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MeToabl aHanun3a HasbiBakoT
* XUMUYECKUMM,
* PU3UKO-XUMUYECKUMMU,
* hnsnvyecKknmm

B 3aBMCUMOCTM OT TOrO, B KAKOUN Mepe
onpeaeneHne XMMmM4eCcKoro coctaBa

BeLlecTBa JaHHbIM METO40M OCHOBAaHO Ha
MCMOJSIb30BaHUN

XUMUYECKUX peaKunn nnu
PU3NKO-XMUYECKUX "
donsnyeckmx npoLeccosB.



Dunsnko-xmmmnyeckme n punsnvyeckme metToasbil
Ha3blBaOT MHCTPYMEHTAaNbHbIMU, TakK KakK
OHU TPEOYIOT NPUMEHEHUS NPNDOPOB,
N3MepPUTENbHbIX 31IEMEHTOB.

[MpuHUMN onpeaeneHna XMMnM4eckoro
cocTaBa NnbbiMM MeTogaMm OONH U TOT Xe:
COCTaB BellecTBa onpenensaeTcs no ero
CBOUCTBaM.

Hanpumep, criekmpbi ucriyckaHus, noasaoweHus u
ompakeHuUs eewecmaom usfyvyeHuu umerom



Duanyeckue
N COUBUKO-XUMUUECKUE
METOOb! aHanM3a
NPy reOXMMUUECKMX
WCCNen0BaHuUsIX

Metoab!

MUHEpanorn4ecKnx
uccnefoBaHui




A Pearson Education Print on Demand Edition

Modern Analytical

Geochemistry

terials Scientist

Edited by Robin Gill

Pearson
Education

e

COBPEMEHHbBIE

UCCJIE/IOBAHHSI MUHEPAJIOB,

oL aip)

CAHKT-NETEPEYPI
1997

TF'OPHBIX ITIOPO/l U PY

" 1

R B
B A s




 BbicOKOYYBCTBUTENbHBIE METOALI aHaNn3a
BELLlecTBa, B TOM YMCNe reororm4yeckoro,
pas3nM4yalroTCcsa Npexae BCero no CBOUM
PU3NKO-XMMUYECKUM MPUHLIMNAM —
OOLLLENPUHATBLIM ABMNAETCS
noapasaerneHne MeToaoB Ha

* CNMNeKTpocCKonn4yeckKkume,

* MaccC-CneKkTpomeTpuyeckue 1 onmskune K
HUM

* AaepHoO-punsnyeckKkune n
paguoxmMmmnyecKkme Metoabl



 [leneHne MeToaoB no
NNOKarbHOCTU UCCIieaoBaHUSA:

*BAJIOBbIE METO[bI
* IOKAJIbHbIE METO/b
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TenoBaa sHEprus

TemsioBasa sHEprud

DIeKTPUYECKOe T0JIe

DIeKTpUYECKOoe IoJie

PentrenoBckue (pOTOHBI
DJIEKTPOHBI

DJIEKTPOHBI

Honst

D oTOHEI

PoTOHBI

Nonsl

Nonnbl

D oTOHBI

PenrrenodiyopecueHTHas
cnekrpomerpus (P®C)

DoTO3JIEKTPOHHASL  CIIEeK-
rpomerpus (PIC)

DJIeKTPOHHAA  OXKe-CIIeK-
tpometpus (90C)

Macc-cnneKTpoMeTpuss BTO-
puunbix nouos (MCBH)

Jla3zepHO-MHAYIMPOBAHHAS
dnyopecuenTHas  CIEK-

rpomerpus (JINPC)

ATOMHO-IMUCCHOHHASA
criekrpomerpus (A9C)

TepMonoHU3aAMOHHAS

MacCC-CIIeKTPOMeTpHUs
(TUMC)

Macc-CrieKTpoMeTpus c
TJICIOLIAM pa3pH-
nom (MCTP)

ATOMHO-39MUCCHOHHAS
CIIEKTPDOMETpHS C TJIe-
JOIIUM pa3psoM
(A9CTP)

POTOH — ArieMeHTapHad YaCctunua, KBaHT 3JN1IEKTPOMaAarHMTHOIO MNoJis



1. CIIEKTPOMETPUA

* Ecnun go otkpbiTUA B 1859 r. [ .Kuprodgom n P.

byH3eHOM CNEeKTParibHOro aHanun3a (oyzas
coyemaHuu ¢ gpomornnacmuHKoU) OCHOBHbIMU
aHannUTU4eCcKMMn Metogamm MeTogamu,
NPUMEHABLLMMUCA NPU aHanNn3e MMHeparnos n
OPYrux reonornyecknx ooObeKToB, ObINN T.H.

MeToAbl «MOKPOU XUMUU», TO Nocne
OTKPbITUA CNEKTPaJibHOIo aHalin3da, 3TOT METO
cTan BeayLwuM B reoXMmMnm NnpakTuyeckn Ha
Llenoe ctoneTme.



ATOMHAA CIHHEKTPOCKOIIHNS BrirouaeT B ce0sl H3yUSHUE CIIEKTPa
IEKTPOMArHUTHOTO U3IyYEHUS aTOMOB.

DnexmpomacHumroe usiyyeHiie iMeeT 0OJHOBPEMeHHO KaK BO/IHOBbIe, TAK H
KOpPILyCKYJ/IsIDHbIE CBOIICTBA.
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B pe3ynbTate B3aumoaencTBUA BellecTBa C
3N1eKTPOMarHUTHbIM U3NNy4YeHUeM NPOUCXoaAUT UCNyCKaHUue
(3mMuccus)) nnn nornoweHue (abcopbuua) ceeTa.
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Puc. 2 CxeMa BO3MOKHBIX MEXaAHH3MOB MePeX010B MeKIY IBYMS
IHEepPreTHYeCKHMH COCTOSIHHAMH aToMa ¢ (a) mor/JIomeHneM,
(b) cnoHTAHHBIM HCIYCKAHHEM H (€) HHIYIHPOBAHHBIM

HCIIYCKAHHEM (l)OTOHa.




CMNEKTPANIbHbIV AHANNI

MeToa Ka4yeCTBEHHOIO 1 KONMMYECTBEHHOIO
onpegeneHnsa coctaBsa BeLLECTB, OCHOBaAHHbLIN Ha
MccneaoBaHUM X CNEKTPOB NCNYCKaHUA, NOrMOLLEeHNS,
OTpa)eHuna u NIoMUHeCLEHL N,

PasnnyaloT aTOMHbIN U MOMNEKYNAPHbIN
CrneKTpanbHbIN aHaNnus.

JMUCCUOHHLIN CNEeKTpanbHbIX aHANn3 NPOBOAAT MO
cnekTpam UcrnyckaHnusa aToMmoB, MOHOB UM MOMEKYIT,
BO30Y>XOEHHbIX pa3nn4HbIMK criocobamm.

AOGCOpPOLMOHHBLIN cCneKTparibHbIX aHanus3 - rno
cnekTpam NornoLweHnsa aNeKTPOMarHUTHOIO N3ny4eHus
aHann3npyembiMn obbLEKTaAMM.



Buabl cneKkTpoB

CrieKTpbI UCITYCKaHNS

CnekTp /IMHeHYaTbiH obycnoBneH npoueccaMmu Bo3byXAeHUA 31EKTPOHOB
cBO6OHbLIX aTOMOB U OJHOATOMHbIX UOHOB, ABNAETCA XapPaKTEPHCTHYHbBIM
CIEKTPOM AaHHOIo 3/1EMEHTA. Y ABYX Pa3NIUYHbIX 3/IEMEHTOB He OblBaeT O4HOMU U
TOW XXe NocnefoBaTeNbHOCTU A/IMH BonH. CnekTparnbHble MMHUM NOABNAITCA Ha

BbIXO4A€E CNEKTPA/IbHOINo npw6opa Ha MecTe Tou OTMHBI BOJTHbI, KOTOPas U3ny4aeTCA
N3 UCTOHHUKA.

CrieKTpbl norsiolwjeHnss

CnekTp ror/ioleHms1 oTNNHaeTcs oT
CIIEKTPE HCIMYCKaHMSI TEM, YTO U3NTyYeHUe
NPOXOAUT Yepes MOrMoLLaoLLYIO cpeay.
STO TEMHbIE NUHUU Ha hoHe
HENPEepPbLIBHOMO U NIMHENYATOro CNeKkTpa,
XapaKTepPU3YIOT XMMUYECKUA COCTaB
MOrNOLLAMOLLEro BELWECTBA, T.K. OHO
norsiowjaer re 4J/IMHbl BOJIH, KOTOpbIe 6 I
MOXKET U3JTYYHUTb.

CnekTpbl ucnyckanus: 1 - Hatpusi; 2 - BOAOPOAa; 3 - renus.
Cnekrpbl nornowexus: 4 - Hatpusi; 5 - sogopoaa; 6 - renus.




» YacTo nog cnekTpanbHbIM aHaNMM3om
NOHUMAIOT TOSIbKO aTOMHO-3MUCCUOHHbIN
crnekTpanbHbIK aHanu3 (ASCA) - metoa
9N1IEMEHTHOro aHann3a, OCHOBaHHbIW Ha
N3y4YEHNU CNEKTPOB NCNYCKaHMNSI CBODOOHbIX
aTOMOB 1 MOHOB B ra3oBoun doase B 001actu
ONH BOrH 150-800 HM.

* [1poby nccnegyemoro BellecTsa BBOOST B
MCTOYHUK N3ITYYEHUS, rOe NPONCXoadaT ee
ncnapeHue, guccoumaums Monekyn u
BO30OYy)XaeHne obpa3oBaBLUNXCHA aTOMOB
(noHoB). [locneaHne ncnyckaroT
XapaKTepucTtnyeckoe nanyvyeHune, Kotopoe
NOCTYNaeT B perMcTpupytoLlee yCTpoucTeo
cnekTpanbHOro npnodopa.



* ONTNYECKNN 3MUCCUOHHbIW CreKTpasribHbIN
aHanm3 ocHoBaH Ha CBOUCTBE aTOMOB 1 MOHOB
XUMUNYECKNX ANIEMEHTOB, HaXO4ALLNXCA B
napoobpas3HOM COCTOAHUN, N3ryvaTb
XapaKTepHbIN CBETOBOW CMEKTP.

