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ens qamnHOM paboThl — PA3BUTHE METOAUKY WUCCIEAOBAHUS XMMUIECKOTO COCTABA IPHUPOTHBIX
¥ CHHTETHYECKHUX a30TCOAEPKAIINX COEAMHEHUN C IIOMOIIBI0 PEHTTEHOCIIEKTPATIHLHOTO MUKPO-
ananmusza (PCMA) u ero ucnoanb30BaHue I UACHTH(MUKALINH (DOPMbBI BXO/KIEHUA JIETKUX dJIe-
menToB (C, N, O) B KOMIUIEKCHbIE aHHOHBI ¥ KATHOHBL. AHamu3 mpoBoauay 1o Ka-TuHHIM, BO3-
HUKAOIUM IPU 3JIEKTPOHHBIX [IEPeX0ax U3 BAJEHTHBIX 2p-COCTOSHUN BO BHyTpeHHUE 1s-co-
cTosHusA. BbLu BhIABIEHBI XapakTepHbie ocobernrocTu Ka-crriekrpos C, N, O, Biusiornue Ha 110-
JydeHue mpaBUIbHBIX pesyiabraroB PCMA, u ompeneneHbI MONPAaBKY, YIUTHIBAOIIE HHTE-
IPATbHYI0 WHTEHCHBHOCTD JIMHUM, 9()(DEKT CAMOIIOTIIOIIEHNS IMHUHM a30Ta U TIOTJIOIIEHU a30-
ToM (DOHOBOTO H3IyueHus. MeTonuka SBIgeTCs YHUBEPCATIHHOM: OHA IPeIHA3HAYEHA JJI UCCIIe-
JIOBAHWS PA3IMIHBIX a30TCOIEPKAIINX 00PA3I0B, B TOM YHCIIE W AJIMA30B, IIOIYyIEHHBIX IIyTEeM
JIETOHAIIMOHHOTO cHHTe3a. [[0BepXHOCTD TaKMX 06PA3II0B OOBIMHO HOKPHITA CII0EM KHUCIOPOI- U
asoTcomepKaux (PyHKIMOHANLHBIX rpynn. OCHOBHOM 3a/aveil, CBA3aHHOM C 3KCIIEPHMEHTOM,
SIBJISIETCS HAXOKIEHUE ONTUMAIBHBIX YCIOBUHI Bo30y:KIeHus u perucrpaunu Ka-nmuawmii. Mcro-
Jb3yeMoe yCKopsroliee HAMpsKeHue cocrasisaer 10 kB, Toxk myura — 50 — 120 HA. IIpu anammsze
B audp(pepeHIInaIbHOM PEKUME PETUCTPALIMY aMIUIUTYIbI CUTHAJIA Mbl HCIIOJIb3yeM YHUBEPCA-
JIbHYIO (7151 JIF00BIX 0OPA3IIOB) SMINPUYIECKYI0 (DOPMYILY IS OIMCAHUS (DOPMBI KPUBOM MHTEH-
CHBHOCTH (poHA B 00IACTH JIHHIH a30Ta. ¥ CTOHIHBOCTH 00PA3IIOB K BO3JEHCTBHIO HIIEKTPOHHOTO
IIy4YKa ITOBBIIIAETCI PEKUMOM pacTpa ¢ TuHeHHbIM pasmepoM 20 — 40 MKM U iepeMereHueM 00-
pasua B npegenax mwiomankn ~100 X 100 MrM?2 (ecu I03BOAAIOT pasMepsl obpasna). Koxment-
PAIUH OIIPefieIsieMbIX SIIEMEHTOB PACCIUTHIBAIN € IOMOIII0 porpamMbl PAP ¢ ncnons3oBanu-
eM KoadpurmenTos nornoienns B. L. Henke. IIpu Toxke 80 HA npenens: o0HApyKeHUS yIIepo-
na, krciaopoaa u asora cocrasmu 0,33, 0,46 u 0,86 % Macc. COOTBETCTBEHHO.

KiaroueBnie ciosa: peHTI‘eHOCl’IeKTpaJIbHI:IfI MUKpPOaHa/In3;, PEHTTeHOBCKHE Ka-CHeKprI;
asoT; asoTcogepiralyue CoOequHeHUd, XUMUYIeCKasa CBA3b.

FEATURES OF THE X-RAY MICROANALYSIS (ELECTRON PROBE MICROANALYSIS)
OF NITROGEN-CONTAINING COMPOUNDS

© Inna M. Kulikoval*, Oleg A. Nabelkinl, Yury G. Lavrent’ev2, Vyacheslav A. Ivanov!

1 Institute of Mineralogy, Geochemistry and Crystallochemistry of Rare Elements (FGBU IMGRE), 15 Veresaeva st., Moscow,
121357, Russia; *e-mail: kulikova@imgre.ru, mulderfw@yandex.ru

2 Sobolev Institute of Geology and Mineralogy, Siberian Branch of Russian Academy of Sciences, 3 prosp. Akademika Koptu-
ga, Novosibirsk, 630090, Russia; e-mail: micropro@igm.nsc.ru

Received June 14, 2019. Revised August 28, 2019. Accepted September 25, 2019.

The goal of this study is development of the method for studying the chemical composition of natural and
synthetic nitrogen-containing compounds using electron probe microanalysis (EPMA) and the use of
EPMA for identification of the form of occurrence of light elements (C, N, O) in complex anions and cat-
ions. The analysis was performed using Ka lines attributed to electronic transitions from valence 2p states
to internal 1s states. The characteristic features of the Ka spectra of C, N, O, which affect the correctness
of the EPMA results were revealed to introduce the corrections that take into account the integrated line
intensity, the effect of self-absorption of the nitrogen line and absorption of the background by nitrogen.
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The method is intended for studying different nitrogen-contained samples including diamonds obtained
by detonation synthesis. The surface of these samples is usually covered with a layer oxygen- and nitro-
gen-containing functional groups. The main problem associated with the experiment is determination
of optimal conditions for excitation and registration of Ka lines. The accelerating voltage used is 10 kV,
the beam current is 50 — 120 nA. In the analysis in the differential mode of recording the signal amplitude
we use the same (for all samples) empirical formula to describe the shape of the background intensity
curve in the vicinity of the nitrogen line. The resistance of the samples to the impact of the electron beam
is increased when using a raster mode with a linear size of 20 — 40 pm and sample movement within
the area ~100 x 100 um? (if possible with allowance for the sample size). The concentrations of the de-
termined elements were calculated using the PAP program with B. L. Henke absorption coefficients.
The detection limits of carbon, oxygen and nitrogen at a current of 80 nA were 0.33, 0.46 and 0.86 wt.%,

respectively.

Keywords: X-ray microanalysis (electron probe microanalysis); X-ray Ka-spectrum; nitrogen; chemical

bond; nitrogen-containing compounds.

Beenenue

Jlanuas pabora SBISETCS MPOMOJIKEHHEM WC-
ClIeIOBAHMI 1O paspaboTKe METOIWKH PEHTTEeHO-
CIEKTPAILHOTO OIPEeeeHUs JIETKUX JJIEeMEHTOB B
Pa3IMYHBIX MHHEpPAJaX W CHHTETHYECKHUX COeIu-
HEHWAX, B TOM YHCIIe YIbTPATUCIIEPCHBIX aIMa3ax.
B mocnegume rogasr pesko BO3pOC MHTEPEC K yIbTpa-
IUCTIEPCHBIM aaMas3aM [eTOHAIMOHHOTO CHUHTe3a,
HAIEIIUM IPUMEHEHHE B HOBBIX 00JI1aCTIX, B 4aCT-
HOCTH, K TIPUPOJIE TPUMECed B ITOBEPXHOCTHOM CJIO€
YaCTHI] 3TUX 00HeKTOoB [1 — 3].

Ha nepsom srare [4] meToguka 6b11a 0orpoboBa-
Ha IIpu aHanu3e KapboHatoB. B maHHOI craThe oc-
HOBHOE€ BHUMAHUE y/IeJIEHO OIPeIe/IeHUI0 a30Ta, KO-
TOpOe, HA HAIIl B3TJISA, COIPIKEHO C HAMOOIBIITUMU
CIIO/KHOCTSIMHU TT0 CPABHEHUIO C OIpPeNeeHueM Ipy-
rUX JIETKUX 9JIeMeHTOB. B xoze paboThl MbI perain
CIIeAyIOIINe 3a1a9u:

1) mombop CHHTETHYECKMX HEOPTAHUYECKHX U
OpraHuYecKux 00pasI[oB, B COCTAB KOTOPBIX BXOMST
KOMILJIEKCHBIE aHWOHBI U KATHOHBI — QHAJIOTH
(QyHKIIMOHAIBHBIX TPYIII, — AJIS H3YYEHHUI BO3MOK-
HOCTEH PEHTTeHOCIHEKTPAIBbHOTO MHKPOAHAIN3A
(PCMA) azorcomep:ralinx CoeqnHEeHH;

2) pasBHUTHE METOIUKH HAXOKICHUSI ONTHMAIb-
HBIX YCIIOBUH BO30Oy:KIeHUS U perucrparuu Ka-iu-
HUM yIiaeposa, a3oTa u KUCI0Po/a;

3) BBIABIIEHHE XapaKTEePHbIX ocobeHHocTeN Ka--
ciekrpoB C, N, O, Biausmomux Ha IIOJIyYeHHe IIpa-
BUJIbHBIX PE3yJIbTATOB OIpeelleHus STUX JIeMEeH-
toB MerogoMm PCMA, u ncmonb3oBaHue 3THX 0COOEH-
HOCTeH I UAEHTU(PUKAIIUNA TUIIOB (PYyHKIIMOHAIb-
HBIX IPYIII B YAbTPAIUCIEPCHBIX 00pasIax.

Panee MeTonuKyM peHTTEHOCIEKTPATBHOTO MUK-
poaHau3a Pa3IUYHbIX MUHEPAIOB W XUMUYECKHUX
COeIMHEHUH Ha JIETKUE dJIeMeHTHI 0T 6opa 10 ropa
ObLTH paspaboTaHbl A OOPUI0B, HUTPHUIOB, OKCH-
0B, kapbumos [5 — 10].

