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AHHoTauua

B nabGoparopusx mo KOHTpOJIO OE30MacHOCTH U KayecTBa aJKOTOJIbHOM MPOAYKUIMU Haubosee
yacTo BbINONHAIOT ucnbiTanus mo 'OCT 30536-2013 «Boaka U cniupT 3THIIOBBIN U3 MHUIIEBOTO CHIPHS.
["azoxpomMaTtorpaduueckuii dKCIpecc-MeTo ] ONpeAeNCHUsI COAEPKaHUS TOKCUYHBIX MHUKPOIIPUMECEH».
OTOT cmoco®d BKIIOYAET BBINOJHEHHWE KaTMOpPOBKM NpUOOpa MO METONy BHEIIHEro CTaHaapra —
abcomotHOU TpanyupoBku. B coorBercTtBum ¢ I'OCT 30536-2013 ycTaHOBIIGHHE TPaTyHpPOBOYHOM
(rpamynpoBOYHOI) XapaKTEPUCTHKKA NPUOOpa 3aKIIIOYACTCS B ONPEICICHUU KOI(P(PHUIMEHTOB OTKIMKA
nerexkropa RFi (Response Factor — RF) Ha kaxaplit ucciieyeMblii i-if JeTydnii KOMIIOHEHT B 3aBUCHMOCTH
OT BEJMYUHBI €r0 KOHIICHTPALUU B UCHBITYeMOM oOpasie. /[y 3Toro perucTpupyroT XpoMaTorpaMmbl
IpalydpOBOYHBIX CcTaHAapTHbIX oOpasmoB (CO) PB-1, PB-2, PB-3 u3 HnHabopa I'CO 8405,
NpeJHa3sHAuYeHHOTO Il aHalu3a BOJAOK, win rpagyupoBodynsix CO PC-1, PC-2, PC-3 u3 nabopa I'CO
8404, npeaHa3HAYEHHOTO JIJIS aHANIKM3a CIUPTA STHUJIOBOTO U3 IMUILEBOTO ChIPbSL.

B momudumupoBanHom  Meroae  BHyTpeHHero — crangapra (MMBC)  ycraHoBieHue
rpasynpoBOYHOM (IpalyMpOBOYHOI) XapaKTEPUCTHKH MPHOOpa 3aKJII0YAETCS B pacyeTe OTHOCUTEIBHBIX

kodddunmentop orkimka nerekropa RRFE™  (Relative Response Factor — RRF) na xaskublit

UCCIIeyeMbIil I-i JIETYy4uid KOMIIOHEHT OTHOCHTEILHO OTKJIMKA HA BHYTPCHHHUH CTaHIapT (ITaHOI) B
3aBHUCHUMOCTH OT OTHOILIEHHUS KOHLEHTpaluid KOMIIOHEHTa M 3TaHosia. [Ipu 3ToM mpenmosaraercs
ucrnoib30BaHue Toabko onHoro CO, um moxet ObiTh PB-1 u3 Habopa ['CO-8405 wnu PC-1 u3 nabopa
I'CO-8404. BaxxHo, 4TO Ipu pa3MeTKe MUKOB Ha Xpomarorpammax B metoge MMBC napsny ¢ nukamu
AHJIM3UPYEMbIX JIETYYMX KOMIIOHEHTOB HEOOXOJMMO MTPOBECTH Pa3METKY MUKOB ATaHOJA.

OrnpezienieHne KOJIMUYECTBEHHOTO COIEPKAHUS JIETYYUX KOMIIOHEHTOB B aJIKOTOJIbHOM MPOIYKIIUH
nipu ucneitanuu o 'OCT 30536-2013 u/unn MMBC BITtOYaeT CIeayIOIIHE dTaIIbI.

Oran 1. Perucrpanus xpomarorpamm Habopa rpaayupoBounbix CO PB-1, PB-2, PB-3 npu ananuze
BOJKM WM Habopa rpagyupoBounsix CO PC-1, PC-2, PC-3 npu ananuze cnupra. s kaxmaoro CO
BBIMIOJHAIOT MO 2-3 MOBTOPHBIX H3MepeHus. IlonHblii HaOop A YCTaHOBJIEHMS TpajlyHMpOBOUYHOM
XapaKTepUCTUKH IMpHOOpa, KaK IMPaBHIIO, COJACPKHUT 6-9 H3MEpeHHBIX XpOMATOrpaMM BCEro Habopa
IpayupOBOYHBIX PACTBOPOB.

Otan 2. Pacuer rpagyupoBounbix kodddunmentoB RFi u RRFi. Ananu3 neompeneneHHOCTH,
KOHTPOJIb TUHEHHOCTH OTKJIMKA IETEKTOpA.

Otan 3. Peructpamusi XxpoMaTorpaMM 00pa3IoB aJIKOTOJIBHON MPOIYKIMHU, MO 2-3 MOBTOPHBIX
W3MEPEHHUS.

Oran 4. Pacuer cpeanux 3HaueHuil u popmupoBanue oryetoB B cooTBeTcTBUM ¢ ['OCT 30536-
2013 u MMBC.

