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Hacrosias METOAMKAa PacmpOCTPAHIETCs HA XPOMATO-MacC-CNEKTPOMETPbI KHUAKOCT-
Hole LCMS-8050 ¢upmbr  "Shimadzu Corporation”, SAnonus, Qupmb "Shimadzu
Corporation", CIIIA, (nanee — XpOMa-MacC-CEKTPOMETPbL) M YCTAHABIMBAET METOAUKY HX
TIEPBUYHOM 1 HEPUOAUYECKOH MOBEPOK.

HnrepBan Mexay nosepkamu — 1 ron.

1 ONEPATIMM IIOBEPKH

1.1 Ilpn npoBeaeHUH NOBEPKH BBIIOJHSIOT ONEpaly, YKa3aHHbIC B tabnmune 1.
Tabnuua 1

O0s13aTeNBHOCTD MPOBEACHH

Homep onepanyu npu
HaunmeHoBaHKe onepauuu NyHKTa
BBIITyCKE M3 o
METOJUKH MEPUOAUIECCKON
NPOU3BOJCTBA
NOBEPKE
Y U3 pEMOHTA
BHelIHHiT 0CMOTD 4.1 Ha Ha
Onpobosanue: 42
— omnpesieNeH e YyBCTBHTENLHOCTH (OTHO- 421 Ha Jla"
HIEHHS CHTHAJ/LIyM)
OrnpeneneHne METPOJOTHYECKUX XapaKTEPHCTHK: 43
— omnpezeneHne OTHOCUTEILHOTO CPETHEr0 Ha JlaV
KBaJIpaTHYECKOTO OTKJIOHEHHS BbIXOHOIO CHTI- 43.1

Hasa (Iomany nuka)

- onpenesieHue OTHOCHTENILHOTO H3MEHE- Ha Ila”
HUS BBIXOIHOTO CMrHana (TUioianm nuka) 3a 8 4 432
HenpepbIBHON paboThI

- OmpeneNeHue rnokasareneil TodHocTH pe-|  4.3.3 Her Ja?
3yJITATOB U3MEPCHHIA

D TIpu orcyrcruu HJI Ha Meromuku usmepenuit (MH), yTBepkACHHON B yCTaHOBJIEH-
nom nopsiake no I'OCT P 8.563-09.
D Ipu wanmaun HJI na MU

2 CPEACTBA NOBEPKH

2.1 Ilpu npoBeAEHHUH NOBEPKH MPUMEHSIOT CJIENYIOIUE CPENCTBA!

— pesepniuH, PC Ne 423267-96,

— alETOHUTPHJI IJIs XHUIKOCTHOM xpoMmatorpapuu, TY 6-09-14-2167-84;

— Boga jutst taboparopHoro ananusa (6unucrniumposannas), FTOCT P 52501-2005;

— a30T ra3oo6pasHbiii ouniLeHHsI, Beiciuii copt, TOCT 9293-74;

— KOJIOHKA JUISl BHICOKO(DHEKTUBHOM KuaKocTHOM Xpomarorpaduu (BOXKX), npume-
HMMas Ul BapuaHTa obpamenHodazosoii BOXX, Hanpumep, Shim-pack VP-ODS (150 mm x
2,0 MM, cpeanHii pasmep 4actui 5 MkM) win Shim—pack XR-ODSII (50 MM x 2,0 Mm);

—tepmomerp tuna TJI4 Ne 2 no TOCT 215-73;

— ncuxpomerp tumna II'-16M no I'OCT 6353-85;

— 6apomerp-anepons BAMM-1 o TY 25-04-1618-72.




JlonycKaeTcst IPUMEHSITh IPYTHE CPEACTBA NOBEPKH, TEXHHUECKHE Y METPOJIOTHHECKHE
XapPaKTEPUCTHKH KOTOPBIX COOTBETCTBYIOT YKa3aHHbIM BbILLIE.

3 YCJIOBHS MOBEPKH M MMOATOTOBKA K HEH

3.1 [pu npoBeaeHNH MOBEPKH COOMOAAIOT CICAYIOUUE YCIOBHS.

— TeMmmepaTypa OKpyskawouero po3ayxa, °C
— OTHOCHTEJIbHASK BIAXHOCTD, °C

— aTMmochepHoe nasnenue, klla

— HampsbkeHue nuraHus, B

— 4acTOTa HanpsHKkeHus nuranus, ['1

20£5
ot 30 go 80
1013 +4
230+6
50+1

3.2 TloaroToBuTeNbHbIE Pa0OTHI BHIMOJHAIOT B COOTBETCTBUH C PYKOBOJACTBOM IO 3KC-

nyaraiuu xpomarorpada.

