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Hacrosmas MeToMKa MOBEPKH paclpocTpaHseTcs Ha Macc-crnekTpoMerpsl Agilent 6400
(manee — Macc-CIIEKTPOMETPEI), H3roToBIeHHBIE pupMoit «Agilent Technologies, Inc.», CIIIA, Ha
3aBoje-u3rotoButene «Agilent Technologies Singapore Pte Ltd.», Cunramyp, u ycTraHaBIuBaeT
METOJIBI U CPEACTBA MX IEPBUYHON IIOBEPKH MOCJIE BHITYCKa W3 MPOM3BOZCTBA U IOCIIE PEMOHTA
H IEPHOIMYECKOH TIOBEPKH B IIPOIIECCE SKCIUTyaTalUH.

[TpocnexuBaemocts nosepsieMoro CU peanusyercs nocpencrsom npumenenus ['CO:

- K €IMHHUIE MACcChl — KHJIOTpaMM — B COOTBeTCTBHH ¢ moBepouHoit cxemoit I'OCT 8.021-
2015 «['CH. Tl'ocymapcTBeHHass MOBEpPOYHAsi CXeMa IS CpPeACTB m3MepeHud Maccei». I'OT 3-
2020, yreepxxaennslii [Ipukasom Pocrexperymiposanus ot 23.12.2020 r. Ne 2180;

- K €IMHHUIE ONITHYECKOH IUIOTHOCTH B COOTBETCTBUH ¢ noBepouHoii cxemoit ['OCT 8.557-
2007 «I'CH. T'ocymapcTBeHHas IOBEPOYHAs CXEMa JUIA CPEACTB U3MEPEHHUH CIEKTpaIbHBIX, HH-
TerpajibHBIX ¥ PEAYIHPOBAHHBIX KO3((UIMEHTOB HANPABIEHHOTO MPOMYCKAaHUS U ONTHYECKOH
IUIOTHOCTH B quana3oHe ;iuH Boi oT 0,2 mo 50,0 MxM, 1uddy3HOro u 3epKanbHOrO OTPaXKEHHH
B quamnazone ;uiH BojH oT 0,2 mo 20,0 mxm». I'OT 156-2015, yreepxnennsii [Ipukazom Poc-
cranmapta ot 29.01.2016 r. Ne 41.

WnTepBan Mexay noBepkaMu — 1 ro.

1 IEPEYEHD OIIEPAITHI IIOBEPKH
1.1 Ilpu npoBeicHAH MOBEPKH BHINOIHSIOT ONEPAIHH, NPHBEICHHEIE B Tabmune 1.
Tabmuna 1 - Onepanyu noBepKH

Homep mynkra | [IpoBesieHne onepanyuu npu

HanmenoBaHue onepanuu METOJUKH NEPBHYHOM | MEpPHOAMYECKOH
TIOBEPKH MIOBEpKE TIOBEpKE

1 BremHME 0CMOTP 6 Ia it}

2 IlpoBepka HAECHTHDHKATHOHHBIX

naaebxX (T10) 8 Ja Ja

3 OnpoboBanue: 9 na Ia

- OIpeeNeHHe YyBCTBHUTEILHOCTH
(OTHOINEHHUS CHTHAJ/IITYM) 92 Ja Ja

4 OnpeneneHue METPOJIOTHYECKHX Xapak-
TEPHCTHK: 10 Ia Ia

- OmpedeleHHe OTHOCHTEIHLHOTO
CKO BBIXOIHOTrO CHTHAJIa 10.1 na na

1.2 Ecnu npyu npoBEICHHH TOM WJIM HHOHM ONepalyy NOBEPKH IOIY4YeH OTPHLATEIbHEIA pe-
3yJbTaT, aTbHeHInee BHIOIHEHHE IOBEPKH IPEKPAIIaioT.

1.3 IIpoBeeHHEe MOBEPKH MO MEHBINEMY YHCIy BEIMYHH H3MEPEHHH B COOTBETCTBHH C
nyakToM 18 IIpukasza MuHHCTEpCTBa NPOMBIIUICHHOCTH ¥ Toproeiau P® Ne 2510 ot 31.07.2020
r. «O0 yTBep)KIEHHH NOpsAAKA MPOBEICHUS NMOBEPKH CPEACTB U3MEPEHHH, TpeOOBaHHA K 3HAKY
MIOBEPKH U COAEPIKaHHUIO CBUICTENBCTBA O MOBEPKE» HE NMPEYCMOTPEHO.
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2 METPOJIOT'HMYECKHE U TEXHUYECKHUE TPEBOBAHUS K CPEJICTBAM

INOBEPKH

2.1 Ilpu npoBeneHUH NOBEPKH IPUMEHSIOT CPECTBA, IPUBEICHHEBIE B Tabmune 2.
Tabmuna 2 - CpezcTBa NOBEpKH

Howmep nynkra
JIOKYMEHTa I10
TIOBEpPKE

HaumeHOBaHWE U THII OCHOBHOTO MJIH BCIIOMOTaTENILHOTO CPEJICTBA IIOBEPKH,
0003HaueHHEe HOPMAaTUBHOTO JTOKYMEHTA, perJIaMeH THPYIOIIEro TEXHHYECKHe
TpeGoBanus Kk CU, OCHOBHBIE TEXHHYECKHE U (WIIH)
METPOJIOTHYECKHE XaPAKTEPHCTHKH

9;10.2

KoHTponbHBI pacTBOp pe3eplnHHA, NPHUTOTOBICHHBIH MO METOIWKE, NPHBE-
JCHHOM B NPHIIOXKEHUH A.

