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1. OBWWME TPEBOBAHUNA

- no FOCT 1?9?73T HAA K MeTOO3M aHanu3a u TpeboBaHUa 6€30NacHOCTU NpY BbINOJHEHWUN aHaIN308B
Pa3g. 1. (M3meHeHHas pefakums, M3m. Ne 3).

2. ®OTOMETPUUYECKWNIA METO/J OMPEAE/IEHNA CEPEBPA
21 CyuwHocTb MeTOAa

H« 06pa3”™ ! aH MHOrOKOMMOHCHTHOT® OKPaLLIEHHOT0 COeMHEHNs cepebpo-6pom-
807635 HM. KPacCHbIN‘OpPTO">CKAHTPONMH XeNnaTuH*. 3MepatoT ONTUYECKYHO MAOTHOCTb NPU A/IMHe

GpoMHOM™ ™ (1) L MelLBHOLLWX TPYIMOOOA OTiieiOT B Bajc 6pomuga cepebpa COBMECTHO C

22. AnnapaTtypa, peakTuUBbBl W pacTBOpPbI
D OTO31EKTPOKOIOPUMETP MM CNEKTPOPOTOMETP CO BCEMMW MPUHAASIEXHOCTAMU
Kncnota asoTHast no TOCT 4461, pas6aBneHHas 1:1.
Kucnota cepHaa no FOCT 4204, pasbasneHHas 1:1, 2 H. pacTBop
Kucnota conanas no MOCT 3118, 1H. pacTsop.
AMMOHNIA a30THOKUCbINA.
Ammuak BoaHbln no FOCT 3760, pasbaBneHHbIR 5

N 1 ' - Qo0 N .
Borogbuatmoii B, GBI 5 S PRI RARROP; GRS BRI pacToopnior o Law> son
AMMOHWMIA yKCcycHoKucnbin no TOCT 3117, pacteop 200 r/gm3

FOR bt W pacrBTsT 25 ¢ ol eopmin @RSt wrcnore. 2-somuan (rpwnon ) no

XKenaTuH nuwesoit no FOCT 11293, pacTBop 2,5 r/gM3; CBEXENPUTOTOBMEHHbIN.
Kanwnit opomuctbiii no FTOCT 4160, pactBop 5 r/gm3.

Hatpuit cepHucTOKUCAbIN 6e3B0AHbIN Mo FTOCT 5644,

Tannuin cepHokucnblid (1), pacteop 10 r/am3.

Bymara HAMKaTOpHas, yYHMUBepCalbHas.

cn . MpombLia”.us; FOTOSAT cnepytowm obpasom: 20 cM3 pacTBopa GPOMUCTOrO Kanma u
50 cm3 cepHoO K1CNOThl, pa3baBneHHol 1:1, NneEpeMeLLMBalOT 1 J0NMBAKOT BOAONM A0 400 cm3.

B aHHOM C/lyyae JXenaTuH SBNSETCS He CTabUN3aTOPOM, a BXOAUT B COCTaB COEAMHEHNS.
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Cepebpo asoTHokmcnoe no FOCT 1277.

PacTtBopb! cepebpa cTaHapTHbIE.

PacTBop A; roToBAT cnegytowmm obpasom: O[574 r a30THOKMCNOro cepebpa NOMeLLaloT B MepHYHo
Konby BmecTMOCTbi0 100 cM3, JONMBaOT BOAOW A0 METKM M NEpeMeLLMBatoT.

| cm3 pacTBopa cogepxuT 1 mr cepebpa.

PacTBop b; rotoBAT cregyowmm ob6pasom: 5 cm3 pactsopa A MOMeELLAT B MepPHYHO Konby BMeCTu-
mocTbio 100 cM3, 4ONMBAIOT O METKM BOAOW U MepeMeLLmBatoT.

1cm3 pactBopa cofgepxmnT 50 MKr cepebpa.

PactBop B; rotosat cnegytowmm obpasom: 10 cm3 pactBopa b nomewaloT B MEPHYHO K06y BMeCTU-
MocCTbi0 100 cm3, JONMBAKOT [0 METKM BOAOIN M MepemeLLnBaoT.

