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Ha npumepe peHTreHO(ITyOpeCIEHTHOTO aHaIu3a HECKOIBKUX OPraHMYeCKHX COCAMHEHHMI MapraHia
MCCIIEI0BaHBI MPUYHHBI OIIMOOK HEZECTPYKTHBHON METOIHKH O CIIOCO0Y BHELITHETO CTaHAAPTa C Pas-
OaByieHHeM, IPUHATOH B mpakTHke 3remMeHTHoro ananusa B THOOC PAH. OOGcy»kieHsl MeTposioruye-
CKHE pa3JIMuKs PH UCIIOIBb30BAHUH B Ka4eCTBE pa30aBUTENEH SIMYIIbCHOHHOTIO TIOJIMCTUPOIIA U XpOMa-

TOrpah)MueCKOil 1IEILTFOIO3bI.

KiioueBble c/10Ba: 2JIEMEHTHBIM PEHTIEHOCHEKTPAIbHBIA aHAIU3; OPraHUYECKUE COEIUHEHUS; I10-
IPELIHOCTH; MApraHel; IMMAaHTPEHBIL.

Hpunsras B mnpaktuke maboparopud MHKpOAaHAIH3a
(JIMA) UHD0C PAH metomuka peHTreHO(ITyOpeCIeHT-
Horo aHanuza (P®A) [1] sBusieTcss yHUBEpCaATbHBIM CITO-
coOoM ompeneneHus Oojee 25 MeTalIOB B COCTaBe pas-
HOOOpa3HbIX MeTaJuIoopraHndeckux coeaunenuii (MOC)
u nonuMepoB. OCHOBOH METOIUKH SBISETCS CHOCOO
BHEIIHET0 CTaHAapTa ¢ pa30aBieHueM [2].

IIpu peHTreHo(IyOpEeCEHTHOM aHajlu3e BIIEPBBIC
CUHTE3MPOBAHHBIX B MCCIIEOBATEIBCKUX ENISAX BEUICCTB
JOCTYIHAS TSI SIEMEHTHOTO aHAJIM3a Macca BEIeCTBa He
npesbimaer 10 — 15 mr. Cogepxanne meramioB 8 MOC
Moxet gocturark 40 — 70 %. [Ipsamoit pertrenodmyopec-
LEHTHBIM aHaJN3 BEHIECTB C OpPraHWYECKOW OCHOBOH
HEBO3MO)KEH, TaK KaK BCIICACTBHE CaMOIIOTJIONICHUS MPH
OONIBIINX KOHIICHTPAIMSIX METAIUIOB PE3KO ManacT JyB-
CTBUTEILHOCTh aHAJIMTHYCCKUX rpaduroB [1, c.248].
IToatomy Takue BemiectBa paszbaristor: 100 — 200-kpar-
HOE pa30aBiIeHHE MO3BOJIET, HCIONB3YS 3 — 5 MI' Bemle-
ctBa 1 mpuMepHo 1 T nonuctupoina (I1C), n3rotoButh 006-
pasen-m3nydyarellb ¢ YHUBEPCANBHOH sl pa3HBIX Be-
niecTB Marpuuei, Ha 98 % cocrosmeit u3 yniepona. Ilpu
9TOM Bce 00pa3lbl HMEIOT OIWHAKOBYIO TOJIIUHY, OIU3-
Ky10 K ycioBusiM PDA B HaCBIIIEHHOM CIIO€, OTUHAKOBYIO
IUIOIIA/Ib U3JTy4arolield TOBEPXHOCTH M MOCTOSHHYIO TO-
BEPXHOCTHYIO IUIOTHOCTH. [Ipu Takom pa30aBieHUH CO-
Jep>kaHie METaula B 00pa3le-u3Iydarene COCTaBIseT OT
0,0005 no 0,5 %, uro momagaceT B AUAIA30H JIMHEHHOCTH
IpagyrpoOBOYHOTO Tpaduka.

