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JHara weenenusn 01.01.95

1. HABHAYEHHUE M OBJIACTb NIPHMEHEHUA

Hacrosuiuii cTannapT pacnpocTpaHsiercss Ha IJHHO3eM M YCTaHaB-
JIHBaeT QOTOMETPHYECKHE MEeTOJAH ONpeXeseHHs OKCHAAa BaHagus (V):

¢ npuMeHeHueM N-6eH30J-N-(eHUITHIPOKCHAAMHHA — IpPH Mac-
coBolt jfoJie oOKcHAa BaHaaus or 0,0005 mo 0,29%, ecsn MaccoBas noJs
OKCHAA XpOMa H JHOKCHAAa THTaHa He MpPEBHIIAET €OOTBETCTBEHHO
0,002 u 0,006%;

¢ npumenenuem GochoproB0OAbHPAMOBOLL KUCAOTH, — NPU MACLCO-
goil Jone okcuda sanadus or 0,005 do 0,029,.

JlononHeHHss ¥ H3MeHEHHsi, OTpaxawollHe HOTPEGHOCTH HAapPORAHOro
X035ificTBa, BBIAENEHBI KYPCHBOM-

2. CCbUIKH

T'OCT 25542.0 T'izHo3eM. O6mue TPeGOBAHHA K METOHKAM XHMH-
4eCKOro aHaJu3a.

FOCT P 50332.1 I'nuHo3eM. MeToAn pa3yoxeHHs NMPOGH H IPHro-
TOBJIGHHS PacTBOpa.

FOCT 27798 I'nunoszem. OT60p u noaroroexa npoob.

TOCT 25389 I'tunosem. Meron moAroTOBKH MpoGH K HCHBITAHHIO,

3. POTOMETPHYECKHH METQXR
C N-BEH3OHJI-N-®EHUJITHAPOKCHNAMHHOM

Meron ocHOBaH Ha LIEJOYHOM Pa3JjOXKEHHH NpoOBl, OKHCIEHHH Ba-
HafHs R0 BaHaius (V) mepMaHraHaTOM KaJHsA B pacTBOpe CePHOf KHC-

M3nanue oPpNUHANLHOC
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noTe 4,5 Moab/aM% 06pas3oBaHHH (QHOJETOBOTO KOMIIJIEKCHOI'O COeRH-
nenus BaHanus (V) ¢ N-GeH30HI-N-PeHHATHIPOKCHIAMHHOM, 3KCTPaK-
LHH KOMILUIEKCHOTO COeXHHEHHS XJIOPO(POPMOM ¥ H3MEPEHHH ONTHYEC-
KOH NMJIOTHOCTH pacTBOpa NpPH AJHHE BOJHH 524 HM.

3.1. Annmapartypa, pPeaKTHBH M PAaCTBOpPH

O6r1uHoe s1a6opaTopHOe 060PY0BaHHE

CnekTpooToMeTp K (GOTO3JEKTPOKOJOPHUMETP C  (QHIBTPAMH,
ofecrneunBalOUIHMH MaKCHUMaJ/IbHOe cBeTomorJolieHde ot 520 jpo
530 um.

HenutesbHple BOPOHKH C OYEHb Y3KHM DOPJHIIKOM BMECTHMOCTBIO
150 cm3.

Bo BpeMsi mpoBeieHMsl aHasid3a HCNOJB3YIOT TOJNBKO PEAaKTHBH 1O
KauecTBy He HHXKe Y4.1.a. H HUCTH/IJIHPOBAHHYIO BOAY HJIH BOAY 3KBH-
BaJICHTHOH YHCTOTHI.

Kucnora cepras mo TOCT 4204, pacteopn 16 u 8 Moab/mad.
OcropoxHo HaauBalor 450 cm® cepHoii kucnorh (@~ 1,84 r/cm3, npu-
6musurenabHo 96%-HHA mo Macce pacTBOp) B COCYA, COAEpXKAIUMi
500 cM3 Boabl, OXJaXAal0T, A0BOAAT 06beM a0 1000 ¢M® u nepemelnn-
BaloT.

Kucnora cosnsmas no 'OCT 3118, o~ 1,19 r/cM®, npubausutensuo
38% -uniit pactBop-

Kannii maprasuoso-kucan@ no I'OCT 20490, pacteopur 0,6 r/am®
1 ¢ MaccoBo# poJeit 0,5%.