1 cM3 pacTBopa CoAepXMT 5 MKr cepebpa.

Bce pactBopbl cepebpa HEO6XOAUMO XPaHUTb B TEMHOM MeCTe.

(N3meHeHHasA pefakums, V3m. Ne 3).

23. MNpoBefeHne aHanusa

2.3.1. HaBecky maccoii 1,0 r nomeLatoT B KOHUYECKYHO KOGy BMECTUMOCTbIO0 250 CM3, MpnbasnsioT
20 cm3a30THOI KMCNOThI, pasbaBneHHon 1:1. MNocne OKOHYaHUA GYPHOI peakLny pacTBOP HarpesaloT L0
MO/IHOTO pacTBOpeHMs Meau. PacTBop oxnaxgaroT, npubasnsoT 10 cM3 CepHOl KWUCMOTbl, pa3baBieH-
Ho 1:1, N BbIMapWBalOT A0 BbIJENEHUS NApOB CEPHOW KWUCMOTbl. ECn pacTBOp OKpalleH B XKeNTbi LBeT
(opraHuka), K cofepXuMoMy B konbe J06aBAAT a30THOKWUC/bIA aMMOHWUIA (Ha KOHYMKe LUnatens) u
HarpeBatoT A0 obecuBeunBaHuna pactBopa. COAepXMMOe KONObl OXNaXAarT, CTEHKM KONGbl 0O0MbIBAlOT
5-7 cm3 BOAbl M HarpeBaHMe MPOJO/MKAOT 4O BbIAENEHMS MapoB CEPHOW KWUCAOTbl. 3Ty onepayuto
MOBTOPAOT ABa paza. OO6beM OCTaTKa CepHOW KMCMOTbI JOMKEH ObiTb 0K0M0 2 cM3. CoAepXXMMoe Konbbl
oxnaxgatoT, npubasnaoT 10 cmM3 BOAb! 1 HarpesaloT 40 KuNeHus. PacTBOp OXNaxaaloT, HepacTBOPUMbIN
0Cafl0K (PMALTPYIOT Ha MALTP CPefHeN NAOTHOCTH, MOMELLAT GUNLTPAT B CTakaH BMECTUMOCTLIO 50 cm3
(hUNbTP NPOMbIBAIOT BOAON, HeboNMblMMK nopuusMu. O6beM (UnbTPaTa U NPOMbIBHbIX BOA He LOMKEH
npesbiwars 20 cmM3,

K pactsopy npunusaloT 5 cM3 pacTBopa CepHOKWUCNOro Tanaus u npu nepemelunsaHum —5 cm3
pacTtBopa 6poMucToro kKanus. Coaep)xumoe cTakaHa B TeyeHne 30 MUH NepruoaMUecKn MepeMeLLnBaloT a
3aTeM OCTaBAAT Ha 3 u.

OcafoK 0T(hMbTPOBbIBAOT Ha MAOTHbINA (PUALTP M NPOMbIBAKOT LIECTb pa3 NMPOMbIBHONM XMUAKOCTbIO
nopumsmu no 5 cm3 Ocafok CMbIBAOT BOLON 3 CTakaH, B KOTOPOM MPOBOAWAW OCaXAeHue, A06aBAsoT
2 cm3 cepHOiA KucnoTbl, pasbaBneHHon 1:1, n ynapuBaloT 40 MOSB/EHNS NapoB CEPHONW KWCMOTbI; n106aB-
AT 1 2 Kanau asoTHOW KWCNOTbl (Ans paspylleHws 6pomMuaa U yaaneHus 6poma) U Npodo/KaoT
HarpeBaTtb j0 NOSBNEHWUS NApOB CEPHOW KWUCMOTbI.