' MucturyT snementoopranuueckux coequnenuit um. A. H. He-
cmesiHoBa PAH, Mockga, Poccust; e-mail: analyst@ineos.ac.ru

Oddexrer MUKPOAOCOPOITMOHHONW HEOIHOPOIHOCTH
0o0pa3loB — cMecedl YyacTHULl ¢ Pa3HbIMH aOCOPOIMOH-
HBIMHM CBOWCTBaMHU — IPOSIBIISIOTCA, eciau npu POA op-
TAaHWYECKUX COCOMHEHWH METaJUIOB [UIST KaJIHOpPOBKH
CHEKTPOMETPa HCIOJB3YIOT 00pa3Lbl-CTaHIaPThl, IPUIO-
TOBJICHHBIC M3 HEOPTraHWYECKHX cocauHeHHH. Ommbok
TaKOTO XapakTepa ymaercsi m30ekaTbh, MCIIOIb3Ys B Kaue-
CTBE CTaHJAPTHBIX 00PA3LOB TOJBKO YUCTHIE METAIIOOP-
TaHWYECKHUE COCAMHCHHMS, COCTaB KOTOPBIX MpeABapH-
TEJIbHO MOATBEP)KACH JaHHBIMM XUMHMYECKOIO 3JIEMEHT-
HOTO aHanu3a [3].

IIpu BHexpeHuu sTOoro merona B mpakTuky JIMA
OBUIO IOKA3aHO XOpollee COBMHaJeHHe pe3ynsTaroB POA
U XMMHUYECKHUX METOAOB OmpeneneHuss MeTaios. [lpu
9TOM CTaHAAPTHOE OTKJIOHEHHE S, PACCUMTAHHOE IO pe-
syabraram POA 10 mapamienbHbIX po0, BO BCEX CIydasx
HE TMPEBBINANO JAOMYCTUMBIX B 3JIEMCHTHOM aHAJIM3CE
0,5 %.

OpHako B NpaKkTUKE NMPUMEHEHHUS JaHHOTO METoJa
OBIBAIOT CITyyaH, KOT/Ia OTKJIOHEHHS OT HCTUHHOTO COZEP-
JKaHUsl MeTaiia B 2 — 3 pa3a MpeBbIIA0T JOIYCTUMBIEC B
3JIEMEHTHOM opranuyeckom ananuse 0,5 %.

B mpencraBneHHoil paboTe NpeAmpHHSATA IONBITKA
pazo0parbcs B MPUUMHAX TAKKX 3KCTPEMAIbHBIX OIHOOK.
g 3TOro HCHONB30BAd  CEPUI0 CHHTE3MPOBAHHBIX
B MHO0OC PAH nuMaHTpeHOB — MHAUBUAYAJIBHBIX Opra-
HUYECKMX COEAMHEHUH MapraHiia, 4HCTOTa KOTOPBIX
ObUTa MOATBEepXKJeHa JaHHBIMU aBToMaTHueckoro CHN-
aHamM3a.



66 «3aBojackas Jadopatopus. InarnocTuka marepuaion». 2017. Tom 83. Ne 10

Ipucomosnenue ananusupyemvix ob6pasyos (AO).
Ha wmukposecax BJIP-20 Opanu HaBecku: 5—7 Mr Be-
mectBa (m,) 1 980 — 990 Mr 5MyNbCHOHHOTO TOJIHMCTH-
pona Mapku [1CD-1 (M,,) 1 IEpEHOCHIIH UX B SIIIIMOBYIO
CTYIIKY, JOOABJISAA sl JIydlled roMoreHu3anuu 2 — 3 mi
sTIIoBOro cnupra. CMech MEpeMEIINBaIN IO IMTOTHOTO
BBICBIXaHUs, TEpEeHOCWIN B Ipecc-hopMy AHAMETPOM
20 MM 1 mipeccoBasii nof Harpy3kou 10 T. [Tomydyennsie
TabneTku (00pa3Lbl-u3Iyyareinn) MapKUpOBalu € yKa3a-
HUEM Ha HUX MHU(pa BElIecTBa, CAMBOJIA OTPEACISIEMOTO
JJIEMEHTA M PACCUUTAHHOTO MO MaccaM B3STHIX HaBECOK
xodhunmenta pasdanenus K, = (m, + M,.)/m,. Taxum
e criocoOOM roTOBUIIM cTaHAapTHbIe 00pasubl (CO) mist
KaJauOpOBKH CIIEKTpoMeTpa. M3 HaBeCKH YHCTOTO IOJIH-
crupoina (nmpuMepHo 1 r) mpeccoBaiu (GOHOBBIN 0Opaserr
(DO).

