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FTOCYALAPCTBEHHBLIN CTAHAOAPT COK3A CCP

TENUYP BbICOKOW YWUCTOTbI rOCT

MeTop onpefeneHus ceneHa 19709.2-83

Tellurium of high purity. Method for
determination of selenium BaameH

rOCT 19709.2—74
OKCTY 1709

[NocraHoBneHvem [ocygapctBeHHoro komwutet* CCCP no craHfgaptam OT 26 CeH-
TA6ps 1983 r. H* 4535 cpok AeiicTBUA yctavosneH
¢ 01.01.85

fo 01.01.90
HeCOﬁﬂIO,U,EHVIe CTaHAapTa npecnegyetca no 3akoHy

HactoswwuiA ctaHAapT YyCTaHaBNMBAaeT CHCKTPO(OTOMCTPUYCCKUIA
MeTO/, OnpefenieHMs MaccoBO [ONM CeneHa B Avana3oHe KOHLEHTpa-
umiA ot 0,0001 o 0.02% B Tennype BbICOKOIA YMCTOTI.

MeTop OocHOBaH Ha 06pa30BaHUK COEAMHEHUS CeneHa C O-(heHuIcn™
avamuHoMm npu pH 1- 2, nornowaroulero cnet B ynbTpadmoneToBoi
obnacTy cnektpa npu AnnHe BofHbl 335 uM. O6pasylieecq CoeavHe-
Hue aKcTparupyeTtcs 6GeH3onoM. Tennyp CBS3bIBAETCA NMMOHHON KWC-
NOTOM.

CTaHAapT NONHOCTLIO COOTBETCTBYET pekomeHgaumm C3B no crtaH-
faptusauymm PC 5095—75.

1. OBLUME TPEBOBAHUA

1.1. Obwwme TpeboBaHMs K MeTogy aHanusa —mno FOCT 22306—77
C [OMONHEHMEM.

1.1.1. [na BbluMCNeHWs pe3ynibTarta aHann3a BbINOMAHAT  TpU
napansenbublX OHpegeneHHa.

1.1.2. KoHTpO/ib NpaBuibHOCTW Pe3y/ibTaToB aHa/in3a OCYLLEeCTB/fA-
10T METOAOM CTaHAapTHOW f06aBKu-

MaccoBas ons ceneHa B fo6aBke (CTaHAapTHOM pacTBope) A0/XK-
Ha cocTaBnaTb 50—100% ce cofepykaHusa B aHaIM3NMPyemMom Matepuane.

BennunHy po6aBky onpegenstoT no pasHocTh C2—Cu rae C, u
Ct— pe3ynbTaTbl aHanu3a npobbl C| m npobbl ¢ gobaskoit C2 pac-

M3gaHuc ogmumansHoe Mepeneuarka BocnpeLieHa
*
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rOCT 19709.1—83 Ctp. 7

CUMTaHHble KaK cpefHee apudMeTMuyeckoe M3 Tpex mnapasnsiesbHbIX on-
pedeneHnn, PacxoXaeHUs MeXAy KOTOPbIMW He [O/MKHbl MPeBbIllaTh
[OMYCKaeMbIX BEIMYMH, YKa3aHHbIX B CTaHapTe.

PesynbTaT aHanusa CUMWTAETCA NPaBU/bHLIM, €CNM HalileHHas Be-
NnunHa [06aBKM OTNNYAETCA OT PacuyeTHOro 3HauyeHWs He Gosiee Yem

Ha 0,7 Y d@, +df, , rae d,, n dn,— fOMNyCKaemMble PacXOXKAeHus
MeXJy pesynbTaTamu napan/enbHblX OnpefeneHWin ceneHa B npobe
C| v B npobe ¢ gaboskoin C*.

2. TPEBOBAHWSA BE3OMACHOCTU
2.1. TpebosaHus 6GesonacHoctu —no MOCT 19709.1—83

3. ATNAPATYPA, MATEPUATIbI N PEAKTVBbI

CnekTpodoToMeTp M060ro Tmna LS W3MEPeHWs CBETOMOIr/IOLLe-
WHA B YNbTPaMoneToBOM 06/1acTW CreKTpa.

Kucnota consaHaa no OCT 3118—77.

Kucnota asotHaa na MOCT 4461—77.

