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HacTosiumii cTaHAapT pacnpocTpaHsieTcsi Ha MapraHuesbie pyfbl,
KOHLIEHTpaTbl H arnomepaTbl H yCTaHaBNMBaeT (JOTOMETPUYECKU Me-
To4 onpefeneHns HUKens npu maccoeoit gone ot 0.01 go 1% wu ato-
MHO0-abCOpPOLUMOHHbLI MeToA npu MaccoBol gone ot 0,005 go | %. a
TaKXXe MeToAbl OMpeAeneHns HUKeNs Mo MeXAyHapo4HOMY CTaHAapTy
MCO 315—84 (cM. NpuaoXeHue),

I OBWWE TPEBEOBAHUA

11 O6uwwme TpeboBaHMA K MeTogam aHanm3a - no FOCT 227720.

1.2. Ot60p npo6 — no MOCT 16598.0.

1.3. TorpewHocTb pesynbTaTa aHanu3a (Npy AOBEPUTE/IbHOW Bepo-
ATHOCTM /> 0,95) HC npeBbIcUT npegena [, ecnu:

pacxoxzeHne Mexay pesynbTatamu AByX (Tpex) —napansenbHbIX
onpegenexdunii (npm <,/CI,OBepVITerIbHOI/I BeposiTHocTM />=0,95) He npeBbI-
LWaeT 3HaveHusa (<),

BOCNPOM3BEEHHOE B CTaHAapTHOM o06pasue 3HayeHue MaccoBOM
[0 3anemMeHTa He OT/IMYaeTCs OT aTTeCTOBAHHOrO 60siee YemM Ha fony-
cTumoe (Npu JoBepuTenbHOW BeposTHocT $A=0,85) 3HaueHue 6;

pacxoXpeHve MexAay ABYMSA pe3ynbTaTaMu OAHOW Mpo6bl, Mosy-
UEHHbIMU B Pa3HbIX YCNOBMAX (Pa3HbIMW  UCMONHUTENAMW, B pasHoe
BpeMSs), He MpeBbllaeT 3HavyeHus d* (Npu JOBEPUTENbHON BEPOSTHO-
ctm />-0,95).

Ecnu pesynbTaTbl aHanv3a HC OTBEYalOT yKa3aHHbIM TpeboBaHWAM,
onpefefieHne MoBTOPAIOT.

Ecnv npu NOBTOPHOM oOnpefiefieHnn XoTs Obl  O4HO W3 YKas3aHHbIX
PacxoXfeHnid MpeBbICUT [OMYCKaeMyto BefIMUMHY, pesynbTaTbl aBanu-

M,A""* oduymnansHoe Mepeneyatka BocnpeLleHa
<© W3patenscTBo cTaHgaptos, 1990
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c. 2 TOCT 22772.8—90

3a MPU3HAIOT HEBEPHbIMMW, W3MEPEHUS MpPeKpallalT A0 BbISIBNEHUS W
YCTPaHeHWs1 MPUYMH, BbI3BABLUMX HapyLUEHWE HOPManbHOr0 Xo4a aHa-
nn3a.

2 ®OTOMETPUYE.CKU METOZ

2.1. MeTof OCHOBaH Ha peakLuy B3aMMOAENCTBUS MOHOB HUKENs ¢
OVMETUNTIMOKCMMOM B LienoyHoi cpege (pH 10—11) B npucyTCTBUM
OKWCNTENS C 06pa3oBaHWeM KOMIMIEKCHOTO COEAMHEHWs, OKPaLeHHO-
r0 B KOPWYHEBO-KPACHbIA LBET, W MOCNEAYIOWEM W3MepeHun OnTuye-
CKOI MNOTHOCTW pacTBOpa Mpu A/fMHe BOMHbI 460—470 HM.

BnvsHue >xkenesa YCTPaHAT CBSA3bIBAHWEM €ro B PacTBOPUMbIN
KOMM/EKC SIMMOHHOW WM BUHHOW KWCNOTOW. MapraHel, oTAensoT B BU-
ne qzsgowlcm mapraHua.

2. Annapartypa, peakTusbl ¥ pacTBOPbI

CnekTpooTOMETP WM (HOTOINEKTPOKASIOPUMETP.

Meub MydenbHas Cc TepMoperynaTopoM, obecrneyvsatowas Temne-
patypy Harpesa He meHee 700ICT.

Turnm nnatuHosble no NOCT 6563.

AMMOHWA-HVKenb  (11) cepHOKMCAbIA 6-BogHbIM no TOCT 4464.

Hwukenb no FOCT 849.

Kanuii nHpocepHOKHCAbIA no TOCT 7172,

Kanwnin 6pomunctbiin no FOCT 4160.

Kanwnit 6pomHoBaTokucnbiin no FTOCT 4457.

Kucnota consHas no FOCT 3118 n pasbaBneHHas 1:4.

Kucnota asotHaa no MOCT 4461.

Kucnota cepHaa no MOCT 4204 w pasbasneHHas 1:1, 1:4 n 1:20.

Kucnota dpropnctoBogopogHas no FOCT 10184,

Kucnota numoHHas 6e3BogHas no MOCT 3652. pactBop 200 r/gm3

Kuncnota BuHHas no FOCT 5817, pacteop 200 r/gm3.

Ammunak BogHblii mo MOCT 3760, nnotHocteto 0,91 r/cm3 pasbas-
NeHHbH 11

Bpomug 6pomaTHbIii pacTBop: 39 r 6pommucToro Kanmsa u 10 r 6pom-
HOBATOKWC/IOrO Kanus pacTBOPSAIOT B BOJE, NEPEBOAAT B MEPHYHO Konby
BMECTUMOCTbIO 1 /M3, 0BOAAT BOAOW [0 METKMN 1 NepemMeLLnBaloT.

AMMOHUIA  HaacepHokucabii no TOCT 20478, pacteop 30 r/am3;
pacTBOp roToBAT nepes NMpUMeHeHNeM.

Hatpusa rugpookmnck Ho TOCT 4328, pacteop 50 r/gm3 xpansT B
noaM3TUIEHOBON MoCy/ae.

CnupT 3TUNOBbIV PEKTUDMKOBAHHBLIA TexHuyecknii no TOCT 18300.

OumeTtHarnnokemm no MOCT 5828, cnmptoBoii  pacteop 10 r/gm3
unn wenoyHoin pacteop 10 r/gm3 (1 r AMMETUNTVOKEHMa pacTBOpS-
toT B VKO cm3 pacTBopa rmgpookmcn Hatpus 50 r/gm3); wWenovHon pa-
CTBOP FOTOBAT Mepes NPYMEHeHVEM.

Bogopoga nepekuch no MOCT 10929, pacTBop C MaccoBoii fonei
30%.
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FOCT 22772.8-90 C. 3

CTaHfapTHble pacTBOPbI HUKeNA.

PacTBop A; roToBAT O4HWM U3 MPUBEAEHHLIX HUXE CMOCO6OB:

cnoco6 | — 1,0000 r HAKens MOMELLAOT B CTakaH BMECTMMOC-
Tbto 250 cM3 cMauvBalT BOAOW, NpubasnsioT 20 cM* CMECK COJNIIHON ©
a30THOWM KUCNOT B COOTHOLWEHUM 3:1. PacTBOp KMNATAT A0 Npekpatie-
HMS BbILENEHMS OKWC/OB a30Ta, NepeBOAAT B MEPHYH KOnby BMecTu-
MocTbto 1000 cm3 fOBOAAT BOAON A0 METKM U MepemMeluunBatoT,’

1 cm3 pacteopa A cofepxut 0,001 r HuKens.

cnoco6 2 —6,7300 r aMMOHUSA-HUKENS CEPHOKMCOr0 pacTBOpS-
10T B BOfie C Ao6aBneHnemM 2 cM3 CepHO KUCNOTbl B MEpHOI Konbe BMe-
cTMocCTbio 1000 cMa, 4OBOAST BOLON A0 METKM U MepeMeLLMBatoT.

MaccoByl0 KOHLEHTpaLMio NOMYYEHHOro pacTBopa YCTaHaB/MBaOT
cnegyroLmMM 06pas3om; annkBoTy pacTtBopa 50 cM3 NomeLatoT B CTakaH
BMecTUMOCTbI0 300 cMma npubasnaoT 50—100 cm3 BoAb!, NepemeLlmnBa-
10T, HarpesatoT fo 70 °C, npunmsatoT 15 cM3 CNUPTOBOro pacTsopa AH-
bIETHAT/IMOKCUMA U aMMUaK [0 NosiBneHust cnaboro 3anaxa. PacTteop ¢
ocaflkoM ocTasnaT Ha 20—30 MuH npyu 50—60 °C, 3aTeM OTPUNLTPO-
BbIBAlOT 0Caf0K Ha NpPeABapuTeNbHO B3BELLEHHbIA CTEKAAHHbLIA (UIbTp
J\& 3, NpOMbIBalOT TEM/ION BOAON, BbICYLUMBAKOT A0 MOCTOSIHHOM Macchbl
npu Temnepatype HO5°C 1 nocne oxnaxneHWs B 3KCMKaTOpe B3BeLUM-
BalOT.