Cnenyer oTMeTuTh, uTO s paborel mo merony MMBC He TpeOyeTcsi IOMOTHUTENbHBIX
U3MEpPEHUH, aHaAM3 MOXHO BBIIIOJIHATH HAa OCHOBE XpOMATOIpaMM, IOJYYEHHBIX IPU H3MEPEHMSIX,
BBIMTOJTHEHHBIX TTpH padote mo ['OCT 30536-2013.
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CrncoK coKpaLlgHUiA M 0603HaYeHUH

AA — 6e3BoanbIii dTII0BBIN criupT (ot anri. Anhydrous Alcohol wmu Absolute Alcohol);
MMBC — moaudunpoBaHHbId METO BHYTPEHHETO CTaHIapTa;
ITU]T — nIaMeHHO-UOHU3AIIMOHHBIN 1ETEKTOP;

CO - cranpapTHbId oOpa3zen (C W3BECTHBIMH AaTTECTOBAHHBIMH 3HAUCHHSIMH KOHIICHTPAIUH
KOMITOHEHTOB);

CKO — cranagapTHOE OTKJIOHEHHE B €AMHUIIAX U3MEPEHUS KOHLICHTPALINY;

OCKO — oTHOCUTENFHOE CTaHIAPTHOE OTKJIOHEHUE, B %0;

ISTD — Buytpennwuii cranaapt (ot anra. Internal STanDard);

ESTD — Buemnwuii crangapt (ot anri. External STanDard);

RF — ¢axrop oTkiuka (ot anrit. Response Factor);

RRF — otHocuTenbHBIH (hakTop oTKIMKa (0T aHri1. Relative Response Factor);

A | — BEIMYMHA OTKJIMKA JETEKTOPA HA I-ii KOMIIOHEHT B j-M PacTBOPE, MOJNY4YEHHAs B PE3YNbTATE
k-ro nu3mepeHus;

A camop.k — BETMYHMHA OTKJIMKA JIETEKTOPa Ha i-i koMmoHeHT B rpamyuposodnom CO mpu k-om
HU3MEPEHUH;

A anon xamiop.« — BETMYMHA OTKJIMKA JIETEKTOpAa Ha JTaHoN B TpaaynpoBounoM CO mpu k-om

U3MEpEHUH;

f}i"'j”’”"’”" — aTTECTOBAaHHOE 3HAYEHNE KOHIIEHTPAIMH i-T0 KOMIIOHEHTA B j-M pacTBOPE, B MI/1 (Mr/mvd);

C/'jx — 3HaYeHHME KOHLEHTpanyH i-ro komnonenTa B CO ¢ ypoBHEM KOHLIEHTPAIMH |, PACCIMTAHHOE

10 IaHHEIM K-To XpoMaTorpadudeckoro usMepeHus, B Mr/a (mr/mam’);

(C)}' — cpennee 3HaueHME KOHUEHTPALMM i-TO KOMIIOHEHTA B J-M DacTBOpE, IMONYYEHHOE B

pesynbTate M HOBTOPHBIX XpOMATOrpadhuUecKuX U3MepeHuit, B Mr/ (Mr/avd);

C ammecm

i xamop — ATTECTOBAHHOE 3HAYEHNE KOHIICHTPAIMH i-ro KoMIoHeHTa B rpaayupoBourom CO, B Mr/i
AA;
ammecm H
Ci’j — aTTeCTOBAaHHOE 3HAYCHHE KOHIIEHTpaIuu I-ro kommoHeHTa B CO ¢ ypoBHEM KOHIIEHTpaIuU

J, BBIpaXKeHHOE B MI/1T AA;

usm

ik 3HAYCHNUC KOHIICHTpAalIuN I-r0 KOMITOHEHTA B j-M pacTBOpPC, paCCYUTAHHOC 110 JaHHBIM k-ro

XpomaTorpaduueckoro u3MepeHus, B Mr/in AA;

(C){7]" — cpennee 3HaYEHHE KOHICHTPAIMH i-T0 JIETYYEro KOMIIOHEHTA B j-M PacTBOPE, MOJITYYEHHOE
B pe3ynbTaTe M MOBTOPHBIX U3MEPEHHL, B MI/T AA;
C, — 3HavyeHue JUHEeHHoro ko3 duimenta koppensuuu [upcona;

| — MHEKC, TOKa3BIBAIOIINI HOMED JeTydero kommonenTa (i =1, ..., 10);
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] — MHEKC, MOKa3bIBAIOIINI HOMEP KOHIIEHTpAMOHHOTo ypoBHS CO (11 KOHTPOJIBHOIO 00pasiia
1 JUTsl 00pa3IioB aIKOTOJIBHOM MPOAYKIIUU OH HE YKa3bIBACTCH);

k- HHJICKC, HOKaSI)IBaIOH_[PIfI HOMEp IIOBTOPHOT'O U3MEPEHU PacTBOPA,

“kaauOp” — MHACKC, YKa3bIBAIOIIUH, YTO PACTBOP MCIIOJIB3YETCS B KQUeCTBE I'PAIyHPOBOYHOIO IIPH
pabote mo MMBC,

M — unciio uzmepennii CO ¢ onpeiesIeHHbIM YPOBHEM KOHICHTpAIH (j WK «KaIuop»);

N — KOJIM4YECTBO pa3HbIX YPOBHEHN KOHLIEHTpAILUH;

