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rocyaA@PTG CTUBETHH®bB ® C TAHOAPT

®EPPOCUINLINN
MeToabl onpeaeneHnsa atoMUHUA

Fcrrosilicon. Methods for determination of aluminium

Nata BeegexHns 2002—07—01

1 O6nacTb NPUMEHEHNS

HacToswmii ctaHaapT ycTaHaBMBaeT MeToAbl ONpeAeneHns alloMUHUA B deppocnanummn: aTOMHO-
abcopO6LMOHHBIV (NPU MaccoBol gosne antoMuHua ot 0.05 % go 5 %), dpoTomeTpmyecknini (MPU MaccoBOWA
pone antoMnHMs ot 0.02 % po 0.05 %) U KOMMIEKCOHOMETPUYeCKNi (NpY MaccoBO A0/e alOMUHUA OT
0,5 % 0o 5 %).

[onyckaeTca onpeaeneHne aloMUHMA MO METOAWKE, NPUBEAEHHON B NPUIOXeHUMN J1.

2 HopmaTuBHbIe CCbINKK

B HacToAwem cTaHfapTe UCNO/b30BaHbl CCbIIKN Ha CrefytoLime cTaH4apTbl:

rocT
rocTt
roCcT
rocT
rocT
roCT
rocT
rocT
rocT
FOCT
roCT
rocT
rocr
rocT
1'0C'T
roCT
rocT
nas (TPH/IOH
rocT
rocT
pomapraHet|,
rocT

61—75 Kwucnorta ykcycHas. TexHUYecKue ycroBus

199—78 HaTtpuin yKCYCHOKUCABIA 3-BOAHbIA. TEXHNYECKNE YC/I0BUSA

3117—78 AMMOHWIA YKCYCHOKMUC/bIA. TeXHUYecKne ycnosus

3118—77 Kwucnota congHas. TexXHU4Yeckmne ycnosms

3760—79 AMMMaK BOAHbI. TexHUYeCKNe ycrnoBus

4204—77 KwucnoTta cepHas. TexHMYeckue ycrnosusa

4221—76 Kanuin yrnekucnblii. TeXHUYeCKMe YCnoBus

4233—77 Hatpuii xnopucTblii. TeEXHUYECKIME YCIOBUS

4328—77 Hatpus rmapookuck. TeXHUYecKne ycnosmsa

4461—77 Kwncnota asoTHasA. TeXHNYecKne ycnosus

4463—76 Hatpuii TOPUCTbIA. TEXHUYECKME YCNOBUSA

5823—78 LIMHK YKCYCHOKWCbIA 2-BOAHBIA. TeXHUYECKME YC/I0BUSA

5962—67* CnupT 3TUNOBbIV PeKTUMUKOBAHHbIM. TeXHUYECKNE YC0BUA

7172—76 Kanuii NMpocepHOKHCbIN

9656—75 Kwnucnota 6opHas. TexHUYeckne ycnosus

10484—78 Kwncnota qpTOPMUCTOBOAOPOAHAA. TeXxHUYecKue ycrnoBums

10652—73 Conb nnHatpuesas atuneHgnamurH-N, N. N'.N'-TeTpayKcyCcHOA KUCNOTbl 2-BOA-
B)

18300—87 CnupT 3TUNOBbIA PEKTU(NKOBAHHbI TeEXHUYECKNIA. TexHNYecKue ycnoBus
24991—81 deppoxpom, heppocUIMKOXpoM. heppocnnnunii, eppocmnamkomapraHed, gep-
MeTogbl oT60pa M NOArOTOBKN NPO6 AN XUMUYECKOTO U (OU3NKO-XUMNYECKOT0 aHann30B
28473—90 UYyryH, cTanb, peppocniasbl, XpoM, MapraHew, MeTannmyeckune. O6uimne Tpebosa-

HUA K MeTogamM aHaiumsa

3 O6wwne TpeboBaHmA

3.1 O6wwme TpeboBaHMSA K MeTodam aHanmsa —no FOCT 28473.
3.2 NNabopaTopHasa npoba fo/KHa ObITb MPUIOTOBMEHA B BUAE MOPOLLKA MaKCUMaslbHbIM pPa3MepoM
yacTtumy 0,16 mm no FOCT 24991.

*Ha Tepputopumn Poccuiickoiri ®epepaumn gelicteyetr FOCT P 51652—2000.

M3gaHne oduumansHoe



FOCT 13230.7-93

4  ATOMHO0-abCOpPOLMOHHbLIN MeToA

4.1 CylHOCTb MeToda

MeTof OCHOBaH Ha U3MEPEHUMN aTOMHOM abcopbunm antoMUHUA B MN1aMEHU 3aKUCb a3oTa-aLleTuieH
npu gnvHe BosiHbl 309.3 HM. ATOMM3aLMIO MPOBOAAT N3 CONAHOKUC/IBLIX PAacTBOPOB.

4.2 Annapartypa, peakTuBbl 1 PacTBOPbI

ATOMHO0-a6COPOLMOHHbIA CNEKTPOMETP CO BCEMU MPUHAAIEXHOCTAMMU.

Kuncnota asotHaa no FOCT 4461.

Kuncnota chtopuctoBogopogHas no FOCT 10484

Kucnota xnopHas nnotHocTbio 1,5 r/cm3.

Kucnota conaHas no FOCT 3118 u pacteopsbl 1:1, 1:50.

YKeneso meTasMyecKoe.

PactBop enesa 20 r/am3: 20 r )xenesa pacTBOPSIOT NpW HarpeBaHUU B 40 cM3 CONSIHOW KUCNOTHI,
npuaveatoT 5 cM3a30THOM KUCIOTbI, PACTBOP KUMATAT A0 YAaIeHNA OKCMA0B a3oTa. OXNaXKAeHHbI pacTeop
NepPeHOCAT B MEPHYIO KOOy BMECTUMOCTbIO 1AM3, fONMBAIOT 4O METKU BOAOM WM MepemMeLlnBaoT.

Kanuin yrnekumcnblihi no FOCT 4221.

Kucnota 6opHas no FTOCT 9656.

Cwmecb AN cnnaBfeHMsa: 3 4acTW YINeKMUC0ro Kanusa, npegsapuTenbHO pacTepToro B hapchopoBoi
CTYMNKe, CMeLWmnBaloT € | YacTbto GOPHOIM KMCNOTbI U TWAaTe/IbHO NepeMeLLnBatoT.

ANOMUHNA MeTaN/INYecKnii.

CraHAapTHbIE pacTBOPbI aIlOMUHUA.

Pacteop A: 1.0000 r atoMUHUS PacTBOPSIOT NpU HarpeeaHuUm B 50 cM3 pacTBOpa CONSAHOM KUCIOTbI
(1:1) c pobaBneHmMem 4—5 Kanesb a30THOM KUCNOThI. PacTBOp KMMATAT A0 yAaleHUss OKcMaoB as3oTa. MNocne
OXNaXAEHNA PacTBOP MePeHOCAT B MePHYK Konby BMeCcTUMOCTbIO 1 M3, ONMBAlOT BOLOW O MeTKU W
rnepeMeLLnBaloT.

MaccoBas KOHLEeHTpauus antoMmHus B pactsope A pasHa 0.001 r/cm3.

PactBop B: 10.0 cm3 pacTBopa A MomeLLalT B MepPHY Konby BmecTumocTbio 100 cm3, gonusaroT
BOAOM 40 METKM U NepemeLLnBaloT.

MaccoBas KOHLUeHTpauusa antoMrMHus B pacteope b pasHa 0.0001 r/cm3.

4.3 lpoBefeHne aHan3a

431 Hasecky npo6bbl, 0To6paHHYt0 cornacHo Tabnuvue |. nomeLlaoT B PTOPONNACTOBLIN CTaKaH Un
YallKy M3 NNaTUHbI UK CTeknoyrnepoaa, npununsatoT 10 cM3 O TOPUCTOBOAOPOLHOM KMCNOThI, MPMGaBNAaOT
OCTOPOXHO MO Kanasam asoTHYK KWUCIOTY A0 npekpaleHusa 6ypHol peakumm 1 5 cM3 B M36bITOK. 3atem
npunueaoT 10 cM3 X/I0PHOI KUCOThI U BbiNapuBaroT gocyxa. Conv pacTBOpsAOT NpU HarpesaHuu B 5 cm3
CONsAHOM KucnoTbl 1 20 cm3 BoAbl. PacTBop ounbTPyOT Yepe3 MAOTHbIA OUALTP M 0CafoK Ha unbTpe
npomMbIBalOT 5 — 7 pas ropsyeri BOAOWA.

dUIbTP ¢ 0caAKOM MOMeLUaT B NAaTUHOBBIN TUre/b, BbICYLLINBAKOT, 030/1910T N NPOKaINBAKOT NpuU
Temnepatype 600 — 700 *C go nonHOro BbiropaHusa yrnepoga. K octatky npubasnstooT 1 r cmecn ans
chnas/ieHUs U cNnaBNAT npu Temnepatype 950 — 1000 "C B TeveHne 5 — 10 MUH. TUrenb OXNaxaaroT,
nnae BbilenadumeatoT B 10 cm3 pacTBopa consiHow KucnoThl (1:50) 1 06beANHSIOT ¢ (hMIbLTPATOM, KOTOpPbIN
npefBapuTeibHO BbiMapuBaloT fo o6bema 20 — 30 cm3.

