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KonanyecTtBeHHOe onpeaeneHue
cogepXxaHusa 6opa B cTeknax

C MOMOLLbIO BO/THOANCNEPCMOHHOIO
PEHTreHOPIYOPECLLEHTHOr 0 CeKTpoMeTpa

VIK 543.427

MpuBefeHbl pe3ynbTaThl KONMMYECTBEHHOrO ONpeaeneHnsa CoaepXKaHus okcmaa bopa

B CTekne MeTofoM POC Ha cnekTpoMeTpe ZSX Primus IV Rigaku ¢ TOMOLULLIO peHTreHOoB-
CKOW TPYBKM, MOLLHOCTbIO 4 KBT, 1 COBPEMEHHOTO CUHTETUYECKOr0 MHOTOC/IOMHOrO
KpucTanna-aHanmiaTopa RX85. NposefeHa akcnepyMeHTabHas NpoBepka CUCTeMDbI
ABTOMATMYECKOrO KOHTPOA AaBNeHWS ANG NOALEPXKAHMSA CTabuAbHOro Bakyyma

B M3MEpUTENbHOM Kamepe. NMoKaszaHo BAMSHWE 3TOro napameTpa Ha CTabuibHOCTb
NMOJIy4eHHbIX pe3yNbTaToB. TeCTbl Ha MOBTOPAEMOCTL MOATBEPAMIN KAYeCTBO NMOJyYeH-

HbIX AaHHbIX.

Knro4yeBble cnoBa: 60p, CUHTETUYECKI MHOTOCIOMHbBIN KpUCTaNA-aHanmsaTop RX85,
CMCTEMA aBTOMATNYECKOrO KOHTPONS AasneHmns APC, MeToZ NPecCoBaHHbIX MOPOLLKOB,

CTeKOJTbHbIN MOPOLLIOK

BBegeHHe

Oxcup 6opa (B,0O; - aHruApus 60pHOM KHUCIOTHI) —
Ba>KHBIM KOMIIOHEHT, KOTOPBIM HCIIO/Nb3YyeTCsd IIPH
IIPOM3BOJCTBE CTeKIa. Ero m06aBIsSIOT /I CHUKEHUS
TeMIIepaTyphl pasMsrdeHus 6e3 M3MeHeHUs TaKHUX
XaPaKTePHCTHUK, KaK KOIPPUIIHEHT TeIlJIOBOIO PaCIlIH-
PEeHHUS WJIM XMMHYecKasl CTOMKOCTb.

JnrHa BOMHBI XapaKTePHUCTHYECKOI0 PeHTIeHOB-
CKOI0 U3JIy4YeHHS 60pa, B-Ka, 1octaTouHO Be/IKKa, 4YTO
3aTPyAHSeT aHAJIM3 3TOr0 3/IeMeHTa MeTOAOM PeHTIeHO-
dnyopecuieHTHOH criekTpoMeTpuU (POC). Llens paboTsl
COCTOSUIA B CO3IAHUHU 6/1aTONPUSTHBIX YCIOBUE U IIPO-
Be/IeHU U 3KCIIePHMEHTA I10 KOJIMYeCTBeHHOMY OIlpefie-
JIEHUIO COfiepsKaHMsI 60pa B CTEK/IAX C IIOMOIIBIO PeHT-
reHoQIyopeCcLieHTHOrO CIIEKTPOMeTpa.