Iiiz u Riz— KO3 PHUIMEHTH AeTepPMUHAIIMH TPH JIMHEHHON ampokcumaruu B meronax ['OCT wu
MMBC,;

lei,j,k (8 Tabimmax B ChemStation B.04.03 oGo3nawaercst kak «Rsp.Factor») — orHomienune

aTTECTOBAHHOTO 3HAYCHHUS KOHIICHTpAIllMM K Iuiomamu mnuka («Amount/Area») mnst i-ro
aery4dero koMmnoHeHTa B j-oM CO, nonydeHHoe npu K-oM u3MepeHun;

lei — rpaxynpoBOYHbIA Ko3hdunueHT RF 1ys kommoHeHTa i, B pa3MepHOCTH (MI/T)/e/l. MJIO0IIaan

IIMKa, paCC'-II/ITBIBaeMI)If/i Ha OCHOBC pPE3YJIbTAaTOB, IOJYYCHHBIX IJId BCCX I/I3MepeHI/II71 BCEX

IpagydpOBOYHBIX OOpa3loB (XapakTepUCTUKA JUHEHHOW 3aBUCHUMOCTH, €CIIM  OCH:
X - Area, Y - Amount);

RF°” — rpaayupoBOuHb KOS(p(GHUUMEHT [UIi KOMIOHEHTa |, B pPasMEpPHOCTH e.ILIOMIAH
nuka/(mr/in) (XxapakTepHCTHKA JIMHEHHOM 3aBHCUMOCTH, ecin ocu: X - Amount, Y - Area);

RRF,”"“'~°” _ rpanynpoBo4HbIii KO3OUIMEHT JUIi KOMIOHEHTA | MPH HCIONB30BAHUH TAHONA
kauectBe ISTD, Ge3pasmepnas Bennunna (X - Amount Ratio, Y - Area Ratio);

RRF"""" — rpagynpoBouHblit k03 duirienT RRF 17151 KOMIOHEHTa | PH HUCIOJIB30BaHUU YTAHOJNA B
kauectBe ISTD, 6e3pasmepHas BenmunHa (X - Area Ratio, Y - Amount Ratio);
X (oce Amount niim Amount Ratio) — och 3HaueHH KOHIIEHTpaIUi (CN'i‘f’j”’”ec’” B mr/x1, B Metoze ['OCT)

WM OTHOIIEHUs KoHuentpauuit (C{7"" / p,, ..., 8 MMBC) B ChemStation B.04.03;

Y (ocb Area nnu Area Ratio) — ocb 3HaueHni miomaam nukos ( A |, €. IUIOMajH MUKa, B METONIE

T'OCT) unmu otHoutenus mnomanei (A, /A B MMBC) B ChemStation B.04.03;

smanon, j, k !

0; ;% — BeIMUMHA CMENIEHUs METO/Ia, PACCYMTAHHAS JUIsl I-r0 KOMIIOHEHTA 1 KOHIIEHTPAIMOHHOTO
YPOBH J;

Pomanos — 3HAUEHNE KOHIIEHTPALIMU 3TaHOJIa B PacTBOpE, BhIpakeHHOe B MI/i1 AA, paBHO 3HaUEHUIO
IOTHOCTH Oe3BoaHOro dTaHoia (789270 mr/n mpu temmnepatype 20 °C);

G;.; — CKO, paccuuTanHoe 11l i-r0 KOMIOHEHTA | j-T0 KOHIIEHTPAIIMOHHOTO YPOBHS (B MI/I);
o, - CKO, paccuntanHoe Juis i-TO KOMIIOHEHTA U |-TO KOHIIEHTPAIIMOHHOTO YPOBHS (B MI/11 AA);

o; .,% — OCKO, paccuntanHOe JUIs I-TO KOMIIOHEHTA | |-TO KOHIIEHTPAIIMOHHOTO YPOBHSI.

ij?
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MocTpoeHue rpagyMpoBKU Mo MOAMMULMPOBAHHOMY MeToAY BHYTPEHHEro
ctaHpapTta (MMBC)

1.1

CospaHue rpapyvposku no MMBC

1.1.1. Ectb xpoMaTorpammsl rpaayupoBounbsix CO (Hampumep, PB-1, PB-2, PB-3 u3 nabopa
I'CO 8405) ¢ pa3MeueHHBIMU ¥ IPOMHTETPUPOBAHHBIMHU IMMKAMH JICTYYHX COCIHMHCHHIA
(aueranpaeruaa, MeTHIIALIETaTa, STHIIAlleTaTa, METaHOJIA, 2-TIpoNaHoja, dTaHoja, 1-
mporaxoia, n300yranona, 1-0yraHona, H30aMIIIONa).

1.1.2. B rmaBnom menio nporpammel ChemStation B.04.03 naxkumarot «Method» u nanee «Load
Method...».

1.1.3. B packpsiBiemcs crucke BeiouparoT meton («Metog PB TOCT Mr_ii», CO3JaHHBIN MPH
pa6ote mo 'OCT 30536) u coxpaHSIOT €ro 1Mo/ HOBbIM HMEHEM: «ITaHOJI BHYTp CTaH]|
_PB1» nns pa6otet no MMBC u ucnons3oBaHus 3TaHOJIa B KAYECTBE BHYTPEHHETO
CTaHZIapTa.

1.1.4. Haxwumaror B riaBaom mento «Calibration» u nanee B criucke «Calibration Setting...».

Report Batch View Ab«

New Calibration Table...
Delete Calibration Table...
Recalibrate...

Add Level...