JKCIEePUMEHTAIbHASA YaCTh

B pabore mcmonb3oBagu MOAEPHU3UPOBAHHBIN
mukpoanaiusarop «Camebax-microbeam» (®Ppan-
M) C BOJIHOBOHU paucrepcuei. Ka-TUHWH JIETKUX

9JIEMEHTOB PETUCTPHPOBAIMA C IMPUMEHEHHWEeM Ha-
KJIOHHOTO CIEKTPOMEeTpa C KPUCTAIIOM-aHAIN3a-
topom ODPB (creapar ceumma, 2d = 99,98 A).
Hcmonb3oBaayu MPOTOYHBIM MTPOMOPIIMOHATBHBIN
cdeTywK € TOHKHUM (1 MKM) MOJHUIIPOMHIEHOBBIM
OKHOM. BBIT0 BBIOpaHO yCKOpAMIOIlee HAIpIKeHUe
10 kB, Tox nmyuka snexkTpoHoB — 50 — 120 HA.

Ob6vexmut uccnedosarnus. Jlis waydeHus BO3-
MOKHOCTEH PEHTTEHOCIIEKTPATHHOTO MUKPOaHAIHN3a
a30TCOEePKAIUX COeIUHEHUN HCCIeI0BaTH CHHTEe-
THYECKHe 00pasibl HEOPTaHWYECKUX W OpraHude-
CKUX COeJUHEHHH HM3BECTHOTO cocTaBa. Beibop KoH-
KPeTHBIX 00BEKTOB (HUTPATHI METAJJIOB, AMMOHUSI,
KapOOHMILHOE COeIUHEHHE U JIP.), COIEPKAIUX KOM-
IUIEKCHBIE aHWOHBI U KATUOHBI — AHAJIOTH (PyHK-
[UOHAJIBHBIX TPYII, ONPEAEAICA IelIbI0 OTPA3UTh
pasHoobpasue artux rpynd. Jas waydenus opmbl
CIEKTPaIbHOM WHTEHCUBHOCTH (POHA HCIIOIb30BATIH
obpasiibl ((POHOBBIE), HE COmep:Kalllhe a30T, HO CO-
JepsKalme, M0 BO3MOYKHOCTH, KATHOHBI HCCIIEIy-
€MBIX COeIUHEHU a30Ta (MPUBEIeHbI HIKE):

Hccnenyembie o6pasmbr . . . . . . . ®onoBBIE 00PABIILI
NH,NO; .. ... ... Anmas (cTaTuueckoro cuHTesa)
NaNOg. . . ... ... Anp6out NaAlSi;Og
AINOg)g . . v v o oo e AL, Oq4

Og. . oo oo Oprormras KAISi;Og
RbNO; . . ... ... ... ... ... . Rb,Nb,O;
AgNO;. . . . .o Ag, Ag,Te
Kap6amun (NH,),CO . . . . ... ... ... .. CaSO,
BN —

Hcenemyembie asorcomep:kaliiue o6pasibl Ipe-
CTaBJIAIN COO0M MOHOKPHCTAJLIBI, IIOJyYeHHbIE Me-
TOZOM IEPEKPUCTAIIM3AIAN U3 UX MePeHACHIIeH-
HBIX BOIHBIX PacTBOPOB. llomxopmsinue KpuCTAILIBI
pasMepoM HECKOIbKO MHJIIMMETPOB BBICYIITHBAIIHN
IIp¥ KOMHATHOM TeMIlepaType, He IOJIUPOBAIN U 3a-
KPEILISIN Ha MOJI0KKE U3 IBYCTOPOHHETO YIJIEPOJ-
HOTO CKOTYA WM HA YellyHKaX HHIWSI TaK, 4TOObI
oHa u3 TpaHed obecleyuBaja TIJIATKYI0 IIOBEPX-
HOCTB JJI1 HCCIICTOBAHNM, IePICHANKYIAPHYIO IIyd-
Ky DJI€KTPOHOB.

Buwibop obpasyos cpasuenus. B kauecTse o0pas-
noB cpaBHenus (CO) mms C, N u O ucronszoBanu
00pasiibl M3BECTHOTO COCTaBa — YIIbTPAAUCIIEPCHbBIE
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ayMasbl CTATHYECKOTO CHHTE3a € JUHEHHBIM pasMe-
pom 20 - 50 mxm, BN, s u Fe,O3 coorsercrsenHo,
yIIaKOBaHHBbIE B INAIIKY W3 SIOKCUAHOH CMOJBI,
¢ moceyomiel monupoKoii. O6pasIbl cpaBHEHUS
MPOBEPSIN HA YCTOMYUBOCTH K BO3JEUCTBUIO DIIEK-
TPOHHOTO Iy4dka B TeueHue 200 ¢ mpm TOKe IIOIJIO-
[IEHHBIX 9JIEKTPOHOB 10 150 HA.

Cmabuavnocms unmencusnocmu. W3sBecTHo,
YTO MHTEHCUBHOCTH KAK IUCKPETHOIO, TAK U HeIpe-
peiBHOTO crekrpa ((OH) IPOIMOPIIMOHAILHA TOKY
3oHma. OmHAKO IIPYM HEZOCTATOYHOHU IIPOBOAMMOCTH
obpasiia Ha ero II0BEPXHOCTH BO3HHUKAET OTPH-
aTeIbHBIN 3JIeKTPUYEeCKUU 3apas, KOTOPBIN OTKIIO-
HAET MAJA0IUH IMYYOK W CHH/KAET ero SHEPTHIO.
B wurore ymenbiiaerci WHTEHCUBHOCTH BO3HHKA-
IOI[ET0 PEHTTeHOBCKOTO HW3JIyJeHWs, MHPHUIEeM TeM
cuibHee, 4eM 00JIbllle TOK HAJAIOIIUX JJIEKTPOHOB.
OmnbIT HOKA3bIBAET, YTO OXHOM TOAJIONKKH U3 yIJe-
poxuoro crkorua wirum Merayuia (In) HemocraTouwHO
oI cHATuA 3apsana. [lpu sToM coemuHEeHHUA € WOH-
HBIMH ¥ KOBAJIEHTHBIMH CBS3SIMH BeIyT cebs pas-
JINYHO: HAIpPHUMep, OTKJIOHEHWE IIyYKa 3JIE€KTPOHOB
OT IleHTpa o0pasiia HUTpaTa aMMOHUA (IHUSJIEKTPH-
Ka) mocruraino ~40 MKM, pe3KO yMEHbIIIAJICSI TOK I10-
[JIOIIEHHBIX 371eKTpoHoB. HaobopoT, mpoBogumMocThb
HUTPATA HATPUSI UMEET NOHHBIN XapaKkTep U HAMHO-
IO BBIIIE BIEKTPOIPOBOIHOCTH HHUTPATa AMMOHUST;
B OTOM CilydJae OTKJIOHEHHWS IIy4Ka JJEKTPOHOB He
Ha0J0IaJI0Ch, TOK ITOTJIOIIEHHBIX DJIEKTPOHOB Me-
HAJICS caabee.

Boin mcmonb3oBaH pacmpocTpaHEHHBIH CIocob
60pBOBI ¢ adpderToM 3apsaaKu 06pPasIoB — HaHECe-
HHe Ha TIOBEPXHOCTb TOHKWUX TOKOIIPOBOJAIIUX IIO-
KPBITHH: YIVIEPOJHOM IIJIEHKH (HambLieHue rpadu-
TOM B BakyyMe) WU ILJIEHKM AHTHUCTATHKA (aspo-
30JIb), COMEP:KAIIEr0 YTIIEBOJOPOAbI U STHIOBBIH
cuupt. llpn HambiteHUn 00pa3Ibl 3aKPEILIATN HA
yermryiikax meraiia (In), mpu sToM BEpPOSTHO TEp-
MUYECKOe IOBpekaeHne o6pasroB HuUTpPatoB. [lpu
HCIIOJIb30BAHUM JKUIKOTO AHTUCTATUKA 00pasIbl
3aKPEIUIAIN Ha IOJIOKKE U3 YIJIEPOJHOTO CKOTYA,
a PACTBOPUTENh B COCTAaBe aHTHCTATHUKA IIOC/Ie Ha-
HeceHUs Ha MTOBEPXHOCTh 00pasiia NCHapsiiu B Tede-
Hue 30 — 60 MUH TpU KOMHATHOU TeMIIepaType.

Ha puc. 1 mokasano HapyllleHHe II0 Mepe YBeIH-
YEeHHUA TOKA MAJA0IINX 3JI€KTPOHOB JIMHEHHOTO POC-
Ta UHTEHCUBHOCTH He TonbKO Ka-muuwnit N u C, HO 1
ona (maske mpW U3MEPEHHH B pEKKUME pacTpa
20 X 20 mgM? ¢ mepemerneHHeM 06pasla OTHOCH-
TEJbHO IIyYKa HIEKTPOHOB) B 06pasiiax, MOKPHITHIX
yriepofHoi mmeHKod (cM. puc. 1,a) u auTHcra-
tukom (cMm. puc. 1,6, 8). AHamorudubii 3 derT
Haba0aeTca W A JUHWU Kuciaopoxaa. i Bcex
OIIpe/ieIIeMbIX JIETKUX DIIEMEHTOB 3(p(eKT 3apaaKu
00pasiioB ¢ POCTOM TOKA MPUBOIUT K 3aHUIKEHUIO
M3MEPEHHBIX WHTEHCHBHOCTEH OTHOCHUTEIHHO CTaH-
IapTHBIX 00pasioB (K-oTHOIEHUI), TaK KaK B IIO-

CTIeHUX Takas moxsapanka orcyrersyer (BN, an-
Mas Ha puc. 1, 6, 8, Fe,05 u 7.1.), 1, cmeoBarensHo,
K B3aHWKEHWIO PACCUUTHIBAEMbBIX KOHIIEHTPAIIHH.
[TosToMy TOK my4Ka 9I€KTPOHOB HEOOXOIUMO BBHIOH-
pars B 06JacTH IUHEHHOTO M3MEHEHUS WHTEHCHB-
HOCTH AHAIUTHIECKUX JTUHUU KOHKPETHO I KaK-
moro obpasma (cm., mampumep, KNO; u NH,NO;
Ha puc. 1, a). Ilo pesynpraram Hammx wuccieoBa-
HUU MaKCHUMaJIbHbBIN TOK IPU U3MEPEHUU B PEKUMeE
pacrpa 20 X 20 MEM? OrpaHHYMBAETCA 3HAYCHHEM
50 HA.