O6beANHEHHbI pacTBOP MEPEHOCAT B MepHYy Konby (cornacHo Tabnuue 1) gonmsaroT BOZOW A0
METKM 1 NnepemeLLnBatoT.

Tab6bnuuya |
Maccanasa JicVM Macca HaBecku Pas6asnenue Macca atiomunus 8 CTaHAapTHLIA O6bem cTaHAapTHOTO
antomunnus. % npo6bi,( pacTeopa aToOMuU TUpyemMoM pac wop pacuiopa, cM*
npobsl, cm3 pactsopc, mMr antoMuUHNA
Ot 0.02 go 0.1 BK/tOM. 0,5 50 0 1-0.5 b 1.0-5.0
Cs.01 * 05 * 0.5 100 0.5—25 b 5.0-25.0
05 » 1 0.2 100 1-2 b 10.0-20.0
- 1 * 5 0.1 100 1-5 A 1.0-5.0
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ATOMHY0 abcop6L M0 aNtOMUHNA N3MEPSIOT NapasinesibHO B pacTBOPax Npo6bbl, KOHTPObHOIO OMbITa,
pacTBopax 415 NOCTPOEHUA rpajyMpoBOYHOro rpaduka, pacTeope cTaHAapTHOro obpasHa npu A/IMHe MoSHbI
309,3 HM B nnamMeHU 3aKuCb asoTa-aLeTuseH.

4.3.2 Mocne BblYUMTaHMA 3HAYEHMSI aTOMHOM abcopbLMKM pacTBOpa KOHTPO/IbHOIO OMbITa U3 3HaYeHUs
pacTBopa Npobbl HaxoAAT MaccoBYH [O/I0 a/lOMUHUA B Mpobe MeTOAOM CPaBHEHUS CO CTaHAAPTHbIM
06pasL oM C XMMWNYECKMM COCTaBOM, COOTBETCTBYIOLLMM TPebOBaHMAM HaCcTOALLEero cTaHAapTa, Uan mMeTo-
[OM rpagyvpoBOYHOro rpaduka, NiM MeTogom [06aBoK.

Mpu npumeHeHWM MeToAa CPaBHEHWSA HaBecKy cTaHAapTHOro obpasua NpoBOAAT Yepes rce cTagnn
aHanusa, Kak ykasaHo B 4.3.1.

Mpy NpyMeHeHUX MeTofa rpagyMpoBOYHOrO rpadvka B psaf cTakaHOB MOMELLAKT pPacTBOP XKenesa B
KONNYecTBe, COOTBETCTBYIOLLEM €ero cogepXXaHuio B npobe, CTaHAAPTHbIA PacTBOP allOMUHUA, COracHo
Tabnmue 1. B oguH cTakaH cTaHAapTHbIA pacTBOP alOMUHUA He MoMeLlatoT. Bo Bce cTakaHbl MomeLiatoT
no 10 cM3 X/IOPHOW KMCNOThI M fanee NOCTynawT, Kak yKasaHo B 4.3.1.

pagymnpoBOYHbIA rpadvk CTPOAT MO pe3ynbTartaM, MOSyYeHHbIM MOCAe BblYUTaHUA 3HaYeHUA
abcopbummM pacTnopa, He COAepiKallero CTaHAapTHbI pacTBOp allOMWHUA, U3 3HadYeHWUI abcopbuum
pacTBOPOB, COAEPXalLnX CTaHAapPTHbIM PacTBOpP, U COOTBETCTBYIOLMM UM Maccam afloMUHUS.

Mpu npnmeHeHnn mMeToAa A06aBOK K HaBeCKe Mpobbl A06aBNSAOT Takoe KOMYECTBO CTaHAAPTHOrO
pactnopa antoMUHUA, 4TOBblI 3HavyeHMe abcopbumm pacTBopa Mpobbl ¢ fo6GaBneHMEM CTaHO4APTHOrO
pacTBOpa anlOMUHUA COCTaBMAANO He 6onee ABYXKPATHOro 3HauveHMs abcopbumm pacTBopa npobbl U
HaxoAmunocb B IMHEHOM AnanasoHe rpagjynpoBoYHOro rpadwmka. Janee aHann3 nNpoBoaaT, Kak ykasaHo B
43.1.

4.4 O6paboTKa pe3y/nbTaTos

4.4.1 MaccoByo fonto anomuHua JT, %, onpefensieMyto MeTOAOM CpPaBHEHWSA, BbIYUCAAIOT MO

(hopmysie

V_A®D - 4) ()]
D, -4, *

rae A —artTecToBaHHOe 3Ha4YeHWe MaccoBOW [0V alOMUHUA B cTaHAAapPTHOM o6pasue. %\
D — 3HaueHne aToMHO abcopbunm pactsopa NpobbI:
/), — 3HauyeHMe aTOMHOI abcopbummn pacTBoOpa KOHTPOJIbHOrO OMbITa:
D, —3Ha4yeHVe aTOMHOI abcopbunn pacTBopa cTaHAapTHOro obpasya.

4.4.2 MaccoBytl ponto anommHua A',, %, onpegensemMyto MeTOAOM rpafympoBOYHOro rpaguka,
BblUMCAAOT no <|iopmyre

100, @
.

roe Mp— macca antoMuHUSA, HaleHHas Mo rpagyyMpoBOYHOMY rpaduky, T;
T — Macca HaBecKu npoo6sbl, T.

4.4.3 MaccoByto 00 alOMUHUSA X2, %, onpeensieMyto MeTO0M 406aBOK, BbIUMCASIOT M0 hopMyie

«2 (/)—Dx 3)
(D3— D)m 100.

rge T2 — Macca a/lloMUHUA CTaH4APTHOrO pacTBopa, fo6aBfeHHas K Npobe, T;
D — 3HayeHMe aTOMHOW a6copbumm pacTBopa MNpPob6bl 6e3 f06GaBNeHUS CTaHAAPTHOrO pacTBopa
TOMUHUS;
Z4 — 3HauyeHMe aTOMHOI abcopbumm pactnopa KOHTPO/IbHOIO OMbITa,;
— 3Ha4yeHMe aTOMHOW abcopbuun pacTBopa MNpPobbl ¢ [f06aBNEHMEM CTaHAAPTHOrO pacTBopa
AMOMUHNS;
/3 — macca HaBeCcKu npoobbl, T.

4.4.4 HopMbI TOUHOCTU Y HOPMATMBbI KOHTPO/S TOUHOCTU OrNpeaeneHns MaccoBoi foNU antoMUHNS
npueeaeHsl B Tabnuuge 2.
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Tabnuuya 2
B npoueHTax
MoTpCLL* Jlonyckaemoe pacxoxjeHue
HOC Tb pe
MaccoBasi 0N anNOMUHUSA Tynb- ABYX CpefHUX ABYX Tpex pe3ynbTaToB aHanusa
TnTOB pe3ynbTaToB aHanusaa, napannefnbHbIX MapanfiefbHblX  CTaHAAPTHOro o6pasHa
aHanunsa BblnasneHHbIX B onpegeneHnii  onpeaeneHuii M aTTeCTOBAHHO
n pasnnuHbix ycnosusx. dK 4, P TKayenHun 6
Ot 0.02 pgo 0.05 Bkntou. 0.009 0.011 0.009 0.011 0.006
Cn. 0.05 « 0.1 » 0.017 0.021 0.017 0.021 0.011
. 01 »02 0.03 0.04 0.03 0.04 0.02
* 02 .05 0.05 0,06 0.05 0.06 0.03
* 05 410 0.06 0.08 0.07 0.08 0.04
* 10 * 20 0.09 0.11 0.09 0.11 0.06
« 20 =50 » 0.14 0.18 0.15 0.18 0.09

5 ®OoTOMETpUYECKU i MeToq

5.1 CyuwHoCTb MeToja

MeToz ocHoBaH Ha 06pa3oBaHMN KOMIJIEKCHOrO COeAVHEHUSA a/TIOMUHUA C aIfOMUHOHOM U U3Me-
PeHUN ero ONTUYECKOW MIIOTHOCTMU.