Annapamypa u ycnosus ananusa. B padote ncmoins-
3oBaim cnektpomerp VRA-30 (Carl Zeiss, I'epmanus).
PeHTreHoBCKyI0 (uyopeclieHIIHI0 BO30YXKAald ¢ TO-
MOIIBI0 PEHTICHOBCKOH TpyOku ¢ Mo-aHOZOM B pexu-
Me 40 kB, 20 MA. Vcnonp3oBanu KpHCTaI-aHAITHU3aTOP
LIF200, xommmarop 0,17°, nerexropet SD+FD. M3mepe-
Hus ipoBoami B Bakyyme (VAC), BpeMs cueTa coCTas-
nsuto 10 ¢. B xauecTBe aHAJIMTUYECKOH HCIIOIB30BAIH JIU-
o MnKa, », yron MakcMMyma THKa JHHHA — 62,91°.
(B nanpHeiieM aHAJIMTHYECKYIO JIMHUIO OynemM 00o3Ha-
yaTb CUMBOJIOM MnKa, He IoguepkuBas 3Haukamu 1, 2 ee
JyoneTHbIN xapakTep.) s pasmemenus 20 MM 00pasios
B JiepKaresie CIeKTPOMEeTpa HCIIOIb30BaIM MEIHBIC BKJIa-
JIBIIIN C TUaMEeTPOM OKHa 18 mm.

Hzmepenus, xanubposxa cnekmpomempa u pacyem
Konyenmpayuil. AnanutuieckuM curnaiom (AC) B POA
SIBIIIETCS] BBICOTA MUKA aHAJTUTHUYECKOM JIMHUM HaJ ¢o-
HOM, KOTOPYIO H3MEPSIOT KaK Pa3HOCTh CKOPOCTH cueTa [
(uMI/c) B TOYKaxX MAKCMMyMa M Ha KPbUIbAX aHAJUTH-
geckoi JUHUH. V3MepeHnss HHTEHCHBHOCTH Ha KPBUIBSIX
JIUHUU 00s3aTeNbHbl JIUII 00pa3loB pPa3HOrO COCTaBa.
B mamem ciydae Bce cpaBHHBaeMble oOpas3ubl Ha 99 %
COCTOSIT U3 MOJUCTUPOIIA, TIOITOMY UX (DOHOBOE M3ITyue-
HHE OIMHAKOBO U MOXKET OBITH H3MEPEHO B TOUKE MAKCH-
MyMa nuka JuHuu MnKo ot oOpasua u3 uucroro IIC.
Bpemsi cuera ¢ (c) BbIOMpaIOT B COOTBETCTBHUH C WH-

TEHCHBHOCTBIO [ (uMIl/c) mms Habopa CTaTMCTUYECKH
JIOCTOBEPHOTO YHUCIIa UMIYIbCOB: N (Thic. uMm) = /¢ [1].
s pacyera xoHmeHTpanuu Mn B obpasme (¢, %) Hc-
MOJB3YIOT PA3HOCTh CPEIHHUX 3HAYCHUH NBYX-TPEX IIO-
BTOPHBIX U3MepeHuit N MnKo ot aHanu3upyeMoro u ¢o-
HOBOTO 00pa3uoB. BenmuanHa 310l pa3sHOCTH 110 CYTH SIB-
JSIETCST AaHAMNTHYCCKUM CHTHAJIOM.
Tak, m1st aHamU3upyemMoro obpasma

AC(AO) = [NMnKa(AO) — N MnKa(DO)].

[Tpn xammOpoBKE CIEKTPOMETpa IS OIpeAeTICHUI
Mn ucnonszytor CO, MPUTOTOBICHHBIN W3 MOIUOPTaHO-
CHJIOKCAaHa MapraHIla, COCTaB KOTOPOTO OBUI YCTaHOBICH
0 JIaHHBIM monisiporpaduu — 16,33; 16,47 % Mn, crnek-
tpopotomerpun — 15,24; 15,19% Si u CH-okc-
npecc-rpaBumerpun: 39,82; 39,97 % C u 3,51; 3,23 % H.
Oro tabnerka u3 [1C, mapkupoanuas 0,158 % Mn.

Mamepsitor AC(CO) (teic. umm.) = [NMnKo(CO) —
— NMnKo(DO)], 3aremM pacCUUTHIBAIOT YACIbHYIO HHTCH-
cuBHOCTL (THIC. MMII/%): N,MnKo = AC(CO)/0,158 %
Mn. B npenenax nnatepBana konnentpanuit ot 0,0005 mo
0,5 % Mn sTa BenuurHa NOCTOSIHHA. BepXHUM 1 HUKHUHA
npeensl 00IacTH paboyrX KOHIICHTpAIMK pacCUUThIBA-
IOT Kak omucaHo B padote [1, c. 250].