3.3 Ilepen npoBENEHHEM NOBEPKH FOTOBAT KOHTPOJIBHbIE PACTBODBI (MeTroauka npuro-
TOBJIEHHE KOHTPOIILHBIX PACTBOPOB MPHBEEHA B NPUIOKEHNH A).

4 IPOBEJAEHHME NIOBEPKHA

4.1 BHewmsHui OCMOTP
IIpu BHETHEM OCMOTPE YCTAHABIIMBAIOT:

— COOTBETCTBHE KOMILIEKTHOCTH XpoMaTorpada nacrmopTHbIM TaHHbIM,

— 4€TKOCTb MApKUPOBKH,

— MCTIPaBHOCTb MEXAHH3MOB H KPETEXHbIX JeTaleH;
— OTCYTCTBHE BHELIHHX NOBPEXICHUH, BIHAIOINX HA paboToCrnocoOHOCTE XPOMATO-

MacC-CreKTPOMETPOB.
4.2 OnpoboBaHue

IIpu onpoGoBaHMK OMPEAEAOT OTHOIEHUHe curHay/mym. Ilpu ompenenesnyn oTHOLIE-
Hue curHa/myM mpo6y BBOAAT Yepe3 kamuuisp (matepuan PEEK) mmHo# (30-50)cm u
BHyTpeHHUM auaMerpoM 0,13 MM, NOAKIIOYEHHBIH OT MAaCC-CNIEKTPOMETPA HEMOCPEICTBEHHO

k aBTomo3atopy SIL vy pyuHOMY HHIKEKTOPY.

4.2.1 OTHOUIEHHE CUTHA/IIYM ONPEAEISIIOT C HCIOJIb30BAHHEM KOHTPOJILHOTO pacTBO-

pa ¥ MpH yCJIOBHSX, YKa3aHHBIX B Tabnuue 2.
Tabnuua 2

Pexxum

Onexrpocnpeit, MRM, noJioxu-
TEeJIbHAS HOHH3ALHSA

DJII0EHT

BOJa/aLleTOHUTPUIT
¢ 0O0beMHBIM cooTHoLeHuem 30/70

KoOHTpOJIbHBIN PacTBOP

pe3epIivH B aLIETOHUTPUIIE

Maccosas KOHHEHTpaUsd KOHTPOJIBHOT'O BELIECTBRA,

Mr/am’ 0,001
O6bem npobbl KOHTPOJBLHOTO PACTBOPA, MKJI 1
CkopoCTh MOTOKA JJKOEHTA, cM’/MuH 0,4
Macca, a.e.m 609,3>195,0
Temneparypa 610ka aeconpsatauuu (DL), °C 250
Temneparypa unTtepdeiica, °C 300




Dnexrpocnpeit, MRM, nojoxu-
Pexum p ’
TeabHAs MOHU3ALUS
Temneparypa 6s0ka Harpesatens, °C 400
3
Pacxon rasa-pacrpUInTeNs,, M /MHH 3
Pacxon ocylnaromero rasa, M/ MUH 10

BroasT npoby KOHTPOJBHOTO BewiecTsa. HaxonaAT 3HaueHHE OTHOLIEHHs CHIHAM/IyM
(S/N) mna nuka co 3HavyeHHeM m/z mo Tabauue 2, UCMONB3ys NPOrpaMMHOE obecreyeHye
LabSolution LCMC.

3uauenne S/N JI0JKHO BbITh HE MEHee 3Ha4YeHUH, MPUBENEHHBIX B Tabnuue 3.

Tabnuua 3

YyBCTBUTENLHOCTD (OTHOLIEHHE CUTHA/LYM)
~ B peXxuMe "3eKTPOCnpei”, MOJOKUTENbHAS HOHU3ALNH 60001
NPH IO3MPOBaHUH 1T pesepnuna '

4.3 OnpenesieHre METPOJIOTHYECKHX XapaKTEPHCTHK

4.3.1 OnpeneneHue OTHOCHTEILHOTO CPENHErO KBaAPaTHIECKOrO OTKIOHCHHS (CKO)
BBLIXOZHOIO CHrHaJjia

4.3.1.1 KontponbHbiit pacTBop (Tabn. 4.) BBOAAT B XPOMATO-MaCC-CIEKTPOMETD HE ME-
Hee 6 pas, M3MEPAIOT 3HAYEHHs BBIXOAHOrO CurHanma (MJIOWIANM NHKA) M BBIYHCIAIT €ro

cpenxee apupMETHUECKOE 3HAUEHHE (X).

