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Hacrosimjast MeTonuka pacnpocTpaHsAeTcs Ha XpOMAaTO-MacCc-CIEKTPOMETPhl HHAKOCT-
Hbie LCMS-8040, LCMS-8080 dupmst "Shimadzu Corporation”, Anosus, ¢pupmsl "Shimadzu
Corporation", CIIIA (nanee — XxpoMaTo-Macc-ClIeKTPOMETPBI) U YCTAHABJIMBAET METOAMKY HX
MIEPBUYHOH U MEPHOAUUECKOH MMOBEPOK.

Hnrepsan mexxny nosepkamu — 1 rox.

1 OIEPALIMHA ITOBEPKH

1.1 I1pu npoBeneHNH NMOBEPKH BHIOJHSIOT ONEpaLuy, yKa3aHHple B Tabnuue 1.
Tabanua 1

HanmenoBanue onepauuu Howmep nyHkra meTonuku

Buewmxui ocMoTp 4.1
OnpoboBaHue: 42

— OMPEIE/IeHHE YYBCTBUTEIBHOCTH (OTHOLIEHHS 421
CUTHaJI/LIym)
OnpeneneHne MeTpOJIOTHYECKUX XapaKTEPUCTHK! 43

— OMPeENEIeHNE OTHOCUTENILHOTO CPEIHETO KBaApa- 431
THYECKOTO OTKJIOHEHHS BBIXOJIHOTO CHUrHaJIa N

2 CPEJACTBA NOBEPKH

2.1 Ilpu npoBeneHNH MOBEPKH MPUMEHSIOT CIEAYIOUIUE CPENCTBA;

— pesepnus, @C Ne 423267-96;

— AUEeTOHUTPIII Ul XHUAKOCTHOH xpomarorpaduu, TY 6-09-14-2167-84,

— BOJa 1151 jaboparopHoro avanu3sa (Ouaucriumposantas), FOCT P 52501-2005;

— a30T rasooOpa3ubiii ounienHblil, FOCT 9293-74, Beicmuii copr;

— KOJIOHKA 1151 BbICOKO3(h(hEeKTHBHOM )KUAKOCTHOMH xpomaTtorpadnu (BDXKX), npume-
HUMas 1Jisi BapMaHTa oOpainenHogasosoii BIXKX, nanpumep, Shim-pack VP-ODS (150 mm x
2,0 MM, cpenHuii pasmep dactull 5 mxm) uau Shim—pack XR-ODSII (50 mm x 2,0 mm);

— tepmomertp tuna TJI4 Ne 2 no 'OCT 215-73;

— ncuxpomerp tina [I-1bM no I'OCT 6353-85;

— Oapomerp-anepous BAMM-1 no TY 25-04-1618-72.

Honyckaercs NpUMEHSATD Ipyrue CPEACTBA MOBEPKH, TEXHUUECKHE U METPOJIOTHUECKHE
XapaKTEPUCTHKH KOTOPbIX COOTBETCTBYIOT YKa3aHHBIM BBILIE.

3 YCJIOBHUSA NOBEPKH U NOAI'OTOBKA K HEH

3.1 Ilpu npoBeneHHy NOBEPKH COONMIOAAIOT CAEAYIOLIHE YCIOBUS:

— TEMIIEPATypa OKpyKarwLlero Bo3ayxa, °C 20+5

— OTHOCHUTEJIbHAs BJAKHOCTD, °C ot 30 no 80
— arMocdepHoe naenenue, kila 101,3 £4
— HanpshkeHue nuraxdus, B 230t6
— 4acTOTa HanpspkeHus nuranus, ' 50+ 1

3.2 IloaroToBHUTENIbHBIE PAOOTH BHIMOJIHAIOT B COOTBETCTBHU C PYKOBOJACTBOM 10 3KC-
Tulyatauuu xpomarorpada.

3.3 Ilepen npoBeneHUEM MOBEPKH MOTOBAT KOHTPOJIBHBIE PACTBOPHI (METOAMKA MTPUIO-
TOBJICHHE KOHTPOJIbHBIX PaCTBOPOB NPUBEACHA B PHIIOKEHUH).




)

4 TIPOBEJAEHME HOBEPKH

4.1 Brewrnui ocMoTp

Ilpn BHEITHEM OCMOTpE YCTaHaBIHBAIOT:

— COOTBETCTBHE KOMIUIEKTHOCTH XpoMarorpaga rmacrnopTHbIM JaHHbIM;

— YETKOCTb MapKHPOBKH,

— MCNIPaBHOCTb MEXaHM3MOB U KPENEXKHBIX ACTAJCH,

— OTCYTCTBHE BHEIIHHUX NMOBPEXCHUH, BIUSIOMMX Ha pabOTOCNIOCOOHOCTh XpOMaTO-
Macc-CIeKTPOMETPOB.