MaccoBylo KOHLEHTpauuio (c) CTaHAapTHOro pactsopa B rpammax
HUKens Ha 1cM3BblUMCNAIT No popmyne

/n-0,2012-50
------------- w — >

rge T — macca ocafka AUMETUITIMOKCMMATa HUKENS, T;
0,2032 — KO3(h(ULMEHT MepecyeTa AUMETUNTINOKCUMATA HUKENs Ha
HUKeNb.
PactBop B. 10 cm3 pacTBopa A nepeHOcAT B MepHY0 Kooy BMeCTu-
mocTbto 1000 cMB 0BOAAT BOAON O METKM M NEPEMELLMBALOT.
1 cm3pacTtBopa b cogepxuTt 0,00001 r HUKens.
PacTBop rotoBAT nepej NpYMeHeHNEM.

2.3. TpoBegeHve aHanm3a

2.3.1 Macca HaBeCcKu ¥ aIMKBOTHAs 4acTb aHaIn3Mpyemoro pact-
BOpa B 3aBWCMMOCTW OT COAEPXXaHUS HUKEeNA YKasaHbl H Tabn.

HaBecky corfacHo Ta6n. 1 nomewaloT B CTakaH BMECTUMOCTbLHO
300—400 cm3 pacTtBopsitoT B 30 cM3 cepHOi KMCMOTbl, pa3baBneHHON
1:4, npy HarpeBaHuW, [06aBNAIOT MO KanasM pacTBOP MEPEKMCU BOLO-
poja 40 MOMAHOrO pasfoXeHWs HaBecKW, 3aTeM BbIMapuBalT pacTBOp
[0 TMOSABNEHUS MapOB CEPHOr0 aHrugpvga, oxnaxpaawT, pa3dbaBnaloT
BOAO/ A0 50 CM3 1 OT(UNLTPOBBLIBAKOT HEPACTBOPUMbI  OCTATOK Ha
(OVMNbTP CpPeAHein MNOTHOCTU, YMIOTHEHHbIA He6GONMbLUMM  KONMYECTBOM
DUNbTPOBYMaXKHOA Maccbl. ®UALTP C OCTaTKOM MPOMbIBalOT 6—8 pas3
ropsyeii Bogo. duabTpaT COXpaHsAT B KayeCTBe OCHOBHOIO pacTBopa.
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C. 4 TOCT 22772 8—90

Ta6nuuya |

Pas$mn«HMe-.  OC\«M «l*cg 1 -

MKco»*> [T VBKQIA = WS - o S G
Ot 0.01 go 0.05 BKUCH 1 too 20
Cs, 0.05 » 0.1 » 1 250 20
*0.1 » 0,25 » ] 250 10
» 0.25 » 05 » 0.5 250 10
» 05 » 1 » 0.5 250 5

2.3.2. dnunbTp C OCTaTKOM MOMELLAT B MAATUHOBLIA TUreNb, Bbl-
CYLUMBAIOT, 030/1410T ¥ NpokanusatoT npu 600—700 °C. Turens oxnax-
[aloT, CMauyMBalOT OCTATOK HECKONbKUMU KanasgMu BOAbl, NpUInsaloT
2—4 Kannu cepHoi KucnoTel, pas6asneHHol 1:1, n 5—7 cm3 dropuc-
TOBOZAOPOAHON KWUCMOTbI, BbINApMBAIOT AOCYXa H MPOKaNNBalT 0CTaToK
npu 500—600 °C 40 MONHOro yjaneHus napoB CepHOro aHruapuaa.
OxnaxpalT Turenb, A06aBNAOT 2—3 I NUPOCEPHOKHCIONO Kanus |
cnnasnaoT npu 650—700 °C. MnaB  BblWwenayunBaoT B 20 cM3 cepHoi
KucnoTbl, pasbaBneHHol 1:20. V3BnekatoT TUrenb U3 cTakaHa, 0OMbl-
BAlOT €ro BOAOW. onyuyeHHbI pacTBOP MPUCOEAUHAIOT X OCHOBHOMY
pacTeopy.

MpumeyaHune. Ecnn n3BecTHO, YTO Mpo6a He COAEPXMT  HepacTBOPUMbI»
COEp,MHeHMIZ HUKeNdA, TO yKasaHHYH onepauunio onyckarT.

2.3.3. K pactBopy, nonyyeHHomy no n. 2.3.1 wm 2.3.2, 06beMOM
150 cm* npubaBnaoT | r GPOMHOBATOKHENOr0 Kanus, HarpesatoT [0
KUMEHWUS U KUMATAT 5 MUH, 3aTeM (UILTPYIOT PacTBop 4epes (hubTp
cpeAHem MNOTHOCTM WM NPOMbIBAKT (UALTP ¢ ocagkom 8—10 pa3 rops-
yeil Bogoil. ®PuNLTP C OCaAKOM OTOpackiBalT. PacTBOp BbiMapyBaloT
A0 NOSHOTO yJaneHWs NapoB CEpHOrO aHrUAPUAR, oxnaxgatot, 4o6as-
naoT 10 cM3 conAHOl KncnoTel, 40 M3 BOfbI, HarpesaloT [j0 pacTBope-
HUS coneld, NepenuBaloT B MEepHY0 KON6y BMECTUMOCTbIO B COOTBETCT-
BUM € Tabn. 1, AOBOAAT BOAOW 40 METKW W MepPeMeLLMBatOT.

13 nonyyeHHOro pactsopa B MepHble KOn6bl BMECTUMOCTbIO MO
100 cm3 oT6MpatoT NO ABE AUKBOTHBIX  4acTM B COOTBETCTBAM C
Tabn. 1 v oKpalmMBaOT PacTBOpP MO OAHOMY W3 YKAa3aHHbIX HWKe Cro-
co60B:

cnocob6 | — K ofHOli aIMKBOTHOW 4acTu npuaneatoT 20 cvM™
pacTBopa SIMMOHHON KUCNOTbl, 5 CM* CONAAHON KUCNOTbl, pa3baBieHHOM
1:4, 5 cm3 pacTBopa 6pomugbpomata Kanus, 25 cM3 aMMuaka, paszbas-
nenHoro 1:1, n 10 cm1 cnupToBOrOo pactsopa AuMMeTUArIMokcuMa. Ko
BTOPOI annKBoTe [06aBNAIOT Te XKe peakTMBbl, KPOMe pacTBopa AvMme-
TUNTMOKCUMA (DOHOBBIN pacreop);

cnocob 2 — K OfHOW anMKBOTHOM YacTu mpuameatoT 10 cm8 pa-
CTBOpPa BWHHOW KucnoTbl, 40 cM* pacTBOpa  IMAPOOKUCU  HATPMS,
10 cm3 pacTBopa HaAcepHOKMCNoro ammoHus M 10 cM* wwenoyHoro pa-
CTBOpa AMMETWUArINOKCHMA. KO BTOPOM aNMKBOTHON Ya<ITH BMECTO pa-

4



FOCT 22772.8-"90 C. 5

CTBOpa AWMETUArNHOKCUMa npunmsaroT 10 cm4 pacTBopa ruapooKucu
«aTpusa (GoHOBbI pacTBOp).

Mocne fobaBneHns KaXAoro peaktusa pacTBoOp TLLATE/IbHO Nepe-
MeLUMBatoT, yepe3 10—15 MUH A0OBOAAT BOAOW [O METKM M CHOBa ne-
pemelunBatOT. M3MepsatoT ONTUYECKYtO MIOTHOCTb Ha ChekTpooToMe-
Tpe WM (OTO3NEKTPOKONOPUMETPE MPU MaKCHMyMe CBETOMPOMYCKa-
Hua 460—470 HM B COOTBETCTBYHOLLEW KioBeTe. B kauecTBe pacTBopa
CpaBHEeHWs MCNOMb3YHT (POHOBLIN PacTBOp.

2.3.4. lna BHeCeHUs MOMpaBKW Ha COAEPXaHWe HWKens B peakTu-
Bax 4yepe3 BCe CTafuW aHanM3a NPOBOAAT KOHTPO/bHbI OMbIT.

Mo BennyvMHe ONTWUYECKOW MAOTHOCTW aHaNM3UPYeMOro pactsopa 3a
BbI4ETOM OMTWYECKOW NNOTHOCTM PacTBOpa KOHTPOSIbHOTO OMblTa Haxo-
OAT Maccy HUKens no rpagyvmpoBOYHOMY FpaduKy.

2.35. Ana nocTpoeHWs rpagyupoBOYHOro rpauka B LUECTb U3 ce-
MM Kon6 BMectumocTbio no 100 cm5 nomewatot 1,0; 2,0; 4,0; 6,0; 8,0;
10,0 cm3cTaHgapTHOro pacrtsopa Hukensa b, 4to cootseTcTByeT 0,00001;
0,00002; 0,00004; 0,00006; 0,00008; 0,00010 r HuKens.

Bo Bce Konbbl f06aBnatoT no 20 cM3 pacTBOpPa SIMMOHHOW KWCNOTbI
(nepsbIit crnocob okpalwmBaHWsa) uav no 10 cm3 pacTeBopa BWHHOM KWC-
noTbl (BTOPOM CNOCO6 OKpaliMBaHWA) U ganee MocTynakT B COOTBETCT-
BUM C BblOpaHHbIM CMOCOOOM OKpalluMBaHWA, Kak ykKasaHo B M. 2.3.3.

B KayecTBe pacTBOpa CpaBHEHWS WCMOMb3YIOT BOAY. PacTBop cefb-
MOV KOonbbl, He cofepalmii CTaHAAPTHOrO pacTBOpa HUKeNs, CAYXWUT
pacTBOPOM KOHTPOJ/ILHOrO OMbITa ANS rpajyupoBOYHOIO rpaduka.

