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1 Ob6nacTh npHMeHeHns

Hacrosmmii moKyMeHT YCTaHABIUBACT METOAMKY HM3MEPEHISI MAcCOBO# KOHLEHTpaLuy
deHONMbHEIX M (ypaHOBEIX COCAMHEHHIf METOJOM BEICOKO3(hEKTHBHOM KUAKOCTHOMH
xpomarorpadun (BOXX) ¢ Hcnomp3oBaHMeM MU PErHCTpPaLMH  JUOOHO-MaTPHYHOTO
JIeTEKTOpa.

IlepeueHs KOMIOHEHTOB, ONpelEsSEMEIX B COOTBETCTBHM C HaHHOW METORMKOI:
rajjloBaf KUCHOTa, S-rmapoxcuMmetuadypdypon, ¢ypdypon, 4-ruapoxcubeH3anbmerun,
BAHMIMHOBAA KUCIOTA, 5-MeTHN(ypdypon, CHpeHepasds KUCIOTA, BaHWIHH, CHpPEHEBHIH
aNpleTHI, T-KymMapoBas KHC/IOTa, CHHAIOBag KHCIOTa, KOHM(EepHIOBBIM anbiAeruf,
CHHAMOBLIH ANBAETUA, 3NNAroBas KUCIOTa.

O6nacth AeficTBUA METOAMKM PACHpPOCTPAHIETCA Ha KOHBAUHEBIH CIMPT, KOHBIAK W
KOHBAYHYIO IPOAYKLHMIO.

Jyana3oHsl U3MEPEHHI METOMHKHM T KOKA0r0 KOMIIOHEHTa pyBeAeHb! B Tabmume 1.

Tabnuna 1 - JranasoHsl M3MEPEHIMIt METOAHKH

OnpenenaeMoe coequHeHRe J1ana3on uaMepeHui, Mr/o’

4-ruppokcHbeH3aBACIHY,  BasUIHHOBAs 0,10 - 20,00
kucnora, S-merandypbypon, cupenesas
KHCJIOTa, BaHHJHH, CHPCHEBBIH aibJCTHM,
M-KyMapoBas KHC/IOTa, CHHATIOBas KHCIOTa,

xouuepHNOBLIE  anppermn, CHHATTOBBIR

aNBAETHN

ranioBas KHcnota, Gypdypon 0,10 - 50,00
S-ruppoxcumetundypdypon 0,10 -250,00
3J1aroBas KHCI0Ta 0,20-50,00

Ilpepen m3mepenuit  metommxu  (LOQ) coctasnser 0,10 mr/am® s Beex

aHaJIM3UpYEMBIX COEAHMHEHHH, I aIuTarosoi kucnors: — 0,20 MI"/JIM}.

2 IIpunucanAbie XapakTePUCTUKH NOrPpeliHOCTH H3IMepeHH

Hacrosimas Merosuka ofecrneunBaeT W3MEPEHHWE MacCOBOH  KOHUEHTpALMH
(heHONBHBIX M (OYPaHOBEIX COCAMHEHHH B YKasaHHOM BBIIIE JHANa30He ¢ NPUITHCAHHEIMH

XapaKTepUCTHKaMU NTOrPEeIHOCTH, YKa3aHHBIMHA B TabIuLe 2.



Tabnmua 2 —

OTHOCHTEIbHBIE 3HAYEHHUA NTOKa3aTeeH INTOBTOPACMOCTH, BOCIPOX3IBOOUMOCTH, [TPABHNBHOCTH K TOYHOCTH

Juanasos uamepeHuit, ViHTepBan 3ga9enuik MacCOROM ITokazatens IlokazaTens IToxazarenn IMokasarens
Mr/am’ KOHUEHTPAUKH, MI/AM [IOBTOPAEMOCTH BOCIIPOM3BOAH- IPABHJIEHOCTH TOYHOCTH
(cpensee MOCTH (cpenmes (rpamwmilbt, B KOTOPBIX (rpanuust, B
KBafpaTHYECKOE | KBANPAaTHYECKOE HaXOOuTCH KOTOPBIX
OTKJIOHEHEE OTKIOHEHHE HEHCIUTIOUEHHAA HaXORHTCS
IIOBTOPAEMOCTH) | BOCHPOH3BOLH- CHCTeMATHIECKas HOrPeLIHOCTS
o,,% MOCTH) T, % OTPELIHOCTD METOJTHKH)
MeTomEKd) T §_,% +8,%
Tannosas kuenora 010,10 10 10,00 Brmowmrensro, | . 2SS R O e 8] S
------ Cs. 10,00 o 50,00 BKIFOUMTENEHO 1 4 4 9
5-TUNpPOKCHMETII- Or 0,10 50 35,00 Brmowrrenmeno | 2 e S e S
Gypdypon "Ce. 35,00 0o 250,00 BKIIOUHTENLHO 1 3 3 | 6
Dypdypon 010,10 110 10,00 smosmrensro | .. U SR © e 8] A
'''''' Cs. 10,00 a0 50,00 BRIIOYHTENBHO 1 4 4 9
4-ruapokcHbens-
anpaerua
BaHUTHHOBag KHCAOTA
S-merundypdypon
Cupenesas KHCnoTa
BariHH 010,10 zo 4,00 BRIIOYMTETBHO 3 7 7 16
CupeHeBnii anserua Cs. 4,00 10 20,00 BRIIHOYHTENEHO 2 5 5 11
n-KyMapOBaﬂ KHCNO0Ta
CuHanoBag KHCAOTA
Konudepunonuiin
ANLASTHL
CHHanoBel# ansgerug
SnaroBas KHC/OTa ......010,20 £0 10,00 xcmoumreneno | 3 8 . LA N LA
""Cg. 10,00 no 50,00 BKIIFOYHTEIBHO 2 6 TTTTRETITTTTTTTTTT 13




Ecnn comepxaHmHe OIpeReNdeMOoro KOMIOHeHTa B Hpofe BBIXOAWT 32
BEPXHIOKW  TpaHuly  JHana3oHa  H3MepeHHMH, Jonyckaercs  pasbaBieHne
NOATOTCBAEHHOIO K  M3MepeHHIo ofbpa3na, mnpu 3TOM  METpPOJOrMYecKuc
XapaKTCPHCTHKH ciaelyeT OpaTh [i04 MaccoBOd KOHLEHTpPalMH KOMIIOHEHTa,

monyueHHoi B pasbasnennoli npobe.

3 MeTon H3mepeHHIi

Cmeck (PEHONBHEIX i (QypaHOBBIX COSNMHEHWI  pasfiendercs  Ha
XpoMaTOrpa)HIECKOH KOJIOHKE ¢ MCNOMb30BAHMEM TPAIWEHTHOM CHCTEMB! INIOUPOBAHUA.
WpenTHduKanua M KOMHYECTBEHHOE ONPENEeHHE KOMIIOHEHTOB OCYLISCTBISETCH €
[MOMOLIBIO  AHOAHG-MATPHYHONG ACTEKTOpa IO  BEjiW4HHE CUTHata abcopbimm,
HHTETPHPOBAHHOIO IO BpeMeHH. JIONONHMUTENbHas MACHTH(QHKAUHA KOMIIOHEHTOB

[JPOBOAKTCS CIIEKTPANILHEIM METOLOM.

4 HopMaTHBHBIE CCBLAKH

TOCT 1770-74 Tlocyna mepHas naboparopras cTeKmAHHax. [IHAMHOpEL,
MEH3YPKH, KOJOBL, pobuprd. O6mue TeXHHUeCKHe YCIOBUS

['OCT 29169-91 [Tocyna nabopatopHas creknanHan, [TureTkH ¢ OAHOM OTMETKOM

['OCT 29227-91 Ilocyna naboparopHad cTexiaHuas. [JMOETKH rpaLydpoBaHHbIE.
Yacts 1. O6mue tpeboparus

I'OCT 6709-72 Boza muctunmuposansad. TeXHUYECKUE YCIOBUA

[OCT 25336-82E  Ilocyma u oGopymoBamMe naGopaTOpHEIC CTEK/AHHBIE. THITR,
OCHOBHBIE NapaMeTphl H pa3Mephl
I'OCT 24104-2001 Beck: naGoparopreie. O61ue TexHugeckne TpeboBaHuA

[OCT 61-75 PeaxTusnl. Kucnora ykcycras. Texuuveckue yCIOBHS

I'OCT 12.1.004-91 Cucrema craHmaproB  OesomacHocTH  Tpyna. Iloxaphas
6esonacHocTh. O6uIMe TpeGoBaHL