Harpus eudpoxcud no I'OCT 4328, pacrsop ¢ maccosoti doaseit
5%. Pacreop 20TO8AT U XPAHAT 8 NOAUITUAEHOBOM cOCYyde.

Kap6onat uatpus 6essoausiit mo FOCT 83.

Kucnora 6opuas no F'OCT 9656 unn

TpeXOKHCch 60pa;

Harpuii terpa6opro-kucavii no T'OCT 4199, o6easosxcennbil npu
Temneparype 400 °C.

Pacrsop-pon 12 2 yeaexucaozo Harpus u 4 2 60OpHOU KUCAOTHL
uau 10,3 e yenexkucaoeo narpus u 3,3 2 TeTPAb6OPHOKUCA020 HATPUSA
noMewaroT 8 NAATUHOBYIO HAUIKY, NePemMeuilusaroT u pacTeoparoT npu
Haepesanuu 8 100 cm® 6006, Pacrgop oxaandaror, nepeHocaT 8 cra-
Kan emectumoctoio 400 cm3, codepocaujus 48 cm® pacreopa ceproil
Kucaotel 8 moav/0md, Pacreop 0xaaxdaioT, nepeHociT 8 MeprYO KoA-
6y emectumoctoto 250 cm3, doausaror 3o merTKu 8000 u nepemeuiu-
8aroT.

XsopodopM, He comepxamui 3THAOBoro cmupra, no F'OCT 20015.
Ounuiator xjgopodopMoM, p= 1,49 r/cM3, NPOMHIB €ro NATh-IIeCTh Pa3
KOJIMYECTBOM BOJBI, COCTABJISIOILMM [OJIOBHHY B34TOro ofbeMa XJ0po-
¢opma. BHCywWiuBalOT B NPHCYTCTBHH Ge3BOXHOTO XJIOPHAA KaJblHs M
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NeperoHsoT, co6Hpas MHCTHJAT B COCYA H3 TEMHOro CTekJa.
Xpausir B TEMHOM MPOXJIAZHOM MecTe NpH Temnepatype Huxe 25 °C.

N-6eH3oun1-N-peHHIrHAPOKCHIAMHHE, PacTBOpP € MaccOBOH poJei
0,1% 8 xaopodopme. PacTBop XpaHAT B cocyle H3 TEMHOTO CTeKJa
He 6oJiee 7 CyT.

Bananusa (V) okcusz.

CraHgapTHble pacTBOPH BaHalHS

Pacrsop A: 0,25 r npenBapHTeNbHO BHICYIIEHHOIO NPH TeMiepary-
pe 110°C B Teuerne 1 u ¥ OXJIaXKIEHHOTO B SKCHKAaTOpe OKCHIA BaHa-
aus  pacTBOpsAWT B 8 cM® rHapoKcuAa HaTpus. JloGasasior 10 cm?
pacTBopa cepHOH KHCJ/OTH, NEePEHOCAT B MEpHYI0 KO0JOYy BMECTHMO-
cteio 1000 cM?, nonuBalOT 40 MEeTKH BOAOH H NepeMeLiHBaloT.

1 cm® pactBopa A cozepxut 0,00025 r okcupa Banaaus (V).

Pacreop B: 10,0 cM3 pactBopa A nepeHocsT B MepHYKW KoJby
BMecTUMOCThIO 250 cM®, JONHBAIOT 10 METKH BOAOH H MepeMelHBaloT.
PacTBop roTOBAT nepej NPHMEHEHHEM,

1 cmM8 pactBopa b comepxur 0,00001 r okcuna Bananus (V)