CofiepXXMMoe CTakaHa OXnaxaatoT, 06MbIBAlOT CTEHKM 5—7 cM3 BOAbl W pacTBOp ynapusaloT [0
BblJE/NIEHNA MapoB CEPHOW KWUCNOTbl. STy OMepaLuio NMOBTOPSIOT ABaX/bI, a 3aTeM pacTBOP ynapvBatoT 40
HebonbLOro o6bema (g0 1—2 kanenb cepHO KncnoTbl). CoaepXXMMOoe CTakaHa OXaXaarT, NprubaBnaoT
10 cm3 Bogbl, 0,1 T CEPHUCTOKUCNOrO HATpUa U KUNATAT 1 MUH. PacTBop oxnaxpaaroT, 406aBnaoT 2 cm3
pacTBopa TpunoHa b, pacTBop amMmuaka, pa3baBneHHbli 1.5, BennumHa pH pactBopa fo/mkHa 6brTb 4
(pH pacTBOpa NPOBEPAIOT MO MHAMKATOPHOI Gymare). 3aTeM 406aBNAOT 2 cM3 pacTBOpPa YKCYCHOKMCIOro
aMmMoHMs (BennumHa pH pacTBopa npv 3TOM 40/KHa 6bITb 0KO/O0 6), 2 cM3pacTBopa heHaHTponMHa. 1cm3
pacTBopa XenaTuHa, 2 cM3 pacTBopa OpOMILUPOrasnoBoro KpacHoro. locne npubasBneHUs Kaxoro
peareHTa pacTBOp NepeMeLLMBatoT. PacTBOp NepeBoAAT B MEPHYIO KONBY BMECTUMOCTbIO 25 CM3, JONMBAIOT
BOLOW 0 METKY 1 NEPEMELLNBAIOT. VI3MEPSIOT ONTUYECKYIO NAOTHOCTL PACTBOPA NPU A/IMHE BONHbI 635 HM
B KIOBETE C ONTUMaNbHOMN TOMLLMUHOW Cnos.

PacTBopoM cpaBHeHMSI NpyY U3MEPEHWMM OMTUYECKOW MAOTHOCTU CMYXXWUT pacTBOp, MPOBEAEHHbIN
yepes BCe CTafuM aHanM3a, HaurMHas C 0CXKAEHUA, 1 COAEPXKaLLMil BCe peareHTbl 3a UCK/IKYeHNeM cepebpa.
Maccy cepebpa ycTaHaBMBalOT MO rpasyMpoBOYHOMY rpadinKy, NOCTPOEHHOMY, KaK yKasaHo 3 n. 2.3.2.

2.3.2. TlocTpoeHve rpafyypoBOYHOrO rpadmka

B cTakaH smectumocTbio 50 cm3 nomewwatot 0; 1,0; 2.0; 4,0; 6,0 n 8,0 cm3 cTaHgapTHoOro pacrtsopa B,
yto cootsetcTByeT 0; 5,0; 10,0; 20,0; 30,0 n 40,0 mkr cepebpa, nNpm6aBnAOT 2 CM3 CEPHON KUCAOTHI,
pasb6aBneHHoW 1:1, 1 NPOBOAAT BCE OMepaL MK, Kak ykasaHo B M. 2.3, BKIKOYasA CTaAuio OCaXAeHUs nocne
CTafin OCaXAeHUA.

Mo NoNyYeHHbIM 3HAYEHUAM ONTUYECKUX NNOTHOCTEN PacTBOPOB U COOTBETCTBYIOLLMM UM COLEpXKa-
HUAM cepebpa CTPOAT rpafyMpOBOYHbIV rpaduk.

(M3meHeHHas pegakums, M3m. Ne 1).
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3. ATOMHO-ABCOPELMOHHbLIM METO/ OMPEAENEHNA CEPEBEPA

3.1. MeToj OCHOBaH Ha pacTBOPeHMW NPobbl B a30THOW KWcnoTe ¢ f06aBneHneM CONSHOW KUCMOTbI
WAW HWUTPaTa PTYTM W M3MEpPeHUW MOT/IOLWEHNS NIMHUKM cepebpa NpyU BBELEHUM COMSHOKWCAOIO WM
a30THOKMCNOro pacTBOPOB B Nnams aueTueH-BO3ayX.

(M3veHeHHas pegakuus, 3m. Ne 3).