4.2 Onpobosanne

IIpu onpoboBanuyn onpenensior oTHoweHue curHa/mym. [Ipu onpeneneHuu oTHoOLIe-
HUE CUTHAJ/IyM npoby BBOAAT Yepes kanuisap (Matepuan PEEK) mnmmnoi (30 — 50) cm u
BHyTpeHHMM nuamerpoM 0,13 MM, NOAKITIOUEHHBIA OT MacC-CIEKTPOMETPa HENOCPEACTBEHHO
K aBrono3atopy SIL uinu pydyHOMY HHXKEKTODY.

4.2.1 OTHOLIEHHE CUIHAJI/IIYM ONPEACSIOT C UCIIONB30BaHMEM KOHTPOJILHOIO pacTBO-
Pa ¥ NpH YCIOBUSX, YKa3aHHbIX B TaOnuue 2.

Tabnuua 2
Peskim Anexrpocnpeit, MRM, nonoxurenpHas
MOHHU3aUUA
DIOEHT BOJIa/aUETOHUTPHIT
¢ oOpemHbIM cooTHoeHeM 30/70

KonTponbHbIA pacTBOD pE3epIMH B aLUETOHUTPUIIE
MaccoBast KOHUEHTpaLUst KOHTPOJIBHOTO Be-
11€CTBA, Mr/am’ 0,001
O6bem npoObl KOHTPOJIBHOTO PACTBOPA, MKJI 1
CKOpOCTb TIOTOKA TIOEHTA, CM /MHH 0,4
Macca, a.e.m 609,3>195,0
Temneparypa 6n0ka neconpsataimu (DL), °C 250
Temneparypa HSID (LCMS-8080), °C 300
Temnepatypa O6noka Harpesatess, °C 400
Pacxoy ra3a-pacibinuTeNs, M /MHH:

LCMS-8080 10

LCMS-8040 3,0
Pacxon ocymaromero rasa, AM/MEH:

LCMS-8080 25

LCMS-8040 15,0

BBonsaT mpoby koHTposbHOro Bemecrsa. Haxonst 3HaueHHE OTHOMEHHS CHUTHAN/IIyM
(S/N) nnst nmuka co 3HaueHMeM m/z o Tabnuue 2, MCNONB3ys NMporpaMMmHoe obecnedeHne
LabSolution LCMC.

3nauyenune S/N nomkHO ObITh HE MEHee 3HaYeHHi, NPUBEACHHbIX B Tabnuue 3.




Tabnnua 3
LCMS-8040 LCMS-8080
YyBCTBUTETLHOCTh (OTHOLIEHUE CUIHA/IIYM)
— B peKUME "IeKTpOCIpel”, NONoKUTE b 1000-1 6000-1

Hasi HOHM3ALMK TIPY AO3MPOBaHuUHM 1 Mir pesepnvHa

43 Onpenenenne OTHOCHTENBHOIO Cpennero ksaaparudeckoro orkyonenus (CKO)

BbIXOAHOI'O CUTHAJIa

4.3.1 Konrponbhbelii pacTeop (Tabi. 4.) BBOJIT B XPOMaTO-MacC-CIIEKTPOMETP HE MEHEe
6 pa3s, U3MEpSIOT 3HAUCHH BHIXOJHBIX CHTHAJIOB (BPEMEHH yJEPKMBAHHA H TUIOLIA/IK TTMKOB)

M BBIYUCHSIOT CpefiHee apupMeTHIecCKoe 3HaUeHHe BBIXOAHOTO curHana ( X).

Tabnuua 4

Pexxum

Onexrpocnpeit, MRM, nojoxurenpHas HOHU3aUuUst

DII0EeHT

Bopa/aueronurpui
¢ 00beMHbIM cooTHOLenueM 30/70

KoHTponbHbIi pacTBOp

Pe3epnuH B aueTOHUTPHIIE

MaccoBas KOHICHTpANA KOHTPOJIbHO-

3 0,001
rO BEWEeCTBa, MI/am
O06beM npoObl KOHTPOJILHOIO PAacTBOpa,
MKJT
LCMS-8080 1
LCMS-8040 5

XpomaTorpaduyeckasi KOJOHKA (AJTMHA
X BHYTPEHHHUI MaMeTp)

Shim —pack XR-ODSII
(50 mm x 2,0 MM)

CKOpOCTB TOTOKA 3JII0EHTA, CM /MHH 0,4
Jasnenue B Hacoce, MPa 35
Macca, a.em 609.30> 195.00
Temneparypa DL (LCMS-8040), °C 250
Temnepatypa HSID (LCMS-8080), °C 300
Temneparypa 61oka narpesarens, °C 400
Pacxos ra3a-pachiblIUTeNs, M/ MHH;

LCMS-8080 10

LCMS-8040 3,0
PacxoJi OCYLIAKONIEro ra3a, M /MuH:

LCMS-8080 25

LCMS-8040 15,0




4.3.2 OTHOCUTENILHOE CpeiHee KBAAPaTHYECKOE OTKIOHEHHE BBIXOIHOIO CHUTHajia pac-
CUUTBIBAIOT MO (hopmyJie

rae X, — 1-0€ 3HaYeHHe MapaMeTpa BHIXOJHOrO CUrHania (Tuiomanu nuka).