Add Peaks...

| Calibration Settings... |

1.1.5. 3anonHsOT cTPOKH BBojA B quanoroBom okHe «Calibration Setting». YcranaBnuBaioT
“Type” (Lineal), “Origin” (Force), “Weight” (Equal) u apyrue mapameTpsl, Kak Moka3aHo Ha
CHHMMKeE dKpaHa. 3anoiHsoT sueiky “Amount Units” mr/m AA. Haxmarot kHOTKy «OK.

#° Calibration Settings: Instrument 1 X

Title I Kamibpoeka_sranon_PB1 I |

Default RT Windows Default Calibration Curve

Mirites % :
%Heference Peaks " Drigin | Force =
gUtherPeaks Weight | Equal ~

“Amount Units” mr/n AA B metoje «tanon BHyTp ctana PB1»

1.1.6. TlepecunTHIBAIOT 3HAYEHNS KOHIIEHTPAIIMY U3 Pa3MEPHOCTH MI/mM° umm %00. B Mr/m AA
i %06. AA. [lepenuchIBaOT aTTecTOBaHHBIC (TTACTIOPTHBIE) 3HAUYEHHUSI UX KOHIIEHTPALIUU

B siueiiku cTonbua «Amt[mr/n AA]». OTu 3HadeHus nanee OyayT o6o3HayaThes kak Coo

i,xanuop

(mr/m AA) nipu pabote mo MMBC c¢ ucnionb3oBanreM stanona kak ISTD — 3Hadenus
KOHIIEHTpanuu jetydero i-ro kommonenta (i =1, ..., 10) B onpenenieHHOM IpalynpOBOYHOM
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pactBope. KoHIleHTpamus 3TaHoja B Mr/a AA paBHA TUIOTHOCTH 3TaHOJNA (Pomanor = 189270
MT/).

1.1.7. B merone «2tanon Buytp_ctana PB1» npu padore mo MMBC ormeuaroT 3TaHon Kak
BHYTPEHHHUH CTaHIAPT, ycTaHABIUBas «YES» B sAueiike crondua «ISTDy cTpoku sTaHoNa.

1.1.8. [ainee, coxpaHnstoT 2 pa3Hble KOuH (aiiina — oaHy Uit KOAPPHUIIMEHTOB IPaJyHPOBKH,
BTOPYIO — JUISI IPOBEPKH TMHEHHOCTH OTKIIUKA JCTEKTOPA.

1.1.9. B c¢aiine (Mmerone) st onpeAeIeHNs TPaayHPOBOYHBIX KOAPPHUIIMEHTOB HEOOXOIUMO
yIIUTh YPOBHHU, COOTBETCTBYIOIIME pacTBopam PB-2 u PB-3. B satom daiine (meToze) (
«Qtanon BHyTp_cTtana PB1») nocratouno ucnonb30BaTh OUH IPalyUpOBOYHBINA PacTBOD,
€ro ypOBHH, COOTBETCTBYIOIIME MOBTOPHBIM U3MEPEHUSIM 3TOT0 pactBopa (PB-1-1, PB-1-2,
PB-1-3), ocTaBisioT B rpaynpoOBOYHOM TaOIHUIIE.

1.1.10. I'pagyupoBoyHast Tabauma:

# RT | Compound Lvl Amt[mr/n AA]| ISTD Area Rsp.Factor
1 5.748 |ausTansaerua 1 21.750| Mo 1132.300 1.92e-2
2 21.750 1085.700 2.00e-2
3 21.750 1172.900 1.85e-2
2 6.790 |meTvnaueTar 1 23.000] Mo 1222.600 1.88e-2
2 23.000 1177.500 1.95e-2
3 23.000 1255.600 1.83e-2
3 7.624 |3TunausTat 1 22,500 Mo 1817.300 1.24e-2
2 22.500 1765.200 1.27e-2
3 22,500 1843.000 1.22e-2
4 7.780 |metanon 1 207.850| Mo 16717.000 1.24e-2
2 207.850 15910.000 1.31e-2
3 207.850 17390.000 1.20e-2
5 8.253 | 2-nponaron 1 21,250 Mo 2077.500 1.02e-2
2 21.250 1971.600 1.08e-2
3 21,250 2157.600 9.85e-3
[ 8.549 1 789270.000| Yes §  B.354%e7 9.45e-3
2 789270.000 1 7.9677e7 9.91e-3
3 789270.000 4  B.6496e7 9.12e-3
7 11.206 | 1-nponaron 1 20,000 Mo 2396.200 8.35e-3
2 20.000 2261.800 8.84e-3
3 20,000 2422.000 8.26e-3
8 12.523 |usobyTaqon 1 20,000 No 2779.600 7.20e-3
2 20,000 2636.700 7.59e-3
3 20.000 2869.200 6.97e-3
9 13.767 | 1-6yTaHon 1 20.250] Mo 2660.800 7.61e-3
2 20.250 2535.200 7.9%e-3
3 20.250 2760.200 7.34e-3
10 | 15.125 |usoamanon 1 20.250| Mo 2672.300 7.58e-3
2 7N 780 98A7 ann 7 ana-?

