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BBIMOMHEHO CpaBHEHHE PA3IMYHBIX BAPUAHTOB MOTOTOBKU MPOOBI BOMOPOCIIEH ISt ONPEICIICHUST MUK-
POBIIEMEHTHOTO COCTaBa METOJIOM PEHTTEHO(ITYOPECIIEHTHOTO aHaIN3a C MOJHBIM BHEITHAM OTpake-
HueM (P@A TIBO): cycnenaupoBaHus co crabuiam3zaropoM (nopenwicyibdarom Harpusi) u Triton
X-100; 9acTHYHOTO KUCTIOTHOTO Pa3JI0KEHIST; TIOTHOTO KHUCIIOTHOTO Pa3IoyKeHus B aBToKIase. Vcros-
30BaHue cralmwim3aropa cycnensuu Triton X-100 yimydmraer BOCIPOM3BOAUMOCTH OHPENENICHUS
M0 CPaBHEHHIO C gomenwicyibdaroM Harpus. [IoIHOE KHCIOTHOE pa3sioKeHHe YITyqIaeT BOCIPOH3-
BOJIMMOCTb PE3YJIbTaTOB OIPEIEICHU MUKPOJIEMEHTHOTO COCTaBa BOIOPOCIICH IPU CyLIECTBEHHOM
CHIDKEHHMH YKCIPECCHOCTH aHallM3a OTHOCHTENBHO MPOYMX PAaCCMOTPEHHBIX BapHaHTOB. [Ipu 3TOM
MOHWKEHHE YPOBHS (POHOBOTO PACCESHHS MPHUBOIUT K YMEHBIICHUIO MPEIETIOB OOHAPYKEHHUs 0OTb-
IIMHCTBA SJIEMEHTOB, BCIEACTBHE Yero B KHCIOTHOH BBITSDKKE BOIOPOCIEH MOXKHO ONPENEISTH PSIT
METAJIJIOB, He O0HAPYKUBAEMbIX B CyCrieH3UsIX. CpaBHEHHE MOMYICHHBIX PE3Y/IbTaTOB MOKA3BIBALT, YTO
s K, Ca, Ti, V, Sr, Pb, Cr, Mn u Sr npeziest 0OHapy>KeHHSI HI)KE B CITydae MOJHOTO KUCIIOTHOTO pa3-
noxenus, 11 Fe, Co, Zn oH cymiecTBeHHO He m3MeHnsiercs, a 11t Cu u Ni — yBenuuuBaercs. Takum
00pa3oM, TONTHOE KUCIOTHOE PA3IOKEHHE SIBISIETCS TMPENIOYTHTEIFHBIM METOIOM POOOIIOATOTOBKU
Kak ¢ TOUKH 3pEHUs TIPEIENIOB OOHAPYKEHHs OOJBIIIMHCTBA JIEMEHTOB, TaK U C TOYKU 3PSHHST BHYTPH-
J1a00paToOpHO#T BOCIIPOU3BOAUMOCTH. [1J1s1 OOJBITMHCTRA ONPE/ICIIIEMbIX IIEMEHTOR ITpejiell 0OHapyxKe-
uust cocrasisier 0,3 — 0,6 Mr/Kr. JIOCTHIHYTBIE 3HAYEHHsI COMOCTABUMBI C IpEleaMu OOHAPYKEHHS
anemenToB MetofoM MCITI-ADC u ycrynaror meronam AAC u UCII-MC. Ompenenenrie B 00pasiax
BOJIOPOCIIEH AJIEMEHTOB, 00pasyromux Jserkoneryune coenunenus (Cl, Br, I, Hg), metonom POA TIBO
HelIeIecoo0pasHo.

KuiroueBbie ciioBa: MeTon peHTreHO(IIYOPECIIGHTHOTO aHallM3a C TMOJHBIM BHEIIHUM OTPa)KCHHEM;
PDA TIBO; Bonopocan-Makpo(hUThl; MUKPOIJICMEHTHBINA COCTaB; MUKPOBOJIHOBAS ITPOOOTIOTOTOBKA.

IMPROVEMENT OF THE SAMPLE PREPARATION IN DETERMINATION
OF THE MICROELEMENT COMPOSITION OF BROWN ALGAE
USING X-RAY FLUORESCENCE ANALYSIS WITH TOTAL EXTERNAL REFLECTION
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We consider the features of sample preparation in determination of the microelement composition of algae using
x-ray fluorescence analysis with total external reflection (TXRF). It is shown that complete acid decomposition in a
microwave oven is the preferred method of sample preparation, which improves the intra-laboratory reproducibility
of the results and reduces the detection limits for the majority of the detectable elements upon TXRF determination of
the elemental composition of algae. The detection limit ranges within 0.3 — 0.6 mg/kg for most of the studied ele-
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ments. Determination of the elements forming volatile compounds (Cl, Br, I, Hg) in algae samples using TXRF

method appeared inexpedient.

Keywords: x-ray fluorescence analysis with total external reflection; TXRF; algae-macrophytes; microelement com-

position; microwave sample preparation.

OrmnpeneneHre 3IEMEHTHOTO COCTaBa BOJOPOCIEH mpen-
CTaBJISACTCS BAXXHOH 3amauei, B YaCTHOCTH, ISl OIEHKHU
CTETICHH 3arpSI3HCHUSI PA3IMYHBIX TEPPUTOPHHA TSKETBIMH
Metasiamu [ 1].