Tabnuua 4

P onoaeman oA
DnroeHT BOJ1a/allETOHUTPHIL

¢ 00beMHBIM cooTHOLIeHueM 30/70

KourposibHbiii pacTBOp pe3epriH B ALETOHUTPHIIE
MaccoBas KOHILIEHTPaLUs! KOHTPOJIBbHOTO BELECTBA,
M/ 0,001
O61beM npoOb! KOHTPOIBLHOIO PaCTBOPA, MKJI 5
Xpomartorpaduueckas KOJOHKa (JUIMHA X BHYTPEHHHI Shim —pack XR-ODSII
nuamerp) (50 mm x 2,0 Mm)
CKOpOCTb NTOTOKA JIIOEHTA, CM’/MHH 0,4
Hasnenue B Hacoce, MPa 35
Macca, a.e.Mm 609.30 > 195.00
Temneparypa DL, °C 250
Temnepartypa unrepdeiica, °C 300
Temneparypa 6soxa Harpesatens, °C 400
Pacxof rasa-pacribUIMTENs, M /MHH 3
Pacxon ocymaroLiero rasa, aM’/mMuH 10 |




4.3.1.2 OTHOCHTENbHOE CpefHee KBaJApaTHYECKOE OTKJIOHEHWE BBIXOJHOrO CHIHana
(TIoIaaM NMKa) PACCYUTHIBAIOT NO hopmyJie

B 100 . Z(Xi _X_)2

i

X n-1

Ox

rape X — i-0€ 3Ha4YeHHe BBIXOAHOrO CUrHajia (Iuiolmany n1uKa).
i

3HaYeHHE OTHOCHTEJILHOIO CPEHEero KBaApaTH4eCKOTO OTKJIOHEHHS BBLIXOIHOIO CHI-
Hajla He JOJDKHbI MpeBbIaTh 5 Yo.

4.3.2 OnpesielieHie OTHOCHTENBHOTO H3MEHEHHs BBIXOJIHOTO CMrHaNa (TUIOIANM 1HKa)
3a 8 9acOB HENpePbIBHON paboThL.

VcoBHs H3MEPEeHHsl aHAJOMMYHbI, ONMCaHHbIM B pasaerne 4.3.1. IpoBonAaT onepauuy,
onucannbie B 4.3.1. Uepes 8 yaco HENPepPBIBHOI PabOTHI MOBTOPSIOT U3MEPeHHs 110 m.4.3.1.

OTHOCHTEILHOE U3MEHEHHE NapaMETPOB BBIXOJHOTO CHIHAnNa 3a 8 4acoB HEMpPEPbIBHOM
paGoThI pACCYUTHIBAIOT MO HOpMyIe

XX
5:——:—'100,

rae X, — cpemHee apu)METHUECKOE 3HAYCHHE BBIXOIHOTO CMrHana vepe3 8 uacos Hempe-

pBIBHOM paboTBI.

3HaueHHe OTHOCHTENHHOTO U3MEHEHHUs! BBIXOIHOIO CHrHaja (TUIoaan NKKa) He OJIK-
HO nipeBbimaTh = 10 %o.

4.3.3 IIpu mpoBeneHNM NMEPHOAUYECKOH MOBEPKH XPOMATO-MAaCC-CIIEKTPOMETPOB, KC-
nnyatupyembix o HJl Ha MU, orsedatomum tpebosanuam I'OCT 8.563-09, nposepstoT no-
Ka3aTeay TOYHOCTH PE3YJIbTATOB M3MEPEHHH B COOTBETCTBUHU C MPOLIEAYPAMH H HOPMAaTHBA-
MU KOHTPOJIsi, persiaMenTuposanabivMu B HJl na MU

5 O®OPMJUIEHHE PE3YJIbTATOB HOBEPKH

5.1 Pe3yabTaThl NOBEPKU XPOMATO-MACC-CIIEKTPOMETPOB 3aHOCAT B IMPOTOKOJT.

5.2 TToNnoXUTENbHBIE PE3YALTAThI MOBEPKH XPOMATO-MACC-CNIEKTPOMETPOB OQOPMIISIOT
BblIayeil cBUAETENLCTBA B cooTBeTcTBHU ¢ [TP 50.2.006-94.