* ATOM MOXET HaxoAuUTbCS B pasfiMyHbIX, HO
CTPOro onpeaereHHbIX ANCKPETHbIX
9HEepreTn4ecknx coctosaHmsix. CoctosiHme ¢
MWUHUManbHON 3Heprmen (Hanbdoree
YyCTONYNBOE) — OCHOBHOE. [lepexon atoma 13
BO30Y>XOEHHOIro COCTOSAHUA B OCHOBHOE
COMPOBOXOAETCH BblAENEHNEM KBaHTA CBETA.



« Habop AnuH BoNH cnekTpanbHbIX IMHUIA,
N3ry4yaembix aTOMOM, onpeaensaeTcsa Habopom
9HEepPreTU4YEeCKNX COCTOSAHNIM, B KOTOPbIX OH
MOXET HaxoaMUTbCA.

* IHTEHCUBHOCTbL CneKTpanbHOU NMUHUN OaeT
OCHOBHY MHOPMaLIUIO O KOHLEHTpaunmn
arieMeHTa B npobe.

* KonnyectBeHHas aMMCCUOHHAA CNEKTPOMETPUS
npegnonaraeT, YTO UCNyckaemMmas aHepruga
nponopunoHarnbHa KOHLUEeHTpaLunum atToMoB UM
noHoB. CpaBHeHME crekTporpamMmm npob v
ON3KMX K HUM (MO XMMUYECKOMY 1 dba30BOMY
COCTaBY) 3TallOHOB.



* VICTOYHUKN n3ny4vyeHunsa (sHeprum) anga aHanmaa
PACTBOPOB — Niam4a 1 nnasma.

* ICTOYHUMKM U3ny4veHusa ansi NpsiMoro aHanunsa
TBEpAbIX Npob — CKpa u ayra.

* OMUCCMOHHAsA CMEKTPOMETPUS B HACTosLLEE
BpeMs 3aMeLleHa NpakTU4YeCcKn NOMHOCTbIO
ninamMmeHHOWN aTOMHO-abcopOLMOHHOW
CNEKTPOMETPUEN.



ATOMHO-3MUCCUOHHAaA CMEKTPOMEeTpUs c
WHOYKTUBHO-CBA3aHHOM nna3mou ICP-AES

[1Tna3zma — MOHN3UPOBaAHHbLIW a3, KOTOPLIN
MaKpOCKOMM4yeckn HeutpaneH. NIHOQyKTUBHO-
cBA3aHHasA nnasma (ICP) obpasyeTtca npu
BO30Y>XEHUMN BbICOKOYACTOTHOIO Mosis B
KaTyLuke. [Nnasma obbIYHO COCTOUT U3
MOHU3NPOBAHHOIO NHEPTHOIO ra3a (aproHa).

[TogxoguT ons aHanu3sa noodown Npobbl, KOTOPYHO
MOXXHO rnepeBecTn B pacTBOp.

OCHOBHbIM OrpaHn4YeHneM ABNAETCS
HeobXoaMMOCTb UCMONb30BaTb PACTBOPLI.



Excitation

Temperature (K)
(X10%)

6000
6200
6500
6800
8000




« MowHoOCTb NepegaeTcs razam nnas3mbl NyTem
MHOYKLUMOHHOro pasorpesa. Bsanmopaencteume
NyNbCUPYIOLLEro MarHUTHOO MOMS C TEKYLLIUM
rasom co3gaeT «nnamsa» ICP.

 [lopoepxnBaeTtcsd ropeHue nnas3mbl npu T
6000-10000 K. Bo3byxxgaembin maTepuan
(a3p0o30nb) NPodbLI MPOXOANT MO LIeHTParnbHOMY
KaHany u pasorpesaetca o 8000 K.

* ,D,OCTI/II'aeTCFI NPAaKTU4YECKU MOJTHAA aTOMN3al N4,
BbICOKaA CTElNEHb 8036y>l<ﬂ,eHI/IFI dTOMOB U
HYaCTU4HaAAd aTOMN3alA.

» TpebyeTca manasi HaBecka rnpodbl (< 1-10 mr).



AHanwtuueckuwe nconeposanvws 8 B 80 PAH
ATOMHO-IMUCCHOMHARA CNEXTPOMETPUHA
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PEHRTI EHO®IJIYOPECLUEHTHAA
CMNEKTPOMETPUA
 PeHTreHocneKTpanbHbIN (prlyopeCcUeHTHbIN

aHanu3 (XRF, POA, PCOA) - meTog aHanu3a,
MCnonb3yemMbin A8 onpeaeneHuns
KOHLIEHTpAaLIMN 3NeMeHTOB OT Be o U B
amnana3oHe ot 0.0001% no 100% B BeLlecTBax
PA3NNYHOIO NMPOUCXOXKOEHMUS.

* OCHOBaH Ha B3anMOOEeNCTBUN SN1IEKTPOHOB

PEHTITEHOBCKOIO Ny4yKa C 3NeKTpoOHaMNU MULLIEHN
(NMpoObI).



B3anmogencrtBue BellecTBa € PeHTreHOBCKUM usJsiy4yeHmem
n MeTodbl UCCJleaOBaHUA

[nparpoBaHHbIn p. Nyy
(peHTreHoBcKas AnudpakToMeTpus)




‘CXEM bl MPOLECCOB

DOTOINEKTPOHBI

Pholaslecimn

Incoming
radiation from
x-ray tube or
radioisotope.

OXe-3neKTpOoHbI

AE:E1 -E2-E3
2

Auger
/Electron

http://www.amptek.com/xrf.html 4
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* PasnnyHblie 3neKTPOHHbIE opbuTann obo3HavaroTcsH
K,LLM n.T.4., rae K - opbutans, bnmxanwas K sapy.
Kaxxgon opbutanu anekTpoHa B aTOME KaXaoro
3JfIEMEHTa COOTBETCTBYET COOCTBEHHbIN
9HEpPreTU4YeCKnin ypoBeHb. QHEPTUA UCNYCKaAEMOrO
BTOPUYHOIo poTOHa onpeaenaeTcs pasHuUen mexay
9HEepruemn Ha4yanbHOM U KOHEYHOU opbuTanen, mexay
KOTOPbIMU MPON3OoLLEN Nepexon dNeKTpoHa.
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Puc.47. OcHOBHbBIE Y3Jibl AUCIIEPCHOHHOTO PEHTTEHOBCKOTO
sMuccHOHHOro crekrpomerpa [3]
{ - nuacdparma; 2 - MCTOYHHK; 3 - nerexTop; 4 ¥ 6 - KOJJIUMATOD;
5 - xpucrasur; 7 - obpasen



 MeTon ocHOBaH Ha 3aBUCUMOCTU
MHTEHCUBHOCTWU PEHTIEHOBCKOM
donyopecueHLUnn OT KOHLIEHTPALUWUN ANieMeHTa B
obpasue.

* [1pn obnyvyeHmn obpasua MOLLHLIM MOTOKOM
N3Ny4YeHns PEHTrEHOBCKOU TPYOKN BO3HMKAET
XapaKkTepucTtmnyeckoe pnyopecLeHTHoe
N3ny4yeHne aTomMoB, KOTOpPOE NPonopLnoHansLHO
NX KOHLIEHTpaLnn B obpasLie.

* VIany4yeHune pasnaraeTca B CNeKTp Npuv NOMOLLN
Kpuctanmn-aHanm3aTtopoB, ganee ¢ NOMOLLbHO
OETEKTOPOB U CHETHOW AMNMEKTPOHUKMU
N3MePAETCA ero UHTEHCUBHOCTD.



Matepuans! VI MexayHapoaHoi LLkonel no Haykam o 3emne ISES-2010, hitp://ises.su/

PeHTreHocneKkTpanbHbIA MeTO4 aHanusa

OCHOBaH Ha 3aBUCUMOCTU MHTEHCUBHOCTU XapaKTeEPUCTUYECKOIO
PEHTIEHOBCKOIO U3INy4eHund OT KOHUEHTPaUun arieMeHTa B 06pasu,e.

XapaKTepucmquKoe PEeHTreHOBCKOE Uilsty4yeHue

«Yacmoma ucryckaemozo xapakmepucmu4yecKoao
PEHM2EHOBCKO20 U3IyYeHUS aensemcs QoyHKyued

amoMHO20 HoMepa u3jlyydarouje20 ajrieMeHma.»
FeHpu Mosnu, 1913 2.
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K nwswen (rpadix) Full Scale 3458 cts Cursor 10.315 (8 cts) eV

Materials of the VI International School on the Earth's Sciences ISES-2010_ http://ises su/



CneKTp peHTreHOBCKoM chnroopecLeHuumn

70,000

Cu Fe Ka Lines ——
! I KB Linss——
60,000 =
Ka 2nd Ca
Ni Co Order +
50,000 =

40,000 —

countrate

30,000 -

20,000 —

10,000 —




» Korga atombl 0bpa3suya obny4vatotrcsa poToHamum ¢
BbICOKOW 3HEPIruen - BO30yXaaroLmm
NepBUYHbLIM U3NTyYEHUEM PEHTIEHOBCKOW
TPYOKK, 3TO BbI3bIBAET UCNYCKAHMNE 3NEKTPOHOB.
ONEKTPOHbI MOKMUAAT aToOM.

« Kak cnencreue, B 0oaHOU Unu dornee
9JIEKTPOHHbLIX opbuTanax obpasytorca "ablpKu" -
BakaHcun, bnarogaps Yemy aToMbl NEPEXOOAT B
BO30Yy)XOeHHOEe COCTOAHUE, T.€. CTAHOBATCH
HECTabWUnbHbI.

* Hepes MUNMNMNOHHbIE AONN CEKYHOLI aTOMb
BO3BpaLlatoTcs K CTabunbHOMY COCTOAHUIO,
Kora BakaHCUWN BO BHYTPEHHMX opbuTtansax
3arosHAKTCA ANMEKTPOHAMU N3 BHELLHUX
opbuTtanen.



« Takou nepexonq conpoBoXaaeTcd UCNyckaHNeM
9Hepruun B BUae BTOPUYHOIo oOTOHA - 3TOT
deHOMEeH 1 Ha3bIBaeTca "dnyopecueHuna".
QHeprnsa BTOPNYHOIro poToHa HaxXoaUTCA B
ananasoHe 3Heprum peHTreHoBCKOro
N3Ny4yeHunsa, KOTopoe pacrnoraraeTcs B CreKkTpe
AJIEKTPOMArHUTHbLIX KoriebaHnn mexay
yNneTpaUoneTom u raMmma-musnyy4yeHueMm.