3HaueHue OTHOCHTENIbHOITO CPENHEro KBajpaTHYECKOrO OTKJIOHEHUS BBIXOJHOIO CHI-
HaJla He OJDKHBI NpeBbimath 7 %.

S O®OPMJIEHHME PE3YJbTATOB IOBEPKH

5.1 Pe3ynbTaTbl NOBEPKH XPOMATO-MACC-CIIEKTPOMETPOB 3aHOCAT B IIPOTOKOJL.

5.2 IMonoxutenbHbe PE3yIbTAaThI IOBEPKH XPOMATO-MACC-CIIEKTPOMETPOB 0QOpMIISIIOT
BblZlauei cBunerenbpcrea B coorsercTBuu ¢ [TP 50.2.006.

5.3 Xpomaro-Macc-CeKTPOMETPbI, HE YAOBJETBOPSIOLHE TPEOOBAHMAM HACTOSILHX
PEKOMEHALMI, K KCIUIyaTalluyd HE JNONYCKAtTCsA. XPOMATO-MacC-CIEKTPOMETPhI U3bIMAIOT
13 obpaineHns. CBUAETEIbCTBO O MOBEPKE M3bIMAIOT U BHINAIOT U3BELIEHHE O HEMPUTOJHOCTH
C yKa3zaHueM npuanH B cootsercrauu ¢ [IP 50.2.006.

5.4 Tlocne peMOHTa XpOMATO-MaCC-CIIEKTPOMETP NOABEPratOT NOBEPKE.

Hauanbhuk cexropa @I'VI1 "BHUHAMC" O.J1. Pyrenbepr
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MNMPUJIOXEHHUE
METOJIMKA TTPUT'OTOBJIEHWA KOHTPOJIbHBIX PACTBOPOB

Meronuka npeaHa3’Ha4e€Ha JUls NMPUTrOTOBICHUS KOHTPOJbHBIX PACTBOPOB PE3EPIHHA,
nanaBepHHa

1 CPEJICTBA U3MEPEHUM, TIOCYJIA, PEAKTHUBBI

1.1 Pesepriun, ®@C Ne 423267-96 unu pe3epnuH ¢ COAEPKAHUEM OCHOBHOTO BELLECTBA
He mexee 99,0, CAS 50-55-5, Homep 83580 mo karanory Sigma-Aldrich.

1.2 Becnt naboparopueie no 'OCT P 53228-2008, ¢ BepXHHM NPEAEIOM B3BEIIMBAHUS
200 r.

1.3 Mepa maccei (rupu), 2-01 knacc Touynoctu, FOCT 7328-2001.

1.4 KonOwt MepHbie HauBHbIe 2—100-2, 2—-1000-2 o 'OCT 1770-74.

1.5 HNunerku rpaayuposansbie 1-1-2—1 o 'OCT 29227-91(1).

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

1.7 Boaa nns naboparopsoro ananuza, I'OCT P 52501-2005.

1.8 quctunmupoBanHas Boaa rno I'OCT 6709-72.

2 [IPOUEXYPA HPUT'OTOBJIEHHA

2.1. IlpuroToBNeHue UCXOAHOrO PacTBOpa pe3eprnuHa ¢ MaccoBOi KOHUeHTpauueid 10
Mr/ am’

2.1.1 B3semmBaroT B crakane 10,0 mr pesepnuna, nodasnsor 25 oM’ ALETOHHUTPHUIIA,
nepemelnnBaroT. [losyueHHbii pacTBOp NEPEHOCAT B MEPHyIO Koy BMecTumocThio 1000
cM’. OMoNaCKHMBAIOT CTAKAH alleTOHHTPHJIOM, PaCTBOP MEPEHOCAT B MEPHYIO KOJOY, JOBOAAT
J10 METKM allCTOHUTPUIIOM, NEPEMELIUBAIOT.

2.1.2 IlpuroToBneHue pacTBopa pe3eprnuHa ¢ MaccoBOil KoHUeHTpanued 0,1 mr/ M’

1o pacTBOpa, NPUrOTOBJIEHHOTO NO 1M.2.1.1, NEepeHOCAT B MEPHYIO KOOy BMECTUMO-
cThio 100 cM® i JOBOMAT A0 METKH aLIETOHUTPHIIOM.

2.1.3 IlpuroTtoBneHnue KOHTPOJBHOTO PaCTBOPa pe3eprnuHa C MacCOBOH KOHIEHTpaLHer
0,001 mr/ am®

1 cm pacTsopa, NPUrOTOBIEHHOTO MO 1.2.1.2, nepeHocaT B MEPHYIO KOJOY BMECTUMO-
cteio 100 M’ i AoBOAAT 10 MeTKH ALICTOHHUTPUJIOM.

ITorpemHocTb MPUroTOBIEHHS] KOHTPOJILHOTO pacTBopa = 5 %.