Melwatouiee BANSHUE TPeXBasleHTHOrO >Xenesa YCTPaHAIT BOCCTAHOB/IEHMEM €ero ackopb6uMHOBON
KNCNOTOWA.

5.2 AnnapaTypa, peakTuBbl N pPacTBOpPbI

CnekTpodoTOMETP UMM HOTO3AEKTPOKONOPUMETP.

Kwucnota as3otHasa no NOCT 4461 v pactsop 1:1.

KwncnoTa dpropuctosogopogHas no FOCT 10484.

Kwncnota cepHas no NOCT 4204. pactsop 1:1.

KucnoTta consHaa no NOCT 3118 u pacteopu 1:1, 1:4 n 1:100.

Kucnota ykcycHasa no FrOCT 61.

Kucnota ackop6uHoOBasi, CBeXenpuroToB/ieHHbIN pacTsop 20 r/av3.

Kanuii nupocepHokucnbli no FTOCT 7172.

AmMMMak BogHbI no FOCT 3760. pacteop 1:1.

Hatpuin ykcycHokucnbiii no FOCT 199.

BydbepHbIi pacTsop ¢ pH 4.7: 6.8 T YKCYCHOKMCNOro HaTpus pacteopsitoT B 100 cm3 BoAbl, fo6aBNstoT
3 M3 yKCYCHOWM KMCNOTbI, pa3basnaioT BoAOK A0 1 AM3 1 MepemMeLLmBatoT.

>Keneso metannnyeckoe.

PactBop xenesa 10 r/gm3: 5 r MeTas/INyYecKoro Xenesa pacTBopstoT B 100 cm3 pacTBopa a3oTHOM
KNCNOTbl. OXNaXAalT 1 PacTBOP NMEPEHOCAT B MEPHYIO KO0y BMeCTUMOCTb0 500 cMm3, 0/IMBAKOT 40 METKN
BOAOM M nepemeLLnBatoT.

ANOMWHOH, pacTBop 1r/am3, roTOBAT 3a CYyTKW A0 NMPUMEHEHUA W XPaHAT He 6onee 10 cyT.

ANOMUHWNIA MeTanInyecKnii.

CTaHgapTHbIl pacTBop antoMmHuA: 0.1000 r MeTanIM4eCKOro aloMUHUS PacTBOPSAKOT MpU Harpesa-
Hun B 20 cm3 pacTBopa COMAHOM KucnoTbl (1:1) ¢ fo6asneHMem 4—5 Kanenb a30oTHOW KWUCIOTbl. 3atem
fo6asnaoT 10 cmM3 pacTBOpa CepHOM KUCMOThI 1 BbiNapMBatoT A0 BblAeNIeHUSA NapoB cepHOl KncnoTbl. Conun
pacTeBopstoT B 50 cM3 BoAbl NpwW HarpesaHwWuW. ocne oxnaxAeHUs pacTBOpP NEPeHOCAT B MepPHYH Konby
BMECTUMOCTbIO 1M3, ONMBAIOT BOAOM A0 METKM U MepeMeLLnBaioT.

MaccoBas KOHLeHTpauusa antoMnuHUS B pacteope pasHa 0,0001 r/cm3.

5.3 TlposefeHne aHanmsa

53.1 HaBecky npo6bl, 0TO6paHHYl0 corfacHo Tabnuue 3. MOMELLAlT B CTEK/I0YT/epoAHY Wan
NNaTUHOBYIO YallKy, NpunuealoT 10 cM3 PTOPMUCTOBOAOPOLHOM KMCIOTbI, OCTOPOXHO MO Kanaam gobas-
NS0T a30THYH KUCNOTY A0 NpeKpalleHns 6ypHoi peakummn n5cm3 B n3bbiTok. MpunmnsatoT 5 cm3 pacTBopa
CepHO KNCMOTbI 1 BbINapPUBAIOT A0 Bble/IeHNA NapoB CEPHOM KUCNOTbI. [ocne oxnaXxaeHWs CTEHKN YallKn
06MbIBalOT BOAOW U BblMapmBatoT pacTBOp Aocyxa (A0 MOMHOro yAaseHUst NaposB CEPHON KNOOTbI).

Mocne oxnaxaeHUs B YallKy npuamsatoT 20 cM3 pacTBopa ConAHON kmcnothl (1:1), 10 cm3 ropsayei
BOAbl W PacTBOPAIOT COMN MPU HarpesaHUN.

4
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Tabnunuya 3
MaccoHam gons antomuHus, % Macca HaBecku npo6sl, 1 Pw6annenuc pacrsopa O6vem vpaCTBOPa
npo6bi.cm1 ackopbuHOBON KUCNOTbI, CM*
OT1 0.02 go 0.05 BkntoOU. 0,5 50 5
Cs.0.05 .0,1 0,2 50 2
0.1 » 0.3 - 0,1 50 2
03 -05 . 0.1 100 2

PacTBop hmibTPYIOT Yepe3 NAOTHbIN UALTP B MPUCYTCTBUM HebOMbLLIOro Konm4yecTsa 6e330/1bHON
hnnbTPobyMaXkHOM Macchbl. OcafjoKk KOIMYECTBEHHO MEPEHOCAT Ha (huUbTP U NPOoMbIBalOT ero 5—6 pa3s
ropsiuMM pacTBOPOM COMSIHOW KucnoTbl (1:100). cobupas ounbTpaT M NPOMbIBHbIE BOAbI B KOHUYECKYHD
KON6y BMecTUMOCTbI 250 cm3.

DuUNbLTP ¢ 0CaAKOM MOMeLLAOT B MIATUHOBLIN TUreNb, BbICYLLUNBAIOT, 030/1A10T 1 NPOKaANBalOT Mpu
Temnepatype 700 —800 *C p[o nosHOro BbiropaHwWa yrnepoga. OcTatok B TUrle JONMaBAAT € 2 T
nupocynbdaTta Kanmsa npu Temnepatype 700 — 750 *C. MnaB oxnaxgalT WU BbilenaymsaoT B 50 cm3
ropsvein BoAbl. PacTBop (hmibTPyHOT yvepe3 punbTP CpefHer NAOTHOCTU, (hUIbTP NpombiBaloT 5—6 pas
ropsiyein BoAon, cobmpas unbTpaT U NPOMbIBHbIE BOAbl B KOHMYeCKYyl0 Konby, B KOTOPOW HaxoguTcs
OCHOBHOI1 pacTBop.

PacTBop BbinapmealoT [0 06bema 20 — 30 cm3, oxaxkAaloT, NePeHOCAT B MEPHYHO KONby BMeCTMMOC-
TblO cOrnacHo Tabnuue 3. 4ONMBAKOT 40 METKU BOAOW W NMepemeLlnBaioT.

5.3.2 B gBe MepHble Konb6bl BMECTUMOCTbIO No 100 cmM3 oTO6MpaAOT aIMKBOTHbIE 4YAaCcTW pacTeBopa,
paBHble 5,0 cM3, MpuaMBaloT pacTBOpP acKOp6MHOBOM KMCAOTbI COrnacHoO Tabnuue 3 1 nepemeLLMBaloT.
Lo6aBnstoT no 10 cM3 BOAbI U HEATPa/IM3YIOT PacTBOPOM amMMaKa 40 CUPEHEBOro WM CBET/I0-KOpUYHe-
BOro LBeTa pacTtBopa (Mnu Kolrtponb BegyT Ha pH-meTpe o pH 4,7). 3atem Npr6aBnsAlOT Mo Kanisam npu
NOCTOSSHHOM MepemMeLlLlNBaHNN PacTBOP CONAHOM KmcnoTbl (1:4) fo obecuseumBaHnsa pactsopa, no 30 cm3
6ychepHoOro pacteopa, Nno 20 cm3 BOAbI U MepemMeLLnBalOT. B o4HY M3 MepHbIX Kon6 npunmeatoT 2,0 cm3
pacTBopa aJitoMUHOHa, 06e KOM6bl A0INBAIOT A0 MEeTKM OyhepHbIM PacTBOPOM W MEPEMELLNBALOT.

