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Poccuiickoii ®egepaumnu

4.1. METOAbl KOHTPONA. XUMWYECKWNE ®AKTOPDI
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3e/1eHOI Macce, 3epHE U Mac/ie KYKypy3bl
MeTOAOM BbICOKO3I(D(PEKTNBHOMN
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MeTognyecKkme ykasaHus
MYK 4.13235—14

W3paHue ofuumanbHoe

Mocksa ¢ 2015
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Depepanbhas ciyx0a no vaazopy B cdepe 3alHMThI IpaB noTpeduTened
u 6J1aronoayuns vesioBeKa

4.1. METOJIbl KOHTPOJIA. XUMHYECKHE ®AKTOPDI

OnpenesienHe 0CTaTOYHBIX KOJTHYECTB
audaydenzonupa B Boje, MOUBe, 3eJ1eHOH Macce,
3epHe H Macjie KYKYpy3bl
MeTo0M Bblcox03( ek THBHOIH
JKHAKOCTHOH XpomaTorpadpuu

MeToanuecKkHe yKa3aHus
MYK 4.1.3235—14
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VTBEPXJAIO

PyxoBonurens ®enepaibHOi ciry k05l
10 Haa3opy B cdepe 3amuTHI Npas
noTpebuTesNeif 1 61aronoyyns YenoBeka,
InaBHbIf rocynapcTBEHHbIH CAHUTAPHBIN
Bpay4 Poccuiickoit Qenepanyn

A. 1O. Tlonosa
22 nexabps 2014 r.

4.1. METO/JIbl KOHTPOJLA. XUMHWYECKUE ®AKTOPHI

Onpejesrenne 0cTATOYHLIX KoJIH4ecTB qudurydeHsonupa
B BO/i€, NOYBE, 3eJICHON Macce, 3epHe B
MacJje KyKypy3bl METOAOM BbICOKO0I(pPpexTHBHOMI
SKMAKOCTHOH XpoMaTorpadpun

MeToanyeckne yKazanus
MYK 4.1.3235—14

CBHIETENECTBO O METposormdeckoil arrecraumu  Ne 01.5.04.183/
01.00043/2014.

Hacrosiipe MeTOAMYECKHE yKa3aHHsl YCTaHABIHBAIOT IOPANOK NpUMeE-
HEHHs METOXa BhICOKOI(DDEKTHBHON XMAKOCTHOR XpoMaTorpaguy it OI-
peneneHus MaccoBoi KOHLeEHTpanuu audnydeHsonupa B JUana3oHe KOH-
uentpauuii B Boge 0,001—0,01 Mr/aM’, B YI0YBe, 3epHE U Macje KyKypy3bi
0,01—0,1 mr/xr, 3enenoi macce 0,05-—0,5 mr/kr.

MeTtoauueckue yka3zaHus HOCAT peKOMEHATENbHBIH XapakTep.

Judnydensonup

2-{(EZ)-1-[4-(3,5-difluorophenyl)semicarbazono]ethyl} nicotinic acid
(MIOITAK).

CrpykrypHas Gopmyia:
F
= ’ OH O
X N.
N ~ N F
NoR
CH,

Bbpyrro dpopmyna: CisH;oFoN4Os.
Monexynapras Macca: 334,28.
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X¥MH4ECKH YHCTOE BEIECTBO MpPENCTaBiseT co0o# Geroe KpucTaLiu-
4ecKoe BEeleCTBO.

TemnepaTypa nnasnenus: 135 °C.

Haenenue napa npu 25 °C: 0,01 MIla.

PacTBopuMocTs B Boze: 5 850 mr/am® (mpu 20 °C).

Koucranra pucconmaruu (pKa) mpu 25°C: 3,18 (cnabas kucnora).

CrabunpHocTs K ruapomusy mpu 20 °C: DT = 13 aueii (pH 5), 24 nns
(pH 7), 26 nueii (pH 9). Iepuox noypacnaza B rouse: D5y = 14 naeii.

Kpamxas moxcuxonozuyeckas xapaxmepucmuxa. OcTpas nepopaibHas
TOKCHYHOCTh LDsy it Miekonurarommx 6onee 5 000 Mr/kr, ocrpas Iep-
MasbHas TOKCHIHOCTh LDsy ans miekoruralomux npessiinaer 5 000 mMr/xr.
OxkaspiBaeTt pasjpaxaloniee IeHCTBUE Ha CIM3UCTYIO a3, YMEPEHHO TOKCH-
q9eH s mye.

Obnacmy npumenenus npenapama: CUCTEMHBIH repOHIMI st 60pbObI C
LIMPOKHM CIIEKTPOM COPHSKOB B IIOCIEBCXOOBBII MEPHOA.

Mexanuzm deticmeua: vHruOUpOBaHNE TPAHCIIOPTA AYKCHHA.

I'uruenyueckue HopMatusbl it xudydensomupa B Poccun He ycra-
HOBJIEHBI.

1. HHorpemiHOCTH H3MepeHMH

IIpu cobmopgernn Bcex periiaMEHTUPOBAaHHBIX YCIOBWH IPOBEAEHUs
aHanu3a B TOYHOM COOTBETCTBMM C HaHHOW METONMKOM MOTpellHOCTh (M ee
COCTaBJAIOIINE) Pe3yNbTATOB U3MEPEHMH NPU JOBEPUTENHLHOM BEPOSTHOCTH
P =0,95 He npeBblNIaeT 3HA9CHN, NPUBEACHHBIX B Tabn. 1, AN COOTBETCT-
BYIOILMX OMANla30HOB KOHIIEHTPAlH.

