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Hacrosimas MeToamka NMOBEpKH PaclpOCTpaHSeTCsl Ha AU(GPAKTOMETPhl PEHTTEHOBCKHE
Equinox (Mozenu Equinox 100 u Equinox 1000) u ycTaHaBIMBaeT METOABI M CPEACTBA HX
MEPBUYHOM MOBEPKH [0 BBOJA B SKCILIYaTALMIO U NOCJIE PEMOHTA M MEPHOAWYECKON MOBEPKH B
npolecce 3KCILTyaTallUy.

1. OIIEPALIMM ITOBEPKH

Tabnmuua 1 — Onepauuu noBepKH

Home IIpoBenenne onepanuu Npy NoBepKe
HanmeHoBanue onepanun P i = patrE °p D 5
OyHKTa NIEPBUYHON NEPHOIUYECKOH
[ToaroroBka kK noBepke 3 Jla Jla
Bremnuii ocMoTp ¥ onpoGoBaHue 6.1 Jla Jla
IIpoBepka cootBercTBHs I10 6.2 Ja Ja
Omnpe/ienieHHe METPOJIOTHYECKHX
e o 6.3 Ila Jla
XapaKkTepUCTHK

Jns monenu Equinox 1000, nenonHerue 2, BO3MOXKHA TMOBEPKAa Ha MEHBIIEM YHCIIE
JMana30HOB M3MEPEHWH (Ha OJHOM M3 JBYX AMANa30HOB H3MEpPEHHH yrioB audpaximu 26).

2. CPEJACTBA IIOBEPKH

Tabmuua 2 — Cpencrsa noBepku

Ne Homep |HammenoBanwme, Tum, mapka stasioHoro | Homep I'CO, 'OCT, TV unu ocHOBHBIE
n/1 | MyHKTa |CpeAcTBa H3MEPEHHH WIH TEeXHWYECKHE H (WJIH) METPOJIOTHYECKHUE
MII | BcnomoraTenbHOro Cpe/icTBa OBEPKH. XapaKTEPUCTHKH
CrannapTHbli oOpa3zen 1udpaKIIHOHHBIX
L. 6.3 CBOMCTB KPHCTAJUTMYECKON PEIIETKH ['CO 10440-2014 (SRM 1976b)
(oxcH aMIOMUHKS)
Tepuornrponerp anexrpommmtl (muboro Jlnana3oH U3MEpEeHUH OTH. BIAXKHOCTH OT
. 10 1o 100 %; abcn. morpentHOCTh HE
2. 4.1 gma, SAPETRCTD TPORRHELT B 6onee 3.0 % JluanazoH uaMepeHui
SRE SR MBI PMAHRRRON KRORRE temrepatypsi ot +10 g0 +40 °C; abei.
no OEN) o
norpemnocts He Honee 0,5 “C.
TV 25.04-1799-75 (3aperucTpupoBaH o
3. 4.1 Bapomertp-anepounx M-110 Ne3745-73 B ®enepanbHOM
uHbopmanuoHHoM donze no OEN)

Ilonycxae"rca NPpUMCHCHHE

AQHAJIOTHYHBIX CpPEACTB IOBEPKH,

o0ecrieunBarOIUX

OIpe/ieIeHHe METPOJIOTHYECKHX XapaKTEPUCTHUK IOBEPSEMBIX AH(PPaKTOMETPOB ¢ Tpebyemoit
TOYHOCTBIO. Bce cpeicTBa H3MEpeHMid, HCHONb3yeMble IPH TOBEPKE, JO/DKHBI HMETh
cBHUAeTeNnbCTBa 0 oBepke, a ['CO - nelicTByromMe nacnopra.

3. TPEBOBAHMUS K KBAJIM®UKAIIMU MMOBEPUTEJIEN

K npoBeneHMI0 NOBEpKH AOMYCKAIOTCS JIMIA, HMEIOLIME TEXHHYECKOe 00pa3oBaHME,
W3y4YHBIIME METOUKY MOBEPKH H UMEIOLIHE YAOCTOBEPEHUE TOBEPHTEIS.