 MatemaTunyeckasa obpaboTka cnekTpa
NO3BOSIAET NPOBOANTL KONMMYECTBEHHBIN U
KayecTBeHHbIN aHann3. OnpeneneHne nerknx
9NeMeHTOB (40 Mg) 3aTpyaAHEHO, T.K. Y HUX
CITOXHbI€ rnepeKkpbIBatoLLMeCH CNeKTpbI.



* B npyHUMnNmanbHOU cxeme PEHTreHOBCKOIO
cnekTpomMeTpa UCTOYHUKOM NEPBUYHOIO
PEHTIEHOBCKOIo U3Ny4YeHUsa CIy>XUT BakyyMHag
PEeHTreHoBCcKasa TpyokKa.

* [lpn Nnogaye BbICOKOro HanpsaXXeHns mexay
aHOOOM N KaToOOM BO3HUKAET NOTOK
YCKOPEHHbIX pa3HOCTbIO NOTEHLManoB
9NEKTPOHOB.

* [Tpn coygapeHnn ¢ matepuanom Kartoga v
PE3KOM TOPMOXXEHUKN DorblLas YacTb AHEPrum
ONEeKTPOHHOIo NOToKa ocBoboOXAaeTcs B BUAE
TOPMO3HOIO PEHTFEHOBCKOIO N3Iy4YEeHUS.



» dnyopecueHTHOEe n3nyyeHmne npoodwbl

HanpasnseTcda Ha AudoparnpyroLwmnn Kpuctansm
(aHanor AndpakLUMOHHOM PELLETKM NPY ONTUYECKOM

nanyuernn). OTpaXkeHHOe OT KpucTanna
N3ny4yeHne nonagaetT Ha OEeTeKTop,
N3MepPSIOLLNN ero UHTEHCUBHOCTD.

* [1po onpegeneHHOM NOMOXEHUN KpUcTanna u
OeTeKTopa MOXHO MOSTy4YnUTb Ha AETEKTOPE OT
NMMHUN CTPOro onpeneneHHoro afieMeHTa
CUrHarsn, MHTEHCUBHOCTb KOTOPOro NpsamMo
CBA3aHa C KOHLIeHTpauuyu gaHHOro afieMeHTa B
npooe.



e "CunukaTtHbin aHanun3s". Onpegensemslie
KOMMOHeHTbI: Na, 0, MgO, AI203, SiOz, P205' S, K,0, Cao,
TiO,, MnO, Fe O, [, OBbl4HO 3TOT BUA aHanu3a
TpebyeT onpeneneHns Bcex afIEMEHTOB
MakpococTtaBa. OgHUM 3 SIBHbIX MPU3HAKOB Ka4yecTBa
pe3ynbLTaToB SABMAETCH CyMMa KOMMNOHEHTOB,
nonyyeHHas npun aHannase. Cyntaetcs HopMarnbHbIM,

eCJ1M OHa HaxoguTcda B npegenax ot 98.5 00 100.5%.

e "AHaNU3 MUKpoanemeHToB". [1pumep
onpeaensemMbix KOMMNOHeHTOB: Cr, Sc, V, Co, Ni, Cu, Zn,
Rb, Sr, Y, Zr, Nb, Pb, Ba, Th, U, Ga, Cl. Habop anemeHTOB
MOXXHO MEHSITb B LUMPOKMX Npeaenax, oTkasblBasdCb OT
HEHYXHbIX U AobaBnasi Tpebyemeble.



XRF cnekTpomeTp nocnegoBaTeribHOro
nencteug Philips PW2400

CnektpomeTp MiniPal
4
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http://en.wikipedia.org/wiki/X-ray_fluorescence

http://www.cleverich.com/xrf_work.html




AHeproancnepcuoHHble CeKTPoMeTpbl

Shimadzu Energy dispersive X-ray
_ Fluorescence Spectrometer EDX series
http://www.antech.ie/xrf.shtml EDX-720/ EDX-800HS/ 900HS

MoLlHOCTb peHTreHoBckon TpyOkn — ao 1 kBT (~ 500 BT)
EovHoBpeMeHHasa pernctpauus Bcero crnekTpa




3KCI1€pVIMeHT. Bon HOAUCIMEePCUOHHAaA perncTtpauus.

Analyzin
X-ray Source c,yza,g
s _
N 2N
% % N
Focusing 2 4

Detector Electronics Computer

MoLLHOCTb peHTreHOBCKoM Tpybku — go 4 kBT
[MocnepoeaTenbHas U eANHOBPEMEHHAasA
perucTpaunsa Bcero cnektpa

BonHoaucnepcnoHHbin cnekTtpomeTp XRF 1800 compmbl
Lnmansy (AnoHus)




Mpo6GonoaroroBka

Teepable obpasubi:
= HacbinHOM NnopoLuoK

= [NpeccoBaHue B Buae Tabnetku (6onee 30 TOHH) ¢
pobaeneHvem unu 6e3 nobaBneHns CBA3YIOLLEro
KOMrnoHeHTa (bopHas KucnoTa, Lennonosa)

= CnnaeneHue c meTabopaTtom nutusa LiBO,
= MoHonut

Xunakue obpasupl:
= CbéMKa B aTmocdepe renus
= [ponutka 6ymaru u BbicyLLMBaHWE

OnpepgeneHue nerknux anemMeHToB (oT NUTUA 4o
Kanus) xkxenaTtenbHO NPOBOAUTL B BaKyyMe Unu B
renveBomn atmocdepe




[fpumeHeHne PONA

Alpha-Proton X-ray Spectrometer (APXS) used on Mars Pathfinder Mission of
1997/1998.




| NMpuMeHeHne POnA

http://mwww.artknowledgenews.com/2010-
07-17-21-33-57-quantitative-chemical-
analysis-sheds-new-light-on-leonardo-da-
vincis-faces.html

EE——
Photo taken during the measurements on the Mona Lisa: Xeay ﬁmmmwmy was done directly on .
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Reprosentation of the superposition of layers in paintings in the face of Mona Lisa, on one light zone near the nose and the darker
shadow of the hair. After treating the data, the thick and ntration of pigments in the different layers. © C2RMF.




ATOMHAA ABCOPBLUA

e ATOMHO-abcopOLUMOHasa CNeKTPOCKONUA
(AAC) — meToa KONMMYEeCcTBEHHOIO aHaIn3a,
OCHOBAaHHbIN HA CBOUCTBaxX aToOMOB NornowaTb
CBET C onpeaeneHHon aAIMHOW BOSHbI
(pe3oHaHCcHoe nornoLlleHune).

* [1pn ncnonb3oBaHun nnameHu (T <3000 C)
npoba nepexognT B NnapoodpasHoe
OAHOATOMHOE COCTOAHUE, HO DONMbLUMHCTBO
aTOMOB HaxoasiTcst B OCHOBHOM
9HEPreTn4eCcKoM COCTOAHUN U CNOCOOHBI
norrowaTtsb (adbcopdbrpoBaThb) SHEPTUIO N3
BHELLHEro UCTOYHNKa — n3ny4yartens.



* BennymnHa aHeprun npm nornoLweHmnm (aToMHou
abcopobuunmn) aBnaeTca PUKCMpoBaHHOW ANs KaXaoro
ariemMeHTa. Bo3HMKaEeT cnekTp NormoLweHuns
3JIEKTPOMAarHUTHOro N3rny4yeHus napamMmm npoo.bl.
AOCOpPOLIMOHHBbIE NMTMHUN aTOMOB B OCHOBHOM
COCTOSAHUN UMEHYIOT PE3OHAHCHbLIMU NTIUHNSIMN.

 [poba B BMAe pacTBopa NogaeTcs B nramMsi ropernku,
roe nepexoauT B ogHoaToMHoe napoobpasHoe
cOCTOsHMeE.

* O/M n3ny4yeHme («CBET») — OT BHELLHEro NCTOYHMKA
BO30YXXOEHWUA, rTamnbl C KATOOAOM U3 ONpeaensemMoro
MeTanmna. YCTaHOBNEHHbIN N03aan ropenkn OeTeKTopP
donkcmpyeTt Konm4ecTBo HeabcopdbUpPOBaAHHOIO
N3Ny4YeHus, NpPoLleaLIEero ckBO3b napbl Npobbl, YTO
NO3BOSMAET YCTAaHOBUTbL KOSTMYECTBO 3fIEMEHTA.



* Metogoom AAC moryT onpenenatbcst OKOSo
60 351IeMEHTOB (B OCHOBHOM METanNmbl U pan
nepexoaHbIX 3IEMEHTOB), KpOMe 3fIEMEHTOB U3
KOTOPbIX HEBO3MOXXHO U3roTOBUTbL Matepuarn
KaToaa.

* OOHOBPEMEHHO MOXXHO ONpeaenunTb TOMNbKO
OOVH 3NEeMEHT.
* [1poby NnpuxognTcst NepeBoanTb B pacTBOP.

« 3HaYMTENBHOE KONNYECTBO PacTBOPA, HY>KHOEe
711 MHOrO9NEeMEHTHOIo aHanmnaa, MoXeT
NOBMUATb Ha YYBCTBUTENbHOCTb.

* [lpnmeHsaT ans onpeaeneHusl-2 arfieMeEHTOB B
bonbLIOM YuMcre npob ropHbIX NOpoa 1 BoA.



B 3aBucumMocTn ot cnocoba nonyyeHus
MOrMNoLLaoLLIEro Cros aTOMOB BblAENsoT 4 OCHOBHbIX
TUNOB TEXHUKN aTOMU3aLINK:

niiamMmeéHHasdA aTOMun3aluunsd — ncnapeHme n atomm3sauunsd
nponcxoadTt B niiamMeHmn

ANIeKTpoTepMuyeckKkad atomm3auus (OTA) — ncnapenume
N aToMmnsauua NpoodbI nponcxoauT B rpadomntoBomn Tpybke
(rpacbuTOBOU NEYN), HArPEBAEMOU INTIEKTPUHECKUM TOKOM A0
Temnepartyp 1500 — 3000 °C

rmapuvuaHas TeXHUKa — B KBapLeBOU g4Yerke Unm
rpapmMToBOM NEYN, HarpeBaemMou ANEKTPUYECKMM TOKOM,
NPOUCXOOUT pPasnoXeHne rasoobpasHbIX rMapuaos,
obOpa30BaHHbIX B creLuanbHOM peakTope.

