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(54) 3KCTPAKIIMOHHBII CIIOCOB MOATOTOBKH AHAJIMTHYECKHUX OBPA3LIOB

(57) Pedepar:

N300peTeHrne OTHOCUTCS K 00JaCTU MOATOTOBKH TBEPJbIX P00 00BEKTOB OKpYKaOIIeH
cpelbl s KOJIUYECTBEHHOTO OIpenelieHuss KaaMmus (U3UKO-XUMHYECKUMU METOJaMH.
Cnoco6 3akiroyaercs B TOM, YTO JUISl U3BJICUYEHHUS KaJMHS C MOBEPXHOCTH U U3 o0beMa
NPUPOAHOTO 00BEKTA UCIOJIB3YIOT PACCIAUBAIOIIYI0 CUCTEMY, COCTOSIIIYIO U3 THONUPHHA B
konnuectBe 0,002-0,003 Monb, TPUXJIOPYKCYCHOM KHCJIOTHI B KosnudecTe 1,2-1,6 moub,
optodochoproit kucaorsl B komumdectse 0,03-0,05 mMoib M IUCTUINIMPOBAHHON BOJIHI 10 1
JUTpa, KOTOpoil mpu komMHaTHOM TemmepaTtype 25°C B Teuenue 30 MuHyT oOpabaThiBaoT
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npUpOaHbIN MaTepuai. [IpennoxeHHbll cmocod obecneunBaeT MakCUMalbHOE U3BJICYCHUE
KaJMHs 32 KOPOTKOE BpeMs MpU KOMHATHOM Temmeparype. 1 taor.

N300peTenre OTHOCUTCS K 00JIaCTH MOATOTOBKH TBEPABIX MPOO 00BEKTOB OKPYKAIOIIEH
cpelbl (TBepAbIX YAaCTHUI] CHEKHOTO MOKPOBA, B3BELICHHOTO BEIIECTBA PEK U 03€p, MOYBHI,
JOHHBIX OCAJKOB M JAPYTUX TBEPABIX 00pa3IoB) ISl KOJTMYECTBEHHOTO ONPEIeICHUS
KaJMUs ONTUYECKUM, MOJISIPOrpapuyecKuM WIH APYTUM METOJIOM aHaIu3a.