Kucnota numoHHas no MOCT 3652—69, 50%-HbIii pacTBop.

Kucnota mypasbuHasa no MOCT 58-18—73.

AnMMMnak BogHbIn no TOCT 3760—79.

Conb gunHatpueBas atuneHgnamuH- N, N, N', N'-TcTpayKcCyCHo
kucnotel (TpunoH B) Ho FOCT 10652—73. 0.1 M pacTBop.

o-deHnNeHAMaMUN CONSHOKNCAbIN, 1%-Hbl/1 pacTBOp, CBEXENpU-
rOTOB/IEHHbIA (PeaKTUB [O/MKEH ObITh CBET/bIM).

beHson no MOCT 5955 -75 wunu tonyon no MOCT 5789 -78.

bymara uHgukatopHas yHuBepcanbHas.

Cenen no NOCT 5455—74.

Boga guctunnuposaHHas no MOCT 6709—72.

4. MNOArOTOBKA K AHANN3Y

4.1. TpwuroTosneHve CTaHA4APTHbLIX PacTBOPOB CefieHa

PactBop A 50,0 mr ceneHa pacTBopstoT B 10 cmM3 consiHol
KNCNoTbl ¢ fo6aBneHnemM 5—7 Kanenb a30THOW KWCNOTbI MpW HarpeBa-
HUW Ha BOAsHOW GaHe, f06aBNAT 20 eM3 BOAbI.

OxnaxfeHHbIi pacTBOP MEPenuBalOT B MepHYH KOnby  BMeCTu-
mMocTblo 500 cm3 nprb6aBnstoT 15 cM5 CONSIHOW KWUCMOTbI U AOBOAAT BO-
[OW 1O METKW.

1 cm3 pactBopa A cogepxut 0,1 mr ceneHa

PactBop b: 5 cm3 pactBopa A nepeHOCAT B MePHYH Konby
BMECTUMOCTbO 250 cM3 f06aBnsAOT 5 CM3 CONSHON KUCNOTbl U [0BO-
OAT BOAOA 0O METKW.

1 cm3 pacteopa b cogepxut 0.002 mr ceneHa.



Ctp. 3 TOCT 19709.2—4)

5. TPOBEAEHVE AHA/TN3A

5.1. HaBecky Tennypa Mmaccoii 1T MOMeLaloT B KOHWYECKYH) KOJ-
6y  BMecTMmocTbto 100 cM3 npub6aBnstoT 15 cM3  CcONsHON K
2 cm3 a30THoW KkucnoT. Konby HakpbiBatOT 4acOBbIM CTEKNOM W Har-
peBalOT Ha BOAsSHOW GaHe 40 pacTBOpeHWsi Tennypa. YacoBoe CTeK/o
CHMMAKT ¥ ynapuBalT pacTBop Ao obbema 5 cm3. lMpu maccosoit go-
ne ceneHa 6onee 0,001 % pacTBOp NOMELLAOT B MepHyl Konby BMec-
TMMOCTbi0 100 cM3 f0BOAAT 40 METKM BOAO M OTGUPAKOT aNMKBOTHYHO
YacTb, CofepKalyto 2—16 MKr ceneHa.

K oxnaxgeHHOMY pacTBOpPY WM K €ro aivKBOTHOM 4YacTu npubas-
naoT 25 cm3 Bodbl, 12 cmM3 pacTBOpa IMMOHHOW KWUCMOTbI, 3 CM3 pacT-
Bopa TpunoHa b n 1 cM3 MypaBbMHO KMCNOTbI. YCTaHaBnuBaloT pH
pacTBopa paBHbIM 1—2 MO yHWBEpCaNbHOW  WHAWKATOPHOW Gymare,
npubasnas no kannaMm ammuak. MpunusatoT 1 cm3 pacteopa o-dc-
HHNeKAMaMmHa 1 0CTaBnAloT Ha 20 MUH.

PacTBop nepenvBalOT B LENUTENbHYHO  BOPOHKY  BMECTUMOCTbLHO
150 cm3 npubasnsioT 25 cm3 6eH3ona  (Tonyona) W 3KCTparvpyroT
2 MuH. Tocne paccnauMBaHUA XULKOCTe OpraHMuyeckuii CNoi cnmsarT
B CyXYl0 MPOGMPKY W W3MepstoT ONTUYECKYH MNOTHOCTb Ma CMeKTpo-
(hoTomMeTpe npu AnMHe BOAHbI 335 HM B KiOBETE C TO/LIWMHOM MOr/o-
Lwaroulero ceet cnos 50 mm.