MeToA «XONoAHOIro napa» - ocHoBaH Ha CBOWUCTBE PTYTH
CYLLIECTBOBATb Mpu HopMarbHbIX YCITOBUSAX B ra3oBou hase B
BMae cBOOOAHbLIX aTOMOB.



HyBCTBUTEBHOCTD ATOMHO-a6COPOIIHOHHOTO aHAIN3A /IS HEKOTOPBIX 3JIEMEHTOB

deMeHT UyBCTBUTEILHOCTD, % DJIeMEHT UyBCTBUTENBHOCTD, %
Ag 4-10°6 Ni 3:10°
Al 1-104 Os 1-104
As 1-104 Pt 1-104
Au 2:10° Re 1-103
B 8-104 Rh 110
Be 2:106 Ru 7:103
Bi 3:10° Sc 3:10°
Cd 1-10°6 Si 2:104
Ce 4+1073 Sn 1-10*
Cr 110 Ta 1-103
Cu 110 Te 3-10°




1

Dnement llyBcrnn're.m;.uocrﬁ, % DneMeHT ‘{ynémmenbnocrb, % '
Gd. 2:1073 Ti 2:104, .-
Hf 14103 U 1+102 -
Hg 2:104 v 1104
In 2-10‘5' w 6'16'1,
Ir 2:104 Y 2¢40% :;
La 4-103 Zn 1-10%
Li 3:10° Zr 1-103




Annapartypa.
CoBpeMeHHble aTOMHO-abCOPOLIMOHHBbIE CNEeKTPOMEeTPbI

-

VARIAN




MepcnekTuUBLI pa3BUTUA
AA 800 - ATOMHO-abCOPOLNOHHbLIV / 3MUCCUOHHBIN CMEKTPOMETP HOBOIO NMOKOJIEHUA
C KCEHOHOBOW Namnon HenpepbIBHOIO cnekTpa Ana aHanuaa no BCeM afieMeHTam

Furnace R
R

Echelle grating e e
Arc lamp v /‘ Prem

High Resolution
Monochromator

Onriueckasg cxema AA 800

TexHu4yeckue XapakKTepucTuku

« MMonuxpomatop ONTUMU3NPOBaHHANA ABONHAs pelleTka Jenne BbICOKOro
paspelleHus. MNpea- MOHOXpPOMAaTOp C KBapLIEBOW NPU3MONi. Bbicokasi TOYHOCTb
[NVHbI BOMNHbI. ABTOMaTU4Yeckasi KoppekUums ANnHbI BOMHbI.

« CnekTpanbHbii AnanasoH 190-900 HMm

« CnekTpanbHas wupuHa wenu 2 nm/ 200 HM

« Pa3speweHune 1:145000

« [Hetektop CCD geteKktop Ang ManowyMALnx cCUrHanos
*  WcTouyHuk KceHoHOBasa Aayrosas namna



HEMTPOHHO-AKTUBALIMOHHbLIV
AHAJINSG

 [lpMepHO € cepeanHbl NPOLLOro BeKa
BeOyLMM aHanMTU4YeCcKumMm MeTogom npu
aHanm3e reoxmMmmn4eckmnx 1 KOCMOXMMUYECKNX
OOBbEKTOB CTAHOBUTCHA HENTPOHHO-
akTnBaunoHHbI aHann3 (HAA) B ero
pagmnoxmmmyeckom (PHAA) n
MHCTPYMeHTanbHbIX BapmnaHtax (MHAA).



* MHAA - Hanbonee 4yBCTBUTENbHbLIN METOA
XUMUNYECKOro aHanm3a MHOIrmx ay1IeMeHTOB
nepunoan4veckon Tabnuubl. OH OCHOBaH Ha
aHann3e paanoakTUBHbIX U30TOMOB, KOTOPLIE
obpa3sytoTca B 0bOpasLe noa Bo3gencTBmem
o0ny4yeHna TennoBbIMU HEUTPOHAMW. TOSNBKO
Nerkne anemMeHTbl (Takme, Kak bop, Kncrnopoa,
as3oT v yrrnepon) He obpasyoT N30TOMOB,
npuroaHbIx Anga nccnegosanHmns HAA.

* Vicnonb3yeTcda aaepHbIV peakTop Unm
YCKOPUTENDb 3apsXXeHHbIX YacTuL,.

« OTCyTCTBME 3arpsaA3HEHnI, NpocTas
rpagynpoBKa, Xopollasi YyBCTBUTENBHOCTb.



The n—gamma Reaction

The basic reaction for INAA

Prompt ¢ Beta

Gammaray Particle
Target
Nucleus

u%'

Incident ..“. &
Neutron/' en0e \ -
50.

Product
Nucleus

Compound Delayed
Nucleus Gamma ray

Example: °®Fe + 'n — >°F¢ + Beta- + gamma rays

Gamma ray energies = 142.4, 1099.2, 1291.6 KeV



Sample
detector

spacing

<>

Amplify Shape

Detector

signal signal

Activated sample
Amplifier

Preamplifier

ADC = Analog - Digital Converter
MCA = MultiChannel Analyzer

Data acquisition flow sheet




Gamma ray spectrum for
a multi element sample

200000 Sample ID = CPA1260

Irrad. time =24 h
Decaytine = 9d
100000 Counting time = 30 m

50000

200 400 600 800
Energy (keV)

1000000 SampleID= CPA1260]
Irrad. time =24h
300000 Decaytine = 9d
Counting time = 30 m

100000

30000 co Na

10000

3000
1000

1

300 ; :
800 1000 1200 1400

Energy (keV)




« Obny4yeHne Npon3BoanNTCA NOTOKOM TEMSOBbIX
HenTpoHOB. [locne obny4vyeHna obpasubl
BblOEPXXNBAKOTCHA B TEYEHME 24 - 48 YACOB,
4YTOOBLI 0BECNEUNTb YMEHbLLUEHNE N3NYYEHUS
paanoaKTUBHbIX U30TonoB. Hanbonee
pacnpoCTpaHEHHbIM ABMAETCA aHaNn3 g
n3ny4yeHnsa obpasoBaBLLUNXCA N30OTOMNOB C
9Hepruneun kBaHTtoB oT 0.1 go 2.5 MaB. 3710
N3ny4YeHne PermcTpupyeTca INTUEBO-
repMmaHuneBbLIM AETEKTOPOM U aHaNU3NPYyeTCH
MHOroKaHanbHbIM aHaIM3aTopoM.

« [1na noeHTudoukaunm nsortona, n3nyyeHue
KOTOporo peructpupyetca npu HAA,
onpenendroT nepuop ero nonypacnaga u
QHEPruno g KBAHTOB (NponopuMoHarbHYy KOHLU,.)



1

H He
3 4 5 6 7 8 9 10
Li | Be B | C| N | O/|F | Ne
11 12 13 14 15 16 17 | 18
Na | Mg Al | Si | P S [ Cl | Ar
19 | 20 [ 21 2 [ 2324 ] 252627 28] 20 [ 30 [ 31 2 [ 33 [ 34 | 35 | 36
K |Ca|Se | Ti |V |Cr | Mn| Fe |Co|Ni|[Cu|[Zn|Ga|Ge| As | Se | Br | Kr
37 | 38 [ 390 [ 40 [ 41 | 2 [ 43 [ 44 | 45 | 46 | 47 | 8 | 49 | 50 | 51 2 [ 53 [ 54
Rb| Sr [ Y | Zr | Nb | Mo | Tc [ Ru | Rh | Pd | Ag | Cd [ In | Sm | Sb | Te | T [ Xe
55 156 [ 57 2B 77 75 7 [ 77 78 7 [ 8 [ 8 22 [ 83 [ 84 | 8 [ 86
Cs |Ba |'La| Hf [ Ta | W [ Re [Os | Ir | Pt | Au | Hg | TI | Pb | Bi | Po | At | Rn

87 | 88 | 8o [ 104 | 105
Fr | Ra [’Ac| Rf | Db
B nihanide 58 [ 59 [ 60 | 6f | 62 | 63 | 64 | 65 | 66 | 67 | 68 | 69 | 70 | 71
Ce | Pr [Nd |Pm | Sm | Eu | Gd [ Tb | Dy [ Ho | Er | Tm | Yb | Lu
90 91 9 93 94 95 96 97 98 99 100 101 102 103
Th | Pa| U [Np|(Pu [Am |[Cm | Bk | Cf | Es | Fm | Md | No | Lr

No n-gamma radioactive isotopes

Radioactive isotopes can be produced. Limitation is short half-life or flux energy

Elements routinely determined by INAA




Sensitivity (pg) Elements

|

1-10

10-100

100-1E3

1E3-1E4

1E4-1ES

1ES-1E6
1E7

Dy, Eu
In, Lu, Mn
Au, Ho, I, Re, Sm, Lu
Ag, Ar, As, Br, C1, Co, Cs, Cu, Er, Ga, Hf, I, La,
Sb, Sc, Se, Ta, Tb, Th, Tm, U, W, Yb
Al, Ba, Cd, Ce, Cr, Hg, Kr, Gd, Ge, Mo, Na, Nd,
Ni, Os, Pd, Rb, Rh, Ru, Sr, Te, Zn, Zr
Bi, Ca, K, Mg, P, Pt, Si, Sn, Ti, T1, Xe, Y

F, Fe, Nb, Ne
Pb, S
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* [lpeOmMemom usy4eHus y4EHbIX cmarsiu 80/10Chl
HarnoneoHa, komopsie ripu nomowiu HelmpoHHO-
akmueayuoHHo20 aHasnu3a. Torn4kom K mo0obHbIM
3KcriepuMeHmam rocriyKusu yropHsie criyxu ob
ompaerieHuu HarnoneoHa mbibsikoM. B arnoxy HarnoneoHa
cooepxkaHue MbllbsKa 8 8osiocax /1tooeu 8 cmo pas
rpeesbIasio e20 Koriu4ecmeo y HbIHE XXusyuwux copaHuy308
u umarnesHues. losbileHHas KOHUeHmMpauus MbilwbsiKa 8
me epemeHa cqumariack Hopmou. OH coriposoxxoari
yesiogeka 8 me4vyeHue ecel e20 XU3HU, Ha4uHasi om oboes 8
demcKoUu KOMHame u 3aKkaH4yueasi MHO204UCITIEHHbIMU
npooyKkmamu U mosapamu, WUPOKO pacrpocmpaHEHHbIMU
8 XIX seke.