32 IlpoBeneHHe aHaJaH3a

3.2.1. AJIHKBOTHYIO 4acTh CEPHOKHEJOTO pacTBOpa Npo6hl, NPHIO-
TOBJIEHHOTO [0 METOAYy pas/oxeHus npobw cnsasjedueM no I'OCT
P 50332.1, or6upaior B KoauuectBe 50 cM3 mpH MaccoBOH JoJie OKCH-
na Banaaus fo 0,01% wnau 25 cM3 nmpu MaccoBoil Hosie ero CBHILE
0,01% 1 noMeuid0T B JE€JIHTENbHYIO BOPOHKY BMeCTHMOCTbIO 250 cM3,
npedsapureabho cmouls Kpaw B0pPOHKU xaopogopmom. Ecan anuk-
BOTHas 4acth cocraBasier 25 cm3, nobasasior 25 cM® pactBopa-toHa.
B penutensuyo BOPOHKY AoGaBasior 15 cM® pacTBOpa CepHOM KHCHAO-
TH 16 Moab/am%, npeaBapHTEbHO OXJAXKAEHHOH N0 TeMHepaTypsl
Huwxke 20°C, no6aBiasioT NO KamisiM PacTBOP MapraHLOBOKHCJIOIO
KaJHs 10 ycToHuuBO#l OJieHO-pO30BOH OKPACKH, BCTPSAXHBAlOT H OC-
TaBASIOT Ha b muHd. 3ateM gobGasasior 10 cm3 pacreopa N-Gensoun-N-
¢denuaruaporcusiaMaia u 32 cM® COJISIHOH KHCJOTH, MpeaBapHTeNbHO
oxgaxgennodi no 10°C, n serpsxuBaior 1| muu. Ilocae paccnoenns
XJ0poOpMHYIO (pa3y CAHBAIOT B CYXYI0O MEPHYIO KOGy BMECTHMOCTDHIO
50 cM® DKCTpakuHIO MOBTOPSIOT ¢ HOBo# mopuuedr 10 cm® xaopodop-
Ma, cauBas XJo(opMHYI a3y yepe3 TOT XKe QHILTD B TY Xe Mep-
HyK0 K0JOy. PacTBOp [OJHBAIOT JO METKH XJ0pohopMOM H mepeme-
UIHBAIOT.

HU3MepsioT onTHYECKYIO IJIOTHOCTh PacTBopa Ha (HOTO3/IEKTPOKOJIO-
puMeTpe WJIH CcHekTPoOTOMETpE, YUHTHIBAS, YTO MAKCHMYM CBETO-
TIOTJIOMEHHS PacTBOPOB COOTBETCTBYET AJHHe BojHB 524 HM. Pacrso-
POM CpaBHEHHs CJAYMXHT PacTBOP KOHTPOJIBHOrO ONHITAa, NPOBeNeHHbIH
yepe3 BCe CTafiHH aHAJIHsa.
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Maccy okcuaa BaHaaus B DacTBOPE HaXOASAT MO PafyHpPOBOYHO-
My rpadHky.

3.2.2. Has mocTpoeHHs rpajyHpoBOYHOro rpauka B BOCeMb Xe-
JHTEAbHBX BOPOHOK BMeCTHMOCTbIO 250 cM3 Kaxpas, KPanel KOTOpPbLx
npedeaputesbHo cmauusaror xaopogopmom, ormepsior 0; 0.5; 1,0;
2,0; 4,0; 6,0; 8,0 u 10,0 cM® cranpaprHoro pacrsopa b, uto coorBer-
creyer 0; 0,000005; 0,00001; 0,00002; 0,00004; 0,00006; 0,00008 u
0,0001 r oxcmupa Bamagua. Bo Bce BopoHku pno6asasior mo 20 cm?
pacTBopa CepHOfi KHCJAOTH 16 MOJb/AM®, MpelBapPHTENLHO OXJaXKAEH-
Ho#i 10 TemnepaTtypul Huxe 25°C (20°C), o6beM pacTBOpPOB KOBOLSAT
zo 70 cm3 Bomo#, pobasasilor 3—4 kKamau (no kanasm) pacrBopa
nepMaHraHata KajaHs RO YCTOHYHBOH OJ€AHO-PO30BOA OKPACKH H
JaJjee IOCTynaloT corjacho I. 3.2.1.

Jns npenorBpaileHHst BOCCTAHOB/NEHUS BAaHAJHA COJISHYIO KHCJAOTY
106aBJsSIOT HENOCPEACTBEHHO nepen SKcrpaxumedt. IToatomy mpo-
Helypy aHa/JHu3a Cjaeiyer NPOBOXUTb JO KOHIA, KaXAblk pa3 ob6paba-
THIBasi TONBKO OAHY mpoOy.

PacTBopoM cCpaBHeHHsi CHYXKHT pacTBOp, He COAepXKamIMA CTaH-
JlapTHOroO pacTBOpa BaHaAHs.