B kauecTBe SKOJIOTHYECKHX TOKCHKAHTOB B PACTH-
TEIBHOCTH YacTO ONPEHENSIOT TsDKenble MeTaysl [1].
JlomycTuMble 3HAUCHUS CONEPIKAHUSI TSKETBIX METaJIOB
IUTSL HEPBIOHBIX 00BEKTOB IIPOMBICIIA (BOOOPOCIHU H TPABBI
Mopckue) cocrasisior (mr/kr): As — 5,0; Pb — 0,5;
Cd — 1,0; Hg — 0,1 [2]. 13-3a HU3KUX 3HAYECHUH TIpe-
JIEJIBHO JOMYCTUMBIX KOHIIEHTpAIMi 3JIEMEHTOB B PacTH-
TEJBHOM CHIphE JIJISl UX ONPENEICHUs UCTIONB3YIOT Orpa-
HIUYCHHOE YMCIIO METOIOB, OTIMYAIONINXCS 110 TOYHOCTH,
BPEMEHHBIM 3aTpaTaM U CTOMMOCTH aHanu3a [2].

B Hacrosimee Bpems IS aHaNH3a OMOJIOTHYCCKUX
00pa31oB UCIOJIB3YIOT TaKue MHCTPYMEHTAJbHBIE METO-
JIbI, KaK aToMHO-abcopOumonHas cnekrpomerpus (AAC),
peHTreHoduyopecteHTHbIH ananu3 (PDA), atomHO-3MucC-
CHOHHAs CLIEKTPOMETPHSI C MHYKTHBHO-CBS3aHHOM I1J1a3-
moii (MCII-ADC), macc-CIeKTpOMETpHs ¢ UHIYKTHBHO-
cBsazanHoi minazmor (MCII-MC), HeHTpOHHO-aKTHBaLU-
onnblil aHanu3 (HAA) u ap. [3]. OnpeneneHue TSOKEIbIX
METaJUIOB B PACTHTENBHOCTH TAKXKE BAKHO IIPU HCIIONb-
30BaHUM BBICHIMX PACTEHHMN IS OUUCTKHU 3arpsS3HEHHBIX
cpen (putopemenuannu) U B OHOIOTHH PacTCHUH [4].

B paborax [5,6] 30 OCHOBHBIX MHKpPOAIJIEMEHTOB
B pacTeHmsx onpenensuim metonom HAA. Ipenenst oOHa-
PY’KEHHSI OIpEAeISIEMBIX dJIeMEHTOB cocTaBmii (%): Na,
Ca, Fe — 102; Rb, Sr, Ba, Zn, Co, Br — 10%; Cr, As, Se,
Sb, Ag, Au, Cs, Hf, Ta, Sc, La, Ce, Sm, Eu, Tb, YD, Lu,
Th, U—10°.

B pabote [7] moka3aHa BO3MOXHOCTh COBMECTHOTO
ucnons3oBanus MCII-MC un UCII-ADC nmns ompenerne-
HUS 2JIEMEHTOB B PACcTBOpE, IMOJYyYEHHOM IIOCJIE aBTO-
KIIAaBHOTO PAacTBOPEHUS MPOO PaCTHTEIBHOTO MPOHCXOK-
nenust. [Ipexensl oOHapyXeHUs B 3aBUCHMOCTH OT OIIpe-
JIeJIIeMoro 3eMenTa coctaBisaoTt: Na, B, Mg, AL P, S, K,
Ca, Fe — 1 — 20 mxkr/t; Sc, Cr, Mn, Ni, Cu, Zn, As, Se,
Rb, Sn — 0,1 — 1 mxr/r; Li, V, Co, Ga, Sr, Y, Rh, Pd,
Ag— 10— 100 ur/r; Be, Cd, In, Sb, Te, Cs, Bau P32 —
menee 10 ur/r [6].

ABTOpBI pabot [8 — 14] g aHanmu3a pacTUTENbHBIX
oOpasnoB ucnonb3oBamu meron AAC. YpoBeHb ompe-
JIEIIEMBIX COJIEPIKAHUI DIIEMEHTOB COCTABNIAET (MI/Kr):
Cu — 0,7-96; Zn — 2-100; Mn — 6 —700; Pb —
0,06 —7; Cd— 0,01 - 0,8; Cr— 0,01 — 3; Ni— 0,06 — 7.

Juia ompeneneHus: SIIEMEHTHOTO COCTaBa PacTUTEINb-
HOTO CBIPHs yacTo ucronb3yroT meron UCTI-MC [15, 16].
[Ipenen oOHapy>KeHUS TSHKEIBIX METAJIOB OCTIE KHCIIOT-
HOTO pasjioxkeHus 00pasnos cocrasiser 0,1 — 1 mr/mv3.

