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20997.5—81*

Meron XuMHKO-CHEKTPAILHONO ONpeneaeHus 01082

Thallium.
Method of chemical-spectral determination of tin

OKCTY 1709

Iocranosnennem IocyaapctsenHoro xomurera CCCP mo crammapram or 25 mas 1981 r. Ne 2589 cpok BBeneHus
yCTAHOB/IEH

c 01.07.82
TTocranosnenvem Toccrasnapra or 22.04.92 Ne 430 cHaTo orpanuvenue cpoka JeHCTBHS N

Hacrosiimit craHaapT yCTaHABIMBAET METON XUMUKO-CIIEKTPAIBHOTO OMpeIe/ieHNs 0JI0Ba B TAJUINK
TIpM MaccoBoii gone onosa ot 3-10—° no 1.10—4 %.

MeToa ocHOBaH Ha IIPeIBaAPUTEIBHOM 2KCTPAaKUHOHHOM KOHIIEHTPMPOBAHUM OJIOBA B BUIE HOMU-
HOTO KOMILUIEKCA, OCAXIEHWK €r0 ¢ TMIPOCKUCHIO UHIKA U CIIeKTporpaduyecKoM aHANU3e OKUCH WHIUS,
MOTYYE€HHOM IMoCIe MPOKAJIMBAaHMA MMAPOOKUCH IpH TeMiiepatype 350—400 °C.

1. OBIIVE TPEBOBAHUA
O6wue Tpe6oBanust K Merony aHanusa — no T'OCT 20997.0—81.

2. AIITIAPATYPA, PEAKTUBBI 1 MATEPHAJIbI

Crekrporpad mudpakumonnsiit Tuia JI®C-8 ¢ pewrerkoit 600 mrpuxoB Ha 1 MM (11epBblif TOPANOK)
C TPEXJIMH3OBOM CHCTEMOIA OCBELICHUS LIENH.

I'eHeparop AyroBoil, MPUCIIOCOOJIEHHBII UISt MOMKUIa AYTH MOCTOSTHHOIO TOK2 BHICOKOYACTOTHBIM
paspsiiom.

HcroyHuK nocTossHHOro Toka Ha 250—300 B 1 30—50 A.

MukpocdoroMeTp m060ro TUMA, MO3BOJSIOIIMA U3MEPSTh TUIOTHOCTD TTOYEPHEHHS] AaHANUTHYESCKHX
TR,

Crnekrponpoextop Tuna I1C-18.

Becs! TopcnoHHbie THHa BT wnu anajorayHoie ¢ morpeniHocTsio B3BelmBanisa He Gonee 0,001 r.

Bechl aHanNMTHYECKHE C MOTPEUIHOCTHIO B3BelMBaHUs He Gonee 0,0002 r.

Jlamma uH(paxpacHas ¢ J1adopaTopHeM aBTOoTpaHchopMaropoM Tira PHO-250—2 win aHATOTHMYHBIM.

Bokchr M3 OPraHUYCCKOro CTeKia.

CTynKa ¥3 OpraHuyeckoro CTeKNa ¢ NECTUKOM.

INocyna xBapueBast H CTEK/ISIHHASI.

OnekTtpojpl rpaduToBbie 0COOON YUCTOTHI TUAMETPOM 6 MM C pasMepoM Kpartepa 4 x 4 MM.

KonTpanekrponsl rpadutoBhie 0c0G0ii YUCTOTHI AUAMETPOM 6 MM, 3aTOYEHHbIE HA YCEYCHHBINA KOHYC
C IUICIIAAKOM THAMETPOM 2 MM.

Wanuit mo TOCT 10297—94 ¢ MaccoBoii Jofieit onosa MeHee 5-1075 %.

Bona muctiwutuposannasi o TOCT 6709—72, neperHaHHasi B KBApIEBOM aIIapaTe WK OYMLIEHHAA
Ha HOHM3ALMOHHOMN KOJIOHKE.

Kucnora cepHas ocoboit urcrothl mo F'OCT 14262—78, pacrsop 1:2.

Kucnora aszotHag nmo I'OCT 4461—77, nmeperdHaHuast B KBaplieBOM allflapaTe WIM KHCJIOTA a30THas
ocoboit uncrotel mo FOCT 11125—84.