OnNTnYecKyto NIOTHOCTb pacTBopa n3mepstoT vyepe3 40 MUH Ha CMeKTPOOTOMeTPe NPU A/IMHE BOJHbI
530 HM 1K POTO3NEKTPOKOAOPUMETPE B 06/1acT cBeTonponyckaHmsa oT 510 go 560 HM.

B kauyecTBe pacTBOpa CpaBHeHUS MPUMEHSAIOT BTOPYIO a/IMKBOTHYIO YacTb pacTeopa ¢ fobas/ieHnem
BCEX PeaKTUBOB, 3a UCK/IIOYEHWEM pacTBOpa a/loMUHOHA.

Mocne BblUMTAHMA 3HAYEHUA OMNTUYECKOW MAOTHOCTM pacTBopa KOHTPOJILHOrO OMbITa U3 3HaYeHUs
ONTMYECKOM MNOTHOCTM pacTBOpa NPo6bl Hax0AAT MacCoBYK [OM0 alOMUHUA MeTOAOM CPpaBHEHWUSA CO
cTaHAapTHbIM 06pasLLOM C XMMUYECKUM COCTaBOM, COOTBETCTBYIOLL MM TPeb0BaHMAM HaCTOSLLLEro cTaHgap-
Ta, MU MeTOAOM rpafynpoBOYHOro rpaduka

5.3.3 TlocTpoeHMe rpafypoBOYHOro rpadmka

B NATb M3 LWeCTN CTeKNO0YrnepoaHbIX UK NAaTUHOBBLIX Yallek nomewaroT 1,0; 1.5; 2,0; 2,5 n 3,0 cm3
CTaHAapTHOro pacreopa antoMuUHUA, YTo cooTBeTcTByeT 0.00010; 0.00015; 0.00020; 0,00025 m 0.00030 r
a/loOMUHMA. BO BCe YallKM NOMELLaoT PacTBoOp Xesesa B KONIMYecTBe, COOTBETCTBYIOLLLEM €ro COAepXaHuto
B Npob6e, no 10 cM3 hTOPUCTOBOLOPOAHOM KUCNOTbI. 5 cM3 a30THOM KUCNOThl, 5 cM3 pacTBopa CepHOM
KNCNOTbl M BbiNapuBaloT A0 BblAeNeHWs NapoB CEPHOM KUCNOoTbl. locne oxNaXkAeHUs CTeHKM dallek
06MbIBaIOT BOAOM M BbINapmBalOT PacTBOPbI focyxa (A0 MOMHOro yaseHus napos CepHOM KMcnoThl). Mocne
OXNaXAEHWA B Yallku npuaveatoT no 20 cM3 pacTBopa ConsHoM kmcnoTbl (1:1), 10 cm3 ropsiveit Bogbl w
pacTBOPSAOT CONM MpU HarpeBaHWW. PacTBOpbl MepPeHOCAT B MepHble Kob6bl BMecTUMOCTbIO 50 cm3
[ONVBAIOT A0 MeTKM BOAOW M NMepemMeLLnBatoT.

N3 Kaxpaol Konbbl 0TOMPalT aSMKBOTHYIO 4acTb pacTBopa, paBHyl 5,0 cM3, B MepHyk Konby
BMeCTMMOCTbIO 100 cM3, npunameatoT 2 cM3 pacTBopa acKop6UHOBOM KUCNOTbl M AaTee MOCTynarwT, Kak
yKa3aHo B 5.3.2.

B kauecTBe pacTBOpa CpaBHeHUS MPUMEHAIOT PacTBOP, He COAepXaliuii cTaHAapTHOro pacTeopa
aTlOMUHUSA.

Mo nony4YeHHbIM 3HaAYEHUSIM ONTUYECKUX MIOTHOCTE PacTBOPOB M COOTBETCTBYIOLWLMM MM Maccam
aHOMUHNSA CTPOST rPafsyMpoBOYHbIA rpadink.

5.4 O6paboTka pe3ynbTaToB

54.1 Maccosyto fonto antoMuHua V3, %, onpefensemMyro MeTo40M CpaBHEHUSA, BbIYUCAAKT MO

chopmyne
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v _ A@@Z—7) 4)
DD

rage A — aTTecToBaHHOE 3HayeHMe MaccoBOW faT alloMUHUS B CTaHAAPTHOM o6pasue, %;
D — 3HayeHMe ONTUYECKOM MMIOTHOCTW pacTeopa NpPoobbI:
— 3HayeHVe ONTMYEeCKOM MAIOTHOCTM pacTBopa KOHTPOJIbHOIO OMbITa;
D2 — 3HayeHMe ONTUYECKOW MJIOTHOCTU pacTBopa CTaHAapTHOro obpasua.
5.4.2 MaccoByto gonto anomuHua 4, %, onpedensemMyio MeTOAOM TpafyMpOBOYHOr0 rpaduka,

BbIUNCASAOT Mo copmyne

T.
% = <100, ®)

roe /] — macca antoMUHUSA, HaeHHas No rpagyMpoBOYHOMY rpaduky, T;
T — Mmacca HaBeCKM Mpobbl MAM Macca HaBeCKW, COOTBETCTBYIOLLAA a/IMKBOTHOM 4acTu pacTeBopa
npoo6s.l, T.
5.4.3 HopMbl TOYHOCTM 1M HOPMaTUBblI KOHTPONSA TOYHOCTY OMpeAesieHNs MaccoBOW A0 aNntOMUHNSA
npusefeHsbl B Tabnuue 2.

6 KOMNNEeKCOHOMETPUYECKUNI MeToq,

6.1 CyLHOCTb MeToda

MeTog ocHOBaH Ha 06pa3oBaHMW KOMMEKCHOrO COeAVHEHWS anlOMUHUSA C HATPUEBOW COJbIO
3TUNEHANAMUHTETPAYKCYCHOM KUCNoTbl (TPUNoHOM B) ¢ mocnegyowmm paspyLleHnem 3Toro coeguHeHUs
hTopNAOM HaTpmsa. DKBMBANIEHTHOE KO/MYECTBO BbIe/MBLUErOCS FPuioHa b TUTPyOT pacTBOPOM aueTarta
LUMHKa B NPUCYTCTBUM MHAMKATOPA KCWUEHONOBOr0 OpaHXeBoro. OT MeLlUaloWmnX 3/1EMEHTOB allOMUHKIA
OTAENAT TMAPOKCUAOM HaTPUA.

6.2 PeakTuBbl 1 pPacTBOpPbI

Kwucnota consaHaa no FOCT 3118 u pacteopbl 1:1, 1:10 u 1:100.

Kncnota asotHasa no FOCT 4461.

Kuncnota cepHas no NOCT 4204, pactsop 1:1.

Kwucnota dptopuctosogopogHaa rno FOCT 10484.

Kwncnota 6opHas no FTOCT 9656.

Kucnota ykcycHas no NrOCT 61.

AMMUaK BogHbIA no TOCT 3760.

Kanuii nHpocepHokucnbli no TOCT 7172.

>Keneso meTtannunyeckoe.

HaTtpus rugpookuck no FOCT 4328, pactBop 250 r/gml PacTBOp XpaHAT B Mocyfe M3 NOAMaTUIeHa.

AMMOHWMI yKcycHOKMCnbI no TOCT 3117.

Conb anHaTtpHeBas atuneHagnamuH-N, N, N, N'-TeTpayKcycHoft kucnotel. 2-sogHas (TpunoH B) no
FOCT 10652, pactBop 0,025 mans/am3: 9.31 r TpunoHa b pacteopstoT B 300 cM3 Boabl. PacTBop hunbTpytoT
B MEPHYI KON6y BMecTUMOCTbi0 1aM3. ®unbTp NpombiBaldT 2—3 pasa BoAOM W oT6packiBatoT. PacTBop
[ONNBAIOT [0 METKU BOAOV M MepeMeLlnBatoT.

Hatpwin xnopucteiii no FOCT 4233.

Hatpuin cotopucTbiii no FTOCT 4463. pacteop 35 r/am3. PacTBop XpaHAT B MocyAe M3 NONM3TUSIEHA.

BydepHbii pacteop (pH 5,5 - 5,8): 500 r yKCYCHOKWCNOro aMMOHUSA pacTBOPSAOT B 1 AM3 BOAbI,
f06aBnatoT 30 cM3 YKCYCHOWM KMCNOTbl 1 NepemMeLlnBatoT (KOHTPOb No pH-meTpy).

CnupT 3TUNOBbIM pekTugunkoBaHHbIA no FOCT 5962 nnm no TOCT 18300.

deHonTazenH, NHANKATOP, CNMPTOBOM pacTtBop 10 r/am3.

