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FTOCYLAPCTBEHHBIN CTAHAOAPT COK3A cCcp

TENNYP TEXHUYECKUI rOCT

MeTogabl onpegeneHHa cepbl 9816.3 = 8 4

Technical tellurium. Methods tor determination of sulphur
B3ameH
FOCT 9816.3—74

OKCry 1709

MocTtaHoBneHnem [ocypapcTBeHHoro komuteta CCCP no craHgaptam OT 27 HIoHA
1984 r. H« 2149 cpok AeiicTBUA YCTaHOBNEH
c 01.07.85

40 01.07.90

HecobnofgeHne ctaHgapta npecnegyeTcs No 3akoHy

Hactoawmii ctaHgapT ycTaHaBnuBaeT (OTOTYpPOUAHMETPUYECKNIA
MeToA onpefeneHusi cepbl {npu MmaccoBoi pone cepbl oT 0.001 po
0.1%) u rpaBUMeTPUYECKMIA MeTog onpefenieHUss cepbl (NpU  Macco-
Boii paTte cepbl oT 0,1 Ao 0.6%) B TeXHUYECKOM Tesype.

1. OBWWE TPEBOBAHWA

11 Ob6uwme TpeboBaHUs K MeTogam aHanm3a—no [OCT
9816.0-84.

2. ®OTOTYPBUANMETPUYECKUA METOZ,

MeTo4 OCHOBaH Ha 06pa3oBaHWKN CyCMEH3WMW CePHOKMUC/IOro 6apus
npu B3aMMOAENCTBUN WOHOB 6apusi ¢ cynbaT-HOHAMW U U3MEpPeHUn
MHTEHCUBHOCTM MOMYTHeHUA pacteopa. B kayectBe cTabunnsaropa
CYCIMeH31N UCMOMb3YeTCA [NLEPUH.

21. AnnapaTtypa, peakKTuUBbl, pacTBOpPbI

CnekTpocoTtomeTp wmnm  oTo3NeKTpokosiopHmeTp rno  FOCT
12083—78 ¢ pguanasoHom u3MepeHuin oT 300 go 360 HM, MoOrpeLuHo-
CTbio + 10 HMm.

Bapuii xnopucteiii no TOCT 4108—72, pacteop 100 r/gm3.

FnvuepuH no FOCT 6259—75. *

Kanuini cepHokucnbii no FOCT 4145—74, nepcKpHCTa//In30BaH-
HbIiA.

PacTBopbl CEPHOKMUCO0rO Kasus.

M3gaHue oduynansHoe MepeneuaTtka BOCMpeLeHa
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C1p. 2 TOCT ««16.3—84

PactBop A: HaBecky conu Macco 0,0544 r pacTtBOpslT B 50—
60 cm3 BoOSibl, MOMeLLalT B MEpPHYH K06y BMeCcTUMOCTbio UHO cm*,
pa3baBnAlT BOAOK A0 METKU U MepemMeLlnBaioT.

| cm3 pactBopa A cogep>xut 0.1 ur cepu.

PactBop B: a/nnMkBOTHYyO 4actb 10 cm3 pacTtBopa A nomeLlialoT B
MepHYy0 Konby BmecTumocTblo 100 cm3, pa3baBnsAiT BOAOW A0 METKM
M nepemeLunBaloT.

1 cm3 pactBopa B cogep>xxut 0.01 ™mr cepbl. PacTtBop B yctoitume B
TeyeHue 2 cyT.

Kwucnota asotHas no FOCT 4461 -77.

Kucnota consHas no NOCT 3118—77 wn pasbasneHHas | : 1.

HaTtpuii  yrnekucnelii  6e3BogHblin  no [OCT 83—79. pacTBOp
100 r/gm3.