YC/I0BHS 3KCIIEpHMEHTa
U o6opyAoBaHHE

H3mepeHHUs ITPOBOTUIIH Ha BOJTHOAHCIIEPCHOHHOM PEHT-
reHodayopecLieHTHOM cIieKTpomeTpe ZSX Primus IV
C PeHTreHOBCKOU pr61<01;1, MOIIIHOCTBIO 4 KBT (30 KB
1 120 MA), C yIbTPaTOHKUM OepU/IIHeBbIM OKHOM,

CraTbs nonyyeHa 7.02.2021
MpuHATa K nybamkaumm 24.02.2021

TonmurHou 30 MKkM U Rh-aHozmoMm, a Takke CTaHAAPT-
HBIM HabOpOM M3 YeThIpex KPUCTAITIOB-aHAIU3aTOPOB,
IlepeKpbIBAIONIMX AUATIA30H 37IeMeHTOB 0T KK C/Iopoza (8)
no Kopus (96). JIONOTHUTEIBHO B CIIEKTPOMETP OBLI
YCTaHOBJIEH CHHTeTHYeCKHE MHOTOCIOMHBIN KPUCTaI/I-
a”Hanus3aTop RX85, Takke MCII01b30BaJIach BEICOKOYYB-
cTBUTeNbHas menb Conepa S8. HOBBIM MHOTOC/IOMHBIH
KpHCTa/UI-aHaIKM3aToOp RX85 nMeeT 4yBCTBUTEIBHOCTD,
KoTOpas B 1,3 pa3a Bhlllle, 4YeM Y IIpefplayLiel MOAeNH
RX75. Bpems cueTa cocTasisio 100 ¢ Kak A1 [IUKa, TaK
H 111 QoHa.

ZSX Primus IV ugeanbHO MOAXOAUT A1 PYTHHHOIO
aHa/IM3a MTOPOUIKOBBIX IIP06. PacIiososkeHHe pPeHTre-
HOBCKOX TPYOKHM M OITHYECKOH CHCTeMBI CBepXy Hal
rpobor, peryaupyemas CKOPOCTb BAKYyMHPOBAHHUS,
JIOBYIIKA IIbUIM M KaMepa IIpeJBapHUTe/IbHOIO BAKYyMHM-
POBaHHSI CO3JAIOT YCJIOBUS /151 6@30I1acCHOr0 aHaIK3a
IIOPOIIKOBBIX ITP06. KOHCTPYKTHBHAs 0COOeHHOCTD BEPX-
Hero pacIiookeHHs TPyOKH IpefycMaTprBaeT 3alIUTy
OT IOTIaIaH M YACTHUII IIOPOIIKOBOH ITPOOEI Ha peHTre-
HOBCKYIO TPYOKY U OIITHUYECKYIO CHCTeMY, a TAKCKe ITpe-
JlOXpaHeHHe OT IIbIJIM BaKyYMHBIX HACOCOB U MarHUT-
HBIX KJIaIIaHOB.

46 https://doi.org/10.22184/2227-572X.2021.11.1.46.48

www._j-analytics.ru



y -
analytms Vol. 17 Ne1 2021

ITpoliecc M3MepeHHs aBTOMAaTH3UPOBaH: PyKa-MaHH-
myasiTop 3abupaet obpaselt, IIEPeHOCHT ero B TaMbyp, rae
CO37IaH BaKyyM, 3aTeM IIPOBOAMTCS aHAIM3. Ilocie ero
OKOHYAHMSI PyKa Bo3BpaliaeT mrpoby Ha mMecTo U bepeT
ClemyIoLlyo. B cpenHeM, B 3aBUCHMOCTH OT KOJTUYeCTBa
3aJ1eHICTBOBAaHHBIX B paboTe KPHCTAJIZIOB, IIPOLieAypa
OJUTCSI OT 5 1o 40 MUH.

Jl1st aHaTM3a 60pa KCIIOMb30BATH CHCTEMY aBTOMATH-
YecKoro KOHTpoIs AasieHus (APC), KoTopasi IOJAepsKU-
BaeT ITIOCTOSIHHBIM YPOBEHb BaKyyMa B ITPOOHOF U OITH-
YecKoHM KaMepax B ITpoliecce U3MepeHHs. CucTtema APC
Heobxo1IMa, IIOCKO/IBKY GIYKTyallMH BaKyyMa Ha ITyTH
PEeHTIreHOBCKOTO JIyda MOT'YT BbI3BaTh KojiebaHUSI MHTEH-
CHBHOCTH PeHTI€HOBCKOTO HU3nydeHHUs B-Ka 13-3a 6051
ILIOK [JIMHBI BOTTHBI XapaKTePUCTHYECKOM TUHUH.