MO0 NonyyYeHHbIM 3HAYeHUSM OMTUYECKOW MIOTHOCTW pacTeopa /1
rpafyMpoBOYHOro rpamka 3a BblYETOM OMTUYECKOW MIOTHOCTU PacT-
BOpa KOHTPOJIbHOIO OMbITA W COOTBETCTBYIOLMM UM COLEPXaHUAM HU-
Kena CTPOAT rpafyvpoBOYHbIA rpadiuk.

2.4. O6paboTKa pe3ynbTaToB

2.4.1. Maccosyto fono Hukens (A'M ) B NpOLEHTax BbIYACASAKOT MO
hopmyne

~~~ ml0o0,

rae M — Macca HUKeNs B aHaIM3MPyeMOM pacTBOpe, HalifeHHas Ho
rpagyvipoBOYHOMY rpaduky, T;

T — Macca HaBeCKW, COOTBETCTBYHOLLAA AIMKBOTHOW YaCTW aHa-
Nnn3npyemoro pacteopa, T,
K — KOSCD(*)MU'VIGHT nepecyeta cojepXaHua HWUKeNA Ha cojep-
XaHue ero B Cyxom martepuane, BbIYNC/NEHHBIA HO cbopmyne
b, 100
n’ o-1rrr ’
roe Vr — maccoBas [ons FVII'pOCKOI'IVILIeCKOVI Bnarn B aHanusunpye-

Moi1 npobe, onpegensemas no FOCT 22772.1, %.
2.4.2. HOpMbl TOYHOCTV W HOPMaTMBbLI KOHTPOSIA TOYHOCTW OrMpefe-
NEHNA HUKeNs ykasaHbl B Tabn. 2.
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Y*0.0Wa wnn 1MKCI* A n, d. 6
OT 0,006 go 0.01 3knwou. 0.0021 0.0030 0.0025 0.0030 0,0016
cun- 001 » 0.02 » 0.004 0.005 0.004 0.005 0.003
» 0.02 * 0.05 > 0.006 0.007 0,003 0.007 0.004
>0.05 » 01 > 0.003 0,010 0.003 0.010 0,005
>01 » 02 * 0.016 0.020 0,017 0,020 0.010
» 02 » 05 » 0.024 0.030 0.025 0.030 0.016

>05 » 10 » 0.03 0.04 0.03 0.04 0.02

3. ATOMHO ABCOPBLUVIOHHbLIA METOS

3.1. MeTof OCHOBaH Ha W3MepeHWW aTOMHOrO MOT/IOWEHNs HUKens
B MnameHV BO3AyX—aueTuieH npu gnvHe BofHbl 232,0 unm 3415 Hw.
Mpoby pa3naratoT pacTBOPEHWEM B CONMSHOM  KUCMIOTE C OKUCIEHUEM
a30THOW KMCMOTOW W nocnegytolyM [OM/aaBleHMeM  HepacTBOPUMOrO
0CTaTKa C YrneKUC/bIM HaTpreM.

3.2. Annapatypa, peakTuBbl U PacTBopbI

CneKTpohoTOMETP aTOMHO-a6COPOLMOHHbLIA C UCTOYHMKOM U3NyYe-
HUA 419 HUKeNs.

Meyb mydenbHas C TEPMOPErynsaTopomM, obecneuymBarowlas Temme-
patypy Harpesa He meHee 1000 °C.

Turnn nnatmHosble no FOCT 6563.

AMMOHWiA-HVKenb (11) cepHokucnblli 6-BogHbI Mo TOCT 4464,

Huikens no FOCT 849.

MapraHew, meTannmyeckuii no FTOCT 6008.

Hatpwuii yrnekucnblii 6e3804HbIn no FOCT 83.

ALETUNEH PaCTBOPEHHbIA W ra3oobpasHblii TexHuyecknini no MOCT
5457.

Kucnota conaHasa no MOCT 3118 u pas6aBneHHas 1:4 n 1:50.

Kucnota a3otHasa no MOCT 4461.

Kucnota cepHas no MOCT 4204 n pa3baeneHHasa 1.1

Kucnota dropuctoBogopogHas no TOCT 10484.

doHoBbIN pacTBOp A: 20 I MapraHua MOMeLIalT B CTakaH BMECTM-
MocTbto 500 cM3 1 pacTBOPAKOT NpW HarpeBaHuu B 150 cM*  consiHol
K1cnoTel, pasbasneHHol 1:4. PacTBop oxnaxpaatoT, pa3baBnsioT BoAoi
o | aM3 ¥ nepemeLLnBaloT.

®oHoBbIN pacTBOp Bb: 20 r mapraHua MoMewalT B CTakaH BMECTU-
MocTbto 500 cM3 M pacTBOPSAKT Npy  HarpeBaHun B 150 cM3 consiHON
KNCNoTbl, pasbaBneHHoi 1:4. No06aBnAT 40 I YrieKUcnoro Hatpus,
npesBapuTeNbHO PacTBOPEHHOro B Bofe. PacTBop oxnaxpjatoT, pa3bas-
NS0T BOAOW A0 | AM3 H NepemMeLLMBaloT.

CraHfapTHble pacTBOPbl HUKENS.
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PacTsop A; roToBAT OAHUM W3 YKa3aHHbIX HVXe Croco6os:

cnoco6 1—1,0000 r HUKeNs MOMELLAIOT B CTaKaH BMECTUMOCTLHO
250 cm3 cmaumBatoT BOAOM, NpnbaBnsatoT 20 cM3cmecy COMSHOM M a3oT-
HOW KMCNOT B COOTHOWeHMK 3:1. PacTBOp KUMATAT O MpeKpalieHns
Bblfle/IeHNs1 OKMC/OB a30Ta, MepeBOAAT B MEPHYO KONBY BMECTUMOCTbIO
1000 cm3 [OBOAAT BOAOA A0 METKW U NEPEMELLMBAIOT.

1 cm3 pacTtBopa A cogepxut 0,001 r HuKens;,

cnoco6 2—6.7300 I aMMOHWSA-HHKENA CEPHOKMC/IONO PacTBOPAOT
B BOAe C fo6aBneHMemM 2 CM3 CEpHOI KWUCMOTbI B MEPHOI Konbe BMeCTU-
mocTbto 1000 cm, LOBOAAT BOAOW [0 METKM U MEPEMELLMBAIOT.

MaccoByo KOHLEHTpaLmio MoJslydeHHOro pactsopa yCTaHaBMBaloT,
KaK yKasaHo B n. 2.1.

PactBop B. 10 cm3 pacTBopa A NOMeLLaT B MepHyH Konby BMmec-
TUMOCTbIO 200 cmj, JOBOAAT BOLOW O METKM U MEPEMELLIMBAIOT.

1cm3 pactBopa b cogepxut 0,00005 r HUKens.

3.3. MposegeHne aHanusa

3.3.1. HaBecky maccoii 1 r mnomMewalT B CTakaH BMECTUMOCTbIO
300—400 cm3 cmaumBalOT BOAOA M pPacTBOPAIOT NpW  HarpeBaHWM B
10 cm1 consHoOW KucnoTbl. IMocne pasnoXKeHUs HaBeCKM NpuavMBaroT
1 cM3 a30THOW KMCNOTbI, KANATAT 40 YA&IE€HUS OKUC/OB a30Ta, 3aTem
npununeatoT 30—40 cm3 ropsyein Bogbl M (UALTPYHOT pPacTBOp uepes
$Vll1blp cpefHell NAOTHOCTW, YM/IOTHEHHbIV HEBO/bLUMM  KONMYECTBOM

UNbTPO-0YMaXKHOI Maccbl. MpoMbIBatOT QUALTP C OCTaTKOM 5—6 pa3

ropsyeii CONsHOM KWCNOTON, pasbaBneHHol 1:50, 3atem 7—8 pa3 ro-
psaueii BOAON. ®UNbLTPAT COXPaHAT B KayecTBe OCHOBHOrO pacTBopa.

®unbTp ¢ 0CTAaTKOM MOMELLAIOT B MAATUHOBLIV TUreNb, BbICYLUWBA-
0T, 030M14I0T M npokanusaloT npy 600—700 °C. Turenb oxnaxaaror,
CMayMBaloT OCTaTOK HECKO/bKUMW Kannsmu  BOAbl, fobasnswot 2—4
Kanniu CepHol KWCnoThl, pasbaBneHHoin 1:1, n 5—7 cm3 pTopucToBo-
[OPOAHOIN KUCMOTbI, PACTBOP BbINapyBalOT JOCyXa. HarpesatoT 0cTaToK
npn 500—600 °C [0 NOSIHOro yAaneHns napoB CEPHOro aHruapuaa, ox-
naxpaawT, Ao6aBnaloT 1—2 © YrAeKucnoro Hatpus H CNAaBnsaloT npu
950 1000 °C. MnaB BbiwenaumsatoT B 20 CM3 COMSIHON KWCNOTbI, pas-
6aBneHHoW 1:4, Turenb M3BNEKalOT U3 CTakaHa, 0OMbIBAIOT ero BOAONA.
MonyyeHHbIVi pacTBOP MPUCOEAMHAIOT K OCHOBHOMY PacTBOpy.

I'Ipl/lmeanme. Ecnn u3BecTHoO, 4TO npo6a He COAepXWUT HepacTBOPUMBIX CO-