KcnneHoNoBbIvi opaHXeBblil, NHAMKATOP.

Cwmecb nHankatopHasa: 0,1 © KCM/IEHO/IOBOrO OPaHXXeBOro pactmpaloT B cTyrnke ¢ 10 r X/10pucToro
HaTpus.

ANIOMUHUI METNNYECKNIA.
CTaHpapnwii pacteop antoMuHua: 1,0000 r antoMMHUA pacTBOPSAOT MpW HarpeBaHUM B 50 cm3

pacTBopa COMAHONM Kucnotbl (1:1) ¢ gobaBneHnem 4—5 Kanenb a30oTHOW KUCAOTbl. PacTBOp KMNATAT [0
yAaneHns okcnos asota. Mocne oxnaxaeHnsa pacTBop MepeHoCsAT B MePHYI0 K06y BMECTMMOCTbO 1 4M3,
[ONNBAIOT [0 METKW BOAOW W MepemMeLInBatoT.

MaccoBaa KOHUeHTpauusa aftoMMHUA B pacTBope pasHa 0.001 r/cm3.
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LIMHK MeTaninyecknim uam LMHK YKCYCHOKMUCAbIN 2-BOAHbI no FOCT 5823.

PactBop uuHka: 1.63 r uMHKa pacTBopsatoT B 20 cM3 pacTBopa consaHomi kucnothl (1:1) ¢ fobaBneHnem
2—4 Kanenb a30THOWM KUCMOThbl U BbiMapuBaloT pacTBOp 40 CMPOMNO06pPasHOro cocTosiHMA. 3ateM npubas-
naT 100 cm3 BOAbI, HarpeBakT A0 MOMHOrO PacTBOPEHUS conei M oxnaxpgakT. lMpubasnsaoT 25 cm3
6ychepHOro pacTeopa, MepeHocAT B MepPHYH Konby BMeCTMMOCTbO 1 AM3, AONMBaOT BOAOW A0 METKU U
nepemMeLLnBatoT.

Mnn: 5,47 r yKCYCHOKMCNOTO LiMHKa pacTBopstoT B 500 cm3 Boabl, npubasnsaoT 25 cm3 6ydepHoOro
pacTBopa. PacTBOp MepeHOCAT B MeEpHYK KOnby BMecTUMOCTbio 1 AM3, fonuvBalT A0 MeTKM BOAOW U
nepemMeLLnBatoT.

MaccoByt KOHLEHTpaL MO pacTBopa MUHKA ycTaHaBAMBAKOT MO CTaHAAPTHOMY 06pasLy ¢ XMmmyec-
KNM COCTaBOM, COOTBETCTBYIOLLLMM Tpe6oBaHUAM HACTOSLLEero ctTaHgapTa, NpoBegeHHOMY Yepes Bce CTagum
aHanmsa no 4.3. WAn no ctaHfapTHOMY PacTBOpY atoOMUHUSA.

[ns 3TOro B KOHNYECKYH K016y BMeCTUMOCTbIO 250 cM3 momeLLaoT HaBeCcKy MeTa/l/IM4ecKoro Xxesnesa
M CTaHAapPTHbIV pacTBOp aftOMUHUS B KOJIMYECTBaX, COOTBETCTBYIOLUX COAEPXaHUIO Xefesa 1 antoMUHNS
B aHamM3Mpyemoi npob6e, npunmsatoT 30 cm3 pacTBopa cOMsHOW Kucnotel (1:1) m pacTBOpsOT npu
HarpeBaHuMU. 3aTem f06aBnsAT 3—4 Kanam a3oTHOW KUCAOTbl U KUNATAT 2—3 MUH. [o6asnsaoT 30 cm3
BOAbl, 2 T GOPHOMN KUCNOTbI 1 ropsaYMii pacTBOP HEATPasn3yoT pacTBOPOM FMAPOKCMAa HATPUA A0 Hayana
BbINafeHMs TUAPOKCUAO0B >Xeflesa, MOCne 4ero TOHKOW CTpyell MNpu MNepemMellvBaHUU MepennBakT BO
(hTOpPONNACTOBbIN NN KBapLLEBbI cTakaH BMecTUMOCTbIO 400 cmM3, B KOTOPOM HaxogmTcs 50 cm3 ropsivero
pacTBopa ruapokcuaa HaTpusl, KUNATAT 3—4 MUH U OXNTaXAAHoT.

PacTBop c 0ocagKkoM NMepPeHOCHAT B MepHYH0 Konby BMeCTUMOCTbIO0 250 cM3, foNMBalOT BOAOW A0 MeTKU
1N nepemMellnBaloT. PacTBop OuAbTPYHOT 4vepes3 Cyxoi (unbTp CpefHer MAOTHOCTU B CyXylo Konby u
oT6pacbiBalOT MepBble Nopumn unbTpata. [anee NocTynawT, Kak yKasaHo B 6.3.

MaccoByt KOHLEHTpauuo pacteopa umHka C, r/cm3, onpegensemyto no ctaHAapTHOMY pacTBoOpy
atOMUHUS, BbIYUCASAOT MO dhopmyre

(6)

C=

rge T3— macca afoMUHUA CTaHA4APTHOro pacTBopa, B3ATas 418 TUTPOBaHUA, T,
V — 06bem pacTBopa LiMHKa, M3pacxofoBaHHbI Npy BTOPOM T>ITPOBaHUWM CTaHAAPTHOrO pacTeopa,
cM3;
I, — obbem pacTBOpa LMHKa, M3Pacx0f0BaHHbI NPy BTOPOM TUTPOBAHUM PacTBOpa KOHTPOJSIbHOrO
onbiTa, CM3.
MaccoByto KOHUEHTpauuo pacteopa UMHKa C, r/cm3, onpegensiemyrdo MeTOAOM CpaBHeHUA cOo
cTaHJapTHbIM 06pa3uoM, BbIYUCAAKT MO hopmMyse

AT )

¢ <K-Kk> HKO

rge A — aTTecTOBaHHOE 3HayeHue MaccoBOW A0NM aNlOMUHUA B CTaHAAPTHOM obpasue, %:
T — Macca HaBeCKM Mpobbl:
V2 — 06beM pacTBopa LIMHKA, WU3PacX0A0BaHHbIA MpU BTOPOM TUTPOBaHWM pacTBopa CTaH4APTHOrO
obpasHa, cM3;
I, — o06bem pacTBOpa LMHKa, M3PacxofoBaHHbIV NPV BTOPOM TUTPOBAHWW PacTBOPa KOHTPObHOMO
onbITa, cM3.
6.3 TlposeaeHVe aHanM3a
HaBecky npo6bl maccoii 0.5 r noMeLLaloT B NAaTUHOBYIO WM CTEKIOYTIEPOAHYIO YallKy, MPUIMBAIOT
10 cM 3 hTOPUCTOBOAOPOAHOMN KUCNOThI, 3aTEM OCTOPOXHO MO Kanisam npubaBnsioT a3oTHYH KUCIOTY [0
npekpaweHusa 6ypHoii peakumm n 5 cM3 B n36bITOK. 3aTem NpubasnsaoT 10 cm3 pacTBOpa CePHOM KUCNOTbI
1 BbIMapMBaIOT [0 BblfeNIeHNSA TYCTbIX NMapoB CEPHOM KMCNOTbl, OXaXAal0T, 0OMbIBAIOT CTEHKM YallKW
BOAOM M CHOBa BbIMAPMBAKOT L0 TYCTbIX MAapPOB CEPHOM KMCNOTbl, KOTOPbIM AAl0T BbIAENATLCA B TeYeHMe
5 MUH.
Mocne oxnaxzeHns B YallKy npunaveatoT 20 cm3 pacTBopa consiHoli kucnotbl (1:1), 30 cm3 ropsueii
BOAbl W pacTBOPAIOT COMM MpU HarpeBaHMW. PacTBop unbTPYOT Yepes MAOTHbIM (UALTP B NPUCYTCTBUAN
HebOoNbLIOro KonmyecTsa 6e330/1bHOM PUNbTPOOYMaXKHOM Macchbl.
OcafloK KO/MYeCTBEHHO MePeHOCAT Ha OUbTP U NPOMbIBAIOT ero 5—6 pa3 ropsyMMm pacTBOpPOM
conaHoli kmcnothl (1:100), cobupas unbTpaT 1 NPOMbIBHbIE BOAbl B KOHUYECKYIO KOOy BMECTUMOCTbIO

7
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250 cM3, nbTP € 0CaAKOM MOMELLAKT B NAATUHOBbLIMA TUTesb, BbICYLLUNBAIOT, 030/15I0T U NPOKaisatoT
npn Temnepatrype 700 — 800 *C po nonHoro BbiropaHus yrnepoga. Ocafok B TUrie gonnanaswoT ¢ 2 1
nupocynbdaTa Kanua npu Temrnepatype 700 — 750 "C.