2. MACC-CNEKTPOMETPUA

* Macc-cnekTpomMeTpusa - Ppmnsndecknin meton
N3MepPEHNA OTHOLLIEHNA MacCChl 3apPSAXKEHHbIX

YyacTuu maTtepumn (MOHOB) K UX 3apsaay.

« CyLlecTBEHHOE OTNIMYME MacC-CNeKTPOMETPUM OT ApYrnX
aHanNNTUYeCcKNX U3NKO-XMMUYECKUX METOJOB COCTOUT B TOM,
YTO OMTUYECKNE, PEHTIEHOBCKNE N HEKOTOPbIE ApYyrMe MeTOAb

aetekTupytot U3riydeHune Ui norrnoweHne sHeprmn
MOJ1EKYI1TaMUN NJTNN aTOMaMU, a MaCC-CNEeKTPOMEeTPUA
nMmeetT geséio c CaMmmum 4HaCctmuamum BeLlecTBa.

 [1na 3TOro UCNOMb3yTCS 3aKOHbI ABUXEHNS
3apsXKeHHbIX YacTuu matepun B MarHUTHOM UK
anekTpuyeckom none. Macc-cnekTp - 3TO NPOCTO
PacCoPTUPOBKA 3apsAKEeHHbIX YacTuL, No UX Mmaccam
(TOYHEee OTHOLLEHUAM MaccChl K 3apsaay).



* [lepBoe, YTO Hago caenaTb AN Toro, YToobl
NONy4YnUTb MaCC-CrekKTp, - NpeEBPaTUTb
HenTparibHble MOJIEKYIbI U aTOMBI,
cocTaBnsowme nobdoe opraHN4Yeckoe Unu
HeopraHN4ecKkoe BELLECTBO, B 3apsiKeHHbIE
4YaCcTuULbI - NOHbI. ATOT NPOLECC HA3bIBAETCH

MOHU3aLUUnemn.

« JHEPrun cBsA3M aTOMOB B TBEPAOM TeENeE
ropasgo bonblie 1 3Ha4YnuTenbHO bornee XecTkne
MeTOoObl HE0OOX0aAMMO UCNOSIb30BaTbh ANS TOrO,
4YTOOBLI pa3opBaTh 3TV CBA3N U NONY4YNTb NOHBI.
MHorne cnoco6bl MOHU3aUuun ObiNu
OonpoboBaHbl U HA CErOAHSALLHUA AEHb NMALLb
HECKONbKO N3 HUX MPUMEHSIIOTCS B
aHanNUTU4YeCKoU Macc-crnekTpanbHOU NpakTUKe.



* [lepBbI METO, HANboOsee pacnpoCTpPaHEHHbIN,
MOHN3aUMA B TaK Ha3biIBaeMOU MHAYKTUBHO-
cBfAA3aHHoOU nna3sme (7000 K). MHOyKTUBHO-
cBA3aHHasa nnasma (MCI1, ICP) obpasyeTtcs
BHYTPW roOpernkn, B KOTOPOU ropuT aproH.

 [Ipyrom cnocob - 3To0 Tak Ha3biBaeMas
TepMOUOHU3aUNA U NOBepPXHOCTHaA
MoHU3auua. AHannM3npyemoe BeLLEeCTBO
HaHOCUTCA Ha NPOBOJIOYKY U3 TYronnaBKoOro
MeTarnna, no KOTOPOU NPOMNyCKaeTcs TOK,
pasorpesatoLnmn ee 00 BbICOKON TeMNepaTyp.il.
HaHeceHHOe BelLleCTBO ncnapaeTcs u
noHmnaumpyetcs. Metog oO6bI4HO UCMNOSb3YETCA B
M30TOMHOW MacCC-CNEKTPOMETPUMN.



Macc-cnekTpoMeTpusa ¢ UHOYKTUBHO-
CBA3aHHOW Nna3mou

* bornee ToOHKME 1 padHoobpa3sHbie 3aga4n
COBPEMEHHOWU reOXMMNUN N KOCMOXUMUN
NPUBENN K CO30aHUI0 OQHOIo N3 COBPEMEHHbIX
aHanuTun4yecknx metonos ICP-MS (macc-
CNEKTPOMETPUN C UHOYKTUBHO-CBA3AHHOW
nnasmMmou), No3BONALEN NPOBOANTL
OHOBpPEMEHHOE ornpeaeneHne dornbLIoro
4ymncna 3NEMEHTOB, a Takke psaa M30TOMNOB C
OY€Hb HU3KMMU Npeaenamm obHapyXeHusa (Ha
ypoBHe 1.0-0.01 ppb 1 gaxke HMxe).



* B HacTosiLee BpemMsa OOCTUTHYTa CNOCODHOCTb
obpabaTbiBaTb bonee 950 npob 3a 8 Y, no
OAHHbLIM Npon3BoanTenen NpMbdopoBs, 3TO camMmas
BblCOKas NPON3BOANTENBHOCTb Cpeamn NPoYnX
reoXmMm4ecknx MetogoB. ABToMmaTnveckas
cuctemMma BBoda obpasLa obecnevmnBaeT
NpOCTOTY N yoo0bcTBO Npu 06pabdboTke 6OSbLLOro
KonunyecTtBa npoo.

* OrpoMHbIN AUHAMUNYECKNN OManasoH,
NOKPbIBAKOLLMN OEBATL MOPSAKOB, MO3BONSET
O[QHOBPEMEHHO ONpeaenaTb cregoBble
KOnmM4yecTBa 3JfIEMEHTOB Ha dooHe apyrux,
HaXoOsILLMXCS1 B MaKPOKOHLIEHTPaLUSAX.



OcHOBHOM 00MnacTbo NPUMeHeHus ICP-MS aBNsieTCS
aHanma xuaknx obpasuon. CyLlecTByeT MHOXXETCBO
cnocoboB BBeAeHUs pacTtBopa B ICP, HO BCe OHU B
OCHOBHOM OOCTUraltoT e4uHOro pesynesrarta - OHU
00pasyoT yNbTPaanCrepCHbIN ad3p0305ib, KOTOPbIN MOXET
ObITb 3PHEKTUBHO MOHN30BAH B Nf1a3sMeHHOM pa3psiae.
TonbKko 1-2% npoueHTa nNpobbl 4OCTUraloT Niasmebl.




* |CP-MS no3BOSISIET ONpenenaTb A1IEMEHTbI C
aTOMHON Maccou oT 7 Ao 250, To ecTb OT Li oo U.
OOHaKo HEKOTOpPbIE MacChl HE NOpeaensoTCs,
Hanpumep, 40, n3-3a NPUCYTCTBUA B 0OpasLe
bonbLuoro Konnyectsa aproHa. ObbIYHbIV
ICP-MS npmnbop cnocobeH onpenennTb
coaepXaHue oT HaHOrPaMmMoB B NUTPE A0
10-100 MunnurpamMm B NIUTPE

* B oTnnyme ot atoMmHO-abCcopOLMOHHON
CMEKTPOCKONUKN, onpeaenatoLlemn
eJnHOBPEeMEHHO TOJ1bKO OgUH anieMeHT, |ICP-MS
MOXXET onpeaenaTb BCE 9NEMEHTHI
OAHOBPEMEHHO, YTO NO3BONAET 3HAYUTENBHO
YCKOPUTb NpoLecc nsamepeHus.



ELEMENTZ2
caMbll YyYBCTBUTENBbHbLIN NPUOOP 3NEMEHTHOIO
aHanm3a n eguHCTBeHHbIN ICP-MS BbICOKOIO

paspeLleHus
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MC ICP mass spectrometer (Nu 1700) at ETH




PENNSATE Materials Characterization Lab

w Materials Research Institute www.mri.psu.edu/mcl

ICP-AES

Robust and cheap Delicate and expensive
Dependable Finicky

Student Proof (sort of) Student phobic

Good for routine Capable of extraordinary

analyses performances



MeToa n3oTonHoro pasbaBrieHuns

* MeToq nsotonHoro pasoasneHus (ID-TIMS)
OCHOBaH Ha UCMonb30BaHUX MHOUKaTOpaA —
aNleMeHTa, UMEIoLLLEro OTNUYHbLIN OT MPUPOAHOIO
N30TOMHbIN COCTaB (MPUMEHSAIOTCS CTabuIbHbIE
N pagnoakTUBHbIE U30TOMbI, TAK Ha3blBaEMbIE
MeyeHble aToMbl). IameHeHne n3oTonHoro
cocTaBa NPUPOOHOro 3fIEMEHTA],
obycrnoBreHHoe gobaBneHnem N3BeCTHOro
KonnyecTtBa HAUKaATopa, NO3BONAET BbIMNCIUTb
cogepXaHue onpenenaemoro afieMeHTa.



Isotope dilution

I
How many yellow balls are in the bucket?  Add n blue balls and mix them

Take a sample of N balls and calculate the number of blue balls n’

Number of yellow balls X = (N/n’) * n



Isotope dilution

WS W N 84 Sr N 84 Sr

= [ . <. r Sp m Sp
st |=[34sr, ] :
sam S
! Fe4* Waam Nis St Ngg St
2 Nas Styat Nos St
7
=
7]
=
— [Sr.,m]  Srconcentration in the sample (ppm)
-g [B4Srg,]  84Sr concentration in the spike (ppm)
= Wy, atomic weight of natural Sr (87.6079 amu’
T Wsp weight of added spike (g)
R = fraction of 8Sr in natural Sr (0.0056)
Weam weight of sample (9)
84 86 87 88 Nggsm/Nassm Measured isotopic ratio
Mass number Ngassp/Nassrsp KNOWN isotopic ratio in spike

Nggsmat/ Naasmat KNOWN natural isotopic ratio (148.01)



ID-TIMS 1 analysis per hour

$100 per analysis
Consumes whole crystal
+ 0.3% accuracy




* MeToa obnagaeT BbICOKOW YYBCTBUTENBHOCTbIO
M TOYHOCTbIO, KOTOpPas 3aBUCUT OT BbIOOpa
ONMTUMaribHOro COOTHOLLUEHUNSA 3rieMeHTa U
MHOuKaTtopa-pasbasutens. NpyumeHnm ang
onpegenexHns cogepxaHns nodoro aremMeHTa,
COCTOSLLEro N3 AByx Unn bonee ctaburnbHbIX
n3otonos. [1oaToMy METO40OM N30TOMHOIO
pa3daBrieHnst HEBO3MOXHO onpeaennTb
cogepxaHue psga P3O (Pr, Tb, Ho, Tm). MeTon
OOCTaTOYHO TPYOOEMOK, UCMOMNb3YETCS B
reoxpoHosiorun, rae Tpebyerca BbicoKas
TOYHOCTb OnpeaeneHus.