JInsi CHATHS JaHHBIX NIPH TOBEPKE JOMYCKAeTCs y4acTHE CEpBHC-WHXKEHepa (HUpMBI-
M3rOTOBUTENS WM €r0 aBTOPH30BAaHHOIO MPEACTABHTENs WM ONEpaTopa, 0OCITyXKHBAIOLIEro
mudpakromerp (MO KOHTPOJIEM IOBEPUTEIIS).

4. YCJIOBUs ITOBEPKH
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IIpu npoBeicHUH NOBEPKH COOIIOAAIOT CIEAYIOIIHE YCIOBHS:

- TEMIIepaTypa OKpyxaromero Bo3ayxa ot 15 no 30 °°C;
- OTHOCHTEJIbHAS BIAXHOCTH BO3yxa He 6onee 80 %;

5. MOAT'OTOBKA K IIOBEPKE

5.1. Ilepen npoBeieHHEM NMOBEPKH JODKHBI OBITH BHINOJIHEHBI CIEIYIOIIHE
NOATrOTOBHTEIbHbBIE pabOThI:

5.1.1 Ilporpets audpakromeTp He MeHee 30 MUHYT.

5.1.2. OcHoBHBIe paboyme mnapameTpsl AU(GPAKTOMETpPa HOJDKHBI OBITh YCTAHOBJIEHBI B
coorBeTcTBHH Tabmuued 2. [lopsfok yCTaHOBKH mapaMeTpOB NpPHBEJEH B PYKOBOJCTBE IO
JKCILTyaTallHH.

Tabmmua 2 — [lapameTpsl audpakromerpa.

Equinox 100 Equinox 1000
HanpsxeHue Ha peHTreHOBCKO# TpyOke 46 xB 30 xB
ToK peHTreHOBCKO#M TPYyOKH 0,9 MA 30mMA
JlaBneHue rasa B IETEKTOpE, HE MEHEe 580 xIla (5,8 6ap) 580 xIla (5,8 6ap)

6. NMMPOBEJIEHUE IIOBEPKH
6.1. Baemnui#t ocMoTp H onpoGoBaHue.

6.1.1. IIpu nmpoBeieHHH BHEIIHETO OCMOTPA IMPOBEPSIOT:
- OTCYTCTBHE MEXaHHYECKHX MOBPEXICHHI KOpITyca;
-4eTKOCTb MAPKHPOBKH.

6.1.2. OnpoGoBanue (camoTecTHpOBaHHE NpHOOpa) MPOBOAMTCS B ABTOMATHYECKOM
peXHMME TOC/e BKIIOYEHHS IHMTAaHHS OCHOBHBIM BbIKIIOYateneM. B ciywae ycmemHoro
NPOXOX/ICHUsl TECTUPOBAHUS Ha MaHEIW ynpaBieHHs npubopa 3aropaercs kHonka «PowerOny.
Jlanee HEOOXOAMMO BKJIIOYHTH CHCTEMY OXJIXIAEHHs (TONbKO is aAudpakromeTpoB Equinox
1000) u ynpasnistomuii KOMIBIOTED.

6.2. IloaTBepXK/ICHHE COOTBETCTBHS IPOrPAMMHOT0 00eCTIeYeHHUS.

6.2.1. OnpeneneHue HOMepa BEPCHH BCTPOSHHOI'O MPOrPaMMHOI0 00eCTIeYeHHS.

6.2.1.1. ITocne BxmOYeHHUss nMpubOpa U YNpaBIAIOMIEr0 KOMIBIOTEPA 3aIyCTHTh MOYJIb
YIIpaBJIEHUS TEHEPATOPOM, IIEJIKHYB /IBA Pa3a Ha 3HAYKE “ewwis