[Iponenypa u3mMepeHuii CBOIUTCS K CICAYIOIIEMY: B
KaMepy CIIEKTPOMETpa ONHOBPEMEHHO ITOMEIIAIOT JBa
aHAJIM3UPYEMBIX 00pa3la — CTaHIAPTHBIA U (OHOBBIN.
Ot kaxzaoro u3 HUX 3a 10 ¢ mo 2 — 3 pa3a u3MepsIoT Belu-
yuHy N MnKo. Cpennue apudMeTHUECKUE ITUX BEIUYHH
ucnonb3ytoT ans pacuetoB AC(AO) W KOHIEHTpaluu
Maprasna B obpasue: ¢y, = AC(AO)/N, MnKao..

VckoMoe coeprkaHne MapraHiia B BEIIECTBE MMOIyda-
10T, YMHOXHB C\;, Ha ko3¢ ¢umuent paszbasmenus (%)
Mn = AC(AO)/N; - K,

Oxcnepumenmanvias  yacmoe. lIpoaHanu3upoBan
cepuro 00pasloB, COCTOSIIYIO U3 5 LUMAaHTPEHOB (IIPO-
W3BOJIHBIC TPUKAPOOHMI (LMKIIOTETAANECHII) MapraHIia).
B T1abn. 1 mpuseneHs! OpyTTO-(OPMYNBI U PE3YIbTAThI
omnpenenenus C, H, N (anamuzarop CE 1106), Br (meTon
MEPKYPHUMETPHUYECKOTO TUTpoBaHus) 1 Mn (meton POA)
HapsAay C BBIYHCICHHBIMH 3HAUCHHUSIMH KOHICHTpAIIHiA
AHAJIUTOB.

Taéanua 1. Pesynsrarer onpenenenus (%) C, H, N, Br u Mn B iumarpenax

Wugp u C H N Br Mn
OpyTTO-hopMyna  Bpryucieno Haiigeno Brruncneno  Haitneno Brruncnieno  Haitneno Brruncneno  Haitneno Brrunciieno  Haiineno
Kel-43 57,0 57,86 4,57 4,89 3,97 3,75 — — 15,55 14,5
C,7H,(NO,Mn 57,81 4,64 3,81 15,8
Kel-51 60,99 60,99 4,82 4,83 2,09 2,02 — — 8,21 9,6
Cy,H,NO; (Mn 60,74 4,74 2,03 8,6
Kel-50 49,43 49,15 2,44 2,14 — — 19,34 19,3 13,3 13,7
C,;H,,0,BrMn 49,44 2,29 19,0 11,9
Kel-33 66,95 67,14 8,20 8,31 2,11 2,11 — — 8,28 8,7
C;;Hs,NOMn 66,97 8,29 2,09 9,5
Kel-55 57,87 57,74 4,86 4,22 7,11 6,94 — — 13,93 14,9
C;5sH3N,O,Mn 57,85 4,27 6,99 13,2
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Ta6auua 2. Pe3ynsraTel peHTIeHO(IyOpECIIEHTHOTO onpeaeneHnst Mn npu aHanmse o0pa3noB ¢ 00enx CTOPOH

[Iudp BemecTsa K, NMnKoyep,, ToIC. uMIL. N MnKa,,,,, Teic. nmMn. - N MnKo,, TeIC. BMIL. A, TIC. AMIL 3, % % Mn*
Kel-43 186,42 30,1 37,5 33,8 -7.4 21,9 15,7
194,14 24,5 30,9 27,7 -6,4 23,1 15,3
Kel-51 199,96 15,0 17,1 16,1 -2,1 13,1 8,1
199,15 15,3 15,4 15,4 -0,1 0,6 8,3
Kel-50 176,90 224 22,8 22,6 -0,4 1,8 13,0
199,40 21,2 19,9 20,6 -1,3 6,3 12,8
Kel-33 195,56 16,1 16,1 16,1 0,0 0,0 8,4
174,85 16,9 19,5 18,2 -2,6 14,2 8,5
Kel-55 196,49 22,8 27,2 25,0 —4.4 17,6 13,8
120,13 36,0 39,2 27,2 -3,2 8,6 13,9

* §,=10,7 %.

W3 nannbIxX Tabn. 1 BUAHO, YTO NPEIBAPUTENIBHO IPO-
BepeHHble ¢ noMoubio CHN-ananuzaropa BellecTBa siB-
JISIFOTCSL XUMUYECKH YUCTBIMU MHIMBUAYAJIILHBIMU COENIU-
HeHusMH. OJJHAaKO MPH ATOM PE3YIbTaThl ABYX Mapaeib-
HBIX OIlpesieleHui Mn B KaKJOM U3 aHAJIU3UPYEMBIX Be-
niects MeTonioM POA 3ameTHO pacxonsrcesl.