OMHOBPEMEHHO C 3THUM INPOUCXOJUT Pa3BUTHE Me-
TOJIOB peHTreHoduyopecieHTHoro aHanmsa (PDA) u
PEHTreHO(IIyOPECLEHTHOTO aHAIN3a C TIOJIHBIM BHELTHUM
orpaxkenuem (P®A T1BO). s ompeneneHuss METaIoB
B PAaCTUTEIHHOCTH TAKXKE HCIONB3YIOT MeTonbl PDA u
P®A TIBO, xoTopble MO3BOJISIOT MPOBOAMTH MHOIOAJIE-
MEHTHBII aHallu3 W OTIMYAOTCS MPOCTOH TpoOomoaro-
TOBKOM, BBICOKOW MPOHM3BOIUTEIHHOCTHIO U HU3KOH CTOU-
MOCTBIO eIMHUYHOTO onpeaenenus [17 —20]. B paborax
[21,22] mokazaHa BO3MOXXHOCTH HCHOJB30BaHUS PDA
JUISL OIPEJENICHUS] SJIEMEHTOB B PACTUTENILHOM ChIPbE.
B paborax [23 — 28] omucano omnpenenenue Ca, Fe, Ti,
Cr, Mn, Ni, Cu, Zn, Sr, Ba, Pb merogom PDA B o6pasiax
pacTeHuil 0e3 XMMHYECKOro WM TePMHUYECKOro pasiio-
sxerus. [Ipu mpoOOMOAroTOBKE PaCTUTENHHOE CHIPhE U3-
MEITBIaJIH ¥ IPECCOBANN B TAONETKY Ha IOIIOKKE U3 Oop-
HOU KUCIIOTHI. 3HaYeHUs IpeesioB oOHapyxeHus [23] co-
CTaBJIAIOT OT AeCATHIX goieit Mxr/r (mis Ni, Cu, Zn, Mn)
10 1,5 — 4 mxr/r (ns Ca, Cr, Fe, Sr, Cr, Ti, Ba, Pb).

B paborax [28, 29] ompenensuin MUKPOIEMEHTHBIN
COCTaB PaCTUTEJILHOTO ChIpbs MeToioM PDA 1pu npyrom
BapuaHTe MPOOOIIOATOTOBKU: CHIPhE O30JUTH METOAOM
«MOKpOI» MUHEpaIU3aluy a30THOW KUCIIOTOM, aHATU3H-
pys mosydeHHbIe 30i1bHBIE ocTaTku [28]. B pabote [29]
aHaJI3 MPOBOIMIIM ITOCIE O30JCHUS W INPECCOBAHHS U3
30J1bI TAOJIETKU HA MOJIOKKE U3 OOPHOM KHUCIOTHL. Takoii
BapHaHT MPOOOIIOITOTOBKM HMEET CBOM HEOCTATKH: MPO-
[[ECC CTAHOBUTCSI O0JIee AITUTENEHBIM U TPYIOEMKUM, YBE-
JUYMBACTCS PUCK 3arpsi3HEHMs IPOObI WK MOTEPH YaCTH
OTIPEICTISICMBIX SIIEMEHTOB.

B padore [30] nokazano, uro metonsl POA u POA
[MBO xopomo nmonxonsar mis onpenenenus K, Ca, Mn, Fe,
Cu, Zn, Rb u Sr B HEKOTOPBIX BUAAX CHPUHCKHX JeKap-
CTBEHHBIX pPacTCHUil. ABTOpHI paboTsl [31] ucnonab3o0Ban
meTon POA T1BO mns onpenenenus Cl, K, Ca, Ti, Cr, Mn,
Fe, Cu, Zn, Br, Rb, Sr u Pb B nucThsAX A€peBbEB pa3HBIX
BUJIOB C UCIIOJIB30BAHUEM KHCJIOTHOTO Pa3IOKeHUs Mpoo
IIPU MUKPOBOJTHOBOM O30JICHHUH.

B pabore [32] npeanoxkeHa METOJUKa OJJHOBPEMEH-
Horo onpenenenns K, Ca, S, Mn u Sr metogom PDA I[TBO
B oOpasmax smctbeB Arabidopsis thaliana ¢ mpenenammu
oOHapyxeHust, conoctaBuMbiMu ¢ Metogom HCII-MC.
[Tpu »TOM aBTOPHI OTMEUYAIOT BO3MOYKHOCTBH MOTYUCHHS
TOYHBIX U HAJICXKHBIX PE3YJIbTATOB [P aHAIM3e 00pa3oB
maccoi 10 0,3 mr.

B pat6ote [33] npemioxena ObICTpasi, IpocTas U Ha-
JIe)KHAsT METOJMKAa MHOTORJIEMEHTHOTO aHajh3a pacTH-
TETBHBIX TPOAYKTOB C HCIIONB30BaHHEM MeTojma PDA
IIBO. O6pa3ipl CycreHAUpOoBaId B JEHOHU3UPOBAHHOM
Bojie. [loka3zaHo, YTO MPUCYTCTBYET PHUCK 3arpsA3HCHUS H
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Puc. 1. TemneparypHblii TpaguK KHCIOTHOTO Pa3JIOKEHHS HPoO
B MHUKPOBOJIHOBOM MEYH

MOTEPh aHAIMTOB, KOTOPBIA CHIKAETCS MO CPAaBHEHHIO C
KHUCJIOTHBIM Pa3JIOKEHUEM.

Taknm o6pazom, POA TIBO sBasieTcss OTHOCHTETBEHO
MOJIOIBIM, HO TEPCHEKTHBHBIM METOIOM aHaim3a oopas-
I[OB PACTUTENBHOTO IPOUCXOXKJCHUS, Haubouee 3¢ dek-
TUBHBIM IIPU OINIPENIEIEHUU MAJIbIX KOJIMYECTB JIEMEHTOB.
Huzkue npenensl oOHapyKeHHs, BO3MOXKHOCTb OIHO-
BPEMEHHOTO omnpeseneHus 10 30 37IeMeHTOB B IIpode Mmpu
OTHOCHUTEJIbHO MaJIOMl CTOMMOCTH aHanu3a cTaBiT PDA
IIBO B omun psa ¢ Haubonee 3(h(HEKTUBHBIMU HHCTPY-
MEHTAJILHBIMU aHATUTHYECKUMHU METOaMH.