I'pagynpoBounas tabnauua B MeToae «ITaHoa BHyTp cTann PB1» mo onHomy pactBopy PB1

1.1.1. B daiine (MeToze) 1isi MPOBEPKH JIMHEHHOCTH, HAIIPOTHUB, YAAISIOT YPOBHH
TpaJyHpOBOYHOTO PACTBOPA U OCTABJIAIOT ypOBHU pacTBopoB PB-2, PB-3,

1.1.2. Heo0OXxoauMo yKa3aTh HCIIOJIb3YETCs JIA JJIsi PACYETOB METOJ] BHYTPEHHETO CTaH/IapTa
(ESTD) nmu60o meton BHerrHero cranaapta (ISTD). I 3TOro B rNIaBHOM MEHIO HAKHMAIOT
“Report” u 3arem “Specify Report...”. Jlanee B “Quantitative Results” yka3siBaroT
“Calculate” — “ISTD” u “Based on” — “Area”.

—li Instrument 1 (offline): Data Analysis
File Method Sequence Graphics Integration Calibration Batl:h View Abort ISPEU& Report: Instrument 1 I

: Signals [ L% | Methods Lg% b, 3 (B Orawonewe _ Print Report | Quantialive Reslts | |
—_— . Calculate: [1STD v|Bassdon: e | Sorted By [Signal v
T — T | S0t ] -
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1.2. Pe3ynbTaTbl NOCTPOEHWS rPaayUpOBOYHbIX 3aBUCUMOCTEN

1.2.1. B okue muarpammsr “Calibration curve” B merone «3taHoi BHyTp ctana PB1» s
Kaxoro Jerydero kommnonenta i (i =1, ..., 10) moka3siBaeTcsi rpayupOBOYHAS KPUBasI

6] ) ) o
Y = RRF™"-*" - X, npeacrasistoas co00i JNHEHHYIO 3aBUCUMOCTb 3HAYCHHU T
napametpa Y (oTHoOmIeHHE OTKIMKOB [T /], moyueHHBIX 1151 I-T0 JIETYy4ero COeIMHEHUS U

3TaHOJA KaK BHYTPEHHETo cTaHaapra, A I'A, orsamsp.x ) OT Mapamerpa X

i,xamop, k

ammecm

(OTHOLIEHUE KOJIMYECTB i-I0 JIETY4ero CoeMHenus u otanona, C{ve [ p ). D10

F smanon_o6p
i

OJIHOYpOBHEBas TpaayupoBka (j = kanuop). Koaddurmentsr RR BBIUUCIIAIOTCS

Ha OCHOBE TPEX NOBTOPHBIX XPOMATOIPAMM, ITOJYYEHHBIX I OJHOIO IPagyupOBOYHOTO
CO.

gerug Alad
|Arn Ratio = 0.49277708"AmtRatio +0

Area Ratio -|Rel. Res%(1): -1.9775e-1

0.000012
0.00001 -
0.000008 =

0.00000€
0.000004 -
0.000002 -
2

ol o |Cmelalinn: 1.00000'

T T
] 0.00001 0.00002 Amcunt Ratio

I'pagyupoBouHas 3aBUCUMOCTh B MeToze «DTaHon BHYTp ctana PB1» (1 rpagyuposounsiii CO: PB1)

1.2.2. ®opMmyiisl, COTJIACHO KOTOPHIM PAaCCUNTHIBAIOTCS 3HAYEHUS IPayHPOBOYHBIX
6]
ko3 ourmentos RRFE"-*” cnenyromue:

Z ( Ai,KaJmGp,k / AamaHon,KanH6p, k )
omanon_obp __ k=1
RRF' - M - Cammecm /
i P omanon

1,kanop

),

rae:
Y (ock Area um Area Ratio) — och 3HaueHumii miomam muKkos (A jx » B euIomany, npu pabore no 'OCT)

/A B MMBC) B ChemStation B.04.03;

— BeJIMYMHA OTKJIMKA JIETEKTOpa Ha i-if KommoHeHT B rpagynpoBodHoM CO mpu K-om u3mMepeHuu;

WM OTHOIIEHMs rutomazeii mukos (A

i,kanmu6p, k smarnon Kkanuop, k !

i,kam6p, k
smason,xamu6p, k BEJIMYMHA OTKJIMKA ACTCKTOPA HAa 3TaHOJ B IpaayrupOBOYHOM CO pu k-om HU3MCPECHUH,

C ammecm
i,xanu6p

— aTTECTOBAHHOE 3HAYEHHME KOHIIEHTPAIINH i-T0 KOMITOHEHTa B rpaayupoBodroM CO, B Mr/im AA;

2Manon _obp o H
RRFI —I'palynpOBOYHBIN KOS(b(bI/II_II/IeHT JJIs1 KOMIIOHEHTA | IIpY MCIIOJIb30BAHNHA 3TaHOJIa KAa4CCTBE

ISTD, Ge3pa3mepnas BenuunHa, (ocu: X - Amount Ratio, Y - Area Ratio);
M — gucio usmepennii CO ¢ ypoBHEM KOHIIEHTPAIHH |

C, (correlation) — 3HaveHue auHEHHOTO KO3 uIeHTa Koppesiuu [Tupcona;
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AHanus ankorosibHbiX HanNUTKoB no MeTopam NOCT30536 u MMBC-3aTaHon B Agilent ChemStatition B.04.03.

