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CTAHOAPTHbI OBPA3EL, COCTABA CEPEGPA /11 EFO ONPEAEJIEHMA
B FOBEJINPHbIX U3AENUAX

0. U. lOpueHko, E. H. Taxtaynosa, T. B. YepHo)Xyk, M. A. [lo6pusiH

TUTPUMETPUYECKUM M MOTEHLMOMETPUYECKMM TUTPOBAHMEM YCTAHOBIIEHO codepXaHue cepebpa B cnna-
Be CpM 925. PeHTreHo(pnyopecUeHTHbIM U TUTPUMETPUYECKUM MeTo4aMU NMpoBefeHa aTTecTauus CTaH-
AapTHoro obpasua npegnpuatus. o ycTaHOBNEHHBIM KpUTEPUSM CTaHAAPTHBIM obpasel NpeanpuaTrs co-
OTBETCTBYIOT TpeboBaHMsAM, NpeabsBnseMbiM K cTaH4apTHbIM obpasuam cocTaBa, M npeJHas3HadeH ansi
KOHTPONSA TOYHOCTU M3MEPEHMWIN MaccoBOW Aonu cepebpa B OBEMUPHLIX ChlaBax Ha OCHOBE cepebpa Tut-
PUMETPUYECKNM METOLOM.

KnioueBble cnoBa: cepeGpo, TUTPUMETpUS, CTaHAAPTHbI 0Gpasel; cocTaBa, PEHTTeHOTYOPECLEHTHbIN
aHanu3, ogHOPOAHOCTb, aTTecTauus.

Pa3zButne aHanmuTHYECKOH XUMHM OOYCIOBJIEHO HEOOXOAMMOCTBIO PEIIEHHS METPOJIOTHYECKHX
npoOiieM U 3a/iad, BO3HUKAMIIMX MPH MPOBEACHUN XUMHUYECKOTO aHAIN3a BEHIECTB. AKTYaIbHOCTb
3aJaudl aHaJIU30B SBJISETCS MONy4YeHHEe JOCTOBEPHOM MH(POPMALUN O XMMHUYECKOM COCTaBE BEILECTBA.
J1s1 3TOro NCHONB3YIOT pa3IuyHble XUMHYECKHE, GU3UKO-XUMHUUECKUE U (PU3UUECKUE METOIbl aHAJIH-
3a. OcOOEHHOCTHIO aHATTUTUYECKUX METOAOB H IPUOOPOB SIBISIETCS YCIOBHOCTD MIIM OTHOCHTEIBHOCTh
n3Mepenuid. [1oaToMmy BO BpeMsl XMMHYECKOTO aHallM3a BO3HUKAET HEOOXOOMMOCTh B IPagyHpOBKE
AHAJUTUYECKUX NMPHOOPOB MO BELIECTBY C M3BECTHBIM COCTAaBOM — CTaHAApTHOMY 0Opasily cOCTaBa.
Jis MeTayuIoB M CIUIABOB 3TO OOJIBAHKM TUAMETPOM HECKOJIBKO CAHTUMETPOB, W3TOTOBJIEHHBIE IIO
TEXHOJIOTHSM, 00ECIIEUYNBAIOIINM OJHOPOJHOCTD COCTaBa Mo BceMy 00bEMy. B paboTax [1-6] omucana
pa3paboTKa ¥ NPUTOTOBJICHHE HEKOTOPBIX CTAHAAPTHHIX 00Pa3I0B COCTABA.