KoHTponbHEIN pacTBOp JIEBOMELUTHHA, IIPHTOTOBJICHHBIH 10 METOJMKE, NIPH-
BEJICHHOW B INIPUJIOXKEHHH A.

I'CO 10165-2012 cocraBa neBomuneruna (per. Ne 5221), uHTEepBan JomycKae-
MBIX arrecToBaHHBIX 3HadeHud CO ot 95,0 % no 100,0 %, rpanuib JomycKa-
€MBIX 3HAYeHHH OTHOCHTEIHHON MOTPETHOCTH aTTECTOBAHHOTO 3HAYEHHS IPH
P=10,95+2,0 %.

Pesepniun ¢ conepxanueM ocHOBHOro Bemectsa He MeHee 98,0, CAS 50-55-5

4.1

ITpubop xomburupoBanueli TESTO mox. 608-H1 (per. Ne 53505-13), nuana-
30H u3Mepenui Temmnepatypsl oT 0 °C no 50 °C, npenens! abcomoTHOR MmO-
rpemHocTH u3Mepenui £0,5 °C, muana3oH W3MEpeHHH OTHOCHTENBHON BIIaXK-
HOCTH OT 15 % 1o 85 %, npeznensl abCOMOTHON NOrPeNIHOCTH H3MepeHuH +3%

4.1

Bapomerp-anepons BAMM-1, (per. Ne 5738-76) nuana3on u3mepeHuit nasie-
Hus oT 80 mo 106 xIla, npenens! aGcoOMOTHON MOTPeITHOCTH H3MepeHHH +0,2
klla

2.2 JlonmyckaeTcs MIPUMEHEHHE APYTHX CPE/ICTB MOBEPKH, 00ECIEUHBAIOIIUX ONPE/ICICHUE
METPOJIOTHYECKUX XapakTepucTUK nosepseMblx CU ¢ TpeGyeMoit TOUHOCTEIO.

2.3 Bee cpezncTBa NOBEPKH JO/DKHBI HMETh JEHCTBYIOIIME CBHACTENRCTBA O moBepke, I'CO
JEHCTBYIOIHE macnopra.

3 TPEBOBAHMUA (YCJIOBHS) 110 OBECIIEYHEHHIO BE3OIIACHOCTH ITPO-
BEJIEHUS ITIOBEPKH

3.1 TpebGoBanus 6e30macHOCTH JODKHBI COOTBETCTBOBATH PEKOMEHAIUAM, H3I0KEHHBIM
B PO no skcmuryaranuu Mace-criekrpomerpoB Agilent 6400.

4 TPEBOBAHUA K YCJIOBUSAM ITPOBEJJEHUS IIOBEPKU

4.1 Ilpu npoBenieHUH MOBEPKH COOIOAAIOT CINEAYIONIUE YCIOBHS:

- TeMIIepaTypa OKpykaromero Bo3ayxa, C ot 15 mo 25;
- atMmocdepHoe naBnenue, klla ot 84 no 106;
- OTHOCHTENBHAS BIAXXHOCTb BO3/1yXa, % , He Goee 1o 80;
- HaNpsDKEHHE MUTaHus, B 2001

-33

- 9acTOTa HaNpsDKeHUs MUTaHus, ['1 50+ 1.




S TPEBOBAHMS K CIIEHUAJIMCTAM, OCYHIECTBJIAIOIIUM IIOBEPKY

K npoBenieHHIO MOBEpKH OMYCKAIOTCS IIOBEPHTEH CPEACTB H3MEPEHHI B COOTBETCTBHH C
001aCThIO0 aKKpEIUTAIlHA OPraHH3alliH, aKKPEIUTOBAHHON B HALIMOHAJIBHOW CHCTEME aKKpeIH-
TalliM Ha MPOBEJCHHE NMOBEPKH CPEJICTB H3MEPEHHH COIIaCHO 3aKOHOAATENbCTBY Poccuiickoi
®enepanun 06 akKpeAUTALHH, IPOIIEALIHE HHCTPYKTaX IO TEXHHKE 0€30MacHOCTH B 03HAKOM-
JICHHBIE C 3KCIUTyaTallHOHHBIMH JOKYMEHTAMH.