MnaB oxnaxaaloT, BbilenaymsatoT B 50 cm3 pacTBopa consaHoM kucnoTbl (1:10) v pacTBop npucoesn-
HAOT K unbTpaTy.

K 06befMHeHHOMY pacTBOpy A06aBNAIOT 2 T 60PHOM KMCNOTbI 1 BbiNapuBatoT ero Ao o6sbema 100 cm3.

PacTBOp HelTpanusyloT pacTBOPOM FMAPOKCMAA HATPWUS A0 Hayana BbiNafeHWUs TMAPOKcMAa Xenesa,
nocsie Yero TOHKOW CTPYIMKOW, MpU MepeMellnBaHUW, NepPeHOCAT B cTakaH BMecTMMOCTbio 400 cm3, B
KOTOpPOM HaxopaAatcs 40 cM3 ropsyero pactsopa rmgpokcmga HaTtpus, KUNATAT 3—4 MUH 1 OXJTaxK4atoT.

PacTBop ¢ 0cafKOM NepeHoCAT B MEPHYIO KOGy BMecTUMOCTbi0 250 cM3 AonNnBaloT BOAOW A0 METKM
1 NepemelnsaloT. OTUNbTPOBLIBAIOT Yepes Cy/on hunbTp cpefHeln MIOTHOCTU B CyXyH Konby, oTbpa-
cblBasi nepsble nopumn unbTpata.

ANNKBOTHYH 4acTb 200 cM3 (Mpy MaccoBO Aose antoMUHKSA 0 2 %) uam 100 cM3 (Mpyv MaccoBoOWA
pone aNlOMUHMA CB. 2 %) nomeLlalT B KOHMYECKYI KON6y BMecTMMOCTbiO 500 cm3, npunmsaroT w3
6ropeTkun 30,0 cM3 pacTBopa TpuoHa b 1 HeMTpanM3yoT pacTBOPOM CONsiHOW KucnoTel (1: 1) B npucyTcTBUN
heHoNTaIEMHa [0 WMCYE3HOBEHMA MannHOBOW OKpacku. K pactsopy npunmsatloT 15 cm3 6ydepHoro
pacTBopa, HarpesatoT 40 KUMEHUA U KUNATAT 2—3 MUH.

Pactsop oxnaxgatT M M3ObITOK TPUIOHA B OTTUTPOBBLIBAIOT PacTBOPOM LMHKa B MPUCYTCTBUU
0,05 —0,1 r MHAMKATOPHOI CMEecU [0 Mepexofa XKeNTo OKPacky pacTBopa B Ma/IMHOBO-KpPacHYHo. 3aTem
npunbasnaoT 30 cM3 pacTBopa (PTOPUCTOro HaATPUA, KUNATAT 2—3 MUH, OXNaXAaloT U TUTPYIOT Bblfe/NB-
wniica Tpunon b pactBopom nNuHKa B npucyTcTsum 0,05 I 4ONOMHUTENBHO A06aBNEHHON VHANKATOPHOW
CMECK A0 Mepexofa XenToli oKpackm B MalIMHOBO-KPAaCHYIO.

7 OobpaboTka pesynbTaToB

7.1 MaccoByto fonto antoMuHms J15, %, BbIYUCAAKOT NO dopmyne
C(K, _ V)
- o, ®

§> T

rie C — mMaccoBasi KOHLEHTpauusi pacTeopa LMHKa, r/cm3;
Y3 — 06beM pacTBopa LMHKa, M3PacXoA0BaHHbIN NpU BTOPOM TUTPOBaHMM pacTBopa Npobbl, CM3:

V, — 06bem pacTBopa LiMHKa, U3Pacxof0BaHHbLIA NpY BTOPOM TUTPOBAHUW pacTBopa KOHTPOSbHOrO
onbiTa, CM3;
T — Macca HaBeckn Mpo6bl, COOTBETCTBYHOLLLAA aIMKBOTHOM YacTu pacTBopa npobbl, T.
7.2 HopMbl TOYHOCTM M HOPMAaTMBbI KOHTPO/A TOYHOCTU OMpefeneHns MaccoBO A0NN antoMUHUSA

npueeaeHsl B Tabnue 2.
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MNMPNNOXXEHVE A
(pekomeHpyemoe)

deppocunuunii. OnpeaeneHne CoaepXKaHna antoMUHKS.
CnekTpocphoTouelpnyeckuii MeTog, niaMeHHol atoMHol abecop6umm (MCO 4137—79)

Al Ma(Havewm- 1 06nacTb NPUMEHEHNS

HacToawmin ctaHAapT ycTaHaBMBaeT MeTO[, OnpefesieHns cofepXKaHusa antoMMHUA B ieppocUnnLmMmn ¢ Nomo-
LLIbIO CNEKTPOOTOMETPMN MNIaMeHHO aTOMHOA abcopbLuumn.
MeTog NnpyMeHMM K Mapkam theppocununums ¢ cogepxxaHunem antommHus 0.05 % —5 %.

A.2 CylHoCTb MeTogda

PacTBOpeHMe HaBeCcKM B a30THOM, (PTOPUCTOBOAOPOAHOM W XMIOPHOW KucnoTax. BbimapuveaHwe pacTsopa Ao
BbIZie/IeHNS MapoB X/I0PHOW KUcnoTbl. OTAeneHWe 1 AoNnaBeHNe ocTaTKa Co CMecblo kapboHaTa HaTpust U GOpHOIA
KMUCMOTbI: BblLenavymBaHne rnjaaHa B OCHOBHOM pacTBope. PacnbiieHne pacTBopa B NiaMeHW 3aKMCb a3oTa-aueTuneH u
npsiMoe onpejenieHvie coaepXKaHnsa aIlOMUHUN CUCKTPOOTOMETPMYECKMM MeTOL0M abcopbLmm Mo IMHUK MOT/IoLLe-
Hua 309,3 HM. U3/1y4aeMOM 1TamMMoi ¢ aTFOMUHMEBBLIM MOJbIM KaTOAOM.

A.3 PeakTuBbl

B Xxofe aHanmn3a UCNoNb3ykT PeakTVBbl U AUCTUNNNPOBAHHYIO BOAY W BOAY SKBMBa/IEHTHOW YMUCTOTbI.

A.3.1 Kap6oHaT HaTpus 6e3BOAHbIN.

A.3.2 Kwucnota asoTHas, p = 1.40 r/cm4 npnbnnsmntensHo 68 %-Hbld (M/M) pacTBop.

A.3.3 KucnoTa dhtopmcToBofopoaHas, p = 1,16 r/cm4, npnbnmsntensHo 48 %-Hblii (M/M) pacTsop.

A 3.4 Kwucnota xsiopHasi, p = 1.68 r/cm'. npnbamsnTenbHo 10%-Hblli (M/M) pacTsop.

A.3.5 Kucnota consHas, p ** 1.19 r/cmd, npnbnnsnTensHo 38%-Hblii (M/M) pacTBop.

A.3.6 KucnoTa consHas, pacTsop, pa3basneHHbIn 1:9. CMelumBatoT 106bem pactBopa consiHol Knuenotbl (A.3.5)
€ 9 o6bemamMu BOAbI 1 MepeMeLlnBatoT.

A.3.7 Kucnota 6opHas, KpucTanimyeckas.

1.3.8 XKeneso, pacteop Ne 1, cogepkawmii 10 T >xenesa B 1amI B3geLumBatoT 10T YMCTOrO Xenesa, HC coaepyKallero
aIFOMUHWIA, € NOrpeLHocTL0 A0 0.001 r, NoMeLLaloT B XMMNYECKMIA cTaKaH BMECTUMOCT bio 600 cm4 1 pacTBopstoT B 50 cm4
pacTBopa CoNnsiHOM KMenoThl (A.3.5). OCTOPOXHO HarpesatoT 0 NaTHOro pacTeopeHus. CoaepXXnMoe cTakaHa nepenvsatoT
B MEPHYHO KOGY BMECTUMOCTbHO 1000 M1 AOTUBAOT A0 METKM BOLON M NepemMeLLMBatoT.