eAVuHEeHUN HWkKend, TO onepayuto 06p660TKV| HepacTBOPUMOro octaTtka OMycCKatoT.

3.3.2. PacTBOp, nony4eHHbIli Mo M. 3.3.1, NepeBOAAT B MEPHYH KO/-
6y BMecTMmocTbio 100 cm3, 4OBOAAT BOAOWA A0 METKM U nepemelunBa-
10T B 3aBMCUMOCTW OT COAepXKaHWs HUKens B Npo6e WCronb3yoT nMbo
BECb PacTBOp, MO0 B MepHyk Konby BmecTumocTbio 100 cm3 nomeua-
0T a/IMKBOTHYIO 4acTb aHaAM3MPYeMoro pacTBOpa, COOTBETCTBYHOLLWI
(hOHOBbIA PACTBOP W COMSIHYKO KWUCMOTY B COOTBETCTBWMM C Tabn. 3, go-
BOAAT BOAON O METKW W MepeMeLLMBatoT.

3.3.3. Mocne HarpeBa ropenku  cnekTpooTOMeTpa B  TeyeHue
10 MHM ¥ nofyYeHUs CTabunbHLIX NOKasaHWi pacTBOP BBOAAT B M/ams

3 3ak 1464 7
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BO3A4YX—aLeTUIeH U U3MepPAT abcopbunio HUKENs Mpu AJVHE BOJHbI
232,0 HM.

Mpu maccoBoii gone Hukens B npobe Gonee 0,1 % MOXHO M3MePSATb
abcopbuuto pacTsopa, nonyyeHHoro no n. 3.2.1, 6e3 anMKBOTUPOBAHNS,

MCMonb3ysa MeHee YyBCTBUTENbHYIO NMNHUIO 341,5 HM.
TabnuHa 3

O6bem Ob6bem Oem

Maccosasa O0NA «MKC.»*, % a.l:g%?ﬂmn 4&%??852 CO/IFHOA «ucnorsl,
cM» cM «
OT 0.005 go 0.1 BKAKOMY. — —
Cs. 01 > 05 » 20 20 12
» 0.5 > 1.0 > 10 225 13,5

A6COp6LUMIO KaXKAOro pacTBopa M3MepstOT He MeHee [BYX pa3 W
NS pacyeTa GepyT cpeaHee apuPMETUYECKOE MOJTYYEHHbIX 3HAYEHWIA.

lMpn cmeHe pacTBOPOB CWUCTEMY pPachblfeHNs NMPOMbIB3IOT BOAON A0
nonyyYeHns HyneBoro nokasaHus npuéopa.

3.3.4. NS BHeCeHWA MOMpaBKN Ha CofiepXaHe HUKENA B PeaKTuBax
uepes BCe CTaUM aHann3a NPOBOAAT KOHTPO/MbHbIA OMbIT.

Mo HaliaeHHOMY 3HaueHWI0 abcopbumy aHanM3MpPyeMoro pacTeopa
3a Bbl4eTOM abcopbumm pacTBopa KOHTPOSILHOTO OMblTa HaxoasT mac-
CY HUKeNsa no rpafyvpoBOYHOMY rpadmky.

3.35. MocTpoeHMe rpagyMpoBOYHOTro rpauka

3.3.5.1. Mpn n3mepeHUn abcopbuMn HWKeNs nNpu  AAUHE  BOJHbI
232.0 HM 1 MmaccoBoii fone ero fo 0,02 % B NATb M3  LUECTU MEPHbIX
K06 BmecTMMOCTbiO Mo 100 cm3 nomewaroT 1,0; 2,0; 2,5; 3,0; 4,0 cm3
CTaHJapTHOro pacTeopa HuWkens b, yto cooteeTcTByeT 0,00005; 0,00010;
0,000125; 0,00015; 0,00020 r Hukens. 3aTem BO BCce Konbbl npubasns-
0T No 25 cMm3 COOTBETCTBYHOLEro (hOHOBOro pactsopa v no 15 cwm5 co-
NAHOW KUCNOTbI, JOBOAAT BOAOV 40 METKW, MepemeLlvBaloT H n3meps-
0T a6cop6|.wno B COOTBETCTBMYU C M. 3.3.3.

3.35.2. pn u3MepeHnu abcopbUMM  HWUKeNs MpWu  J/IMHE  BOJHBI
232.0 HM 11 MACCOBOIA fone 6onee 0,02 % B NATb U3 LIECTU MEPHbIX KOO
BMecTMMOCTbO no 100 cm8 nomewatot 4,0; 6,0; 10,0; 15,0; 20,0 cm8
CTaHAapTHOro pacteopa Hukens b, yto cootsetcTByeT 0,00020:0,00030;
0,00050; 0,00075; 0,0010 r Hukens. 3aTeM BO BCe KOMObl NpubaBnstoT
no 25 cm3 COOTBETCTBYHOLLEro (POHOBOrO pacTBopa U no 15 cm3 consHoi
KUCNMOTbI, AOBOAAT BOAON A0 METKMW, MEpeMeLLnBaloT U M3MepsAloT  ab-
copbuuo B cOOTBETCTBMM C M. 3.3.3.

3.3.5.3. TMpu n3mepeHun aGcopbuun  HUKens  Npu AnWHE  BOJHbI
341,5 Hm 1 maccoBoli gone ero ot 0,1 o 1% B NATb M3 LUECTU MEPHbIX
KONG BMECTUMOCTbIO 1o 100 cM3 nomewarot 10; 25; 50; 7.5
10.0 cm3 cTaHgapTHOro pactsopa Hukens A, yto cootsetcteyeT 0,001;
0,0025; 0.005; 0,0075; 0,010 r HMkens. 3aTeM BO BCe KObbl NpH6aBNSA-

8
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10T No 25 cm3 COOTBETCTBYHOLLEro (hOHOBOrO pactesopa H no 15 cm* co-
NAHOW KUCNOTbI, AOBOASAT BOAOW [0 METKW, NMepeMellnBardT U U3Meps-
0T abcopbuuto B cooTBETCTBMM C M. 3.3.3.

3.3.6. PacTBOp LIECTON Kon6bl, He COAEPXaLMii CTaHAapTHOro pa-
CTBOpa HUWKENs, CMY>XUT pacTBOPOM KOHTPOJILHOrO OMbiTa ANS rpajyv-
pOBOYHOro rpaguka.

Mo nonyyeHHbIM 3Ha4YeHWsM abcopbuun pacTBOPOB AN rpajyvpo-
BOYHOrO rpagmka 3a BbIYETOM 3HayeHUs abcopbumm pacTBopa KOHT-
PONLHOrO ONbITA Y COOTBETCTBYHOLMM UM COAEPXAHUAM HUKeNs CTPoAT
rpagyvipoBOYHbIiA rpaguk.

MpumeyaHune. TlOCKONbKY AMaNa3oH SIMHEAHOCTU FPagyupOBOYHbIX TPaPuUKoB
3aBUCcUT 07 YyBCTBUTENLHOCTU NPUMEHSEeMOro npubopa, TO pernameHTUPOBaHHbIA Aua-
nasoH COAepXaHWs HWKeNs B aHanusMpyembix pactBopax (n. 33.2) H pacTBopax Ans
NOCTPOEHNA TPagyupoBOYHbIX rpadgukos (M. 33.5) ABNAeTCA peKOMeHyeMbIM.

3.4. O6paboTka pe3ynbLTaToB

O6paboTKy pe3ynbTaToB aHanuM3a MPOBOAAT N COOTBETCTBUM &
nn. 2.4.1, 2.4.2.

MPUNOXEHWNA
PekomeHgyemoii

CMEKTPOMPA®UNYECKUNM meTon c AMMETUAFAMOKCUMOM WU
MNAMEHHbBIN ATOMHO ABCOPELIMOHHBIM METO/[ ONPEAENEHUA
HUKENA (MCO 316—384)

1. HasHayeHue n 06nacTb NpUMEHeHUS

HacToawmii MexayHapoAHbIii cTaHfapT ycTaHaBAWBaeT fBa MeTofa onpefeneHve
CO/IEPXXaHNA HWUKEeNs B MapraHLeBbiX PyAax W KOHLeHTpaTtax:

meTof, A — enekTPOMOTOMETPHYECKWI A C AUMETUNTIMOKCUMOM, MpUMeHsieMblli K
npogyKTam ¢ cogepxanuem Hukens ot 0.01 go 1,0% (Tpu);

MeTog4 B — nnameHHblli a70MHO-a6COPOLHOHHBIW, NPUMeHseMbIli K npogykTam C
cogepxaHunem Hukens ot 0,005 go 1,0 % (T(T).

HacToawmnm MexayHapogHbIM CTaHAapTOM CreAyeT MO0Nb30BaTbCA COBMECTU » C
NCO 4297.

2. Ccobinku

NCO 4296/1, MapraHuesble pyabl. OT6op npo6 Yacte 1. OT60p efUHMYHON Np3xK
6bl,

NCO 4296/2. MapraHueBble pygbl. OT60p npo6. YacTb 2. MogrotoBka npo6»

NCO 4297. MapraHueBble pyfibl U KOHLEHTpaTbl. MeToAbl XMMWUYECKOro anagume
O6uwme TpeboBaHMA.

¢ cnonb3yetca npu 3KCNOPTHO-UMMOPTHBLIX NOCTaBKax.