6 BHEILIHUI OCMOTP

IIpu BHEIIHEM OCMOTPE YCTaHABIHBAIOT

- COOTBETCTBHE KOMIUIEKTHOCTH MOBEPAEMOro CIIEKTPOMETpa TpeOOBAHHUSM TEXHHYECKOMH
JIOKYMEHTAIHH;

- 9YeTKOCTh MapKHUPOBKH;

- HCIIPAaBHOCTh MEXaHH3MOB H KPENEeXHbIX JeTaleH;

- OTCYTCTBHE BHAMMBIX MEXaHHYECKHX MOBPEXICHHUH, BIUAIOMHUX Ha paboToCocoOHOCT
CIIEKTPOMETpa.

7IOATOTOBKA K IIOBEPKE

7.1 Ilepen npoBeieHHEM NOBEPKH BBINOIHSIOT CJIEAYIOMIHE NOATOTOBUTENbHEIE pabOTHI.

7.1.1 IlpuroTaBnuBaiOT KOHTPOJIBHBIA PACTBOpP JEBOMETHI[MHA B BOJE C MacCOBOH KOH-
nenTparmei 0,001 Mr/aM> H/HITH KOHTPOJIBHBINA PACTBOP Pe3epIIHHA B ALETOHHTPHIIE C MACCOBOI
xoHuenTpamuei 0,001 Mr/mv’. MeTouKa IPHrOTOBIEHHS KOHTPOJIBHBIX PACTBOPOB IIPHBEICHA
B IIPHJIOKEHHH A.

7.1.2 Tlepen mpoBeIcHHEM MOBEPKH PEKOMEHAYETCS MMPOBECTH KOHAUIMOHHPOBAHHE XPO-
MaTorpa)HuecKol KOJIOHKH B COOTBETCTBHH C PyKOBOJCTBOM IIO IKCILUTyaTal[MH >KHIKOCTHOTO

xpomarorpad.

8 NPOBEPKA HIEHTHOUKAIMOHHBIX JAHHBIX ITPOTPAMMHOIO
OBECIIEYEHUS (I10)

3amyckatot 10 macc-cnekrpomertpa. Ilpu BkiroueHun BICBeyHBaeTcs HauMmeHoBaHue [10
H HOMEp BEpCHH.

Unentuduxanuonnsie ganabie [10 DOKHBEI COOTBETCTBOBATH 3HAYEHHSM, TPHBEICHHBIM
B Tabmune 3.

Tabmna 3 - UnenTudukanuoHHble JaHHBIE IPOrPaMMHOT0 00eCTIeYeHHs

WnenTudukamoHHbIe JaHHbIE (IPU3HAKH) 3HayeHue
Unentuduxanmonsoe Haumenosanue 10 MassHunter
Homep Bepcun (naeHTHdukanuorHb HoMep) [10 He Hrke 1.0
Iludporoii unentudukarop I10 -

9 OITIPOBOBAHHUE

9.1 3amyckaloT mporpaMMmy YNpaBJIeHHsS MAacc-CIIEKTPOMETPOM, MPOBOMAAT ONEpalHH IO
aBTOMAaTHYECKOMY TECTHPOBAHHIO.

Pesynprarsl onpoOoBaHHS CYUTAIOT MOJIOKUTEIBHBIMH, €CJTH aBTOMAaTHYECKOE TECTHPOBA-
HHE NIPOLLIO YCIENIHO.

9.2 OmpeneneHue 4YyBCTBHTENBHOCTH (OTHOIICHHS CHTHAJ/IIYM) Macc-CIEKTpOMETpa
Agilent 6400
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[1pu onpeneneHHH OTHOMEHUS CHTHAI/ITYM HCIIONB3YIOT XpoMaTorpag4ecKyio KOJIOHKY,
ykazaHHyI0 B Tabimine 4. OTHOINEHHE CUTHA/IIYM ONpPENENsIOT C HCIOIb30BAaHHEM KOHTPOIIb-
HBIX PaCTBOPOB H IPH yCIOBHAX*, yKa3aHHBIX B Tabnuue 4.

Tabnmuua 4
HaumMeHoBaHHE XapaKTEpUCTHKH 3HayeHue
INonspHocTs McTOYHMKAa HoOHM3a- | OtpunarensHas (Negative) | [TomoxwurensHas (Positive)

uu (Polarity)

VCTOYHUK HOHU3ALUH

DnekTpocnpel NpH aTMo-
chepHOM JIaBJICHAH
(ESI/AJS nwm ESI)

DnexkTpocnpeil NpH aTMo-
cheprOM JIaBIICHUA
(ESI/AJS umu ESI)