Tabnuua 1
MeTposoruyeckue napamerpbi
Huanazon Tg&gﬁﬁgﬁ*’(gﬁ;_ Moxasarens | INokasa- r;g:i%g‘:‘f
onpenense- | BHYTpUNab0-| TENB
CHTENLHOE CpeaHe- - (rpaHuIs
OGBekT | MBIX KOHLICH- KBATIPATHYCCKOE DATOPHOX [ BOCIIPO- | (oo
aHanuza TpauuH, OTKIOHEHHE N0~ | NPELMSHOH- | HSBOMM- | 1oyrora
Mr/Kr3 BTOPHEMOCTH) Hocrgd, MocTH, HoCTH),
(mr/am”) o, % Rz %o or, %0 + 8, %
Boga 0,001—0,01 7 8 12 24
Tlousa 0,01—0,1 8 9 11 22
3epHo 0,01—0,1 8 9 11 22
Macno 0,01—0,1 8 9 11 22
3eneHas
acea 0,05—0,5 7 9 12 23
* Ckomgscrcmye'r PaCLIMpEHHOM HeonpeAeneHHOCTH U, Npu koadpduumenTe oxpa-
Ta k =
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Tabnuua 2

ITosioTa M3Bneyenus MpaydeHzonnpa, CTaHAAPTHOE OTKJIOHEHHE,
AOBEPHTENLHBIH HHTEPBAJ CpefHero pesyJbrara aas # =20, P = 0,95

_| Tlpenen | /inana3zon on- JloBepHUTENb-
AHaJ;::’?;;pye oOHapyxe- | penensieMblx ;ﬁ;‘;ﬁg E;ﬁﬁ%’_ HbIM HHTEpBAJ
obexT HUS, MIVKT | KOHLICHTpaunH, | = o % | mHomme. S | CPCRHEro pe-
(mr/am®) | mr/ier (mr/oM°) > 70 > | synerata, £ %
Boaa 0,001 0,001—0,01 83,8 5,14 7,21
Tloysa 0,01 0,01—0,1 82,7 2,35 3,30
3epHo 0,01 0,01—0,1 79,8 1,61 2,25
Macno 0,01 0,01—0,1 83,6 3,18 4,45
3eneHas Macca 0,05 0,05—0,5 83,3 4,53 6,87

2. Meroa u3MepeHuH

Meronnka ocHOBaHa Ha onpeleyieHuy IudayPeH3onupa METOAOM BEI-
coxoddexTHBHON kuaKoCcTHOMH Xpomarorpaduu (B2XKX) ¢ ucnons3oBaHK-
eM ynsTpaduonerosoro (Y®) nerexktopa MocCne €ro KOHLEHTPUPOBAaHUA W3
06pa3lLoB BOMB Ha NaTpoHe ¢ ruApodoOHBEIM COPOEHTOM C NPHBUTHIMHU TeEK-
CafelIbHBIMH TPYNIIaMy M W3BJIEYeHHs U3 OOpa3sLOB NO4BHI, 3€JIeHOH Mac-
Chbl, 3¢pHa ¥ Macja KyKypy3bl HIEJJOUHBIM BOIHBIM aUETOHOM € NOCIERYIomei
OYHCTKOM B CHCTEME HECMEIIMBAIOIMXCS PACTBOPUTENIEH U Ha MATPOHAX 1A
TBEpAODa3ZHOH SKCTPAKLMH.

Wnentudukauus nudorydeHsonypa NpOBOAUTCS NO BPEMEHH YAEPKH-
BaHKA, KOJMYECTBEHHOE ONpeieNieHHe — METONOM abCoMOTHOMH KaNOPOBKH.

W36upaTensHocTh MeTosla obecneurBaeTcs COYETaHUEeM YCJIOBUI NoOJ-
rOTOBKH Npod U XxpomarorpadupoBasus.

3. CpeacTBa H3MepeHuH, peakTHBbBI, BCIOMOraTe/bHbIE
YCTPOHCTBA M MaTepHAJIbI

3.1. Cpeocmea uzmeperuii
XKumcocTHsI XpoMaTtorpad ¢ ObICTPOCKAHHPYOIIMM

V®-neTexk10poM, CHabXKEHHBIH AEra3aTopoM, HoMep B T'ocpeectpe
aBTOMAaTHIECKHM NPoOOOTOOPHUKOM U CpPEICTB M3MEpEHH
TEPMOCTATOM KOJIOHKH 42816-09

Bechl aHanUTHYECKHE C TIPEEIOM B3BEIIMBAHMSA
110 210 r ¥ pesenom NOoImyCTUMOM NMOrPEMIHOCTH

0,2 mMr I'OCT 24104—01
Bechl TEXHUYECKHE C IPEAESIOM B3BEIIMBAHAA 1O
400 r 1 gonycTMMOH norpemHocTbio 0,1 T I'OCT 24104—01
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Kon6s1 MepHbie Ha 10, 100 1 250 cm’ I'OCT 23932—90
MHKpPOAO3aTOPHI OHOKAHANHHBIE IIEPEMEHHOTO

oGsema ot 200 1o 1 000 mv> m ot 1 10 5 e’

LimnBHApH! MepHbie Ha 50 1 100 oM I'OCT 23932—90

IHpumeyanue. [fonyckacrcs WCTONB30BAHHE CPEACTB M3MEPEHHS C aHalOTH4-
HBIMH I JIyYIIAMH XapaKTePHCTHKAMHU.