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3. MeTog /1 — cnekTpooTOMETPUYECKUIA C AUMETUATIMOKCUMOM

3.1. CywHocTb MeTOAR

Pa3noxeHne HaBecku npobbl 06pabOTKON CEPHOI KUCNOTOW B MPUCYTCTBMM nepe-
BMCW BOAOPOAA.

- OTpeneHne HepacTBOPUMOrO OCTaTKa, COXpaHeHWe (unabTpaTa B KayecTBe OCMOB-
ECHO pacTBopa.

OaoneHke unbTpa, o6paboTka ocTaTka CepHOl U (HTOPUCTOBOAOPOAHOI KMCNO-

Tamu.

JlonnaBncHke NpoKaneHHOro octaTka ¢ MHPOCYNb(aTOM Kanus.

PacTBOpeHMe nnaBa B CEpPHOI KWcnoTe W 06befMHEHWe NOMYy4ennoro pacTsopa C
OCHOBHbIM pacTBopoM. OTfeneHne mapraHua B Buie [ByOoKWCKM MapraHua. Crnektpodo-
YKOMETPUYECKOC OMNpefesieHne HHKenu npu AfinHe BOMHbI 460—470 vM B NpUCYTCTBUK
BUHHOW KWCNOTbl, FMAPOOKUCK HATPUsA, HafCePHOKMCNOr0 aMMOHUA W LKMETKArINOK-
eHMO

3.2. Peakuyuun

MeTof OCHOBaH Ha B3aMMOAENCTBMM MOMOWN HMKE.TU C AUMET.TATNIKOKEHMOM B Lie-
noyH.w cpege (pH 10—11) B nNpWCYTCTBMM HaACEPHOKMCNOrO aMMOHMM C 06pasom-
EHEM OKpalleHKOro KoMmnnekca. BnusHue enesa H fApyrux cOnyTCTBYHOLWMX 3NEMEH-
TOB YCTPaHAIOT CBA3bIBAHWEM WX B PAcTBOPWMbIE KOMMNEKChbl C  BMHHON KWCNOTOVA.
16apravieH oTAensloT B BUAe ABYOKUCU MapraHua.

3.3. PeakTuBbl
.1. Kannit 6pomHoBaTokucnbiii (KBrOj).

.2. Kanuit nupocepunokncnbliii (K*S*0;).

.3. Kucnota c<x«sHas, p 1,19 r/cm1.

4. Kucnota cepHas, p.agbamncuman 14

5. Kucnota cepHas, pas6aBneHHas 1:20.

.6 Kucnora d)TOpI/ICTOBO,quOAHaH 40% (iWT) pacteop. O 114 ricm*.

.7. Kucnota BuHHaa (HOOC-CMOU-CHOH-COOH), pactsop 200 r/gm».
3.8. Bogopoga nepekucs, 30 % (mfm) pactsop.

3.9. Hatpusa rugpookucs, pactsop 50 r/gm1

3,11). AMMoHwuiA Hagcepuokumenblii ((NH.hSjOe). pactop 30 r/nk*.

3.3 11. },2 gUMCTUATAKOKCanb AWOKCUM (gumcTtuaravokemm) (C(1itO?Ni), pacT-
Bop 10 r/gm-\

1 r gumeTuarnMokcums pactesopstoT B 100 cm5 pacTBopa  rspookucn HaTpus
<n. 3.3.9).

3.3.12. Hukenb, cTaHAapTHbIA pacTBOp | r/am».

HaBecky MeTannuyeckoro Hukens (umctota 99.95%) maccoid 1.0000 r nomelya-
10T B CTakaH BMeCTMMOCTbi0 250 cM*, pacTBOpAtOT B 20 CM9 CMecU KWUCMOT, COCTOsALL el
Ha Tpex 06bEMHbIX uacTell cONsHON KmcnoTbl (n. 3.3.3) W ofHOW 06LEMHON YacTn
«30THOW kucnoTsl, p 1,40 r/icm™.

Kunatat pacTBop [0 MpekpalieHns BblAeneHNs OKWCIoB a3oTa. OxnaxjaloT pac-
TBOP A NepPeHOCAT A MepHY KOnby BMeCTUMOCTbio 1000 OM*. JOBOAAT BOAON [O MeT-
BW M NepemeLLNBaloT.

| cm1cTaHAapTHOrO pacTBopa COAEPXKUT 1 MI HUKeNs.

3.3.13. Hukenb, CTaHanpTHbIVI pacteop 0.01 r/gm*.

OT61uatoT nunetkoin 10 cml cTaHfapTHOro pacTBopa Hukens (n. 3.3.12) B nep-
BYl0 Kkonby BmecTuMmocTbio 1000 cm3, JOBOAAT BOAOW A0 MeTKM U MepemeluuBaioT.

1 cm* cTaHgapTHOro pacteopa cofepxut 0,01 mr Hukens.

3.4. Annapartypa

O6bluHOe nabopaTopHOe 060pyA0BaHUE U

34.1. TInaTUHOBbLINA TUTreNb.

34,2, CnekTpothoTOMeTp € 061acTbio CBETONPONYCKAHKA 460—470 vm ¢ coOTB
CTBYIOLWMMMN KIOBETAMW.

3.5. Mpoba

OT60p npn6 mMapraHueBbiX pyfn nNpou3BoauT a cooteeTcTBuM ¢ WNCO 4296/1;
epuroToBNeH ur Npo6 — B cooTBeTCTBUM C MICO 4296/2.

wwwwwww
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3
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AHannsvpyemyto npoby wn3menbyaloT [0 pasmepa uvacTul He 6onee tOOlm«m
(KOHTPONMPYIOT MNPOCENBaHMEM Yepe3 CUTO COOTBETCTBYIOLLEro pasMepa) t* BbiCyLIU-
BalOT Ha BO3AyXe 0 NabopaTOPHbIX YCNOBUAX.

3.6. BbINoNHeHWe onpejeneHuns

36.1. Hasecka npob6bl

B3BelwmnBaloT HaBeckKy Npobbl, mMacca KOTOPOW H 3aBUCUMOCTM OT 0XWgaemoe»

cofepxaHue HuKens ykasaHa B Tabn. 4.
Tabnuuya »

¢} ««moc COAKP*»UMe Mx»ce» priseg«- ANKBOTA, F.0A<<g>>ﬂmac MUKOns
>K::»f‘|<c11msz, H fl«’/)«) Mwxeks. r MWC, CM* cM* B «.'«<KNOTO, MI
>0.01 00 0,05 1.0 100 10 >0.010 po 0.050
>6,05 » 6,10 1.0 «250 10 >0.020 » 0,040
>0J0 * 0.50 1.0 250 5 >0.020 * 0,100
>0,50 * 1.0 0.5 250 5 >0.050 * 0.100

36.2. KOHTPONbHbLIA oNbIT

Uepes Hee cTafun aHann3a NpOBOAAT KOHTPO/bHbIA OMbIT.
| &|3_1q . PasnoxeHne HaBeCKW npobbl

oMelLaloT HaBecKy npobbl (n. 36 ») B cTakaH BMecTMMOCTbio 250 cm4, cmauu-
BalOT HECXONbKHMMN Kannsmy BOAbl H pacTBOpAT N 30 CM» CepHOM KMcnoTbl <n 3.3.4)
npu HarpeeaHuu. fo6asnsas no Kannsm pacTsop nepekucu sogopoga (n. 3.3.8) pgo
MOMHOTO pas3noXeHns npobbl.

BbinapnBaloT pacTBOp [0 MOABNEHWA TyCTbiX Genblx MapoB CepHoit KmcnoTbl. Ox-.
naxpas3T pobasnawT 40—30 cml BOAbl K OT(HUALTPOBLIBAOT HEPAaCTBOPWMMbI» OCTa-
TOK Ha (MAbTP CPefHeil MNOTHOCTM, CoAepXalynii He6oNbLIOe KOMMYeCTBO (PUAbTPO-
6ymMaXHO Macchbl, 3aTeM NpPOMbIBalOT ropsyeil Bogolt 6—8 pa3. CoxpaHAlT QuUbT-
pat B KaquTBe OCHOBHOr0 pacTBopa.

3.6. 6pa6oTka ocTaTkKa

tDvmpr C OCTaTKOM MOMELIAlT B MAaTUHOBbLIA TUrenb (n. 3.4.1), BbicywuBaloT a
0004A10T npu Temnepatype oT 500 go 600 °C. OxnaxpawT TUrenb OCTATOK YBNaXHA-
10T BOAOI, f06abifl0T 2—3 Kanau cepHoii kucnotel (M. 3.3.4) u 5—7 cm* pTopucTo-
BOJOPOAHOW kucnotbl (n. 3.3.6).

BbinapusaloT focyxa, 3aTeM NpokanusalT OCTaTOK npu Temnepartype oT 500 go
600X [0 MpekpawieHUs BblAeNeHWs MapoB CepHOi KucnoTbl. OxnaxpalT TUrenb, A0-
6aBnAT 2—3 I nupocepHoxHenoro kanua (. 3.3.2) W ennaunvioT npu TemnepaType
oT 600 fo 650°C. BbiwenaumsatoT nnaB B 10—20 cml cepHoit kucnoTbl  (n. 3.3.5),
