YAK rpynne B19
FTOCYOLAPCTBEHHGBLIN CTAHAAPT COK3A CCP

®EPPOHNOBUI rOCT

MeTog onpefeneHns cogepXkaHusi CypbMbl l 5 933 . l 6 - 7 0

Fcrrontoblurn. Method for (he determination
oi antimony content

MoctaHosinemmem Komuteta cTaHAapToB, Mep W u3MepuTesibHbl! Npubopos npu
CoBete MwHuctpos CCCP ot A/V 1970 r. He 626 cpok BBefeHMs YCTaHOB/EH
c 1/VIl 1971 r.

HecobntofeHne ctaHgapTa npecnefyeTtcs Mo 3akoHy

HacToswwmii cTaHAapT pacnpocTpaHseTcsd Ha (eppoHuobuii u yc-
TaHaBnMBaeT (DOTOKOMOPUMETPUYECXWIA MeTO4 OnpefeneHUs cofepxka-
HWA cypbMbl (MpK cogepxaHum cypbMbl 0T 0,001 go 0,10%).

MeTog OCHOBaH Ha 3KCTpakuuWu OGEH30/10M WM TOMYyO/SOM OKpa-
LUEHHOr0 B (PMONETOBbIV LBET KOMMIEKCHOTO COEAWMHEHUW TeKcax/io-
paHTUmMoHaTa (SbCI4) - ¢ kpucTaniuueckum  uonetosbiM. CypbMy
npejBapuTeNnbHO BbIAENAOT Ha BOAHOW [ABYOKWCM MapraHua.

MpuMeHeHWe MeToda MpefycMaTpuBaeTCs B CTaHfapxax W TEXHU-
YECKMX YCNOBMAX, YCTaHaB/MBAIOWMX TeXHW4Yeckne TpeboBaHWs Ha
(heppOHHOGWIA.

1. OBLWWME TPEBOBAHUA

11 O6buwme TpeboBaHWa K MeTogy aHanm3a — no [OCT
15933.0-70.

2. ANMAPATYPA, PEAKTVBbI 1 PACTBOPbI

DOTO3NEKTPOKOIOPUMCTP.

Kucnota ¢TopucToBogopogHas (nnasukosasa kucnotal no FOCT
10484-63.

Kucnota asotHas no FOCT 4461—67 u pasbasneHHasa 1: I

ANMMMaK BogHbI no FOCT 3760—GA4.

MapraHeu, cepHokucnbliin no FTOCT 435—67, 10%-HbIin pacTBoOp.

X/ KanuH MapraHuoBokucnblii  Ho TOCT 4527—65, 4%-Hbili pac-
~eTBOP.

79


https://meganorm.ru/Data2/1/4294814/4294814225.htm

Crp. 2 TOCT 15933.16- 70

Kucnota consiHaa nmo FOCT 3118—67 n pa3baBneHHas 1:1.

HaTtpuin asotuctokucnbiii Ho TOCT 4197—66, 10%-ublii pacTsop.

Kucnota cepHas Ho FOCT 4204—66 u pasbaBneHHas | :5.

OnoBo ggyxnopuctoe Ho FTOCT 36—68, 10%-Hblii pacTBOp; rOTOBAT
cnefyowmmM o6pasom: 100 r XN10puUCTOro 0/10Ba PacTBOPSAIOT MpU Ha-
rpeBaHun H 500 .m1 pasbaBneHHOM 1: 1 COMSHOM KMCAOTbI W Aonu-
BalOT A0 1 1 BOAOW.

MoueBrHa no FTOCT 6691—67. HacCbILEHHbIA  pacTBOp; TrOTOBAT
cnegytowmmM obpasom: HOC I MOYEBMHbI PacTBOPAIOT MPU HarpeBaHUU
B 100 .m1 BOfpbl.

Kpuctannunyeckuii  dmonetosblii, 0.2%-Hblii BOAHbIA pacTBop.

Tonyon no NOCT 5789—69.

Cypbma no MOCT 1089 —62, mapku CyO.

CTaHfapTHbIe pacTBOPbI CYpbMbI.

PactBop A; rotoBsT cnegyrowym obpasom: 0.1 I MeTanMyeckoi
CypbMbl pacTBOpAtOT npu cnabom HarpeBaHun B 20 MN KOHLEHTPU-
POBAHHON CEPHON  KWUCNOTbl, OXNMaXAalT, MPUINBAIOT  OCTOPOXHO
200 mn Boabl 1 80 M cepHoOli KWCNOTbl. [locne oxnaxgeHws nepenu-
BAlOT PacTBOp B MEPHYK Konby BMecTUMOCTbO | n.  fonvBaloT [0
MEeTKV BOZON W MepeMeLLnBatoT.