22. lMNpoBefeHNe aHanmn3a

2.2.1. HaBecky Tennypa maccoii 0.1—4 r (B 3aBUCUMOCTM OT Mac-
COBOI [0NM cepbl) MoOMewawT B CcTakaH (Kosiby)  BMECTUMOCTbIO
100—200 cm3, npunmsaldT 1—2 cm3 pacTBopa YrneKucsoro Hatpus H
20—25 cM* a30THOM KucioTbl CTakaH HaKpbIBaKT MOKPOBHbIM CTEK*
NOM 1 ocTaBNAT 6e3 HarpeBaHUs [0 MNpeKpalleHus OypHOl peakumm
B TeyeHue 5- 10 MWH. 3aTeM KUMATAT A0 YAa/IeHUA OKUCM0B as3o0Ta,
CHMUMAKT CTeKsi0, 06MbIBalOT €ro BOAOK Had cTakaHoMm (Kosibon) wu
pacTBop OCTOPOXXHO BbiMapuBaloT Aocyxa.

K cyxomy ocTaTKy npub6aensitoT 1 2 cM* CONAHOM KUCNOTbl. 10—
15 cm3 BOAbl 1 HarpeB3lOT PacTBOP A0 KUMEHUA. Bblaep>XmnsatoT Mosy-
YeHHbIA pacTBoOp B TeyeHue 1— 15 u.

OcafoK OT(UAbTPOBbLIBAIOT Yepe3 (ubLTP cpedHer MNOTHOCTU, B
KOHYC KOTOPOr0 B/IOXKEHO HEMHOro (pHAbTPOOYMarkHOIM Kaccbl, U Npo-
MbiBalOT 5—6 pa3 BofoW. PunbTpaT MnomMewawT B MepHyl Kosby
BMecTMMOCTbI0 50 cm3 pas36aBnsaioT BOAOW [0 METKM W MepemeLun-
BaloT. PUILTP C ocagKom oTOpacbiBatoT.

ANVKBOTHYI0 4YacTb pactBopa 1—10 cm3 (WM Becb pacTBOp B 3a-
BMCMMOCTW OT MaccoBOW A0/N Cepbl) MOMeLWalwT B MepHYyl Konby
BMECTUMOCTbIO 25 cM*, npmnbasnaoT 0.5 -1 cm3 pacTBopa COMSIHOW KuC-
notel (1 ; 1), 10 cmM3 ravuepuHa v nepemMelunsaroT. 3aTemM npuanBarT
3 3.5 cm3 pacTtBopa xnopucToro bapus, pasbaBnsalT BOLOW [0 MeT-
KU 1 nepemewmnsatT. Yepe3 30—40 MMH CcHOBa pacTBoOp MepemeLln-
BalOT U M3MepAlT OMTUYECKY0 MJI0THOCTb pacTBopa Ha (oTo3sieK-
TPOKOMIOPUMETPE WM CMNeKTPooTOMeTpe, MPUMEHSIS CBeTOPUAbLTP C
MaKCMMYMOM CMEeTOMPONYyCKaHWA MNpU [AJIMHE BOJIHbI 326 HM W KIOBETY
C TOMWMHOW nornowiatoLero c1os 50 Hm.

B KkaudecTBe pacTBOpa CpaBHeHMS MCMOJIb3YOT PacTBOpP KOHTPOJib-
HOro onbITa.

=Maccy cepbl onpegensoT Mo rpagynpoBoyHOMY rpaduky.

2.2.2. lnA NOCTPOEHUA TrpafyMpoBOYHOro rpauka B LIECTb  Ha
CeEMU MepHbIX K06 BMecTUMOCTbio no 25 cm3 nomewatT 0,5; I; 2; 3:
4 n 6 cm3 pacteopa b. [ob6asnawT B Kaxayw Kosby no 05 1cm3
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rOCT 9816.)—84 Crp. 3

pactBopa consHoi kucnotel (1 :!). Bosbl no 10 cwm*. 10 cm3 rauue-
puHa u” nepemewmsBaloT. 3aTtem npunmsarwT 3—3,5 cM* pacTsBopa
xno0pucToro 6apus, pa3daBnsAlT BOAOW A0 METKU W MEPEMELLUBAIOT.
Yepe3 30 -40 MUH M3MeEPAIOT ONTUYECKYHO MAOTHOCTb pacTBopa.