6.2.1.2. Ilocne wHunmanu3auuu cepBepHod wacth [IO M ycTaHOBKH CBS3H C
KOHTPOJIJIEPOM TTOSIBHTCS OKHO:

Motions association:  Asymetric
| Detectortype:  Cps120 |

Bepcus BctpoenHoro IO koHTposnepa JeTeKTopa yka3aHa BO BTOpPOH CTPOKE OKHa
(BBIIENIEHA IPAMOYTOIBHUKOM). Bepcus Berpoennoro 110 nomkna 661Th He Huke Cps120.



6.2.2. OnpeneneHne HoMepa BEPCHH aBTOHOMHOTO IIPOrPaMMHOT0 00ecneueHHs.

6.2.2.1. Jina onpenenenus Bepcur Moayns AcqCps nepeiiti B karanor C:\Inel\Exe u
IIEJIKHYTh MpaBoi KHONKOH MbIIH Ha ¢aiine AcqCps.exe. B oTKpbIBIIEMCS KOHTEKCTHOM MEHIO
BeIOpaTh NMyHKT Properties. B oTkpeiBmeMcs okHe mepeiitu Ha Bkiaaaky Details. Bepeus 10
yKa3aHa B CIIMCKE CBOMCTB (BBbI€JICHA KPACHBIM NIPSIMOYTOJIbHUKOM):

(11 AcaCps exe Properties =)
I

|
Propesty Value ‘

Description

1 Type Application
1 File verson 501139
“
(|

IS 430M8 :

Date modhed  27/05/2015 0935 ‘
Language Engish (Unded States)

s l

Bemove Propertes and Personal informanon
\
ok ]| coce

=
Bepcus moayns AcqCps nomkHa 6Tk He Hike 1.0.0.0.
6.2.2.2. Jina onpenenenus Bepcuu Moxayns IMAD 3anmyCTTh HpPOrpaMMHBIA MOJYJIb

=\

IMAD, zBa pa3a meJIKHYB Ha COOTBETCTBYIOIIEM 3HauKe: Mk

P —
~

Jlns BbIBoJa HOMEpa BEpCHHM Ha JMCIUIEH MCIOJB30BaTh KOMaHJIY BEPXHEr0 MEHIO
Help/About. Bepcus moayns IMAD nomksa ObITh He HEXe 4.0.

6.3. Onpenenenue METPOJIOTHYECKUX XaPAKTEPUCTHK

6.3.1. Ilepen BeIMOIHEHHEM ONepalHii, OMMCAHHBIX B pa3zaenax 6.3.2-6.3.3 mudpaxkromerp
nporpesaroT He MeHee 30 MUHYT.

6.3.2. Omnpenenenue abGCOMOTHOW NOTPENIHOCTH JAU(paKTOMETpa NPH H3MEPEHHH
YTJIOBBIX NOJIOKEHHH AUPPaKIHOHHBIX MAKCHMYMOB.

IIpoBepka aOCOMOTHOH  MOTpemHOCTH AM(paKTOMETpa NpPH H3MEPEHHH YIJIOBBIX
NOJNOKEHUH JU(PAKIMOHHBIX MAaKCHMYMOB IPOBOIMTCS IYTeM H3MepeHHs I(paKIMOHHBIX
muHui (pedekcon) (104), (116) u (300).

6.3.2.1. YcraHoBUTH CTaHAapTHBIH oOpasen B Aepxkarens obpasua (cMm. Puc. 1) u 3aKkpeITh
3alUTHYIO JIBEPh Kopiyca AudpakToMeTpa.