Hzpanne opuumansioe IlepeneuaTka Bocnpemena

* Hzdanue (ansapo 2001 2.) ¢ Hamenenuamu Ne 1, 2, ymeepocdenmvimu 6 Hosbpe 1986 ., anpeae 1992 e.
(HYC 287, 7-92)
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T'OCT 20997.5—81 C. 2

Kwucnora xmopnas.

Harpuit itomucterit mo T'OCT 8422—76 u pactsopst 1 1 0,05 M.

Beuson mo I'OCT 5955—75.

AMMMaK BoIHBIA ocoGoit yuctoThl 1o I'OCT 24147—80.

Kucnora wasenesas nmo TOCT 22180—76.

DoToracTUHKU «criexkTporpaduyeckue» tuna 1.

[IposiBuTENHE METON-MMIPOXHHOHOBBIA.

DuKcax KUCIbIH.

Pacteop unmust 10 %-Hblit: HaBecKy WHAWS Maccoit 5,0 T gac*rBopﬂm B 12 cM? a30THOM KMCIOTHI,
OXJIAXHAIOT ¥ TIEPEBOAAT B MEPHYIO KOOy BMecTUMOCTBIO S0 cM?.

PacTBop onoBa 0,1 %-Hblil: HABECKY TOHKOU3Me/IbYeHHOTO 01oBa Maccoi 0,100 r pacTBopsIoT B 2 M3
a30THOI KUCIOTHL. TTocre 1iepexona BCETO 0j10Ba B METAOJOBAHHYIO KHCIOTY B CTakaH Ko6asitior 20 cm3
BOIBI ¥ 4,0 T LIABEIEBOI KUCTOTHL. PacTBop NepeHocAT B MepHYIO Konby MectuMocTbio 100 cm3. Crakan
HECKOJIBKO pa3 IIPOMBIBAIOT BOINOW IO ITOJHOTO PACTBOPEHHUs IUABENEBON KHMCIOTHL. I1pOMBIBHBIE BOHBI
CJIMBAIOT B TY X€ MEPHYIO KOJIOY U JTOBOASAT O METKH BOLOIA.

Pactsop A: 10 cM3 0,1 %-Horo pacTBopa oJioBa TIEPEHOCAT B MEPHYIO Konby BMecTUMOCTbIo 100 cm3
M pa30aBiIgIOT BOLOMA O METKM.

1 cM3 pactBopa A comepxurt 0,1 Mr oosa.

Pacteop B: 10 cM3 pacTBopa A mepeHocsT B MepHYIo Konby BMecTuMocTbio 100 cM3 1 pasbasasior
IO METKHY BOJOM.

1 cM3 pactBopa B comepxur 0,01 Mr onosa.

Pacteop B: 10 cM3 pacTtBopa B mepeHocsaT B MepHyio Konby BMectTuMocTbio 100 cM3 1 pas6apisior
IO METKU BOJLOH.

1 cM3 pacteopa B comepxur 0,001 Mr onosa.

Crannapriabie pactBopsl b u B rotossit B ieHb ynotpeGneHusl.

OGpasibl CpaBHEHMsI, C MaccoBOM Hoseit omosa 1-10—4; 2:10—4; 3.10—4; 1.10~3; 3.10—3 %; roTopaT
OJIHOBPEMEHHO C aHAJIM3UPYEMBIMU TTIPOGAMM.

Il p u M ey a H ¥ e. Jonyckaercs npuMeHeHne IPGoPos ¢ GOTOINEKTPUHECKON PErMCTPALIME CIIEKTPA M APYTHX
cnekTporpaduyecKux NpuGOpPOB M YCTAHOBOK, JPYTHX MAaTepHAIOB M PEAKTUBOB IIPH YCIIOBHH MTOY4EHMS TOYHOCTHBIX
XapaxTepHCTHK He XyXe YCTAaHOBAEHHBIX HACTOSIUMM CTAHAAPTOM.

Pasgen 2. (M3Menennas pepakums, Mam. Ne 1, 2).