PacTBOpOM CpaBHEHWA CNYXXUT PacTBOP KOHTPO/ILHOrO OMbITa.

CofepXXaHue ceneHa ycTaHaB/MBAlOT MO rPagyvpoBOYHOMY rpadu-
KY.

5.2. lna MOCTPOEHUS rpajyvpoBOYHOro  rpagmka B KOHWYECKMe
Konbbl BMecTUMOCTbiO 100 cm3 nomewatoT 0; 0.5; 1,0; 2,0; 4,0; 6,0 n
8,0 cm3 cTaHgapTHOro pacteopa b, yuto cootsetcteyet O; 1, 2; 4; 8;
12 n 16 MKr cefneHa. B Kaxayt Konby npuamsatoT Bogy Ao 30—35 cm3,
8 cm3 pacTBOpa NIMMOHHOW KUCMOTbI U Aanee MOCTYNalOT Kak YKas3aHo
B M 51

Mo Nony4YeHHbIM 3HAYEHWAM OMTUYECKWUX MIOTHOCTEW PacTBOPOB U
COOTBETCTBYIOLLMM UM COAEPXaHWsM cefeHa CTPOAT rpasyvpOBOUHbIN
rpagumk.

6. OBPABEOTKA PE3Y/IbTATOB

6.1. Maccosyto fonto ceneHa (X) B MpoUeHTax BbIYACASAIOT
thopmyne

rge T — Mmacca CefieHa, HaiiieHHas Mo rpagyyvpoBOYHOMY  FpaduKy,
MKT;
T, —Macca HaBecku Tennypa, r.
3a pesyNbTar aHanM3a MPUHUMAIOT CpefHee apudmeTNecKoe 3Ha-
yeHWe pe3ynbTaToB TPeX MapanfienbHbIX onpeaeneHnii-
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FOCT 1*709.2—M Crtp. 4

6.2. AGCONIOTHbIE AOMYCKaeMble PacXOXAeHWs pe3ynbTaToB  Tpex
napajienbHblX ONpefeNeHnii  npyu  [OBEpUTENbHOA  BEpOSTHOCTY
A=*0,95 He JOMKHbI MPEBbILATL 3HAYEHWN, YKa3aHHbIX B Tabnuue.

Moo MEaE, % AOOaHEeXTYEE-bE EOOEM %0

1000074
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ABCO/MIOTHBIE [O0MYCKAeMble PacXOXKAEHUs [ANs  MPOMEXYTOUHbIX
MacCoBbIX [ofeli cefleHa pacCUMTbIBAOT METOAOM JIMHENHOW WHTeprno-
nAunn.

OO0



MamveHeHve .4 1 TOCT 19709.2—S3 Tennyp BbICOKO/ 4MCTOTbI MeTog OmnpefenieHns
cerieHa

YTBepXIEHO H BBefEHO B fieiicTBMe [MocTaHoBneHVWeM [0OCYfapCTBEHHOr0 KOMUTET
CCCP no ctaHgapTam or 20.02.89 Ne 2«9
Nata BBeAeHuns 01 09 89

|'4IH)Ga<II/IMEHOBaHVIe CTaHfapTa. 3amMeHUTb C/I0BO <MeToj, Ha .MeTodbl™. eelueUio-U :a
@K™,
BBogHas vacu. [MepBbliil ab3aL, TUN0XTb B HOBOW pefakumn.