[OCT 12.2.003-91 Cucrema cranmaproB OesomacHoctd Tpyzda. O6opynopanue
npousBoAcTeenHoe. O6mue TpebopaHms 6€30T1aCHOCTH

'OCT UCO 5725-6- TounocTs (NpaBWIBHOCTE WM NPELM3HOHHOCTE) METOOOB H

2002 PE3YABTATOB H3MEPEHHIA.
Yacts 6 Mcnons3oBanie 3Ha4eHni TOYHOCTH Ha IIPaKTHKE

CTE 1334-2003 Crnppr STHTOBBIA PeKTHOMKOBAHEBIH W3 MHINEBOTO  CHIPBS.
TexHugecKue yeloBus

TI'OCT 3639-79 PacTROpEI BOIHO - CIIUPTOBEIE. MeTonb! onpelescHEs
KOHLICHTPALIMH STHIOBOTO CIIHpTa

CTb 1384-2003 Npomyktst  BuHOAensueckod  npomslmieHHocTH.  Ilpabina

IIPHEMKH ¥ METOIbI 0TOOpa npod



5 TepMnubl ¥ onpeaenenus

B Hacrosiie# MCTOMMKE NPUMEHAIOT CHEOYIOMIHE TCPMHHBI ¢ COOTBETCTEYIOUINMM
OnpefencHIIME:

l'lpenen H3IMEPEHHA — HauMCHBIICE 3HAaYeHHe MaccOBOM KOHIEHTpaUuHu
OMpPEHENIEMOTO KOMITOHEHTa, KOTOpOe MOXeT ORTh M3MEPEHO C YCTAHOBIEHHOM
TOYHOCTBIO B COOTBETCTBHU C JAHHOH METOAMKOIA.

Huanaszon uimepenHH — 0ONacTh 3HaYCHHUI MaccoBOMN KOHLECHTPALMHA KOMIOHEHTa

B npobe, onpezgesnieMan 1o JAHHOH METOAUKE.

6 MeToa oTdopa npob

Konnyectso npobsl, HeobxomuMoe mns onpefenerus QEHONBHBIX M (YpaHOBEIX
COCAHHEHMI B  KOHBAYHBIX  CHHpPTAaX, KOHBAKAX M  KOHBAYHOK IPOXYKUHH,

pernamentupyercs CTD 1384.

7 Cpeacrea H3MepeHHit, BCcnoMorareibHOe O0OpDYAOBaHHE, MATEpPHAJIBI,

pacTBOpLI

7.1  Cpeacrsa m3mepeHuid

BricokosddexTHBrbii xugxocrHOH Xpomatorpad Hewlett Packard HP 1100,
KOTOPEIH BKIIOYALT:
- GHHApHBIH HACOC C BAKYYMHEIM JI€ra3aTopoM;

- TEPMOCTAT KOJIOHOK,

- JUOIHO-MaTPUYHBIH AETeKTOp (AKMana3oH AIHH BonH 190-950 nm);
- aBTOCAMILIED;
- cucreMa ynpaenesus u o6paborky ganneix HP ChemStation;

- aHamuTHUCCKas Xpomarorpaduyeckas xonoska LichroCART 250-4 Superspher 100
RP-18.
Becr1 naGoparoprsle anekTporHsie Mettler Toledo AX204, quanason B3semmpBanus
(0,0100 — 220,0000) r, norpewmHocTs B3Bemusanus 0,0003 r.
Honomep yuusepcamsHblit JB-74, pmanasoH wusmepenuit or -1pH zmol9 pH,
norpettrocTs 0,05pH B KOMILIEKTE € 3NEKTPOAAMH.
[Tunerku ¢ oguoi merkodt 2-2-5, 2-2-10, 2-2-20, 2-2-50 o 'OCT 29169.
Tunerku rpangyuposanubie 1-2—1 o FOCT 29227.



Kon6sr mepasie 2-100-2, 2-250-2, 2-1000-2 mo I'OCT 1770.

[puMeuaHye: AOMYCKAETCA MCNOAb3OBAHME APYTHX ABATHTAYECKMX XPOMATOrpadHueckux
KONOHOK, NO3BONAIOIWMX TOAYYMTH YNOBJISTROPHTENEHOE pasfeNeHne (eHOMBHEIX W  (ypaHOBBIX

coeAHHEHM KOHBAYHON MPOAYKLHH.

7.2  BcenmomoraTenbHoe 060pyAoBaHHE H MaTepHasbI

bans ynerpaseykoBas Sonorex super RK 510 H.

QuIETpEl MEMOPaHHBIE U3 PETCHEPHPOBAHHON LeNM0no3sl =47 mm, Qrop=0,45 MKM.

QuIETpEl MEMOPAHHBIE U3 PEreHEPHPOBAHHOM LeNMono3sl d=25 MM, Gop=0,25 MKM.

LUnpHL MEIULMHCKUH, BMECTHMOCTBIO 5 Ca.

Buaisl 1719 aBTOCAMILIEPa 00LEMOM 2 CM.
7.3. PeakTHBBL

Tanmnosas  kWenmeTa, npomsBoautens Sigma-Aldrich, conepxamme ocmosHOro
BeleCTBa He Meree 96,0 %.

S-runpokcuMerundypdypon,  npoussoguTens  Sigma-Aldrich, conepxanue
OCHOBHOrO BelecTBa He MeHee 96,0 %.

Dypdypon, npoussogutensd Sigma-Aldrich, comepixanne OCHOBHOrO BEHIECTBa He
menee 96,0 %.

4-ruapokcuben3anbaeru, MpousBoauTels Sigma-Aldrich, conepkanue ocHOBHOrO
BelnecTsa He MeHee 96,0 %5,

BanunuHoBas Kkucnora, npomssogutens Sigma-Aldrich, comepxaunue ocHOBHOro
BelecTa He MeHee 96,0 %.

5-meTungypdyporn, npoussoguTens Sigma-Aldrich, cogmepxkamme ocHoBHOTO
BelecTra He Menee 96,0 %.

CupeneBas KucloTa, npousBogurTens Sigma-Aldrich, comepxahue ocHOBHOrO
BeleCTRA He MeHee 96,0 %.

Banunun, npomsBogurens Sigma-Aldrich, cozepxaHde OCHOBHOIO BelllecTBa He
meree 96,0 %.

CupeHeBElll anbAeruf, Npou3BoAuTenb Sigma-Aldrich, conepxanne ocHoBHOTO
BelIECTRA HE MeHee 96,0 %.

n-KyMapoBas KucioTa, Npou3Bogurens Sigma-Aldrich, conepiaHne OCHOBHOrO
BellecTBa He Menee 96,0 %.

CuHanosas KMCIOTa, mnpon3sogutens Sigma-Aldrich, conepxanume OCHOBHOTO

BelecTBa He MeHee 96,0 %,



Konudepunosstit anbaern, NporspoauTens Sigma-Aldrich, coaepxange OCHOBHOTO
BelgecTsa He MeHee 96,0 %.

Crnanopsifi anpierus, npoussoAuTeNs Sigma-Aldrich, cojepxanue OCHOBHOIO
BeulecTsa He meree 96,0 %.

Dnanarosas kuciora, npomssojmrens Sigma-Aldrich, conxepxanne OCHOBHOrO
BellecTsa He meaee 96,0 %.

Bozna guctrnnuposasas no FOCT 6709.

Meraron 1.M. «MERCK» mna BOXX.

Krcnora ykcycHas nensHad, X.4. o F'OCT 61,

CrnupT 3TUNOBBLE pexTddHKOBAHHBIA H3 NHILNEBOTO CHIpA BEICIIEH OYHMCTKH IO
CTb 1334.

Ipumeyanue: AomyckaeTcs HCNONBIOBAHHE APYIHX CPEeACTB M3MEPEHWil, BCTOMOraTeNbHOro
o6opynoBanKA, MaTepHaioB H PEaKTHBOB C TEXHHYECKMMHM H METPONOTHYECKMMYU XapaKTEPHCTHKAMY He

XyKe YKa3aHHBIX.

8 Yenopns H3IMepenmii

IIpn Bemonnenun w3Mepenait B naGopaTopuu NOMKHBEL OBITS  cobmromeHs!
CIERYIOIHME YCOBHA:

® TeMriepaTypa OKpy Xalouero Bo3ayxa 18 %c . 25%;

® OTHOCHTEeNbHAA BIAXKHOCTE BO3xyxa 50 % — 75 %.