Pucynok 1 - YcranoBka o0pa3ua ais u3MepeHHii

6.3.2.2. BxmouuTh BBICOKOE HampsbkeHWe Ha jertektope (Puc.2), BKIHOYHTH
PEHTI€HOBCKHI I'€HepaTop ¢ NOMOIIBIO KHONKH Generator u mapkepa X-Rays B NMOSBUBLIEMCS
okHe (Puc. 3) u ycTaHOBUTDH clieyrolue napaMeTphbl (1 PEeHTIeHOBCKOH TPYOKH C MeIHBIM
AHOJIOM; IIPH MCIOJIb30BaHHM PEHTT€HOBCKHX TPYOOK ¢ MHBIM MaTe€pHaliOM aHOJA MapaMeTphl
MCTOYHHMKA YCTAHAB/IMBAIOTCS B COOTBETCTBHM ¢ PyKOBOJCTBOM MO 3KCIUTyaTalllH).

|
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Pucynok 2 - BiiroueHue BHICOKOTO HANpsHKEHHs IeTEKTOpa (OTMEYEHO CTPEIIKOM )



Pucynok 3 - BxiroyeHHe peHTIT€HOBCKOTO FeHepaTopa U yCTaHOBKA PeXuMa paboTsl
MCTOYHHKA.

6.3.2.3. VcraHoBuTH BpeMs peructpauuu mudpakrorpammsel (Puc. 4) pasbiM 600,0
CEeKYHI.

= = = = o o Lo - . = o P

PucyHok 4 - YcraHOBKa BpeMEHH PerucTpauu JupakTorpaMmel (OTMEYEHO CTPENIKOI).

6.3.2.4. 3anyctuth peructpauuio auppakrorpammbl. Ilo 3aBepHIeHMH perMcTpanun
COXPaHHTH pe3ynbTat KHonko# «DAT» B daiin GSO-1.dat.

6.3.2.5. IlpoBectn ompezneneHue mnonoxeHus pedrekcoB. s 3TOro OTKPHITH
noxydeHHbIH ¢aiin ¢ nomomsio pyakuun FileOpen=>DAT File B okae IMAD. (Puc. 5).



Pucynok 5 - OtkpeiTre daitna GSO-1.dat.

ITocne otkpeiTHs daitna BbIOpaTh BKIAAKy fitting ¥ Haxath Ha KHONKY Peak Search.
BriOpannbie peduiekcsl 0ToOpa3sTcs MapKepamMH B BHJE JKEITHIX TPEYrOJbHHKOB. BriOpaTh
HEOTMEYECHHbIE peQeKchl INET4KOM YKasaTels Haj HX BEpIIMHAMH C OJIHOBPEMEHHBIM
HaXaTHeM KJIaBHIIM A4, yOpaTh oIMO0YHO ONpeeeHHbIe pedIeKchl MEeTIKoM 10 MapKepam ¢

onnonﬁmemm HaxatueM kiaBumu Z (Puc. 6:.

SNEDAShh PRI Pk Vit S O | Wil it COVS R ,
. s | badgord | pekimachPase W05 [Feaso| ruegston | eccumay| dandes)] co

Pucynox 6 - PacctanoBka MapkepoB pedieKcoB.

B otkpeiBaromemcst crnucke cieBa oT KHONKH Peak Fit BeiOpath TMyHKT Pseudo-voigt
Envelope, linear background. Haxats Ha kHOTIKY Peak Fit.
ITo 3aBepmeHnn aHanMW3a Ha 3KpaHE OTOOpPA3ATCH MapKephl MOJIOKEHHS pedIieKcoB

(Puc. 7):
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Pucynok 7 - Mapkeps! nosioxxeHus peiekcos

Jlns coxpaneHus pe3yibTaToB BbIOpaTh MyHKT MeHIO Print=>Fit data, B oTkpsiBIEMcs
okHe (Puc. 8) HaxkaTh KHONKY Save U coxpaHuTh (daiin noj HazBauueM GSO-I-Fit.txt