‘HacToAwwmin cTaHaapT ycTaHaB/MBAET 3KCTPAKLMOHHO-(ax-opHue! pudeckHA (mm
miicroBoii fone ceneHa or 0.00003G go OWXit 4j) u enekilpodoTomon..ucem!l («wr
y~. w-id fone ceneHa ot 0.0001 o 0.02 %) MeTofbl OMnpefeneHns re*eHa B tvi-ivin*
BbICOKO UMCTOTbI;

e-opoft b6aal, 3aMeHWTb C/leno: *Me;0.»> Ha «CreKTPOto-OMeTUaYeCKHA M<V>[y;

raermii a« «LW MTKANAYMNX

MyHKT 1 1 1M310KMTb B HOBOW pedakumn: «1.1 1, 3a pesynbTaT asaibiaa UMUK
MatoT CpefiHee apu(METVYECKOe Pe3ynbTaToB [BYX MapasieNibHbIX OrnpeseneHun

PyHKT 11 2. 3amMeHUTb 3HayeHust 4 c30Ba «30--100 yt Ha 80—120  «ma Tpex™
Ta -llB Ar

Pagge.; 3. 3ameyaTb cioBa- «50 Y-Hblii palLBop» Ha «pacTBOP C MaccoBoi .T- Teld

ol KT sia-Tr.Yp» Ha «por-Kop ¢ mMacro3oT foseit | %».

MyHKT 5 1 [Mep.blli ab3aL,. 3amMeTUT*. 3HayeHr.e- | r A },(PO r

my-iSt 6.1 B.-opoii ab3ay, MCKIHOHUTD.

MyHK- 62 OTNOXWUTHL B MO30M pefakumn. «6.2 Pa3Ho.» gsyx peTy/bTably va*

1MpoA":yeTe cH c. bl)



(MpogomkeHne nameHeuns K FOCT 19709.2—S3 m

pasn.torbl j\ oqpcge KHHI 1 pasHOCTb SIHYX PesyNibTaToB aHa/li3a C JOBEPUTE/bHOV B
POSITHOCTBID S3-T- 05 He [O/MKHbI MPEBbILLATb 3HAYEHWI [OMYCKAeMbIX PacXOXAEHUIA.
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Craungar,: [ONOHUTL pasgenom — 7:
€7. IKCTPaKMMOHHO-(TyOPUMETPUYECKMIA METOZ, OMpeaeneHns ceneHa
71 CyuwHoCTb MeTONa
MeTog . caoBan Ha 06pa3oBaHUM CoeauHeHUs cefena ¢ 2.3-fHaMHHovadranHHoe.
n3BfieYe.! @1 ero M rekcaHoM 1 M3MePeHns MaTeacMMoCTU JIFOMVHECLIEHLIMN 3KCTPaKTa.

(MpogomkeHne cm. c. 6S)




(Mpogon>keHne nameHenns K TOCT 19709.2—83)

72. AnnapaTtypa, maTepuanbl U peakKTUBbI

CriekTpothlyopHMCTP M-850 Win aHanoruuHbIiA.

Bymara MHOVKaTopHast yHUBepCaslbHasi.

CTyrnka aratoBasi.

Kucnota a3otHas no MOCT 11125—81,

Kucnota cepHas no MOCT 14262—78.

Kucnota conaHasa no MOCT 14261—77. pacteop 0.1 monb/gm*.

Kucnota mypasbuHaa no TOCT 5848- 73.

AvMMMnak BogHbIM no MOCT 24147—80.

H* M €KC«1K

CrmpT 3TUnoBbIi no MOCT 18300—87.

Conb puHatpuenasn atunesgmamsiH — N. N. N', N' — TeTpayKCyCHOW KuUC/oTbl
(Tpunon B) no MOCT 10052—73. pacteop 0.025 mMonb/am».

2,3-HaMMHOHaTa/IMH PacTBop 5 r/AM*; HaBecKy peakTisa Maccoi 0.5 r pacTso-
psatoT B 100 cM* pacTBopa COMSIHOW KMC/OTbI, PacTBOP MepeBoAAT H AenTellbHY0 BO-
POHKY BMECTUMOCTbIO 150 cM3 1 aKcTparmpytoT npumect 30 cM’ H-rexkcava 1 mali.
BogHyto (hasy cmBatOT H TEMHYH CKISIHKY C MPUTEPTOl MPOGKOIA; pacTBOpP MPUroAeH
N NPUMeHeHNS B TeueHve 3 fHei

CeneH BbICOKOW YMCTOTbI.

CTaHgapTHble pacTBOpbI CeneHa.