KoHTponbHBIH pacTBOp

Pacmop JICBOMHIICTHHA B
METAHOJIE UJIH allCTOHHUTPH-

PacTBop pesepnuHa B MeTa-
HOJIE WM aleTOHHUTPHIIE,

Jie, TPHrOTOBJICHHBIH IO | IPUIOTOBJICHHBIH IO METO-
METOJIHKE, SBISIOIIEHCS | IUKe, ABISAIOMEHCS IpHIIo-
npunoxenneM A k [Ipo- | xenuem A k IIporpamme
rpaMMe HCIIBITAHHH. HCIIBITAaHUH.
MaccoBas KOHIEHTpauusi KOH-
TPOJIFHOT'O BELIECTBA, Mr/om° 0,001 0,001
O6BeM npobbl KOHTPOJILHOTO pac-
TBOpPAa, MKJI 1 1
PacTBop mns mpombIBKH Ml aB- | Meranon/Bona 75:25 Meranon/soza 75:25
TOCIMILIEPA HITH HIIH
aleTOHUTpHI/Boaa 75:25 alleTOHUTpHII/Boza 75:25
PexxuMm noxaum amoeHTa [TporpamMmmupoBanue [TporpammupoBanue
amoenTa 1o tabiuue 4 3JI0eHTa no Tabymne 4
Temneparypa TepmocTara aBTO-
comiuiepa**, °C 4 4
CkopocTh  TOTOKAa  3JIIOCHTA,
oM /MHH 0,5 0,4
Bpems wusmepenwmii (Stop Time),
MHH 8 5
Temmepatrypa ocymatomero rasa
(Drying Gas Temperature), °C:
- Agilent Ultivo LC/TQ (ESI) 200 350
- Agilent Ultivo LC/TQ 200 325
(ESVAJS),
Agilent 6470 LC/TQ
- Agilent 6495 LC/TQ 210 130
CKOpOCTh TOTOKa OCYIIAIOLIEro
rasa (Drying Gas Flow), cM>/Mun:
- Agilent Ultivo LC/TQ (ESI),
Agilent Ultivo, LC/TQ (ESI/AJS),
Agilent 6470 LC/TQ 10 10
- Agilent 6495 LC/TQ 17 11
JlaBnenue pachbLUIATENS
(Nebulizer Pressure), psi:
- Agilent Ultivo LC/TQ
(ESVAJS), 15 20
Agilent 6470 LC/TQ
- Agilent Ultivo LC/TQ (ESI) 50 60




HaumeHnoBanue XapaKTEPUCTHKH

- Agilent 6495 LC/TQ

25

25

Temneparypa  ¢okycupyomero
raza (Sheath Gas Temperature),
°C:

- Agilent Ultivo LC/TQ
(ESVAIJS),
Agilent 6470 LC/TQ, Agilent
6495 LC/TQ

400

400

- Agilent Ultiv LC/TQ (ES])

350

350

Ckopocth noToka ¢oxycupyroie-

ro ra3a (Sheath Gas Flow), i/mus:
- Agilent Ultivo LC/TQ

(ESVAJS),

Agilent 6470 LC/TQ, Agilent

6495 LC/TQ

12

12

- Agilent Ultivo LC/TQ (ESI)

11

11

Hanpsoxkenne  coma  (Nozzle
voltage), B:

- Agilent Ultivo LC/TQ (ESI),
Agilent Ultivo LC/TQ (ESI/AJS),
Agilent 6470 LC/TQ

2000

- Agilent 6495 LC/TQ

500

Hanpsokenne  Ha  Kanmwuiape
(Capillary voltage), B:

- Agilent Ultivo LC/TQ
(ESVAJS),
Agilent 6470 LC/TQ

2500

3000

- Agilent Ultivo LC/TQ (ESI)

5000

5000

- Agilent 6495 LC/TQ

3000

3500

HanpsbkeHne Ha 31 €KTPOHHOM
ymHoxwurene (Delta EMV), B

200
Delta EMV (-)

200
Delta EMV (+)

Bpemernoii ¢unstp (Time Filter-
ing), MUH
Peak Width

0,03

0,03

Cxannpoanue (Scan)

MRM

MRM

Paspemenue nepBoro KBaapymoJs
(MS1 Resolution)

IITupokoe (Wide)

ITupokoe (Wide)

Paspemenye BTOporo KBaapymous
(MS2 Resolution)

Ennanynoe (Unit)

Emuaugnoe (Unit)

Pomurensckuii noH (Precursor ion)

321,2 m/z

609,3 m/z

Jlouepnnii noH (Product ion)

152,0 m/z

195,1 m/z

Hanpsokenue Ha pparmeHTOpe
(Fragmentor Voltage), B:

- Agilent Ultivo LC/TQ (ESI),
Agilent Ultivo LC/TQ (ESI/AJS),
Agilent 6470 LC/TQ

130

195

- Agilent 6495 LC/TQ

166

166

Bpewms 3anepxku (Dwell time), mc

200

200




HanMenoBaHuE XapaKTEPHCTHKH

3naueHue

DHeprusi COyAapUTEIbHON SYEHKH
(Collision Cell Energy), B

16

42

Hanpsbkenne yCKOpeHHs COyAapH-
tenbHOM sueiiku (Collision Cell
Accelerator Voltage), B

Hanpsoxenue Ha BopoHke RF Huz-
koro pasneHus (Low Pressure
Funnel RF), B

- Tonibko Ui Agilent 6495 LC/TQ

60

110

Hanpsoxenue Ha BopoHke RF BEI-
cokoro nasnenus (High Pressure
Funnel RF), B

- Toseko s Agilent 6495 LC/TQ

150

200

Ucnone3zyemas xpomarorpaduye-
CKas KOJIOHKa

Zorbax

2,Imm/50mm/ 1,8 MuKpOH
HJIH QaHAJIOTHYHAS

SB-C18 | Zorbax

SB-C18

2,1mm/50Mm/ 1,8 MHKpOH
WM aHAJIOTHYHAS

[Ipumeyanus.