HOMEILICHHX I8 IIDOBEACHUA H3MCpGHP[ﬁ HOJIKHBI OrrTh OCHAEHB! NPHTOYHO—

BEITAXKHOH BeHTHNALKEH ¥ NOABOAKOH BOJEL

9 Tpebopauns GesonacHocTH U TPeGOBAHMA K KBAaJNH(PHKAUNH 0NMePaTOPOB

9.1 Tpebosanus GesonacHocTH

Ipy eemonHeHny paGoT HEpCOHAT JA0MKeH 3HATh U CTPOro cobmosars Ha paboueM
mecTe TpeboBaHuA:

s srexTpobesomacHoctd mo M'OCT 12.2.003;

¢ noxapHoii 6esonacuoctr no 'OCT 12.1.004;

* TexHUKK GezonacHocTH Npu paboTe B XMMHYECKO#H JiaGopaTopuHy;

* TeXHHKH Oe300acHOCTH, M3JIOKEHHEIE B OJKCIUTYaTalMOHHEIX JOKYMEHTax Ha

CpelcTBa UsMepeRuii H 060pyAoBaHAE, IPIMEHIAEMEIC IPH [IPOBEACHUY H3MEpEHHH.



9.2  TpeboBaHust K kBanH(pHKaANKH ONEPATOPOB

K BomonHeHHio u3MepeHuil u 006paGoTke Pe3yNBTaTOB XpOMATOrpadHuecKoro
afanu3a MOTYT OBITh JONYLIEHB! ML, MMEIOLIHE BHICIIEE CneldalbHoe oBpasoBaHue,
oneIT paboTel B OONACTH JKHAKOCTHOH XpOMAaTorpauu, H3yYHBIIME PYKOBOACTBO IO
SKCIUIYaTalHy SKMAKOCTHOTO Xpomarorpatha, MHCIPYKUHIO MO HCHOJb30BAHHMIO CHCTEMbI
0b6paboTki xpoMaTorpaduuecKHX JaHHBIX M pasien «OCBOEHHME METONOB CHNEKTPAlLHOro

adanmkza» ueCTpyKuma ChemStation xxuakocrHoro xpoMarorpada.

10 IMoaroToBKa K BHINOMHEHHUIO H3MEPeHU

IMepen HavanoM WM3MEpEHH HEOOXOAMMO BBIIONHUTH CICAYIOLIME ONEPaLlH:
OQPUIOTOBHTE SAICKPYICIHH ¥ IpafyupOBOYHbIC PaCTBOPhI, HOATOTOBHTh XPOMATOTpad K
pabote, BEIIONHHTH HaYAJIBHYIO TIpafiyMpoBKY npubOpa, NpUroTOBUTH Tpoby mng

H3MEpEeHHUA.

10.1 TIpuroToBienue SMOHPYIOIIEro pacTeepa

Dmoupyrouikii pactsop B (0.5 % BojHbI paCTBOD YKCYCHOM KMCIOTH

Tlunetko#t orGupator 5 o’ nenstHol YKCYCHO} KHCNOTH (II0THOCTS 1,055 rfem’ )
MepeHOCAT B MEpHYK KOGy BMECTHMOCTHIO 1M, copepxamyio 400 eM*-500 cn®
JACTMIAMPOBAHHOM  BOABI, XOpOWIO  IIEPEMEIUMBAIOT M [JOBOAST [0  METKH
JHCTHINHpOBanHOH Bogoi. pH HpHroTOBRCHHOro AIIOHPYIOINEre pacTBOpa B AOMKeH
HaxXoouTcA B AHanasoHe 2,95-3,05.

Dmoupyronui pacteop A

B kauecTBe smOHpyOUlero pacTBopa A  uCHoin3yeTcs MeTaHon. [lepen
NIPHMEHEHHEM BCE pacTBOPE! GHIBTPYIOT Yepe3 GHALTP U3 PEreHepHpPOBAHHON LEMTON035I

¢ nuamerpom 47 MM, nuaMerpom nop 0,45 Mim.

10.2 TIpurorornenue 50 % (no oGbemy) pacTBOPa 3THAOBOIO CHHPTA

1 am® 50 % {rio 06BeMy) pacTBOpa STHIIOBOTO CHMpPTa FOTOBAT IIyTeM pa3bapienus
CTHpTa 3THIOBOIC PEKTHOMKOBAHHOIO M3 IIHUIEBOrO ChIpbs BhICLUel ouHcTkHM o CTB
1334. O6GseM 3THNOBOrO CHMpPTA, HEOOXOIMMBIA MM pasbaBieHuA, PaCCUMTHIBAIOT TI0

thopmyne
=21 3 (1)

rae 'V, — MCXOMHBIH O6BEM STHIOBOTO CIIMPTA, BIATHIL AMA pa3GaBnenss, oM,

V, — obbem [IPUrOTABIHBACMOTO 50 % (no obse ) STHROBOTO CIIMPTa, CM3;
1
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C, — ofbemHas ;ons OTHJOBOTQ CHHPTA, H3MEPEHHAs B COOTBETCTBHH C
I'OCT 3639, %;

C, — ofbeMHas [0S STHIOBOTO CIIUPTA, IOAYUYEHHAs rocie pazbapienus, %.
10.3 IIpuroToB/leHHe I'DaJyHpPOBOYHLIX PacTBOPOB

10.3.1 IIpuroroBnenne MHOCOKOMIOHEHTHOTO OCHOBHOTO pacTBopa «A» C© Maccopoi
KOHLEHTpauneH aHalM3HpyeMbIX KOMIOHEHTOB Npubausutensio 100 Mr/aM® IS KKI0TO
KOMITOHEHTA.

Hapecky xawpgoro kommoHenta Maccoli (0,0230—-0,0270)r, B3BelIHBaroT
HENOCPENCTBEHHO B MEPHYH KONOY BMECTHMOCTBIO 250 o, PesynsTaT B3BELUMBaHHS
(uxcupyioT ¢ TousdocTeio fo 0,0001 r. B xonby ¢ nasecxamu nobarmator (100 — 120) o’
50 % (mo ofwpeMy) pacTBOpa 3THIOBOTO CIIMPTA. PacTBOp XOPOINO NEPEMEHBAlOT MO
[IOJHOTO DPAacTBOPEHHS M HOBOJAT IO MeTKH pacTBopoM 50 % (mo obbeMy) 3THIOBOTO
CIHpTa pH t=(20 £ 2) °C. Tounyro KOHLIEHTpanHIo Ka>JI0ro
KOMIIOHEHTa B PacTBOpPE PACCUMTEHIBAIOT C YdETOM COAEPaHMA OCHOBHOrO BEIIECTBa MO

popmyne

C4 = —==Lx10, @

rage  C,, —MaccoBad KOHIEHTPALKs I -TO KOMIIOHEHTA B PacTBOpE A, /v’
M; —Macca HaBECKH { -T'0 KOMMOHEHTA, M,
P, — copepixanue OCHOBHOIO BEILECTBa i -FO KOMITOHEHTa, %6;

V4 — 0b6peM MepHO# Konbhl, oM.
OCHOBHOM PacTBOp XPaHAT B XONOMMNBHEKE mpy TemmepaType ot 3 °C oo 8°C B

TEUCHHE 3 MECALCE.

10.3.2 IIpuroToBneHyne MHOTOKOMIOHEHTHBIX TPafyHPOBOYHLIX PACTBOPOB ONPENEIIAEMEIX

KOMIIOHEHTOB.

l'oroBaT wecTs IpagyHpOBOYHBIX PpacTBOPOB IyTeM pa30aBlIeHHS OCHOBHOTO

pacteopa «A» cornacHo tadnuie 3.
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Tabnuua 3 — CxeMa NPUrOTOBIEHHS TPalydpOBOYHEIX PACTBOPOR

Homep 0O6nBeM pacTBopa A Konneurpauus* O6nem
pacTBopa mom.10.2.1, oM’ rpalyHpoOBOYHOrC rpagyHRpOBOYHBIX
PACTBOPA, MI/IM’ _pacTBOPOB, CM
1 0,5 0,5 100
2 1 1 100
3 5 5 100
4 10 10 100
5 20 20 100
6 50 50 100

*TouHoe 3HayeHKe KOHUERTPALUMH OCHOBHOIC KOMMOHECHTa B rPafyHpPOBOYHLIX PAacTBOPAX PACCHHTHIBAIOT C

YHETOM TOYHBIX 3HAYEHH}H KOHUCHTPaUM A KOMOOHEHTA B OCHOBHOM pacTBOpe «Ay.

I[J'IH NPOBENCHNA IPALYHPOBKH HCNOAB3YIOT CBEXKCIIPHIOTORJICHHBIE PACTBODEI.