B nensx ysenwdeHus WHTEHCHBHOCTH AHAJIUTH-
YEeCKHX JIMHUH [JIs U3MEPEeHUH ObLI BLIOPAH pasMep
pactpa 40 X 40 mm? ¢ mepememeHueM o0pasia
B npepenax mromagku ~100 X 100 Mxm?, 4To 1I0-
3BOJIMJIO ITOBBICUTH TOK IIOTJIOIIEHHBIX JJIEKTPOHOB
1o 120 — 150 A (cm. puc. 1, 6, 8) U, Kak ClIeICTBUE,
YBEJIWYUTb UHTEHCUBHOCTD JUHUH IPUMEPHO B 2 — 3
pasa.

Ha moBepxmoCTH HCCIeayeMbIX 00pas3I[0B MOTYT
TIPUCYTCTBOBATh A30TCOMEPIKAIINE U JPYyTHhe KOM-
IIeKcHbIe Tpynnbl. [IpoaykramMu pasnokeHus HUT-
paToB B TBepHOH (pase SBISIOTCA IIOCIEIOBATEIHHO
HUTPHUTHI, OKCOHUTPATHI, OKCUIBI, HHOTA METAJIbI
(korma oxcup Heycrouuus, Hampumep, Ag,O Ha mo-
Bepxuoctu AgNO;), a B rasoBoii paze — NO, NO,,
O, u N,. Ilpu Bo3zmelicTBUM IydYKa 3I€KTPOHOB HA
06pasIbl, MOKPBITHIE YIJIEPOSHOH IIEHKOM, HAOJIO-
JaJIv, 9TO IPOBOJAIIAA IJIEHKA WHOTJA B31yBaeTCA
u jomaercd. O6pasibl, MOKPHITHIE CIOEM AHTHCTA-
THKA, 0Ka3ajuch 00jiee YCTOMYUBHI K BO3IEHCTBUIO
My4YKa BIeKTPOHOB. K Ipyrum mpeumyiiecrsaMm aH-
THUCTATHKA CIEJyeT OTHECTHU €r0 HPOHUKHOBEHWE B
IIOpPHI ¥ HEPOBHOCTHU Pelbeda MOBePXHOCTH HETIOIH-
pPOBaHHBIX 00pPa3I[0B, YTO O0GECIIEYUBAET CILIOIII-
HOCTB TOKOIIPOBOJIAIIETO MOKPHITUA U IPEIATCTBYEeT
00pPa30BaHUIO JTOKAJIBHBIX CKOILIEHUH 3apAIOB.

Cuernoe Bpems mpu omnpexmernenuu C, N u O
o6braro BhIOMpanu 10, 100 u 30 ¢ cooTBETCTBEHHO.
Ha pmuc. 2 moxazaHo u3MeHEHHE HHTEHCHBHOCTU
NKa- u AgLo-nmuunii B o6pasue AgNO; mpu mocite-
IOBaTeIbHBIX H3MepeHuax 06e3 cMeleHns 0o6pasia B
peKuMe TOYKHU U pacTpa U CO CMEeIlleHUeM B PeKuMe
pacrtpa. 3aHWKeHUA HWHTEHCUBHOCTU aHATHUTHYE-
CKUX JTUHUH KATHOHOB II0 Mepe pPocTa CTATHIECKOTO
3apsana Habmoganu takke aisa aurpaTroB Na, K, Rb
(omeprus K-yposueit Na u K — 1072,1 u 3607,4 5B;
LII,III'yPOBHeﬁ Rb — 1863,9, 1804,4 5B [13]) u ap.
Hawubomee sddexruBHO BO30Yy:KIeHHEe PEHTTEHOB-
CKOT'0 U3JIyYeHUs JIeKTPOHAMHU, SHEPTUS KOTOPHIX B
IBa pasa MPEeBbIIIaeT KPUTHIECKYIO SHEPTUI0 HOHH-
sanmu [11, 12] (sueprusa K-yposueit C, N, O pasua
283.,8, 400,0, 531,7 5B coorBercrBenuo [13]). Takoe
pasivurie B SHEPTHUAX HOHUI3AIUK IIPUBOIUT HeE
TOJBKO K 3aHUKEHHUIO0 CyMMbI PACCUUTAHHBIX KOH-
[EHTpAIUi BCEX JJIEMEHTOB B o0pasie, HO H K
omwubKaM B aTOMHBIX COOTHOIIEHHSIX W3-3a PA3JIH-
YU C POCTOM CTATHYECKOTO 3apsja Yuciia MOTepsH-
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Puc. 2. 3aBucumocts narencuBHocTH Ka-muuuu N (1 - 3) u
La-muaun Ag (4 — 6) or Bpemenu ansa obpasma AgNO; mpu
TocIe0BaTeIbHBIX H3MEPEHNUAX: aHATIU3 B PEIKUMe TOIKH —
1, 4; B pesxume pacrpa (15 X 15 mm?2) — 2, 5; B pesxume pac-
Tpa ¢ mepemerneHuaMu B obmactu 50 X 50 mgm2 — 3, 6
(10 B, 120 HA, Bpems cuera ogHOro usmepenus — 30 ¢)

Fig. 2. Time dependence of NKa line (I - 3) and AgLa line
(4 - 6) intensity for AgNO; sample during the consecutive
measurements: point mode analysis — 1, 4; raster mode
analysis (15 X 15 pm?2) — 2, 5; raster mode analysis with
sample movement (50 X 50 pm2) — 3, 6 (10 kV, 120 nA, cal-
culating time of single measurement — 30 sec)

HBIX AKTOB MOHHU3AIUU I BO30Y:KIEHUS PA3HbIX
aToMOB.

IIpu onpenenennu opmbr NKa-TuHUH B HUT-
patax u3MepeHUs CIEeKTPAJIbHOM WHTEHCHUBHOCTHU
MPOBOIMIHN IIPHU ycKopsitoiieM Hanpsixenun 10 kB u
TOKe mmydka 21eKTporHoB 80 — 110 HA B mHTepBaie
Asin©® = 4000 - 10-%, pasHOMepHO pasbuTom Ha 40
y4acTroB (41 Touka), B pe:KxuMe pactpa ¢ TMHEHHBIM
pasmepom 50 MKM ¥ II€peMeIeHreM 10 IOBEepXHO-
cTu 06pasIa; CYeTHOE BpeMs W3MEPEeHUs WHTEHCHUB-
HOCTH B K0 Touke — 30 c.

O6cy:xaenue pe3yabTaTOB

Onpenenrenne HHTEHCHBHOCTH
dona Ka-muauu N

Hsmernernus nenpepvlénozo (mopmo3nozo) cnek-
mpa. Ilpu mMurpoanamuse BO30y:KIAIOT IIEPBUYHOE
PEHTTEHOBCKOE M3IIyYeHre, TT03TOMY (POH B 00IacTH
Ko-nmuHuii JIeTKMX 5JeMEHTOB OIpefesserca IIpe-
HMyIeCTBEHHO HeNIPepbIBHBIM TOPMO3HBIM PEHT-
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TeHOBCKHM H3JIyYeHHEeM, BOZHHUKAMOIINM IIPU B3au-
MOJEHUCTBHH IIy4Ka SJIEKTPOHOB (yCKopsmllee Ha-
npsa:xenne — 10 kB) ¢ aromamu uccaenyembix 06-
pasmoB. Ha WHTEHCHBHOCTH HEIIPEPHIBHOIO CIICK-
Tpa, BO30y:KIaeMOoro B 00pasiiax B JINHHOBOJHOBOM
obacTu, TakiKe BIHSIOT 00paTHOE PaCCesHHe DJIeK-
TPOHOB, CHJIBHOE IIOTJIOIIeHNEe WM3IyYeHHs U allla-
patypuble uckaskenus [11, 12].

HMurencuBHOCTD (POHA U3MEPSIOT PSAOM C JIUHU-
eif ¢ ITMHHOBOTHOBOH (Iy,,) M/UIH ¢ KOPOTKOBOJIHO-
BOH (ch—) CTOPOHBI OT MAKCHMyMa aHAJIUTHIECKOH
auaun. /18 wHTEeHCHBHOCTH (POHA B MaKCHMyMe
aHaTUTUYeCKOu auunu (I g‘a") uMeeM:

Iglax = Y+Iq)+ = Y—Iq)_, (1)

rme y., Y. — K03pUIMEeHTbI HAKIOHA JIUHWH,
anmnpokcumupyioiei ¢ou. Hampumep, mmsa yrie-
pona B obnactu Ka-nuuaum y, = y_ = 1 [4]. Jluaun
asoTa W KHCIOPOJA TONAJAlT HA HAKJIOHHBIH
YYaCTOK HEIPEPhIBHOTO (TOPMO3HOTO) PEHTTEeHOB-
ckoro crekrpa. IIpu sTom eciiu B 06s1acTu TUHUY KH-
ciopoaa pOH MEHSEeTCA IMHEHHO, XOTS U € 6OJIBIITHM
HakiIoHoM (Tabma. 1), To B obacTu IUHWK a30Ta JIH-
HEHHOCTH OTCYTCTBYET.