Fizting resuls

-~ i
L
............. kD0 Higay
Filenaze B \Inel\GSC-1.dat
Calibzatica : cal TChort
Date : 06/30/301€ 10:55:43
Wavelengzh 1.78%¢8%0 resclution 40%¢
Voltage $0.000 xv Cuzzent : 30.000 mA
Cerments
e
Nusbex of peaks : 3 Frofil : Pseude-voigt
Fum  2Theta d Int Inth Fwhml Hwhmd etal
1 25.638 3 45354 143.38 0.3 9.13% 0.000 0.320 0
2 40 201 3 .8&s¢ 480.5¢ €2 .41 0.13¢ 0.000 0.140 2. °
< >
Plot @ Intersly abscus Fr end
Qut P " Channel s Square oot I I [
Pt © Widh @ heta © o-5% mn
I =  tantheta C er10% Degee [ 3] ma |
Save ' none
< 7 Y ot 2000

Pucynok 8 - OkHO pe3ynbTaToB

6.3.2.6. AGconoTHas MOTPEMIHOCTh JU(paKTOMepa NPH U3MEPEHHMH YIJIOBBIX MOJIOKEHHUM
MMOPaKIMOHHBIX ~ MAaKCHMYMOB  ONpeJeNseTcss Kak abCoMIOTHOE  OTIHYHE  MEXKIY
3KCIEPHMEHTAIbHBIMA 3Ha4YeHHsMH 26 (npuBeneHHBIMH B KojoHke 2Theta daiina GSO-I-
Fitixt) n 3pavenusmu 26 mns I'CO, paccyMTaHHBIMH HMCXOJs W3 BEIMYMH [ApaMeTpPOB
kpucraumyeckoi pemerku ['CO B cOOTBETCTBHH € MOPSAKOM, onucaHHbM B [Ipunoxenun 1.
ITpumep pesynbtaroB pacyera aust ['CO 10440-2014 npusenen B Tabnuue 4.

Tabmuna 4 — PaccuurtanHble yrabl 20 crangaptHoro obpasua aupPaKUHMOHHBIX CBOWCTB
KPHUCTAUTHYECKOH pemeTkH okcuaa amomuuus (Al,Os) mns pa3nuyHBIX MaTepHAIOB aHOjAa
PEHTTEHOBCKOMH TPyOKH



Unnexe VYras! 20 crannapTHOro 06pasia okcuaa amomunns (Al,O3)
OTpaKarolux (ymuaus Koy 115 pa3snH9HBIX MaTepHAIOB aHOA PEHTTEHOBCKOU TPYOKH)
aTOMHBIX
IUIOCKOCTEH

(MHIEKCHI Mo Cu Co Fe Cr

Munnepa)
hkl
104 15,981 35,147 41,049 44,596 53,326
116 25,586 57,495 67,904 74,370 91,255
300 29,920 68,207 81,248 89,593 112,882

JludpakToMeTp CcuUMTaeTCs BBLAEPXKABIINM TMOBEPKY o 1.6.3.2, ecnu abcomoTHas
NOrPEIHOCTE He npeBbimaeTr + 0,15° Hu U1 0AHOTO U3 yKa3aHHBIX pedIeKCoB.

6.3.3. Onpenenenrie CKO BBIXOHOTO CHrHANA.

6.3.3.1. B  okHe Acquisition Haxate kHONKy Clear W TOBTOPHTH JEWCTBHS,
0bo3HayeHHsle B n1.6.3.2.3-6.3.2.5 ¢ npucBoenueM ¢aiinam umen GSO-2.dat w GSO-2-Fit.dat,
COOTBETCTBEHHO.