B npakTtrke mpoOUpHOTO aHaiIM3a HauOOJbIIee MPUMEHEHNE HAXOIAT MOTCHIIMOMETPHICCKIH [7]
U PEHTIeHO(ITYOPECIIEHTHBI METOABI KOHTPOJIS IPO0 cepeOdpocoiepKalIiX OBETUPHBIX U3aeNuii [8].
Crenyer OTMETUTH JOBOJBHO HH3KHH YPOBEHb METPOJIOTHUECKOTO 00EeCTIeYeHUs] THTPUMETPHUUCCKUX
METOAOB aHajM3a. Yaie BCero B Ka4eCTBE YCTAHOBOYHBIX BEILECTB, UCIIOJIb3YEMbIX AJISl ONPEAETICHUS
KOHIIGHTPAIMA TUTPAHTOB, NPUMEHSIOT OOBIYHBIC PEAKTHBBI ONMpPENeNEHHBIX KOHIEHTpanuid. OTcyT-
CTBHE CBEJCHHUH O BEIMYMHE MOTPEIIHOCTH yCTAHOBJICHUS KOHIICHTPALM YCTAHOBOYHBIX BEILECTB U
TUTPAHTOB HE MO3BOJIAECT OOBEKTHBHO OLEHUTH MH()OPMALHIO O MOTPELIHOCTH PE3yJIbTaTOB THTPH-
METPHYICKHUX ompenencHuii. B padote [9] npemnoxkeHsl cTaHgapTHBIE 00pa3Iibl I METPOJIOTHICCKOTO
obecrievyeHus] TATPUMETPUIECKOTO METOIa aHanu3a. ['ocyrapcTBEHHbIE cTaHIapTHBIE 00pa3ibl cocTa-
Ba Ha OCHOBE cepebpa Al XUMHYECKHX, (DU3NKO-XMMUYECKUX U (U3MUECKHX METONOB aHAIn3a B
HacToslIee BpeMsa B YKpauHe BBITYCKatoTcsl ToabKo JloHenkuM HaydHo-ucciaenoBaTenbCKUM U IPo-
€KTHBIM WHCTUTYTOM IIBETHBIX MeTa/I0B. OIHAKO, OHU IOPOTOCTOSIIUE U MAJIOAOCTYITHEI.

Lessb padoThl — H3rOTOBICHNE, HCCIIEOBAHIE OAHOPOJHOCTH U aTTECTalUs CTaHAAPTHOrO 00pas3-
[1a COCTaBa MPEANPHUATHS Ha OCHOBE FOBEIIMPHOTO CIIaBa cepedpo-menp Mapku CpM 925.

JkcnepuMeHTasibHas 4YacTb

IInactuny cmmaBa CpM 925 u3rotaBiuBalOT MyTEM MPOKATKM HA BalbllaX CIUTKAa pPa3MepoM
8x80x120 MM, TOTYYEHHOTO TIO TeXHONOTHYeckor WHCTPYKIHH 3A0 «XaphbKOBCKHH FOBEIMPHBII
3aBOj». McXoMHBICE KOMIIOHEHTHI JUIS TIPUTOTOBIICHUS ciaBa: cepedpo mapku Cp 99.99 mo JACTY
I'OCT 6856:2004; meap mapku M16 JICTY I'OCT 859:2003. B coOTBETCTBHH C TEXHOJIOTHYECKOM
HHCTPYKLHUEH, B3SIThIE B COOTBETCTBYIOIINX MPOMOPLUSIX Macchl cepedpa U MeAU PacIlUIaBisiOT B Ipa-
¢utoBOM THIIIE, 00pabOTAaHHOM [0 BHYTPEHHEH IOBEPXHOCTH cJioeM Oypbl, NpH TeMIeparype
940420 ° C. Ipu manHo# Temmepartype ciuiaB nepemerinBatoT 30 c. [leds BBIKIIOUAIOT, (IIFOC CIIUBA-
IOT ¥ CIUIaB BBIIEPKUBAIOT MOJ KPBHILIKOM 2 MHH. 3aTeM Ha MOBEPXHOCTH CILIaBa 3aChINAIOT MPOKa-
néHHyo Oypy M BKIIOYAIOT Ieub. B TUrenp 3arpyxaroT IpeaBapUTENbHO MPOCYLIECHHBIN yroib. 3a-
JIMBKY CIUIaBa, B MPEABAPUTEIBHO MPOTPETYIO B CyIIMIbHOM mikady npu temmeparype 50 — 90 ° C
U3JI0KHHILY, IPOBOAATH MpH Temreparype oT 960 no 1000 °C. PaGounii MaTepran CTaHAapTHOrO 00-
pasia npeanpusITHs BRIKpAaUBalOT U3 CPEIHEH 4acTH pa3BajbllOBaHOTO ciuTka. Onpexnenenue cepedpa
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IPOBOST MOTEHIHOMETPHYECKIM METOJIOM, UCTIONb3Ys OJIOK aBTOMaTHYECKOTO TUTPOBAHUS J1abopa-
topHblid BAT-15.2, 6ropeTky ¢ aBTOMaTH4eCKO ycTaHOBKOW Hynsd BMecTuMocThio 50 mi, MoHomep
naboparopubiit 1-130.2M.1, a Takxe peHTreHo(IyopecieHTHBIM MeTooM aHanm3a (VRA-30).