* - nmapamMeTpel HMCKOT pCKOMCHlIaTCJIBHbIﬁ XapakKTep U MOryT OBITH U3MEHEHHI C LEIBI0 ONTH-

MH3aIlHH PE3YJIBTATOB nzmepennﬁ

** - Ipu HaNMWYMHK TepMOCTaTa aBTOCIMILIEpA.

Tabmuna 5 - [Iporpamma rpagueHTa B pe)xuMe OTPHUATEIBHON HOHH3AIHH

Bpewms, mun A, % B, % CkopocTh noTOKa,
(Bozna) (Meranon min ALCTOHHTPHIT) oM’ /MHH
0 90 10 0,5
0,1 90 10 0,5
1 2 98 0,5
3 2 98 0,5
3,01 90 10 0,5
Tabmuna 6 - IlporpaMma rpaiueHTa B peXxuMe MOJIOKHTENHHOM HOHU3AIHH
A, % = 5
Bofia i pacTsop Mypa- MeraHon uimm anero-
BBHHON KHCTIOTRL ¢ | T (PA! H PACTBOP My=
Bpeats, an MOJpHON XOHIIEH- paBBHHOMI ‘fcncnom c Cxopocg'b MOTOKa,
rpargelt 5 Mo/, e Monxlinon xonueHB- cM /MHH
00BEMHOM COOTHOIIE- | Doried O MO/ B
amm (99,9:0,1) 00BEMHOM COOTHOIIIE-
HuH (99,9:0,1)
0 90 10 0,4
0,2 90 10 0,4
1,5 2 98 0,4
2.5 2 98 0,4
2,51 90 10 0,4

B xpomarorpad), MOAKMIOYEHHBIH K Macc-CIEKTPOMETpPY, BBOAAT MPoOY KOHTPOJHHOTO
pactBopa. Haxomar orHomenuwe curran/myMm (S/N) neBOMHLETHHA s Iepexoja m/z
321,2>152,0 wnu pe3epnuHa mis nepexoxa m/z 609,3>195,1. 3HaueHHS OTHOLIEHHS CHT-
HaJI/ITyM pacCYMTHIBAIOT C OMOIIBIO IIporpaMMHoOro obecneuenus MassHunter.
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IMopsinok meficTuii is nony4eHus oT4eTa ¢ uenons3oBanueM 110 MassHunter npusenen
B NPHJIOXKEHUH b.

Pe3ynbTaTel MPOBEPKH CYHTAIOT YIOBJICTBOPUTEILHBIMH, €CIIH HAUMEHBINEE 3HAYCHUE OT-
HOINEHHS CHTHAI/IIYM, MOJYYeHHOE I OJHOTO W3 KOHTPOJBHBIX PacTBOPOB (pe3epnuHa HIIH
JICBOMHLIETHHA) B CEPHH U3 TPEX H3MEPEHHUI, HE MEHee 3Ha4YCHHs, IPUBE/ICHHOrO B Tabmuue 7.

10 ONNPEJEJIEHHE METPOJIOTHYECKHX XAPAKTEPUCTHK

10.1 OnpeneneHue OTHOCHTENBLHOTO cpeaHero keaaparudeckoro otkiaoHeHus (CKO) Bel-
XOJIHOTO CHTHaNa Macc-cnekTpomeTpoB Agilent 6400.

W3Mepenus NpoBOAAT MOCIE BBIXOZA MAacC-CIIEKTPOMETPOB Ha PEXHM. DJIIOSHT, KOJIOHKY
H KOHTPOJIBHBIH pacTBOp BEIOMparoT 1o tabimnam 4, 5, 6.

B xpomarorpad, moaximoOYeHHBIH K Macc-CHEKTPOMETpY, BBOAAT He MeHee 6 pa3 KOH-
TPOJIbHBIH PacTBOP H H3MEPSIOT 3HAYEHHUS IUIOIIAIH ITHKOB.

PaccunteiBatoT 35a4eHus oTHocHTeNbHOro CKO mnomanu nuxka (o, ) mo popmyie

)

rae S,S, — cpenHee apupMETHUECKOE H i-TO€ M3MEPEHHOE 3HAYCHHE IUIOMIAJM MHKA COOTBET-

CTBEHHO, YCIL. €1.;
n — YHCIIO H3MEPEHHit, n >6.