IIpu ncnonszoBanun meroga POA T1BO s onpene-
JIEHUs Pa3IMYHBIX 3JEMEHTOB B PACTUTEIHHOCTH HENO-
CTaTOYHO U3YYCHO BIUSHHUE PA3IHYHBIX CIIOCOOOB MPOOO-
MOJrOTOBKHU. PaboT Mo ompeeseHnio METauioB METOIOM
P®A TIBO B Bo0pOCIISIX TPAKTHYECKU HE BCTPEUAETCS.

B xauecTBe 0OBEKTOB HCCieqOBaHUS Opanmu Oypble
Bonopocnu Fucus vesiculosus m Laminaria saccharina.
IIpoOs1 oTOupanu B mpuOpeKHOI 30HE CEBEPHOU U ceBe-
po-BoCTOUHOM 4acTedt apxurienara Hosast 3emitst, 10:KHON
yactu apxuneiara 3emisi @panua-Hocuda, octposa Kon-
ryes, moiyoctpoBa KanumH BapeHneBa Mopsi, oCTpOBOB
Cocnoger, bonpmoit Conosenknit, Pycckuit Ky3os beno-
TO MOpsL.

OO0pa3upl BBICYIIMBAINA B JTa0OPAaTOPHBIX YCIOBHIX
B TEUYCHUE HE MEHEE TPEeX CYTOK, MOJAJCPXKHBAs B MOMe-
IICHUU TIOBBIICHHY0 TeMmrepatypy (40 °C) ¢ moMoripro
TETJIOBOM MYIIIKH.

Annapamypa u peaxmueul. Vicnonb3zoBainu rocygap-
cTBeHHbIe cTanAapTHbIe 00pasubl (I'CO) cocTaBa pacTBo-
pos meramioB V, Cr (VI), Mn, Co, Ni, Cu, Zn, Pb, Bi
(1 mr/em3), Fe (II1) (10 Mr/cm3) ¢ MOrpemiHOCTLIO aTTe-
cToBaHHOTO 3HaueHUs He Oomee 1 % (P =0,95). B xaue-
CTBE BHYTPEHHEro CTaHJIapTa HCIIOJIb30BaIM CTaHAApT-
HbI oOpazen rawms Gallium standard solution 1,000 +
0,002 g/1 ICP (Panreac, Reference standard acc. NIST
SRM 3119 a), pa30aBneHHBI O  KOHICHTpAIHH
2,50 mr/nm3?. CraHgapTHble pacTBOPbI TOTOBHJIM C HC-
nonb3oBanueM I'CO cocTtaBa MeTayioB, pa30aBisst B3s-
Thl€ C IOMOIIBIO MHUKPOIMIETOK-103aTOPOB AJTUKBOTHI
B MEPHBIX KOJIOAX JIEMOHU3UPOBAHHON BOJIOW C YAECIbHBIM
conpotuBiieHreM 18,2 MOwm - cM, KOTOpYIO MHOJy4Yaidu C

nomompio ycranoku Simplicity UV (Millipore, I'epma-
HisT). s CTaOMIBHOCTH CTaHIApTHBIE PacTBOPHI ITOJ-
KHUCJISUTM KOHLIEHTPUPOBAHHOW a30THOM KHCIOTOH (ocy,
I'OCT 11125), nepernanHoii 0e3 KUIEHUS C HCHONB30-
BaHueM yctaHoBku Savillex DST-1000. B kadectBe cra-
Ounu3aTopa CyYCHEH3UMH HCIOJIb30BAIU  JIOJCIHUIICYIb-
¢ar marpus NaC,,H,sSO, (Sigma) n Triton X-100
[CgH,,C¢H4(OCH,CH,),OH for analysis, Merck].

Jns  aHanmm3a  HCIIONB30BAIM  PEHTTCHO(Iyopec-
LEHTHBIM CIEKTPOMETP IOJHOTO BHEIIHEr0 OTPAKEHMs
S2 Picofox (Bruker Nano GmbH, I'epmanusi) B Mogudu-
KaIli{ ¢ MOIYJIEM BBICOKOH d((EKTUBHOCTH M aBTOMATH-
4ecKoi 3arpy3kod mpo0. VMcTouHHKOM BO30YXIArOIIero
W3IYYCHHUS CIY)KUT PEHTT€HOBCKasg TpyOKa MaKCHUMallb-
Hoit MomHOCTHIO 37 BT (50 kB, 750 MKA) ¢ Mo-anonom,
oGopynoBanHas MHOTOCIONHBIM Ni/C-MOHOXpOMaTOpoM
(a3neprus — 17,5 k3B). JletekTop — KpEeMHHEBBII peii-
(OBBIH, C TEPMOINEKTPUUECKHM OXJIAKICHHEM, ILIO-
maae0 30 Mm2, MakcuMaibHasi CKOPOCTh cueTa — Goiiee
100 ThIc. UMIT/C,  DHEPreTUYECKOe  paspelieHne —
<150 3B na nuaun MnKo.