Pomanos — 3HAYCHUE KOHIEHTpanuu dtanona B CO, BeIpaxkeHHOE B MI/I1 AA, paBHO TaOIIMYHOMY 3HAYCHHIO
MIOTHOCTH Oe3BoiHoro 3taHona (789270 mr/n npu temneparype 20 °C);

= 06] 00

i KoMmonent RFI r y 1/ RFI P y RRFiamanl_oép 1/ RRFiamanl_o6p
e1.Tuoma, 1/ (Mr/i) (mr/n)/en.momanu

1 | aumerampaerun 130.77 0.00765 0.4928 2.029
2 | Mmermnauerar 131.34 0.00761 0.5025 1.990
3 STWJIALIETAT 197.81 0.00506 0.7625 1.311
4 METaHOJI 197.77 0.00506 0.7605 1.315
5 2-TIPONaHOI 240.57 0.00416 0.9231 1.083
6 SMAHOTL 252.06 0.00397 1.0000 1.000
7 1-nmpomanon 292.14 0.00342 1.1191 0.894
8 n300yTaHOI 391.93 0.00292 1.3093 0.764
9 1-6yTason 324.84 0.00308 1.2418 0.805
10 M30aMIION 328.71 0.00304 1.2510 0.799

C, (correlation) > 0.9988 C, (correlation) > 0.9998

1.2.3. Tlpu npOTHBOITIOIOKHOM BBIOOPE OCEW KOOPIWHAT Il HOCTPOCHUS JTMHEHHBIX
3aBUCUMOCTEH (POPMyYJIbI, COrIIAaCHO KOTOPBIM PACCUUTBHIBAIOTCS 3HAYEHUS KO3 (HUIIMEHTOB

nponopruonaisHoctn RRE™" | cnenyromue:

M

ammecm

C i, kamm6p Z ( Ai,Ka!mGp, k / Aamanozz,]canuﬁp, k ) 1 M
RRF omanon __ k=1 - Z I Kaﬂl/lﬁp k ~ 1/ RRF omanon_obp (2)

i - M ~ i ’

2 M
. k=1 9 o71,Kamop, k
p amanon Z ( Ai Jkanuop, k / Aamanon,l(annGp, k ) manot P
k=1

rae: RRE™" — RRF anst komnonenta i (3ranon — ISTD, ocu: X - Area Ratio, Y - Amount Ratio).
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AHanus ankorosibHbiX HanNUTKoB no MeTopam NOCT30536 u MMBC-3aTaHon B Agilent ChemStatition B.04.03.

2. KoHTposnb nuHeiHocTn no MMBC

2.1. CospmaHue MeToga 411 KOHTPONs NMHenHocTu no MMBC

2.1.1. Kontpous auHeitHOCTH OTKIKKa [T ] MOYKHO BBINOJIHATE ¢ TpuMeHeHneM N pacTBOpOB ¢
aTTECTOBAHHBIMH 3HAYCHUSIMU KOHIICHTpaiu (YpoBHH KoHIeHTpaiwmu j, J =1, ..., N), He
MCIOJIb30BAHHBIX MIPU ONpEesIeHNU IpaayupoBodHbIX koddduunuentoB RRF. Hampumep,
€CJIM TpaJlyMipOBKa BBINOIHSIACH HA OCHOBE n3Mepenuit PB-1, To MoxHo ucnonszoBars CO
PB-2 u PB-3, a Takxke PB-1 u3 npyroro nabopa, niu xe PB-2, PB-3, PC-1, PC-2, PC-3.

2.1.2. B rnaBHoM MeHto nporpammbl ChemStation B.04.03 naxumatror «Method» u nanee «Load
Method...». B packpbIBieMcs Criucke BRIOUPAIOT METO «DTaHo BHYTp cTann PBl» u
COXPaHSIOT €ro MO/ HOBBIM UMEHEM: Hanpumep, « ITaHou tuHeiHocts PB1 23y nnn
«Otanon auHeitHocTs PB2 3 PC1 2 3».

2.1.3. B rumaBnom menro Haxxumarot «File» u «Load Signal...» B circke 11 COOCTBEHHBIX
nanubix ChemStation. OHako eciu (Gaiiibl K3MEPEHHBIX XpOMAaTOIPaMM UMEIOT (opmar
*.cdf, To naxxumaror «Import Filey» u «AlA File...». OtkpbiBaroT ¢aiin nepBoit
xpomarorpammsbl j-ro CO (j = 1, «PB-2-1»).

2.1.4. Pa3meuaroT ¥ HHTETPUPYIOT IHUKH JIETYYUX COCTMHEHUI B XpOMaTOrpaMme
(aneranpaerusia, MeTUIIALETaTa, TUIIALIETATa, METAHOA, 2-IIPOMNAHoIIa, 3TaHOJa, U JIp.).

2.1.5. 3arem mocnenoBaTeIbHO OTKPBIBAIOT IPYTHE XPOMATOTPAMMBI PACTBOPOB, UCIIOIB3YEMBIX
JUTSL KOHTPOJISL JIMHEMHOCTU OTKJIMKA JIETEKTOPa, COOTBETCTBYIONINE KOHIIEHTPAIIMOHHBIM
ypoBHsaM | (j =1, ..., N), 1 3aMONHAIOT rpayuPOBOYHYIO TAOJIHILY [0 AaHATOTUH C TEM, KaK
onucano B 11.1.1. Becero B rpanxyupoBounoit Tadmuie nonyuutcss NxM yposueit, rae N —
KoJIr4ecTBO ypoBHel koHIeHTparuu CO, M — uucio usmepenuit CO ¢ ypoBHEM
KOHIICHTPALIUH |.