JIJist KOppeKUMHU repekpoIThst TuHUs Pb-LB1 6p11a
H3MepeHa C IIOMOLIBIO KPHUCTA/Ia-aHaIK3aTopa LiF (200)
u ey Corsiepa BEICOKOTO paspelleHHs S2.

[TporpaMMHOe obecrieueHue CIIeKTpoMeTpa pa3pabo-
TaHO /71 y106CTBa paboThI, KaK IIPH Ka4eCTBEHHOM, TaK
Y KOJTMYeCTBeHHOM aHaJIK3e.

ITocnemoBaTensHOe MeHIO (Flowbar) B okHe Konuue-
CTBEHHOTO aHa/IM3a obylerdaeT I10/1b30BaTellI0 CO3AAHMe
I'PalyiPOBOYHBIX XapaKTepHUCTUK. OKHA IIPOrpaMMBI
«Tabnuua ugeHTHOUKATOpa Ipobs» U «Pabora Ipo-
IPaMMBI» [IOMOTAIOT BBIIIOHSATE eXKeJHeBHbIE H3MepeHHsI.

ANALYTICAL METHODS AND INSTRUMENTS

CTaHAApPTHI U MTOATOTOBKA P06

I MOCTPOeHHS IPaAyHPOBOYHEBIX XapaKTepH-
CTUK MCIIO/Ib30BaIM CepTUOUIIMPOBAHHBIE CTaH-
napTtHble obpasusl NIST SRM92, SRM1411 u SRM1412
(cTexsa) COBMECTHO C AUOKCUI,0M KPeMHHUS BBICOKOK
4UCTOTHI (99,99%) B KaUeCTBE YKCTOTO o6pa3ua.

O6pasuer SRM1411 u SRM1412 pa3maabiBanu
B BUOPAI[MOHHOM MeJIbHHIIE C UCII0/Ib30BAaHHEM Tap-
HUTYPHI U3 Kapbuaa Boabdpama. Jlanee MOPOLUIKU
3TaJIOHHBIX MaTepuanoB NIST u AuOKCHIA KpeMm-
HUS BBICOKOH YHCTOTHI, IIPeJBapHUTe/lbHO BBICYLIEH-
Hble Ipu TeMmIlepaTtype 110 °C, mpeccoBasX B KOJIbLIA
u3 [IBX (BHYTpPeHHUN AHaMeTp 32 MM) C YCHIHEM
150 xH.

Pe3ynbTaThI

Ha puc. 1 mpescraBieH KaTu6poBOYHBIN IPadUK, MIONTY-
YeHHBIN C IIOMOILBIO 3TAJIOHHBIX matepuanos NIST
(cTekna) U AHMOKCHIA KPeMHHS BBICOKOM YHCTOTHI.
[IprpMeHeHa KOPpPeKL M IIePeKPBITUSA CIIEKTPAIbHBIX
nuHuM 1o Pb-LP1.

TouHOCTB KAINOPOBKYU cocTaBuia 0,063 Bec. %, pacuer-
HBIF HISKHUH ITpesient obHapyskenust (LLD) - 0,056 Bec. %
s okcuga 6opa u 0,017 Bec. % st 6opa.
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TO4YHOCTB KATHOPOBKH PACCUUTHIBAIH 110 opMmyIie:

Accuracy =

rae: C; - pacyeTHas KOHLIEHTPALKS CTAHJAPTHOIO
obpasna;
Ci ~ IaCIOpPTHAas KOHLEHTPALKs CTAHAAPTHOIO
obpasna;
N - YKCI0 CTAHJAPTHBIX 06pa3IioB.