BusyanpHBI OCMOTp TIpOaHATIM3HPOBAHHEIX 00pas-
[[OB-Ta0JETOK [MOKA3aJl, YTO MHTEHCUBHOCTh OKPACKHU He-
paBHOMEpHA IO TOJIIIMHE TaOMeTKu. Bo3MoXkHO, BelecT-
BO IIpH MPECCOBAHUN HECCKOJIBKO CMEIIACTCs, KaK 6])1 «BBI-
JIaBJIMBAsChy U3 3MYJIbCHOHHOIO nosiucTipona. s mpo-
BEPKH ATOT0 NPEANOIOKEHHS NPOAHATU3UPOBAIN BCe
o0pasipl M3 cepuH MpEACTaBICHHBIX B TaOn. | BemiecTs
¢ obenx cTopoH. B Tabn. 2 mpuBeneHsl pe3yabTaThl aHa-
nm3a, cpepHee 3Havenne N MnKo,,, paccanrana pasHuia
A Mexny u3MepeHHbIMH BenuuuHamu N MnKo,,, ©u
NMnKao,,, 1 OllCHEHa CTENEeHb HEOJHOPOIHOCTH 00pa3-
108 & (%) = A/N MnKa,, - 100.

W3 npuBeneHHBIX B TaOl.2 JaHHBIX BHJHO, YTO
MMEHHO BBICOKOH CTENCHBIO HEOTHOPOIHOCTH pacrpene-
JICHHS IMMAHTPEHOB B ToJIe Tabnetok (1o 23 %) oobsic-
HSIOTCS TIOKa3aHHbIE B Ta0Jl. 1 pacxoKaeHus pe3ysbTaToB
onpeznenenus Mn merogom PDA. Tlpeanonoxenue o Bo3-
MOXKHOM «BBIIABIMBAaHHMY OOJee IUIACTUYHBIX, YeM
SMYJIbCUOHHBIA MOJUCTUPOJI, BEIECTB IIPU PECCOBAHUI
MOATBEPKIAETCS MOBTOPSAIOIIMMCS (DPAKTOM MPEBBILICHUS
sennunbbl N MnKa,,,, Han NMnKoa,,,,. OxHako npu pac-
yeTe comepkanust Mn mo cpennemy 3HaueHuio N MnKo
ObUIM NOJTY4EHbI OJU3KHUE K BBIYMCICHHBIM PE3YJIBTaThl C
XOpOILEH CXOAUMOCTBIO. DTOT METOIUYECKHIA MTPUEM HU3-
Mmepenusi AC ¢ AByX CTOpPOH TaOJIETOK M3 pa30aBICHHBIX

HOJHMCTUPOJIOM BELIECTB CTaJ IPABUIIOM Ul aHAJIUTHKA B
JIMA MH30C PAH.

J1s mpoBepKU NPaBUIBHOCTH KaJIUOPOBOYHOTO MMa-
pamerpa PDA nmns ompenenenns Mn B TOTUCTHpOIIC
no npuHaromy B npaxktuke JIMA crannapry — 0,158 %
Mn — MBI BOCHOJNB30BAJIHMCh CEpUEH YKe MPUTOTOB-
JICHHBIX 00PAa3I0B U3 XMMUYECKH YUCTHIX [TUMAHTPECHOB.
PaccunraB koHUEHTpaunn Mn B HUX IO COOTBETCTBY-
IOIIMM 3HAYEHUAM K, 1 MapKHPOBAB KaX/IbIA U3 HUX OTH-
MU BBIUMCIICHHBIMU 3Ha4eHUSIMH % Mn, TpoaHamu3u-
poBamu @O u gecsath HOBBIX CO Mn (¢ JBYyX CTOpPOH).