[To mosy4eHHBIM 3HAYEHHSM ONTHYECKHX IJIOTHOCTEH H COOTBETCT-
BYIOHIHM HM MacCaM OKCHAA BaHAAHMA CTPOAT TPaLYHPOBOYHBIH
rpaguk

33. O6paboTKka pe3yJnbTaTOB

3.3.1. MaccoByio 1010 BaHafHA B BHIEe HEHTOKCHAA BaHaAHA B
MpPOLEHTaX BHYHCJAAIOT No GopMmyse

D
my X om
172"10m,
rae m; — MacCa MNEeHTOKCHXA BaHaAHs, COAEpXKalasaACA B aJHKBOT-
HOM YacTH OCHOBHOIO pacTBopa, Mr;
D — coorHouleHe 06’b€MOB OCHOBHOTO pacrBopa Hu aJTHKBOTHOMN

YacTH, B3ATON IJIsl ONpeleeHus;
mg¢ — Macca HaBeckd npoObl, B3ATOK AJIA NPHTOTOBJIEHHS OCHOB-
HOTO pacTtBOpa, T.
3.3.2. Maccosyro doaro oxcuda sanadus (V) (X) e npoyenrax eo:-
YUCAAIOT no opmyare

X=-"1Y1 00,

m-Vy
20e my — macca oxcuda sanodun (V), nabdennas no 2padyuposou-
HOMY 2paduky, e;
Vi — obvem ocrosnozo pacreopa, cms;
m — MAcca KasecKku 2AUHO3EMA, 2;

V) — 06Bem aruxsornoli 4actu pacreopa, cm.
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3.3.3. Honycraemoie pacxondenus pe3ysbTaros napastessHolx on-
pedenenuii u pesyrbTaTos anarusa He GONNCHLL NPEBLIULATL 3HAYERU,
YKasannoix 8 Tabauye.

JZlonyckaemoe pacxoxdenue, % (abc.)
Maccosasn doas okcuda
sanadun, de, dye
Or 0,0005 do 0,0010 sxasox. 0,0004 0,0008
Cs.0,0010 » 0,0080 » 0,0008 0.0015
» 0,008 » 0,005 > 0,001 0,002
» 0,006 » 0010 > 0,002 0,003
> 0010 » 0020 > 0,003 0,005

34, TIpoToKOJ aHanaH3a

TIpoToKos ananusa JOMKEH COAEPMAThH CAEAYIOUINE AaHHHE:

HISHTHOHKALKIO HCCIeAyeMOro MaTepHaJa;

CCHUJIKY Ha NIDHMEHSAeMBIH METOX;

pe3ysbTaThi aHaJHU3a H METOJ HX BBIPAIKEHHH,

0co6eHHOCTH, OTMEYeHHHE B JIpouecce aHaJH3a;

Jo0Lie ONepalnH, He NPeAyCMOTPEHHHE HACTOALIHM CTaHAapTOM
HJIH CYHTalowyecss Heo6a3aTeTbHRIMH.

4, POTOMETPRYECKHA METOA
C ®OCPOPHOBOJIb®PAMOBOR KHCJOTORA

MeTtox OcHOBaH Ha WENOYHOM pasfNOKEHHH NnpoGH, o6pa3oBaHHH
XKeJITOro coeiHHeHHst BaHaaus ¢ ¢ocdopHOBOMbPpaMOBOHA KHCIOTOR H
H3MEDPEHHH ONTHYECKOH# MJIOTHOCTH PACTBOPA NMPH AanHE BOJAHH 400 nM.

4.1. Annaparypa, PeakKTHBH H PacTBOpH

CnekrpodoToMeTp HIH POTOSNEKTPOKOJOPHMETD,

Kucsora azorHas no 'OCT 4461, pacteop 8 Mouin/am?.

Kuciora opropocdopras no FOCT 6552.

Harpu# sosbsdpamoso-kucanit mo TOCT 18289, pacteop ¢ Macco-
Bo# poneit 169%.

Harpus ruapokcus mo IOCT 4328, pactBop ¢ MaccoBOH AOAeH
5%

Banangus (V) oxcun.

CraHnapTHble pPacTBOPH BaHalHs

PactBop A: 0,2500 r mpeaBapHTe/NbHO BHICYIIEHHOTO NPH TeMIe-
patype 110°C B TeuenHe 1 Y H OX/NaXKIEHHOrO B 3KCHKaTOpE OKCHAA
BaHaiHs pactBopsilor B 8 cM® pacrBopa THApPOKCHAa HaTpHsA, Robas-
astor 10 cM3 pacTBOopa a30THOH KHCJOTH, NEPEHOCAT B MEPHYIO KOJI-
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6y BmectuMocThio 1000 cm®, nosMBAIOT JO METKH BOROH W mnepeMe-
LIHBAIOT.

1 ¢m3 pactBopa A cozepxut 0,00025 r okcuna Banagus (V).