06MbIBAIOT TUreNb BOAOW. [MoMyuyeHHbIi pacTBOP OBTANMUAIOLN C OCHOBHbIM PacTBOPOM
(n. 3.6.3).

MpumevyaHune Ecan nM3BeCTHO, 4TO Npoba He COAEPXWUT HepacTBOPUMBbIX CO-
eJMHEHNA HUKeNns, TO OMepauuio, yKasaHHyto B n. 3.6.4. onyckatoT.

365 MopgroTtoBKa pacTBOpa AN (GOTOMETPUYECKOTro MU3-
MepeHUs

Pa36aBnal0T unu BbiNapnBaloT 06befnHEHHbI pacTBop (M. 3.6.3 wnm 3.6.4) npu-
MepHO Ao 150 cm4 pob6asnawT 1 r 6pommoBaTokkno(0 kanua (n. 33.1). mauy-nios
pacTBOp A0 KWMEHUA W XKNATAT 5 4uH. ®unbTpyloT uvepe3 GUAbTP CpeAHelt MauTHoe-»
TW W MpoMbIBalOT ropayeit Bogoii 8—10 pa3. ®PuabTp ¢ 0CafKoOM OTOpacbIBatoT.

BbinapuBato? pacTBOp [0 NpeKpalieHWs BbliAeNeHUs NapoB CEPHOI KUCMOTbI, OXY
naxpgarwT u pacTBopsatT conu B 10 cmM» consiHoii kmucnoT (nm. 3.3.3). MepeHocuT pas
CTBOP B MepHYl0 Konby B COOTBETCTBMM C Tabn. 1, AOBOAAT BOAON A0 MeTKM U mepe-
MeLLVBAtOT.

OT6MpaloT NUMNETKON MO fiBe OAWHAKOBble aNMKBOTbI B COOTBETCTBUM C Tabn. | m
MepHble Konbbl BMeCTMMOCTbiO 100 cm*. B kaxayt konby gob6asnswT no 10 cm* pa-
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cTBOpa BWHHOI kucnotbl (M. 3.3.7), no 40 cm» pacTBopa ragpooKKcH Hatpus (n. 3.3.9)
M M0 10 cm' pacTBOpa uagcepuokmcnor© ammoHus (n. 3.3.10). 3aTeM K OfHON anuk-
BOTe fo6aBnsAT 10 cM» pacTBopa AubleTUnrnHokcHma (n. 3.3.11) u K gpyroi anuk-
BoTe 10 cm» pacTBopa ruapooxucs mnatpsas (n. 3.3.9) (choHoBbIli pacTaop). TlaTenbHO
MepeMeLLKBBIOT pacTBop nocne fo6aBneHMs KaxAoro peakTtusa. [laloT pacTsopy no-
CTOATb B TeyeHWe 5—10 MWH A0 MOAY4YeHUs CTabUNbHOW OKpackw, JOBOAAT BOAOW A0
MEeTKMN 1 nepemeLlnBatoT.

3j0-6. ®oTOMETpPMYECKOE WU3IMepeHUe
- M3MepsaoT ONTUYECKYl MAOTHOCTb pacTBOpa B COOTBETCTBYMOLWEN KioBeTe Ha
cnekTpotoTomeTpe npu 460—470 HM, MCNoNb3ys B KayecTBe pacTBOpa CpaBHEHUS
coay.

3.6.7. MocTpoeHne rpagyumupoBOYHOro rpaguke

B ceMb MepHbIX K0NM6 BMecTumocTbio 100 cm» npunusatoT u3 6Gtopetkn 0,0; 1,0;
2.0; 4.0; 6.0; 8.0 n 10,0 cm» cTaHAapTHOro pactBopa Hukens (n. 3A13), uto cooT-
getcTByeT 0.0; 0,010; 0.020; 0.040; 0.060; 0,080 u 0,100 kr Hwukens. [o6asnawT
10 cm» pacTBOpa BMHHOI KucnoTbl (M 3.3.7), 40 cm» pacTBopa FMAPOOKUCU HATpuMA
<n. 3.3.9), JO cm» pacTBOpa H3feepHoxHenoro amosuna (n. 3A 10) a 10 cm» pacTsopa
aametuarnHokcuma (n. 3.3.11). TwaTenbHo nepemellnBaoT pacTBOp nocne fo6asne-
HUW KaXJ0ro peakTusa.

[atoT pacTBopy noctosTb 5—10 MWUH [0 MOMYYeHWUs CTaGWUIbHON OKpacku, fLO-
BOAAT BOAOM [0 METKM W NepemMeLLnBaioT.

13MepsA0T ONTUYECKY MNOTHOCTL pacTBopa, Kak ykasaHo B . 3.6,6,

PacTBOp nepBoOii KONGbl CNYXUT KOHCOMbHbIM OMbITOM ANf  FPagyMpoBOYHOTO
Tpahuka.

Mo HalileHHbIM 3HaYeHUsM OMTWYECKOW MAOTHOCTU PacTBOPOB (3a BblY4eTOM OM-
TUYEeCKOM NAOTHOCTW pacTBopa KOHTPO/MbHOFO OMbiTa) W COOTBETCTBYIOLMM WM COAep-
XaHUAM HWUKens CTPOAT rpagyvnpoBOYHbIA rpadax

3.7. BblpaxkeHne pe3ynbTaTos

3.7.1. PacueTt

Mo HaileHHOMY 3HauyeHMI0 OMTUYECKO MAOTHOCTW  aHann3Mpyemoro pacTsopa
(3a BbIYETOM OMTWUYECKON MAOTHOCTU PacTBOpPa KOHTPO/MLHOFO OMbiTa M (POHOBOrO pa-
CTBOpAa) HaxoAAT COfepXaHue HUKeNns Mo rpagyupoBOoYHOMY rpaduky (n 3.6.7).

CopepxaHune Hukens (XN() B mpoueHTax BblYMCAAT No (hopmyne

y «r MM .
. ANi- jne-W00 1 7,10 *m
roe T, — Macca HWKeNns B afMKBOTE aHaNM3MPyemMoro pacTBOpa,  HalifjeHHas Ho
rpasyvupoBoYHOMY rpaduky, Mmr;
'thv — macca HaBecku, COOTBETCTBYIOLLAs aNMKBOTE aHanM3MPyemoro pacTsopa, r;
K — Koa(huuyMeHT nepecyeTa COAEPXKAHUA HUKENA Ma COAEPXKaHKe ero B CYXOM
marepuane.
3.7A [onyckaemble pacxoXpAeHus Mexay pe3ynbTaTaMu napannefbHblX oOnpe-
AeneHnii He AOMKHbI MpPeBbllaTb YKasaHHbIX B Tabn. 5.
Tabnuuya 5

JlonycK«.mbic PaCcXoXaeHUs
CofiepxXaHune MHKb-A4, °;

Tpu nAapaura*»"* Na* MYTVOFHAX
onpeaeneHna. v <t/T) onpegenenns, K («/«>
OT 0.0G5 po 0.01 0,003 0.002
» 001 » 0.02 o.ocii 0.004
> 0.02 » 0.05 0.007 0.006
» 0.05 » 01 0.01 0.00)4
- 0.1 - 0.2 0.02 0.015
*0.2 » 0.5 0.03 0.02
< 0P » JO 0.0» 0.03
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4 MeToa. B — nnameHHbI aTOMHO-a6COPOLMOHHbIA

4.1. CywHocTb MeToAa

PasnoXxeHune HaBcCxn 06paboTKOI CONAHON 1 a30THOW KucnoTamu.

OTjeneHve HepacTBOPMMOro octaTka (DMNbTPOBaHMEM, coxXpaHeHue QuabTpata n
KayecTBe OCHOBHOrO pacTsopa.

Osonesue unbTpa, 06paboTka ocTaTka Cepkoii U (PTOPMCTOBOAOPOAHON Kucno-
Tamm,
[lonnaHneHne octaTka C yriexkenbiM HaTpuem. PacTBopeHue nnaBa B CONAMONA
KUcnoTe U 06befMHEHME MOMYYEHHOro pacTBopa C OCHOBHbIM PacTBOPOM.

PacnbineHne pactsopa B nnamMs aTOMHO-ab6CcoOp6LMOHHOrO CNeKTpogoToMeTpa ¢
NpUMeHeHWeM BO3AYLIHO-aLleTUNEHOBO rOpenkn W u3MepeHue abcopbuuu npu fnvHe
BOJIHbI 232 Hu.

CpaBHeHMe MONyYeHHbIX 3HauyeHWin abcopbumn co 3HaveHmamMW abcopbuunm  Ans
rpBAYVMPOBOYMOrO rpaduka.

4 2. Peakrkabl

4.2.1. Hatpuii yrnekucnblii, 6e3804HbINA.

4.2.2. Knucnota conanas, p 1,19 ricm’.

4.2.3. Kucnota consiHas, pas6aBneHHas 1:4.

424, Kncnota conaHas, pasbasneHHas 1:50.

4.2.5. Kucnota asotHas, p 1,40 r/cm*.

4.2.6. Kncnota cepHasl, pasbasnenHas 1:1.

427. Kncnota (propucToBogwtogmas, p 1,14 ricm*. 40% (T/T) pacteop

428. ®oHOBbLIA pacTBOp

4.2.8.1 PactBop A: pacTBopsAtoT 20 r BbICOKOYKCTOr0 METa//IMYecKoro mapraHua