23. O6paboTka pes3ynbTaToB

2.3.1. MaccoByto fo/t0 cepbl (X) B NpoueHTax BblYUCAAKT Mo op-
myne

Y fitteVul0
/4-VWIUOO

rge T1— macca cepbl, HalijeHHas MO0 rpagyvpoBOYHOMY  rpaduky,
ur;

V — o06bem pacTBopa B MepHoi Kosnbe, cm3;

Vi — 06bemM a/IMKBOTHOW 4acTu pacTsopa, em3;

T — macca HaBecKu Tennypa, r.

2.3.2. AGCONIOTHbIE A0MYCKAeMble PacxXxOXXAeHUS Ppe3ynbTaToB ABYX

napannenbHbIX OonpeAeneHWn Npu LoBepuUTeNbHOW BeposATHocTM 0,95 He
[O/MKHbI NpeBbllaTh BENIMYUH, MPUBEAEHHbIX B Tabnuue.

ABCONIOTHbIE floeyeKSembIC

MrccoeB» [0A* cepbl. * pacxoxaeHs, Y%
Ot 01)01 go 0,003 BKtOY 0,0007

Cs. 0,003 » 0,006 > 0.001

* 0.006 > 0.015 » 0,002

* 0,015 * 0.03 0,005

* 0,06 » 0.Cé > 0,01

» 005 > 015 > 0,02

» 015 > O4 * 0,05

» 0.3 > 0G » 0,08

3. TPABVMETPUYECKUA METO[

MeToa ocHOBaH Ha BblgeneHUN cepbl B Bue cynbar-MoHOB pac-
TBOPOM a30THOKMUC/IOro 6apua W B3BelUVMBaHMW MOIYHEHHOro ocajka.
MpepBapuTensHo cepy cnefyet OTAENUTbL OT MellalLluX 3/1EMEHTOB
3KCTpaKumen cmecbi"” TpmbyTuagochata C YeTbIPEXXIOPUCTBIM  yrie-
poAoM.

3.1. PeakTuBbl, pacTBOpbI

Kwncnota consiHaa no FOCT 3118—77.

Kwucnota asotHasa no NOCT 4461—77.

AMMMak BogHbIi no TOCT 3760—79.

Hatpuin xnopuctein no NOCT 4233—77 wn pactop 0.1 Monb/gm3,
NPUrOTOB/IEHHbIN 13 MKcaHasa conn WUnu crefyowmm obpasom "npes-
BapuTeNlbHO BbICYLUEHHY npu 120° C [0 MOCTOSIHHOW MacCbl HaBecKy
conu 5.8440 r pacteopsAT B 100— 150 cm3 BoAbl, pacTBop MNomMewarT
B MepHyK Konby BmecTUMOCTbio 1000 cm3, pa36aBnsioT BoAOW [0
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Ctp. 4 TOCT 9316.3—84

MeTKM W nepemeluvBalOT. XpaHAT pacTBOpP B CKASAHKE C NPUTEPTON
NMpo6KoiA.

Bapuii a3oTHokucnbli no FTOCT 3777 -76, HacblleHHbI pacTBop:
HaBecky Maccoli 34,2 r pacTBopsloT Npu kurneHun B 100 cm3 Bogpl u
oxnaxgarr.

YeTblpexxnopucTblidi yriepog no FOCT 20288—74.

TpubyTnndocgar.

Cmecb TpubyTHAGoOChaTa C YeTbIPEXX/I0PUCTbIM YI/IEPOAOM B CO-
OoTHOWEHUN 3 : 7.

MeTunoBbili opaHxeBbii no FTOCT 10816—64, pacteop 0,01 r/gm3.