3. IIPOBEAEHHUE AHAJIM3A

3.1. Hasecky MeTa/UIMYeCKOro Taius Maccoit 3,0 I MOMENIAoT B cTakaH BMecTMMOcThio 100 cM3 u
PACTBOPSIIOT TIpM HarpeBaHMM B 15 cM? pacTBopa cepHoit kucnoTs! (1:2). CTaKaH HAKpPHIBAIOT YaCOBBIM
CTEKJIOM. B nociegHHi MOMEHT pacTBOpeHUs NOOABISIOT OAHY KAILUIKO a30THOM KMCIOTHI. PacTtBop
oXTaXaaoT 10 TeMmepatypsl 50—60 °C, no6assior 30 cm3 Boas 1 25 cM3 1 M pacTBopa HOIHCTOro HaTpHs
IIpH ITepeMELIMBAaHMK. PacTBOp MPOOIKAIOT MepeMellBaTh eme 2,5—3,0 MuH. Bomasiumit ocamgok iioayaa
TAUTHSL OPaHXEeBO-XKEJTOro 1BeTa QIIBTPYIOT Yepe3 OyMaxkHbii GmwibTp. CrakaH U GIWIBTP POMBIBAIOT
10 cM3 0,05 M pactBopa Homuctoro Hartpusi. (MLIBTPaT M MPOMBIBHBIE BOAbI COENMHSIOT B JEJUTEILHOM
BOpOHKe BMecTuMocThio 200 cM3, Harpesalor mo Temneparypsl 35—40 °C, mobammwmor 10 cM3 xropHoii
KHCIoThl, 30 I' HOMMCTOrO HATPUSI M TILATENbHO MepeMermBaioT. Jobasmsuior 10 cM3 6eH30/1a M BCTPSXMBAIOT
B TeyeHne | mMuH. Ilocne paccroeHuss BOXHBINA CNOM OTGPACHIBAIOT, 4 BEPXHWI OpraHUYeCcKWif depe3 ropio
BOPOHKM JIEPEHOCST B YALIKy, B KOTOPYIO J0GaBRNAIOT 2 cM” OeH30J1a [10C/Ie [IPOMBIBKH JIEIUTENEHOM BOPOHKH.

B 51y Xe wamky BHocsT 1 cM3 pactBopa uHmusi. Benson Bemapusalor npu Temneparype 40 °C
(30—40 MuH), a KOHLIEHTPAT OJIOBA COOCAXIAIOT € THAPOOKUCHIO MHIMS, VIS YETO K PACTBOPY a30THOKUCIIOrO
MHIS JOOABIISIOT 10 KATUIAM NpY IEPeMELIIMBAHMY CTEKIISIHHOU nanoukoif 20 xareab aMMHAaKa JIo CHJIBHOIo
3arnaxa. [Tony4eHHYI0 MMIPOOKKCH [TOACYILMBAIOT ITOJI JIAMITON, HA 3JIEKTPOIUIMTKE, a 3aTeM NpPOKANTMBAIOT B
MydenbHo#M ey npu Temreparype 350—400 °C B teyenwte 30 muH. ITocie npokaTUBaHKS MOMIYYEHHYIO OKUCh
MHIKST U3MEJIBYAIOT KBapLIEBBIM IIECTHKOM IO MEJKOM KPYIIKK U IepefaloT Ha CrieKTporpaduyeckuit aHaua.

OborailleHHe BEOyT U3 YeThipeX HarecoK. OJHOBpeMEHHO IS NMPOBEPKH YUCTOTHI HCIIONb3YEMBbIX
PEeaKTUBOB MPOBOAST KOHTPOJIBHBIN OITBIT.

IMapamiensHo ¢ aHATH3UPYEMBIMU [TPOGAMU K CIIEKTPOTrpadUpPOBAHUIO FOTOBAT 0Opa3Lbl CPaBHEHMS.
JL1st aTOTO B NSATH CTAKAaHOB BMecTUMOcThio o 100 cM3 momerualoT Maccoit mo 0,2—0,5 T HaBecKH TavIu,
conepxaruero oyiosa MeHee 1-10—3 %. B crakaHb HaKanbBaloT cooTseTcTBeHHO 0,1; 0,2; 0,3; 1,0 1 3,0 cM?
pactBopa B, uto B pacgere Ha 100 Mr mHust coorsercrsyer 1-10—4; 2.10—4; 3.10—4; 1.10-3 u 3.10—3 %



C. 3TOCT 20997.5—81

0JI0Ba B KOHLIEHTpaTe. B Kaxmwlit crakan ao6asismior o 1 cm3 pacrsopa cepHoit kuciots! (1:2) U mox
9acoBhIM CTEKIIOM COIEpPXHMMOE CTaKaHA IEePeBONAT B PacTBOP. B IocnesHH MOMEHT pacTBOPCHHS
00aBIAIOT O OXHOM KaIule a30THOU KUCJOThHI U Hajlee aHAIM3 BEAYT, KaK MpH IOATOTOBKE ITpod.