Pe3ynbTaTbl M UX 06Cy)kaeHue

Hccnedosanue o0nopoornocmu obpasya. J1ns nccnenoBanus ogHOpoHOCTH miactury 0.7-120-229
MM PacKpOMJIM TaKUM 00pa3oM, 4TO ObUIM MOIy4EHBI 2 IUTACTHHBI 3ar0TOBOK M 39 mpob cruiaBa, KOTO-
PBIE XapaKTEepU3yIOT paclpeneneHue cepedpa B ucxoaHoi miactude. Kaxnas nmpoba Oblina paszaeneHa
Ha 3 Haecku 1o 0.5 T u mo 3 Haecku mo 0.25 r. OnpeneneHne MacCOBOM J0JIH cepebpa B HaABECKAX
o 0.5 r mpoBoaunu coraacHo [7], a B HaBeckax 1o 0.25 r cormacuo [10].

Onpedenernue mMaccogou 0oau cepebpa Memooom nomenyuomempuiecko2o mumposanus. HaBecky
obpasma maccoit 0.5 T, B3BEIIEHHYIO ¢ morpenrHocThio He 6onee 0.0001 r., mepeHOCHITN B TEPMOCTOM-
KUH CTaKaH BMECTHUMOCTBIO 250 MJI M pacTBOPSUIM MPH MEUIEHHOM HarpeBaHuH B 20 MJI a30THOH Ku-
ciotel (1:1) no BeIaeneHus OypbIX MapoB OKCHIOB a30Ta. PacTBop oxmaxnanu, nobassm 20 Mt auc-
TWUIMPOBAHHOHN BOABI U KUILITWIX A0 BbLAETICHUS Oenblx mapoB. O0beM OXJIaKAEHHOIO A0 KOMHAT-
HOW Temreparypbl pacTBopa mAoBoAwWiad A0 100 M ITUCTHIUIMPOBAHHOM BOAON M TUTPOBAJIHM MOTEH-
nuomerpuyeckuM MetonoM 0.1 H pacTBOpOM XJIOpUAa KaIusl ¢ TOYHO YCTAHOBJIEHHBIM TUTPOM IO
3aJaHHOW Pa3HOCTH NOTEHIMAJIOB Ha OJOKE aBTOMATHYECKOI0 TUTPOBaHMA. B KOHIIE TMUTpOBaHMSA IO
OropeTke (PUKCHPOBAIH 00BEM THUTPAHTA, U3PACXOJIOBAHHOTO HA TUTPOBAaHUE JaHHON HaBECKH 00pa3-
na. [IpoBoauiu no 3 mapajuieabHBIX TUTPOBAHUS ISl KaXKIOH MPOOHI.

Onpedenenue maccosoii 0oau cepebpa no memoody Doaveapoa. Hasecky obOpasma maccoit 0.25 T,
B3BEILICHHYIO ¢ MOrpemHocThio He Oosiee 0.0001 r, mepeHOCHIM B TEPMOCTONHKYHO KOHHUECKYIO KOJIOY
BMecTUMOCThI0 100 M1 1 pacTtBopsnu B 20 M a30THOH KucaoTH! (1:1) mpu MeJIeHHOM HarpeBaHHUH
10 ynaneHus: OyphIX MapoB OKCHIOB a30Ta. PacTBop oxmaxnanu, nodasnsum 20 M1 AUCTHIUIMPOBAH-
HOH BOJBI M KUILITWIX JI0 BBIAETICHUS Oerblx mapoB. OXJIaluB pacTBOP A0 KOMHATHON TEMIIEPATYpHI,
JOBOAMIIN 00BEM pacTBopa 10 50 MII TUCTUIUIMPOBAHHOM BOJON M TUTPOBAJIM PACTBOPOM THOIIMAaHATA
aMMOHHUSI C TOYHO YCTAHOBJIEHHBIM THUTPOM B NPHCYTCTBHM HACBHIIIEHHOI'O PAacTBOpa KeJIe30aMMO-
HHUMHBIX KBaCLIOB B KAUECTBE MHIUKATOPA. B TOUKe 9KBUBAJICHTHOCTH (PMKCHPOBAJIN U3MEHEHHUE OKpa-
CKH TUTPYEMOT'O pacTBopa OT 0enoil 1o 6JeaHO-pO30BOM, HE MCUe3alollell Ipy nepeMennBaHy. B
KOHIIE TUTPOBaHMsI (PUKCUPOBANIK 00BEM THTpaHTa 1O OIOpETKe MOLICAIIEro Ha TUTPOBaHUE 00pasLa.
[IpoBoaunu o 3 napasienbHbIX TATPOBAHUS IJIs1 K&XKIOH MPOOHI.