3.2. AnnapaTtypa, peakKTWBbl W pacTBOpPbI

CnekTpooTOMETP aTOMHO-a6COPOLMOHHBIW, BKIKOYAOLLMA Namny ¢ cepebpsHbIM NOMbIM KaTOA0M
ropenku Ans nnameHun: aueTuneH-Bo3gyx Wan nponaH-6yTaH-Bo34yX W pacnbUIMTENbHYIO CUCTEMY

Auetuned no FOCT 5457.

MponaH-6yTaH no FOCT 20448.

Komnpeccop BO3ayLUHbIN.

Boga 6uancTunnmposaHHas.

Kucnota conaHas no MOCT 3118.

Kucnota asotHas no FOCT 4461, pas6asneHHasa 1:1 un pactBop 0,1 monb/am3.

Kucnota a3oTHas, oc.4., (6e3 xnopa) no MOCT 11125.

PTyTH (3I/I) asoTHokucnaa 1-BogHas no FOCT 4520, pactBop 25 r/am3 B pacTBOpe a30THOW KWUCMOTbI
0,1 monb/gm3.

Megb, cTaHAapTHble 06pa3ubl Ans cnekTpanbHoro aHanmsa M 308 1 Ns 309 no NocpeecTpy j\? 217,
cofepxawme 25,5-H0-4 n 18,6-K0-4 % cepebpa, COOTBETCTBEHHO. MOXHO MPUMEHATb 3MEKTPOSIUTHYHO
Mefib C YCTaHOB/IEHHbIM COfiepXKaHuem cepebpa.

Pacteop megu 100 r/am3: 10,0 r cTaHAapTHOro o6pasua Ne 308 unm N? 309 pacTBOpSItOT MpW Harpe-
BaHUM B 70 CM a30THOW KMCNOTbI, pa3baBneHHoN 1:1, v pacTBOP ynapuBaloT A/ YAaleHUs OCHOBHOM
Macchl KUCNOTbI. 3aTeM nNpun6asnatoT 10 cM3BOAbI M HArpeBatoT [0 PaCTBOPEHUS CoJeld. PacTBOp oxnaxaatoT
1 Npn6asnsaT 16 cM3 CONAHON KUCNOTLI. PacTBOpP NepeBoAsaT B MEpHYH0 KONy BmecTUMOCTbio 100 cm3
[JONMBAIOT O METKM BOJOWA M MepemMeLuBaroT.

Y- QMBP40™ ? 3 meau cofepXuT: 25,5 MKr cepebpa nNpu NCNOAb30BaHWUM CTaHAAPTHOro o6pasua Mean
308 1 18,6 mKr cepebpa npv UCNOMb30BaHWM CTaHAapTHOro obpasua Ne 309.

Cepebpo no MOCT 6836.

PacTBopbl cepebpa cTaHAapTHbIE.

PactBop A; rotoeaT cnegytowmm obpasom: 0,1 r cepebpa pacTBopsAT B 5 cM3 a30THOW KUC/IOTbI
0C060/ YWNCTOTbI, PacTBOP MNEPEBOAAT B MePHYK Konby BMEeCTUMOCTbIO 1 AM3, AONMBAIOT A0 METKM
6MANCTUANNPOBaHHON BOAOW M NepemelLMBatOT. PacTBOP XpaHAT B TEMHOM MeCTe.

Takoi e pacTBOpP MOXET 6bITb NPUrOTOBMIEH Crefytowmm obpasom: 0,1 r cepebpa pacTBOPSAIOT B
25 cM pacTBOpa a3oTHON KucnoTel (2:1), fo6aBnsaT 5 cM3 pacTBopa HUTpaTa PTYTM U HarpeBaroT fo
yfaneHus OKCUAOB a30Ta. PacTBOp OXNaXAatoT, MOMELLAOT B MepHYH0 Koniby BMecTuMOCTbio 1000 cm3,
pa3baBnAloT 40 METKM GMANCTUANMPOBAHHON BOAOW U MepeMeLlMBatoT. PacTBOp XpaHAT B TEMHOM MecTe!