IIpobonoozomosxa. IlpoOy Bomopociiel U3MeTbuaIn
B MEJIKOJUCIIEPCHBII IIOPOLIOK ¢ IOMOLIBIO IIAHETAPHOU
nrapoBoit menbHUIBI Retsch PM 100. Mcnons3oBanu rap-
HUTYpY U3 KapOupaa Bojb(pama. CKOpOCTb BpalleHHS
[UIAaHETAPHOTO JUcKa cocraisuia 400 mun !, Bpems pas-
Monia — 5 MuH. @pakiuio odpasia ¢ pa3MepoM YacCTHII
MeHee 63 MKM Jjajiee UCIOJIb30BAIM IS IPUTOTOBICHUS
CYCIIEH3WH HJIH MTOJTHOTO KUCIIOTHOTO PA3JIOKEHHSL.

g mpuroToBiIeHMS CYCIIEH3MHM HaBECKy oOpasiua
Bogopocneit (0,01 r) momemianu B BHady, J0OaBIISIH
900 mMkn pactBopa crabuimsaropa u 100 MK cTaHmapr-
HOrO pacTBopa raumms. B kadectBe crabuiuzaropa uc-
nonb3oBanu 1 %-ne1it pactBop Tpurona X-100 nnu none-
muicynbgara Harpus. [locme cMemmBaHusS KOMIOHEHTOB
BUAJIBI C 00pa3llaMy IOMEIIAIN B YJIBTPa3ByKOBYIO BaHHY
Ha 10 MUH 17151 TOMOTCHHU3AIUH | TTOJYYCHHS YCTOWIUBOMN
CYCIIEH3UH.

MuHepanuzanuioo 1pod BOAOPOCIICH TPOBOAMIN
B MHKpOBOJNHOBOW meun Topwave (Analytik Jena, I'ep-
Manwust). Jns aToro HaBecky obpasua (ne menee 0,250 r)
MIEPEHOCHIIM B aBTOKJIaB, M00aBisuin 10 MJI KOHIEHTPH-
POBaHHOW a30THOM KHUCJIOTHI U BBIAEPKHUBAIU 3 4. 3aTeM
nobasisut 10 MJI TEMOHU30BAHHONM BOABLI M IIOMEIIAIH
B MUKPOBOJIHOBYIO I€Ub JJIs Pa3jIoKeHUs B TeMIleparyp-
HOM pEeXHMeE, IPEeJCTaBICHHOM Ha pHC. |, C MOIIHOCTHIO
870 Bt. Ilo oxoHYaHHH pa3OXKEHUSI MPOOBI aBTOKJIABBI
OXJIaXJaJM O KOMHATHOM TeMIeparyphl, IOCIE Yero
pacTBOp MEPEHOCUIM B MEPHYIO K00y oObemoM S50 mulL
AHaJOTHYHBIM 00pa30M FOTOBUIIH XOJIOCTYFO POOY.

Memoouka ananuza memooom P®PA I1BO. Ha kBap-
HEBbIN MpoOoepxKaTeN b HAaHOCWIN 10 MKJT CyCIIeH3HH BO-
JIOPOCIIeH U BBICYIIMBAJIH B BaKyyM-3KCHKATOPE MIPU KOM-
HATHOM Temreparype, 4ToObl M30exaTh MOTeph JETyYuX
aeMeHToB (xyop, Opom, #om). Ilocme BeICymmBaHUS
oOpasma B Teduenue 15 mun onpeaensu Cl, Br u 1. TTocne
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Puc. 2. Cnekrp o0pa3ua JaMHUHApUH B BUJIE CYCIICH3HH

9TOr0 Ha MpoOoJepKaTeNlb ¢ CYXHUM OCTAaTKOM HaHOCHIIN
10 MKJI KOHLIEHTPUPOBAHHON a30THOW KUCIOTHI JIJIsl CHU-
JKCHUS (POHOBOTO CUTHAJIA 33 CUET YNAICHHS TaJOreHHIIOB
U BBICYIIMBaJM Ha 1uuTKe npu 65 °C B TeueHUe 5 MUH.
[IpobGonepkarenb ¢ CyXHM OCTaTKOM CHOBA ITOMEIIAJH
B IPUOOP U ONPEIEISIIN OCTAJIbHBIC HIEMEHTHI TIPH YCKO-
psromem HanpsbxeHuu 50 kB, Toke 60 MKA u BpeMeHH
skcrio3utuu 1200 c. PexxuM JIEKOHBONIOIMH CIIEKTpa —
Profile Bayes normal fit. KoHIeHTpamuio 31eMeHToB pac-
CUUTHIBAIIM METOJJOM BHYTPEHHETO CTaHAApTa, B KAYECTBE
KOTOPOTO HcTonb3oBai (Ga, BHECEHHBIN B pACTBOP B KOH-
nenrpauuu 250 Mxr/am3.

TMony4eHHbIE KOHIIEHTPAIMM METAIOB  (MKI/aM3)
NEPECUUTHIBAJIA B MAaCCOBBIE JI0JIH 31eMeHTa (®, %) B uc-
XOMHOM 00pa3sie ¢ yuerom Macchl HaBecku (0,01 T) 1 00b-
ema nipurotoBiieHHo# cycnensuu (0,001 ).

Ananus cycnensuii ooopocrnei. Meton POA TIBO
MIO3BOJISICT aHAIM3UPOBATH TBEPIBIC 0OPA3IIBI B BUIE CYC-
neH3uit. J{nst moydeHus: cTaOMIBHON CyCHCH3MHM HE0O0-
XOIMMO JT00aBJIeHHE cTabuin3aropa — IMOBEPXHOCTHO-
aKTHBHOTO BelIecTBa. B kauecTBe cTa0miIm3aTopa cycreH-
3WH MBI UCTIONB30BaNU 1 %-Hble pacTBophl Triton X-100 u
noaenuicynbdara Harpust (ObUT BEIOPAaH 1O IPUYMHE HU3-
KOW CTOUMOCTH M BBICOKOW JIOCTYITHOCTH).

CriexTp cycrneH3uu JIaMUHApHUH MPUBEICH Ha pPHC. 2.