Cepebpo asoTHokucoe no MOCT 1277—75, pactBop 0,1 r/gm3

3.2. NMpoBefgeHne aHanmsa

HaBecky Tennypa maccon 1 r nomewlalwT B KOHWYECKyl Konby
BMecTuUMOCTbl0 100—200 cm3 npunuBatoT 2—3 cM3 a30THOW KWUC/Io-
Tbl U 5—6 cM3 COMsIHOW KMCMoThbl, A06aBNAT 0.2 © X/IOPUCTOr0 HaTt-
pusi 1 HarpeBalwT Ha BOASHOW 6aHe A0 MOJlyYeHUS HebOosIbLIOro 06b-
emMa. 3atem npuausBalT 5—6 cmM3 CONAHOM KMCAOTbl W BbiNapusaloT
Jocyxa.

K cyxomy ocTaTky fo6aensT 10 cM* COMSAHOM KUCMOTbl U Harpe-
BalOT [0 PacTBOPEHWS COMel, MONYyYeHHbIA pacTBOp OXNaXkaawT W
noMeLLalT B [e/ITe/IbHYI0 BOPOHKY BMecTUMOCTblo 50 cm3 pobas-
nsAwT 25 cM3 cmecn TpmbyTHAGoOChaTa C YeTbIPEXX/I0PUCTbIM  Yr/ie-
pPOAOM U 3KCTparnpyloT B TedeHue (60+5) c.

[Mocne paccnoeHns >XXUAKOCTen opraHuyeckyt asy otbpacbiBaloT,
a K COMAHOKWC/IOMY pacTBopy npuaumBalT 25 cM' cmecu TPHOYTUA-
dochata € YETbIPEXX/IOPUCTLIM YI/1EPOAOM W MOBTOPSAT 3KCTpak-
Lmto.

CONSAHOKHC/OTHBIA  pacTBOp MepenuBaldT U KOHWUYECKYl  Kofby
(ctakaH) BMecTMMoOCTbl0 250—300 cm3 M BbiMapmBalT gocyxa. 3a-
TeM npuamBalT 2 3 cM3 asoTHOW  KucioTbl,  100—120 cm3 BOAbl.
5-7 cmM3 pacTBOopa X/I0pUCTOr0 HaTpus. [NA MNOAHOA  Koarynsauuu
ocafka pacTBOp OCTaB/AKT Ha HOYb.

OcafjoK x/si0pucToro cepebpa OT(hMALTPOBLIBAIOT  4Yepe3 (UNbTP
cpeAHel NMOTHOCTM W MpOMbIBAOT 3 4 pa3a ropsdveil BofoW. PuNbTP
C ocagKom oT6pacbiBaioT.

dunbTpat HelTpanusylT aMMMakom B MPUCYTCTBMM MeTUJ/I0BOrO
opaH>XeBoro, nNpu6aenswT 3—5 cM3 a3oTHOM KucnoTbl, 8 10 cMm3 Ha-
CbILLEHHOr0 pacTBopa a30THOKMCAOro 6apHA H OCTaBNAKT ANnA Koa-
rynauyum ocagka o cnefyowero gHs.

OcafoK 0T(MNbLTPOBLIBAT 4epe3 [ABOWMHOW MOTHbIA (UAbLTP, B
KOHYC KOTOPOr0 BJIOXKEHO HEMHOro (hMnbTPOoOGYMadKHOW Macchbl, U Mpo-
MbiBaloT 10— 12 pa3 ropsyeri BoAoi (40 oTpuuaTesibHOM peakumy Ha
XJI0p-HOH C pPacTBOPOM a30THOKMCOro cepebpa).

dUnbTp ¢ 0cagkKoM MoMelalT B MNpeaBapuTesibHO MPOKasIeHHbI
M B3BELUEHHbIN (hapdopoBbI TUresb, BbICYLUMBAKT, 030/5I0T U MNpo-
KanusatT npu 900—950° C B TeyeHne 1—1,5 u.
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FOCT 9416.3—84 Ctp. 5

Turenb ¢ ocafkom MOMELLAIOT B 3KCMKATOP M Moc/e OXNaxKaeHWUs
B3BewuBawT. [MpokannBaHve M B3BELUMBAHWE TUIASA C OCAAKOM MOB-
TOPSAIOT 40 MOSYYEHUS MOCTOSTHHOW Maccehl.