A.3.9 >Keneso, pactBop Ne 2, cogepkawimin 10 r >kenesa B 1 aM4 B3BeLLMBAKOT 5 I UMCTOroxenesa, Hccogep-
allero aloMUHWIA, ¢ norpewHocTbio 10 0.001 r, MomeLlarT B XMMWYECKUI CTakaH BMeCTUMOCTbH600 cM*
pacTBopstoT B 25 cM' pacTBopa consHOM KnucnoTel (A.3.5). CTakaH OCTOPOXHO NOAOrpeBaroT 40 NMOIHOMO PacTBOPeHMs
HaBeCku 1 A06aBnsatoT 25 cM1pacTBopa xNopHOM KucnoTsl (A.3.4). HarpesatoT [0 NosBAeHUS 6e/bIX X/I0PHbIX NapoB.
PactBop oxnaxgatoT 1 fob6aensoT 50 cm4 consiHo KucnoTbl (A.3.5), XAyT, MoKa OH HC CTaHeT CBET/IbIM, 3aTeM
fo6asnatoT 50 cm4 Bogbl. lMorpyxatoT B 3TOT pacTBOP MAATUHOBBLIA TUreb, B KOTOPOM nNpeasapuTenbHO Gbina
pacnnaeneHa B MycdpenbHOl neun npu Temnepatype 1000 ‘C cmecb: 5 r kap6oHata Hatpus (A.3.1)um 2.5 r 6opHoi
Kknenotbl (A.3.7). CTakaH OCTOPOXHO MOAOrpesatoT A0 MOMHOr0 PacTBOPEHUA Mnasa B TUre. BbIHUMAKOT TUrenb n
TLATeNbHO MPOMbIBAIOT €ro, cobmpas NPOMbIBHbIE BOAblI B CTakaH. PacTBOp oxnaxaatoT, MepesivBatoT CoAepXnmoe
CTakaHa B MepHy0 Konby BMecTUMOCTbIO 500 cM4, JONMBAOT 40 METKU (10/10/ U NMepeMeLLBatoT.

A.3.10 PacTBOp, MCMOMb3yeMblA A5t MOCTPOEHUA FPafynpOoBOUHbIX rpaddnKoB (pacTBop hoHa): B XMMUYECKUIA
cTakaH BBOAAT 30 cM’ pacTBopa consiHoM Kucnotbl (A.3.5). 15 cm’ pacTBopa X/10pHOl kuctoThl (A.3.4) n 50 cm1Bogpbl.
[Morpy><atoT B 3TOT pacTBOp NJaTUHOBbLIN TUreNb, B KOTOPOM NpeasapuTensHO B MydenbHol neun npm 1000 ‘C 6bina
pacnnae/ieHa cMecb: 5 I KapboHaTa Hatpua (A.3.1) n 2.5 r 6opHoi kmMcnoTbl (A.3.7). CTakaH OCTOPOXHO HarpesaroT
[0 NOSIHOro PacTBOPeHWs MNfasa B TUTJE, BbIHUMAIOT €ro 1 TWaTe/lbHO MPOMbIBAIOT, cobMpas NPOMbIBHbIE BOfbl B
XUMWNYECKMIA CTaKaH. PacTBOp OXN1aXAatoT, NepenmsatoT CoOAepXXMMOe CTakaHa B MEPHYIO K016y BMeCTMMOCTbIO 200 cm’,
[ONMBAOT O METKWN BOAOWM M MepemeLlnBatoT.

A.3.11 ANIOMWUHWIA, 3Ta/IOHHBIM pPacTBOp, CoaepXalimini 1 r aftoMMHMs B 1 aM'. B3gewmBatoT 1 T a/llOMUHUS
ynctoton 99,99 % c norpewHocTbio Ao 0.001 r, NomMeLlaloT B XMMWUYECKUA CTakaH BMECTUMOCTbIO 600 cm4 un
pacTBopsitoT B 30 CM  pacTBopa COMSIHOW KucnoTbl (A.3.5). MMepennBatoT pacTBOP B MEPHYH KonbGy BMECTMMOCTHHO
1000 cm1, gonuvBatoT 4O METKM BOAOW M nMepemeLlmBatoT.

A.4 Ob6opypaoBaHue

A.4.1 TnaTMHOBbIE TUFIN BMECTUMOCTbIO NpMbGAn3nTeNnsHO 40 cm4

A.4.2 Xnimnuecknii TeconoHoBbIV cTakaH (PTFE) cooTBeTcTBYIOLLE BMECTUMOCTH.

A.4.3 CnekTpodhoTOMeTp aTOMHOI abcopOLmMM, CHABXEHHbIV rOpesnkor, KoTopas MMUTaeTcs 3aKMCbio asoTa U

aueTuneHa.
A.4.4 JTamna ¢ NO/MbIM alOMUHWEBLIM KaTOLOM.
A.5 TMpoba

OT60p 1 NogrotoBka Npo6 —no FOCT 24991.
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A.6 Xop aHanmza

MNPEAYMPEXAEHWE: TMapbl XA0PHOW KUCNOTbI MOFYT B MPUCYTCTBMM aMMMaka Wi No6bIX OpraHNYecKmx
BeLLIeCTB MOC/YXXUTb MPUUYNHO B3PbIBA.

A.6.1 Hasecka

BepyT HaBecky maccoli (1 + 0.001) r.

A.6.2 XonocToli onbIT

MpoBOAAT X0MOCTOM OMbIT MapannenbHO, CeAys TOMY XXe XOAy aHanm3a MU MUCMOosb3ys TC XKe KonmyecTBa BCeX
peakTUBOB, UTO 1 A/1a OnpeaeneHnsi, HO BO BCeX cly4vasx Ao6aBnsatoT 50 em’ pacTBopa >xenesa Ne 1 (A.3.8).

A.6.3 OnpegeneHvie

A.6.3.1 TpuroTtosneHme ONbLITHOK pacTeopa

Hasecky (A.6.1) nomeLlatoT B XMMUYeCKWA cTakaH n3 PTFE (nonutetpacdtopatuneH) (A.4.2) BMECTUMOCTbIO
100 cm1 1 go6asnsatoT 10 em* pacTBopa a3oTHOM KMcnoTbl (A.3.2). OCTOPOXHO, HeGOMbLUMMU NOPLMAMU [06aBNA0T
10 cm5 pacTtBopa hTopucToBogopoaHO KucnoTbl (A.3.3), MOCTOAHHO mMomellvBas. PacTBOpeHMe nNpoBOAAT Mpu
KOMHaTHO TeMnepaType 40 MpeKpaLleHns 6ypHOro BblgenieHNs Tasa.

Ecnn cofepxxaHve KpemHUA B npobe paBHO wuau 6osblue 65 %, K nonyyYeHHOMY pacTBopy A06aBnstoT 30 cm
pactBopa xenesa Ne | (A.3.8). Bo Bcex cnyyasx fo6aBnatoT 5 cM' pacTBopa XI0PHOW KMEnoTbl (A.3.4), XUMUYecKnii
CTakaH MOMELLIAIOT Ha 3/IEKTPUYECKYIO MAINTKY, OTPEryIMPOBaHHYHO Ha Temrepartypy Hc Bbitwe 350 ‘C. HarpesaloT 40
BblfieNleHNs 06UbHBIX 6eflbIX NapoB X/IOPHOW KMCMOThI, @ 3aTEM OX/1aXAAtoT.

B cTakaH, B KOTOpPOM Mpoxonuna peakuus, ao6asnaiot 30 cm' consHol kucnotbl (A.3.6) W HarpesaloT Ao
pacTBOpeHus conei. Ocafok hnbTPYIOT Yepes NJOTHbIN hunbTp, cobrpas mnnbTpaT B XMMUYECKNI cTakaH BMeCTU-
MocTbto 250 cM'. Ocafiok 1 hmnbTp NpoMbiBatoT 100 cMm' ropsYdeld BoNbl ANa ycTpaHeHUs CnefoB X/I0PHOM KMUCNOThI, a
3aTeM MOMeLLaloT UNLTP B MAIATUHOBLIM TUrenb (A.4.1) 1 NoasepratoT 030/1eHNI0 B MydIelbHOM Meun npu HU3KOM
TemnepaTtype, 3aTeM npokanusatoT nNpy 1000 ‘C B TeveHMe 15 MUH M OXNAXAAKOT B IKCUKATOpe.

B oxnaxaeHHbIV TUrenb o6asnsaoT 1r kapboHata Hatpus (A.3.1) 1 0,500 r 6opHOI KucnoTbl (A.3.7), HarpesatoT
B TeueHMe 15 MWUH Ha 3/M1EKTPUYECKOM NAnTKe npu TemnepaType 250 'C. a 3aTeM Ha 15 MUH NMoMeLLaroT B MydhesbHYH
rneyb npu Temnepartype 1000 'C.