MaccoByro 10110 cepedpa pacCIUTHIBAIHN 110 popmyIe:

X=T-V-100 / m %, 20e:

V — 00B&M TuTpaHTa, MOMIEANIEr0 Ha TATPOBAHUE;

T — tutp pabouero pacTBopa;

m — Macca HaBeCKH 00pasia.

AOCOIIOTHBIE JOMYCKAaeMble PAacXOKICHUS Pe3yJIbTaTOB MapajUIe/IbHBIX OINpelelIeHUH MpH 0BeE-
putensHoi BepositHOCTU P = 0.95 He nomxusl npesbimath 0.15 %, npu MaccoBoii none cepeOpa CBHI-
e 80.0 % [7, 10].

Pe3ynpTaThl onpeencHus MacCoBOM 10K cepedpa B CIUIaBe MPUBECHBI B Ta0I.

[t XapakTepUCTHKU PacCerBaHUs PE3yJIbTAaTOB BEIOOPOYHOM COBOKYITHOCTH MCIOIb30BAIN CTaH-
nmapTtHoe otkionenue [10]:

, rie:

S’ — auCTIepCHs, XapaKTepH3yIoIas PACCeHBAHME PE3YIHTATOB OTHOCHTEIBHO CPEIHErO;

f—aucno creneneii ceodonsl (f=n—1);

1 — KOJIMYECTBO PEe3yJIbTaTOB aHAIIN3A.

B cooTBeTrcTBUMM ¢ mpaBWIIAMH CTATUCTHYECKUX BBIOOPOK MO F-KpHUTEpHIO TPOBENH CpaBHEHUE
JICTICPCHH, a TIO (-KPUTEPHUIO — CPABHEHHE CPEHUX 3HAYCHUHN OMpE/ICICHNs MAaCCOBOM J0JIU cepedpa,
TTOJTYICHHBIX TBYMS METOaMH. Szl =0.0008 u 822 =(0.0009.

Fraen (mpu f1 =38, £,=38)=1.51. Fpaca= S?%, /S%=0.0009/0.0008=1,12. Fpaca < Fragn

X1=92.72 %, X2=92.71 %. tyas, (pu £=76, P=0.95) = 1.99; tpe=1.54. toneu< trasi
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YcTaHOBJICHO, YTO JUCIIEPCHH M CpEIHHNE 3HAUESHUS MACCOBBIX JIoJIel cepebpa Iuist BcexX mpood pas-
JMUYAIOTCA He 3HAYMMO U TMpejronaraeMas cerperamnus cepedpa 1o AJIMHE UCXOJHOro o0pas3ia He Ha-
OmomaeTcs.

Onpenenuiym WHTEPBaI, B KOTOPOM IPH 33JJaHHON TOBEPUTEIBLHON BEPOATHOCTH JIEKHUT UCTHHHOE

t S
coziepkanue cepebpa. PacueTsl mpoBoamiIn 110 Gopmyie: + ¢ = 2/ rae:
n

S — cTaHAapTHOE OTKJIIOHEHHE BHIOOPOYHON COBOKYITHOCTH U3 71 00pabaThiBaeMbIX BeTHUYWH (f = n-
1); t — ko pumment Cteromenta mpu P=0.95 u uncie creneneit cBoboas! f = n-1. Cpennee 3HaAUCHHE
MacCcOBOM J1oJin cepedpa, ONMpeaesIEHHOTO JIBYMsI METOJaMH (MIOTCHIMOMETPHUUECKOS TUTPOBAHUE H
tuTpoBanue no merony Pomnvrapaa): X = (92.72 + 0.01) %. OTHOCHUTENBHOE CTAaHIAPTHOE OTKIIOHE-
Hue coctasmio S,=0.01.