YunuThiBasg  DHEPTeTUYECKOe paclpefiesieHne
doroHoB HempepsiBHOrO crekrpa [11, 12], mpwu-
OMIMKeHHYI0 SMIIMPUIECKY0 opMyJIy aJs pacuera
CIIEKTPAIIFHON WHTEHCUBHOCTH (PoHA B obiactu
JVHUH as3oTa B obpasmax, He COAep:Kallux asoT
(mampumep, B anmase (rpaduk Ha puc. 3)), HO CO-
IePIKAIINX KATHOHBI WCCIEAYEeMbIX COeTUHEeHUMH
aszora (cM. yKasaHHbIe Bbillie (POHOBBIE OOPA3IIHI),
noxyyanu ¢ momornbio nporpammbl EXCEL cneny-
oruM  obpasoM. CHekTpanbHyI0 HWHTEHCUBHOCTD
dona I4(x) = f(x) wsmepanum B HHTepBale IJIHH
BomH A =27-35A (Asin® = 7000 - 10-5), pasHO-
MepHO paszburom Ha 70 paBHBIX y4acTKoB (B 71 Tou-
Ke), mpu yckopswomeMm Hanpskenwu 10 kB, Toke
myuka 37aekTpoHoB 120 — 140 HA u cueTHOM Bpe-
MEHU W3MEpPEeHHUW HHTEHCHBHOCTH B KAKIOW TOU-
ke 3 — 5 ¢ B nuddepeHInaIbHOM pPeKIMe PerucTpa-
uwuu (cM. puc. 3). [lepemennasn Benvanna x = A/A™,
rome A" = 2d sin ™2 = 31,335 A COOTBETCTBYET
IJIMHEe BOJHBI B Makcumyme Ka-TuHWE asora B
BN,y (B cuHTETHYECKOM 00pasiie H3BECTHOTO COCTa-
Ba, WCIIONB3yeMOM B Ka4yecTBe 06pasiia CpaBHEHUS
IUIA a30Ta).

Hdna ompeneneHWs SMOUPUYIECKOH (DOPMYJIbI
PACCYUTHIBAIA 3aBHCUMOCTD BEJIMUMHBI ¥ OT X (CM.
puc. 3) Kax

y(x) = I(0)x?. (2)

3areM MeTOJOM HAWMEHBIINX KBAJApPaTOB all-
MpOKCUMHPOBAIN y(x) JIUHEHHOH 3aBUCHMOCTBHIO
(myHKTHpPHASA JTUHUI HA PHUC. 3):

y(x) = A -ax. (3)

300
g o I
s s
= 250 w oy
A «TPeH[»
=
E | o oR&g
£ 200 &0
g > SRICA
£
$ 150
)
~
100 ‘

0,88 0,9 092 094 096 0,98 1 1,02 1,04 1,06 1,08 1,1 1,12
x = A/Amax

Puc. 3. $opma dona («rpenn») IuHAU a30Ta B ajaMase

Fig. 3. The background intensity (trend) of NKa line in
diamond

Ilogacrasue ypasuenue (3) B (2), mosyuaem gop-
MyJIy IJisi pacdera CIeKTPAIbHOM HWHTEHCHBHOCTH
doma:

(1—x)}:A 2 @
Y

a

A-a
I ()=2"%14
» ) x2[ A-a

Benmuuna 1/y ompemenser Toabko opMy KpH-
BOH MHTEHCHBHOCTH, 8 HHTEHCUBHOCTH (DOHA B MAK-
cumyme auHuUM (mpu x = 1) [ b= A - a sBusercs
HOPMHUPYOIIMM MHOMKHUTEIEM, 3aBUCAIIAM OT COCTa-
Ba obpasna. Ho Torga Hakion doua paBeH

2
yy =t (5)

- a °
1+A 1-x,)

—-a

ITpu PCMA, usmepuB HHTEHCUBHOCTD (hoHA g,
PAIOM C aHAIUTHYECKON nuHHeH, mo dopmyre (1)
ompejiensieM WHTEHCHBHOCTH (pOHA B MaKCHMyMe
aHATUTHIECKOH muHuu [ 4%,

Ha puc. 4 Hapanmy ¢ SKCIIepUMEHTAIbHO OIpejie-
smeHHON hopmoit ona B obmactu Ka-TuHUM as3ora
nns BN,y 1 00pasioB CHHTETHIECKUX COeIMHEeHHH
¥ MHHEPAJIOB, HE COAepP:KalluX a30T (TOYKH), IIpej-
CTaBJEHBI «TPEH[bl», PACCIUTAHHBIE II0 (POPMYJIe

Ta6mauua 1. I[Tapamerpsr 11 onpeneseHuss HHTEHCHBHOCTH
d)OHa: IIOJIOKECHHUS MaKCUMyMa HUHTEHCHBHOCTH aHA/IUTHUYEe-
CKOU JIMHUH ¥ TOYEK U3MepEeHus (POHA OTHOCUTEIHHO MAKCH-
myma (sin 6max, A sin 0. ), maxmon dona (y.)

Table 1. Parameters for determination of the background
intensity: the position of the maximum intensity of the ana-
lytical line and points of the background measurements re-
lative to the maximum (sin 6™, Asin 6,,), the background
slope (y.)

Ananu-

TTonoxenune TTosurusa

Hagxmomn,
THYecKasd MAaKCHMyMa JIUHWH, H3MepeHus QoHa, v
JAHUAS 1075 - sin max 1075 - Asin By, *
OKal7] 23100 +3000 1,6
NKa 31341 -1600 0,826
+1600 1,211
CKa [7] 44193 -2000 1,0
+4100 1,0




10 «3aBojckasn Jaboparopus. [[marnocruka marepuaaos». 2019. Tom 85. Ne 11

400 -

a
350 -
5 300 - h
: b
© 250 |
d \
g 200 -
o
Mm
§ 150 -
o
& ®
2 100 - —@— BNyy6
50 - trend
0 T T T T T T T T r . . \
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12
300 -
8
250 - ° A
S trend Ag
E' 200 - u RbyNb,O44
o
i nan .I-'Ll trend Rb
é 150 1 @
e %
£ 100 ©
B
o
=~
50
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12
250 -
. In a
= 200 A
© trend In
o
g ====- Al,O
% 150 - 278 | "
§ — -+ trend A $ *‘
= * " S
=) v
S 0 ﬂf‘fo{\s\ﬁ . ; x"x
g '3“?" $3 ""gj»’w b0 %00 & ! &"c* o
= 50 @ *- 3 ”‘\f“‘oo ’: * y e
hi N ;&’3.‘”’ — .Q.ONO‘,”M‘I %
* o «;
0 T T T T T T T T T T T ,
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12

300 -
Noote
* Vet ¢
& 250 - ".\»\2‘ 6
E N, A“A o0,
2‘ AA‘h\ .: X o .
2200 - A, A % N\ ¢
g A A'“A‘A 0‘ &‘ * o0
£ N, 4 %o,
2150 ) AN A A0, “
E trend C A hTu‘ ".ﬁ‘
. A
100 - A B12O3 A A AAAA AA‘T
trend Bi
50 r T T r r T T r T T T ,
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12
A/)lmax
400 +
., o o BaSO, ¢
350 | “eSge o e trend Ba
. ® 'c-.._o.-.. O  CaSO,
2300 1o o e o trend Ca
; o
& 250 -
|
3
& 200
g J
Q
=
Q
g 150 -
=
100
50 : : : : : : — —
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12
200 -
e
5’ R —A— aIBOUT
o 150 \ * ¢ OpTOKJa3
g I e B
S qy““ A“A e
5 0“‘ . trend Be
2 100 - ™ A
S q
E ‘1‘% ‘% g: *a : ’.3
= > o A
£ ~den o, * W% ‘i““OA &{‘::t““q‘.ﬁvf\‘ A’A\LA'A
E 50 { @ @ ..n... ® * \,AX LXAQ}&A %
= .%&Oﬁ%@ ® %
0,0, 'ir‘.'a!;.&g.c_o >
0 T T T T T T T T T T T )
0,88 0,9 0,920,940,960,98 1 1,021,041,061,08 1,1 1,12
MAmax

Puc. 4. PenrtreHoBckre CreKTpbl 06pasioB COeqUHEHHH 1 MUHEPasIoB B obaactu Ka-mvaun azora B narepsaie 27 — 35 A (ycro-
pstoiiee Hanpsurenne — 10 kB; Tok myduka smekTponoB — 120 — 140 HA; Bpems cuera B Touke — 3 — 5 ¢; Amax = 31,335 A coor-
BeTcTByeT MakcumyMmy Ka-muaun asora 8 BN, muddepeniuanbubiil pesum JUCKPUMUHAIIE aMILTUTY Tl CUTHATA)

Fig. 4. X-ray spectra of the samples of compounds and minerals in NKa line within the range of 27 — 35 A (accelerating volt-
age — 10 kV, electron beam current — 120 — 140 nA, calculating time in the point — 3 - 5 sec; 11, = 31.335 A corresponds to
the maximum of NKa line in BNcub, the differential mode of the amplitude signal discrimination)

(4). Koadppunmenrtsr xoppensuuu R MexKIy 9KcIe-
PUMEHTAIBHBIMA W PACYETHHIMU 3HAUYCHUSIMU HH-
TeHCUBHOCTH (POHA B 00JaCTH MaKCHUMyMa JIUHUN
asoTa MpuBeaeHbI B TabI. 2.

YcraHoBIEHO, YTO ()OpMa HEIPEePLIBHOTO CIIEK-
Tpa NPAKTUYECKH He 3aBUCUT (IpU HEU3MEHHOM
YCKOPSOIIeM HaNpsSKeHWH) 0T 3(PQeKTUBHOTO

aTOMHOTrO yucja oopasia (IIpoBepeHo ais 06pasIos
¢ 3(p(hpeKTHBHBIM aTOMHBIM YHCIOM B qUanasoHe 6 —
75,3). Ha puc. 5 mokasana ycpemHeHHas OTHOCH-
TeIbHAA WHTEHCHBHOCTb (hoHa Ig/ b, MBMepeH-
HOTO IS IIECTH (POHOBBIX 00pPA3I0B COENUHEHWUI,
He COoJep:KalluxX asoT (ammapaTypHble HCKAKEHUT
VUHUTBHIBAIOTCA aBTOMATUIECKH).
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Ta6muna 2. Koaddunuentsr koppenanuu (R), sdderTuable aromuble yucna (Z,;) u 3HaueHusa HarkmoHA ¢oHa (y.) Ha pas-
JMYHOM PACCTOSHUM OT MAKCHMyMa JIUHUH a30Ta B BN, ¢ 11 oroBBIX 06pasmos

Table 2. Correlation coefficients (R), effective atomic numbers (Z.4) and background slope values (y.) at different spacing
from the maximum of nitrogen line in BN, for background samples

Asin© = -3700 - 107°

DoHOBbBIE T R Asin 6, = +38400 - 10-5 Asin®, = £1500 - 105
06pasIret € a Y4 Y- Y+
Amnmvas 6,0 0,974 0,651 1,451 0,841 1,182
Al,O,4 10,6 H/0O 0,552 H/0 0,780 H/0O
CaSO, 13,4 0,970 0,630 1,506 0,828 1,201
RbyNb,O,; 31,97 0,951 0,618 1,541 0,821 1,213
BaSO, 37,34 0,974 0,633 1,499 0,830 1,199
Ag 47,0 0,917 0,638 1,485 0,833 1,194
In 49,0 H/0O 0,573 H/0 0,794 H/0O
Bi,O4 75,27 0,952 0,642 1,475 0,835 1,191
Cpennee — — 0,617 1,493 0,820 1,197
IIpumeganme. «H/0» — He ONPEIENIIIN U3-38 HAJIOKEHUS MEIIAONUX JINHWH.