3.2. Tlony4yeHHBle KOHLEHTPAThl 0OPa3iOB CpaBHEHMs KOHTPOJLHOrO OINBITA M IpoG mo 45 mr
MOMEIIAIOT B Kpatephl rpad)UTOBBIX NEKTPOXOB (aHOXOB) AUAMETPOM U IIIYOGMHOI 0 4 MM M CXUTAIOT B
Iyre MOCTOSIHHOIO TOKa cuioit 15 A B TeueHue 3 MuH (10 BbiropaHust). Cnektphl dotorpadgupyor npu
moMou audpakuoHHoro cnekrporpada tuma JPC-8 Ha doromnacrunkax tuna II; mwupnna menu
cnektporpada 0,020 MM, paccTosHMe MEXHy 3MeKTpomamu oT 2,5 1o 3,0 MM JOIXHO COXpaHATLCS B
TeueHHe Bcel axkcnosnuuy. Ha xaxmyio dorornacTHHKY (oTorpadupyroT CieKTpbl KOHLIEHTPATOB 00pa3-
LIOB CPaBHCHHS 1O [IBA pa3a, a CMEeKTPbl KOHLEHTPATOB NMPo0 M KOHTPOJIBHBIX OIIBITOB ITO YEThIpe pasa

Pasgen 3. (M3menennaa pexakuas, Mam. Ne 1, 2).

4. OBPABOTKA PE3VYJIbTATOB

41. Ha criexTporpaMMe c IIOMOILBIO MMKpPOodOTOMETpa H3MEpSIOT MOYepHEHHE JMHHA OJIoBa C
UIHHOM BoaHbl 283,99 HM u Gimmanexawmero ¢doHa I'pagynpoBouHbie rpadUKH CTPOAT B KOOPAMHATAX
AS —1gC, rne AS = Sj4, — S, C — Maccosas [0/ o0Ba B 06pa3Lax CPABHEHUA B MPOLEHTAX

ITo rpamyupoBouHBIM rpadMkaM HaXONAT MAacCOBYIO HOJIO OJiIOBa B KOHLeHTpare npodnl (C) H
KOHTpoAbHOro onuita (Cy)

Maccosyio nomo ooBa B mpo6e (X) B mpolieHTaX onpeaesoT no dhopMyie

y=5-6 100
m
rae 100 — Macca mosydeHHOTO KOHIEHTPATa, MT,

m — Macca HaBeCKH MpoObI TAJUTHA, B3SITOTO HA aHAIU3, MT

Ji1 mocTpoeHHs IPagyMpOBOYHOrO IpadpMKa AOMYCKAETC HCIOMb30BATh IONYJIOTAPUPMUYECKYIO
Gymary

OTtHocUTENTbHOE CpefHee KBaApaTUIECKOe OTKJIOHEHHE CXOAMMOCTH Pe3YJIBTATOB IapajuieibHBIX
omnpeneneHu He npeBrinaet 0,15

4 2. PacxoxIeHHs Pe3yNbTATOB YEThipex MMapaUleNbHBIX onpenencHuii (d), a Takke pacxXoxXIeHUs
Pe3yAbTaTOB IBYX aHAMU30B (D) He MOIKHBI [IPEBbIUATh 3HAYeHUH, yKa3aHHeIX B Tabmuue (P = 0,95)

PBCXO CHUEC YETHIPEX pe3yJiLTaTOB Pacxo CHUC 3YIIBTATO
Maccosas nons onosa, % napﬁenmbrx onl;engnel-}x,}m, % a aﬂamggoi,;z i
310™° 1,5107° 210~°
610~° 31076 410~
11073 5107° 6105
2103 710~¢ 910~8
4107 21073 210™3
81073 31073 41073
1107 41073 5103

Homyckaemble pacXOXIeHHUs ISl IPOMEXYTOMHBIX MACCOBBIX JIOJIEH PACCYMTHIBAIOT METOIOM JIUHEM -
HOY MHTEPIIOJISILHH.

Penaxtop M H Makcumoea
Texnuyeckuit penakrop H C Ipuwarosa
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