Tabaunna. Pe3ynbrarsl onpeaeneHust MaccoBoii gosiu cepedpa B ciutase CpM 925

n IToTeHIIMOMETPUUYECKOE TUTPOBAHUE 110 Turposanue no meroxy Pomnsrapaa mo 'CTY
JACTVY ISO 13756:2005 47-083-02.7-2002

X1, % X2, % X3, % X1,% X1, % X, %0 X3, % X2,%
1 92.74 92.75 92.75 92.75 92.76 92.72 92.69 92.72
2 92.73 92.75 92.77 92.75 92.71 92.72 92.74 92.72
3 92.71 92.77 92.77 92.75 92.75 92.71 92.70 92.72
4 92.65 92.71 92.66 92.67 92.65 92.68 92.66 92.66
5 92.73 92.69 92.71 92.71 92.63 92.64 92.72 92.66
6 92.70 92.78 92.78 92.75 92.71 92.72 92.81 92.65
7 92.76 92.75 92.67 92.73 92.69 92.70 92.70 92.70
8 92.71 92.75 92.75 92.74 92.81 92.71 92.73 92.75
9 92.70 92.66 92.71 92.69 92.74 92.66 92.72 92.71
10 92.72 92.74 92.69 92.72 92.77 92.65 92.71 92.71
11 92.66 92.73 92.75 92.71 92.62 92.74 92.70 92.69
12 92.77 92.76 92.67 92.73 92.76 92.76 92.68 92.73
13 92.78 92.71 92.71 92.73 92.74 92.73 92.73 92.73
14 92.69 92.69 92.66 92.68 92.71 92.72 92.74 92.72
15 92.73 92.73 92.68 92.71 92.69 92.71 92.69 92.72
16 92.77 92.73 92.73 92.74 92.78 92.67 92.72 92.72
17 92.77 92.73 92.70 92.73 92.71 92.77 92.67 92.72
18 92.72 92.71 92.73 92.72 92.75 92.77 92.73 92.75
19 92.70 92.68 92.72 92.70 92.79 92.66 92.67 92.71
20 92.80 92.72 92.70 92.74 92.79 92.71 92.71 92.74
21 92.77 92.75 92.77 92.76 92.78 92.81 92.78 92.79
22 92.65 92.67 92.72 92.68 92.70 92.65 92.69 92.68
23 92.68 92.73 92.67 92.69 92.72 92.69 92.66 92.69
24 92.69 92.69 92.68 92.69 92.64 92.67 92.73 92.68
25 92.74 92.73 92.67 92.71 92.69 92.69 92.73 92.70
26 92.76 92.79 92.76 92.77 92.73 92.72 92.79 92.71
27 92.74 92.67 92.66 92.69 92.67 92.64 92.70 92.67
28 92.66 92.66 92.70 92.67 92.68 92.66 92.70 92.68
29 92.75 92.76 92.72 92.74 92.73 92.71 92.69 92.71
30 92.76 92.70 92.73 92.69 92.68 92.79 92.71 92.73
31 92.72 92.77 92.79 92.76 92.76 92.73 92.74 92.74
32 92.73 92.72 92.70 92.72 92.72 92.69 92.76 92.72
33 92.78 92.71 92.68 92.72 92.73 92.70 92.70 92.71
34 92.75 92.75 92.70 92.73 92.71 92.75 92.83 92.76
35 92.77 92.70 92.70 92.72 92.72 92.72 92.65 92.69
36 92.65 92.70 92.73 92.69 92.73 92.75 92.75 92.74
37 92.67 92.69 92.62 92.66 92.68 92.70 92.67 92.68
38 92.71 92.68 92.72 92.70 92.68 92.72 92.72 92.71
39 92.75 92.74 92.73 92.73 92.73 92.75 92.74 92.74
1) X1=92.72 % 2) X2=92.71 %
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B u3meputensHON 1abopartopun npennpustus «BocTouHoe ka3éHHOE MpeAIpUsTHE MPOOHPHOTO
KOHTPOJIS» OBLIO TIPOBEICHO OIpelelieHne cepedpa AByMsl METOJAMH: PEHTICHO(ITYOpPECIeHTHBIM
(MaccoBas monst cepedpa 92.70%, meau 7.30%, norpemrHocts onpenenenus 0.5% abc.), U TUTPUMET-
puuyeckuM metonoM mo Pombrapay (mMaccopas nonsi cepedpa 92.82%). IlpoBenena craTucTUuecKas
00paboTKa pe3yslbTaToOB TUTPUMETPUUECKOTO aHAIM3a M OINPEAEICHO aTTeCTyeMOe 3HAu€HHE Macco-
BOIl onu cepeOpa B CTaHIAPTHOM 00pasliie MPEANPHUSITHS, YTO cocTaBuiIo 92.76%; MOrpenHocTs at-
TECTyeMOU XapaKTepUCTUKU MaccoBoii gomnu cepedpa 0.06%.

