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MeToz onpegeneHns BaHains rocTt
Petroleum and petroleum products. 10364-90
Method tor determination of vanadium

MKC 75.080
OKCTY 0209

[ata eeegeHns 01.01.92

HacToswuidi cTaH4apT pacnpocTpaHseTcs Ha CbIpyl HedTb, MNPOAYKTbl €e MeperoHKun, TsKenble
ONCTUANATHbIE TOMIMBA, OCTaTOYHble HeDTENMPOAYKTbl W yCTaHaBAMBAET (hOTOMETPUYECKMIA MeTog omnpe-
[eneHns BaHagusa npu COAePXXaHWM ero He MeHee 2 Mr/Kr Npogykra.

CTaHfapT He pacnpoCcTpaHseTcs Ha 0TpaboTaHHble MaeTa W HehTeMpPOAYKTbI C 3071006pasyoLLMMK
npucagkamu.

CyLHOCTb MeTOAa 3aK/vaeTcs B 06paboTKe MCMbITyemMoli Npobbl KOHLEHTPUPOBAHHOW CEpHON ©
a30THOWM KWUCNOTaMn UN 3/1EMEHTAPHON CEPOW, NN COXOKEHUM NPOOBbI. MonyyeHHas npu CKuraHumn 3ona
noJBepraeTcs KUCNOTHOW 06paboTKe ¢ mocnedytoLwm (hoToMeTpHPOBanueM pacTBopa KoMmnnekca goco-
pOBONb(PaMOBOKMC/IOr0O BaHaAWA Ha [/IMHE BOMHbI 436 HM.

1. ATMMAPATYPA, MATEPVNANBI N PEAKTUBLI

CnekTpodhoTOMETp MM POTOKONOPHMETP, OCHALLEHHbIV (hMALTPOM, 06ecneynBatoLLMm Noaocy Npo-
nyckaHus 10—20 HM npwy AnvHe BOSHbI 436 HM; KHOBETHI M3MEPUTE/IbHbIE C TOMLWMHOMN cnos |; 2 unm 5 cm.

Meub mythenbHas, obecneynBarowas Harpes o (525+25) *C unun npu 0301eHUMN Npobsl (825+25) “C.

ONeKTPONINTKA 3aKpbiTas C TEPMOPErYATOPOM.

Yaluku ansa BbinapyrBaHWA 13 TEPMOCTONKOIO U XMMUYECKM CTOMKOrO CTEKNA MW NAATUHOBbIE YallKu
AnameTtpom 80—110 mm BMecTumocTbio 50—400 cM3.

[Manoyka cTeKNAHHaA.

CtakaHbl no FOCT 25336. BmecTumocTbtlo 50, 150, 250 1 400 cm3.

Konbbl mepHble no TOCT 1770. BmecTMMocTbiO 25, 50, 100, 500 1 1000 cm3

CrakaHbl aptopoBble no MOCT 9147.

Munetkn BmectumocTbio 0,5; 1,0; 2.0; 5.0; 10,0; 25,0 cm3 no NTOCT 29227.

JNlamna vHgpakpacHas uan Apyrve HarpeBaTte/lbHble YCTPONCTBA, NO3BOMSAOLWME BbiNapueaTb Npody
6€e3 pa3bpbl3rmBaHus.

["openika rasosas.

KanenbHuua no MOCT 25336.

BopoHka cteknsHHasa no NOCT 25336. guametpom 55—60 mm.

[pombiBanka.

Bymara nHguKatopHas.

Bymara unbTpoBasibHasA ¢ cofgepkaHmem 30/bl He 6onee 0.015 % nam 06e380NeHHbIA UabTP.

Boga guctunnupoBaHHas n buamctunanposaHHas. pH 5,4—6,6.

KucnoTa asotHas no FOCT 4461, KOHUEHTpUpOBaHHas W pa3baaseHHas 1:9. Mpw npuroToBneHWu
pa3baaTeHHbIX KMCNOT K 06bemMam BOfbl OCTOPOXHO A06aa35t0T KOHLEHTPUPOBAHHYHO KUC/OTY.

Kucnota oprogoctopHas no FOCT 6552, 85 %-Has 1 paszbaaseHHas 1:2.

KucnoTa cepHas no FOCT 4204, KOHLEHTpUpOBaHHas 1 pasbaeneHHas 1:1,2 mons/gm3.

M3paHune oduupansHoe MepeneyaTka BocnpeLleHa
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Hatpwuii yrnekucnbiii 6e3sogHblii no FTOCT 83.

HaTpuii BonbgpaMOBOKMCAbIA 2-BogHbIl no TOCT 18289. pacteop 185 r/am3

Cepa anemeHTapHas ¢ cogep>xaHuem 30/l He 6onee 10 mr/kr.