. Tonsgoww, T.6payn, M. Xup

AHATH

MoXXHO aHanuampoBaTtb
OTHOCUTESNbHYIO
pacnpoCcTpaHeHHOCTb N30TOMOB

LLIENOYHbIX,
LLIeNT0YHO3EMENbHBbIX,
peaKo3eMerbHbIX 3JIEMEHTOB,
MEeTanoB NNIaTUHOBOW rPynbl,
ypaHa, Topusi, CBUHLA,
TpaHCypaHoOB U Ap.



Anamutndyeckue xapakrepucruku UCII-MC
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1 ppm 1000 ppm 100%




BO3MOXHOCTU METOOB

High

ICP-OES

of ‘
Elements |  Fast Sequential

por | NS
Sample

Graphite Furnace
Flame AAS AAS

s Hydride AAS
Low

Detection
High (ppm) <  Limits ——— Low (ppt)

1 ppm=0.0001%; 1ppb=0.001ppm; 1 ppt=0.000001ppm

ppm (Mr/s)
ppb(MKr/n)




XapakTepuMcTUKM MeTooB UccrenoBaHus

The EAGLABS™ Bubble Chart

Detection Range
Atoms /cm3

TEM/STEM

22

100 at%

SEM/ Raman

¢
=
g
1E22 EDS 10at% §
o
a
1E21 1 at% o
1E20 0.1 at%
1E19 100 ppm.
TOF-SIMS
1E18 10 ppm
LAJCPMS
1E17 1ppm
1E16 100 ppb
1E15 10 ppb
- 5‘°“°‘“" information Dynamic SIMS
1E14 I Elemental information 1 ppb
B Imaging information
1E13 . (T;ocummw;{nmon) o~ 100 ppt
B Physical Proporties
1E12 Copyright © 2011 Evans Analytical Group LLC \\ 1 o m
0.1inm 1nm 10 nm 100 nm 1pm 10 ym 100 ym 1mm 1cm
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Analytical Spot Size

TGA/DTA/DSC
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Table 2: Simplified comparison of ICP-MS, ICP-OES, Flame AAS, GF-AAS

ICP-MS ICP-OES Flame AAS GF-AAS
Detection Excellent for Very good for Very good for Excellent for
limits most elements most elements some elements some elements
Sample all elements 5-30 elements 15 seconds/ 4 min/element
throughput 2-6 min /min element
Linear dynamic 10% (10® with 10* t010® 10° 102
range range extension)
Precision:
Short term (in-run) 1-3% 0.3-1% 0.1-1% 1-5%
Long term (4hrs) <5%* <3%*
lsotopes yes no no no
Dissolved solids
max. concentration 0.1-0.4 1-30 0.5-3 =>30
No. of elements =75 >75 > 68 >S50
Sample usage low low very high very low
Semi-quant analysis  yes yes no no
lsotope analysis yes no no no
Routine operation e3sy e3sy e3sy e3sy
Method development skill skill easy skill

required required required
Unattended operation vyes ves no Ves
Combustible gases no no yes no
Operating cost high high low medium
Capital cost very high high low medium/high

* Precision improves with use of internal standards



Ta&mua 1 — AganuTHueckue MeTOIEBI. HaHOOJIee 4acTo HCIIOJIB3YEMBIC 74 PETHOHAIBHBIX I'COXHMYICCRKHX HCCIIe JOBAHHH.

Metozx Onpenensensle 3TeMEHTEL IIpexen Bocmponseogumo | HaBecka | Ammaparypa
00HapvxeHHA. % | cTh, OTH.% T
Zn, Te, Ag Ni, Cu, Mg Li, Si, Cd (1510 CoxrpodoTomMeTps!
AtoMEo-aGcopbumommsn | B F&. K Ca, Mn, Pb. 5r. Cr (1=5)10” 5-20 0,105 | «Canypm, C-302, CA-2,
o 42 SR ¢dupME! «IlepxHE-3mMep»
Al >-10 4 (vozem 503 u 603)
L1 Rb. Cs (2=5)10° . 0.2-2.0 | ITnamennsmi doTome
Tlnamermad GOTOMETPEA 15~ 7 57 (0,5+2)-107 30 0.1-05 | Lleiica dorovere
W, Au. Mo, Re (1=5)-10° 5-10 0,1-3.0
Ga, Ge, Se, Ag. TL.Th (1=5)-10™ 10-20 0,2-1,0
PoToMETPHISCKHH Il?eFBchx V, As, N1, Nb. Sc, Sr, Ta, Ti, (1=5)10° 10-20 0.1-1.0 $3K
Zr, Cl, Sn. Mn, Mg, Co, Fe, Al (1=5)10~ 10-20 0,1-0.5
Ge 1-10”° -
TToaaporpaduveckui Mo, Re (5=8)-10™ 10-30 2-5 LP-60
Cd, Cu, As, Hg, Pb, Se, Zn (1=5)10° 0,5-5
Heétrporso- Hf Au_ As Sb 2-6) 10: ] Tana-aHATH3ATOD! THIA
s G el Co. Se, Th, Cr. Cs (1+>)-10" 4-10 0.5 «Murepan-3», AH-128-2,
Zr,Rb, Fe. Ba (1=2)-10~ LP-4840
Se 2-10” 2
PemTremocnETpaTsHED Y, As Rb, Th U, Zr, St (2=6)-10™ 36 2 KP®P-11, PPC-2, APD-4,
Nb, Ti, Mn, Fe, K. Ca. Si, Mg, Al (2=6)-10~ 2 APD-4M. APD-6
Ba, W, Ge 1-10™ -
Mo, Sn. Hg, Ag (1=5)-107
%r, gre 2 P&Yg ’11; Ni, Cu, L1, Co, In, (1=5)10*
% e. Ge. Ga. W.B1. Be g
OMECCROERAH AL B, V. Cd. Ca, Si, Mg, M, Nb, Sr, S, = 10-25 0. [ARTEASCILCIZL,
CIIeKTPAIBHEIH Ti Zn. Sc (1=3)-10 PGS-2
Li, Th, Ta, Na, As, Hf Ba (1=5)10~
K.P 1-10°




OcHOBHBIE MEeTOIBI onpeJe.IeHHA 3/ 1eMEHTOB

Metoa OnpeaeaseMbie CymHOoCcTE MeToIa YUyvBECTBHTEIb-
3JI€MEHTHI HOCTB MeT0Ja
OMuccHOHHO- | Ompegenser 60- | OcHorad Ha HHETeHCHBHOCTH | 0.1-n 10 Mr/xr
CHeKTpanbHEIH | jJee 70 1eMes- CHEKTPATBHELX THHHH
aAHATTH3 TOB
AToMHO- Be, Co, Cr, Cd, | meTo oCcHOBaH Ha nepeBoje | 1-3 mr/n. pexe 0.1
abcopouHorHeH | Ni, Mn, Hg, Pb, | o0pa3ua B aTOMHEIH 0ap H MI/JT
(AAC) Zn, Ag. Mo u 1p..| H3MepeHHH CTeNeHH MOITIo-
Bcero 65 a7me- | IIeHHA aTOMaMH HCCTIexye-
MEHTOB MOT0 TeMEHTA HATVISHHA
CTAHIAPTHOI'O HCTOIHHKA
CBeTa
AToMHO- Ag, As, Au, B, Bi, pasHOBHIHOCTH AAC
dayopecnert- | Cl, Cd Co, Cu,
Hag crieKkTpo- | Fe Mn, Mg, Ni,
ckomui (APC) (Pb, Sb, Sc, Te, W,
Tl Zn
[L1a3MeHHO- | IDETOYHBIE Me- - 3aBHCHT OT MHHe-
3MHCCHOHHAT | Tamwtwel Al Ta. PATH3AIHH N101-
CIIEKTPOMETPHA | TaHTAHOHIEI Re. 3eMHEBIX BOJI
(I13C) Ru (Bcero 24
TEMEHTA)
CnextpodoTo- Hg As - 0.08-20 M1/
MeTpHUYeCKHH

(CP)




MeToa OnpeaeaseMble CymHoOCTE MeToaa YyBCcTBHTEID-
3TeMEeHThI HOCTB MeToJa
Komopavmerpr- | Mo, As, Ni, Pb, | MeTo OCHOBAH Ha IePeBOJe | BapHAIHH TYBCT-
qeCKHH Ag Ti, Ge, Au, |ompeaeleHHOr0 KOMIIOHEHTA | BHTEIBHOCTH BCETO
Co, P, W, Hg, U, | B OKpaImeHHOe COeIHHEHHE H| MeToga —n— 0.n
Cr, B, Cu, Zn, V, | YCTAaHOBICHHE €r0 KOHIIEH- | MKI/JI. B TOM 9THC-
F TPALlHH 10 HHTEHCHBHOCTH | Jie: IMKI/JI. B TOM
HJTH OTTEHKY OKpPacKH gucae: 1.0-0.1
mex/m; 1.0-0.1
100-200 Mxxr/n
dPoromerpute- | V, P, Mn, Na, X, | MeTox OCHOBaH Ha CIIOCOD- | OpraHHYMecKHe CO-
CKHH Rb, Cs, Sr HOCTH BEINECTBA K H30Hpa- | exguHeHHA — 0.04—
TeIBHOMY nornomern:o | 20 Mr/n; HEeoprasu-
SHEPrHH CBETOBEIX BOJH geckue — 0.02-10
MI/nn
[Tonaporpadu- |onpeaeneHHe OT- | VIEKTPOXHMHIESCKHH METOJ | HEOpraHHYIeCKHE H
qeCKHH JeJBHBIX J1e- |OCHOBAaH Ha MOTVYUEHHH H HH-| OpraHHYeCcKHEe CO-
MeHTOB. F, Cu, | TepupeTalHH KPHBBIX "Tok— | emmHerHs 0.05-1
Cd. Se, Sb, Pb, HATpLKCHHE" Mr/1. 00n-n- 107
Zn, Co, Mo, Mn. MEKT/JI IPH aMaTb-
Ni HiH HEeCKOIb- TaMHOH MOIAPO-
KHX B OZHOH rpadHH C HaKOI-
mpode: Cu u Zn, nerHeM (AITH)
Co, Zn, Cd, TIa;
CTAaTOYHOE KOJH-
JeCTBO MMeCTHIH-
JIOB
JIroMuHecneHT- | Be, Ga, In, Se, U'| MeTox ocHOBaH Ha HaOmoIe- 0.n MET/7T
HBIH (dIyopo- HHH JFOMHHECHEHITHH HTY-
MEeTPHIECKHH) 9EHHA PACTBOPOB IIPH BO3-