PactBop A: HaBecky cencma Maccoid 0,1000 r nomewaroT B KOHUYECKYHD KOsby
BMECTUMOCTbIO 100 cM* W pacTBOPSAIOT MpW HarpeBaHWM Ha BoAsHol GaHe B 10 cv*
CMeCK a30THOI W COMsHOM KucnoT (3 1), ymapunaloT A0 BA@XHbIX COMeRt, fobaBnaioT
5 cM4 cepHOli KWCOTbI U HarpeBaroT 40 MOSIB/IEHWS NMApoB CepHOM KUCMoTbI. PacTBop
OX/TXKAAIOT W MepeBOAAT B MEPHYIO KONby BMeCTUMOCTbIO 100 cM*, 4OBOAAT A0 METKM
BOZIO/ H MepeMeLLIMBaroT.

1 cm1 pactBopa A cofepkuT 1 Mr ceneHa.

PactBop B: 0 cml pacTBopa A MOMeLLAOT B MepHYH  KOnby  BMECTMMOCTbHO
300 c™M*, [OBOAST [0 METKV PacTBOPOM COJISIHONM KUC/OTbI U NMepeMeLLIMBAtOT.

1 cv* pactBopa b cogepxmt 0.01 ™Mr ceneHa.

PactBop B; 5 cM3 pactBopa B nomeLlaloT B MepHyH0  KOnby — BMECTMMOCTbHO
500 cM1 JOBOAAT 4O METKM PacTBOPOM COJISIHOM KUC/OTbI S MepeMeLLIMBAtOT.

1 cm3 pactBopa B cogepxnt 0,0001 Mr ceneHa.

73. NMpoBefeHne aHanusa

AHamM3Mpyemyto Npoby MOMeLLIalOT B araToByto CTYMKY W M3MeNbyatoT, [06aBnsas
Ha KOHe4Holi cTagum 10 cv* 3TUIOBOrO CrMPTa; 3aTeM Mpoby BbICYLLMBAIOT.

Hagecky Tennypa maccoit 1,0000 r npv maccoBoli  fone ceneHa oT 5-10-* go
5-1C-» % wm 0,1000 r npn MaccoBoi one ceneHa oT 5-10-* o  B-HO-4% nomella-
KQ_ 1 cTakaH aMCcCTUM<XTbI0 50 CVM* 1 MPUIMBAIOT B COOTBETCTBWW CO B3ATON HaBec-
Kol 3 wm 1.5 cml conaHoii kvenotel v 1 wwm 0.5 cm1 a30THON KuenoTbl. CTakaH Ha-
KPbIBatOT BOPOHKON W HarpesatoT [0 MOMHOr0 pPacTBOPeHUS Mpobbl, a 3aTeM KUNATAT
[0 yhaneHuM OKCwaoB asora PacTBop oxnaxjalT W NpubaBnsaoT 2 cv» pacTBopa
Tpunoun b, 20 cv» Bofbl U ycTaHaBMBao? pH pacTBopa paBHbIM 2 M0 YHMBEpPCaSIb-
HOM MHAMKaTOpHO Gymare, NMpubasnas Mo Kamism ammmak (0Kono 2 cv*-). PacTsop
C 6enbiM amopthHbIM 0CafKOM Te/UTypUCTO/ KUCMOTbI [OBOAAT A0 KWMEHWS W Bbiaep-
XXMBAIOT Ha ropsyeli nauTe [0 MNepexofa amopdHOro ocafxa B  KPUCTA/UIMYECKUIA
(5—10 MHWK), a 3aTeM OX/TaXKAALOT.

PacTBop OT(MILTPOBLIBAIOT Yepe3 (UIbTP «CUHASA JleHTa» B MEpPHYH0 Konby BMec-
TUMOCTBIO 51 CM5 B KOTOpYIO NpeABapuTe/lbHO — Ha/MBalOT 2 CM*  COMSHOM  1©
1 cm5 .MypaBbVHOW KUCOT. PacTBOp  MepemMeLLMBaloT U yepe3 30 mMou MpuGaBsOT
2 cM’ pacTBopa 2,3-AvamMuHOKathTa/IHHa Mpy MaccoBOW fone ceneHa MeHee 1-10-»%
wm 4 cw» pacteopa 2.3-AMammHoHaTaiHHA mp MaccoBOi  fofie ceneHa  6Gonee
MO-»*. CogepX1uMoe Konbbl fOBOAAT 4O METKM BOAOM M MepemeluvBaioT. Yepes
| 4 pacTBOp MepeBOAAT € AeNWTeNbHY0 BOPOHKY BMecTMMmocTbto 100 cwm*, nogbasns-
10T 5 CM* H-TeKraHa W SKCTparvpyrloT B TedeHvie | MuH. locne  pasfeneHuns Croes
OpraHuYeckyto asy CvMBaloT B CyXyto MPOBMPKY C MPUTEPTON MPOGKOA.