Kucnota consiHaa no FOCT 3118 n pas6aBneHHas 1:1.

Hatpusa rugpookuck no MTOCT 4328, pactopsl 0,5 1 2,0 monb/am3

M3onponaHon, X. 4. uau 4. 4. a.

BaHagua natuokuce no HA. x. u.

AMMOHWI BaHagmeBoKuUCbIA MeTa no FTOCT 9336, x. u.

Kcunon, X. 4. uam u. g, a.

1,4-TonyoncynbOKHCNOTA, X. Y. MK Y. A. a.

deHongTanemH, 1%-HbllA pacTBop B 3TUIOBOM CnvpTe.

Becbl nabopaTopHble 06LLEro HasHayeHus C npefenom B3sewwmBaHws 200 © He HWXe 2-ro kniacca
TOYHOCTH.

Bce ncnonb3yemble peakTuBbl JOMKHBI ObITh KBAMPUKALMM X. Y. UK Y. [. a.

[Jlonyckaetca NPUMEHATb UMMNOPTHbIE PEaKTMBbI KBAMPUKALMN He HWXE YKa3aHHOW B CTaHaapTe.

(Monpaska, MYC 9-92).

2. NMOAroTOBKA K NCTIbITAHNIO

2.1. Ot6op npob6 - no FOCT 2517.

2.2. MpuroTtoBneHue cepHoli knucnotbl ¢ (H2S()4) = 2 monb/amM3.

B (hapchopoBbIii cTakaHYMK BMeCTMMOCTbI0 150 cm5 HasHBalT 70 cM3 AUCTUAIMPOBaHHON BOAbI N
OCTOPOXHO, MO Kanism, npu MOCTOSHHOM NepeMelunBaHnm, 106asnstioT 11 cm3 KOHLEHTPUPOBaHHOW
CepHO Kucnotbl. Mocne oxnaxgeHus COAepPXMMOe CTakaHYMKa KOMMYECTBEHHO NepeHOCAT B MEpHYIo
Konby BMecTMMOCTbi0 100 CM3 ¥ [OBOAAT 40 METKW AUCTUNNNPOBAHHOW BOAONA.

2.3. TMpuroToBneHve pacTBopa BO/b(PaMOBOKMCIOrO HaTpua 185 r/om3.

B ctakaHe BMmecTMMOCTbi0 50 cm3 pacTBopstoT 185 © ABYXBOAHOIMO BOSb(PPAMOBOKMCAOrO HaTpus
(Na,W042H,0) B ropsuein AUCTUNNMPOBAHHOW BOAE, OXNAXKAAKOT 0 KOMHATHOIN TeMnepaTypbl, KONYeCT-
BEHHO NEPEeHOCAT B MEPHYIO KOMIBy BMeCTUMOCTbIO 100 cM3 1 [JOBOASAT 40 METKW AUCTUNMPOBAHHON BOLON.

2.4. MpuroTtosneHue rugpookucn Hatpus ¢ (NaOH) = 0,5 monb/am3

B ctakaH BmecTmocTbio 100 cm3 nomewatoT 20,0 r rupooKncH HaTpus, OCTOPOXKHO PacTBOPAOT B
ANCTWUNIMPOBAHHOM BOAE, KOIMUYECTBEHHO NEPEHOCAT B MEPHYHO KOnby BMecTUMOCTbH0 1000 cm3u oBOAAT
[0 MEeTKW AUCTUANNPOBaHHOW BOAOWA.

2.5. MpurotosneHve rugpookucy Hatpus ¢ (NaOH) = 2 monb/gm3

B ctakaH BMecCTMMOCTbIO 50 cM3 nomeLuaroT 8 r rMApoOKUCH HATPUA, OCTOPOXHO PacTBOPAIOT B
AUCTUANMPOBAHHON BOAE, KOMMYECTBEHHO NEPEHOCAT B MEPHYIO KOGy BMeCTMMOCTbLIO 100 cM3 w1 foBogaT
[0 METKV AUCTUNNMPOBAaHHON BOAONA.

2.6. MMpurotoBneHue 3TaloHHOro pacteopa BaHaaus 1000 mr/kr (I cm3 pactBopa cogepXut 1 mr
BaHaaus).

B cTakaHe BmecTumMocTbio 100 cm3 pacteopstoT 0.5740 r meTaBaHaAMEBOKMCIOro aMMoHuMs B 40 cm3
pa3baBneHHON a30THOI KWUCMOTbl, KOMYECTBEHHO MEPEHOCAT B MEPHYIO KONBY BMeCTUMOCTbIO 250 cM3u
[OBOAAT 40 METKV AUCTWUANNPOBAHHON BOJONA.