3.2. Peakmueni

ArnieToH, ocH TV 2633-032-78119972—11
AneronuTpun s BOXX TV 2634-002-04715285—12
Bona s raboparopHoro aHaliu3sa (OuIuCTHILIN-

pOBaHHaA. NEMOHM30BAHHAs) T'OCT P 52501—05

JudurybeHsonup ¢ conepxaHueM OCHOBHOTO
gemecrsa 97,6 %

Kucnora optodocdopnas, xu T'OCT 6552—380

Kucnota consinas, x4 I'oCT 311877

Kucnora tpudropykcycuas, x4, 99 %

Meranon, X4 I'OCT 6995—77

MeTHienB XJOpUCThIH, X4 TV 2631-019-44493179—98
Hartpuii cepro-kucnsiit 6e3B0IHbIH, X4 TOCT 4166—76

Harpnit yriuexucnbiii Kucisiii, X4 T'OCT 4201—79

n-I'excaH, X4 TV 2631-003-05807999—98

Homsmxzas dasa ans BOXKX: cMech alieToHHT-

puia 1 0,005 M oprodocdopHoil KUCIOTHI

B cooTHomeHuu 30 : 70

CuMech Ne 1: sTwianeTaT--MeTaHOJ B COOTHOMICHUU

9 : 1 mo obremy

CMech Ne 2: sTrnaueraT-MeTaHo I B COOTHOLIEHHH

2 : 1 no o6vremMy

Cmech Ne 3: TpudTopykcycHas KHCI0Ta~BOIA B

cooTHomenuu 1 : 199 no o6bemy.

OTUNALETAT, X4 I'OCT 2230076
TIpumeuanue. Jonyckaercs KCIONB30BAHNUE PEakTHBOB ¢ 60Jiee BBICOKOH KBa-

audukaumelt, He TPeOYIOMMX NOMNOJIHUTEIBHOM OUHCTKH PaCTBOPUTENEH.

3.3. BcnomozamenbHble ycmpoiicmed U Mamepuansi
AHalMTHYECKas KOIOHKa, 3al0/IHEHHast COPOSHTOM
¢ MPUBHUTOH Qa3ol, BHOYaoe IFHAPOGHIbHYO
kapbamarHyro rpymmy B uerm C18, (100 x 2,1) mm,
1,7 Mxm
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BaxyyMHbI#t MaHUITYJISTOP VIS PAGOTHI C

IIaTpOHaMM [UIA TRepAoda3HOH dDKCTPaKIMK

BOpPOHKH JI€UTENbHEIE BMECTHMOCTRIO 250 cM®  T'OCT 25336—82
Kon6b1 KpyrilofOHHbIE Ha IUTH(E BMECTUMOCTHIO

10, 25, 100 cM® FOCT 9737—93
IMatposs! s TBepAOdasHOM sxcTpakimu: Ne 1 —

3aNOJTHEHHbBIC THAPOPHIBHBIM CITA00KHCIOTHBIM

cOpOEHTOM Ha OCHOBE CrUIMKaresst ¥ Ne 2 — rua-

podobHEIM COpPOEHTOM C IIPUBUTEIMU IreKcaje-

LIBHBIMH IPYHNaMy, 1o 0,4 r TV 4215-002-0545-931—94
YcraHoBKa A OTAYBKHM PacTBOPHTENEH TOKOM

asoTa

VerpoiicTro nepemermBatoniee (S0—200 xone-

Ganuit B MHHYTY) TV4389-007-44330709—11

IIpumeuanue. Jlonyckaercs NpUMeHEHNHE 060PYI0BaHHMSA C aHANOTHYHBIMM HIN
JEYMIIKMH TEXHUYECKUMM XapaKTepHCTHKAMHK.

4. TpeboBaHus 0€301IACHOCTH

4.1. Ilpn BLINOJIHEHUHN M3MEpeHUi HeobxommMo cobioaTs TpeboBaHUs
TEXHUKH 0e30MacHOCTH NMpH pabore ¢ xuMudeckumu peakthBamu o F'OCT
12.1.007—76, Tpeboranus 1o MeKTpobe30naCHOCTH NPH paboTe ¢ MEKTPo-
ycranoBkaMu 1o 'OCT 12.1.019--09, a taioke TpeboBaHMs, H3N0KEHHBIE B
TEXHUJECKON TOKYMEHTALMY Ha XKUUKOCTHRIHM XpomaTorpad.

4.2. TTomemenne 1abopaTopun AOJDKHO OBITH 060PYAOBAHO NMPUTOYHO-
BBITSOKHOH BEHTHIISLMEH, COOTBETCTBOBATL TPEOOBaHMAM MNOXapHOH Gezo-
nacHoctd 1o I'OCT 12.1.004—91 u uMeTh cpencTBa NOXapOTYIIEHHs IO
I'OCT 12.4.009—83. CouepxxaHue BpeAHBIX BELIECTE B BO3AYXE HE JIOJDKHO
npespimiateh IIJIK (OBYB), ycrawosnemspix I'H 2.2.5.1313—03 u T'H
2.2.5.2308—07.

Opranuszaunsa oOydesus paborayukoB GesonacHocty Tpyna — no F'OCT
12.0.004—90.