Tabmuna 7
3HaveHne
HanmenoBanwue Mopens
XapaKTepHCTHKH Agilent 6470 | Agilent 6495 Agilent Ultivo
LC/TQ LC/TQ LC/TQ

VICTOYHHK HOHH3ALUH ESI/AJS ESI/AJS | ESI
Jlnana3oH MacCOBBIX YHCEIL, a.€.M. ot 5 o 3000 ot 5 mo 1400
YyBCTBHTENBHOCTH (OTHOIIEHHE CHT-
Hai/nryM), He MeHee”

- IIPH JO3MPOBaHMH | I pe3epnuHa
B peXHMeE "IEKTpOCTpeit”, monIoxXu-
TEeNbHAsA HOHHU3ALUSA, [IPH OTCJIC)KHBA-
HUH MHOXECTBEHHBIX peakuuii (MRM)
10 MHKY Jo4YepHero HoHa m/z 195,1
(m/z pogurenbekoro Hona 609,3) 7000 15000 3000 600

- IIPH I03MpOBaHKH | T JIeBOMHIE-
THHA B pexXuMe "anexTpocnpei”, oT-
pHLaTeIbHas HOHU3AIMS IPU OTCIIe-
KHUBaHHH MHO)KECTBEHHBIX peakiui
(MRM) no nuKy OYEpHEro HOHA M/Z

152,0 (m/z poaurensckoro noHa 321,2) 3500 7500 1500 300

IIpenen pomyckaeMoro OTHOCHTENBHO-
IO CpeIHero KBagpaTHYHOTO OTKJIOHE-
Hus (CKO) BBIXOHOIO CHTHAJNA BhI-
XOJIHOro curuaina, %, ne 6onee

- 110 TUTOINAH ITHKA 8




Pe3ynbTaTsl MPOBEPKH CYUTAIOT YOBJICTBOPUTEIbHBIMH, €CIIH MOJYYEHHOE 3HAUYEHHE OT-
HOCHTENIBHOTO CPEIHEr0 KBaJpaTHYECKOrO OTKJIOHEHHS BBIXOJHOIO CHTHAJIA, MOJY4EeHHOE JUIS
OZIHOTO W3 KOHTPOJBHBIX PaCTBOPOB (pe3epNHHa KM JICBOMHLICTHHA), HE NPEBHINAET 3HAUYCHHS,
yka3aHHoro B Tabmune 7.

10.2 TIpu mpoBeeHHH NMEPHOAMYECKON MOBEPKH XpOMaTOrpa)oB, SKCILTyaTHPYEMBIX IO
HJl va meromuku, orBevatomuM TpeGoBanusm ['OCT P 8.563-2009, mpoBepsitoT mokasaresu
TOYHOCTH pe3yJIbTaTOB H3MEPEHHH B COOTBETCTBHH C MPONEAYpPAaMH M HOPMaTHBAaMH KOHTPOJIS,
periaMeHTHPOBAHHBIMH B METOJIMKE H3MEPEHHIA.

11 IOATBEPKAEHUE COOTBETCTBUS CPEJICTBA U3MEPEHUI METPO-
JIOTHYECKHUM TPEBOBAHUSM

B pe3ynbTare aHanmM3a XapaKTepHCTHK, IOTyYEHHBIX B pe3yJbTaTe MIOBEPKH, JA€NAeTCs BbI-
BOJI O NPHIOJHOCTH JAJbHEHIIEro HCIOIb30BaHUS CPEACTBA H3MepeHuii. Kpurepusmu npuroa-
HOCTH SBJIIOTCS COOTBETCTBHE IOJYYEHHBIX 3HAYEHHH YYBCTBHTENIBHOCTH (OTHOIICHHS CHI-
Han/mym), oTtHocHTenbHOro CKO BBIXOIHOro CHrHala Macc-CIeKTPOMETpa YCTaHOBJICHHBIM
HopMaM (9.2, 10.1 u Tabmune! 7 HacToAMIEH METOAUKH IOBEPKH).

12 O®OPMJIEHHME PE3VJIbTATOB IIOBEPKH

12.1 Pe3ynbraTsl MOBEPKH Macc-CEKTPOMETpA 3aHOCAT B MPOTOKOJ MPOM3BOJIBHOM (op-
MBI

12.2 Pesynbrarel moBepku mepenaiorcs B DenepanbHblii HHOOPMAIHOHHBIA (OHAI 110
obecredeHHIo eMHCTBA H3MepeHHH. [IpH MONOKUTENBHBIX pe3yabTaTax MOBEPKH O(GOPMIISIOT
CBHJIETEJILCTBO O INOBEPKE B COOTBETCTBHH C JACHCTBYIOIIMM 3aKOHOAATENBCTBOM B 00JIacTH
obecneyeHHs €IMHCTBA H3MEPEHHUH N0 NMUCEMEHHOMY 3asBJICHHIO BJaJIeNblla WM JIMIA, Tpe/-
CTaBHBILETO CPEICTBO H3MEPEHHI Ha MOBEPKY.

