,02; 0,05; 0,10; 0,20; 0,30; 0.,40;
0,50 MKT cemeHa. B kaxupli crakad mpuimsaioT 10—20 cM? IUCTWULIMPOBaHHOM
BOIBI, 2—3 ¢M? KOHLIEHTPMPOBAHHOM a30THOM KUCIIOTHL, 3 CM3 XJIOPHOM KUCIOTHL 1
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nasee oOpabaThIBalOT IIPOOBI, Kak omnucaHo B pasm. 4. CTposT rpagyrpOBOYHBIN
rpaduK, OTKIAABIBAs 110 OCH abGCIICC COAEPXKAHUE CeleHa B MUKPOrpaMmax, a II0
OCHM OpIMHAT — IIOKa3aHUS Ipubopa. I'padmk NOIDKEH UMETh NMPAMOJIMHENHBIN
XapakTep.

CiemyeT MMETH B BUAY, YTO <«XOJOCTBIE IIPOOBI» MOIYT 00JIamaTh HEOOJIBIION
(iryopecueHLMe, KoTopast oOYCIIOBJI€HA CTEIEHBI) UMCTOTHI PEAKTUBOB (TEKCaH,
TpwiIoH Bb). I'panynpoBouHbIii rpauK CTPOST B IEHB IIPOBEACHUS aHAIM3A IIPOO.

5.2. MaccoBy10 KOHLIEHTpALUIo celeHa (X), MKT/IM?, BEIYUCISIOT 110 (PopMyIe

_n,
=7 1000,

[Ie m — Macca cejieHa B aHAJIM3UPyeMOM o0beMe BOABI, HalfleHHAs 110 Tpagyupo-
BOYHOMY I'paduKy, MKT;
V' — 06BbeM BOIBI, CIIONB3YEMBIA U AHAIN3A, CM-.

3a OKOHYATEJILHBIN Pe3y/IbTaT aHaIM3a IIPUHUMAIOT CpeIHeapu(dMeTHIECKOoe pe-
3yJIBTATOB JABYX IApaJUIEIbHBIX OIpPEHeIEHUI, JTOITyCKAeMBIe PACXOXIEHUSA MeXIY
KOTOPBIMU He IOJDKHBI IIpeBbiars 30 %.

5.3. HopMBI IOTPENIHOCTY U3MEPEHMI IIPU COOTIONEHNN TPEOOBaHMIT HACTOSIIIE-
ro cTaHmapTa cooTBeTcTBYIOT TpeboBaHuaM ['OCT 27384.

5.4. 3HaueHUE CUCTEMATUYECKON COCTABJISAIONIENH IIOTPEITHOCTY W3MEPEHUI
IOJDKHO GbITh He Gostee |/, HOPMBI TOYHOCTH (CM. IL 5.3).

5.5. ToyHOCTHP M3MEpPEHUII KOHTPOJIUPYIOT IIyTEM aHajiu3a 3aimm(poBaHHBIX
(B TOM YMCJIe CTAHIAPTHBIX) IIp00, BKIIIOYAEMBIX B KaXIyl0 MapTuio. KoHTpoIbHbBIE
IIPOOBI JOJDKHBEL COCTABIATE He MeHee 30 % TIpM KOJMYECTBE AHAIM3UPYEMBIX
pAmoOBEIX 1pob Gosee 15 m 100 % mpu MeHBIIEM KOJMYECTBE IIPOO B IIAPTHUU.
CTOIIPOIIEHTHBI KOHTPOJIb IIPOBOAAT TAKXKE IIPU OLIEHKE KAYECTBA BOABI C LIEJIBIO
YCTAHOBUTH BO3MOXKHOCTb €€ IIPUMEHEHWS UTA ITUTHEBOTO BOOOCHAGKEHWSI IIPU
MAaccoBOM KOHIIeHTpauuu cejeHa Ha yposHe IIJIK = 1 mxr/mm® (TOCT 2874%).

5.6. PacxoxmeHue MeXIy OCHOBHBIM M KOHTPOJIBHBIM pe3yjbTaTaMU OXHOM
IIPOOEL (A,) B IIPOLEHTAX BBUUCIIAIOT IO (hopMyIre

3 2(c;—¢)

A, =——- 100,

»

cit¢

TOC ¢; — PE3yJIbTaT OCHOBHOI'O M3MCPCHMUA,
1

¢, — PE3YJIbTaT KOHTPOJIBHOTO U3MEPEHNUS.

Pesyiprar cunTaloT yoIOBIETBOPUTEIBHBIM, eCid (DAaKTUUECKOE 3HAUYECHUE HE IIpe-
BBIIIAET HOPMY TOYHOCTU (CM. II. 5.3).

5.7. CucreMaTIeCcKyIO IIOTPELTHOCTD (A,) KOHTPOJMPYIOT 110 CTAHAAPTHBIM 06-
pasuam (He pexe IBYX pa3 B IoJl, a TakKXKe IIPU CMEHe 000PYIOBAHUS U CTAHIAPTHBIX
PACTBOPOB) U BBIMUCIAIOT 110 hopmyJie

C—CO

A, = - 100,

0

IIPY YHUCJIE MAapaUIeJIbHBIX OIpeaeieHil He MeHee 15,
e ¢ — CpelHee 3HAYEHUE U3MEPEHMIA,
¢y — aTTeCTOBAHHOE 3HAYCHME COLIEPKAHUS CeJeHA.

*Ha Teppuropuu Poccuiickoit ®enepanun geiicreyer TOCT P 51232—98.
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6. TPEBOBAHMS BE3OITACHOCTHA

6.1. Bo m3bGexaHue B3pbIBa IIONAfaHue OPraHUYECKMX BEINECTB, APEBECHHBI U

GWIBTPa B pacTBOP B MOMEHT BBIIEICHUS IIAPOB XJIOPHOUM KUCIOTHI HE TOITyCKAETCH.
6.2. Bce paGoThI TIPOBOIUTEL B BEITSDKHOM IIKady.
6.3. IIpuGopbI TOKHBI OBITH 3a3€MJICHBI.

1. PABPABOTAH 1 BHECEH MunncrepcrsoMm reojoruu CCCP

NHO®OPMALIMOHHBIE JAHHBIE

2. VTBEPXKIEH " BBEJIEH B TEMCTBHUE ITocranosnennem FocyzapersenHoro
komurera CCCP no crangapram ot 14.03.89 Ne 468

3. B3BAMEH I'OCT 19413-81

4. CCbBLTIOYHBIE HOPMATUBHO-TEXHUYECKHUE JOKYMEHTbI

O6o3Hauenue HT/, Ha
KOTODBIN JaHA CChUIKA

Howmep nyHkTa

O6o3nagenue HT]I, Ha
KOTOPBIN JaHa CChUIKA

Howmep nyHkTa

I'oCT 1770—74
I'OCT 2874—82
I'OCT 3118—77
I'OCT 3760—79
T'OCT 4204—77
T'OCT 4461—717
T'OCT 6709—72
I'OCT 10652—73
I'OCT 14919—83

W

T'OCT 24104—88
T'OCT 24481—80
I'OCT 25336—82
T'OCT 27384—87
I'OCT 29227—91
TV 6—09—2878—73
TV 6—09—3375—78
TV 6—09—5358—87

W

5. Orpannyenne cpoka AeicTBHA CHATO MO mpoTokoiay Ne 4—93 MexrocyaapcTsen-
HOTO COBETA MO CTAHZAPTH3AUMH, MeTpoJiornu u ceprudukammu (UYC 4—94)

6. IEPEU3/IAHUAE
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