[Tomydyennble 3HaUEHUST COAEPKAHUNH MHUKPOIIEMEH-
TOB M K03(P(UIMEHTH! BapHAILIMH MTOBTOPSIEMOCTH TIPHBE-
JeHbl B Tabn. 1. [lnsg cpaBHeHus B Tabn. 1 mpuBeIeHsI pe-
3yABTaThl aHAJIM3a MHOTOJIEMEHTHOTO CTaHIaPTHOTO pac-
tBOpa (125 MKr/71), B3STOr0 B KauecTBe MojenbHoro. I1o-
CKOJIBKY (DOHOBOE paccessHUe U3Iydaressi, MOJTyYeHHOE U3
WUCTHHHOTO pacTBOpa, BCErAa HUXKE, 4YeM H3JIydareds,

MIPUTOTOBJICHHOTO M3 CYCIIEH3WH, COOTHOLICHHE CHT-
HaJI/TIyM 711 MOJIENILHOTO PacTBOPA 3aBEJIOMO BHIIIIE,

ITo nanHbIM Tabn. 1 MOXKHO cenarh BBIBOA, YTO MC-
nonb3oBanue Triton X-100 B kauecTBe cradmimzaTopa
CYCIICH3UH YITy4YlIaeT BOCIPOU3BOAUMOCTD OTIPE/ICIICHUSI.
OO0 3TOM MOXXHO CYAHThH IO 3HaYeHHSIM Ko3ddurmeHta
BapHallMy, KOTOpblE HWXKE NPU MCIOIb30BaHUU Triton
X-100 1o cpaBHEHHIO € JOIELIICYIb(aToOM HaTpUs.
OpHako BOCIPOM3BOAMMOCTb PE3yJIbTaToOB, IOJYyYEHHBIX
¢ ucnonb3oBanuem Triton X-100, Bce e cCyliecTBEH-
HO HIDKE, YeM JUIS MHOTOYIEMEHTHOTO CTaHIAPTHOTO
pacTBopa.

HeobxonnMo TakKe OTMETHTH, YTO IPH HCIIONB30-
BaHHUU JaHHOTO CII0C00a MPOOOIIOATOTOBKH HAOIIONACTCS
pacxoxJeHue B pe3yJbraTax OIpelesieHUs] HEKOTOPBIX
3JIEMEHTOB. BeposiTHee Bcero, 3TO CBSI3aHO C MOTEPSMHU
YacTH JIETYYHMX O3JIEMEHTOB B MPOIECCE BBHICYITHBAHHS
npoOozepskarels ¢ HAaHECEHHOH cycrien3uell. Pacxoxne-
Hue 15 K 1 St MBI CBsI3bIBaeM ¢ HECTaOMIIBHOCTBIO CyC-
TNCH3UU, TOOTOMY CYCHECHAUPOBAHUEC HC ABJIACTCA MMOOAXO-
JUSITIAM CIIOCOOOM MTPOOOTIOATOTBOBKH.

IIpu nanpHEHIINX HCCIEAOBAHUIX CYCIIEHIUPOBAH-
HBIX 00pa3IoB MBI Hconb3oBany Triton X-100.

Ilpumenenue xucrommnozo pasnoocenus. Jamee wuc-
clefioBajl 00paslbl, MOABEPrHYThIE YACTUYHOMY WIIH
MOJTHOMY KHCIIOTHOMY pasfioKeHuto. i 4acTUYHOTO
KHCJIOTHOTO DA3JIOKCHHUS HA HW3ITydaTenb, MOTyUICHHBIH
OIMCAaHHBIM BEIIIE CITIOCOO0M, HaHocHIn 10 MKJI KOHIIEH-
tpupoBanHoit HNO;. Ilpumep crekrpa Takoro obpasua
IIPEJCTABIEH HA puUC. 3.

[Ipu cpaBHEeHWU puc. 2 U 3 BUJHO, 4TO JUIs 0Opa3sia
MOCJie YaCTUYHOTO KHUCJIOTHOTO PAa3JIOKEHHS MHTEHCHUB-
vocth auHui Cl, Br 1 J 3HaunTEIbHO HIIKE, OJHAKO 3HA-
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Puc. 3. Crextp o0pasia JaMUHApUH B BHJE CyCIEH3UH MOCIIE YJACTHIHOTO KUCIOTHOTO PA3JIOKEHUS

YIMOI'0 YMEHBIIEHUS! HHTCHCUBHOCTH (DOHOBOTO CUTHANA
He HaOIromaercs.

JUst TOTHOTO KHCIIOTHOTO PAa3oXeHHs 00pasImbl Bo-
Jopociieit 00padaTbIiBa 230THOW KUCJIOTOH B MUKPOBOJI-
HOBOH neuu. IIpu 9TOM npoucxoquT rojHasi MUHEpalu3a-
st mpoOsl. [Ipumep criekTpa obpasma Bogopocieii mocne
MOJTHOTO ~ KHCJIOTHOTO PA3JIOKCHUs MPEACTaBICH Ha

puc. 4.

Pe3ynbrarel aHanmm3a BOIOPOCIEH MOCHE Pa3IMYHBIX
BapHAHTOB MPOOOIOJATOTOBKH M 3HAYCHHUS KOA(DPHUITHECHTA
Bapuanuu (V) BHYTpHIaOOpaTOPHOH NPEIU3HOHHOCTH
TpUBEACHBI B Ta0M. 2 U 3.