5. TpeboBanns K KBaJHPHKAIHHA ONEPATOPOB

H3mepenys B COOTBETCTBHMM C HAacCTOALIEH METOAMKONH MOJXKET BBINOJ-
HATbH CHEIHANUCT-XMUMHK, HMEIOUH#i OmbIT paboThl METOAOM BBICOKOI(EK-
THBHOM )XHAKOCTHOM Xpomarorpaduy, 03HAKOMJICHHBIH C PYKOBOACTBOM HIO
IKCIUlyaTaluy Xpomarorpad)a, OCBOMBILHMI JaHHYIO METOAMKY M TIOJTBEp-
JMBIUMHA 3KCIEPHMMEHTAILHO COOTBETCTBHE NOJYYaeMbIX pe3yJIbTaTOB HOp-
MaTHBaM KOHTPOJIS TIOTPEIHOCTH U3MEPEHHH o 1. 13.
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6. YcnoBust a3mMepenni

{Ipu BHINONHEHUM M3MEPERUH BBITIOIHIOT CIIEAYIOLME YCIOBUA:

~ IIpOECCHl IIPUTrOTOBJICHUS PACTBOPOB U NOATOTOBKM NPOO K aHAIH3Y
TIPOBOMAT IIpH TeMnepaType Bo3ayxa (20 £ 5) °C u OTHOCHTENbHOM BIIaXKHO-
cty ne 6osee 80 %,;

-- BBIMOJHEHME H3MEPSHUN Ha XMAKOCTHOM XpoMmartorpade mpoBOJST B
YCIOBHSX, PEKOMEH/I0BaHHBIX TEXHIUECKO# NOKyMeHTaIue K npubopy.

7. lloaroroBka K onpeneaeHHIo

7.1. Konouyuonupoearnue Kon10HKu

IMepen HavayioM aHaNM32 QHATHTIMECKYIO KOJIOHKY KOHUHMUHOHUPYIOT B
NOTOKe TOMBIKHOK (assl (0,1-—0,2 cM>/MBH) 10 cTaGHIM3aluK HyneBOM
JIMHUH.

7.2. Konouuuonuposanue nampona Ne 1 ¢ zudpoduibnsim
CAABOKUCIOMHBIM COPOEHMOM C ROCHOAHRON AKMUBHOCMIBIO

[aTpou npomsiBatoT 2 oM’ cMecu Ne 2, 3ateM 3 eM’ aTIIALETATA.

7.3. Konouyuonupoeanue nampona Ne 2 ¢ zudpogpobuvim copbenmom
¢ npusUmMbIMU zexcat)euunbubmu 2pynnamu

IIanOH TIOCJIEJOBATENBHO TPOMBIBAIOT 2 cM® STHNaLeTaTa, 2 CM MeTa-
Hona, 3 M cMecH Ne 3.

7.4. IIpuzomoenenue pacmeopos

7.4.1. 0,005 M pacmeop opmogocgpoproii kucnomur: (0,5 +0,01) r 98 %
0pTodOcHOPHOM KHCIOTH TIOMEIAIOT B MEPHYIO Konby o6bemom 1 am?, pac-
TBOPAIOT B OMANCTULIMPOBAHHON BOJE U JOBOAAT 00bEM O METKH.

7.4.2. [Ina npuzomoenenisn noOBUNCHOT ¢haszbl CMEIINBAIOT aleTOHHUTPUWI
¢ 0,005 M pactBopom oprodocdopHoii kucnoTs B cooTHomeHuu 30 : 70 no
00BEMY, UCTIONL3YSE MEPHBIE WATTHHIDEL.

7.4.3.0,1 N pacmeop consinoii xucnomwi: 1 cM® KOHUEHTPHPOBAHHOM
COJIAHOM KHCIIOTHI NOMEWIAIOT B MEpHYIO konby o6seMom 100 cm’, pactBo-
PsIOT B OMAMCTWINPOBaHHOM BOJE U NOBOIAT 00BbEM 0 METKH.

7.4.4. 0,5 % pacmeop nampus yanexucnozo xucnozo: 0,5 HaIpmx yrie-
KHCJIOTO KHCJIOFO TIOMEIIAIOT B MEpHYIo Konby ofbemom 100 cM®, pacTops-
10T B OMIHCTHIUIMPOBAHHOM BOJE U NOBOAAT 00bEM JI0 METKH.

7.5. Ilpuzomoegienue 0CHOGHOZO U 2PaAdyUPOBOYHBIX PACHEOPOS

7.5.1. Ocnosnoii pacmeop ¢ xonyenmpayueii 0,5 me/cm’: TOUHYIO Ha-
Becky andnydensonupa (50 + 0,5 Mr) riomemaoT B MEpHYI0O KoJby BMECTH-
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mocThio 100 cv’, PacTBOPAIOT B METAHOJIEC ¥ KOBOAAT 00BEM JIO METKH MeTa-
HOJIOM.

7.5.2. Ilpuzomoenenue 2padyupoBoHbIX pacmeopos

I'panyupoBOYHbIE PpacTBOphl C KOHIEHTpaMsaMM audutydensonmpa
0,05, 0,1, 0,2, 0,5 u 1,0 MKI/cM™ rOTOBAT METOAOM IOCHEHOBATEJIBHOIO pas-
6aBieHus 1o o6BeMy, HCIIONB3Ys PAcTBOP NOIBIDKHON (a3wl (cMech alero-
aatpwia 1 0,005 M oprodochopHoii KHCIOTHI B coomome}mn 30 :70).

7.5.2.1. Pacmsop Nb 1 ¢ konyenmpayueii 1,0 mxz/em’: B MEpHy10 KoJby
BMecTHMOCTBIO 100 cM® BHOCAT 0,2 cM® OCHOBHOTO PacTBOpa M JIOBOJAT [0
METKH TIOJIBIKHOM (a3oii.