6.3.3.2. IloBTOpuTs AeiicTBus n.6.3.3.1 eme 8 pa3 (Buiots 1o daitnos GSO-10.dat u GSO-
10-Fit.dat).

6.3.3.3. Ha ocHOBaHHM MOJIy4eHHBIX JaHHBIX O 10 mMOCIEeIOBAaTENBHBIX H3MEPEHHSIX
MHTETrpaIbHOM HHTeHCUBHOCTH pedekca (104) (3nauenune B konouke Int daitnoB GSO-1-Fit.dat
— GSO-10-Fit.dat) BHIMUCIUTH cpeaHee apuMeTHyeckoe 3HaueHHe W oTHocuTenbHoe CKO
BBIXOJHOTO CHTHAJIa 10 opMmyIie:

g 100 ’Zl‘(’i—lcpenn)z % (1)
Icpepn n-1 ’

I'me:  Ipeon - cpeiHEE 3HAUEHHE HHTETPAIBHOW HHTEHCHBHOCTH peduekca (104);
[; — uHTErpaIbHas MHTEHCHBHOCTD IIPH NIPH 1 W3MEPEHHH;
n=10 (4ucno u3MepeHui).
6.3.3.4. JludpakTomeTp cuMTaeTCs BbLIEpXKABIIMM INOBepKy mno 1n.6.3.3, ecim
otHocHuTenbHOe CKO BhIXoaHOTO curHana He npesbimaet 5,0 %.

7. OOOPMJIEHUME PE3YJIbTATOB IIOBEPKH

7.1. JlanHble, NONyYeHHble NpH NOBepke, odopmistorcs B (GopMe MPOTOKOJIa B
COOTBETCTBUH C TpeOOBAHHSIMH, YCTAHOBICHHBIMH B OpPraHU3aLMH, IPOBOAIIEH TIOBEPKY.

7.2. TudpakToMeTp, YAOBIETBOPSIOMHUN TPeOOBAHUSAM HACTOSINEH METOAMKH MOBEPKH,
IPU3HAETCS TOJHBIM W Ha HEero o(GOpMIISETCS CBHJETEIBCTBO O TMOBEPKE MO YCTAaHOBJIEHHOMH
dopme.

7.3. Ha 000poTHOH CTOpOHE CBHJETENbCTBA NPUBOAATCS PE3YJIbTaThl ONPENAEIICHUS
METPOJIOTHYECKHX XapaKTepUCTHK M JONOJHHUTEIbHbIE CBEICHHSA, B COOTBETCTBHH C
TpeOOBaHUSAMH, YCTAHOBICHHBIMH B OPraHU3allH, IPOBO/SINEH IIOBEPKY.

7.4. JlubpakToMeTp HE YJIOBIECTBOPSIOMME TpeOOBaHHSIM HACTOSAIIEH METOIMKH, K
JanbHEeHIne# SKCIUTyaTalliy He JOIYCKAeTCs U Ha HETO BBIAAETCS U3BELICHHE O HEIPUTOHOCTH.

7.5. 3HaK MOBEpKH HAHOCHTCS Ha Kopmyc audpaktomerpa (1O Ha3BaHHEM) W (MIIM) Ha
CBHJIETEJILCTBO O NOBEPKE.



IMPHJIOXKEHME 1

Iopsinok pacuera yriioB 260 a1s pasiH4yHOro HIIyYeHHS H3 NAPAMETPOB JIEMEHTAPHOMH SYeHKH
I'CO kopynnaa.
1. Pacyer audpakumonHoro yrna 26, s pedaekca ¢ uaaexcamu Munnepa (hkl) BexyT no

cnenytouler popmye:

e A“"‘x 4>(hz+k2+hk+l2
hkl = 2arcsin 2 3 p p

I'ne a u ¢ — napametpsl anemeHTapHoii sueiiku ['CO kopyHza.
2. JInuHBI BOJH Ay, VIS PA3MYHBIX MAaTEpPHAJIOB aHo/a npuBeaeHs B Tabn. I11.1:

Tabnuua I1.1.1. Jlnuusl BOH Ay, /U1 Pa3nuYHBIX MaTEPHAIOB aHOJA.

Marepuan Mo Cu Co Fe Cr
aHoza
Akays A 0,7093 1,5406 1,7890 1,9360 2,2897
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