OVEIeHHH Y P-CBeTOM



Metoa OmnpeaeaseMbie CymHOCTE MeTOda YyBCcTBHTEIB-
31eMEHTHI HOCTB MeToJa
[Torermuomer- | H NHs, Ag, Pb, | MeTOI OCHOBAaH HAa TOM. 9TO 00n
PHYUECKHH Cd, Ca, Mg, Cu, | MeMOpaHHEIE 3JIEKTPOILI H3
J, Br, Cl F, SO;, | ciemHATBHEIX (19 JAHHOIO
HS, 5, BFy, NO,, | 31eMeHTa) BeIIecTB H30Hpa-
NO; 1 1p. TEIBHO PEATHPYIOT HA 3TOT
37IeMEeHT B IPHCYTCTBHH JpV-
THX HOHOB
Kunersueckun |J V, Au, Co, Mn, | Merox ocHOBaH Ha 3aBHCH- | 0.n—0.000n Mxx/n
MeTOx Mo, Re, Se, Ag, U|MOCTH CKOPOCTH XHMHYIECKOH
PEAKITHH OT KOHILIEHTPALTHH
PEArHPVIOITHX BEIIecTB
Pertrenocnex- OCHOBAH Ha HCIIOTB30BAHHH 0 MT/KT
TPAIBLHEIH PEHITEHOBCKHX CIEKTPOB
TEMEHTOB
AxTHBamHOH- | As, F, V, Cr, Co, | MeTox ocHOBaH Ha H3vieHHH | 0.0n—0.00n Mxx/n
HEIH (HeHTpoH- | Cu, Ni, Mn, Se, | A1epHEBIX peaKiHH — o0Tyde-
HEIH) Sb, Hg, Ti, Zn | HHe HCCIeIyeMOro odopasua
MeTEHHBIMH HEHTPOHAMH B
peakTope
XpoMaTtorpa- Be F, Cr, As. | MeTOx OCHOBAH Ha pazjene- 0.1-3.0 M/
bugeckuii: a) | KapOoHHI Nj, | HHH Ha COCTAaBIAIOIIHE KOM-
ra30BOH XpoMa- CO, MOHEHTHI CIIOKHBIX CMeceH
TorpadHH ©) | ocTaTodHOE KO- Ipeae oOHapyxe-
AHIKOCTHOH B) | THYECTBO MECTH- HHA 719 PaIH4-
TOHKOCTOHHEBIH ITHIOB HEIX HHTPEIHEHTOR
') HOHHOOOMEE- CYIIEeCTBEHHO KO-
HBIH nednerca




JIOKAJIbHbIE METO[bI

* MeToahl, NCNoJib3yemble MNMpn nccrieoBaHmn
COCTaBa NopHbIX nopoa n MnmHepasnos, MOXHO
YCJ10BHO pa3gesintb Ha ABe rpyrinol:

* BanoBble METOAbI, KOrAa aHanmM3npyeTcs
nopoda B LiernioM nnm MmoHopakumua mmHepana

* NNOKanbHble MEeTOoAbl C onpeaeneHnem
coaeprkaHung rmaBHbIX U peaKnx afIeMeHTOB in
situ, HenocpenCTBEHHO «B TOYKE».

» [1na reoxpoHonoruu (U-Pb cuctema) UCNoNb3yTCH
nokanbHble meTogbl: SIMS, LA-ICP-MS (UMPKOH v Ap.),
pexe EPMA (He UMPKOH).



ONEKTPOHHO-30HO0BbLIN MUKPOAHan3
(EPMA) 1 pacTpoBas aNneKTpoHHas
MUKpockonuga (SEM)

B npnbope dopmupyetca cdhoKyCMpoBaHHbIN MYy4OK
anekTpoHoB ¢ 3Hepruen 10-15 Ka.. [Npn nonagaHunm
ny4yKka 3r1eKTPOHOB Ha N3y4vyaeMbin OObEKT BO3HUKAET
HEeCKOJIbKO BUAOB U3NYy4YEHUN, HECYLLMNX TY UMNN NHYIO
MHJOOPMAaLNIO: XapaKTepUcTnyeckoe nu TOpMo3Hoe
PEHTIEHOBCKOE M3Nny4eHne, obpaTHO-paccesdaHHbIe
(0bpaTHO-OTpaXeHHbIE) N BTOPUYHbIE 3NEKTPOHHbI,
KaTo4oNIIOMUHECLIEHLMAL.

AHarnns3 xapaktepucTn4eckoro peHTreHOBCKOro
N3nNy4YeHns gaet nHpopmauuno od aneMmeHTHOM cocTaBe
oObeKTAa.



Bwbumud 0pOumanbHbil
- —® 31eXMpPOH

- “o Paccesnnsill nepsuunsil
Madawwui o INEXMPOH
JNexmpon

lepexod Jrexmpona
U 2eHe.JayuA Keanma

Ainyyenue xeaxma
peHmzeH08cK0z0

2 uny4 EHUR

o Brympernee
npeofipasosanue /
KsaHma u
unyvexue
0xe-3nexmpona

Puc.48. Cxema npouecca Bo36yXAeHHS 31E€KTPOHOB,
NPUBOASAIIEr0 K 06pa3oBaHHIO XapaKTEPUCTHYECKOTO
PEHTT€HOBCKOTO M3JIyYE€HHUsl WIH 0Xe-3JIEKTPOHOB

2008

HayK

CAXE MG

IneKTpONHO =
IONAODRIA
MUKPOAHAN®
W PACTPORAR
INCKTPOHKAA
MUKDOCKONUA
& reONoIvm




PacTpoBbIU (CKaHUPYIOLUUN) 3NTIEKTPOHHbLIN MUKpockon (P3M)

B pacTpoBoM (CKaHUpyoLEM) 3NEKTPOHHOM MUKPOCKOMNe NPoBOAUTCS
perucTpauns curHanoB OT NOBEPXHOCTN obpasua.

Paspeluatowas cnocobHocTb : 50 — 100 A.




‘Bsaumop,eﬁcmue BellecTBa C 3JIEKTPOHHbIM 3OHAOOM

Oudbpakuns anekTpoHoB
(anekTpoHorpadus)




Matepuans! VI MexayHapoaHon LUkone: no Haykam o 3emne ISES-2010, hitp:/fises.su/

JloKkanbHble peHTreHocneKkTpanbHble MeToAbl aHanu3a

3ﬂ€KTpOHHO-3OHAOBbII7| MUKpOaHarinsa

Woes npegnoxeHa u 3anateHtoBaHda B 40-e . XX Beka, [bx. Xunnep, CLUA;

Cos3gaH npubop u paspaboraH metop B 50-e . XX Beka

S

KONONNA

BONHOBOW
CNERKTROMETD

MMKDOCKON P. KacTteH

D BTONHUHLIX
INGKTNONOB
Kamepa ana
o6pas3uos

\ S LTI
H.[1. UnbuH .5. bopoBckiy

Matenale of the VI International School on the Earth's Sciences ISES-2010 httn//ises s/



‘ Mofenb ABWXeHUs 3NeKTpoHa B oOpasue

electron
beam

10A Auger electrons

50-500 A secondary electrons

backscattered

/
J//—seoondary fluorescence
7 by continuum and
. 2 characteristic x-rays

[aHHble meToga MoHTe-Kapno




Marepuansi VI MexayHsapogHon Lkons no Haykam o 3emne ISES-2010, http/lises su/

CnocoObl perucTpauum peHTreHOBCKOrO U3ryYeHus

Kpuctann-audppakumMoHHbIN SHEepProanucnepCcUOHHbIN
(BONHOBOW) CNEKTPOMETP CneKTpoMeTp

Kpuctann-aHanusarop, [MonynpoBoAHUKOBbLIW aeTekTop (Si(Li);Ge
NPONOpLNOHaNbHbIA CYETUUK

CnekTp no AnvHe BOMHbI CneKTp no 3Heprusam

CnekTpanbHoe paspelueHue S -10 3B CnekTpanbHoe paspeleHne 133 3B
WHTEHCUBHOCTb U3NyYeHUs MakcumanbHasa | HTEHCUBHOCTb U3NyYeHUss MUHUManbHas
Tok amuccum ot 10-20 HA U Bbille Tok amuccum ot 1 HA U MeHbLLe
Peructpauus usnyyeHus OOHoBpeMeHHas perucTpauusa nany4yeHus
nocneagosarenbHas BCEX 3HEPrui

Matenals of the VI International School on the Earth's Sciences ISES-2010_ http://ises su/



Matepuansl VI MexayHapoaHon LWkonsl no Haykam o 3emne ISES-2010, http://ises.su/

KonunyecTBeHHbLIN PEeHTreHoCrneKrTpalsibH biIU aHanNus3

OCHOBaH Ha CpaBHEHUUN UHTEHCUBHOCTHU aHanMTUYeCcKon NMUHUU
onpeanendemMoro arieMeHTa nonyquHoﬁ oT o6pa3ua C MHTEHCUBHOCTbIO TOW

Xe JIMHUKN TOTO XKXe 3IIEMEHTAa, ﬂOﬂyquHOVI OT CTaHOapTa.

AHanuTn4yeckas NUHUA — Hanboree apKas NMUHUA XapakTepUCTUYECKOro
PEHTIEHOBCKOrO CreKTpa onpeaensemMoro afieMeHTa, KoTopasa UCrnosb3yeTcs

4714 KOJIN4YeCcTBEHHOIO aHalrim3a.

C n C,,— cogepxaHue onpeaensieMoro afieMeHTa B
aHanuaupyemom obpasLie 1 CTaHAapTe, COOTBETCTBEHHO;
: s 4l I 1 |, — VHTEHCUBHOCTY aHaNUTUYECKNX NIMHUI B
£ aHanuavpyeMom obpasLie 1 CTaHAapTe, COOTBETCTBEHHO;
k — nonpaBoYHblii KOSDDULMEHT, YUUThIBAOLLUIA MIIOTHOCTb

obpasLa, NornoLleHne peHTreHOBCKOro U3nyJYeHus u T.n.