5.3 XpomaTo-Macc-CTeKTPOMETPBI, He YIOBIETBOPSIOIIHE TPeOOBAHMAM HACTOSIINX
PEKOMEH AL, K IKCIUTYaTallid He JIOMYCKAalTCs. XpOMAaTO-MacC-CeKTPOMETPhI H3bIMAKOT
u3 obpaienusi. CBUAETENbCTBO O NMOBEPKE W3bIMAIOT M BBINAIOT U3BEILEHHE O HETIPUIOAHOCTH
¢ ykazaHnueM npuuuH B cootBercTBuu ¢ ITP 50.2.006-94.

5.4 Tlocie peMOHTa XpOMAaTO-MacC-CIIEKTPOMETP MOABEPTatOT NIOBEPKE.

Hauaneuuk cexropa OI'YIT "BHUMMC" O.J1. Pyrenbepr



IMPUJIOXEHME A
METO/IMKA ITPUTOTOBJIEHHA KOHTPOJIbHBIX PACTBOPOB

Meroauka npeaHasHaYeHa i NPUTOTOBJIEHHS KOHTPOJIBHbIX PACTBOPOB PE3EPTIHHA.

1 CPEJACTBA W3MEPEHMI, ITOCY/IA, PEAKTHBBI

1.1 Peseprun, @C Ne 423267-96 unu pe3epruH ¢ CONEP)KaHMEM OCHOBHOTO BEIIECTBA
ue menee 99,0, CAS 50-55-5, Homep 83580 no katanory Sigma-Aldrich

1.2 Becwl naboparopubie o 'OCT OIML R 76-1-2011, ¢ HauOOJIBIIUM MPENENIOM
B3BetmBanusg 200 r.

1.3 Mepa maccel (rupu), 2-01 k1acc TOUHOCTH, TOCT 7328-2001.

1.4 Konbb! MepHbIe HanupHsle 2—100-2, 2-1000-2 no I'OCT 1770-74.

1.5 Iunerky ¢ oxHoii orMerkoii 1-2—1, 1-2-25 mo TOCT 29169-91

1.6 Crakansl B-1-50TC no F'OCT 25336-82.

1.7 Bona s naboparopHoro anamusa, FOCT P 52501-2005.

1.8 Auctnnmposansas Boaa no I'OCT 6709-72.

2 TIPOLIEZYPA [TPHUI'OTOBJIEHHNA

2.1. TIpuroToBJIEHHE MCXOHOTO PacTBOpA pe3epruHa € MaccoBO#M KoHueHTpanuen 10
mr/ oM’

2.1.1 B3pemmuBatot B crakade 10,0 Mr pesepnuHa, 100aBasmoT 25 CM® ALEETOHMTPHA,
nepememnBatoT. ITomy4eHHbIA PacTBOpP NEPEHOCAT B MEPHYIO xoaby BmectumocTeio 1000
oM. OMOJIACKMBAIOT CTAKaH ALETOHHTPHIIOM, PACTBOP NEPEHOCAT B MEPHYIO KOJIOY, AOBOZAT
70 METKH alETOHUTPUIIOM, MEPEMEIIHBAIOT.

2.1.2 IpuroToBeHHe pacTBOPa pe3eprvHa C MaCCOBOH koHuenrpauueii 0,1 mr/ am’

1 e pacTBOpA, NPUTrOTOBJIEHHOTO MO M.2.1.1, MEpeHOCAT B MEPHYIO KOJI0y BMECTUMO-
cTbio 100 CM® ¥ IOBOIAT 10 METKH aLIETOHHTPHIIOM.

2.1.3 [IpuroToBiEHHE KOHTPOJIBHOIO PaCTBOPA pe3epniHa C MacCOBO# KOHLEHTpaLMeH
0,001 mr/ M

1 e pacTBOpa, MPUIOTOBIEHHOTO NO M.2.1.2, MepeHOCAT B MEPHYIO KOOy BMECTHMO-
cThi0 100 ¢M® U XOBOZAT 0 METKH ALETOHHTPHIIOM.

TIOrpeIHOCT PUrOTOBIICHHS KOHTPOJILHOTO PacTBopa + 5 %.