PactBop B: 10,0 cM3 pactBopa A nepeHOCAT B MepHYiO KoJGy
BMecTHMOCTbIO 250 cM%, HoJHBAaIOT 4O METKH BOJAOH M NepeMelliHBa-
10T. PacTBOp roToBAT mepex NpHMeHEHHEM.

1 cm? pacrsopa B comepxur 0,00001 r oxcuaa Banagus (V).

42. TlposepneHHe aHadH3a

4.2.1. AnukBoTHyI0 Yacth o6bemMoM 50 cM® a30THO-KHCJIOTO pacr-
Bopa mpoGHl, MPHIOTOBJIEHHOTO Pa3JioXKeHHeM NPOGH cIJiaBJeHHeM IO
I'OCT P 50332.1, noMeinaior B cTakan BMecTHMocTbio 250 cM3, no-
GasasioT 20 cM® pacTBOpa a30THOW KHC/IOTH H HarpeBamT A0 TeMle-
parypst 90 °C.

3arem npo6asasior 4 cm3 oprodochopHoi kucaoTH, 4 cM® pact-
BOpa BOJb(PaMOBO-KHCJIOro HaTpHA M mepemewmnBalor. [Tociae oxnaxk-
JleHHs PacTBOpa NMEPeHOCAT B MEPHYW Koaby BMectHMoctbio 100 cmd,
JIOJIHBAIOT JO METKH BOJIOH H NMEPEeMeLIHBAIOT.

Yepes 15 MHH H3MepSIOT ONTHYECKYIO NJOTHOCTh pacTBopa Ha
(HOTO3/1eKTPOKOTOpHMETPE HJIH cleKkTpodoTOoMeTpe, YUHTHBAsS, UTO
MaKCHMYM CBETONOIJIOILEHHS DPacTBOPa COOTBETCTBYET MAJIHHE BOJHH
400 uM. PacTBOpOM cpaBHEHHSt CJAYKHT PAaCTBODP KOHTPOJILHOTO OMNBITA,
NpoBeJleHHHI! yepe3 Bce CTafHH aHaJu3a.

Maccy okcHIa BaHafMs HaxoOAAT IO rPaAyHPOBOYHOMY rpadHKy.

4.2.2. Ina mocTpoeHHs rpaiyHpoOBOYHOro rpadHka B BOCEMb Mep-
HBIX KOJ6 BMectuMocTthio 100 cM® kaxknmas orMepsior 0; 1,0; 2,0; 4,0;
8,0; 12,0; 16,0 u 20,0 cM® cranmapTHoro pacrsopa B, uro coorBercT-
syer 0; 0,00001; 0,00002; 0,00004; 0,00008; 0,00012; 0,00016 u
0,00020 r oxcuaa BaHaaus. Bo Bce Koa6H n06aBaai0T BoAy Ao o0ne-
ma 50 cm®, 3atem mo 20 cm® pacTBopa a3OTHOH KHMCJIOTH, HarpeBalmoT
1o temnepatyps 90°C u  jajee nocrynaior corsacio m. 4.2.1. Pacr-
BOpOM CpaBHeHHs CJAYXHT pPacTBOP, He COAEpKAllHi CTaHAAPTHOTO
pacTBopa BaHaJHA.

Ilo mosyueHHHM 3HAYeHHAM ONTHYECKHX IJIOTHOCTeA H COOTBETCT-
BYIOIIHM HM MaccaM OKCHIa BaHaJHs CTPOST rpaiyHpOBOYHHIA rpa-
¢buK.

43. O6paboTka pe3yabTaToB
4.3.1. Maccosyio RoJaio okcuaa Banaius (V) (X) B npoueHrax BhI-
YHCJSIOT Mo hopmye
_myVy
X— m-V, '
The m; — Macca OKCHJA BaHaAusA, HaliicHHAst MO I'PafyHPOBOUHOMY
rpaduKy, r;
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Vi — o6beM OcHOBHOIrO pacrBopa, cMs;
m - Macca HaBeCKH IJHHO3eMa, T;
V3 — o6beM aJIHKBOTHO# 4acTH pacTBOpa, cM3,
4.3.2. JonycKkaeMbie pacXoX/AeHHS Pe3yJbTaToB HapasjieNbHHX on-
peAeseHuil H pE3yJbTATOB aHaHM3a He NOJKHH NpeBHILIATh 3HaUeHHH,
YKa3aHHBIX B TabJauue.
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