7.5.2.2. Pacmeop Mo 2 ¢ xonyenmpayueii 0,5 mxe/cm’: B MEpHYIO KONy
BMecTIMOCTHI0 10 M momematoT 5,0 cm® pactBopa Ne 1 m 10BOIsT 06beM
J10 METKH TIOABIKHOMN (ha3oii.

7.5.2.3. Pacmaop MNe 3¢ xonueumpauueu 0,2 mxz/cm’: B MEpHYIO KOJIGY
BMecTHMOCTBIO 10 cM® momemaror 2 cM pacteopa Ne 1 M 0BOAAT 0GBeM 110
METKH TOJABIKHOH (a3oii.

7.5.2.4. Pacmeop Mdc Kouueumpauueu 0,1 mxz/cm’: B MepHYIO KONGY
BMecTHMOCThIo 10 cM® momemator 1 M’ pacTBopa Ne 1 1 oBOIAT 06BEM 110
METKY TI0/IBH)XKHOM (ha3oil.

7.5.2.5. Pacmeop M 5c Konuenmpauueu 0,05 micz/ea’: B MEPHYIO KOJI-
6y BMecTHMOCTEIO 10 oM momemator 0,5 cm® pactsopa Ne 1 u oBozaT 065~
€M 10 METKM TOABHXXHOH a3oi.

OCHOBHOM PacTBOpP MOXXHO XPaHHUTH B XOJIOAHJIBHUKE NPH TeMIepaType
0—4 °C B TeueHMe 5 aHel, rpalyMpOBOYHEIE PRCTBOPHI HCIIONB30BATh B JIEHD
TPHTOTOBJICHHMA.

IMpu u3ydyeHun nonHotst onpeneneHus nudrydenHsonupa HUCIONB3YIOT
alleTOHOBbIE PacTBOPHI BElICCTBA, IPUIOTOBJIEHHbIE M3 OCHOBHOIO pacTBopa
METOJ/IOM TIOCIEOBATENLHOr0 pa30aBlNeHHs 10 00BEMY alleTOHOM.

7.6. INocmpoenue 2padyuposounozo zpaduxa

JUist ycTaHOBIEHHA FPafy HPOBOTHOM XapaKTEPUCTHKH (IUIomah iKa —
KOHIeHTpalmsA Audryden3onmmpa B pacTBOpe) B Xpomarorpad BBOAAT MO
10 mm® rpaxyMpOBOYHBIX PACTBOPOB (He MeHee 3 mapajuleabHbIX M3MEPECHHH
VIS KaKAOM KOHLEHTpAIMy, BHe MeHee 4 TOYEK MO AMana3oHy H3MepseMBbIX
KOHLIEHTpaIw#). 3aTeM H3MEPsIOT IUIOIIaAM NMUKOB M CTPOAT rpaduk 3aBu-
CHMOCTHM CPEJHEro 3HauyeHWsl JUIOLIAAU NHKa OT KOHUEHTpamuu xudiydes-
30MHpa B rPaJlyMPOBOYHOM PacrBOpE.

MeTonomM HaMMEHBIIMX KBAaLpaTOB PACCYMTHIBAIOT TI'PaxyMpOBOYHbLIN
ko3¢ ¢unuenT (K) B ypaBHEHHU IMHEHHOH perpeccuu:

C=KS, rne



MVK 4.1.3235—14

S — rolmans M1Ka rpagyupoBOYHOrO pacTBOpa.
I'pamywpoBKY NpPH3HAIOT YAOBJIETBOPHTENLHOM, €CIM 3HaYeHuwe Kodo-
(duiyenTa IMHEHHOH KOpPPeNAIMH oka3biBaeTcs He Hibke 0,99,
I'pazyHpoBOYHYIO XapaKTEPHUCTHKY HEOOXOAMMO MPOBEPATE NIPU 3aMEHE
peaKkTHBOB, XpoMaTorpad)ueckoii KOJIOHKH WIIH 3JIEMEHTOB XpomaTorpadu-
HECKOH CHCTEMBI, a TaKXe NPH OTPULATENLHOM pe3ylbTaTe KOHTpONs rpa-
IYHPOBOYHOTO K03 dHIMeHTa.
I'pamyupoBOYHYIO 3aBMCHMOCTb MPH3HAIOT CTAaOMIBLHOM IIpU BBINOJNHE-
HMH CIICJYIOLIETO YCIOBHUSL:
[C-Cl
—-100< 2
C

(2 > T,

pi{

C — aTTeCTOBaHHOE 3HA4YEHME MAaccoBOW KOHUEHTpaumu audumydenso-
fI¥pa B I'pajlyMpOBOYHOM PacTBOpE,

Cy - pe3ynbTaT KOHTPOJHHOIO M3MEPEHUs MaccOBON KOHLEHTpalyy
nudnydensonpa B rpalyHpOBOYHOM PacTBOpE,

Axoump. — HOPMATHB KOHTDOJIA IPaiyupOBOYHOTO Ko3(pduimenta, %.
(Axonmp= 10 % 11pu P = 0,95).