10.4 Tloaroroeka xpomaTorpaga k pabote

KuakocTHoH xpoMatorpad TOATOTABAMBAOT K paboTe B COOTBETCTBHM €
HHCTPYKUMAMY QUPMSI-IPOU3BOAKTENS 000Dy HOBAHHS.

MlcrnoneayloT KOJIOHKY W XpOMaTorpaM4€CKHE YCJIOBUS B PEXKMME IPaiMEHTHOIO
3NMIOMPOBaHHA, OOECTICYHBAIOIME YAOBACTBOPUTE/ILHOE PAsAEIECHHE MHOTOKOMIIOHEHTHOH
CMCECH aHATH3HPYCMEBIX KOMIIOHEHTOB. YCNOBHS pa3fieneH s npuBeaensl B Ilprioxennn A
(puc. A.1). g obecrievenus OOBTOPAEMOCTH Pe3ylIbTaTOB pasACICHHE TNPOBOIAT MPH

IOCTOAHHOH TeMmepaType xoronkH (35,0 + 0,1)°C.

10.5 BeimosHeHNe HAYAALHOM IPaxyH POBKH

Jns onpenenerus pabouero AuanaizoHa KOHUCHTpauki M AMHEHHOCTH QyHKIUM
TPafyMpOBKH BBIIONHAIT HAYAIBHYIO TPAXYHPOBKY Xpomatorpada. Ee BRIONHAIOT Jis
TaloBOM KHMCHIOTHI, S-ruapokcumeTHindypdypona, ¢ypdypona, 3/1aroBod KHMCAOTH MO
wecTH pabouuM  rpagyMpoBOYHEIM  pacTBOPaM, ANS  OCTANbHBIX  ONpEAENfeMBIX
KOMIIOHEHTOB — MO MsTH paGoueM IpafydpoBOYHBIM pacTBopam (Ne 1-Ne 5). Kaxaplii
PacTBOp XpOMATOrpadupyrOT He MeHee OBYX pas. I'palyHpoBoYHas 3aBMCHMOCTh JOJDKHA
uMets BUR y=>bx. IlapameTpel TIpaayupOBOYHOH 3aBHMCHMOCTH pPacCUHTHIBAIOT IyTeM

aHaIM3a THHEeHHOH perpeccHy CKOPPEKTUPOBAHHAIX TMIOMAAEH NHKOB.

10.6 IToarotoska mpob
OTo6paHHyi0 K MOArOTORICHHYO 1O 1.6 Npoby GUNETPYIOT Yepe3 CHCTEMY HITPHLi—
bunpTp B BUANy K4 apTocamruiepa. IIoATOTOBIEHHAA /I8 H3MepeHHd npoba nomkHa OuiTs

NpO3padHoH.

12



11 BrinonxneHHe uiMepeHui

11.1 OmnepaTHBHBI KOHTPOAL cTA0HABHOCTH rPAAYHPOBKH

ExenneBHo mnepe HayanoM MW3MEPEHHH BBINONHIOT ONEPATUBHEIN Tekyww
KOHTPOJIb CTaOHMBHOCTH TPamyHpPOBOYHOTO rpaduka. Jiis 3TOro aHAaNM3HPYIOT pabouui
rpagydpOBOYHBIH pacTBOp, KOHUEHTpalus KOToporo AoikHa OeiTh He meHee 20 % or
KOHUEHTPAlHE MaKCHMAIBHOTO IPagydpOROYHOIO PAcTBOPA, XPOMaTorpadHpys ero He
meHee AByXx pas. Ileproe usMepeHHe BbIOPAHHOrO rpayHpOBOMHOIO PAcCTBOPA MPOBOIST
neped HayanoM BEINONHEHHS aHajiu3a cepuH o6pasuor. Ecny pasHuna MeXIy H3MepeHHOH
KOHLIeHTpaluefi KaxXKJoro XOMNOHEHTa B BHIOPaHHOM rpajyMpOBOYHOM PacTBOpPE M €ro
dakTHYecKkO KOBLEHTpauHel 10 OTHOWIEHHIO K (AKTHYECKOH  KOHUEHTpPALWH,
BHIP@KEHHAA B NPOLCHTAX, HC NPEBBIGIACT HOpMATHBA CTA0ANLHGCTH Tpagyuposka Kp,
rpajiyMpOBKa CYMTAETCS JOCTOBEPHOH H MOXKHO MEPEXOJUTh K aHAIHU3Y cepuK 06pa3uos no
n.11.3. Ecan 9ro TpeGOBaHHE HE BRINOMHACTCA, TO POBOIAT NOBTOPHYI0 IPagyHPOBKY
npubopa.

Hopmatus cTabunsHOCTH rpadyHpOBKY COCTABIAET:

e s Auanaszosa KoHueHTpauui oT 0,2C . 110 0,4C . (BKIFOYHTENEHO) ~ 7 %);
e ia Auana3’oHa KoHuexTpanmit cesime 0,4C ,, 10 Cp,x (BrunoauTensuo) —4 %,
THe Cppax— KOHUESHTPAIMA MAKCHMATBHOTO TPagyHPOBOYHOTO pacTBOpa.

Tlocne 3aBepureHus ananu3a cepuy 00pasuOB TPOBOAT BTOPOE U3MEPEHHE
BBIOPAHHOIO rpafyHpOBOYHOTO PacTBOPa, CPABHUBAL Pe3YNBTAT H3MEPCHHH ¢ HOPMATHBOM
CTa0MITBHOCTH IPALyHpOBKM TaK, KaK 3TO ONMCAHO BHIUE. B ciyyae HEBBIOTHEHHA
J@HHOTO YCJIOBHA INPOBONMTCA MOBTOPHOE H3MEPEHHE BBHIOPAHHOrO I'PaJYHPOBOYHOIO
pactBopa. Ecmu 1nipy 3TOM mDonyYeHHHle 3HAYGHMA CHOB2 HE YROBIETBOPAOT
BBILIETIPUBEEHHBIM TPeOOBaHMM, BBIABNIIOT H YCTPAHMiOT NPUYMHBI HECOOTBETCTBHA, @
3aTeM BHOBb IIPOBOMAT H3MCPCHUA CEPHI 00pa3lIOB.

Ipu nposepeHuy H3MepeHHMH ¢ Py4HBIM BBOAOM 0GDa3sUOB CEpHA COCTOMT K3 6-10
ofipasuos. Ilpu nposemeHny u3MepeHuit ¢ BBOAOM NpPOOH! aBTOCAMITNEPOM CEpUA COCTOUT

u3 10-15 obpasuos.

11.2 KoHTponb YHCTOTLI CHCTEMbI
Jlnd  KOHTPONA CTeMeHH YHCTOTHI PEaKTHBOB M  NPAaBHIBHOCTH  paboThi
xpomatorpada, a TakKe A NPEAOTBPAILCHHA NOABICHAA JOKHOMOIOKHUTERBHBIX TTHKOR

Heo6X0AMMO NPOBOAMTH M3MEPEHHE «XONOCTOU» mpoGhl. MaMepenue «Xonocroit» npobsl
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TIPOROJAT TOCNTE H3IMEPEHMS TIPafyHPOBOYHOrO DAacTBOpa MPH NMpoBepke cTabWILHOCTH
rpajgyMpOBKH, A4 TalOKe I[OCAES BBIIOJHEHMA aHainmsa cepuu 0O0pasnoB. B kauectse
«xonocTod» npobn ucnoassyior 50 % (no obbeMy) pacTBOp OSTHADBOTO CHHpTA,
npoeawero mpoueaypy npodonoaroropkr. Ecin B «xonoctoit» mpobe o6HapyKUBaIOT
no6oe U3 AHATH3HPYEMBIX KOMITOHEHTOB, BBIBIAIOT TIPHYMHGI W YCTPAHSIOT Juobuie

HCTOYHUKH 3arPASHEHHU.

11.3 BbinonHeHue UsMepeHHii Npodbl

IMpoBopsT H3MepeHUe MOArOTOBIEHHOH 110 . 10.6 npoGs1.

Ilpo6a xpomatorpadupyerca He MeHee 2-X pa3. IIuky KOMIIOHEHTOB B Ipobe HOMKHH
OEITh MPABMIBHO IPOMHTEIPHPOBAHEL, MPH HEOOXOOMMOCTH Pe3yJbTaThl HHTCTPAPOBAHUS
ONOMAany HKA KoppexTHpYIoT. Ecim paccurTannas MaccoBas KOHIEHTPALMS KOMIOHEHTA
B HCOBITyeMOH npo6e IpeBblIacT BEPXHIOD IPAHHIY AMANa30Ha TPagyuMpOBKH, OpoGy
pas0aBiAl0T PacTBOPOM STHIOBOFO CIMpPTa, NPUIOTOBIEHHOro mo 1. 10.2 W noBTOPSFOT

H3MEpEHHe.