2.7. TpurotoB/neHne 3TaIOHHOrO pactBopa BaHaams 50 mr/kr (1 cm3 pactBopa cogepxmT 0.05 mr
BaHagus).

MuneTkoii oTbupatoT 5 ext3 aTanoHHOro pacTeopa BaHagws 1000 Mr/Kr, KONMYECTBEHHO MEPeHOCAT
B MEPHYI0 Konby BMecTuMOCTbi0 100 cM3 1 SOBOAAT A0 METKM AUCTWUANMPOBAHHON BOAON.

2.8. TpuroToB/ieHue 3TafIOHHOrO PacTBOpa BaHaaWs M3 NATUOKMCK BaHagus (V205s)

2.8.1. MpuroToBneHne 3TanoHHOro pacteopa BaHagmsa 100 mr/kr (I cm3pacTtBopa copeput 0.1 mr
BaHaus).

B ctakaH BMecTMocCTbiO 50 cm’ nomewatoT 0.1785 r nATMOKUCK BaHaAWUsA, NpeaBapuTesibHO MpokKa-
NIEHHOT0 B MNaTMHOBOW Yawke npu Temnepatype 500 *C—550 'C B TeyeHme 2 4. [l06aBnstOT B CTaKaH
15cmM' 2 Mmonb/gmM3 pacTBopa FMAPOOKUCU HATpUA U HEMTPaIM3yOT MO Kanism 2 Monb/gM3 pacTBOPOM
CepHOW KucnoTbl (NpubamsuTensHo 0,2 cmM3) B NpUCYTCTBUM NlakMycoBoi b6ymarn o pH ot 6 go 7 ¢
He60MbLLINM U3OLITKOM (NPMONN3NTENBHO OAHA Kanns).

3aTem B cTakaH fo6asnaoT 10 cM3AMCTUANMPOBAHHON BOAbI, COAEPXXMMOE KONMYECTBEHHO MepeHo-
CAT B MEpHyl0 Konby BMecTMMOCTbio 1000 cM' W [OBOAAT O METKU AUCTWIINPOBAHHON BOAOW. Bce
ornepaumm NpoBOAAT MO BO3MOXHOCTU 6bICTPO, NOCTOSHHO MepeMeLlnBas.
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2.8.2. TMpuroTtoBneHune pacteopa BaHagua 50 mr/kr (1 cm’ pactBopa cogepxuT 0.05 mr BaHagus).

MuneTkoii oT6UpatoT 25 CM3 3TaNloOHHOTo pacTeopa BaHaams 100 Mr/Kr. KOMMYECTBEHHO MEPEHOCAT
B MEPHYH KONby BMECTMMOCTbIO 50 cM3 1 LOBOAAT O METKU AUCTUNNMPOBAHHOW BOAOVA.

2.9. TlocTpoeHue rpafyMpoBOYHOrO rpaduka

2.9.1. B nsaTb cTakaHOB BMecTUMOCTbO 100 cm3 oTmepstoT nunetkoid 0; 5.0; 10,0; 20.0 n 25,0 cm3
pacTteBopa BaHaaus KoHueHTpauum 50 mr/kr (I cm3= 0.05 mr BaHaams).

[06aBNsOT K KaXXA0 aNMKBOTHOM YacTh 2 cM3cepHoi KucnoTtbl 1:1,5 cM3pa3baBneHHOR opTogoc-
(hopHOWA KMCNoThbl 1 2,5 cM3BONb(HPAMOBOKMCAOr0 HATPUA, TLLATEIbHO NEpPeMeLLMBAtOT nocne fo6aBneHNs
KaXX0ro peakTmBsa.

(Monpaska, NYC 9-92).

2.9.2. PacTtBopbl HarpesatoT go 40—70 'C, oxnaxjatoT 0 KOMHATHOWM TemMnepaTypbl, KOIMYECTBEHHO
NMEepPeHOCAT B MepHble Kanbbl BMECTUMOCTBIO 50 CM3, [OBOAAT A0 METKM AWUCTW/IIMPOBAHHOW BOLON W
BblAepXKu1BaloT B TeyeHWe 60 MuH. MMonyyeHHble pactsopsl cogepxkat 0; 0,25; 0.50: 1,0; 1.25 BaHagua B
50 cm3 pacTBopa. PacTBOpbl fO/MKHbI BbITb NPO3pPaYHbIMK.

2.9.3. PacTBopbl, NPUIrOTOB/IEHHbIE U3 peakTMBoB Mo nn. 2.9.1 n 2.9.2. He cofepXkaline BaHaaus,
MCMONbL3YIOT B Ka4eCTBe KOHTPONbHOrO pacTsopa.

(MonpaBka, NYC 9-92).