33. O6paboTka pe3ynbTaToB

3.3.1. MaccoByl font cepu (X) B MpouUeHTax BbIYUCAAKT MO

dhopmyne
X= TTo,1373 100

or

roe mi — macca ocagka cynbthata 6apus, T;
0,1373 — hakTOp NepecyeTa Macchbl cynbdaTta 6apuH Ha cepy;
T — Macca Hasecku Tennypa, T.

3.3.2. AGCONIOTHbIE AOMNYCKaeMble PacXOXAeHUs pe3ynbTaToB ABYX
napannesibHbIX ornpeAeneHNin Npu [oBepuTeNbHON BeposaTHocTU 0.95 He
ZO0/KHO MpeBbiaTh Be/IMYUH, NPUBEAEHHbIX B Tabnuue.

3.3 3. MNpun pasHornacuax B OLEHKE KayecTsBa Tefiniypa MPUMeEHST
oToTypbHANMETPUYECKNTI MeTOA,.



N3meHeHve J1 | FTOCT 9816.3—84 Tennyp TexHW4YecKWiA. MeTogbl  onpefeneHns
cepbl

MoctaHoBneHnem [ocypapcTeeHHoro komuteta CCCP no craHgaptam oT  M.05.86
J6 1229 cpok «BefeHWs YCTaHOB/IEH
c 01.LH.S6

MyHkT 2.1. MepBblli ab3ay, WM3N0XWTb B HOBOW pefakumu: «DOTO3NCKTPOKO-
-nepymetp TmMna ®IK-56M. wm K®PK-2, wim cnekrpokonopHmetTp Tuna «Cnekon»,;

TpeTuii ab3al, fONONHWUTL cnoBamu: «pacteop ICO r/gm*»;

YeTBepTbIi a63al, nocne c/ioBa «AePCKPUCTMN30BaUHbIN» [ONOMHUTL CcrloBa-
Mu: <k 100 r cepHoKucnoro kKanus npuamsaloT 1000 cM* BoAbl M pacTBOPSKT Ha-
BECKY MNpW HarpesaHun HepacTBOpPUALLN&CA 0CTaTOK (UALTPYIOT U3 ropsvero pacT-
Bopa Ha (unbTpyloWwnii Turens (MaM BOpPOHKY bBloxHepa), 3aTemM ero oT6pacbiBa-
0T. ®unbTpaT BbiNApuBalT [0 MOSABMEHUS KpUCTanaoB K oxnaxpawT  O6paso-
BaBLUMECA KPUCTa/I/bl  (UALTPYIOT ua (UALTPYOWMA Thienb (MM BOPOHKY Blox-
Hepa). 3aTem MepeHocAT B (hapopoByk uYallky W cywart npu TemnepaTtype 70-
t00‘'C B TeueHne 1—15 4 YawkKy ¢ KpucCTa/ilamu OXaXKAaloT W MOBTOPAT ne-
pekpuctannusaumio. [lonyyeHHble KpUCTan/bl COMWM  MNOC/e BTOPOW  nepekpucTaniu-
3aUun cylaT npu KOMHATHOW TemnepaType».

MyHKT 221 UW3N0OXWUTb B HOBOW pegakuumn: «2.2.1 Haeecky Tennypa wmaccoi
41-0,5 r nomeTalwT B cTakaH (Konby) BmecTMMoOcTbio 100—200 cm*, npunusalT
1—2 cm* pacTBOp* yrnekucnoro Hatpus u 10—15 cm’ a3oTHOW KucnoTbl. CTakaH

(MN/1op0sxeHne CH. T.