N3BecTHBI criocoObl cyxoro [[TOCT 26929-94. Ceipbe U NPOIYKTHI MUIIEBHIC.
[TonroroBka npo6. MuHepanuzamnus s onpeaeieHuss TOKCUHYHBIX 3JIEMEHTOB] 1 MOKPOTO
o3oneHus [bok P. MeToasl pa3noxeHus B aHATUTHIECKOW XuMuu. - M.: Xumus, 1984. -
427 c. Chemical analysis/A series of monographs on analytical chemistry//Selected
methods of trace metal analysis: Biological and Evironmental Samples/Jon C. Van Loon.
1985/NY/Toronto/Vol.80. - 351 pp] TBepABIX YacTUIl 0OPa310B MPUPOTHBIX 0OBEKTOB C
[[eJIb10 U3BJIEUCHHUS (IecOpOIMN) TOKCUYHBIX 3JIEMEHTOB, HAl[pUMEp KaJMHUs, C
MOBEPXHOCTH U U3 00bEMa 4acTHUIl B CMECh MUHEpallbHBIX kKucinoT. Kak mpasuio, B
Ka4eCTBE HKCTPAreHTOB KaJAMUS U TSKEJbIX METAIJIOB IPUMEHSIOT CMECh CEPHON, a30THOM
U COJITHOM KOHIICHTPUPOBAHHBIX KUCIOT B PA3JTUYHBIX 00BEMHBIX COOTHOIIECHUSX B
3aBHCUMOCTH OT 00beKkTa aHanu3a. CepHas U a30THasi KMCII0Ta JEHCTBYIOT HA TBEPAYIO
KOMIIOHEHTY 00pa3ia Kak JeCTPYKTYPUPYIOIINN U OKUCIAIOUMNA areHThl KUCIOTHOM cMecH,
pas3pyliias U OKUCIAs IPUPOAHbIE COEIUHEHUS OPTaHUYECKOr0 U HEOPraHMY ECKOr0 COCTaBa.
ConsiHas KUCIIOTA IEMCTBYET B KUCIOTHOM CMECH KaK KOMILICKCYIOIIHI KaAMUN U TSXKeIble
METaJlJIbl areHT, KOTOPBIN CBSA3BIBAET MOHBI TAKEIBIX METAJJIOB B XJIOPHUAHBIE KOMILIEKCHI.
[Tono6HBIM 006pa3oM aeiicTByeT "mapckas" Boaka (cMech a30THOM M COJNSIHON KUCIIOT B
00bEeMHOM COOTHOIIEHUH 3:1) HAa METAIITMYECKOE 30JI0TO IIPH €T0o pacTBopeHnuu. OIHAKO
cyxoe 030JieHHE TPeOyeT TIUIATeIbHOTO KOHTPOJIS 3a TeMIepaTypoil o3onenus. Tak, npu
yBeIu4YeHuU Temneparypsl 6oaee 550°C HeoOpaTUMO TEPSIOTCS KaJAMHHA U APYTHE JTETKO
JeTy4ue MEeTaJbl (BUCMYT, MBIIIBSIK, PTYTh, CBUHEII, OJIOBO). JJOMOTHUTENHHO HEOOX0AMMa
TYroIulaBKasi JOpOrocTosias KBaplenas nocyna. Mokpoe 030jieHUE YaCTUYHO yCTPaHSAET
MOTEepU METAJJIOB MPpHU "BCKPBHITUH" TBEPbIX 00pa3noB. OqHAKO MpUMEHsAEMas B METO/IE
MOKPOTO 030JIEHHSI CMECh KUCIIOT TpeOyeT 0co00i OCTOPOKHOCTH (BBITSKHOM HIKad,
WHIUBUIYJIbHBIC 3alIUTHBIE CPEACTBA), JOMOIHUTEIBHBIX BPEMSHHBIX U TPYJIOBBIX 3aTparT.

[Ipennaraemslif cnoco6 MOArOTOBKHU MPOO yCTpaHSET NOTHOCTHIO TEPEUHNCIECHHbIE
HEJJOCTaTKM, o0ecreunBasi TpeOyeMyro CTeNeHb U3BJIeUYeHHs Kaamus, 6nu3kyo k 100%.

W3 n3BECTHBIX TEXHUUYECKUX pellIeHHI HanboJsiee OJU3KUM 110 Ha3HAYEHUIO U
TEXHUYECKOM CYITHOCTH K 3asIBISIEMOMY OOBEKTY SIBISETCS CIOCOO MPOOOMOATrOTOBKH 11O
I'OCT 26929-94. Cripbse u ipoaykThl nuiiessie. [loaroroska npo6. Munepanusamnus s
OTpeieNIeHUs] TOKCUYHBIX 3J1IeMeHTOB. OOIUMHU ISl IPOTOTHUIIA U 3aSBISIEMOTO
M300peTeHuUsl ABJISIOTCS IPUMEHEHHE KUCIIOT JJIsl eCOpOMU KaJMHs B PacTBOP C
MOBEPXHOCTH M U3 00beMa TBEPAbIX YacTHIl IpoObl. CiaeayeT nepeunciuTh OCHOBHBIE
HEJIOCTaTKU MPOTOTHIA!

- ICII0JIb30BaHHUE arpeCCUBHBIX MUHEPAJIBbHBIX KHCIOT (CEpHOI, a30THOH, COJISTHOM);

- nuTenabHbIi (O0onee 90 MUH) HarpeB aHAJIUTHUYECKOU POOBHI.