Z i oIIpeieniieTcd KaK CyMMa IIPOU3BeeHIH KOHIIEHTPAIIUI BCEX 9JIEMEHTOB B 00pasiie Ha UX aTOMHbIE HoMepa Z.

Ta6auna 3. Memaromniue THHUY U Kpas [IOIVIOUEHUA PAAa 3JIeMeHTOB B obmactu Ka-1uHun a3ora

Table 3. The interfering lines and absorption edges of the elements in the vicinity of NKa line

®oHOBBII 06paser; JneMeHT C, % macc. JIlunus Kpaii mormouienus ) A1) A/Amax

Ag,Te Ag 37,16 My 30,82 0,984
My, 31,14 0,994

BN,y N 56,4 K 31,03 0,990

31,335* 1

Al,O4 Al 52,09 Ka(4)** 33,357 1,041

Oproxnas 9,8

Amns0ur 10,19

Oprokmnas Si 30,7 Ka(4) 28,502 0,911

Annour 32,17

* JlaHHbIe HTOH PAabOTHL
** B ckoOKax yKasaH MOPAI0K OTPAKEHUS.

He6onbinre pasiauuvs B HAKIOHAX «TPEHIOB»,
HO MAaKCHUMAJbHbIE JJI HCCIEIOBAHHBIX (POHOBBIX
06pasIoB, MOTYT OBLITh CBSI3aHBI C HAJIOKEHUEM Me-
[IAOIIUX JIMHUA BBICIIAX IIOPSATKOB OTPAMKEHMS
(Tabi. 3) WIK ¢ PA3TUIHBIM BHUIOM 3aBUCHMOCTH KO-
adpdurireHTa MOTIOMIEHUA OT JIUHbBI BOJTHBL.

Kak moxaspIiBaloT WMCCIEOBAHUS IOMYyYEHHBIX
C HCIOJIb30BAHUEM PEHTIEHOBCKOIO CIEKTpOMeTpa
«Creapar» iryopecrieHTHBIX Ka-CIIEKTPOB a3ora B
NO-, NOy,- u NHy-rpynnax [14], cmexkTpsl azora
pAaCIeIIAIOTCA Ha KOMIIOHEHTBHI B HHTEpBaje
395 — 410 sB!. Yro6b1 MpubIU3UTHL 3HAYEHHUS KO3~
(punimenToB HakmOHA (poHA K eTUHHUIIE, WHTEHCHUB-

1 demopenko A. JI. PeHTreHOsIE€KTPOHHOE U PEHTTEHO-
CIIEKTPAIIbHOE UCCIIEL0BAHNE DIIEKTPOHHOTO CTPOEHUS CTa-
OUIBHBIX HUTPOKCUIBHBIX PASUKAIOB U KOMILIEKCOB IIepe-
XOJHBIX METAIJIOB Ha MX OCHOBE: JHUC. ... KAHA. (DU3.-Mar.
Hayk. — HoBocubupck, 2015.

HOCTBH (DOHA HY:KHO HU3MEPATH KaK MOKHO OIMKe K
o6macru crexrpa 30,243 — 31,430 A, uro coorserer-
Byer Asin®, = 1600 - 105 (cm. Tabm. 1).

Hanoorcerue mewarowux aunuii. B tabn. 3 npu-
BeJIeHbI JINHUH HEKOTOPHIX DIIEMEHTOB (IUCKPETHBIH
CIEKTp), HAKIAABIBAIOIINECT HA AHAIUTUIECKYIO
JIMHUIO a30TA. JTO CIIEKTPHI BBICIIUX MTOPIAKOB OT-
paskenus ot kpucramia ODPB. IlosTomy npu ana-
JW3e WCIHOoJAb3yeTcsi Mu(PepeHnaaIbHbId PeKUM
perucrparuu ammIuTyabel curaaia (mopor — 0,5 B,
oxkao — 4,0 B). Ilpumep Takoro Hamo:xeHuUs Ipe-
cTaBJIeH Ha puc. 4, 0, e.

Kax Bumno us puc. 4, 0, e, HanboIee UHTEHCHUB-
ubI Memaortiue tuauu AlKa u SiKa ueTBepToro 1mo-
pAIKa OTpasKeHWs OT Kpucrawia. bojee ciabbie
nuckperHble nuHuM — KB-nmuaun v gunvu M-, L-ce-
puii 4 — 6-r0 TIOPAAKOB OTPAKEHUA — B CIIEKTPax
00pasIoB 3aMeUeHbI He OBLIHN.
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Puc. 5. OrHocuTenbHas WHTEHCHMBHOCTH (poHa [
= 1/y, B obmactu NKa ana o6pasmos anmmasa, Rb Cf\I nu
YCpPeIHEeHHBIN TPEH]I IS MIeCTH (DOHOBBIX o6pa3u013 (<—> —
IUATIA30H MPOTIKEHHOCTH AUCKPETHOro crekrpa N B pas-
JIMYHBIX A30TCOMEPKAIIUX COSTUHEHHUIX)

Fig. 5. Relative background intensity I,./Ipa = 1/y. in
the region of NKa line for diamond and RbZNb‘lO11 samples,
average trend for six background samples (<> — the range
of discrete N spectrum in different nitrogen-containing
compounds)

Bausnue na ¢porn cmpykmypst cnekmpos nozao-
wernus. llpuBenennnie Ha puc. 4 U3MEHEHHU HHTEH-
CHUBHOCTH (DOHOBOTO H3JIyUYEHUS XapaKTepPU3yIOTCS
MOHOTOHHBIM M3MEHEHHEM K09((UIMeHTOM II0IJI0-
mennda. Ecan B 06/1acTh aHAIUTHYECKOR JIMHUU a30-
Ta IOMANAIOT KPas IIOTJIOIIEHUsS 3JIeMEeHTa, BXOJd-
II[ero B COCTaB 00pasiia, 3TO CKa3bIBAeTCA HA HHTEH-
CHBHOCTH W CTPYKType (oHA mox nuHneid (cm.
tabn. 3). Ha puc. 6 mokasam sdpeKT MOorIomeHus
M y-kpasvu cepe6pa HeIIPepLIBHOTO CIEKTpa B 00-
mactu Ko-nmuaun asora B Ag,Te mo cpaBHeHHO C
YHCTBIM TeJLIypoM, rae 3erT orcyrcTByeT. Poib
CKAUKOB TOIVIOIIEHHUS YYUTHIBAIN BBEIEHHEM IIO-
mpaBok [13]:

I(I;ax :(Y+Fa{nax/Fa+)I(b+’ (6)

rie I, — u3MepeHHas HHTeHCUBHOCTDb (poHA crpa-
Ba OT aHaAMUTHYecKoH muamm; F"* u F; — mo-
MPaBKX HA MOIJIOIIeHHE, PACCUNTAHHBIE B IIPOTrPaM-
Me PAP ¢ mpuMeneHureM pa3iaudIHbBIX KO3(QUIIHEH-
TOB TIOTJIOIIEHHUsI B OOJIACTH MAKCHMyMa JIMHUUA ¥
PAIOM ¢ HEW COOTBETCTBEHHO.

BawxHAa TOHKaA CTpPyKTypa Kpas MOTJIOIIEHU
asora 3anmmaer obmacts 400 — 430 5B, a sueprus
Ka-muanm azora — 392,4 3B [13], mostomy mpu
ananuse (POH U3MEPSIN TOJBKO C JITHHHOBOIHOBOU
croponsl muHUH (I4,), a Bruaaue K-Kpas morionie-
HUSA a30Ta Ha (DOH IO IMHUEH YIUTHIBAIN B HAKJIO-
He ¢oHA.

BianaHue THIA XHMHYECKOH CBI3H
ua ¢opmy Ka-cmeKTpoB asora

Jlerkue smementsr (B, C, N, O, F) onpenenstor
mo Ka-TWHUAM, BOSHMKAIIMM IPH JJIEKTPOHHBIX
rmepexofax M3 BAJEGHTHBIX 2p-COCTOSHUNM BO BHY-
Tpenune ls-cocrosuusa. [losroMy Ha momo:keHue u
opmy Ko-TMHHA JI€TKMX SJIEMEHTOB B pPasiind-
HBIX COENUHEHHAX CHJIBHOE BIHWSIHHE OKA3LIBAeT
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Puc. 6. OrHocuTenbHAA WHTEHCHBHOCTh (QOHA B 00JacTu
Ka-nmunun asora ana BN, Ag,Te u Te

Fig. 6. Relative background intensity in the range of NKa
line for BN,;,, Ag,Te, and Te samples

Ky6?

cub>?

XMUMHYECKAsA CBf3b, YTO IPHUBOAUT K CABUTY MAakK-
CHMyMa, MU3MEHEHHIO IINPHUHBI JUHUH, ITOSBICHUIO
CaTeJJIUTOB, PACIIEILIEHWI0O HA KOMIIOHEHTBI U T.1.,
a CcremoBaTeNnbHO, K OIMMOKAM B OIMPEIeIIeMbIX
KOHIIEHTPAIUIX.