Turenb oxnaxgatoT, 3aTeM MOMeLLLaoT B XMMUYECKUIA cTakaH, B KOTOPOM HaxoamTes omnbTpar oT ocTaTka nocne
pacTBOpeHMs B KMCOTe, A06aBnstoT 15 cm! pacTBopa consHor KMcnoTbl (A.3.S) 1 OCTOPOXXHO HarpesatoT 40 MOHOM0
pacTBopeHus nnaea. TUrefb BBIHUMAKOT M3 XMMMUYECKOr0 CTaKaHa, TLaTeIbHO MPOMbIBALOT, cObMpasi MPOMbIBHbIE BOAbI
B XMIMUYECKNIA CTaKaH, 1 BbiNapyBaloT pacTBOP NPV yMEPeHHOM HarpeBaHVM A0 MoyYeHWs o6bema NpubansnTenbHO
60 em*.

PacTBop oxnaxaatoT, NepennsatoT COAePXXMMOE XMMNYECKOr0 CTakaHa B MEPHYIO KOnby BMecTUMOcTbio 100 emb,
[ONVBAOT O METKM BOAOW WM NepemeLunBatoT. PacTBop A roToB K MPUMEHEHNIO.

A.6.3.11 CopgepxxaHue antommHns meHee 0,5 % (M/M): NPoBOAAT M3MepeHue, onmncaHHoe B A.6.3.2. ¢ NUCNONMb-
30BaHMeM pacteopa A.

A.6.3.1.2 CopepxxaHune antommHusa ot 0.50 % o 1,25 % (m/m): 20 cm* pacTBopa A NMOMELLAOT B MEPHYIO KOOy
BMECTUMOCTbIO 50 eM* 1 ¢ MOMOLLbIO BIOPETKM NPUIMBAOT 24 em* pacTBopa xenesa Ne 2 (A.3.9), a 3aTem gonmsatoT
[0 METKM BOAOI 1 MepemeLunBatoT. PacTBop b roToB K NMpYMeHeHNI0.

MpoBoaaT nsmepeHue, onncaHHoe B A.6.3.2. ¢ ncnosnb3oBaHVeM pactsopa b.

A.6.3.1.3 CogepxxaHune antommHum oT 1.25 % o 5 % (M/m): 5 cm1lpacTBopa A rnomMeLlaloT B MEPHYHO Konby
BMECTMMOCTbIO 50 cM' 1 ¢ nomoLbio 6ropeTkn npuameatoT 30 cm' pacTBopa >kenesa Ne 2 (A.3.9), a 3aTem AonMBalOT
BOAOM [0 METKM N MepemMeLunBaioT. PacTBOp B roToB K MPUMEHEHMIO.

MpoBoaAT n3mepeHuns, onncaHHble B A.6.3.2. C nCNoNb3oBaHMeEM pacTeopa B.

MpumeyaHne —B 3aBMCMMOCTM OT UCMO/L3YyeMOro npuéopa pas6asneHve pacTBopa MOXeT GbiTb 6onee
3HAYUTE/bHBIM.

A.6.3.2 CUCKTPOhOTOMETPUYECKNE U3MEPEHUS: CTABAT CNEKTPOOTOMETP aTOMHOM abcopbuum (A.4.3) nnamny
C MO/MbIM &/IIOMUHMEBBLIM KaTofoM (A.4.4) nog HanpsXeHWe Tak. YToObl K Hadasly onbiTa rapaHTMPOoBaTh UX CTabU/bHbIE
rnokKasaHus. YCTaHaBnIMBalT ANVMHY BOMHblI Ha 309,3 HM. PerynupyloT [aBfieHMe 3aKucu asota W aueTuieHa rno
XapakTepucTkam ropenku. MonyyatoT ONTUMXTbHbIV CUrHaN, UCNOMb3yS PacTBOP a/lOMUHNS N3BECTHOM KOHLEHTPa-
LM, KOTopas MeHseTCs B 3aBUCMMOCTU OT Nprobopa, f06MBasiCb MAKCUMa/IbHOWM YyBCTBUTEIbHOCTU U CTabUIbHOCTW.

MpeaBapuTenbHO CKOPPEKTUPOBaB HyNb NpM60opa N0 OTHOLUEHWIO K PacTBOPY XONOCTOrO OMbiTa peakTUBOB
rpafynpoBOYHON KprBol (A.6.4). N3MepstoT CMOCO6HOCTb MOr/IOLLEHNS aTOMHOIO N3/TyYeHMs OMNbITHOrO pacTeopa —
A.6.3.1.1, A63121nA6.3.13

CTpoAT rpagympoBoYHy0 KpuByto (A.6.4) ANna KaXaon cepyH n3mepeHunii.

MpumeyaHne —ANOMUHUIA YaCTUYHO MOHM3MPOBaH B MNaMeHW 3aKUCb asoTa-aueTueH. YXeneso aenct-
BYeT Kak 6ydiepHblii MOHW 3VpYIOLLMIA PacTBOP W, CNeAoBaTesIbHO, YCUIMBAET CUMHAT alIlOMUHUS.

OnbITbl NMOKa3anu, 4YTo NpPU SINX YCNOBUAX YCUNIEHWE ABNAETCS CTabWbHbIM A5 COAePXKaHWUs Xenesa oT 3 Ao
10 r Ha nuTp.

A.6.4 TocTpoeHWe rpasyviPOBOYHON KpPUBOIA

B BoceMb MepHbIX k016 BMecTUMOCTb0 100 cM' nomeluatoT no 50 cm' pactBopa xenesa Ne 2 (A.3.9) n no 20 cm*
pactBopa choHa (A.3.10) ana nonyveHMsa paboumx ycnoBuii aHanmsa, 3ateM 06aBNSI0T 3TaNIOHHbIN PacTBOP a/llOMUHUK
(A.3.11) B 06beMax, yKasaHHbIX B Tabnuue A.1.

10
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Ta6nuuya AN

< CofepxaHue aloOMUHUN 8 COOTBETCTBYIOLLEN HaBecke. %
OTanoHHbI pacTeop CeloTHCTCtBY loWwaun

anomMuHua 1/1.3.11), cm1l macca antoMUHUA, mi
PactBop /1. 17/100 cm’ PactBop 6. 1 7/250 cm*' PactBop B 11/1000 cm'

0* 0 0 0 0

0.50 0,5 0.05 0,125 0.50
1.00 1.0 0.010 0.25 1.00
2.00 2,0 0.020 0.50 2.00
2.50 2.5 0.025 0.625 2.50
3,00 3.0 0.030 0.75 3.00
4.00 4.0 0.040 1.00 4.00
5.00 5.0 0.050 1.25 5.00

* X0/10CTOM OMbIT PEaKTMBOB N NOCTPOEHWS IPafyNPOBOYHOMN KPUBOIA.

PacTBopbl 40NMBAIOT 40 METKM BOAOW, MepemMeLLMBatoT, a 3a4eM NMPOBOAAT U3MEePeHUs MOr/IOoWeHNss aTOMHOr0
M3NTy4eHUs1 N3 KOHTPOJIbHbIX PacTBOPOB, ONMMcaHHbIX B A.6.3.2.

CTpoAT rpagynpoBoYHY0 KPUBYHO, HAHOCA Ha 0Cb abCLIMCC MPOLEHTHOE CoAepXKaHve a4toMUHUA B theppocuiv-
LK. a Ha OCb OPAMHAT — COOTBETCTBYIOLLIME 3HAYEHWNS NOT/IOLLEHNSI aTOMHOIO U3/TyUYeHUS.

A.7 O6paboTka pe3ynbTaToB

PaccunTbiBalOT MO rpagynpoBOYHONM KPUBOWM MPOLIEHTHOE COAepXXaHWe a/loMUHUA B heppoCcUInLMK, COOTBET-
CTBYIOLLIEE M3MEePEHHOI MOraoLaloLLel cnocobHOCTH.

A.8 TMpoToKON MCMbITaHUS

[MpoToKoN A0/MKeH cofepyKarb:

- CCbIIKY Ha UCMOMb30BaHHbIV MeTog;

- pe3ynbTatbl 1 QOPMY UX BbIPKEHUS;

- 0CO6EHHOCTW, BbISIB/IEHHbIE B XOA€ ONbITa;

- onepaumn, HC NPeayCcMOTPEHHbIE HACTOALLMM CTaHAAPTOM WM paccMaTpmBaeMble Kak Heo6s3aTeNbHbIe.
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