1mMn pacteopa A cogepxut 0,1 Mr cypbMmbl.

Pactsop b; rotoeAT cnegytowmm obpasom: 100 M cTaHAapTHOro
pacTBopa A HanMBalOT B MEpHYK KONby BMeCTUMOCTblO 1 1, fonu-
BalOT [0 METKVM COMSHOW KMCNOoTOi, pasbaBneHHoi 1:10. n nepeme-
LUMBAOT. PacTBOP rOTOBAT B [leHb MPUMEHEHNS.

1.mn pactBopa b cogepxut 0.01 Mr cypbmbl.

YHuBepcanbHas WHAMKaTopHas bymara.

MnatuHoBas yawka J&5 Ho TOCT 6563—58.

3. MPOBEAEHWNE AHANTN3A

HaBecky eppoHnobus 1 r nomewatoT B NAATUHOBYH YallKy,
CMauMBaloT BOLOW, MPWAMBAIOT 5 M/ (DTOPUCTOBOAOPOLHOV KUCMOTbI
N OCTOPOXHO, MO Kannsm, u3beras BCMeHWMBaHUA, NPUBABAAIOT KOH-
LIEHTPMPOBaHHYO a30THYH KUCNOTY [0 MO/IHOr0 PacTBOPEHUS HaBec-
k. Ecnu Heobxogymo, TO YallKy NOAOrpPeBalOT A0 MOMHOr0 PacTBO-
peHusi HaBecku. [locne pacTBOPEHUA COAEPXUMOE YallKW CMbIBaloT
BOJOV B CTakaH BMecTUMOCTbHO 250—300 M/, pacTBOp HelTpanmsytoT
pa3baBneHHbIM 1: 1 aMMMakoMm [0 BblNafeHWs Ocafika, KOTOpbIM pac-
TBOPAIOT pasbaBneHHol 1: 1 a30THOM KWUCNOTOW, npmbaBnas ee [0
pPH 2 no yHuBepcanbHON WHAMKATOPHOW Gymare. 3aTeM pacTBOp Ha-
rpeealoT A0 kuneHus, npunusaloT 10 mn (0%-Horo pacteopa CepHo-
KMCnoro mapraHua. 2 ma  4%-Hero pacTtBopa  MapraHLOBOKWCIOMO
Kanua n Kunatat B TeveHue 7—10 MuH. OcafjoK ABYOKWUCWU MapraH-
Ua U MeTacypbMsSIHOA  KMCNOTbl OT(MAbTPOBbLIBAOT — Yepe3 M/OTHbIN
(TP W NpombiBatlOT 5—6 pa3 ropsdveil Bogoi. IMpOMbITbIA 0CafoK
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pacTBOPAKOT Ha (PuUAbTpe ropsyein pasbasneHHoi 1: 1 consiHol Kuc-
noToii. po6aBnas Ha (MALTP Heckonbko Kanenb 10%-Horo pac-
TBOpPa a30TWUCTOKWUCNOrO Hatpus (AU Nydllero pacTBOpPeHWs [BY-
OKUCU MapraHua). ®uabTp NPOMbIBAKOT NATb pa3 COMSHON KWCNOTOM,
pasbaBneHHoli 1:1, n 3—5 pa3 BOAONA, cobmpas OCHOBHONM pacTBOp
N NPOMbIBHblE 004bl B CTakaH, B KOTOPOM MPOMCXOAUIO OCaX[eHue.
K pactBopy npunuealoT 5 .mn1 pasbaBneHHol 1:5 cepHOi XMCMOTbI
1 BblNapuBatoT COAePXMMOe cTakaHa o 7—10 mn. Ecnu octatok B
CTakaHe OyfeT MMeTb TeMHbIA LBeT, TO npubaBnAwT 7—10 Kanenb
a30THON KWCNOTbl M CHOBA BbINAapWBalOT A0 MNOSBMEHWUS MapoB CepHON
KUCNoThbl. ocne OXNaxAeHUs pacTBOPSAKOT COMM MpU HarpeBaHUu B
10 Mn  pasbaBneHHol 1:1 COMSIHOW KWUCNOTbl, MNpUAMBaKOT 1 MN
10%-HOro pacTBOpa XNOPWUCTOro0 0/10Ba (415 BOCCTAHOBEHMA XKefe-
3a), nepemewmsaroT, npummsatoT 1 MmN 10%-Horo pacTBopa as3oTu-
CTOKWCNOrO HaTpusa (4N OKWUCMEHUA CYpbMbl) W OCTaBNSAOT PacTBOp
Ha 5 MUVH.