ITo Tumy XMMHYECKO# CBSI3M a30TCOAEPIKAIIHEe
COEWHEHUS eNIT Ha WOHHBIE W KOBAJEHTHBIE.
B coenunenmax asora ¢ 6opom (BN,,) u Kpem-
HUEM KOBAJIEHTHAs CBf3b SIBJAETCH OCHOBHOM. W3-
BECTHO, 4T0 B HUTparax rpymnmna NOj mpexcraBnser
CO00M IIJIOCKHI TPEeyroJIbHUE ¢ aroMoM N*2 B men-
tpe. B mmockoit rpynme C-O-NO, xumudeckas
CBSI3b C OPraHUYECKHM PaJUKaJIOM — KOBAJIEHT-
Hasg; B HUTPATaxX MI[EJOYHBIX M I[EJIOUHO3EMENb
HBIX METAJIJIOB CBA3HW IIPEHMYIIIECTBEHHO HWOHHBIE.
B murpare ammonua N-3H,N*50; nsa atoma azora
HedKBUBaJIEHTHbI. B HuTpuTax anmon NO; mmeer
HenwHelHyo KoH(urypamuo: yron ONO pasen

115°, tun cBasu M-NO, — WOHHO-KOBaJIEHT-

HbIA. B oOpramuyeckux HHUTPUTAX CBI3b TPYIII

-O-N*3=0 c aromom yriepoga — KOBaJeHTHasd.
O

B kapbamume H,N~ “NH, aTOMBI a30Ta CBA3AHBI C
aToMaMu BOJOPOJA U YIJIepoaa, a KHCIOPO] CBSI3aH
TOJIBKO C YTJIEPOJIOM.

HccnemoBanmu dopmy Ka-crrekrpo N, C, O B
pasnuuHbIX obpasmax (pumc. 7, 8, Tabn. 4). Coexrp
asora B Kapbammue 1mo opMe MOmOOEH CIIEKTPY B
BN,y (cMm. puc. 7, a), 9TO CBH/IETENLCTBYET O KOBA-
JIGHTHOM THIIE CBSI3H aTOMOB asora ¢ cocemamu. C
Ipyroi cropoHsbl, Ka-cmekTp yriepoma (sHeprus
makcumyma “a” — 278,1 sB) B kapbamume momobeH
ciekrpy C B kapbomare CaCO; (mMakcumym —
280,2 5B) [4] (cm. puc. 7, 6): Hanmuyue nura “b” 00y-
CJIOBJIEHO TMPWMEIINBAHUEM BOJHOBON (DYHKIAU
2p-9IIEKTPOHOB YIJIepofa K BOJTHOBBIM (DYHKITHUAM
3JIEKTPOHOB Kuciaopoaa. HebosbImmoit HAmibB “¢” ¢
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Puc. 7. Ka-nmunawu N (a) u C (6) (3a BbI4eToM TOpMO3HOT0 (DOHA) B PA3JIUIHBIX COeIUHEHUIX, moayueruble mpu PCMA u Hopmu-

POBaHHBIE HA IIJIOMIAAb ITUKA

Fig. 7. Ka-lines of N (a) and C (b) (excluding bremsstrahlung background) in different compounds (EPMA data) normalized

to peak square

ITUHHOBOJIHOBOM CTOPOHBI JUHUY, BO3MOKHO, 00Y-
CJIOBJIEH XUMUYECKOH CBA3BIO YIJIEPOAA C a30TOM.

Conexrp asora B wmurparax (cMm. pwuc. 8, a,
Tabia. 4) TmpeAcTaBIgeT COOOM CYIEepHO3UIIHI0 JBYX
TPYII TOJI0C, CMEIEHHBIX APYT OTHOCUTEIBHO APY-
ra; Kasgkmas TpyImna cocrouT w3 AByx jauuuit (A, D
wiru B, F) ¢ cooTHOIIIeHreM HHTEHCHBHOCTE!H B MaK-
cumyMmax ~2:1 U OJUHAKOBBIM PACCTOSHUEM MEKIY
HuMu. llogBrneHre KOPOTKOBOJHOBOTO [IBOMHOTO
makcumyma (D u F) B criexrpe asora 00ycaoBiIeHO
MPUMEITHBAHUEM BOJIHOBOU (DYHKIIHH 2p-3I€KTPO-
HOB a30Ta K BOJHOBBIM (DYHKIIHSAM 3JIEKTPOHOB KH-
ciaopoxa [14 — 16].

C MIMHHOBOIHOBOHM CTOPOHBI OT OCHOBHBIX JIU-
HUM PACIIOIOKEHBI JI0BOJbHO MHTEHCHUBHBIE CATE-
qautel (C Ha puc. 8, a).

Ha puc. 8, 6 nmpuBenennr Ka-CIeKTphI KUCIOPO-
Ja BO BTOPOM IIOPAAKE OTPAKEHUA OT KPHUCTAJ-
Jla-aHanu3aTopa (IIOJHOCTHIO MOLYYUTH CIEKTD KH-
CI0pOJia B IEPBOM IOPAAKE OTPAKEHHSA He yAaIoCh
M3-3a TEXHUYECKUX OTPaHUYEHUH mpubopa).

Ha pwuc.9,a mnpeacrasien peHTreHORIyO-
pecuentubii Ka-cuektp N B napa-HUTpOaHU-
auae NO,-CgH,-NH,, momyyenHblif ¢ HCIOIB30-
BaHHEM YHHBEPCAIHLHOTO PEHTTEHOBCKOTO CIIEK-
tpomerpa «Creapar» (cM. cHOCcKy 1). [ma BosOy:x-
EHUs PEHTTEeHOBCKUX XAPaKTEPUCTUIECKUX CIIEK-
TPOB  HCCIIELyEMOTO BEIIEeCTBA  HCIIOJIb30BAIN

Ta6mauua 4. [Tapamerpsr Ka-TuHuii KHCIOPOJA U a30Ta: THII XUMUYECKOH CBs3H, mojoxenus (9B) monoc B Ka-cnexkrpax N u O
(PCMA) B pasnu4HbIX 060pasnax, IOIPaBOIHEIH KOI((HUIMEHT B OTHOCUTEIbHYI0 HHTEHCUBHOCTS (1)g)

Table 4. The parameters of Ka-lines for oxygen and nitrogen: type of the chemical bond, position (eV) of band in Ka-spectra
of N and O (EPMA) in different samples, correction factor to the relative intensity (ng)

DJIeMEeHT, TUHUS

Tun NKa OKa
Oo6pasern XUMHAYECKON
cBa3u* Makcumym N Makcumym o
A B C D F a*** b c d *
BN,6 K 398,7 396,2 388,0 — — 1,00 — — — — —
NH,NO, K+H 399,2 394,2 385,3 4158 410,6 1,32 526,2 523,1 529,2 — 1,38
NaNO, n 400,5 394,2 383,56 411,9 4075 1,28 526,2 521,3 528,0 518,3 1,354
Ca(NOy), - 4H,0 u 400,8 398,0 387,4 408,1 4056 1,50 — — — — —
Kap6amun K 398,0 3954 — — — 1,164 — — — — 1,037

* Tun xuMmudecko csasu: K — xosanenrtnas, K + I — kosanentuas + nounnas, I — wonHas.
** [JomrpaBouHbIe KO3(MHUIMEHTHI NS B OTHOCHTENBHYI0 HHTeHCHBHOCTSL yraepoga B CaCO; n kapbamumae pasabr 1,03 u 1,00

COOTBETCTBEHHO.
*#% JTTomoxxeHnne MakcuMyMa B cuekrpe Fe,0O5 — 525,0 9B.
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Puc. 8. Ka-nmuauu N (a) u O (6) (3a BeraeToM TOPpMO3HOTO (hOHA) B HUTPATAX, HOJIyIeHHbIe sKcrnepuMenTanbuo (PCMA) u Hop-
MHPOBAHHbBIE HA IUIOIIAAb [TUKA

Fig. 8. Ka- lines of N (a) and O (b) (excluding bremsstrahlung background) in nitrates (EPMA data) normalized to peak
square

Hsbexars omubOK B aHAIW3E, CBI3aHHBIX

C BIIMSTHHUEM THIA XUMHWYECKOHN CBSI3HM aTOMOB a30Ta

XapaKTePUCTUYECKOe W TOPMO3HOE H3IydYeHHe Me-
mu. Ha puc. 9, 6 npencrasnen Ka-criekrp N B HuT-
pare ammonus (NH,)*(NO3)~, monyueHHbIil B maH-
voit pabore (PCMA). Bugwmo, uro Kak u mias na-
PO-HATPOAHWIWHA, CIEKTP IIpeicTaBjaeT co0oH Cy-
MTEPITO3UIINI0 KOMIIOHEHT, OTHOCAIIUXCI K HEOKBH-

C COCeIHHUMH aTOMaM# Ha (DOPMY CIIEKTPOB, IO3BO-
JIIOT IIOIPABKHU g B K,,,-OTHOIIEHUSIX; IIPA STOM
aHAIM3 IPOBOIUTCA II0 MHTErPAJIbHBIM HHTEHCHB-
HocTaMm (Kyg):
BaJIEHTHBIM (pasHOBAJEHTHBIM) aroMaM asora (cMm.

Tabi. 4). Crerrp atoma azora NO,-rpymnmsr 0THOCH-

TeabHO crexrpa aszora NHy-rpynn B napa-aHuTpo-

aHuInHe cMeleH Ha 4,9 3B, kak u B HUTpaTe aMmmo-

Hug (A-B).