[Ipennaraemslii cmocod oTIMYaeTCst OT MPOTOTUIIA TEM, UTO arpeCCUBHBIE (CepHas,
a30THas, COJIsTHAsI) KUCJIOTHI 3aMEHEHBI B 3asiBKe Ha ¢pochopHyto (BbICalINBaTENb) U
TPUXJIOPYKCYCHYIO (TBEpJlI0€ OPraHUYECKOe BEIeCTBO) KUCIOThl. KuciaoTsl o6ecriedynBaoT
0e30MacHyI0 HKCTPAKINIO KaJMHUS B BUJI€ KOMILIEKCA C OPraHUYECKUM PEareHTOM -
THONMUPUHOM (OTCYTCTBYET B IPOTOTHIIE), IEPEBOIS METAIII B OpraHMYecKyto (a3y u3
BOJIHOTO PacTBOpa KUCJIOT B MPOLECCE pacclauBaHUs YEThIPEXKOMIIOHEHTHOM CUCTEMBI
(Boma, TpuxjopykcycHas u pocdopHas KuCI0Thl, THONIMPHUH). B 3asBaseMoM criocobe He
TpeOyeTcs JUTUTENbHOTO HarpeBaHUs, KOTOPOE MOXKET BbI3BaTh HEOOpAaTUMBbIE TOTEPHU
KaaMHs. B oTaudmne oT mpoToTHUIa B 3asBIsEMOM criocobe obecrneunBaeTcs He0O0X0aAuMoe



U3BJICUCHUE KaJAMUS 3a MeHblIee BpeMs B TeueHre 30 MUH IpU KOMHATHON TeMIieparype.
[Ipu 5TOM H3BIEYEHUE KaAMUS U3 TBEPAOTO 00pa3ia o0ecrneunBaeTcs cepycoiepKaliuM
OpraHWYECKUM a30THCTBIM PEAreHTOM - THOTTUPHHOM.

CymHoCTh U300peTeHUsI 3aKII0YAETCsI B TOM, YTO JIJIS U3BJICUYEHUS KaAMUS C
MOBEPXHOCTH M U3 00BbeMa TBEPJBIX YaCTHI] IPUPOIHOTO 00beKTa (001mei maccoit 0,5-1
rpaMm) co cteneHpto u3BiaeueHus 98-100% ucnonb3yercss 4eThIpeXKOMIOHEHTHAS
pacciauBaroniasica cucrema oobemom 10 M, cocTosias U3 peare’ra - THONUPUHA
(0,00002-0,00003 moub), TpuxaopykcycHo# kuciaoTsl (0,012-0,016 mos), oprodhochopHoit
kucnotsl (0,0003-0,0005 mMoJib) U AMCTUILIMPOBAHHOM BOJBI - 10 10 Mi1. B otiinyue ot
NPOTOTHUIIA AJISI AOCTUKEHUSI TEXHUUECKOT0 pe3yJbTaTa U MOJIYYEeHHS TOCTOBEPHOI
HKCIIEPTHON OLeHKH, omu3koit k 100%, mpouecc gecopOiuu KaaMus peanu3yeTcs npu
komMHaTHOU Temmneparype 25°C B reuenune 30 muH. HeoOxoaumas cTeneHb U3BJICYCHUS
KaJMHS JOCTHTAETCS MMyTeM IKCTPAKIUK METalljla B OpraHu4yeckyo ¢a3y oobemom 1 mu,
obOpa3yroyocs B npouecce paccianBanusa. Obpa3zyromascs opranndeckas gasa c
U3BJICYCHHBIM KaJIMHEM HCIOJIB3YETCA ISl €T0 KOJTUYECTBEHHOTO (PU3UKO-XUMHYECKOTO
onpeznenenus (aromHas abcopOuusi, nmoisiporpadusi, SMUCCUOHHAS CIEKTPOMETPHS,
crekTpodoToMeTpus u T.1.).