3aTemM pacTBOp MEPEHOCAT B [AeUTENbHYH) BOPOHKY BMECTUMO-
cTbto 100 - 200 M/, 0OMbIBalOT CTEHKM CTakaHa 10 MA pa3baBneHHON
I : 1 consiHOW KWCMOTbI, NpWAMBalOT 1 M/ HaCbILWEHHOro pacTeopa
MOYEBUHbI A5 CBA3bIBAHWA W36bITKA a30THETOKMENoro Hatpus. 1 M
4%-Horo pacteopa (hTOPUCTOrO HaTpus W TWATENbHO MEPeMELLMBAIOT.
Mocne astoro npunusaoT 40—50 MA BoAbl BGLICTPO He MepemeLLnBas,
npubasnatoT 10 kanenb 0,2%-HOro pacTBOpa KpUCTaNIMYecKoro ¢mo-
netosoro n 150 mn Tonyona wam 6GeH30Ma, 3aKpbIBAlOT BOPOHKY
NpobKoiA 1 BCTPAXMBAKOT B TeuyeHue | MUH. TonyonbHOMY cnoto fgatoT
OTCTOATLCH, BOAHbLIA CMOA  CMMBAKOT Yepe3 KpaH, a uYepe3 BepxHee
OTBEPCTME BOPOHKWM CAMBAKOT TOMYOSbHBIA CMOA B Cyxyld MNpPo6upKy
1 MIOTHO 3aKPbIBAlOT ee NPO6KOiA.

ONTMYeCKYO MIOTHOCTb 3KCTpaKTa W3MepstoT Ka (hOTO3NEKTPOHe-
NOpyMETPe C KpacHbIM cBeTOoMNbTPOM (06MacTb CBETOSPOMYCKaHMs
610—660 HN) B KtOBETE C TONLWWWMHONA cnos 20 MM,

B kauyecTBe pacTBOpa CpaBHEHWS WCMOMb3YHOT 3KCTPaKT KOHTPO/Ib-
HOro onbITa.

3.1. MocTpoeHne KanubpoBOYHOTO rpaguka

B Konbbl waM cTakaHbl BMeCTMMOCTbHO Mo 100 M/ oTMepuBaroT
nunetkoin 1,0: 2.0: 3.0: 4.0; 50 Mn cTaHgapTHoro pacteopa b. uto
cootsercteyet 0.01; 0,02; 0.03; 0,04; 0,05 Mr cypbmbl. B oguH cTakaH
CypbMy He npu6aBnsaoT. 3aTemM BO Bce Konbbl npubasnsaoT mo 10 .wmn
pasbaBneHHon 1: 1 consHoil kucnoTel, no 1 .m1 10%-Horo pacTteBopa
X/I0PUCTOro 0/10Ba, NepemMelunBaloT 1 npuamsaloT no 1 ma 10%-Horo
pacTsopa a30TWCTOKWUCNOro HaTpus, MOC/fe Yero OCTaBMAT PacTBOpbI
Ha 5 MWH. [lanee MocTynatoT, Kak ykasaHO B pa3n. 3. Mo HalifjeHHbIM
3HAYeHUAM OMTUYECKMX MJIOTHOCTEN U COOTBETCTBYIOLIMM WM KOHLEH-
TpaumsaM CypbMbl CTPOSIT KasIMBPOBOUHbIN rpadink.
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4. NOACYET PE3Y/IbTATOB AHAJ/IN3A

4.1. CogepxaHue cypbMbl (X) B MpOLEHTAax BbIYMCASKOT MO (hop-
myne:
y *-100
G 1 1%00 -
rae:

KO/IMYECTBO CypbMbl, HalileHHOe Mo KannGpoBOYHOMY rpa-
tuky, B Mr\
G — HaBecKa, COOTBETCTBYIOLIAA aNMKBOTHOW 4acTu pacTBopa
B3ATOW /19 KONOPUMETPHPOBAHUS, B T.
4.2. [Jlonyckaemble PacXOXAEHWs1 MeXAy pesynbTaTamMmu aHanmsa
He [O/MKHbI MpeBbILATh BEIMYMH, YKa3aHHbIX B Tabiuue.

. [onyckaemble pacxoxaeHs
CogepxaHve cypbMn B ", MEXZY KDaVHAMM peayribl-art-
VH W/aB/aa wadc- *

Oor 0,001 ,qo 0,002 0,0003
C». 0.002 0,005 0,0005
w 0,005 . 0.010 0.0010

o 0.010 . 0.020 0,0020

0.020 . 0,050 0.006M

« 0.050 . 0,10 0,0030
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