K, (7

HU3M

= L/,

8
SCT/ICT ’ ( )

Ng =
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900 -
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500 -
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375 380 385 390 395 400 405 410 415 420
Jueprus, 5B

Oueprus, 5B

Puc. 9. Ka-ciekrpsl N: @ — dKcriepuMeHTaNbHBIH (CITIONIHAA JUHNA) U TEOPETUIEeCKUH (IyHKTUPHAA JIMHUA) PEHTIeHO(IIyO-
PecClieHTHBIE CIIeKTPhI B napa-uutpoanwituse [14]; 6 — nonyyennsiii merogom PCMA B HUTpaTe aMMOHUA

Fig. 9. Ka spectra of nitrogen: a — experimental (continuous line) and theoretical (dashed line) X-ray fluorescence spectra in
spectral p-nitroaniline [14]; 5 — EPMA data for ammonium nitrate
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KS = IlSKnsM == 7/ =G5 9)
ICT SCT /ICT SCT
roe I,, I,, — m3MepeHHAs HMHTEHCHBHOCTH (3a BBI-

yeToM (POHA) B MAKCUMyMe AHAIUTHYECKOH JIMHUK
B HCCIeXyeMoM o0pasiie U 06pasiie CpaBHEHHs COOT-
BeTCTBeHHO; S,, S,, — cyMMapHas WHTEHCUBHOCTb
Ko-nuavu 3a BhrMeTOM cymMMapHOro ¢oHa Sy MO
BCEM TOYKaM M3MepeHwus (I) B cciemyeMoM obpasiie
u 00pasiie CpaBHEHHUA COOTBETCTBEHHO:
Sx :lei _Sd)’ SCT :ZICTi _Sd)’ Sq; :Iér)laxz’yl’
12 12 13

e YL = 40,261 mpm Asin@,, = £1600 - 105
13
(cormacro copmyne (1)). Snavenua n§ ana asora
B Qopmyse (8) misi pasaudHBIX 00pPa3I[OB IIPHBE-
nensl B Tabm. 4 (ana BN, S../I., = 13,475 u 3nave-
HYe MY [PUHATO PABHBIM €HHAIIE).
XapakrepHble 0COOEHHOCTH CIIEKTPOB MOTYT
OBITH KCIOJB30BAHBI IS IeJIed HIeHTU(DUKALNI
THIIOB a30TCOJEPIKAIIUX KOMILIEKCHBIX TPYIII B KC-
clefyeMbIx COeIuHeHuAX (Hampumep, QYHKIIHO-
HAJIBHBIX TPYIIN B ITOBEPXHOCTHOM CJIO€ JETOHAITH-
OHHBIX AJIMa30B).

Bauanune OaMiKHEH TOHKOM CTPYKTYPBI
CIIEKTPAa IOIJIONIEHUs a30Ta
Ha pe3yJabTaThbl aHAIN3A

Bruto ycraHoBimeHO, UTO B HUTpATaX 3HAYEHHE
Kg nist azora B hopmysie (9) 3aHHKEHO OTHOCHUTEIb-
HO KP2%! MOJIy4eHHOTO [JIT TEOPEeTHIECKUX KOHITeH-
Tparui B mporpamme PAP ¢ ucnionb3oBanuem koad-
¢uruenta mnormomenus PN, NKa) = 1810 em?/r
[17]. HccnemoBano BIHAHHE TPAMOTO (POTOIO-
TJIOIIeHnus aToMaMu aszora uanydenus NKa u Top-
MO3HOTO (PoHA B 00JACTH AHATHUTHYECKON JHHUU
asora Ha 3aHMKeHre K-OTHOIIEHUA B UCCIAELYEMBbIX
obpasrax.

B pa6orax [18, 19] msyuanu obiactb OnM:KHEH
TOHKOH CTPYKTYpPBHI 1S-KpaeB IOIJIOIIEHUS ATOMOB
9JIEMEHTOB BTOPOTO IEPHO/a B yIBTPAMATKOH PEHT-
reHoBCKoi o6mactu crexrpa (10 — 50 A) ¢ menomsso-
BaHHEM TOPMO3HOTO W3JIy4YeHUA PEHTTEHOBCKOU
TPYOKH C BOJB(PAMOBBIM aHOAOM? CIIEKTPOMETpPa
PCM-500 ¢ BormyToii aud)pakKIiMOHHON PEIIeTKOLM.
Ha puc. 10 upexncrasiens: K-ClieKTphI MOTJIOIEHU
asora: ONMKHSIA TOHKAsA CTPYKTypa Kpas pacroJara-
ercs BbIme mopora nounusanuu 400 3B B unTepBae
suepruit 30 — 50 8B u BEIOuaer B cebs y3Kwe WH-
TEHCUBHBIE ITOJIOCHI TTOTJIONIEHHH.

B smuccnonnbx Ka-cnexkrpax BN, 1 kapbamu-
na (KoBaJIeHTHBIN THUI CBA3H aTOMOB a30Ta C COCe[I-

2 CuskoB B. H. Pacnpenenenne cui OCIULISTOPOB B 00-
JIACTH PE30HAHCHOM CTPYKTYPbI YJIBTPAMATKHAX PEHTre-
HOBCKHUX CIIEKTPOB IIOIJIOIIEHUs MOJIEKYJ ¥ TBEPABIX TeJ:
IHC. ... MOKT. (pus.-mar. HayK. — Caurr-Ilerepbypr, 2003.

05, =f (E)

2,0

Partial cross section, Mb

0,5

0,0+

T T T T 1
420 440 460
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T
400

Puc. 10. ITaprmansubie cedeHUsa MOIVIOMIEHUS 06PA3IOB
NaNO; (cruromrnas muuus), NaNO, (yHKTHpHAd THHUA) U
NH,F (Toueynas nuHudA): Ha BCTaBKe IPUBE/IEHBI CIIEKTPATIb-
Hble 3aBucuMocTH cyMM N1S-mapnuanbHbIX CHI OCIIEILIATO-
PoB 3THX MOseKy [19]

Fig. 10. Partial absorption cross sections of the samples:
NaNO; (continuous line), NaNO, (dashed line) and NH,F
(dot line); the inset shows the spectral dependences of the
sums N1S-partial oscillator strengths of those molecules
[19]

HuUMH aTomMamu) mosock Boimre 400 5B npakruyecku
orcyrcrByfor (cM. pume. 7). B mmrparax (NaNOs,
NH,NO,), kak ciemyer us tabi. 4, sHepreTHIECKoe
nonoxkenne nmukoB F u D Ka-cexkTpa azora annoHa
NOj; (PCMA, puc. 9) 6;1H3K0 K S9HEPrHAM II0JIOC IIO-
rnomenwus (405,7, 413,9 5B [19]) (puc. 10).

Ouenky koadqduieHToB morioenus K-kpaem
N wunrencuBaHocT NKa-nuamm p*(N, NKa) B Hu-
Tparax IOIy4YuIu ciemyoomuMm obpazom. Msmepsaan
K, ,-orHomenud (7) nmpu 10 kB u Toke myura 50 HA
B pesume pacrpa 40 X 40 mm? ¢ mepemeleHueM,
9T00BI TAPAHTHPOBAHO WCKIIOUNUTH 3aHMKEHHE WH-
TEHCHUBHOCTH 3a CUEeT 00pa30BaHUA CTATUYECKOTO 3a-
pAma HA MOBEPXHOCTH 00pasioB. AHAIN3 IPOBOIHU-
M 10 MHTeTpaldbHbIM HHTeHcuBHOCTAM Kg, (9) c

MIOIIPABOYHBIMH KOd(PPUIIHeHTaMu ng (cm. Tabm. 4):

I

mwy T+

1

CcT

Kgo=nY b+ (10)

rne ICT = IédfM - Y+ICTd)+'

B nporpamme PAP mis TeopeTHyecKwx KOH-
nenrpamuit NaNO;, KNO;, NH,NO; u (NH,),CO ¢
K03 puIrmeHTOM mornomenns  pO(N, NKa) =
= 1810 cm?r paccuureBamu K }**-orHOmeEHHA
(rabm. 5). Iro smavenue P°(N, NKa) ucmonb3oBanu
Takxe u A obpasua cpasHenus BN, . [lamee om-
pelenanu 3HAYEHWE TOMPAaBKKM Ha IIOTJIOIIEHNe
Ka-nunnn ng :

nS =K(I)Jacq/KS,0 .

[TommpaBky Ha morioieHue (hoHA O] TUHUEH
BBIUUCIAINA UTEPAIMOHHBIM METOIOM U BHOCHUJIH B
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Fig. 11. Dependence of K-ratio for nitrogen in NaNO; on
changes in p*(N, NKa) relative to p°(N, NKa) = 1810 cm?2/g

koapurment Harmona ¢onHa. Iad KOppeKTHOro
ydera 9TOH IIOMPABKU HCIOIb30BATH HOMPABOYHBIE
K09 (PUITIEHTHI I SMUCCHOHHOH juHuH [12]:

:ng I _Y+ I
Hu3am b
T]0 b+

1 0
nﬁb _np,5 Ks’l I
cr m

a HOBasd IIOIIpaBKa IJId SMUCCUOHHOM JTUHUN Torma
COCTaBHUT
1 _ acy
np _K (I)) /KS,I

u r.7. Ilpu n} i nit

N
s )
S,i ICT u3M

V.
|
nﬁ—l b+

}.

Yucimo wreparuii ¢ BBIOMPAIOT TaKUM 00pasoM,
9TOOBI TIOJIyYUTH XOpOIIIee COTJacue IOIPABOK
IJIT SMHUCCHOHHOM mnuHUH u (ona (cM. Tabm. 5).
[lonaras, uro zanumxenue Kg, oTHocuTenbHo K 5
00yCI0BIIEHO 2(P(PeKTOM CAMOIIOTJIOIIEHHUs, U3 Pac-
vyeroB B mporpamme PAP ompenensem 3HaueHue
p*(N, NKa), coorBercraymomee Kg; (puc. 11). 3Ha-
gernue Ap(N) = p*(N, NKa) - p°(N, NKa), xoropoe
ompepensercd  OMMKHEH  TOHKOHM  CTPYKTYPOM
K-ciextpoB morsomenus azora B NaNOQO;, oxasa-
nock pasabiM 7881 em?/r, a B NH,NO; — 3938 cm?/r
(cm. Tabm. 5).

B Ka-cmekTpe aszora B krapbamuzme (NH,),CO
(cMm. puc. 7) monoc Bwime 400 3B He 3aperucrpu-
poBaHo (aToM a30Ta He UMeeT XUMHUYECKOH CBS3U C
KucopoaoM) u 3pdeKT Pe30HAHCHOTO ITOTJIOIIEHUS
SMHCCHOHHOH JIMHUH OTCyTCTBYeT (cM. Tab. 5).