Taomuua 3. Pesynpratel aHanmm3a cepur 00pas3oB HUMAHTPEHOB,
MapKUpOBaHHBIX Kak CO

Copepxxanne  AC(CO), N;MnKao, A=N;—N,,,
COIe) ﬁl\/[Ir)l, % TBICF I/IMI)'I THIC. umrt./% THIC. UMIL. ’
1 0,044 15,91 361,6 9,8
2 0,049 17,85 364,3 12,5
3 0,084 29,91 356,1 4,3
4 0,080 27,69 346,1 -5,7
5 0,068 23,10 339,7 -12,1
6 0,065 20,56 337,0 -14,8
7 0,042 14,90 356.9 5,1
8 0,042 15,15 360,7 8,9
9 0,069 24,75 358,7 6,9
10 0,113 38,1 337,2 —-14,7
Niep=351,8 A =%9.5
(CO)* 0,158 55,8 353,0

ITo cpennemy 3Ha4eHHUIO (BEpX — HU3) PACCUUTAIN BEIH-
yuny AC u, cooTBeTcTBEHHO, N, MnKo,/% Mn (Tabm. 3).

[Tpu paccMOTpeHHH MPUBEACHHBIX B TAOM. 3 TaHHBIX
SICHO, YTO WCTIONB3YEMBIe CTAaHIAPTHEIC 00pa3Lbl IIPHUTOI-
HBL: N o, = Ny(0,158 Mn). IlorpemnocTs KamiOpoBku (G)
cocrapisteT 2,7 % OTH.

N3 Kel-50 npurotoBunu 10 oOpa3nos-uziaydareneit
JUIS pacdyeTa BEJIMYMHbI CTaHAapPTHOTO oTKIoHeHus S, (%)
PE3yNbTaToB PEHTIeHO(IYOPECIEHTHOIO OIpeeeHUs
Mn (tabm. 4).

Pacrionarass  xpomarorpaduueckold  IEJITHOIO30H,
MEHee IIACTUYHOM, YeM TIOJIMCTHPOJ, MBI MPOBEPHIIH,
HACKOJIBKO M3MEHHUTCS CTEICHb HEOIHOPOTHOCTH 00pas-
II0B U3 3THX BEIUICCTB, €CIH UX Pa30aBUTh LIEIUTIOI030M.

Ji1st 5TOTO M3 TEX XKE BEIIECTB MPUTOTOBUIIN 00pa3IIbl
Ha OCHOBE LIEJUTIONIO3bl M NPOAHAIM3UPOBAIN UX C ABYX
CTOpOH. Pe3ysbTaThl aHanu3a U OLIEHKA CTEIEHH HEOIHO-
POIHOCTH pacIpeeNICHHs BEIIECTB B TONIIE TaOJICTOK H3
LEJIJTI0JIO3b] IPUBEICHBI B Ta0. 5.

ITomyueHHble pe3ynbTaThl TOATBEPIWIA MPABUIIb-
HOCTb HAlIETO MPENONIOKEHH O TOM, 4To B OoJiee jKecT-
KOH, 4eM SMYJIbCHOHHBIH HMONHCTHPOJ, IIEJUIIONO3E CTe-
NEHb HEOJHOPOJHOCTH BCIICACTBHE «BbIJIABIMBAHUSD)
JIOJKHA YMEHBIIUThCS. JleMCTBUTENBHO, CpEeAHssl CTe-
MIeHb HEOJHOPOJHOCTH MPH Pa30aBICHUN TIOJIUCTUPOIOM
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Ta6auua 4. Pe3ynsrarsl peHTTeHO(IYyOpeCIeHTHOTo onpeaeneHns Mn B necsat HaBeckax Kel-50 (06pa3ib! IPUTOTOBIECHEI C TOIACTHPOIOM)

AO My, MT K, AC, ThIC. HMIL Conepxanue Mn, % A, % A?
1 5,580 176,9 20,10 13,0 0,0 0,00
2 6,790 146,1 24,65 13,2 +0,2 0,04
3 5,883 167,3 21,62 13,3 +0,3 0,09
4 5,619 174,9 19,44 12,5 0,5 0,25
5 5,207 199,4 18,15 13,3 +0,3 0,09
6 5,629 174,9 19,96 12,8 0,2 0,04
7 6,159 159,9 20,42 13,1 +0,1 0,01
8 5,749 171,3 20,98 13,2 +0,2 0,04
9 6,484 151,9 22,66 12,7 0,3 0,09

10 5,978 193,1 18,32 12,9 0,1 0,01

Ipumeuanne. OtriioHeHne cpexHero copepxanus Mn (13,0 %) ot BbrumcnenHoro 3Hadenus (13,3 %) B tabm. 1 cocrasmser 0,3 %,

S, =027 %.