2.9.4. N3mepstoT oNTUYECKY NIOTHOCTbL paboyero pacTBopa Ha CreKTPo(oTOMeTpe Mnpu L/vHe
noHbl 436 HM MBO Ha (HOTOINEKTPOKONOPUMETPE CO CBETO(MUNLTPOM, 0bBecneumBatoLem nosocy npo-
nyckaHuna ot 430 go 450 HM.

TonwwmHy kroBeTbl (1,2 nnn 5cm) BbIGUPAIOT B 3aBUCUMOCTM OT COAEPXKaHMA BaHALUS B UCMbITYEMOM
NpoayKre.

B KtOBETY CpaBHEHWS MOMELLAOT KOHTPO/bHBIVA pacTBop.

KloBeTy TOAWMHOA 5 cM MCNONb3YIOT MPU KOHLEHTpauun BaHagus fo 10 mr/kr (npu atom gns
NnocTPOeHMS TpagyvnpoBOYHOrO rpagmka oTmepsitoT nuneTtkoi 0; 2,0; 4,0; 6,0; 8,0; 10,0 cm3 pacTBOpa
BaHagms 50 mr/kr). Mpu KOHUeHTpauuu BaHaaus 6onee 10 MI/Kr UCNOMb3YIOT KHOBETbI TOAWMHOK | nam
2 CMm.

2.9.5. nd NOCTPOeHMs rpafyvMpoBOYHOIO rpaguka rno ocv OpAMHAT OTKNaAbIBAtOT OMTUYECKYHO
NAOTHOCTb PacTBoOpa, a No ocu abcumce —cogepxaHue BaHagua (Mr B 50 cM3 pacTBopa).

3. MPOBEAEHWNE NCMNbITAHNA

3.1. ObpaboTka NPOBbl KOHLEHTPUPOBAHHOW CEPHOI KUCNOTOM

3.1.1. AT BOCTMXKEHWS OLHOPOAHOCTU Npoby nepef ncnbiTaHnem HarpesatoT oT 20 'C go 100 *C B
3aBMCMMOCTM OT BA3KOCTW. ECnM NpoAyKT BbICOKOBA3KWMA, TO ero HarpesaioT oT 3 fo 10 muH npu
HernpepbIBHOM nepemMelumBaHny. Ocaflok Ha AHe OCTOPOXHO MepeMeLlnBatoT.

3.1.2. Macca npobbl He(hTeNnpoAyKTa 3aBUCUT OT NPeANoIaraemMoro CofepXXaHnsa BaHagus, TONWVHBI
CTOS pacTBOpa B M3MePUTENIbHON KIOBETE U KOHEUYHOW KOHLEeHTpauumn (pa3basieHns) npobbl.

Maccy npobsbl (T) B rpaMmax BbIYUCAAKOT N0 hopmyne

A
TwWw—.
c

roe K — koathuumneHT AN pacyeta Macchl nNpobsl (Tabn. 1);
¢ —npegnonaraemas KOHLEHTpaLms BaHagns, MI/Kr.

Tabnnua 1
TonwnHa KKWeTh. cM BMCCTUMOCLb KonGbl Aﬂﬂ' Koaththumunew pans pacuyeta
pas6aBneHns npob6el, CM macchl npobbl A

1 50 500
1 25 250
2 50 250
2 25 125
5 50 100
5 25 50

SO
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3.1.3. WcnbiTyemyto npoby B Yallke 415 BbiNapyBaHus CTaBAT MO Namny MH(PaKPaCHOTO N3NYyYeHNs
WAN Jpyroro HarpeBaTe/sbHOrO YCTpoiicTBa. BbinapuBatoT mpubamsnTensHo go 50 % nepBOHayanbHOro
o6bema, usberas pasbpbiaruBaHus.

3.1.4. K 4acTn4HO BbINapeHHO npobe f06aBAAT NPUMEPHO PaBHbIA 06BbEM KOHLEHTPUPOBAHHO
CEepHOI KUCNOTbI (MPMMEPHO B COOTHOLLIEHWUW MeXAY KONMYECTBOM KWCNOTbl U Npo6oil 1cm* Ha | r).

MofroTOBNEHHYIO TakuMm 06pa3oM npoby OCTaBAAT Ha HECKONbKO 4acOB B KOHTaKTe C CEepHOW
KUCNOTOW [ANA Nyyllero ee BO3AEWCTBMA W MpPeAoTBpalleHWs pasbpbi3rMBaHMs pacTBopa B npoLecce
HarpesaHus Ha 3/M1EKTPOMNINTKE.

3.1.5. [ob6asnsoT 1cm3um3onponaHona A8 NpefoTBPaLLeHUs UK YMeHbLUEHNS LeH006pa3oBaHus.
YallKy ¢ Npo6oii CTaBAT Ha 3M1EKTPONIUTKY.