TakuMm 00pa3oM, U3TOTOBJICH W aTTECTOBAH CTAaHAAPTHBIN oOpa3zer npeanpusatus 3A0 «XapbKoB-
CKUI IOBETUPHBIIN 3aBO/I» HAa OCHOBE IOBETHPHOTrO cruiaBa Mapku CpM 925. [1o ycTaHOBIEHHBIM KpH-
TEpUSIM CTaHIAPTHBIN 00pasel MpeAnpHsITHs COOTBETCTBYET TPeOOBaHUSAM, MPEABIBISEMBIM K CTaH-
JapTHBIM o0pas3laM cocTaBa, M NpeIHa3HaueH AJsl KOHTPOJISI TOYHOCTH M3MEPEHUH MacCOBOH mOIU
cepeOpa B I0BEJIMPHBIX CIUIaBaX HA OCHOBE cepedpa TUTPUMETPUUECKUM METOJIOM.
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O. I. OpyeHko, O. M. Taxtaynosa, T. B. YepHoxyk, M. O. [obpisH. CTaHoapTHWIA 3pa3ok cknagy ApreHtymy
NS A0ro BU3HAYEHHS B tOBENipHNX BUpobGax.

TUTPUMETPUYHUM Ta NOTEHUIOMETPUYHUM TUTPYBAHHSAM BCTaHOBMEHO BMICT ApreHTymy B ctoni CpM 925.
PeHTreHobnyopecLeHTHIM Ta TUTPUMETPUYHMM MeToLaMu MNpoBedeHa aTecTauis CTaHAapTHOro 3pasky
nignpnemcTea. 3a BCTAHOBMEHUMWU KPUTEPIAMU CTaHAAPTHWIA 3pas3oK nignpuemcTea BiAMNOBi4ae BUMOram, LLO
npea‘saBnsaAwTbLCA A0 CTaHAAPTHUX 3paskiB cknagy, Ta Npu3HayeHun Ans KOHTPOS0 TOYHOCTI BUMipOBaHb MacoBOT
YyacTkn ApreHTymy B tOBENIpHMX BUPOOax Ha OCHOBI ApPreHTyMy TUTPUMETPUYHUM METOLOM.

KnrouoBi cnoBa: ApreHTym, TUTPUMETPISA, CTaHOAPTHUIN 3pa3oK CKnagy, pPeHTreHONyopecUeHTHUIN aHanis,
OAHOpIgHICTb, aTecTauis.

O. . Yurchenko, O. M. Tahtaulova, T. V. Chernozhuk, M. O. Dobryian. Standard composition sample for the de-
tection of silver in the jewelry products.

The content of silver was determined in the CpM 925 sample with potentiometric titration methods. Roentgen-
fluorescent and titrimetric methods were applied to attestation of the enterprise standard sample. The latter was
shown to respond all the requirements to standard composition samples and could be applied to control the accu-
racy of the mass fraction of Ag in the jewelry products by titrimetric methods.

Key words: Silver, titrimetry, standard composition sample, Roentgen-fluorescent analysis, homogeneity, at-
testation.
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