2.2. PesynbTaTbl KOHTPONS JIMHEMHOCTY OTKIIMKa AeTekTopa no MMBC

2.2.1. B okue muarpammsl “Calibration curve” B merone «Otanon auneiiHocTs PB1 2 3% s
Kaxoro Jerydero kommnonenTa i (i = 1, ..., 10) moka3siBaeTcsi TpayupOBOYHAS KpUBasI

6, ~ v v
Y = RRE™""- - X', npeacrapistomias co00i THHEHHYO 3aBUCHMOCTb 3HAYCHUI
napameTpa Y (OTHOIICHHE OTKIIMKOB JETEKTOPA, OIYISHHBIX VIS I-TO JIETY4ero
COETTMHEHHS M JUTA BHYTPEHHETO cTaHaapTa stanona A, ;, /A, ) or mapamerpa X

(OTHOIIEHHME KOJMYECTB i-T0 JIETY4Eero coeMuenus u stanona C"" I p, .. ).

Calibration Curve

AlA1
| Area Ratio = 1.26039199°AmtRatio +0

Avea Ristio -| Rel. Res%(1) 12.704

0.00003
0.000025 -
0.00002 -
0.000015-
0.00001 -
0.000005
0 r ) ) ) ) ) ) ) ) Correlation: 0.99982 )
0 0.00001 0.00002 Amount Ratio
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AHanus ankorosibHbiX HanNUTKoB no MeTopam NOCT30536 u MMBC-3aTaHon B Agilent ChemStatition B.04.03.

OpHa n3 TMHEWHBIX 3aBUCUMOCTEH B MeToe: «DTaHoi quHeHHocTh PB1 2 3»

0]
2.2.2. 3navennss RRE™'-” ppraucnsrores Ha ocHoBe 001mero yncia NxM xpomarorpam,

nony4yeHHbIX s N pactBopoB CO, HCIIONIB3YEeMBbIX JJIsi KOHTPOJISI TMHEHHOCTH, TS
KOTOPBIX BBINOJIHEHO 110 M IOBTOPHBIX U3MEPEHHUS, COTTIAaCHO (hpopmyiie:

N M
2 (T ) (A A1)

RRFiamanz_o6p — j=1 k=1 (3)’

N

M D (CE " )

=t

rae:
X (Amount Ratio) — ock otHomenus konuentpamit (C{"" / p,, ... ) B ChemStation B.04.03;
Y (Area Ratio) — ock otHomenus miomaei makos (A, ;, /A, . ) B ChemStation B.04.03;
A |« — BEIMYMHA OTKIHMKA JIETEKTOpA Ha i-i KOMIIOHEHT B J-M pacTBOpe, MOTy4eHHast B pesyibTare K-ro

HU3MCPCHUS,

smanon. j, & — BETMYMHA OTKIIMKA IETEKTOPA HA TAHOJ B J-M PacTBOpE NpH K-OM H3MEPEHNUY;

Cammecm

i — aTTEeCTOBAHHOE 3HAYCHUE KOHICHTpanuu i-ro kommnoneHTta B CO ¢ ypoBHEM KOHICHTpAIHMH |,

BBIp@KEHHOE B MI/11 AA;
M — uncno noBTopHbIX m3MepeHuit CO ¢ ypOBHEM KOHIICHTPALIUH J;

N — xonmuecTBo ypoBHel koHueHTpauuu CO;

Pomanos — 3HAUCHNE KOHLEHTpauuu 3taHona B CO, BelpaxkeHHOe B MI/1 AA, paBHO TaOJIMYHOMY 3HAYCHUIO
MIOTHOCTH 6e3BoaHoro 3taHoia (789270 mr/n mpu Temmneparype 20 °C).

i | Kowmmowenr | RRF“-°% | 1/RRF""”-%
1 alleTaIbICT ]I 0.5019 1.992
2 METHJIALETAT 0.5032 1.987
3 STWJIALIETAT 0.7554 1.324
4 METAHOJI 0.7575 1.320
5 2-TIpONIaHOI 0.9227 1.084
6 1-nponanon 1.1176 0.895
7 n300yTaHOJ 1.3084 0.764
8 1-Oyranou 1.2433 0.804
9 HM30aMHUIIOT 1.2604 0.793

2.2.3. Orenky KauecTBa JHHEHHOM anmpokcumMaliuu B mporpamme ChemStation B.04.03
MPOBOSAT Ha OCHOBE aHAN3a K03 GHUIHEHTOB TuHeiHOM Koppensiuu Cp, (correlation),
KOTOpBIE Tak)Ke oTpaxkarorcs B okae «Calibration curve» cuuzy.
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AHanus ankorosibHbiX HanNUTKoB no MeTopam NOCT30536 u MMBC-3aTaHon B Agilent ChemStatition B.04.03.

3. AHanus 06pasuoB anKorosibHoM MpoayKLuMK

3.1. MpumeHeHue «3TaHon BHyTp_cTaHg, _PBl» ona aHanusa o6pasLoB ankorosibHoM
NPoayKLMM

3.1.1. Ectb xpoMarorpamMmmbl 00pa3IioB aJIKOTOJILHOM MPOIYKIIMH ¢ Pa3MEUYCHHBIMH H
IIPOMHTErPUPOBAHHBIMU ITHUKaMHU JIETYYMX COEIMHEHUH (aleTaibIeruia, MeTuianeTara,
JTWIIAlleTaTa, MEeTaHoJa, 2-IpoaHoJa, dTaHoja, 1-nmpomnanoia, n3o0yraHoia, 1-0yraHoa,
HM30aMUJI0NA).