3.1.6. MocToAHHO MoOMeLLMBas CTEK/IHHOM Masoykoi, Npoby NoAorpeBaldT Ha 3MEeKTPONAUTKE A0
Havana 3arycTeHus u rnosisneHws 6enoro Abiva. NeKTPONIUTKY 3aMeHSOT TOPesKoi.

Mpn MOCTOSHHOM nNepeMeLLMBaHUM Pa3fioXeHne Npobbl BedyT [0 WCYE3HOBEHWS 6enoro AbiMa u
nony4eHns o6yrnMBLIErocs ocajka.

3.1.7. CTeKnsiHHYIO MasioyKy O4YMLLalT (MAbTPOBaNbHOM OGymaroil. bBymary knagyT B uallKy As
BbINapuyBaHuUs, B KOTOPOW 06yrnunBanca obpasedl.

3.2. O6paboTka Npobbl cepoit

3.2.1. B nogrotoBneHHyto cornacHo nn. 3.1.1—3.1.3 npoby go6asnatoT cepy B KonmuectBe 10 %
Macchbl Npobbl, TLAaTeNIbHO NepeMeLlnBaloT U NPOBOAAT UCNbITaHWe cornacHo nn. 3.1.5—3.1.7.

3.2.2. OcTaToK, NoMy4YeHHbI NnocTe 06paboTKU CEPO UM CEPHOI KMCNOTOW, NepeHOCAT B Mydesb-
HYIO Neyb, HarpeTyro A0 Temnepatypbl He MeHee 120 'C, [OBOAAT B TeyeHWe 2—3 Y Temnepatypy 4o
(525125) "C.

[ns obneryeHms mpouecca 030/1eHMs 0cajKa B Meyb NojaeTcs MOTOK BO3AyXa UM KUCI0poja.

3.2.3. K nony4yeHHoin cynbthaTHON 30/1e fo6aaTaoT 2 CM3 KOHLEHTPMPOBAHHOM a30THOM KWUCMOThI,
2 CM3 KOHLEHTPMPOBaHHOM CEPHO KUCNOTbl M NOAOTPEBAKOT Ha 3MEKTPOM/NTKE A0 nosiaTeHWs 6Genoro
ObIMa.

3.2.4. CH/AMAIOT YaLlKy C 3NEKTPOMIUTKN U TLLaTeNlbHO 06MbIBAIOT CTEHKM Yawiku 15 cM-' guctun-
NUpoBaHHOI BoAbl. CHOBa HarpeBalOT Ha 3MEKTPOMUTKE L0 MOSABAEHUS GEoro AbiMa U OXNKAAOT.
[o6asnstoT pactBop rugpookucu Hatpusa ¢ (NAOH) = 0,5 mons/gmM3 B MPUCYTCTBMM WHAMKATOPHON
6ymarun o goctumxeHus pH ot 6 fo 10. 3aTem go6aaTatoT Mo Kanasm pa3basfieHHYH0 CepHYHo Kucnoty 11
fo pH ot 3105

(MonpaBka, HYC 9—92).

3.2.5. Mony4yeHHbIn pacTBOP KOMMYECTBEHHO MEPEHOCAT B MEPHYH Konby BMeCTUMOCTbHO 50 cM3 1
[OBOJAT 4O METKW ANCTUNNMPOBAHHON BOLOIA.

3.2.6. Ecnn nonyYeHHbIi pacTBOP MYTHbIW, ero (uNbTPYHOT A0 OCBETNEHUS uepe3 CTEKNSHHYIO
BOPOHKY C 6YMaXKHbIM (PUNbTPOM.

3.3.  Cnocob coxoKkeHus npobsbl

3.3.1. Cnocob COXOKeHNS NPUMEHSIOT NpY aH&TU3e TKENbIX AUCTUNNATHBIX U OCTATOYHBIX TOM/UB.

B nnaTMHOBYHO YallKy MOMeLLaloT 06€330/1eHHbIA (DUNLTP rak. YTobbl OH MAOTHO Mpuaeran Ko AaHy
M CTEHKaM Yawku. Yawky ¢ puibTpoM B3BELLMBAIOT.

3.3.2. Maccy ucnbiTyemoro Hedprenpofykrta 6epyT B COOTBETCTBMU C Tabn. 2.

Tabnunuya 2
KOoTu-urpauviH naHaamm. Hr/kr Macca npo6bl, i
Ao 10 Or 25 po 50
Cs. 10 » 15 » 30

3.3.3. BTopoii 06€330MeHHbI (hUNbTP CKNaAbIBaloT BABOE M CBOPAYMBAIOT N BUAE KOHYca. BepxHiowo
yacTb KOHYca Ha paccTosHuy 5—10 MM OT Bepxa 0Tpe3atoT HOXXHMLAMW 1 NOMEeLLAtoT B YallKy. CBEepHYTbIN
B BMJE KOHyCa MNbTP ONYCKAKT B YallKy C HedTenpoLyKTOM OCHOBaHWEM BHMU3 TaK, 4TO6bl OH CTOAN
YCTOYNBO, 3aKpblBas 6OMbLIYI0 YacTb HediTeNpPoAyKTa.