B 150 cM* consHoii kucnoTbl (N. 4.2.3) npu HarpeBaHWs B cTakaHe  BMECTUMOCTbIO
800 cm*. P3c7BOp OXNaXAalT, MEepeHOCAT B MepHYyl Konby BMecTMMOCTb» 1000 cm*,
[0BOAAT BOAOW A0 METKM W MepemeLLnBaloT,

42)K2. PactBop B: pacTBopatoT 20 I BbICOKOUYMUCTOr0 MeTasIM4eckoro mapraHua
B 150 cm* conavoit kucnoTbl (M. 4.2.3) Npu HarpeBaHWW B CTakaHe  BMECTUMOCTbIO
800 cm*. [ob6asnawT 40 r yrnekucnoro watpus (n. 4.2.1), npegsapuTeNbHO pacTBO-
7€HHOro B BOfAe. PacTBOpP OXNaxAaloT, NEpPeHOCUT B MepHyl KOnby BMeCTUMOCTbiO

000 cM*, [OBOAAT BOLOW [0 METKM U NepeMeLInBaloT.

4.2.9 Hwkenb, cTaHfapTHbIA pacTeop, | r/gm*.

1,0000 r meTannmuyeckoro Hukens (4nctota 99,95 %) nomewjalOT B XUMUYECKUI
CTakaH BMecTUMOCTbi 250 cM* PacTBopsitoT B 20 CM* CMecW KWUCNOT, COCTOSLLEN W13
Tpex 06bEMHbIX YacTell consHoi kucnoTbl (M. 4.2.2) n OfHOW 06bLEMHOW YacTW asoT-
Hoi kucnotbl {n. 4.2.5).

KnnaTtat pacTsop [0 MpeKpaleHns BbifeNleHns OKUCN0B a3oTa. OxnaxpalT pac-
TBOP. MEPEHOCAT N MepHyt konby BMecTUMOCTbio 1000 cm*, f0BOAAT BOAOM A0 MeT-
KW 1 nepeMeLunBaioT

| cM» CTaH[apTHOrO pPacTBOPa COAEPXUT ] MI HUKens.

4.2.10. Hukenb, cTaHfapTHbIA pactBop 0.05 r/gv*.

OT6upatoT nunetkoi 10 cM* cTaHAApTHOro pacTtBopa Hukens (n. 42.9) B MepHyH
non6e BMeCTUMOCTbIO 203 cm». [l0BOAAT BOAON 40 METKM W MepemMeLLinBatoT.

1 cm* cTaHgapTHOro pacteopa cofep>XuT 0.05 Mr HuKens.

4.3. Annapatypa

O6bl4HOe nabopaTtopHoe 060pyfoOBaHUE W

4.3.1 TMnaTvHOBLIA TUrenb

13.2 [ATOMHO abCcOpOLMOHHBIA CMeKTPohoTOMETP, CHabGXEeHHbI BO34YLIHO-aLeTy-
NEeHOBOI ropenkoii.

ATOMHO0-a6COPOLMOHHBI CNEKTPOMOTOMETP, UCNONb3yeMblii AN aHanusa, cnegy-
eT cuMTaTb NPUrOAHbLIM, €CN OH YA0BNETBOPSAET CAeAyHOWMM TpeboBaHNAM:

B) MWHMUManbHas 4yBCTBUTENbHOCTb — 3HayeHWe abcopbumu pacTeBopa Ans rpa-
LyVPOBOYHOIO rpadmka ¢ HanGonbwel KOHUEHTpauuell [OMXHA ObiTb He MeHee 0.3;

6) NMHeNHOCTb rpaduka — HaKMOH rpajyvupoBOYHOro rpaduka, 0XBaTblBalOLLEro
Bepxunc 20 4 fumanasoHa KOHUEHTpauuii (MbipaXXeMHMIA 4Yepe3 3HayeHWe aTOMHOMN

13
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abcopbuun), He [OMKEH ObiTb MeHee 3eMKYHHblI HaKMOHAa FpajyvMpoBOYHOrO rpaduka,
0XBaTblBalOLLEro HuxHue 20 % Anana3oHa KOHLEeHTpaLuii;

B) MWHUManbHas CTabWIbHOCTb — KO3(ULMEHTbI Bapuauuu Ans 3HayeHuid ab-
cop6LUMmM CaMOro KOHLIEHTPUPOBAHHOrO pacTBOpa rpagyvMpoBOYHOro rpaduka W pacTso-
pa KOHTPO/NbHOrO OMbITa, BbIYWUC/IEHHbIE MO OTHOLIEHWIO K CPeAHEMY  3HA4YeHMI0 KOH-
LIeHTPUPOBAHHOIO pacTBopa ANA AOCTATOYHOrO uucna napanienbHbIX W3MEepeHuid, He
[OMKHBI Npesblwath 1,5 H 0,5 % COOTBETCTBEHHO.

ATOMMNO-a6COPOLMOHHBIA  CNEKTPOOTOMETP MOXET ObiTb MOAKNHOYEH K JEHTOY-
HOMY camonucLy unu LupoBOMY CUMTbIBAIOLLLEMY YCTPOACTBY.

Pa6oune mnapameTpbl MOTYT MEHSTbCS B 3aBUCMMOCTU OT WCMOMb3yeMblX Mpu6o-
poB. 8 KauecTBe PYKOBOACTBA MOXHO WCMOMb30BaTb MapameTpbl, NpuBeAeHHble a
Tabn, B.

Tabnuua 6
MapameTp 3Hakamu
Jlamna c nonbiM K3TOLOM Ha HUKeNb 30 MA
LnpuHa wenu 0.1 mm
[nnHa BOAHbI 232,0 HM
CKopocTb NOTOKa BO3ayxa 11.2 gM7M HK
CKOpOCTb MOTOKA aleTuseHa 1.2 AmMa/MHH

4.4, Mpoba

OT6oppnpo6 MapraHueBbiX pyf Npou3BofaT B cooTseTcTBumu ¢ MCO 4296/1, npu-
roToBneHne npob — B cooTBeTCcTBUM C NCO 4296/2.

AHannsmpyemyto npoby n3menbyatoT 40 pasMepa  4actuy Hc  6onee 100 MKm
(KOHTPONMPYIOT MpPOCEMBaHWEM 4Yepe3 CUTO COOTBETCTBYIOLLEro pasmepa) W BbICYLIN-
BalOT Ha BO3AyXe B 1a60PaTOPHbIX YCNOBUAX.

4.5. BbINonHeHWe onpeaeneHus

451 HaBecka npo6sl

B3BelwnBalOT HaBeCcKy Maccoii 1T.

452. KOHTpPONbHbIA oNbIT

Yepes nce cTagnn aHanm3a NPOBOAAT KOHTPO/bHbIV OMbIT.

453. Pa3noxeHune KaBecku npobbl

Haecky npo6bl (m. 4.5.1) momewaloT N cTakaH BMeCTUMOCTbiO 250 CM3, yBnax-
HSAIOT HECKOMbKWMMW Kannamu BOAbl M pacTBopstoT B 10 cM5 cONAHOW  KUCNOTbI
(n 422) npu HarpeBaHuun. [o6aBnst0oT 1cmlasoTHOW kucnoTbl (n. 4.2.5).

PacTBop BbinapuBalT focyxa. OxnaxpgawT, gobasnawT 10 CU* consHoW Kuc-
notel (N. 4.2.2), HarpeBalT LO pacTBopeHus cogeid. [lo6aBnsaoT 30 cM' ropsyeit Bo-
bl M QUABTPYIOT pacTBOp 4epe3 (UNbLTP CpPeaHel NAOTHOCTM, COAepXaliuii He6osb-
LIOe KOANYeCTBO (PUAbTPOOYMaXHOW Macchbl, MPOMbIBAIOT 5—6 pa3 ropsyeil CONAHON
kucnoToii (n. 4.2.4), 3atem 7—8 pas ropsueii Bogoi

®unbTpaT COXPaHAT a kayecTBe OCHOBHOrO pacTBopa.

454, O6pab6oTka ocTaTkKa

MomewaroT GuUNbLTP € 0CTaTKOM B NAaTWHOBbIA Turens (n. 4.3.1). BbicywmsatoT
1 030/HIOT Npn TemnepaType oT 500 fo 600°C. OxnaxaalT TUrenb, YBNAKHAT OC-
TaTOK BOAOW, NpMGaBnAT 2—4 Kanau cepHoii KucnoTel (M. 4.2.6) n 5—7 cM™ pTopm-
CTOBOAOPOAHON KucnoTsl (N. 42 7).

BbinapuBaloT gocyxa, 3aTem NpoKanvuBalT OCTaToK npu TemnepaType oT 500 go
600 “C. Turenb oxnaxgatoT, go6asnaoT | r yrnekucnoro Hatpua (n 4.2.1) u cnnas-
naT npu Temnepatype oT 900 go 1000°C. BbiwenaunsaioT nnae B 20 CM* CONSHOIA
Kucnotbl (N. 42.3), 06MbIBAlOT TUrenb BOAOW. M0ONyYeHHbIi pacTBOP MPUCOEAMHAT K
OCHOBHOMY pacTsopy (n. 4.5.3).

MpumeyaHue. EcaM M3BECTHO, 4TO MpPo6a He COAEPXKMT HEPacTBOPUMbIX CO-
efVHEeHWIi HUKeNs, TO yKa3aHHYI onepaluio OmycKaioT.

14



FOCT 22772 8—90 C. 15

455 ToparoToBka pacTBopa pANa wu3mepeHus abcopbuwum