1 cm3 pacTBopa cogepxut 0,1 Mr cepebpa.

PactBop B; rotoBsT cnegyrowmm obpasom: 10 cm3 pactBopa A NoMeLLaoT B MEPHYHO KOGy BMeCTU-
mMocTbio 100 cM3, 4ONMBAIOT 40 METKM BUANCTUNNMPOBAHHON BOLOM M MepeMeLLnBaloT. PacTBOp XpaHAT He
6onee 5 u.

Takoi )Ke pacT30p MOXET ObITb MPUrOTOBAEH creaytowymM obpasom: 10 cm3 pacTeopa A nomeLLaroT
B MEpHYH0 Konby BMecTMmMocTbio 1000 cm3, mpunuBatoT 5 cm3 pacTBopa HuTpata ptym 1 10 cm3 pacTeopa
a30THON KucnoTol (1:1), pa3baBnsaOT 40 METKM BMANCTUANMPOBAHHON BOAO M NepeMeLLunBatoT.

1cm3pacTBopa cogepxut 0,01 Mr cepebpa.

(N3meHeHHas pegakums, M3m. Ne 3).

33. NMpoBefeHne aHanusa

3.3.1. HaBecky megn maccoit 1,0 r pacTBOpsAlT mpu HarpeBaHun B 10 cM3 a30THOM KWCNOTHI,
pa3oaBneHHoOl 1:1, n pacTBOp YNapuBatoT 40 BNXHbIX conei. 3ateM npubasnaoT 10cm3BoAbl U HarpeBatoT
[0 pacTBopeHus coneid. PacTBop oxnaxgatoT 1 npubasnaoT 16 cmM3coNsHON KMCNOTbl. PacTBOp NepeBoAsAT
B MEPHY0 K016y BMeCTMMOCTbIO 100 CM3, 40/11BAIOT A0 METKW W MepemMeLlnBatoT. MonyyYeHHbIn pacTBop
Meau pacnbiifoT B NnaMs aTOMHO-a6CopOLMOHHOr0 CrnekTpooTOMeTpa M M3MepsaloT abcopbuuio B
naameHu nNpv 4nnHe BosHbl 328,1 HM.

O[HOBPEMEHHO MPOBOAAT KOHTPO/bHBIA ONbIT CO BCEMU NPUMEHAEMbIMW peakTuBamu. BennumHy
ONTUYECKOW MOTHOCTY PacTBOpPa KOHTPONLHOIO OMbITa BbIYMTAIOT U3 BEIMUMHBI ONTUYECKO NNOTHOCTY
aHaM3npyemoro pactsopa.

Maccy cepebpa B pacTBOpe YCTaHaBAMBAKOT MO rPajynpoBOYHOMY rpaquKky.
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JonyckaeTcs fna onpefieneHns MaccoBoii 4onn cepebpa MCMonb30BaTb METOZ 406aBOK.

(N3meHeHHas pegakuums, MN3m. N° 1, 3).

3.3.1a. HaBecky mefn maccoil 1,0 r nomeLlaroT a cTakaH BMectumocTbio 100 cm3, npunmeatoT 10 cm3
a30THOM KuUcnoThl, pasbaeneHHoi 1.1, n 2 cmM3 pacTBopa HWTpaTa pTyTW. HarpesatoT [0 PacTBOPeHUs
HaBeCKW. PacTBOp 3aTeM OXNaXJatoT, MOMELLAOT B MEPHYI0 KONby BMecTUMOCTbio 100 cm3, pasbasnaioT
BOZOM 10 METKW U NepemMeLLvBatoT.

3MepsoT NornoweHne NuHUM cepebpa B NaaMeHW aleTuneH-Bo3gyX nNpu AavHe BOMHbI 328,1 HM
OJHOBPEMEHHO C PaCTBOPaMM KOHTPO/ILHOIO OMbITa W 418 NOCTPOEHNS TPafyMpPOBOYHOIO rpadmka.