12.3 Ha macc-cnekTpoMeTp, He YJAOBJIETBOPSIOIHH TpeOOBAaHUSAM HACTOSLICH METOIUKH
TIIOBEPKH B COOTBETCTBHH C JICHCTBYIOIIHM 3aKOHOAATEIBCTBOM B 0o0JacTH obecrieyeHus eIauH-
CTBa H3MEPEeHHH 0(pOpMIIsETCS H3BEIEHHE O HEPHTOAHOCTH C YKa3aHHEM IPHYHH.

12.4 3nak noBepKH HAHOCHTCS Ha CBHJETEHECTBO O TIOBEPKE.
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IPHJIOKEHHUE A
METOJIUKA ITPUTOTOBJIEHUS KOHTPOJIbHBIX PACTBOPOB

A.1 CPEJICTBA U3MEPEHUM, [TIOCYJIA, PEAKTHBBI

A.1.1 TCO 10165-2012 cocraBa IeBOMHIIETHHA, HHTEPBAJI JOIyCKAEMBIX aTTECTOBAaHHBIX
sgavennit CO ot 95,0 % mo 100,0 %, rpaHHIBl AOMYCKAeMBIX 3HAYECHHH OTHOCHTEJBLHOH I10-
IPEIIHOCTH aTTeCTOBaHHOro 3HayeHus npu P=0,95 £2,0 %.

A.1.2 PesepnuH ¢ coepxanueM ocHOBHOro BemecTa He MeHee 98,0, CAS 50-55-5.

A.1.3 Becnl na6opatopusie mo 'OCT OIML R 76-1-2011, ¢ naubGonemmum mpenesnoM
B3pemuBanus 200 r.

A.1.4 KonGs1 mepable HanmuBHbIE 2-100-2, 2-1000-2, 'OCT 1770-74.

A.1.5 Tlunerku ¢ oxHoM otMeTkoi 1-2-1, 1-2-25, TOCT 29169-91.

A.1.6 Crakansl B-1-50TC, I'OCT 25336-82.

A.1.7 Bona ans naboparoproro ananuza, [OCT P 52501-2005.

A.1.8 Muctmmuposannas Boga, 'OCT 6709-72.

A.1.9 Aueronutpun LC-MS Grade, CAS 75-05-8.

A.1.10 Meranon mapku A, 'OCT 2222-95.

A2 TIPOLIEAYPA ITPUT'OTOBJIEHUS PACTBOPOB 2JIFOEHTOB

A2l Hgmroronnenne pacTBOpa aneTOHUTpHIIa ¢ 00BeMHO# noneit 75 %

25 cM  JMCTHUIMDOBaHHOW BOZBI BHOCAT B MEpHYI0 KOIOy BMECTHMOCTHIO
100 e’ 1 0BT 0 METKH aleTOHUTPHIOM. TImaTeIbHO NepeMENIHBalOT COAEPKUMOE KOJIOBL.

A22 H?Hroronneuue pacTBOpa MeTaHosa ¢ 00beMHOM noneit 75 %

25 cM  [MCTHJUIAPOBAaHHOM BOABI BHOCAT B MEPHYIO KOJOY BMECTHMOCTBIO
100 cM’ 1 0BOAAT 10 METKH MeTaHooM. TImaTensHo NEPEMELIHUBAIOT COAEPKUMOE KOJIOBL

A3 TIPOLIEAYPA IMTPUT'OTOBJIEHMA KOHTPOJIBHOI'O PACTBOPA PE3EPITMHA

153‘.3.1. IIpuroToBieHHE HCXOJHOTO PacTBOpa pe3eplHHA C MAaccOBOM KoHIeHTpanuei 10
mr/ M

Bssemmsaror B crakane 10,0 Mr pesepnuHa, 106aBIsEOT 25 oM pacTBOpa alETOHUTPHIIA C
00beMHO# o€ 75 % WM pacTBOPOM MeTaHONa ¢ 00BeMHOI xoieil 75 %, mepeMelmuBaloT.
Tlony4eHnbIi pacTBOp MEPEHOCAT B MEPHYIO Konby BMecTHMOCTEI0 1000 cv’. OmonacKuBaroT
CTaKaH pacTBOPOM allETOHHTPHIIA ¢ 00beMHOM Honei 75 % WiIm pacTBOpOM MeTaHoJa ¢ 00BeM-
HOH nonedi 75 %, pacTBOp MEPEHOCAT B MEPHYIO KOJIOY, OBOIST 0 METKH PacTBOPOM allETOHH-
Tpuia ¢ 00beMHOM noneit 75 % nuim pacTBOpoM MeTaHoNa ¢ 00BseMHOM poneit 75 %, nepemern-
BAIOT.