O6beanHeHHbI pactBop (M. 4.5.3 nan 4,54) nomewaoT B MepHyl0 Konby BMmec-
TUMOCTbI0 00 cM*, JOBOASAT BOAOW [0 METKM U MepeMeLlnBatoT.

B 3aBMCMMOCTM OT OXWAAeMOro COAepXaHWs HWKeNs UCNonb3ylT N1M60 BeCb Mo-
NyYeHHbI pacTBOp, NM60 OTOGMpalOT anuKBOTY B COOTBETCTBUW C Tabn. 7 B MepHyH
konby BMecTMMocTbio 100 cm3, f06aBnAOT (oHOBbIA pacTBop (M. 4.2.8.1 unn 4,2.8.2
B 3aBMCUMOCTM OT crnocoba 06paboTkn ocTaTka) M CONsHyl kucnoty (n. 4,2.2) B CO-
0TBeTCTBUM C Tabn. 7, OBOAAT BOAOK [0 METKM W MepeMeLLuBaloT,

456. MopgroToBKa pacTtBOpoOB Ansa rpagynMpoBoyYHOTro
rpauka

456.1. Oxungaemoe cogepxanue Hukens 6onee 0,02 % (mfm).

B wecTb MepHbIX K06 BMecTumocTbto 100 cml npunvBaloT n3 6ropetkn 0.0; 4.0;
6,0; 10,0; 15,0 n 20,0 cM* cTaHgapTHOro pacteopa Hukens (n. 4.2.10), 4To cOOTBETCT-
ByeT 0,0; 2.0; 3.0. 50; 7,5 4 10.0 mkr/cm1 Bmkcna. [Jo6aBnaoT 25 cM* (hOHOBOro
pactBopa (n. 42.8.1 wnn 4 2.8.2 B 3aBNUCMMOCTU OT cnocoba 06paboTKM ocTaTtka) W
15 cm3 consHoii kucnoTel (M. 42,3), [OBOAAT BOAOW A0 METKM U MepemeLLunBaloT.
PacTBop nepBoit KoNGbl CAYXUT KOHTPOMbHbIM OMbITOM ANf FPagyMpoBOYHOrO rpatu-
Ka.

4.56.2. Oxunpgaemoe cofepxaHue Hukens meHee 0,02 % (m/m).

B wecTb MepHbIX K06 BMecTumocTblo 100 cm* npunusatoT u3 6Gropetku 0,0; 1,0;
2,0; 2,5; 3,0 n 4.0 cm* cTaHgapTHOro pactsopa Hukens (n. 4.2.10), 4TO COOTBETCTBY-
et 0.0; 0,5, 10; 1.25; 1.5 8 2,0 mkr/cm* Hukens [ob6aenawT 25 cv‘ hOHOBOro pacT-
Bopa (n. 4.2.81 unu 4,2.82 B 3aBMCMMOCTM OT cnocoba 06paboTku ocTatka) H 15 cm*
CONAHON Kucnotel (n. 4.2.3), [OBOAAT BOAOW [O MeTKM W nNepemelunBatloT. PacTsop
nepBoii Kon6bl CNYXWUT KOHTPO/MbHLIM OMbITOM AN FPajyvMpoBOYHOrO rpaduka.

MpumevyaHue. [ns npubopos C BbICOKOW YyBCTBUTENbHOCTbIO MOXHO MCMO/b-
30BaTb MeHblUME 06bEMbI CTAHAAPTHOIO pacTBopa wWnu 6onee pasbaBneHHbI CTaHAAPT-
Hblii pacTBop.

457. MoparoTtoBka aToMHO-abcopbuMOHUMOTO cnekTpodo-
ToMeTpa

HacTpavBaloT npubop, Kak ykasaHo B M. 4.3.2.

YcTaHaBnMBalOT ANUHY BOMHbI 232 HM [0 MOMYYEHUS MUHWMaAbHOFO 3HaYeHWs
abcopbuyun. lMocTe npefBapuTenbHOrO MporpeBa ropenku B TeyeHue 10 MHU perynu-
pyloT nojadyy TONAMBa H HacTpauBal? FOpenKy C Lenbio NoayyeHuss MakcumanbHOro
3HaYeHUs abcopbuum AN rpafjynpoBOYHOrO pacTBOpa C CaMOil BbICOKOW KOHLEHTpa-
umeid (n. 4.5.6).

PacnbinaioT BOAY W rpajyMpoBOYHbIA PacTBOP C CaMOVi BbICOKOW KOHLEHTpaLwuei
(n, 45.6) [0 nonyyeHus cTabuNbHbIX MOKa3aHW npubopa, 3aTeM ycTaHaBNMBAKOT
Hynb Npu6opa no Boge.

4n.8. N3mepeHne atomMHoOl abGcopbuunu

PacnbinfloT BOAY AO MOMYYeHWUS HYNeBOro nokasaHus npu6opa PacnbinsioT rpa-
AyMpoBouHble pacTBopbl (M. 45.6) u pacTBopbl aHanuaupyembix npo6 (m. 4.5.5) B
nopsajke BO3pacTaHMA 3HauyeHWii abcopbuuu, HauMHas C pacTBOpa KOHTPOIbHOFO OMbl-
Ta (n. 4.5,2), HyneBoro rpagyvpoBo4yHOro pactsopa. [lpy nonyyeHmn cTabunbHOro
nokasaHWs AN8 KaX[oro pacTsopa 3anucbiBaloT pe3ynbtaT. [locne wn3mepeHus ab-
copbumn Kaxpaoro aHanmsumpyemoro (n. 4.5.5) H rpagyvposouyHoro (n. 4.5.6) pactBo-
pOB pacnbINAT BOAY A0 MOMY4YEHUS HyNeBOro NMokasaHus npubopa.

MN3mepeHne abcopbuuy Kaxpjoro pacTsopa MpoOBOAAT He Menee AByX pa3. 3Ha-
yeHne abcopbuun NS KaXAO0ro rpagyvMpoBOYHOro pacTsopa MonyyarT BblYUTaHWEM
13 MONMYYEHHON BeNMYMHbLI abcopbuumn cpeaHero 3HavyeHus abcopbuwmu pacTBopa C
HyneBOW KOHUeHTpauueidi AHaNOrMYHO MNoayyal? 3HauyeHus abcopbunn aHanusmpye-
MOro pacTBopa, BblYMTas cpefHee 3HayeHMe a6copbuun  pacTBopa  KOHTPONLHOrO
onbiTa (n. 4.5.2).

459. MocTpoeHWe rpajynpoBOoYHOro rpaduka

CTpoAT rpafyMpoBOYHbIA TrpaguK 3aBMCUMOCTM 3HauyeHWi abcopbuwms rpagyvpo-
BOYHbIX PAcTBOPOB OTHOCUTENIBHO COfePXXaHWs HUKeNs B MWKPOrpaumsx Ka Ky6u-
4eckuit caHTUMETp

4 33K. 1464 15
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CofiepxaHune Ha

Ta6nuya T

Oxvpaemoe KO/ 1 OUCTBOpE doHosbla PAC-  CoafHM KUCNOT*
O anonc € Annksota, ew  ANA Waepewus  reop (I/I4§ O s
<alt) «Cropatuy,
MKF/cm*
>0,006 4O
0.1 >0.5 go 10
>0,1 pgo
0,5 20 >2 po 10 20 12
>0,5 po
1.0 10 >5 po 10 22,5 13.5

4.6. BblpaxeHne pe3ynbTaTos

46.1. Pacuer
Mo HallieHHOMY 3HauyeHuto abcopbuuK aHanM3Mpyemoro pacTBOpa HaxogsT co-

[epXXaHue HWKenss B MKKPOTpamMMmax Ha KyGuWuYeckuii CaHTUMeTp Mo rpajyMpOBOYHO-

My rgaq)MKy (n. 4.5.9).
ofiepXaHue Hukena (AN|) B mpoueHTax BbIYMCASIOT NO Gopmyne

Cwm -¥100
XNi* «Mo* **=5r75F <K'

rae CN, — KOHLEHTpauus HWKens B pacTBOpe 1S W3MepeHUs abcopbuwu, mur/cm»;

V' — KOHeYHblli 06bEM aHan13Mpyemoro pacteopa, cmM»;

T_ — macca HaBecKu npobbl B pacTBOpe AN M3MepeHus abcopbuuu, r;

K — koathuumeHT nepecueta COAEpXKaHWS HWKeNs na COfepXKaHue ero B Cy-

XOM MaTepwuane.
4.6.2. Jlonyckaemble pacxXxoXAeHWa Mexnay pesynbTaTaMu napanfefibHblX Onpep

NEHWI HC LO/MKHbI NpeBbIWaTh YKasaHHbIX B Tab. 8.
Tabnuuya 5

Nonyekaebible pacxog AeHus

Copfepxanune Hukens, N

*«) Tpu napag.1Babunx Nea Hepaa,qeanux

onpegeneHuns. 4 (T1/T) onpefenenna, Y (1/71)
OT 0,005 go 0,01 0.003 0,002
a 0.01 > 0.02 0.005 0.004
>0.02 » 0.05 0.007 0.006
» 0.06 » 01 0.01 0.006
» 0.1 » 0.2 0.02 0.015
» 0.2 > 05 0.03 0.02
» 0,5 » 1.0 0.01 0.05
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