7.7. IIposepka xpomamozpaguueckozo nosedenus
ougpnypensonupa na nampone M1

B kpyraononnyio xonfy emxocthio 10 cm® otéuparor 1 CM cranaapT-
HOro pactBopa auduiydeH3onnpa ¢ KoHUeHTpaumed 1 MKr/cM’. OTHyBaoT
pacTBOpHTENHs TOKOM a3oTa. OCTaTOK pacTBOPSIOT B 1 CM™ 3TWialleTaTa 1
TepeHoCAT Ha TOATOTORNEHHsIH natpon (1. 7.2.). Konby obmbiBaior 1 cM®
oTWialeTaTa 1 CMbIB TOXE NMEPEHOCAT Ha NAaTpoOH. IpombiBaloT NaTpoH
10 cm® cmecn Ne 1, amoat orGpachiaor. 3areM mOUpYIOT AK(GIYheH30-
MTHp cMechio Ne 2 o CKOPOCTBIO |—2 Karutu B ceK gfuny Ot6upator ppakuuu
1o 2 cm’, YHapUBalOT A0CYXa, PacTBOPAIOT B 1 cM™ NOABKXHOM (aspl 1 aHa-
IVBUPYIOT 1o 1. 9.6.

Opakumy, cogepxkaine auduydensonup, oGbeIUHAIOT N BHOBL aHAJIH-
3MpYIOT.

YcTaHaBiMBaOT YPOBEHb BELIECTBA B JT0ATE, ONMPEIEIAIOT NOJIHOTY
BBIMBIBaHHS C NTATPOHA M HEOOXOXMMBIH ULt OUHCTKH 00BEM dJII0aTa.

7.8. Ilposéepxa xpomamozpaguueckozo nosedeHua
ougnypenzonupa na nampone Ne 2

B KpyTJIOJIOHHYIO KOJIGY eMKocThio 10 eM® orbupator 1 cm® craspapr-
HOro pactsopa Au(rydeHsonmpa ¢ KOHUEHTparwmeH ler/cM OtnyBaioT
PaCTBOPHTENH TOKOM a30Ta. OCTaTOK pacTBOpsIoT B 10 cM’ cMech Ne 3 u me-
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PEHOCAT Ha TIOATOTOBNEHHKIH NaTpoH (1. 7.3). Konby o6MbiatoT 5 cM> cMecH
Ne3 ¢ cMBIB TOXE TIEPEHOCAT Ha aTpoH. I1aTpoH NpocyiMBalOT B TEYEHHE
2 Mnn 3aTeM JNOMPYIOT KUGIYyPEeH30Nup HOpPUMAMM STHIAUETaTa Mo
2 cM’ co cKOpOCThIO 1—2 Karum B ceKyHay. OrbuparoT ¢paxiin, ynapusa-
10T I0CYXa, PacTBOPSIOT B 1 cM® NOIBIDKHOM (asbl B aHATH3UPYIOT 11O 11. 9.6.

Dpakuuy, cogepxaiye n1u(aypeH3onnp, o6beIUHAIOT U BHOBL aHa-
JIU3UPYIOT.

VcTaHaBIMBAIOT YpPOBEHb BEHIECTBA B 3JI0AaTe, ONPENEISIOT MONHOTY
BbIMBIBaHUS C IATPOHA ¥ HEOOXONMMBIH JUIs OYHCTKU OOBEM 3IDOATA.

Ipumeuanne. IIposepky xpomarorpaduyeckoro noseacHus audaydensonnpa

ClIexyeT NpOBOIAMTE 065[33’['CHLHO, NOCKOJIBKY Hqu’Hﬂb BBIMBIBAHUA MOXCT M3MC-
HATBHCS NPHA UCTIONB30BAHUH HOBOM napTHY NAaTpOHOB U pacmopm"eneﬁ.

8. Or6op npob n xpanenue

Ot16op npo6 NpOU3BOAUTCA B COOTBETCTBMM C «YHHU(PHUUPOBAHHBIMU
IpaBgiIaMH oTbopa Mpob CEIbCKOXO3SHCTBEHHON NPONYKIMH, NHILEBHIX
MPOJYKTOB U OOBEKTOB OKPYXKAIOMIeH Cpempl MUl ONpeneNiCHUs MUKPOKOIH-
yecTB nectunuaos» (Ne2051-79 ot 21.08.79), a Takxe B COOTBETCTBHH C
T'OCT P 51592--2000 «Boga. O6umue TpeboBanus k orbopy npob»; ITOCT
28168—89 «Iloussl. O160p npob»; FOCT 13634-—90 «Kykypysa. Tpebosa-
HUA npy 3aroToBkax ¥ nocraskax» ¥ 'OCT 8808—91 «Macno xykypy3Hoe.
TY».

3epHO KYKYpY3bl XpaHAT B NOJOTHSHBIX MEIIOYKax NpH KOMHAaTHOM
TeMnepatype. JUIs HcclenoBaTebCKHX Hesed JomycKaeTcs NOJMy4eHHE Mac-
Jia B nabopaTopuy M3 npo6 M3MENFYEHHOIO 3€pHA METOAOM 3KCTPAKIMH Op-
raHM4ECKUM PacTBOPUTENieM Npyu Temneparype He Beiwe 40 °C. ITpo6si Mac-
Jia XpauAT npu 4—6 °C B 3aKpbITO# CTEIAHHOH UNM NOJMITHIEHOBOH Tape
He Honee 30 cyTOK.