INapameTp LLD pacCYMTHIBAIHU KaK TPEXKPATHOE TEO-
peTryeckoe CTaHAAPTHOE OTK/IOHEHHE U3MEePEeHHOI0o
obpasia.

TecThl Ha TOBTOPSIeMOCTb (10 M3MepeHHI), BO BpeMst
KOTOPBIX IIPOOBI OCTABAIKCh BHYTPU CIIEKTPOMETPA,
IIpoBOAMIH Ha obpasnax NIST SRM92 (aTTecToBaHHOe
cozepkaHHe B,0; - 0,70 Bec. %) u SRM1411 (aTTecToBaH-
Hoe cofiep>kaHue B,0;-10,94 Bec. %). Pe3y/bTaThl H3Me-
PeHUI IIpefCTaB/eHbl B TabI. 1.

12,0

KonuenTtpauus B,0;, Bec. %

10,5 ! ! ! ! ! ! ! !

HoMep uU3MepeHus

Puc. 2. CpasHeHue cmabuAbHocmu npu 8kAkoueHHoU (cuHu )
u sblkAtoveHHol (opaHkesbili) cucmeme APC

Tabauua 1. Tecm nosmopsiemMocmu pe3yabmamos 04s B,O;, sec. %

NIST SRM92 NISTSRM1411

0,78

0,74
3 0.73
4 0,76
s 0,77
6 0.76
7 0,73
s 0,74
90 0.78
10 ” ” 0,79
Cpenvee ” 0,76
Mc;aup,apTH‘oe OTKnoﬁeH ne 0021
RSD ] 2,78%
9ddekT dyHKRIIMU APC

IIPH aHa/IH3e 6opa

Ha puc. 2 moxasaHBbI pe3y/IbTaThl JBYX TeCTOB Ha II0BTO-
PSIeMOCTb 110 [AeCSITH U3MePeHHsIM CO BKIIOUeHHOH
1 BBIK/IIOUeHHOH cucteMon APC. Bo Bpemsd aHanu3a
IIPU BBIKTIOYeHHON APC 1aBieHHe B IIPOOHOM U aHATH-
THUYeCKOU KaMepax U3MeHSIeTCsl, UTO IPUBOAUT K Kojle-
6aHMSM HHTEHCHBHOCTH PEHTI€HOBCKOI'O H3/Ty4eHHs
nuHUU B-Ka.

DKCIIePUMEeHTHI [I0Ka3alIu, YTO UCIIoAb30BaHue APC
MO3KeT 0beCIIeYHTh BBICOKYIO TOYHOCTD IIPH M3MEepeHHH
CIIeKTPJIBHBIX JIUHUH 3JIeMEHTOB C 04eHb OO0/IbIIOM
JJIMHOM BOJIHBI, TaKuX Kak C-Koa, B-Ka umu Be-Ka.

BriBOABI

TakuM obpasoM, MpHMeHeHHe CIIeKTpoMeTpa ZSX
Primus IV, ocHaIeHHOr0 PpeHTreHOBCKON TPyb6KoM
MOIIHOCTBIO 4 KBT ¢ Rh-Mumenswo u YIBTPATOHKUM
bepHILIHIEBBIM OKHOM, CHHTETHYECKUM MHOTOC/IOMHBIM
KPHCTa/UTOM-aHaJIKU3aTOpoM RX85 1103B0/ISeT IIPOBOAUTh
peryisipHOoe KOIMYeCTBeHHOe OIIpefeeHre coaepsKa-
HUSI OKcHJia 6opa B obpasiiax CTeK1a, OAr0TOBIeHHBIX
MeTOAOM ITPeCCOBaHHS.