114 Hzewrnduxaluus HHIMBHAYANLHBIX COeTHHEHHH

Ilpy oTCYyTCTBMM ITHKAa ONPEASNACMOr0 KOMIIOHEHTA HA XapaKTepHCTHIECKOM
BpEMEHH YIEep)KMBaHMA JCMalOT BBIBO, YTO AaHHEIN KOMIIOHEHT B mMpobe OTCYTCTBYET.

Ecmn Bpema yHepKMBaHMA ONpPelelfeMOr0 KOMIIOHGHTA Ha XpoMarorpamMMe
8HANM3NPYEMOH Tpobhl COBNANAET C BpEeMEHEM YASpKUBAHUA OINpPe/iesieMOro KOMIIOHEHTa
rpajyHpOBOYHOrO pPacTBOpa, TO NPEANONArat0T, YTO JaHHBIA KOMIIOHEHT B mpoGe
[PHCYTCTBYET.

Jina  nononHUTEeNnsHON MIAECHTHOHKAIHE ONPENENSEMOr0 KOMIIOHEHTaZ PE3YNBTAT
TNOATBEPKAAIOT CPABHEHMEM CIEKTpPa TOINOLICHHS ONPEeleNIeMOr0 KOMIOHEHTa B
aHanmaupyeMoH npoGe ¢ [aHHBIMM CHEKTPANbHBIX GuUGAHOTEK Uit ONPEAENACMOTrd
KOMIIOHEeHTa. PexoMeHiyeMble MapaMeTphl CO3RAHHA  CHOEKTPAIBHBIX  OHGAHOTEK
npHuBeaeHs! B [Tpunoxerun A (puc. A.2).

OnmHoBpeMEHHO HEOOXOMMMO OLIEHMTH BO3MO)KHOCTH TIPUCYTCTBHS 3arpa3HSIONIMX
TpuMeceil B ONpenenseMoM KOMIIOHEHTE JIO YHCTOTE MUKA C MOMOIIBI0 CTATHCTHYECKOrO
aHan¥3a,  BBINOQJUHAEMOTro  mporpaMMabiM  obecrieyenriem — ChemStation  myreM
4BTOMATHYCCKOro CONIOCTABICHMUA CIIEKTPOTPAMM.

3nauenma Match factor B mmanasone 900-990 cBUAETENBCTBYIOT O HEKOTODOM
CTeKTPalbHOM CPOJCTBE HACHTHOMIHPYEMBIX KOMIOHeHTOB. Bee 3Hauenma amxe 900

O3HA4AIOT, 4YTO PacCMaTpHBAIOTCA [ABC CHIEKTPOrpaMMEL Pa3fIMYHBIX BELUECTB. Ycnosus
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TIPOBe/ICHHS CLEKTPOMETPHYECKOr0 aHAIN3a NUKA HA YUCTOTY KOMIOHEHTA NPUBEAEHB! B
Tlpunoxennu A {piuc. A.3-A.7).

32KTI04YEHHE O IIPUCYTCTBHH HCKOMOTO KOMIIOHEHTA B Ipobe MOXKHO CHENIATH TOMLKO
B Clly4ae, €Cc/id BeJIHYMHA IOKasaTeNs KavyecTBa cosmageHus cnextpos (Match factor) mo
PE3yNBTATaM aHaN#3a CIIEKTPOrpaMM HaxOAuTCs B HHTepBaie 990-1000.

[lpumeyanue: ARA NpoBeaeHUS HACHTHOHKAUHM WHAMBHAYANBHLIX COEAHHEHHH HeoOXoauMo
u3yuuts pasnen «OcBOeHHE METOAOB CHEKTPaNbHOro aHanusa» HHeTpykuumud ChemStation xuakoctHoro

xpomarorpada.

12 O0OpaboTka pe3yiLTaToOB H3IMepeHMil

12.1 PacyeT MaccoBOii KOHUEHTPAUMH OTIPEAENAEeMOro KOMIOHEHTa B PoGe
MaccoByl0 KOHUEHTPAUMIO i-ro KOMIOHEHTAa B TPOGE, BEIPAXCHHYI B MI/aM’,

PaccuuTHIBAIOT 110 hopmyne

C,=C,*K, 3)
rne  C, — KOHUEHTpallus i-ro KOMIOHEHT4, NOMyYeHHas 10 IpajydpoOBOYHOHA KpUBOHM,
MI/ v

K - koaddunueHT pasGapieHus, pacCUNTEIBaeMbll 1o Gopmyne

K=-~, @

kS

rae  V,— 0GbeM HCXOIHOTO PacTBOpa IPOGH, ¢M’;

3
V, — 00bemM pazbarneHHOro pacTBOpa IPOOEH, CM .

[TporpamMmuoe obecnegenne ChemStation 1ia pacdera KOHUEHTPALHH KOMIOHEHTOB
B HCOBITYeMOM npofe HMCHONB3YeT MoOJens HEB3BeMEHHON mMHERHoM perpeccun Buia
YFbi*Cxi.

MaccoBas KOHLEHTpauMst i-ro KOMNOHEHTA pacCUUTEIBACTCH  TIPOrPaMMHBIM
obecneycureM no gopmyne

C=2L, )

Iie y; —wiowaze i-ro muka, mAU xS;

b; — k03 OUUMCHT IHHCHHOA PErpeccuy 1a i-I0 THKa, mAU xS x av/mr.
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Pacyer MaccoBoif KOHIEHTPALHM /-0 KOMIIOHEHTa MPOW3BOOMTCA A0 TPEThEro

HEeCATUYHOIQ 3Haxa.

12.2 OasocTOpOMHAN oneHKa MacCOBOH KOHIEeHTPauHu onpeesiemMoro
KOMIOHEHTa B MPOAYKTe

Ecnu envuuga C, OKasklBaeTcs MEHpIIE Npelena HIMEPEHHA METOMMKH Cpp, TO

Beiudcnenus 1o n.12.1 He mpousBoasATCs, a JAeTCAd OJHOCTOPOHHAA OUCHKA MAaccoBOH
KOHIEHTPAUMH [ -To KOMIIOHEHTa B rpobe, MI/oMC, B BRZE:

C, <Crop>
rae C,,p — HIOKHHH Npeses H3MEPEHHA METOBMKHU.

Ipenen u3MepeHys METORAMKA COCTABIZET:

e (C 100 = 0,1 Ml‘./'HM3 AJ12 BCEX OMPCACIIAEMbBIX KOMIIOHEHTOB 3a HCKINIOUCHUEM 3JU1aroBoH

KHCIIOTHE;

o Cppp=0,2 mr/nM’ 1ns 31MATOBOH KHCTOTHL.

12.3 OxoHuaTenbHBIH pacyeT pe3yibTaTa H3IMepeHHi

3a OKOHYATENBHBIH PE3YNETAT U3MEPEHMH NPHHHMAIOT CpejHee apudMeTHYECKoe
3HaYCHHE pE3YJIbTaTOB [OBYX IapalIeNbHEIX H3MEPEHHH IpH BEHITONHEHMH YCHOBHA
TOBTOPSEMOCTH 110 .12 4.

Cll +CIZ

C_'i=
2

) (©)

rae C,,C;, — pe3yiabTaTsl MapalienbHBIX ONpeleleHHH MaccoBOH KOHIEHTPaUMM i-ro
KOMIIOHKEHTa, B Ipobe, Mr/am’.

OxoHuaTeNEHBIA PE3YNBTAT OKPYINAKT 40 BTOPOro ACCATHYHOIO 3HaKa.