3.3.4. Yawky ¢ nCnbITyeMbIM HethTENPOAYKTOM HarpeBatoT Ha ANEKTPONIMTKe B TedeHne 20—30 MuH
[0 MpeKpaLyeHns Nerkoro BCNeHWBaHna 1 NPonuTKX GunsTpa HedhTenpofyKToM. Iocne Toro Kak @uisbTp
nponuTaeTcs HetTEeNpPOAYKTOM, ero NopkuraroT. CXUraoT HedTenpoayKT L0 MONYYEHUS CYXOro yrimc-
TOro ocTartka.
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3.3.5. TINaTMHOBYIO YalLKy C CYXMM YT/IMCTbIM OCTAaTKOM MOMELLAIOT B My(esb, HarpeTblid 40 TeM-
nepatypbl He Hke 200 "C, B TeyeHne 2—3 4 NogHMMatOT TemnepaTypy fo (550+20) ‘C v BblAepXuBatoT
yaLlKy C OCTaTKOM Mpu 3TOI TemnepaType 40 NOMHOro ogoneHus (1 4 n 6onee). OXnNaxgatoT 40 KOMHaNon
Temnepatypbl. [,06aBAA0T 5 cM5 pa3baBneHHON CONSIHOM KUCNOTbI U MOAOrpeBatoT COAePXMMOe A0 pac-
TBOPEHWS 30/bl. MonyYeHHbIA pacTBop ynapuBaloT 4o 2—3 cm3 u fobaBnaoT K Hemy 0.5 r 6e3BogHOro
yrnekucnoro Hatpus. TlofyyeHHbIi pacTBOp ynapuBarOT Ha MecyaHoil 6aHe [0 WMCYE3HOBEHWS Bnaru
(BM3yanbHO). 3aTem vallKy MomeLlatoT Ha 2—3 MUH B Mydenb, HarpeTblii o (800+20) *C.

(Monpaska, NYC 9-92).

3.3.6. CnnaB B yallKe OXNaXAalT A0 KOMHa TeMnepaTypsl 1 pacTBopstoT B 10 cm3auctunim-
poBaHHO BOAbI. MoNyYeHHbI pacTBOP ABaXAbl (HMALTPYHOT Yepes O4UH 1 TOT ke (DUNbTP B MEPHYIO KONby
BMecnwocTbio 50 cm3

®uUnbTp € 0CaAKOM NPOMBIBAIOT HEGOBLUMMU NOPLMAMW AUCTUNNNPOBAHHOW BOAbI 40 HEWTPaNbHON
peakumun no eHondranenHy, NPOMbIBHbIE BOLblI MPUCOEANHAIOT K (hUNbTPATY B MEPHON Konbe u LOBOAAT
[0 MEeTKW AUCTUNNNPOBaHHOW BOAOWA.

3.4. CoxokeHue npobbl ¢ fo6aBNeHNEM Cepbl U pacTBOpUTENEN

3.4.1. na pOCTUXKEHUS OLHOPOAHOCTM MPoby HarpesatoT, Kak onucaHo B n. 3.1.1.

3.4.2. Maccy npobbl 6epyT B COOTBETCTBUM € Tabn. 3.

Ta6bnuuya 3
KoHUeHTpaLyA KonnyecTBo A406aBoK
HaKUZKK, MI/KT Macca npobbl,
Cepa, 1 Keuwron, om* WponponaHon. M5
Jlo 10 Or 30 go 50 0.1-0,2 8 3
Cs. 10 go 200 » 15 * 30 — 4 15

Maccy HedTenpoaykTa u [06aBKM B3BELUMBAKOT UM OTMEPAIOT B MNATUHOBYIO YalLlKY.

Jonyckaetca ncnonb3osatb 0T 2 40 7 I L4-TonyoncynboKncnoTbl BMECTO J06aBOK, Ha3BaHHbIX B
Tabn. 3.

3.4.3. T1NaTUHOBYIO YalLIKy CTaBAT Ha TPEHOXHUK C KepaMUYECKUM TPeyrofisHUKOM U OCTOPOXKHO,
nsberas CONPUKOCHOBEHWS NNAaTUHOBOW YalIKK C YCTaHOB/IEHHbIM MiamMeHeM (CMHWIA KOHYC), HarpeBatoT
[10 CamMoBO3ropaHns Npobbl. 3aTem ropesky yaansioT v fatoT npobe cropetsb. Mocne ncye3HOBEHUS NiamMmeHn
yallKy BHOBb OCTOPOXHO MOJOrpeBaloT 40 WMCYE3HOBEHWS TyMaHa fBYokucu cepbl (SO,) ¥ NOMHOro
KOKCOBaHMs npoobl.