(Mpogon>keHne nameHeHma Kk FOCT 9816.3 -84)

(Kon6y) HaKpbIBalOT MOKPOBHbLIM CTEK/IOM W OCTaBAAT 6e3 HarpeBaHWs A0 BNaX-
HOro ocTtaTka. CHMMAalOT CTeKn0, 06MblBalOT ero BOAOW Haj cTakaHoM (Kon6oit)
H BblMapuBaloT pacTBop Aocyxa.

K cyxomy octaTky npunvealoT 4—4,5 cM3 CONAHOW KUcnoTbl, 5—7 cm3 BoAbl
M HarpeBalT A0 pacTBOPeHMs coneil. 3aTemM BblAepXXUBAKT pacTBop B  Temnsiom
MecTe NAUTbl B TeyeHue 1— 15 u.

Moeno oxnaxaeHWst pacTBop MoMellaloT B MepHy Konéy BMECTUMOCTbHO
25 cm3 po6GaBnsawT 1 cM* pacTBopa consiHoi Kucnotbl (1:1), 10 cm3 pacTtBopa
ravuepvHa M nepemewwmaloT. 3atem npuavsatT 3—3,5 cm3 pacTBopa X/10pUCTOro
6apus, pas3baBnAlwT BOAOW A0 METKM W MepemMeLLMBaioT.

Uepes 30—40 MWH CHOM pacTBOpP MepeMelInBalT U U3MEPAIT OMNTUYECKYIO
NA0THOCTb, Ha (oTo3 leKTPOKO/IOpMMETPe. MPUMEHSA CBETOMUILTP C  MaKCUMyMOM
CBETOMPONYCKaMKA NpU A/IMHE BOMAHbI 364 HM W KIOBETY C TOMLWMHOW crnost 50 mm.
PacTBOpPOM CpaBHEHWUS CAYXWUT BoAa.

Maccy cepbl onpesensoT no rpagynpoBoHHOMY rpadiviKy».

MyHKT 2.2.2. 3ameHUTb cnoBa W 3HayeHue: «0,5; 1; 2; 3; 4 n 6 cm3 pacTBo-
pa B» Ha «0.5; 2; 4, G n 8 cm3 cTaHgapTHoro pactBopa bB. | cv* cTtaHgapTHoro
pactBopa A»; 0,5—1 cm* Ha 3,5—4 cm3 «Boabl A0 10 cM*» Ha «BoAbl A0 ob6bema
10 cm3;

nocsie CAI0B  «MJIOTHOCTb pacTBopa» AOMOMIHUTL C/I0BAMU: -«OTHOCUTE/IbHO BO-

Abl».
(NYC Ne'8 1986 )



MN3meHeHne Ne 2 TOCT 9816.3—84 Tennyp TexHuU4Yeckuin. MeToabl onpefesieHUs cepbl

YTBep>XAeHO W BBeAeHO B pAelictBue [locTaHoBAeHMeM [ocygapCTBEHHOro KoMmuTeTa

CCCP no ynpaBneHulo KayecTBOM npoayKumu u ctaHgaptam ot 20.12.89 Ne 3908
Aata BBegeHua 01.07.90

MyHkTbl 2.3.2, 3.3.3. lNepBbii ab3al M310XKWUTb B HOBOW pegakuumn: «Pa3HoCTb
HanboNblero M HaMMeHbLlero pe3ynbTaToB [ABYX Napas/ieNibHbIX onpefesieHNi i  npu

,D,OBepVITEJ'IbHOVI BepoATHOCTN P = 0,95 HC pgosikHa npesbillaTb 3Ha4YeHUU abCcoMOTHBIX

[OMNYCKaeMblX PacxoXXfeHWl, NpuBefeHHbIX B Tabnuue».
MyHKT 3.1. NcknounTb cebinky: «no FOCT 10816—64».

(MYC Ne 3 1990 r.)
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