YactudHoe pasziiokeHne MpoObl (100aBleHHE a30T-
HOW KHCJIOTBHI) IPUBOIUT K CHIKCHHIO Kod(duiiueHTa Ba-
puanyu JUIst psja OnpeeNsieMbIX JJIEMEHTOB. DTO 00bsC-
HSETCS] IOHMKEHUEM YPOBHS (POHOBOTO CUTHAJA M, COOT-
BETCTBEHHO, TOBBIIIEHUEM OTHOILICHHUS CHUTHAJ — IIyM.

Taomuua 1. Pe3ynbraTsl 1 BOCIIPOM3BOAUMOCTS ONPEENICHHS SJIEMEHTOB B 00pasiie JamuHapuu metogom POA IIBO

Cycnensus, cTaOHIn3HpOBaHHAS

CycneH3usi, CTaOUIN3HPOBaHHAS

Onpenensiembiid CraupaprHslii pactsop JIOJICIMIICYTb(AaTOM HATPHUS Triton X-100
9IE€MEHT

- 107, % V, % o, % v, % ®, % V, %
S — — 3,83 45 1,06 21
Cl — — 7,20 5.4 2,52 8,5
K — — 5,01 31 1,78 11
Ca — — 0,74 7,9 0,91 14
Ti — — 0,0032 189 0,0021 32
\% 134 10 — — 0,00023 15
Cr 113 7,5 0,00027 45 0,00022 25
Mn 115 7.3 0,0015 106 0,0033 10
Fe 124 53 0,059 132 0,027 25
Co 113 1,7 — — 0,0016 16
Ni 113 5,9 0,00052 104 0,00057 87
Cu 116 6,4 0,00049 26 0,00040 53
Zn 121 5,1 0,0056 53 0,0039 12
Br — — 0,063 2,7 0,064 10
Sr — — 0,12 20 0,057 15
I — — 0,68 35 0,093 27
Pb 123 7,3 — — 0,011 10
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Puc. 4. Crekrp obOpasiia JaMUHAPUH TTOCTIE OJHOTO KHCIOTHOTO PA3IOKCHUS

Coneprxanue netyunx s1ementoB (Cl, Br, 1) B pesynsrare
KHCJIOTHOH 00paOOTKM yMEHbIIAeTCs, a KO3 (OUIMEHT Ba-
puanuy yBeIn4uBaeTcs. OTO CBSI3aHO C UX MOTEPSMHU IpU
B3aUMOJICICTBUU C KOHLIEHTPUPOBAHHOW a30THOM KHCIO-
Toi. [Ipu momHO#M MuHEepanu3ayu 00pasna 3HAYSHUs KO-
a¢dunmenta Bapuanuu emnie donee HU3KKEe. Kpome Toro,
CHIDKCHUE YPOBHS (POHOBOTO pPACCESHUS MPUBOIAHUT K

Ta6auua 2. Pesynbsrarsl ananu3sa Bogopocieit (gpykyc)

YMEHBIICHHIO TTpejiesia 00HApyKeHHs OOJIbIIMHCTBA dJie-
MEHTOB. BciieicTBre 3TOro B KUCIOTHOM BBITSHKKE BOJO-
pociield MOKHO OIPENETISTh PsiJi METaJUIOB, HE OOHAPYKH-

BacMbIX B CyCIICH3UAX.
Takum o6pa30M, IMOJIHOC KHCJIIOTHOC pPas3JIOKCHUEC

yiaydqmacT BOCHPOU3BOAUMOCTDL PE3YIIbTATOB OIPCACIIC-

YacTuuHoe pa3nioxeHue (CycrneH3us

Onpeensiemblii BrrTshkka (110o1Has MUHEPaIn3a1is) Cycnensust ¢ 70GABTCHUEM A30THOM KHCTOTHI)
JIEMEHT

o, % V, % o, % V, % o, % V, %
S 1,84 2,2 1,07 6,9 0,97 15
Cl 0,031 7,1 2,52 8,5 0,33 9,5
K 2,65 1,3 2,05 7,0 1,77 11
Ca 0,84 0,43 0,87 6,5 0,90 14
Ti 0,00060 30 0,0014 20 0,0016 18
\% 7,53-10°° 35 0,00020 6,8 0,00022 15
Cr 0,00024 6 7,84-107° 37 0,00021 25
Mn 0,0049 1,5 0,0031 7,0 0,0032 10
Fe 0,013 2,3 0,025 18 0,024 8,1
Co 0,00042 4,5 0,0018 6,2 0,0015 16
Ni 0,0064 1,5 0,00025 13 0,00034 12
Cu 0,0049 1,2 0,00039 9 0,00031 19
Zn 0,0062 0,72 0,0037 4,9 0,0039 12
Br 0,0058 5.4 0,064 10 0,049 17
Rb — — 0,00028 8,4 0,00026 2
Sr 0,073 1,7 0,054 8,8 0,053 4,7
I 0,00043 71 0,11 10 0,087 5,9
Ba 0,00097 15 — — —
Pb 0,0040 1,2 0,0035 10 0,010 10
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Ta6auua 3. Pe3ynsrarsl anann3a BOZOPOCISH (JJaMIHAPHS)

YacTu4yHOE pa3iioxkeHue (CyCreH3us

Ornpenensembiit BriTskka (10J1Has MUHEPAIM3aLs ) Cycnensus ¢ 10GABIICHHEM a30THOH KHCIOTE)
SIEMEHT