12.4 TIposepka npHeMJIEMOCTH Pe3yJIbTATOB H3MEpEeHHIi, MONyUeHHBIX B YCAOBHAX
TIOBTOPSIEMOCTH
[IpoBepxy NPHEMIIEMOCTH pe3yAbTaTOB HM3MEpeHuH, MONYYEHHEIX B YCJIOBHAX
NOBTOPASMOCTH, DPOBOJAT B COOTBETCTBUY ¢ TpeOoBaHuamu 'OCT MICO 5725-6-2002.
1pu BEIMONHEHMH H3MepesMi o 1. 11.3 nonyyaroT ABa MapauieNbHBIX Pe3yibTaTa
eNMEMYHBIX HabmiomeHn#l aHanwu3upyeMmolf TpoOBl B YCIOBHAX [OBTOPAEMOCTH. 3a
pe3YIABTAT HIMEPEHHH NPHHAMAIOT cpeHee apHbMETHIecKoe 3HAYEHKE ABYX PE3YIIETATOB
CAMHMYHBEIX ~ HaOmrofeHWH, pacXoXIeHME  MEXAY KOTOPHIMH He  IIPEBHIILACT

YCTaHQBJIEHHOTO Npeaena noBTOPACMOCTH.
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TIpoBepky NpHEMIEMOCTH IIPOBOJAT CRENYIOIIHM 06pa3oM.
PaccunTeiBalOT aOCOMKOTHOE pACXOKACHHE MEKIY Pe3YIbTATAMH EAUHUYHBIX

HaOinoneHni |C,-C,|, 3HaueHMe KOTOPOTO CPaBHMBAIOT C abCOMIOTHBIM 3HaYeHHEM
IIpefiena NOBTOPSEMOCTH 7,,, . AGCOMIOTHOE 3HAYEHHE MPeIesia NOBTOPAEMOCTH F,. , MI/AM,

DPacCYHTHIBAIOT IO hopMyae

ree =0,01-r,, - C, @)

amu

rge 0,01 — xoaddunueHT AN NepecyeTa NPOLEHTOB;

C — cpemHee BapuMeTHUECKOE 3HAYEHME [BYX DE3YNBTATOB eNMHHYHBIX
Habmoaenni, MI‘/JIM3;

Yom — OTHOCHTE/IBHOE 3HAYCHHE NPEAe]d MOBTOPACMOCTH, %, YyKa3aHHoe B
tabaunne 4.

Tabmuua 4 — OTHOCUTENBHEIC 3HAYCHUA IIPEILNOB MTOBTOPASMOCTH

HuanasoH W3MepeHRui, WuTepan 3HaueHHH MaccoBOH TIpenen noetopseMocTy r, %o
mr/mm’ KOHLEHTPALRH, Mr/md’ (1% ABYX PE3YNIBTATOB
eIHHMSHBIX HabMoneHmH)

Tamnoeas kuenova | 010,10 1o 10,00 swoumrenero | 6.
Cs. 10,00 mo 50,00 BKTOUHTENBHO 4

S-rwppokcmmerdn- | 010,10 0 35,00 smoumreneno  } S

bypdypon Cs. 35,00 o 250,00 BKIIOYHTENBHO 3

@ypgypor | 010,10 79 10,00 Bmosmreneno | 6
Ca. 10,00 go 50,00 BKIIOYHTENBHO 4

4-rHAPOKCHOEH3-
ANBOETHA
BaHniuHOBadg KHCAOTA

5-merundypdypon
CupeHreBas KucioTa

Bauunun Or 0,10 go 4,00 BmoYHTENBHO 8

CupeHeBsIit anbaeri Ce. 4,00 a0 20,00 BKmouHTENEEO 4
N-KYMapoBas KHCJIOTa
CuHanosas KHC/IOTa
Kouudepunossiii
anemerui
CHHanoBbli aNbRETHA,

Dnarosas kucnota Or 0,20 mo 10,00 BxIYATENBHO 9

Cs. 10,00 no 50,00 skmounTeasL0 6

12.5 YcnoBHe IpHeMAEMOCTH Pe3YILTATOB H3MepeHui
Ecnu mna 3Ha4eHHs abCOMIOTHOrO PacXOXKOEHHS MEXIY JBYMA Pe3ympTaTaMH

eJMHMYIHbIX HAOMOACHMH BHINIONHAETCA YCIOBHE

IC-Cy|s 1 ®

Lr




10 002 PE3YNBTATA CUMTAKOT MNPUEMIIEMBIMH H B KadecTBe pesyjbTrara HSMCPCHME

YKashIBAKT CPEAHEE apu(METHIECKoe 3HaYeHne C, paccunTanaoe o gopmyie (6).

12.6 [leitcrsus NP HEBBINOJHEHHH YC/I0BUA NPHEMIEMOCTH Pe3yIbTATOB
H3MepeHHH

[Ipyn HeBBUIONHEHNH YCIOBHA 1. 12.5 NpOBOALTCS MOBTOPHEIE K3MEPEHKS COTIIACHO
pasgeny 11.
12.7 IlpoBepKa NPHeMJIEMOCTH Pe3yIBTATOB H3IMEPEHHH, NOYYeHHbIX B YCI0BHAX

BOCNPOH3BOAHMOCTH

IlpoBepky HpPHEMIEMOCTH pe3YMLTATOB H3MEPEHM, MONYYEHHEIX B YCIOBUSLX
BOCTIPOM3BOAHMOCTH, IIPOBOAAT B COOTBGTCTBHH c TpeGOBaHUAMHA
roCT MCO 5725-6 crepyromuM ofpazoM.

Kaxxpas u3 aAByx nabopaTopuii IpOBOAUT H3MEPEHHMS B COOTBETCTBHH ¢ pasfieioM 11

 MOJIy4aeT pe3yNbTaT U3MepeHKii, obecnednBas KORTPOIE IOBTOPSIEMOCTH o 1. 12.4.
PaccunTeiBaroT cpemHee apudMerHueckoe 3mawenue C, Mr/mv’, pesynsTaToB
u3Mepesnid AByx naboparopuit Ci 1 C» COOTBETCTBEHHO

_E[ +Ez
2

all

&)
PaccunThiBaioT abCOMIOTHOE pAcXOXKICHHE MEXJY pe3yJsTaTaMyl W3MCPEHMiA
QE, —Ez[, NOMYYCHHEIMH B IBYX JabopaToOpHAX, 3HAYEHWC KOTOPOr0 CpPaBHHUBAKT ¢
abCOMOTHEIM 3HAaYeHMeM NpeZiea NOBTOpAeMOCTH R, . AGCOTIOTHOe 3HaueHHe NMpeaena
NIOBTOPAEMOCTH K .., mr/ oy’ PacCYHTHIBAIOT 110 GOpMYyIIE
Ry =0,01-R,,C, (10)
rae 0,01 — koapdruenT ain nepecyeTa NPOLIEHTOB;

C - cpemsee apudMETHYECKOe 3HAYCHHE pe3yNbTATOB MIMEpPEHHH [ABYX
nabopatopui, Mr/aM’;

R, — OTHOCHTE/IBHOEC 3HA4YCHHE INpelesla BOCIPOH3BOOMMOCTH, %, yYKa3aHHOE B

o

Tabnuue 5,
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Tabnuua 5 — OTHOCHTENBHEIE 3HAYCHHS IIPEAETOB BOCIIP OH3BOAMMOCTH

J#ana’oH H3IMEepenHH, Hnrepsan 3gayenuit Mmacconoit Ilpenen BOCOPOU3BOAMMOCTH
mr/om® KOHIIEHTPAIIHH, MM R,%
(a1 nBYX pe3ynpTaToB
H3MEpeHHit)
Tlannopas kuenota | 010,10 20 10,00 Brmomnremeno | 18 .
Cg. 10,00 so 50,00 BKMIOYHTENBHO 11
S-THpoKCUMETHN- | 010,10 0 35,00 Bwmowmreneno | L S
dypdypon Ca. 35,00 z10 250,00 BKMOUHTENBHO 3
Dypbypon |.....010,10 10 10,00 Bromowmrenmeno | ] 18
Cs. 10,00 xo 50,00 BrnovuTEILHO 11
4-ruapokcHOeHs-
anbaeru
BaHUJIHHOBAA KUCTOTA
5-metundypdypon
CHpeHeBan KUC/IOTa
Bauunun Ot 0,10 zo 4,00 BKMOYKTENBHO 20
Cupenesbli anbaeria Cg. 4,00 mo 20,00 BKNIOUUTENBHO 13
I'I-K)'MSPDB&S KYiChoTa
CuHHanopas KHCJIOTa
Konudepunossiit
anbJerus]
Cuuanosslit anpnerug
Dnarosas KHC/IOTa Ot 0,20 10 10,00 BrmroguTENBHO 22
''''' Ce. 10,00 1o 50,00 sxmoumrensno 16

12.7.1 Ycnosue npueMIeMOCTH Pe3yNBTAaTOB H3MEPEHUT

Ecnu nn4 3HaueHnA aGCOMOTHOTO PacXOKIEHHMA MEXAY NBYMA Pe3yNbTaTaMH JIBYX

naboparopuii BHIONHAETCS YCIOBHE
IEl—EzI < R (11)
T0 00a KOHEYHBIX pe3yNsTaTa, MONYYEHHBIE IBYMS JxaﬁoparopﬂﬂMu CUHTAIOTCA

nipuemMIeMbIME B ofIliee cpelHee 3Havenue C, paccaurarHoe 1o hopmyie {9), Moxer OHTH

HCIONE30BaHO B KAYECTBE 3a8BIIICMOrQ pe3ypTara.