A.3.2 TIpuroToBIeHHe PacTBOpa pe3epiHHA ¢ MAcCOBOH KoHnenTpamweii 0,1 Mr/mv’

1 cM® pacTBopa, IPUTOTOBJIEHHOTO MO A.3.1, mepeHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM® ¥ ZOBOZSAT 110 METKH PacTBOPOM aleTOHUTpUIIA ¢ 00BeMHO#M noneit 75 % wmm pacTBo-
pom MeTaHoJ1a ¢ 06beMHOM noneit 75 %. TmarensHO nepeMemmBaoT.

A.3.3 TlparoroBieHne KOHTPOJIBHOTO PAacTBOpa pe3eplHHA C MACCOBOM KOHIEHTpalHuei
0,001 mr/mw’

1 e’ pacTBOpa, MPUrOTOBJIEHHOrO 1O A.3.2, NEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM® 1 0BOAAT 10 MeTKH pacTBOPOM alETOHUTpUIIA ¢ 00BeMHO# foneit 75 % unu pacTBo-
poM MeTaHoJ1a ¢ 06beMHOM foneit 75 %. TmarensHO nepeMemrBaroT.

ITorpemHOCTh NPHIOTOBIECHHS KOHTPOJIBHOTO pacTBopa +5 %.
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A.4 TIPOLIEAYPA ITPUTI'OTOBJIEHHUA KOHTPOJIBHOI'O PACTBOPA JIEBOMUILIETU-
HA

A. 4 1. IlpuroToBiieHHEe HCXOJHOIO pacTBOpa JICBOMHLETHHA C MAaCCOBOH KOHIEHTpalMei
10 mr/m’

B3BemmBaroT B crakase 10 Mr IeBOMHIETHHA, JOOABISIOT 25 CM’ PacTBOpA AllETOHHTPHIIA
¢ obvemHoOM nonert 75 % wnm pacTBopa MeraHosa ¢ 0ObeMHON gone# 75 %, NepEMELIHBAIOT.
ITomy4enHsI# pacTBOp MEPEHOCAT B MEpHYIO KosOy BMecTumocTeio 1000 cM’. ONONacKHBAIOT
CTaKaH NHCTH/UIMPOBAHHOW BOJOMH, PacTBOp MEPEHOCAT B MEPHYIO KOJIOY, HOBOJAAT IO METKH
pacTBOpPOM aLETOHUTpHIIA ¢ 00beMHOMU noeit 75 % Wi pacTBOPOM METaHoNa ¢ 00BEMHOM J10-
ne#t 75 %, nepeMenIuBaloT.

A4, 2 TIpHroTOBIEHHE PAacTBOPA JICBOMHIIETHHA C MACCOBOM KoHIeHTpaweii 0,1 Mr/ av’

1 eM® pacTBopa, IPUTOTOBJIEHHOTO 1Mo A.4.1, mepeHOCAT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM> ® XOBOISAT [0 METKH PacTBOpPOM aleTOHUTpHUIIA ¢ 00BeMHOH nonei 75 % wuiH pacTBo-
poM MeTaHoJ1a ¢ 00beMHO#H foneit 75 %. TmarensHO nepeMemuBaroT.

A43 Hpnrowsnexme KOHTPOJIBHOTO PacTBOpA JICBOMHUIIETHHA C MACCOBOM KOHIEHTPAIH-
eit 0,001 Ml‘/.H.M

1 CM pacTBOpa, MPHIOTOBIEHHOTO 110 A.4.2, IEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTHIO
100 cM® u OBORST 10 MeTKH PacTBOpPOM allETOHUTpPHJIA ¢ 00BEMHO# noneit 75 % wim pacTBo-
POM MeTaHoJ1a ¢ 00seMHOM fonelt 75 %. TmarensHO nepeMeIuBaroT.

IlorpemHocTh MPHrOTOBIEHHUS KOHTPOJIBHOTO pacTBopa +5 %.
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NNPUJIO’KEHHUE b

®OPMUPOBAHUE OTUETA C UCITOJIbB3OBAHUEM I10 MassHunter
(Qualitative Analysis)

B.1 Open Data Files (3arpy3ka Tpe0yeMBbIX CHTHAJIOB).

B.2 Smoth — Quadratic/Cubic Savitzky-Golay-11 points (criaxuBaHue 3arpyKeHHBIX CHI-
HAJIOB).

b.3 Integrate (MS/MS) (uHTErpHpOBaHHE 3arpyKE€HHBIX CHTHAJIOB).

b.4 Calculate signal-to-Noise — Height — Auto-RMS — Noise Region Width 1,0
min.

B.5 View — Integration Peak List (BbIBOX JaHHBIX O BPEMEHH YAEPKUBAHUS U ILJIO-
1AM THKa Ha 9KpaH B BUJIE TaOHIIEI).

B.6 File — Print — Print Workflow Report (BsIBox oT4eTa ¢ XpoMaTorpaMMoii | pe-
3yJIbTaTOM pacdera Ha npuHTep Wi B PDF).

b.7 Brecure nanusie B cBoHEI oTyeT Excel.