3.1.2. B rmaBunom menro nporpammel ChemStation B.04.03 naxxumarot «Method» u masee
«Load Method...». B packpeiBmemcs criucke Beioupatot «Metox PB TOCT mr_in» B ciiydae
pa6otel o 'OCT 30536 wim «I3tanon BHyTp ctana PBI1» B coiydae pabotel o MMBC u
UCII0JIb30BAHUS ITAHOJIA B KAYECTBE BHYTPEHHETO CTaHIapTa.

3.1.3. B rmaBHoM Menio HakumaroT «File» u «Load Signal...» B criucke st COOCTBEHHBIX
nanabix ChemStation. Oanako eciu (aiiabl K3MEPEHHBIX XPOMATOrPaMM UMEIOT hopmar
*.cdf, To naxxumaror «Import Filey» u «AlA File...». OtkpbiBaroT ¢aiin nepBoit
XpOMaTorpaMMBbl 00pasiia alkoroabHOM MPOIYKIIUH.

3.1.4. Pacuer 3HaueHU KOHIICHTPAIMH JIETYYHX COCTMHEHUI B aHATTU3UPYEMOM 00pasiie
MIPOM3BOIUTCS MPH co3aaHuu oTueTa. Hakumarot “Report” u “Print Report” u coxpansiror
CO3/IaHHBIN (aiin oTuéTa Mo JaHHOMY U3MEPEHHIO 00pa3iia aKOrOJIbHON MPOAYKIIHH.

3.1.5. 3aTtem mOBTOPAIOT yKa3aHHBIE NEHCTBUS ISl IPYTHX MIOBTOPHBIX U3MEpEHUil oOpasia
AJIKOTOJIbHOM nMpoaykiuu B o0oux metogax «Merox PB 'OCT mr_n» u «3TtaHon
BHYTp_ctan PBIy.

3.1.6. Tabnuua oT4€Ta CONEPHKUT PE3yAbTAThl CO 3HAUCHUSIMHU U3MEPEHHON KOHIICHTPAIUH IS

Ka)KJJ0T0 KOMIIOHEHTa B 00pa3iie aJIKOroJbHOM MPOIYKIIMH «Amounty: é,“ﬁM B MI/JI IpH
pa6ore mo ['OCT 30536 («Metox PB I'OCT mr_n») umu C{," B Mr/n AA nipu pabote 1o

MMBC («3Otanon BHyTp ctann PB1»), a Takxke 3HaYeHHs IpayMpOBOYHBIX TapaMETPOB
RF, («Amt/Area») u RRF™™”" («Amt/Area ratio»), HCIIOJIb30BaHHbIX B 3THX METO/aX.

3.1.7. Ha ocHOBe XpoMaTorpaMm, U3MEpEHHbIX B YCIOBUAX TOBTOPSIEMOCTH, PACCUUTHIBAIOT
CpeAHME 3HAUYEHUS U3MEPEHHON KOHIIEHTPAIlMK B KOHTPOJIbHOM o0pasiie (C):”" B MI/1 npu
pabore no 'OCT 30536 («Metox PB I'OCT mr_in») umu (C);™ B mr/n AA npu padore 1o
MMBC («3Otanon BHyTp ctann PB1»). ®opMyibl, COr1acHO KOTOPBIM BBIUYUCIAIOTCS
3HAYEHUS KOHIIEHTpAIMK B 00pa3iie ajJKoroJIbHON MPOAYKIMHU IO pe3yabTaTaM U3MEPEHUS
XpOMaTorpaMM, CIEAYIOIIHNE:

éiﬁ” = RI’:Ni A 4);
(€)= (iéffi”j/ k )
k=1
Cit = RRE™™ 0 (A T A sons) (6);
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M
usm
(C) = XCi /M ()
k=L
rue:
A — BETMYMHA OTKJIMKA JIETEKTOPA Ha I-ii KOMIIOHEHT, TIOJTyY€eHHast B pe3yJbrate K-ro u3mepenus oopasia
AJIKOTOJIHON MPOAYKIIUH;
BCJIMUMHA OTKJIMKA JETeKTopa Ha JTaHol mnpu K-oM u3MepeHun oOpasia aaKoroJbHOM

amanon k

MPOAYKIIHH;
M — gmcno u3mMepenuii oopasna aaKoroJIbHONW MPOTYKIINY;

Pomanos — 3HAUCHUE KOHIIEHTparmu Tanona B CO, BeipakeHHOe B M/ AA, paBHO TaOJIMYHOMY 3HAYCHHIO
WIOTHOCTH Ge3BoAHOTO 3Tanomna (789270 mr/n npu temmneparype 20 °C).

3.1.8. Ha ocHOBe IaHHBIX, OJTYYEHHBIX B YCIOBUSAX MOBTOPSIEMOCTH, JJIsl 00Opa3ia
anKoronbHOI npoxykuun paccunteiBatoT CKO (G, B mr/n umn o, B mr/n AA) u OCKO B %

(o0,, %) 115 OLEHKH HEOoIpeIeICHHOCTH METO/1a [0 CTaHIapTHBIM (opMyJIaM.
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