CofiepXaHve ceneHa HaxofAaT MeTOAOM fo06aBoK. [ns 3TOro napasifieflbHo Mpo-
BOAS; Orpefde/nieHne cefeHa a fiBYX HaBeCKax Mpobbl ¢ fo6aBkaMu CTaHAAPTHOMO pacT-

(MpopomkeHre cM. c. 66)

3 3ak. 787 65



(Mpogon>keHne nsmeHenua k FOCT 19709.2—8

Bopa ceneHa B ww B. Mpu atm mMaccy cmeHa B gob6asnsieMom pactniope 0 wwm B
BbIOMPAOT TakMM 06pa3oM, YTobbl Byayun OTACCeMa K Macce HaBeCKU OHa COCTaBAsB
Ha oT 1.2Cx po 0.8 Cx ceneHa B npo6e. Bropas po6aBka Ao/mkHa ObITb BABOE 60/b-
Lue repsoii. [lobaBky pactBopoB B H B BBOAWT B MepHYyl0 KOGy BMECTUMOCTb»
50 cmb nepef, nnbTPOBaHWEM pactBopa C 0CafKoM,

Uepes BCe CTaauM aHasmsa NPOBOAAT ABa KOHTPO/bHBLIX OMbITa Ha peakTyiBbl.

CreKTp NIOMUHECLIEHLMM KOMIJIEKCa PervcTpupyroT Moc/iefoBaTte/lbHo B 061acTu
500—580 HM. HaumHas ¢ 6onbLueil gobaBkM. MakcuMym monocbl — 519 HM. JaHu»
BOAHbI BO30OY>K[EHWSI COOTBETCTBYET 373 KM. YyBCTBUTENbHOCTb YCUUTENS, BXOAHYHO
1 BbIXOAHYIO LUeNb PerympyroT B 3aBUCUMOCTM OT BeMYMHBI CUrHasa.

74, ObpaboTKa pe3ynbTaToB

74.1, Maccoyto gonto cenieHa (/Y,) B MPOLEHTax BbIMUC/SIOT Mo opmysie

* =

wi (78—1*mn)
" «o('«, " 'mV O '

TAe T, — Macca [06aBfeHHOro CeseHa, Mr;

/T — Bucota nuka fns pactsopa nNpobbl, MM

/*on- BbiCOTA MMKa [/1s1 PACTBOpa KOHTPO/LHOTO OMbiTa, MM;

** — BbICOTa NWKa ANA pacTeBopa Npobbl ¢ A06aBKON, MM:

T — Macca HaBecKn Tennypa, r. .

7.4.2. Pa3HOCTb [BYX Pe3y/IbTaToB Mapayie/ibHbIX OMPEAETeHniA 1 pasHOCTb Apy3
pesynbTaToB aHa/iM3a C [0BEPUTEbHON  BEPOSITHOCTBIO P—0,95 He [0/KHbI Npesbl-
LaTb 3HAYeHUI [ONYCKaeMbIX PacXOXAEHWIA, yKasaHHbIX B Tabn. 2.

Ta6nuua &
Maccoms nonsa ccicus. % Aﬁe“‘l—{%aﬁgpoﬂenfezc;v?brx’ ﬂﬁ%’e(a&%ﬁ‘?ﬁg{
onpepenexHa. % JBS.UtIO. %
Ot 0.000005 g0 0,000010 BKrHOY. 0.000033 0.000004
Cs. 0.000010 > 0,000020 > 0,000005 9.000007
» 0.000020 » 0.000050 > 0.000*308 0.000012
» 0.00005 » 0.00010 > 0.00002 0,00003
» 0.00010 » 0.00020 > 0.0C003 3.00004
*0,00020  , 0.00050 > 000006 0.00008

(MYC Ne 5 1969 r.)
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