J1s nMTenbHOro XpaHeHMs mpoObl NOYBB! NOACYIUBAIOTCA NPH KOM-
HATHOH TEMIIEpaType B OTCYTCTBUE NPAMOTO CONHEYHOro caera. Cyxue mod-
BeHHbIE 00pa3lpl MOFYT XpaHUTbCA B Te4eHHe roxa. Ilepen aHaiu3oM Cyxyro
MOYBY JOBOAAT IO CTAHAAPTHOM BIKHOCTH, NPOCEUBAIOT HEPE3 CHTO C OT-
BEPCTHAMHU AMAMETPOM 1 MM.

3efeHy10 MacCy WIS XPaHEHUd NOMEIAOT B repMETHYHOM TOIUITHIE-
HOBOH yNakoBKe B MOPO3WIbHYIO KaMepy ¢ TeMneparypok —18 °C.
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9. IlpoBenenue onpeneneHns

9.1. Ixecmpaxyus ougnydensonupa us 600si

K 50 cm® Bomsr 106aBsmoT 0,25 cM® TPHGTOPYKCYCHOM KMCTOTBI 1 Ha-
HOCAT Ha TOATOTOBJICHHBIH 1o 1. 7.3 matpoH Ne 2. ITatpos mpocymmBaloT
2 MUH, 3aT€M MOKPYIOT mudurydenzonup TpeMs HOPHUAMH ITHIIALETATA 110
2 M. PacTBOpHTEL YNapHMBalOT Ha POTAIMOHHOM BaKyyMHOM chapmene
Opu Temmeparype 6aHu He BLI]]le 40 °C. Cyxo# octaTok pacTBOpsIOT B 1 M
nonemwKHOM dassl 1 10 MM® BROAAT B XpoMatorpad.

9.2. Sxcmpaxyun ougypenzonupa u3z no4est,
3e1eHO MacCol U 3EPHA KYKYpy3bl

Hagecky u3mensuesnoi npo6st (10 & 0,1) r, 3eneHoit Macch S r mome-
WAIoT B nonnnponnneﬂouym UEHTPU(DYKHYIO TPOOUPKY BMECTHMOCTBHIO
50 e’ HO6aBJ'LKK)T 10 cM® 0,5 %-ro pacTBOpa HATPHA YIJEKHCIOTO KHCIOTO
u 30 cM’ aneTona. [IpoGUPKY MIOTHO 3aKPHIBAIT H NOMEIIAIOT B TIePEMETIIH-
Batouiee ycrpoictso Ha 10 MuH, 3areMm ueHTpudyrupyrot. Hanocanodnyio
KHUIKOCTS JCKaHTHPYIOT B KPYIJIONOHIYIO KONOy. DKCTPaKIMIO NOBTOPAIOT
SeM® 0,5 %-To pacTBOpa HaTpust YIIEKHCIOro KHMcioro 15 cM® amerona.
Oo6benyHeHHbiC (paKuIyy YIAPHBAIOT HA POTALHOHHOM BaKyyMHOM HCIIapH-
Tesne NnpH TEMHepdType Ganu He Beime 40 °C no BogHoro ocratrka. OcraTok
moBonAT 10 50 e’ 0,5 %-M PacTBOpOM HaTpHs YIJICKHCIIOrO KHMCJIOTo, Iepe-
HOCAT B ACIUTENBHYIO BODOHKY H OYHINAIOT 1O 1. 9.4.

9.3. Dxempakyua dudnydenzonupa uz Macaa Kykypy3sol

K naBecke Macna (10 + 0,1) r no6aensmot 10 cM® rexcana n MEPEHOCHT B
JENMTENbHYIO BOPOHKY. JIudmydessonup aBax bl 3KCTParupyloT NOPUUIMHU
0,5 %-ro pacTBOpa HaTpuUs YIJIEKHCIIOTO KHCIOro no 25 cM’. OGbenMHeHHbIE
IHEJIOUHbIE IKCTPAKThl OYMHIAIOT 10 1. 9.4.

9.4. Ouucmka 6 cucmeme HeCMEMUBAIOWUXCA pacmeopumeiel

1lesn09HOM 3KCTPaKT MOCICAOBATEAbHO IPOMBIBAIOT HBYMs NOPUMAMH
no 10 cM® rexcana u AByms mopumamy no 10 cM® xsopucToro Meriiena. B
CcJlydae IUIOXOro pa3lelleHHs CI0EB MOXHO IEPEHECTH 3MYJbCHIO B LIEHTpH-
OyxHy10 npobupKy M LEHTPHYTHPOBATH B TEYEHHE 5 MHH NPH CKOPOCTH
4 000 06./MuB. Bonupiit cnoft moxkucnsror 0,1 N consHol xucnoro#t no
pH =1 u mdnydensonup 3KCTparupyroT AByMs HOpLMAMH 1o 30 em® xito-
pHCTOro MeTWIeHa. MeTWIeHOBblE (pakuuu COOMpPAIOT B KpPYTIOLOHHYIO
xonby, nporyckas uepe3 cJioi Ge3pomHOro cynbdara HaTpHA, U PacTBOPH-
TeJlb YNapuBaloT Ha POTaLUMOHHOM BAKyyMHOM MCIIapUTElie NP TEMIIEpaType
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6ann He Brinie 40 °C. CyxoH 0CTaTOK NOABEPraloT OYMCTKe Ha maTpore Ne 1
no m. 9.5.