Bce onepauuy NpoBOAAT MPU XOPOLLUO paboTaroLLEN BbITSHKKE.

3.4.4. TINaTUHOBYIO YallKy C KOKCOBbIM OCTATKOM MOMELLAKT B HarpeTyto fo (550+25) *C mydenb-
HYIO Meyb W BbILEPXKMBAIOT [0 MOMHOr0 030/IEHNA OT 14 [0 HECKO/MbKUX 4YacoB B 3aBWCUMOCTW OT
UCMNbITYEMOIO MPOAYKTA.

Mo OKOHYaHUW 030/1EHNA YaLKY BbIHUMAIOT U3 Neyu U OXNaKAAHOT.

3.4.5. Tlocne OXNaXXAeHMA YallKu A0 KOMHATHOM TemnepaTypbl K COAepXMMOMY A06aBnsoT 2 cM3
KOHLIEHTPMPOBAHHOI CEPHOI KUCNOTbI M OCTOPOXKHO MOAOrPeBatoT Ha NAUTKe (MK TOPENKoiA) A0 MOHOrO
pacTBOPeHMA 30/bl U UCHE3HOBEHWA NapoB [BYOKWUCK Cepbl. MNaTUHOBYIO HalKy OXNaXK4atoT.

3.4.6. Tocne oxnaxgeHns [0 KOMHATHOW TeMnepaTypbl CTEHKW MJaTUHOBOW YallKy OMoNacKnBaoT
OMANCTUNNNPOBAHHON BOAOW. MoNyUeHHbI pacTBOP HarpesaroT 40 MOSABAEeHWUs 6enoro AbiMa U Konuue-
CTBEHHO MEPEHOCAT B MePHYt0 Konby BMecTUMOCTbiO 50 cM3. Tlocne oxnaxaeHns 40 KOMHATHOW Temne-
paTypbl pacTBoOp A0BOAAT O METKN 6UANCTUNINPOBAHHON BOJOW.

3.5. ®doTomeTpumpoBaHue

3.5.1. BcrakaH BmecTMMoCTbi0 HOCM3 NoMeLLaoT aIMKBOTY pacTBopa B 3aBUCUMOCTM OT OXKufae-
MOTO COflepXXaHus BaHagus, nonyyveHHoro uam no n. 3.2.5, nam n. 3.3.6, uam n. 3.4.6 (Npn KOHUEHTpaLun
BaHagms f0 50 mr/kr cnegyet 6patb 40 cm3 pacTBopa), 2 cM3 pa3baBneHHOW cepHoil kucnotbl 1:1. 5 cm3
pas6aBneHHOl OpTO(OCHOPHONA KUCIOTLI 1 2,5 cm3pacTBopa BO/b(PPaMOBOKMCIONO HaTpus. Kaxabllii pas
COfEPXKMMOe CTaKaHa MepeMeLLnBaloT BCTPAXUBAHUEM.

3.5.2. PacTtBop HarpeBatoT fo 40 'C—70 'C, oxnaxgatoT O KOMHATHO TeMnepary pbl, KOMYeCTBEH-
HO MepeHOCAT B MePHYH0 Ko/iBy BMECTMMOCTbIO 50 CM3, JOBOAAT [0 METKU AUCTUNNMPOBAHHOV BOAON U
OTCTauBalOT B TeveHne 60 MWH. PacTBop fO/MKeH ObITb NPO3payHbIM.
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3.5.3. T'0TOBAT KOHTPO/bHBIV pacTBOp. B Konby BmecTMOCTbLIO 50 cm3 nomeLuatoT 2 cm’ pa3ba&TeH-
noi cepHoit kucnotbl 1:1.5 cMm' pasbaBnieHHOW opTOPOCHOPHOI KMcnoTel M 2,5 cM' pacTBopa Bonbgpa-
MOBOKWC/IOr0 HaTpus. XOPOLLO NepemeLLnBatoT BCTPAXMBAHUEM W AOBOAAT 40 METKM AUCTUINIMPOBAHHOM
BOLOM.

3.5.4. BKIOBeTy HanmBatoT pabounidi pacTBOp, NPUrOTOB/EHHBIM Mo M. 3.5.1. ONTUYECKY0 NIOTHOCTb
M3MepAIOT No n. 2.9.4 0THOCWTENIbHO KOHTPOJIbHOro pacteopa (n. 3.5.3).