CrcTremMa aBTOMaTHYeCKOT0 KOHTPOJIS JaB/IeHHUS CIIeK-
TpoMeTpa ZSX Primus IV noanepskuBaeT MOCTOSIHHBIH
ypPOBeHb BaKyyMa B IIPOOHOM U aHATUTHUeCKOM Kame-
Pax U JO/DKHA IIPUMEHSThCS IIPH U3MepeHHUH THHHUHN
3/1eMEeHTOB C O4eHb O0JIBIION JI/IMHOM BOJTHBL, TAKMX KaK
C-Ka, B-Ka unu Be-Ka.

ITodeomosua k.¢.-m.H. H.H. Tepacumetko no mamepuaram:
https://www.rigaku.com/applications
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! TOMCKWUI
I I NONUTEXHUYECKWNI xx I - 20 2 1
B VHUBEPCUTET

XXII MexoyHapogHas Hay4HO-npakTudeckas KoHgepeHums
CTYAEHTOB M MONOAbIX YYEeHbIX

«Xnmusa n xummdeckasa texHonorusa B XXl seke»

WMeHW Belgaowmxca xumukos J1.1. Kyneesa un H.M. KinxHepa,
nocesileHHan 125-neTuo co AHA OCHOBaHWA TOMCKOrO NONMTEXHWYECKOro YHUBEpCUTETa

17 — 20 masa 2021 r.

2. Tomck, ToMckul nonumMexHUYecKul yHusepcumem

bonee 600 y4yeHbIX n3 bonee 4yem 20 cTpaH.

11 TemaTu4yecknx Cekunn:

1. XUMKUA W XMMUYECKan TEXHONOMMA HEOPraHWYEeCKMX BELECTE W MaTepUanoe.
. XUMMWA W XUMUYECKaA TEXHONOTWA OPraHMYecknx BeLUEcTe W MaTepuanos,
. TeopeTHYecKre W NPUKNaaHLIE AcNekThl (MUIUYecKol U AHANUTHYECKON XUMHA.

3.1 nopgceruma «TeopeTHYecKUe M NPUKNAOHLIE AcNekTsl dhapMaumu i BuoTexHonorMus.
4. TexHoNorMa U MoAeNUpoBaHKe NPOLECCOB NOArOTOBKKY U NepepaboTky YINeBoopoAHOND ChIpLS.
5. Mpoueccsl K anNNapaTtel XMMUYECKOH TEXHONOMHMW,
6. Oxpara okpyxaoled cpeikl W PaUMOHaNEHOE MCNONB30BaHWE NPUPOAHBIX PECYPCORE,
7. XUMHA W XMMAYECKAA TEXHONOMMA HA MHOCTRAHHOM R3bIKE (HFNWACKKWA).
8
9.
1

S0 ]

. XUMHWYECKAA TEXHONOMMA NONWMEPHBIX MaTEpPUanos.
KAMMA W XMMHYECKaR TEXHONOTWA (ONA WKONBHWKOB).

0. MepcnekTUEHLIE MATEPWUANE! U HAHOTEXHONOMMK.
B pamkax koHdepeHuuW Takke npoudgeT cumnosuym «HeBaneHTHbleé B3aMMOOEWCTBMA B
KpucTannoxuMmu4eckKkom AHEEF‘IHE U cynpamMonekKynapHaa XMMHUAR.

Hayunana nporpamma koHdepeHuww ByaeT BknioyaTe nneHapHeie (30 MWMHYT), Kno4eBble
(20 MuHYT), yeTHiie (10 MUHYT) AOKNaAL U NEKUWW BeAYLWMWNX YYEHBIX.

Pabouve A3bikK KOHepeHUWK: PYCCKMA M aHIMMACKWIA.
MNpucoeaunHsntecb K Online-TpaHcnauuMKn  NNEHapPHOro SBG%EIEHMH
N CeKuMi KoHhepeHuun. \

O 0\ o

20 o

E E @ 634050, Tomck, np. JleHuHa, 3‘ . .‘l . .
’ {E QQ +7 (3822) 701777 (1467 o
E orgcoml-ﬂ ?lgru .\.

s "I . o \\ -

hht.tpu.ru ’

i ‘--o' o