Ha mpumepe mutpara ammounums NHNO; (cwm.
Tabs. 5) BUAHA aAQUTHUBHOCTH BKJIANLOB OT HEJKBU-
BaJIEHTHBIX (PAa3HOBAJIEHTHBHIX) ATOMOB a30Ta B KO-
9(pPHUIMEHTHI TOTJIOIIEHNA: TOABKO TIOJIOBUHA ATO-
MOB a30Ta PE30HAHCHO IIOTJIOIIAeT H3JIyJeHHe Ha
nuse Bonabl nuHuu NKa. B KNO; ouens 6onbimnasn
TompaBKa Ha ToTaomenue 1, = K5 /K so' (e
Tabmi. 5) obycioBieHa 60gbIMIEM (POHOM IIPH BBICO-
KOM KO03(pHIleHTe IIOIVIOIIeHUsT H3Iy4YeHHus Ha
mimHe BoiaHbl auHuu NKa kaaueMm (Tadi. 6).

BamkHAs TOHKAsS CTPYyKTypa Kpas IOTJIOIeHHUs
yriaepona pacmosaraercs Boime 290 sB. B kapbamu-
e u CaCO; ocuoBHas crpykrypa crmexrpa C Ka pac-
nonoxkena Huke 280 5B, mosTomy B Ka-criekTpe yr-
mepoza OTcyTcTByeT 3(QQeKT CcaMOIIOTIONeHUs.

Ta6muna 5. [Tapamerpst 1y pacuera kosduireHTa HOrIoMeHus: naMeHeHre K-0THOLIeH s, II0IPAaBOYHbIE KO3(DUIIHEHTI
n7s yaera dopmbl criekTpa (nY) u nornomenus dona (ng’), OTIOTHUTENbHBIE K03ddunmenTs! noraouerus (Ap(N))

Table 5. The parameters for absorption coefficient calculation: changes in K-ratio, correction factors taking into account the
spectrum shape (n}) and background absorption (nl‘}’), additional absorption coefficients (Au(N))

Ob6paszery K, . w Ks) Kg; K§t CF, % mace.  Ap(N), em?/r nd
NaNO, 0,318 1,28 0,407 0,447 0,528 16,47 7881 1,193
KNO4 0,044 1,30 0,057 0,142 0,158 13,85 7876 1,115
NH,NO4 0,821 1,32 1,084 1,1503 1,433 34,99 3938 1,278
(NH,),CO 0,816 1,164 0,935 — 0,946 46,63 — 1,022
Ta6auma 6. Hexoropsie koadduiirmenTs mormomerus (cM2/T) mo JasabiM paboTtsr [19]
Table 6. The absorption coefficients (cm?/g) according to literature data [19]
D MECCHOHHAS Iormomaromuit aremenT
JTHASA N (6] C Na K Rb
NKa 1810 2530 25500 7330 35900 22000
OKa 17300 1200 12400 3520 19400 12800
CKa 4220 6040 2170 17000 5680 35500
NaKa 2970 4150 1980 561 3810 3298
KKa 118 162 82 360 167 1163
RbLa 785 1071 549 2338 997 910
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Ananoruuno u s kuciaopoaa: mosockl OKa pacro-
noxenb! Huke 531,7 5B.

Takum 06pasom, ¢ y4eToM OIpesieIeHHbIX B TaH-
HOIT paboTe mompaBok K K,,,-OTHOIIIEHUAM nls‘I , ng,
ng’ u Ap(N) (cm. Taba. 5) B mporpamme PAP [20]
ObLIN OIpe/ieNIeHbl KOHIIEHTPAI[UN JJIEMEHTOB B HC-
cnenyeMbix obpasmax (ta6m. 7). Ilpemensr o6uapy-
SKEHUS OIPEeIesIsii 110 20-KPUTEPUI0, COTIIACHO KO-
TopoMy ¢ 95 %-HOII BEpPOSITHOCTHIO MOXKHO OOHAPY-
JKUTh JIMHWIO JIEMEHTA JIWIh B TOM CIydae, eCiiu
ero coziep:xanue Gompie C

2M
Cp _2 e
M\

rae C,, — mpezen obuapysenus (% macc.), My u
M, — cxopoctu cuera (¢) B obactu pora u ot 1 %
MAHHOTO BJIeMeHTa, ¢ — BpeMsa dSKcrosumuu. [lpu
Toke 80 HA mpesien oOHApY:KEHUA yryiepona B Kap-
6amuzne cocrasua 0,33 % macc., a mipeaenabr 00HAPY-
JKEHUS KHCIOPOoAa W as30Ta B HUTpPATe HATPUS —
0,46 u 0,86 % macc. COOTBETCTBEHHO.

3axjaroueHue

B nanmoii paGoTe yCTaHOBIEHO, YTO IIPU PEHTTe-
HOCIIEKTPAILHOM MHKPOAHAIN3Ee PA3IUYHBIX MUHE-
PAOB M XMMWYECKUX COEIUHEHHH, B COCTAB KOTO-
PBIX COBMECTHO BXOMAT YTJIEPOJ, 30T U KHUCIOPO,
IIOMUMO CTaHIOAPTHBIX IIOIIPAaBOYHBIX d)aKTOpOB
nporpammbl PAP mpu aHanuse 1mo NUKOBLIM WHTEH-
cuBHOCTAM KQ-THHUI 9THX 2JIEMEHTOB CIEIyeT HC-
MOJIb30BATh TAKKE HETPATMI[MOHHBIE IIOIPABKH.
Tak rax Ko-muauu C, N, O BO3HHUKAIOT IIPHU SJIEK-
TPOHHBIX IEPEX0JaX M3 BAJEHTHBIX 2p-COCTOSIHHM
BO BHyTpPEHHHE 1S-COCTOSHUSA, HEOOXOIUMO YIUTHI-

BaTh BIAUAHHNE XUMUYECKOH CBA3KM HA PE3yIbTATHI
PCMA. Brumn ompeseneHbl TONPABKU, YIUTHIBA-
IOI[ie WHTETPAIbHYI0 WHTEHCHUBHOCTH JUHUH, B(-
(heKThI caMOmOTIIONIe U IWHUN a30Ta U IOTJIOIIe-
HUA a30ToM (poHOBOrO m3naydeHus. C mpyroit cropo-
HBI, XapaKTepHbIe OCOOEHHOCTH CIIEKTPOB MOTYT
OBITh HKCIIOJBb30BAHBI [JII HACHTU(PHUKAIIUA THUIIOB
(QyHKITMOHAIBHBIX TPYIII B UCCIEAYEeMbIX 00pasIax,
HAIIpUMep, JeTOHAIMOHHBIX anMazax. OmHAKO 5TO
TpebyeT TIATEIbHOTO y4eTa yCTONYMBOCTH 00pas-
OB K BOBJEUCTBUIO DJIEKTPOHHOTO IIyYKa 30HIOM,
0cobeHHOCTEH TTPOOOITOITOTOBKY U IPYTHUX SKCIIEPH-
MEHTATbHBIX (PAKTOPOB.

W3-3a BBICOKHX 3HAUEHHUH KOI(PQHUIIMEHTOB IIO-
rmomenua (ganpumep, P(C; NKa) = 25500 cm?/r)
MPUXOAUTCS WCIIOIb30BATh OOJBIIAE TOKU SIIEK-
TPOHHOTI'O ITy4YKa, CYIIIEeCTBEHHO YBE/IMYUBATH BpeMsd
cdera, YTO MPHUBOAUT K 00PA30BAHUIO CTATHIECKOTO
3apsa Ha IoBepxHOocTH obpasia. B pabore wuccie-
JIOBaHbI PasIWdYHbIE CII0cO6bI OOPBOBI ¢ adhderToM
sapanaku 00pasioB. CTabMIBHOCT, HHTEHCHBHOCTH
MOBBIIIIAETCA IPH aHAIW3E B PEKHUMe pacTpa o
40 X 40 mgm? ¢ mepemelleHHEM I[IOBEPXHOCTH 00-
pasiia OTHOCHTENBHO MydYKa 30Ha. Belia ompejgere-
Ha SMITHpPHYEcKas (popMmyJia I OMHUCAHUS (POPMBbI
¢ona B obmacTvi nUHMEM a30Ta — yHHBepCAIbHAT
[T JTI00BIX a30TCOAEPIKAIIIUX 00PasIioB.

I[Ipy peHTreHOCHEeKTPaNTbHOM MHWKPOAHAIN3E
VILTPAIUCIIEPCHBIX alIMa30B, 00PasIioB, BBIPAIIECH-
HBIX U3 HAHOAJIMA3HBIX KOJJIOUOB, U T.[. B IEPBYIO
ouyepenhb caenyeT o6paars BHUMaHHEe HA OCHOBHYIO
Ipo0JIeMy — yCTOMYHMBOCTH 00PA3IIOB IO AEHCTBH-
€M DIIEKTPOHHOTO IyYKa 30HA.

Ta6auna 7. Kornenrpanun onpenensieMbIx 3JIEMEHTOB U KO(MUITHEHTHI B XUMHIECKUX (DOPMYJIaX COeTUHEHUH

Table 7. Analyte concentrations and coefficients in chemical formulae

Coenunenre N (6] C Na K Rb H* Cymma
Konuenrpamnmus, % macc.

NaNO, 17,19 57,28 — 24,61 — — — 99,08
16,30 57,03 — 24,62 — — — 97,95

KNO, 13,55 46,42 — — 39,23 99,20
RbNO4 9,13 31,93 — — — 57,95 — 99,01
NH,NO, 35,63 57,60 — — — — 6,78 100,00
(NH,),CO 46,81 26,29 19,55 — — — 7,36 100,00

Kosddbunuentsr B xummaecknx opmyaax

NaNO4 1,04 3,04 — 0,91 — — — 4,99
1,00 3,07 — 0,93 — — — 5,00

KNO4 0,99 2,98 — — 1,03 — — 5,00
RbNO, 0,97 3,02 — — — 1,01 — 5,00
NH,NO, 2,07 2,93 — — — — — 5,00
(NHy), CO 2,02 0,99 0,99 — — — — 4,00

* Comepsxanne H onenmsanu mo pasuoctu ot 100 %.
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