3.5.5. Maccy BaHagus B MuaMrpammax, cogepxatyroca B 50 cM' MCNbITYemMOK0 pacTeopa, onpeje-
NAT MO rpasyvMpoBoYHOMY rpadmky (nn. 2.9.1—2.9.5).

4. OBPABOTKA PE3YJ/IbTATOB
4.1, KOHUeHTpauuto BaHaams (C) B MUNIMTPaMMax Ha KWIorpaMmM BbIUMCASIOT MO (hopmyre

T, * 1000 =50

rge /v, —macca BaHafua B UCMbITYEMOM PacTBOpe, OMpeAeneHHas no rpasyupoBoYHOMY rpaduky, Mr;
T —Macca obpasua, T;
50 - o6wmii 06beM MccefyemMoro pacTeopa, M3roToB/EHHOrO A1 POTOMETPUPOBAHNS. CM3;
V—annKBoTa pacTBopa, B3dTas Ans POTOMETPUPOBaHUSA. CM'.
4.2. Maccosyto gonto BaHaaus (JT) B mpoLeHTax BbIYMCAAKOT MO (opmye

X=c 10-4.

4.3. 3a pe3ynbTaT UCMbITAHUA MPUHUMAIOT cpeHeapnMeTNUecKoe pe3ynbTaToB [BYX ONpeaeneHuiA.

4.4, ToYHOCTb MeTofa

44.1. CxopmmocTb

[Ba pe3ynbTata onpefeneHuid, NONYYeHHbIE OAHUM WCMOTHUTENEM, MPU3HAOTCA [OCTOBEPHLIMM
(c 95 %-HoI fOBEPUTENbHOV BEPOSTHOCTBIO), EC/IN PACXOXKAEHME MEXAY HUMU He MPEBbILIAET 3HAYEHW,
yKasaHHbIX B Tabn. 4.

Tabnuya 4
KoHueHTpaums BaH3oUA, mil kr CxogmmoCTb BocrnpoussoyMocTb. %
Oo 2 0.3 mr/kr
Cs. 2 10%
[o 6 50
Cs. 6 g

4.4.2. Bocnpou3sogMMOCTb
[lBa pesynbTata NCNbITaHWA, NOyYEHHbIE B ABYX pasHbix nabopatopusax (¢ 95 %-Hol [oBepUTENbHON

BEPOSITHOCTbIO), NPU3HAIOTCS AOCTOBEPHBLIMU, C/IN PACXOXKAEHNS MEXZY HUMW He MPEeBbILIAIOT 3HAUEHNI,
YKas3aHHbIX B Tabn. 4.
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pynna B09

K FTOCT 10364—90 HethTb 1 HedpTenpoayKTbl. MeToh onpefeneHns BaHaaus

B kakom mecTe

Pasgen !

MyHkT 29.1

MyHKT 2.9.3

MyHKT 3.2.4
MyHKT 3.35

HaneuataHo
MuneTtkn  BMECTUMOCTbIO
0.5; 1.0; 2.0; 5.0; 10,0;

25 cm3

Kucnota asoTtHad no FOCT
4461  KOHLEHTpUpOBaHHaA
(P -1.37-1,42)

pactBopa BaHaAMA KOHLEHT-
paumm 50 mr/kr (1 cm3=
=0.05 wmr BaHafgus), 4TO CO-
orBeTcTByeT 0; 5; 10; 20 u
25 Mr/Kr BaHaauMs COOTBET-
CTBEHHO

PacTBopbl, MPUroTOB/IEHHbIE
u3 peaktusos no nn. 2.10.1
n 2.10.2
[0 nosiBneHus 6enoro fbiMa

N BblAEPXXNBAKT YallkKy C

OCTaTKOM Mpun 3TOl Temmnepa-
Type 14

(MYC Ne 9 1992 r)

[0/mMKHO 6bITb

MneTkn BMECTUMOCTbIO
0.5, 1.0; 20, 5.0; 100;
25 cm3 no MOCT 20292.

Kucnota asoTHagd no
FOCT 4461  KOHUEHTpK-
poBaHHas © pa3bap/ieH-
Hasa 1:9.
pacTBopa BaHaAWA  KOH-
ueHTpaunn 50 Mr/Kr
(2 cm3=0,05 mr BaHagms).

PacTtBopbl, NpUroToB-
JIeHHble 13 pPeakTUBOB MO
nn. 29.1 n 2.9.2

[0 nosiBneHus 6enoro Abl-
Ma 1 OXnaxgarT

N BbIgEPXMBAKOT YallKy ¢
OCTaTKOM Mpu 3TOWA  TEM-
nepaTtype 40 NOSIHOrO 030-
neHns (1 4 n 6onee)
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