, % V. % o, % V. % o, % V. %
S 0,65 11 0,87 2,0 0,92 13
Cl 0,049 10 11,8 1,8 1,24 14
K 8,29 6,1 8,28 1,9 8,58 13
Ca 0,76 5,6 0,86 2,0 0,88 6,2
Ti 0,00044 46 — — — —
v 0,00020 46 — — — —
Cr 0,00010 44 — — — —
Mn 0,00081 11 0,0017 3,5 0,0019 3,1
Fe 0,017 2,3 0,022 34 0,021 3,0
Co 0,00014 47 0,00024 13 0,00019 25
Ni 0,0012 32 0,0012 2,5 0,0012 6,9
Cu 0,00097 34 0,0011 5.3 0,0011 6,6
Zn 0,0062 1,9 0,0064 1,3 0,0062 33
As 0,0044 3,5 0,0046 3,6 0,0047 19
Br 0,013 7,7 0,13 1,7 0,071 8,1
Rb 0,0040 43 0,0031 2,6 0,0029 11
Sr 0,071 1,1 0,072 2,5 0,074 7.8
I 0,0049 35 0,32 0,94 0,19 54
Ba 0,0010 31 0,0023 52 0,0023 41
Pb 0,00021 30 — — — —

Tabmuua 4. Tpenensl oOHapyKeHUs dIEMEHTOB (MI/Kr) B 00pas-
1ax JJaMHHAPUH

Onpene- YacTu4HOE pazioxeHne BeiTsokka
nsemblii  CycnieHsus (cycniensus ¢ 1o0aBie- (nonHas
JNIEMEHT HHUEM a30THOM KHCIIOTBI)  MHHEPaInU3aIs)
K 8,3 7,7 4,4
Ca 6,0 5,0 3,6
Ti 3,3 2,6 1,8
\% 2,3 1,6 1,3
Cr 1,3 1,0 0,9
Mn 0,9 0,8 0,8
Fe 0,7 0,6 0,6
Co 0,5 0,4 0,5
Ni 0,3 0,3 0,4
Cu 0,3 0,3 0,4
Zn 0,3 0,3 0,3
Sr 0,4 0,4 0,2
Pb 0,7 0,7 0,5

HU MUKPOJJIEMEHTHOI'O COCTaBa BOZ[OpOCJ'Ieﬁ npu cyue-
CTBCHHOM CHHMXXCHHHU SKCIIPECCHOCTH aHaJIn3a.

C mOMOIIBIO MPOTPAMMHOTO OOCCIICUEHHST CIIEKTPO-
MeTpa PACCUMTANN MPEACTbl OOHAPYKCHUS HEKOTOPBIX
AIIEMEHTOB MpPH Pa3HbIX CHOC00ax MPOOOIOATrOTOBKH.
CpaBHEeHHE MOJIyYEHHBIX PEe3yJbTaToB (Tadi. 4) MOKa3bl-
Baet, uto 4 K, Ca, Ti, V, Sr, Pb Cr, Mn u Sr npeznen 06-
HapYKEHISI HI)KE B CITydac ITOJHOTO KHCJIOTHOTO Pasio-
xenust, 1t Fe, Co, Zn OH CyIIECTBEHHO HE M3MEHSICTCS,
a ans Cu u Ni npenen oOHapy>KeHHs B CITydae TOJTHOTO
KHCJIOTHOTO PAa3JIOKeHMs BhIIIE. TakuM 00pa3oM, MOITHOE
KHCJIOTHOE PA3JIOKCHUE SIBISICTCS MPEANOYTUTEIBHBIM
METOJIOM IPOOOIOATOTOBKH KaK C TOYKH 3PCHHS IPeie-

JIOB OOHApY>KEHUS OOJIBIIIMHCTBA 3JICMEHTOB, TaK U C TOU-
KA 3peHHs BHYTPUIAOOPATOPHON BOCIIPOM3BOAUMOCTH.
[Tonyuyennble mpenenasl OOHAPYKEHHS COMOCTABHMBI C
nocturaembivu MetogoMm MCII-AC u ycrymator mpexe-
nam obHapyxenust metogoB AAC u UCII-MC.

Takum 00pa3om, st ONIPEHETICHUS AIEMEHTHOTO CO-
craBa Bojopocieil meronom PDA TIBO pexomenmyercs
WCIIOJIB30BaTh IMOJIHOE KUCIOTHOE Pa3jioKEHUE B MHUKPO-
BOJIHOBOH meun. Takoi BapuaHT MpOOOMOATOTOBKH YIyd-
[IaeT BHYTPHUIA0OPATOPHYIO BOCIPOU3BOAUMOCTL pe-
3yJABTaTOB M TOHMKACT TNpEAeTbl OOHAPYXKCHHS psa
OTIPEICISICMbIX DIIEMEHTOB. J[isi OOJBIIMHCTBA HCCIIEIO0-
BaHHBIX 3JIEMEHTOB IMpelesl OOHapYKEHUS COCTaBIISCT
0,3 — 0,6 Mr/kr.

IIpu aHanm3e oOpasoOB BOAOPOCICH-MAKPOPHUTOB B
BUEC CYCIICH3MU NPEANOYTUTCIIBHO UCIIOJIb30BATh B Ka4ye-
ctBe cradbmmusaropa Triton X-100.

OmnpeneneHre B oOpa3lax BOJAOPOCICH SIIEMEHTOB,
oOpasyronux serkosieryure coenunenus (Cl, Br, I, Hg),
MetojoM PDOA TIBO HenenecoobpaszHo.

Paboma ewinonnena ¢ ucnonvzosanuem 060py0osa-
Hust Llenmpa KoanexmueHo2o noib306aHus. HAY4HbIM 000-
pyoosaHuem «Apxmuxay.
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