OcyuiectBiaenue n300peTeHus nocTuraercs ciaeayomum odpazom. HaBecky maccoit 0,5-
1 rpaMMa mpUPOTHOTO MaTepuala, HaIpuUMep TBEPABIX YaCTHUI] CHETOBOH BOIBI,
MOJy4YeHHBIX Tocie GuibTpoBanus yepe3 MemopaHHbiil Gunbtp MOA-MA No6 (TY 6-05-
1903-81), B3BemMHUBAIOT HA AHATUTUYECKHUX Becax ¢ TOYHOCTHIO £0,0002 r 1 momemniaT B
YUCTYIO DKCTPAKIMOHHYIO MTPOOUPKY 00beMOM 15 M1, CHaOXKEHHYIO IPUTEPTOI TPOOKOH.
DKCTPAKT FOTOBAT cieayomum oopazom. CmemusaroT 4 Mi 4M pactBopa
TpuxaopykcycHoi kucnotsl (XY) mmtoc 4 mi 0,1M oprodocdopuoit kucnotsl (XY) mitoc
0,4546 r TuonupuHAa IIIOC JUCTUILIMPOBaHHAas Boja 10 10 mi. [IpUuroroBieHHy0 HaBECKY
NPUPOAHOTO MaTepuana o0padaTeiBaIu MPUTOTOBICHHBIM SKCTPAKTOM B TeueHue 30 MUHYT
npu Temreparype 25°C u 3aTeM OTCTauBaIM 10 00pa3oBaHUs OpraHudecKoi ¢assl (=1 mm).
Hanee orOupanu numnetkoi 1 My opranudeckon ¢assl, paz0aBisau OUIUCTUIITMPOBAHHOM
BOJIOM B MEpHOU K0JI0€ 00beMOM 25 MJI M aHATM3UPOBAIH Ha 00IIee CONepIKaHNE KaIMUsI
JIBYMSI METOJIaMU: MHBEPCUOHHON BOJIbTAMIIEPOMETPUEH HA PTYTHOM ILIEHOYHOM
3JEKTPOJI€ U AaTOMHO-aOCOpOLIMOHHON clIeKTpoMeTpuel. B kauecTBe cpaBHUTEIBHOTO
IPOTOTHUIIA MapaljieJbHble HABECKU TBEPA0N KOMIIOHEHTHI CHE)KHOTO IMOKPOBa MOABEPTan
"MOKpOMY" 030JI€HHIO B CMECH a30THOM, CEpHON U COJITHON KUCIIOT, IPUTOTOBIEHHBIX B
00beMHOM OTHOIIEeHUH 2:1:1, 1 Takke aHAIU3UPOBAIIH.

B Tabnuue npeacraBieHbl CpaBHUTEIbHBIE TaHHbIE JJI1 000X METOJI0B MOATOTOBKHU
OJIHMX U TeX ke 00pa31oB cHera. 13 Tabiuibl ciaeayeT, 4To HE3aBUCUMO OT CTENEHHU
3arpsi3HEHUs TBEPABIX a3p030Jiell KaAMUEeM KOHIIEHTpalluu MeTalia, 1ecCOpOrMpOBaHHbIE
3asBJISEMBIM M U3BECTHBIM CIIOCOOOM, COBIA/IAIOT B MpeJeaax CTaATUCTUYECKUX CIIydalHbIX
omnoOok a"anuza. [Ipu a3ToM npeanaraemasi TEXHOJIOTHS MOATOTOBKHU Mpob Ooiee
npuBJieKaTenbHa U TexHonornyHa (pH 2-3, remnepatypa 25°C, Bpemst 30 MUHYT,
0e30macHOCTb, BOJJHO-OPraHU4ecKasi CHCTEMa C MaJIbIMU pacXoJlaMi XUMHYECKUX BEILECTB,
BOJIa MTOCJI€ U3BJICUECHUS KaJIMHS MOXKET OBITh JIETKO OUHILEHA).

[IpoToTum, npeacTaBIsIOMNUN COO0M CMECh KOHLIEHTPUPOBAHHBIX CEPHOI, a30THOH U
COJISTHOM KHCIIOT, TpeOyeT TOMOJIHUTENbHON OCTOPOKHOCTH M 00A3aTEIbHbIX
WHMBHIYaTbHBIX 3aMIUTHBIX CPEIICTB /IS AaHAIUTHKA, a TAKXKE XOPOIICH BBITSKHOM
BEHTHJISIIIUY ISl yIaJIeHUsI TOKCUYHBIX Ta3000pa3HbIX BEIOPOCOB: THOKCHAA CEPBI U
OKCHJIOB a30Ta, 00pa3yromuxcs mpu 00paboTKe TBEPAbIX YACTHUI] MPUPOTHBIX 00OBEKTOB.
[ToaroroBka mpo0 B mpoTOTUIIE TpeOYyeT AOMOTHUTEIbHOTI0 Harpesa a0 250-300°C,
TEPMOCTOUKHUX K0JIO, CHA0KEHHBIX OOpATHBIMHU XOJIOAUIbHUKAMH, BPEMs Pa3I0kKEHUS P00
6oxnpire B 5-6 pa3 (2,5-3 yaca) Mo cpaBHEHUIO C KCTpaAKIUEl, KOTopas oOecriedyuBaeT
KOJINYECTBEHHBIH Mepexo]] MeTalla U3 aHaJU3uPyeMOro TBEpIoro 00beKkTa aHaJIu3a B
KUIKYIO pa3y B TeueHue 30 MUHYT.