Ta6auua S. Pe3ynsrarel peHTTeHO(IyOpEeCIIEHTHOTO onpeaeneHnst Mn rpyu aHaim3e 00pasoB Ha OCHOBE IIEJITIONO036I ¢ 00enX CTOPOH

Homep udp

NMnKa,

NMnKa,

NMnKao,

Crernenb HEOTHO-

obpasua BEIIECTBA ) TBIC. mv‘:cnp.x’ TBIC. 1/11\/1};;].3 , ThIC. HMIC'IP.’ A, TBIC. By ponuoctH J, %*
1 Kel-43 178,00 18,43 18,99 18,71 -0,56 3,0
183,68 14,46 15,29 14,88 0,83 5,6
2 Kel-51 181,88 9,76 10,47 9,99 —0,45 4,5
166,13 10,07 10,47 10,27 —0,45 3.9
3 Kel-50 188,50 11,63 12,47 12,05 —0,84 7,0
171,39 13,34 13,82 13,58 —0,48 3,5
4 Kel-33 177,60 8,98 9,28 9,13 -0,30 33
166,34 9,48 9,8 9,64 -0,32 33
5 Kel-55 163,75 17,18 17,73 17,46 0,55 3,2
185,88 12,23 12,36 12,30 0,13 1,1
* Bcp =3,7%.

Tabauna 6. Pesynprarsl ananuza CO Ha OCHOBE LIEJUTIONO3bI U pac-
YeTa KalInOpOBOYHEIX MapameTpos N, MnKa

Homep  Copmepxanue  AC(CO), N, A=N;— N ep,
CO(113) Mn, % TBIC. UMIL.  ThIC. UMIL/% TBIC. UMIL.
1 0,049 8,92 182,0 +2,6
2 0,037 6,51 175,9 -7,3
3 0,088 16,22 184,3 +4,9
4 0,069 12,15 176,1 -3,3
5 0,085 15,90 187,0 +7,7
6 0,076 12,40 163,2 -7,0
7 0,046 8,15 177,2 2.2
8 0,051 9,29 182,1 +2,7
9 0,083 14,53 175,0 —-4.4
10 0,073 13,57 185,9 +6,4
Nop=178,6 Ay =%4,0

cocraBisier 10,7 %, B TO BpeMsi Kak IpH pa30aBICHUH
IEJUTION030M OHa yMeHbInaercst 10 3,7 %, T.e. IPUMEPHO
B TpH pasa.

BBIUMCINB B COOTBETCTBUU C MPpUBECACHHBIMU B
Tab1. 4 ko3 durrenTaMu pa3daBICHIS COIEPKAHNE Map-
rasia B oopasiax, MapkupoBayd ux kak COMn(1y13). Jlist
u3MepeHus: (pOHOBOrO M3imydeHHs npurotoBwin PO u3
IEIUTIONO3EL. B Tabi. 6 moka3aHbl pe3yabTaThl H3MEPEHHH
AC(COMn, mn3) mo cpemHemy (BepX — HU3) 3HAYCHHIO

NMnKa 1 pacyeToB KOHIIEHTPAIIMOHHON YyBCTBUTEIBHO-
ctu N,/% Mn rpaxyuposounoro rpaduka mis POA 06-
PasIoB Ha OCHOBE IIEJUTIONO3HI.

TakuMm 00pa3oM, MBI YCTAHOBHIJIM KaJTHOPOBOYHBII
napametp it POA mHa Mn B 1emiono3e ¢ MOTpemiHo-
cThi0 2,2 % OTH.

B 3akiioueHue Mbl CpaBHWIIN CIIEKTPaJbHBIE CBOMCT-
Ba 00Opa3lloB Ha OCHOBE MOJHCTUPOJA U LEJUIIOJIO3BI
(Tabm. 7) M METPOJOrMYECKUE XapaKTePUCTUKU PEHT-
reHo(IyopeCcLeHTHOTO OIpeesieH!s] Mapranua B obpas-
[[aX Ha OCHOBE MOJUCTHPOJIa M LEJUItoI03bl (Tadi. §).
B Tabn. 7 Hapsmy co CTENCHBbIO HEOXHOPOIHOCTH O MpU-

BE€ACHDBI paCUYC€THBIC CYMMApHBIC 3HAYCHUSA H%HKOL CTaH-

JAPTHBIX 00pa3loB, UX IUIOTHOCTH P, @ TAKXKE PacyeTHbIE
Macchl M, cMecell BeliecTBo-pa3daBuTeb, He0OOXOAUMBIE
JUIS TIOJTYYEHHUSI HACHIILIEHHOTO CJI0s1 00pa3LoB AMaMETPOM
20 mM. Crioco0 mpoBeIeHHsT TAKUX PACUCTOB MOXKHO Hald-
TH B pykoBoacTBe [1, c. 249]. Ha ocHoBaHMM pacueTHOI
BeNMIUHBI M, OblTa onleHeHa Y(PPEKTUBHOCTH pa30aBicH-
HOH MpoOkI BemmecTa B popMupoBanmu uzmepsiemoro AC
(Ms/ Moﬁp)'