Matenals of the VI International School on the Earth's Sciences ISES-2010. http://ises_su/



Matepuansl VI MexayHapoaHoin Lkonst no Haykam o 3emne ISES-2010, hitp:/fises. su/

anI60pb| OJ1A JTOKAJIbBHOIO PEHTreHOoCNneKTpasibHOro aHaJsyin3aad

SreKTPOHHO-30HAOBbIE MUKpPOaHanu3aTopbl PacTpoBbM 3MeKTPOHHLIN
MUKPOCKOTn

CAMECA SX100 Tescan Vega Il XMU

t

Orpis

CAMECA MS85

NokanbHBIN
peHTreHodnyopecUeHTHbIN
aHanusaTop

Materials of the VI International School on the Earth's Sciences ISES-2010 http://ises su/



Matepuans! VI MexgydapoaHoi Lkonet no Haykam o 3emne ISES-2010, hitp:/fises. su/

[MpnemMbl paboThl

A T
‘/AHanws B TOYKE («PYyYHOMN», ‘/FlonyueHme n3obpakeHns B
aBTOMaTUYECKNN) PEHTreHOBCKUX fyYyax

‘/I'IOMCK yacTtuy

‘/KaTo,u,onrOMMHmcueHuMﬂ

‘/SneKTpOHHaﬂ MUKPOCKOMNUSA BO
BTOPUYHbIX U OTPaXKEHHbIX

/GﬂeKT OHHaA Oun akKuunsd
AIIEKTPOHax P S d)p g

Matenals of the VI International School on the Earth's Sciences ISES-2010_ http://ises su/



15 ny4ywmnx nsodpaxeHmnun 2011 roga, caenaHHbIX 3JIEKTPOHHbLIMU
MUKpocKonamu

"nnuo” knewa

CHUMOK MUKPOTPELLUNHBI B CTalin, nocre
npoBeaeHnA ncnblTaHWU Ha MPO4YHOCTb

MwukpoopraHn3mbl, 0OHapy>XeHHbIe B
BOJE B HXXHOMN Adppuke

KanunnspHas ceTb U 3pUTOLUTLI, HaxoasaLmecs
BHYTPU KPOBEHOCHLIXCYA0B




Matepuanst VI MexayHapoaHon Wkonel no Haykam o 3emne ISES-2010, hitp:/fises.su/

[ eoxpoHonorus

Meton CHIME — onpeneneHue abcontoTHOro Bo3pacTta (hopMupoBaHUsa Nopoa u
MUHepanos rno obwemy cogepxaHuio Th, U, Pb B akLecCopHbIX MUHepanax

AHanutuyeckas 3agava: onpegenexHue Th, U, Pb B akueccopHbIX MMHepanax B

OvanasoHe oT 4 % macc 8o 100 ppm u MeHee

MMpudop JEOL 733 “Superprobe”
AHanuTu4yeckasn ThMa UMa PbMa
NVHWA
CTekno, cogepxatlee SR,
cTaHgapT Thu U cogepxa
Wwee Pb
KpucTtann-
aHanusartop EER
Yckopsolee
HanpsxeHue i
TOK NOrnoLLeHHbIX
SMNeKTPOHOB ROHA
Bpems ogHoro 400 ¢
aHanusa, c
Mpegen
OBHapyKeHIS 90 ppm 200 ppm 100 ppm

Phowmirowaph

|
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M(PbO)

M3

T=In

3 pabombi K. Suzuki, T. Kato / Gondwana
Research 14 (2008) 569-586

Matenals of the VI International School on the Earth’s Sciences ISES-2010, http://ises su/f



» [1na npoBeaeHns
9NEKTPOHHO-30HO0BOIO
MUKpOaHanun3a SEM
obopynoBaH CUCTEMOM
INCA Energy 200 c
3Hep2o0ucnepcuUoOHHbIM
crnnekmpomMmempom (EDS),
NO3BONAOLLEN ONPenenaThb
XUMWUYECKUN COCTaB

CKaHIpYIOLLML 06beKTa B LUMPOKOM
ONeKTPOHHbIN Mukpockon

CamScan MX2500S8S ¢ AJIeMeHTHOM ,EI,VIaI'Ia3OHe
PEHTIEHOBCKUM (OT B [0 U).

MUKpOaHanM3aTopoMm U
KaToAO0STIOMUHECLIEHTHBIM
[ETEKTOPOM



 [leTeKTOp BTOPUYHbLIX SNEKTPOHOB (SE)
npegHasHa4deH anga permcrpaumm HU3Ko
SHepPreTn4ecknx BTOPUYHbIX 3J1IEKTPOHOB,

doopMupyroLLIKMX Tonorpaguyeckoe
N3o00paxxeHune.

» JleTekTOp 0OpaTHO-paccesAHHbIX ANIEKTPOHOB
(BSE) NO3BONMAET BbIABUTb (0A30BYHO

HEeOAHOPOAHOCTbL OObEKTA.




[lomeH unpKkoHa ¢ aHOManbHO BbICOKOW CTEMEHbIO
MeTacomMaTndeckoro nameHeHums




[Mpodounun pacnpenenexHua no nuHum A-B n C-D B gomeHe Zrn




LA-ICP-MS

« Cucrema nasepHoun abnsumnm, unm cnctema
"JlazepHoro [NpobooTbopa" B KOMMNNEKTE C
9KCUMepPHbIM Nna3epom DUV 193 (Lambda Physic
Compex) MOXET UCMOoJ1b30BaTbCA COBMECTHO C
3fIEMEHTHbIM BbICOKOpa3peLlatoLLmm,
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In-situ isotopic analysis — laser ablation
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Laser Ablation MultiCollector Inductively Coupled Plasma Mass Spectrometer (LA-MC-ICPMS)
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Data acquisition

204int 206 207 208 232 238 206/238 208/232 206/207 206204 68 age 75 age
0 1 2 3 4 5 6 7 8 9 10 1
0.00000 0.08876 0.00684 0.02091 0.31378 0.48297 0.17827 0.06592 12.987 25718 1057 1081
11.2 5.9 5.9 4.5 5.8 9.1 2.2 1.6 0.5 8.8 2.0 11
2.8 1.4 1.4 1.1 1.4 2.2 0.5 0.4 0.1 2.2 0.5 0.3

Cycle Cycle No.: 20 Block No.: 1

0.00000 0.09037 0.00694 0.02026 0.33633 0.57749 0.15648 0.06025
0.00000 0.09434 0.00732 0.02149 0.35687 059013 0.15986 0.06021
0.00000 0.09451 0.00729 0.02164 0.35001 0.57764 0.16361 0.06182
0.00000 0.09327 0.00718 0.02154 0.33954 0.55844 0.16701 0.06345
0.00000 0.09546 0.00727 0.02186 0.33054 055214 0.17288 0.06613
0.00000 0.09223 0.00715 0.02155 0.32522 052934 0.17423 0.06627
0.00000 0.09183 0.00723 0.02170 0.32557 052036 0.17647 0.06665
0.00000 0.09359 0.00713 0.02224 0.33874 052788 0.17729 0.06565
0.00000 0.09211 0.00708 0.02199 0.33440 051641 0.17837 0.06575
0.00000 0.08773 0.00676 0.02091 0.31270 0.48894 0.17942 0.06688
0.00000 0.08567 0.00655 0.02047 0.30465 047650 0.17978 0.06718
0.00000 0.08587 0.00668 0.02055 0.30609 0.47073 0.18242 0.06713

,
2
3
4
5
6
7
8
9
10
11
12

True Age = 1440 Ma
» Overall fractionation of 2°°Pb/?%8U (~20%)
« Changing fractionation with depth (~10%)
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Laser ablation of zircon

Plasma plume in He

Ablation pit
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Intensity (normalised to interference)

R =300 R =4000 1M2Cd+
1128n++
%Fe
SoFe
55.83669 56.06109 [ 55.92020 55.97758
R = 10000 M2Cd* 5 & R = 30000
1128 n++ ((9)
(¢})
<
NO
X
56F@ 3 %Fe
I 1! :
55.92905 55.96873 | 95.93298 55.96480
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P39 B rpaHaTte

La Ce Pr Nd Sm Eu Gd Tb Dy Ho Er Tm Yb Lu

Monodpaknusa rpaHara (pasApoOA€HHBIN MEraKpHCT)

Kpucraaa rpanara

KpaCBI)IC 30HBbI KpHCTAaAAQd




Age (Ma)

Laser pits &
analysis numbers

50 microns

100
90
70 i ! | ! I
Age =797 +1.4 Ma = 8
Mean = 79.7 + 0.8 Ma Age =00 s 1 IMa
MSWD = 0.5 (2-sigma) Mean =70.0 + 1.3 Ma
s MSWD = 0.3 (2-sigma)
60
70 Ma metamorphic rim
(high U conc & high U/Th)

79.7 Ma igneous zircon
(low U conc & low U/Th)
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Macc-cnekTpoMeTpusa BTOPUYHBLIX
noHos (SIMS, BUMC)

* ICTOYHNK MOHOB PpOPMUPYET MOHHbIU MYYOK,
KOTOPbIN pa3BePTbIBAETCH B pacTp Ha
NOBEPXHOCTU 0DpasLa 1 pacnblifseT matepuarn
C 3TON nNoBepxHocTU. NoHN3npoBaHHbLIE
KOMMOHEHTbLI pacrnblfeHHOro BellecTBa
aHanM3npytoTcda No Macce 1 pesyneraTthbl
aHannsa otobpa)aroTcsi B BUae Cuibl TOKa
BTOPUYHOIO MOHHOTIO NMy4yKa B 3aBMCUMOCTM OT
MacCbl MOHA NN ABYXMEPHOro N300pakeHus
pacnpegeneHna BTOPUYHOro ny4yka no macce
MOHOB.
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In-situ isotopic analysis — ion probe (SIMS)
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CPABHEHUE METOAOB u-Pb AATUPOBAHUA

ID-TIMS: 1 analysis per hour
$100 per analysis ($300 at MIT!)
* 0.3% accuracy from whole crystal

SIMS: 4 Analyses per hour
$25 per analysis
10-35 micron beam diameter
~1 micron pit depth (great spatial resolution!!)
+ 1% accuracy

LA-MC-ICPMS: 40 analyses per hour
$4-$8 per analysis
10-50 micron beam diameter
~12 micron pit depth
+ 1% accuracy



Precision and accuracy

TOYHOCTb 1 TOYHOCTb

Low precision
High accuracy

Low precision \j High precision
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