12.7.2 JleficTBuS DY HEBHINOMHEHHH YCIOBHA MPHEMIEMOCTH PE3YJIETATOB H3MEPEHHH

IIpyu npeBbIICHKHH NpPEEna BOCOPOU3BOAMMOCTH IS pPa3pellieH s PasiHyHil MEXAY
Pe3YNbTaTaMK, IONYYCHHBIMH [ByMs JabopaTOpHAMH, HeNecoO0pasHO HCHONL30BATE

nponeaypr, ykazausie B pazgene 5 TOCT HCO 5725-6-2002,
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13 OdopmaeHHe Ppe3yNbTATOB H3IMepeHH

13.1 BapHaHTHI NpeACTABIEHHS Pe3YIbTATOB H3MepeHUH

13.1.1 ®opma npeACTaBNEHHS PE3Y/IBTATOB M3MEpPEHHA C KCTIONL30BAHMEM IOKA3aTens
TOYHOCTH

PesynsTaT M3MepeHull mpeAcTaBnAeTCS B CIEIYIOLIEM BHAS

(E * A), mr/on’
(npu moBepUTEBHOM BeposTHOCTH P = 0,95),

e C - PE3YNETAT U3MEpPEHHH, Ml‘/}.'(MJ, DOyYeHHBIH B COOTBETCTBHH C HacTOAIUESH
METOAUKOI H PaccUHTaHHbLM cormacHo pasaeny 12;

+ A - alconoTHOE 3HaYEHNE MOKa3aTeNs TOYHOCTH HACTOAIIEH METOIHKH, Mr/ave.

AOGCOMOTHOE 3HaYEHHE [10Ka3aTeNs TOYHOCTH A, Mr/zw’, PacCYMTHIBAOT, HCMOAB3YS
OTHOCHTENbHOE 3HAUCHHE [OKa3aTels TOUHOCTH HACTOAIIEH METORHKH & , %, yKasaHHOE B
Tabmuue 2 o popmyne

A=0,01.6-C, (12)

rae 0,01 — xoahpunueHT 413 NEpecueTa NPONEHTOB;

c - cpeqHee apUMETHYECKOE 3HAueHHEe IBYX pEe3yJbTaTOB ENWHHYHBIX

HAGMIONCEMH, MI/IM .

13.1.2 ®opMa npencTapIeHH Pe3YNbTaTOB H3MEPEHHA C HCHONB30BAaHHEM PacITMPEHHOM

HCONIpEACTICHHOCTA

Pesynerar u3mepeHuii, BelEaBaeMpiii mabopaTropueit, MOXET OBITH NPEACTaBNEH B

BHAE
(EiU(C)) , Mo/’

(npu nopepurensHoll BeposTHocTH P = 0,95),
roe C - pe3ynsTar M3MepeHMi, MI‘/}_IMJ, [OJIyYeHHBIH B COOTBETCTBHM C HacTosmiei
METOAMKOMN ¥ DACCYMTAHHEIA COMIacHO paszeny 12;
U(C) — paclIMpeHHas HEONPEIETEHHOCTS Pe3yIbTaTa uamMeperuit C , Mr/im .
PacummperHylo  HeolpeNeNEHHOCTH  pe3ynbIaTa  H3Mepewudi  U(C), mr/me’,
PacCYMTHIBAIOT N0 hopMmyne
U)y=K-u(0), (13)

rae K — xoagdunmenT oxpara, paBHbIH 2 0pH AosepHTensHOl BepoaTHocTH P = 0,95;
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#,(C) — cyMMapHasi CTaHIAPTHad HEONpEAENEHHOCTh Pe3yNbTaTa M3MepeHuit C,

Mr/m.

13.1.3 dopMa npeacTaBneHH pe3yNETaTOR B BUIE ONHOCTOPORHEH OLIEHKH MAaCCOBOR
KOHLEHTpalliK ONIpEAensaeMoro KOMIIOHEHTAa
Ecnu BenmuuHa MaccoBoif KOHUEHTpallu  ONpEAENIeMOro KommoneHta C

OKa3plBA€TCA MCHBUIC IIpEOcna WIMCPCHUI METOOWKH CLOQ’ TO jpaeTcsa ONHOCTOPOHHASL

OLIEHKa MacCOBOH KOHLIEHTPALlKK OTIPEeJenaeMOro KOMIIOHEHTa o 1. 12.2, Mr/aM’, B Buze

C<Cpop»

rae C,,, — HIKHUE NPEET H3IMEPEHUS METOMMKH.

14 KouTposb Ka4yecTBa pe3yJbTATOB H3IMEPEHHH

KoHTponk kadyecTBa pesylsTaTOB M3MEPCHHH INpPH MCIIONE30BAHAM METONUKH B
nabopaTopud OpeRyCMaTpPUBAeT BHITONHEHWE ONEPATHBHONO KOHTPONA MYyTEM OLEHKH
COOTBETCTBHSA DOIPEIUHOCTH pPE3yIbTATOB M3MEPEHHMH YCTaHOBJIEHHEIM HOPMATHBaM IIPH
peanu3aMK KOHKPETHEIX IPOLEAyp.

14.1 TIpoBeseHue ONepaTHBHOIO KOHTPOJNA KadecrBa ¢ HCHOJL30BAHHEM MeETOAA

n00aBoOK

OnepaTHBHBIH  KOHTPOJAb  NPOUEAYPHl  M3MEpeHMH 1O  METOIHMKE
IpenycMaTpuBacT:

*  TIpoBeJeHHE KOHTPONBHOH NPOLEMyPEl C MCTIONB30BAHMEM METOa 100aBOK;

*  pacyeT pe3yNbTaTa KOHTPORbHOH npouenyps K, ;

+  pacuer (YCTaHOBJICHIE) HOPMATHBA KOHTpod K ;

*  peanH3alHIo peHIalOIero NpaBHN2 KOHTPONA (COMOCTaBIEHHE pe3yibsTara
KOHTPOJEHOH MPOLERYPHl C HOPMaTHBOM KOHTPOJIA);

*  TIPHESTHE PENICHUI N0 pe3yNbTaTaM KOHTPOIL.

Ilpu npoBenEHUH OMEPaTHBHOIC KOHTPONA IPOLEAYPE! H3MEPEHHH ¢ IPHMEHEHHEM
MeTola B0oOaBOK CpeACTBAMM KOHTpPOJIA ABIAIOTCA cTabmibHBle paboume npobsr m 3TH xKe

npo6El ¢ H3BeCTHOH N00aBKo#H onpenenaeMoro KOMIOHEHTa.

14.1.1TIpoBenense KOHTPOJILHOH NPOLELY PEI
OnepaT#BHEIA KOHTPOJS NpPOUERYPH M3MEPEHWI BBINONHSETCH B [OPAIKE M G

TEPHOAWYHOCTBI0, YCTAHOBIIEHHBIMHI CHCTEMOH MEHEIKMEHTA Ka4eCTRa JIaGOp&TOpHH.
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IIpn HCnoap30BaHHM INpOLEAYPH. KOHTPOMAA ¢ NPHUMEHEHHEM MeToha Ho0aBoK
HeOOXOMHMMO  IIPEAYCMOTPETh, 4YTOOB HOIPEHIHOCTH, OOYCIOBIEHHBIE OIEpaldAMH
BBENEHMA [OGABOK W TIOTPELIHOCTH CPEACTB HM3MepeHMit Ins BBeaeHms 100aBOK, He
BHOCHIM CTaTHCTMYECKK 3HAYMMOrO BKIAAA B HOTPEIUIHOCTE PE3YNBTATOB H3MepeHud
COZIepXKaHus OTpeJeNIIEMOr0 KOMIIOHEHTa B pobax.

Jna npoBeleHrsl KOHTPOJBHOH MpoLedypsl pabodyro mpoby AenaT Ha JBE YacTH.
Opuy 4acTh OCTAaBAAIOT §€3 H3MEHEHHH, BO BIOPYIO IEIaloT Ho0aBKY OJHOrO MIH
HECKOIBKMX KOMIIOHEHTOB. Bemnuuny no6aBku BeiOMPaOT B 3aBHCHMOCTH OT MAacCOBOM
KOHLIEHTpallMd KOMIIOHEHTa B npofe 0e3 no0aBxH, YCTaHOBIEHHOH MO pe3ynabTaTaMm
NpenBapUTE/NLHOTO aHanu3a mpobbl, B pasmepe ot 50 % o 150 %. [pu aToM comepxanve
KOMITOHEHTa B 1npobe ¢ DoOaBKOH He MOIDKHO NpPEBSIINATL BEPXHeH IpaHMUGL AHAAa30HA
HIMCPEHHR METOAUKH.