W3 npuBeneHHbIX B TaOl. 7 JaHHBIX CJEIYeT, 4TO
BCJICJICTBHE CYIIECTBEHHO pa3HbIX aOCOpOIIMOHHBIX
CBOWCTB 00PA3I0B U3 MOJIUCTUPOJIA W LIEIUTIONIO3bI AP heK-
TUBHOCTh B3ATOW HABECKH BEHICCTBA B (OPMHUPOBAHUH
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Ta6auna 7. CrekTpoMeTpHUYECKHe CBOHCTBA 00pa3lloB HA OCHOBE
MOJMCTUPOTIA U LIEIIOI03bL

PasGasurens  pMrKe em2/r M mr M /My,  8,%  p,r/em’
ITonucrupon 11,49 857 0,868 10,7 1,007
Llesronosa 18,29 540 0,547 3,7 1,570

aHaJIMTHYECKoro curHana B ciydae [IC Beime (modtH
90 %), yem mpu paz0aBICHUH HEIUTION030# (0koIo 60 %).
Ecnu B mpomecce mpeccoBaHUs BEIIECTBO CMEIIACTCS,
Kak Obl BBIJABIIMBASICh, TO MOXHO OBLIO ObI OOHAPYKUTH
O6MBITYI0, YEM B TOJUCTHPOIIE, CTETICHh HEOIHOPOIHO-
ctu. MBI HaOmoaeM mpoTUBoIoNokHOE. OTCIoa Cllemy-
€T, 4TOo B KauecTBe pazbasureis npu POA omicaHHBIX 00-
pasLoB NPEANOYTUTENBLHO HCIOIb30BaTh LIEIIHI03Y.
Takum 00pa3oM, yCTaHOBIIEHO, YTO OOHApY’>KEHHbIE
SKCTpeMajbHble MOIPEIIHOCTH PEHTIeHO(IyOpeCeHTHO-
ro onpeneneHust Mn B IIUMaHTPEHAX HE CBA3aHBI C OLINO-
KaMH KaJuOpoBku. OCHOBHOI MpUYMHON ObLIa HEOJHO-
POIHOCTh pacHpesieNieHuss BellecTBa B oOpasue, Moj-
TBEpPXKJICHHAsS pe3ynsraraMu POA o6pa3noB-u3mydarenei
¢ obeux cropoH. Iloka3zaHo, 4TO BIMSHHE YKa3aHHOM
HEOIHOPOIHOCTH MOXKET OBITh YCHEUIHO yCTPAHEHO II0-

Ta6auua 8. Merponorndeckue XapakTepPUCTHKH PEHTTEHO(Iyo-
pECLEHTHOTO omnpenesieHnst Mn B 00pasiax Ha OCHOBE IOIHCTHPOIIA
U LIEJUTIONIO3bI

PaszbaBurenn N, TBIC. MIMII. Nq), TBIC. VIMIL. Cnp, %* o, % OTH.
Tomuctupon 353,0 4,0 0,0001 2,7
Llemmono3a 178.,6 1,8 0,0008 2,2

* Cﬂp — MHUHHMaJbHas KOHIEHTpauus Mn, onpeznensemast B 3THX
obpa3nax.

CpCeACTBOM aHajin3a 06pa3u013 C ABYX CTOPOH. I[J'IS[ €C
YCTpaHCHHA MOXHO TaKKE€ HWCIIOJIb30BaTh IEJUIFOJIO3Y
B KaQ4C€CTBC pa36aBI/ITCJ'I$I.
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SOURCES OF ERRORS IN NONDESTRUCTIVE X-RAY FLUORESCENCE ANALYSIS
OF SMALL SAMPLES DILUTED WITH A SOLID DILUENT: XRF DETERMINATION

OF Mn IN CYMANTRENES
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Results of x-ray fluorescence analysis of several organic manganese compounds are used to study and elucidate the
sources of errors in a non-destructive technique of analysis by the method of external standard with dilution accepted
in practice of elemental analysis at the Institute of Organoelement Compounds of the Russian Academy of Sciences.
Metrological differences occurred when using emulsion polystyrene and chromatographic cellulose as diluents are

discussed.
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