JonyckaeTcs OfHOBpPEMEHHOE OMnpefeneHne B aHanM3Mpyemom pactsope LuHka (o1 00005 fo
0.006 %), Hukensa (ot 0,1 go 0,5 %), ceuHUa (o1 0,005 go 0,06 %) un xenesza (o1 0,01 go 0 06 %)

(BBegeH fononHuTeNsbHO, 3m. Ne 3)

3.3.2. TlocTpoeHue rpagyypoBOYHOro rpagmka

B MepHble Konbbl BMecTUMOocTbio 100 cm3nomewyatoT 0; 1,0; 2,0; 3,0 1 4,0 cM3cTaH4apTHOMO pacTeopa
cepebpa b, no 10 cmj a30THOKUCNON Mefun, MO 16 CM3CONAHON KWUCNOTbl, AONMBAIOT BOAOW [0 METKM U
nepeMeLIVBatoT. [JonycKaeTcs MpUroTOB/eHMe PacTBOPOB CrefylowyM 06pa3om. B MepHble Konibbl BMeC-
TuMocTblo 100 cm} nomewatoT no 10 cM3 a30THOM KWCNOThI, pa3baBneHHon 1:1, u no 2 cm3 pacTBopa
HUTpaTa pTyTW. 3aTtem B KONObI nNpunusatoT nocnegosarensHo 0; 1,0; 2,0; 3,0; 4,0 n 5,0 cm3 cTaHAapTHOrO
pactBopa b, pa36aBnaloT BOAON JO METKM U MepemeLLnBatoT.

MonyyeHHble pacTBopbl cogepxxat 19, 29, 39, 49 n 59 mkr cepebpa Npy MCMOMb30BaHMUM pacTBOpa
Meau, MpPUroTOBNEHHOrO M3 CTaHAapTHoro o6pasua Nb 309, unu 26, 36, 46, 56 n 66 MKr cepebpa npu
MCMONb30BaHUM pacTBOpa Meau, NPUroTOBNEHHOMO M3 CTaH4apTHOro obpasua N° 308.

[anee npoBoAAT aHanm3, Kak ykasaHo B . 3.3.

MpuroToBneHHbIe PacTBOPbI (HOTOMETPMPYIOT Ha aTOMHO-abCcopOUMOHHOM cnekTpodoTomeTpe [Mo
NONYYEHHbIM 3HAYeHWAM OMTUYECKMX MNIOTHOCTel PacTBOPOB WM COOTBETCTBYIOLLMM WM COAEPXaHWsM
cepebpa CTPOAT rpagyvnpoBOYHbIN rpaduK.

(M3meHeHHas pepakums, M3m. Ne 3).

4. OBPABOTKA PE3YJIbTATOB

4.1 Maccosyto fonto cepebpa (/T) B npoueHTax npu poTOMETPUYECKOM M aTOMHO-a6CopOLMOHHOM
onpeseneHun BbIYMCAAKOT MO thopmMyne

~ T 10000
roe T{— macca cepebpa, HaliieHHas No rpagynpoBOYHOMY FpaduKy, MKr;
T — Macca HaBeCKn megu, T.

42 PaCXOX/JEHMA Pe3yNbTaToB ABYX MapannenbHbiX ONpefengHialyy anatnsos He AOMKHBI
npeBbILLaTh 3HAYeHNIA, NPUBeAEHHBIX B TabuLe.

AGCOMHOTHOE [J0MYCKAEMOE PaCcXOXeHve. %. pesy/bTaToB
Maccosas fons cepebpa Aony P A Pesy

napannenbHbIX Ol-lpe,qeﬂeHVlﬁ aHann3oB
OT 0.0010 go 0,0025 Bk/tOMY. 0.0003 0,0004
Ca. 0,0025 * 0.0050 . 0.0005 0.0c07

(N3meHeHHas pegakums, M3m. Na 3).

MeTo,q4'3' Mpn pasHornacusix B OLEHKe MaccoBOW [0/M cepebpa MPMMEHAT aTOMHO-a6CoOPOLMOHHBINA

(BBezieH fononHutensHo, M3m. Ne 3).
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