IIpoBoasar ananus npo6r! 6e3 no6aBku ¥ Mpobel ¢ BBEAEHHOM 100aBKOH B yCI0BHAX

TIOBTOPASMOCTH. B KAUECTBE PE3YNBTATOR KOHTPOIBHBIX M3MEPEHHH B Tpobe (E,,) B

n+ed

upofe ¢ nobaekoit (C ) HCIONIB3YIOTCS CPEAHME 2pHOMETHYSCKHE 3HAYeHHd ABYX

Pe3ynbTaTOB COMHHMYHEIX HaOMomeHull, packoXACHUA MEXIY KOTOPHIMH HE NpPEBHIMAIOT

npefeNa NoBTOpAEMOCTH (ycioBre 1.12.4),

14.1.2 Pacyer pesyabTaTa KOHTpONbHOM npoueyps K,

Pe3yJbTaT KOHTPONBHOH Hpoueayps K, , MIYIM®, PACCUHTHIBAIOT 1O (opMyne

K, =C-C, (14

rae  C — pesy/bTaT KOHTPOIBHOTO M3MCPEHHUA MaCCOBOH KORIICHTPAIAK ONpefesIeMOro
KOMIIOHEHTa, MI/aM’;

C, — KOHTPONKHOC 3HAYEHHUE MACCOBOH KOHIEHTPALMH OLPEACIACMOTO KOMIIOHEHTA,
Mr/aM’.

IMpu nposeneHu# XOHTPONBHOH NPOUENYPH C MCHIONB30RAHKEM MeTona nobaBok K,

PaccYMTEIBAETCA N0 QopMyJIe

K, =G ~(C,+C.), (15)

rne  C, — cpendee apH(METHYECKOe 3HAYEHHE JBYX pe3YNBTATOB ELMHHYHEIX

HabmoeHuil MaccoBolt KOHIEHTPAOHH OIPEAEIIEMOro KOMNoBeHTa B npobe Ge3 no6aBkH,
Mr/o ;



C,., — Cpenree apHQMETHYECKOe 3HAUEHHE NBYX Pe3yNbTATOB SAMHHYHBIN HAGIEOACHMiL
MaCcCOBOH KOHIIEHTpallii ONpeNenseMoro KOMIIOHEHTa B Ipode ¢ fo6GaBKofi, Mr/)mj‘;
C, — paccyuTaHHai BeNMuKMHA A0OABKH ONPENENSeMOro KOMIOHERTa, MIYIM. .

14.1.3 PacueT HopMaTHBa KOHTPOia X

HopMarue kOETpois K , MI/IM’, PACCUNTEIBAIOT 110 hopmyTe
) Tp P

2

K=y(Aaa) +(80)" (16)
roe A, - XapaKIepHCTHKA ITOTPEIMHOCTH PE3YNSTATOB KOHTPONBHOTO H3MEDEHHA,
MI/AM’, COOTBETCTRYIOLIAR COIEPKAHMIO KOMIIOHEHTa B 1Ipole Ge3 pobaBKu;

t Ay, — X8PaKTEPHCTHKA TIOTPEMIHOCTH PE3YJBTATOB KOHTPOIBLHOTO H3MEPEHMA,
Mr/IM®, COOTBETCTBYIOMAN CONEPIKAHMIO KOMIOHEHTa B PoBe ¢ 10GABKOM, pacCIBTAHHAS
no Gopmyne

Acia :0’01'5'6;;’ an
roe 0,01 — xoa@duMenT 111 IepecueTa IPOLEHTOB,
+& - OTHOCHTENbHOC 3HA4YCHHME XapaKTePHCTHKH TIOTPELIHOCTH pe3yNBTATOR
n3MepeHHi no MeToarxe, %, yxasansgoe B Tabnune 2;
C,., —cpemee apHbMeTHdeckOe 3HayeHWe JBYX De3yJLTATOB ETMHHIHBIX
HabmoNeHui MACCOBOI KOHLEHTPAIMY KOMIIOHEHTa B IIpoBe ¢ NOBGaBKoi, MI/am’.
XapakTepHCTHKa  [OIPEIHOCTH — Pe3YNETaTOB  KOHTPOJIBHOTO  H3MEPEHMS
+A,,, MI/IM’, COOTBETCTBYIOMIAS CONCPKAHMIO KOMIOHEHTa B npoBe 6es mobamky,
PaccyYMTEIBAETCA [0 hopMy e
A, =0,01-6-C., (18)
rae 0,01 — xoaddunpenT o3 nepecyeTa NPOLECHTOB;
C, ~ cpemHee apHMETHHECKOe S3HAYCHUC ABYX DE3YNBTATOB eMHUYHBIX
HafoAeHUH MacCOBOH KOHICHTPAlluK onpejensemore kKoMnonesTa B npobe Oes mobaBiw,
Ml‘/}lMs;

6 — OTHOCHTENBHOC 3HAUCHHE XApaKTEPHCTHKH IOIPEUIHOCTH DE3YNETATOR

H3MepeHui no Merouke, %, ykasaHHoe B Tabnune 2.



14.1.4 Peanusanma pelliaroLiero npasuia KOHTPONA U IPHHATHE PElIeHuM 110 pe3yibTaTaM
KOHTpOJIA
IIpoueaypy U3MepeHHH NMPU3HAIOT Y OBIETRBOPUTENBHON IPH BRINOJIHEHHH YCIOBUA
K| < K (19
[lp# HEBBITONHEHKWH JAHHOTO YCNOBHSI KOHTPONGHYIO NpPOUEHYPY ITOBTOPSIOT,
HAYHHASL ¢ 3Tana MOATOTOBKY Npob. [Ipy MOBTOPHOM HEBGLITONHEHHH YCIOBUS BBIICHSIOT

[IpUYEHEL, TPUBOAAIIME K HEYAROBNECTBOPHTENBHEIM pe3ynbTaTaM, U NPpHHEMAaKT MEpH No

HX YCTPaHEHHIO.
Paszpaboruamxu:
3amM. Hady. OTAcaa - / T.H. Punamguyx
Ben nmxeHep p % < 7 0. XKnanos
Hroxedep / . ﬂ/IO.B. Borparopmy
Wmkenep /" T.II Gospuna
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Mpunoxenune A (ob6s3aTennnoe) XpomaTorpaduueckue yCJI0BHS H HapaMeTpbl HACTPOHKH AeTeKTOpa

O6pasen: I'panyvpoBOuHbIf pacTBOp cMeCH (JEHOMBHBIX H (YPAHOBBIX KOMIIOHEHTOB
KonoHxa: LichroCART 250-4 Superspher 100 RP-18
OfbeM HHKEKLHH: 10 mEn
DIOEHTSI: A = METHIIOBBIR CITRPT,
B = 0,5% pacteop yxcycHoH xucnorst, pH = 2,95-3,05
Tpamuent: 95% B
10 mun 85%B
45 mun 60%B
55 mun 2%B
60muH 95%B
CKOPOCTE NOTOKA: 0,6 mn/mun
Temnepatypa: 35°C
«Post timen: 10 mus
JetexTapopanie: UV-DAD, 280

&
S
&
)
&
&

13,147 - S-HMF
30.308 - 5.

10,401 - Gallio acid
20.958 - Vanilic acid
36433 - Vandin
448,790 - synapis acd

33078 - sytingle asid

Puc. A.l1 Tanudsan xpomaTorpamma cvecu §eHOALHBIX H ypPaHOBBIX KOMIIOHEHTOB



DAD Signals : Instrument 1

Puc. A.2 TiapameTpei HacTPORKH JeTeKTOpa AJIN CO3AHAA CHEKTPAJIBHBIX GHOAHOTER
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Puc. A5

Puc. A.3-A.5 Tapamerpsi peskama paboThl AeTEKTOPA A PECRCTPALMYA CHEKTPOrpamm
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] ggggg:é.;{::

Puc. A.6 Pe3yapTaTel cIEKTPOMETPHYECKOT0 AHATH3A IpH NPOBepKe FOMOTeHHOCTH (YHCTOTHI) HHKA
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Syrigaldshyde

o-Counade acid

4-HBA

Siringic acid
Baflic acid

Puc. A.7 PesynsraThl OlEHKH N0oKa3aTens KadecTsa copnagennii (Match factor) ¢ uenosib3oBanuem JaHHBIX CHEKTPAIBLHBIX
Oubnnorex
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