C]}EIBHHTEI[LHI:JE PE3YILTATEI HTDMHQ-BGGUPGL{HDHHDT{} onpeacneHHA KagMHA B

obpa3uax TBepAOH KOMMOHEHThI CHEroBOH BOARI, MOATOTOBNEHHBIX METOAOM

"Mokporo" ozoneHusd (3) U METOIOM HETPAIHLHOHHON 3KCTpaKuuHu (4)

Mecto Yucno | *OBwee conepixanne KaaMus, MKr/n
orbopa obpasiios O30/ieHHE IKCTpaKLHA
( [TpoToTun ) ( 3asBka )
r.bapHayn, 9 18,01 17,56
napk"HO6uneiusii" 18,97 19,97
r.bapnayn, 10 29.68 29.15
napk"OxTa0pbckui” 31,11 30,98
r.bapnayn, 10 18,28 18,51
np-T CoUHaNHCTHYECKHH 23,67 22,64
r.bapnayn, 11 31.44 32.85
np-t KpacHoapmerckui 34,58 33,50
r.bapHayn, 10 37,05 36,97
np-T KoMcoMonbckuii 37,94 37,62
r. Yere-Kamenoropek, CLIK 3 148,00 147,55
166,75 165,98
26,31 26,00
r.bapuaysn, n.IOxHs#A 1 1,48+0,01 1,52+0,01
CmoneHckuil p-H, c.JInHeBc- 2 8,64+0,01 9,00+0,01
Koe 10,45 £0,01 10,23+0,01

[pumeuanue: *[lepecuurtansl Ha 1 TMTP CHErOBOH BOABIL.

dopmyiia u300peTeHUS
DKCTPAKIMOHHBIN CMTOCOO MOATOTOBKU aHATUTUYECKUX 00pa3IoB MPUPOIHBIX 0OBEKTOB,
3a1<n}0qa101111/1171051 B TOM, UTO OJI4A necop6u1/m KaaMuAa U3 TBEPABIX HAaCTHUI[ IPUPOJHOTO
Marepuaia ero 06padbaTeIBaIOT CMECHIO KUCIOT, OTIMYAIONIUICS TeM, YTO ISl U3BICUCHUS
MeTaljia UCMOIb3YIOT BOJHO-OPTaHUYECKYIO PAaCcCIIanBAIONIYIOCS CUCTEMY, COAESPIKAITYIO

peareHT - TuonupuH - B konudectse 0,002-0,003 Mosib M OpraHUYECcKyIo -

TPUXIIOPYKCYCHYIO - 1,2-1,6 MOJIb U HEOpTraHUYECKYIO - opTodochopuyio - 0,03-0,05 mons
KHMCJIOTHI M AUCTHUJUIMPOBAHHYIO BOAY JI0 JIUTPa, KOTOPOH P KOMHATHOM TemmepaType
25°C B Teuenue 30 MmuH 06pabaThIBAIOT MPUPOIHBIA MaTEpHUall.

N3BEIEHNUA
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MMA4A - JlocpouHoe npekpameHue aeiictBus natenta Poccuiickoii ®egepaunu Ha n3odpeTeHne u3-3a
HeyIJaThl B YCTAHOBJEHHBIH CPOK MOLIJIMHBI 32 MOJepPKaHNe MAaTeHTa B CUJIe
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