9.5. Ouucmka na nampoue Ne 1

Cyxoit ocTaToK, NostydeHHbIH 10 1. 9.4, pacTBopsioT B 1 cM® STHIaLe-
TaTa, HAHOCAT Ha NPEABAPHTENLHO KOHAMLIMOHMPOBAaHHBIA maTtpoH (m. 7.2),
xonby ononackusaiot 1 0M3 STHIALETAaTa ¥ TAKXKE HAHOCAT Ha marpos. Ila-
TPOH NPOMEIBAIOT 10 cm® cmeck Ne 1, smoar ot6pacsiaior. Jludimydensonup
3MOMPYIOT 5 cM’ cMecu Ne 2, 3M0aT COGHPAIOT, YIIAPHBAIOT A0 cyxa Ha pota-
LUHOHHOM BakyyMHOM HCHapHTENE, OCTATOK PacTBOPSIOT B 1 cM”™ MOABIKHOM
daset u 10 mm® BBOAAT B XpoMaTorpad.

Hpumeyanne. Beuxy HecTaGHABHOCTH aHANWTA XPAaHCHUE SKCTPAKTOB IIOIO-

TOBJCHHBIX NPO6 He nomyckaercs. [IpoGonOAroToRKY U aHANM3 CENYET NPOBOAMTH B
OlIMH JICHb.

9.6. Ycnosusa xpomamozpaguposanus

VabTpasddekTuBHbId KMAKOCTHBIH XpoMaTtorpad ¢ OBICTpOCKaHH-
pyromuM Y D-feTekTopoM, CHabXeHHbIN [erazaTropoM, aBTOMATHYECKHM
NpOO6OOTOOPHHKOM M TEPMOCTATOM KOJNOHKHM. AHalIUTHYECKas KONOHKA, 3a-
NOJIHEHHas copOeHTOM C npuBuTOl (a3oli, BKHOYalomEeld ruipoduILHYIO
kapGamarHyio rpynmy B uenu C18, (100 x 2,1) mm, 1,7 MxMm. Temneparypa
kononku (30 £ 1) °C. INoasmwxHas ¢asa: aneronurpun u 0,005 M oprodoc-
¢dopuas kucnora B coornoumenuy 30 : 70 (or 0 no 1 MuH); nanee rpanue}rr oT
30:70 no 70 : 30 (ot 1 o 8 Mun). CKOPOCTB II0TOKa 3MmoeHTa: 0,2 CM*/MHUH.
Paﬁoqax iHa BonHbl Y®-getextopa 287 HM. O6beM BBOAMMON NpoObI
10 v’ Bpems yaepxusanus mudaydensonnpa (5,1 £ 0,1) mus.

10. O6paGoTka pe3yIbTATOB aHAJIH3A

KonnuecTBeHHOE ONpEAENEHHE NPOBOAAT METOAOM abCoMOTHON Ka-
nmbpoeku. Conepxanne nudnydensonupa B npobe (X, Mr/Kr) BLIYUCIAIOT FIO
dopmyne:

_S.-K-V 100
P f

Sy — ~ UMb Mika nudnydensonnpa Ha XpoMaTorpaMMe HUCIbITYEMOro
obpasua, mm? (AU);

K - rpagyupoBouHbIi K03 (HIIMEHT, HalIEHHbIA Ha CTaAMKM HOCTpoOe-
HHUS COOTBETCTBYIOLUEH IpayMpPOBOYHOM 3aBUCUMOCTH;

V — 06BEM npoObl, NOArOTOBNEHHON I XpOMaTOrpadIecKoro aHamu-
3
3a, CM';

s
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P — naBecka aHanusupyeMoro obpasia, r;

f— nonsota m3pneuenus audrypenzonupa, npuseneHHas B Tabi. 2, %.

Coznepxanne OCTaTOYHBIX Koirdects audurydensonupa B o6pasue BbI-
QUCIIAIOT KaK CpeflHee U3 ABYX NapallelbHbIX ONpeeIcHIH.

O6pa3ipl, faonme TMKH 6obIINe, 4eM CTaHJapTHBIH pacTBop mudiry-
¢ensonupa ¢ xoHueHTpauvei 1,0 MKr/cM®, pa3GaBisIOT MOMBIOKHOM (azoh
s BOXCX.

11. TIpoBepka nNpHEMJIEMOCTH Pe3yabLTATOB
napaJuieIbHbIX onpeaeeHni
3a pe3ynpTaT aHAIN32 MPUHMMAIOT cpeHee apudMeTHdecKoe pe3yIbTa-
TOB JBYX HapaJUTeJIbHBIX ONPEeNENeHU, pacXoXAeHHEe MEXIY KOTOPHIMH HE
MpEBEIIAET Npejesia noBTopseMoctH (1):

2-|X, - X,|-100
(X, +X,)
X}, Xy — pe3ynbTaTsl NapaiielbHbIX OnpeeeHui, MI/KT;
r — 3HaYEHHe IIpeJera oBTopaeMocTH (r = 2,8c;).

Ipu HeBbimonHeHu# ycnosys (1) BBIACHMIOT NPHYUHBL NPEBBHILICHASN
TIpeJienia TIOBTOPSEMOCTH, YCTPAHAIOT WX ¥ BHOBb BHITIOJTHAIOT aHAJIM3.

<r,rae

12. Odopmienne pe3ysibTATOB
Pe3yiibrar aHANH3a NPeCTaBAMOT B BUIE:
(X % A) mr/xr nipu BepositHoCTH P = 0,95, te

X - cpenHee apHMETHUECKOE Pe3YJIbTATOB ONpENeNCHHH, NpH3HaH-
HBIX IPMEMJIEMBIMH, MI/KI';
A — rpanyna abcoyroTHOM NOrPEIHOCTH, MI/KT;

_5-X
100 °

0 — TpaHULIa OTHOCHTENbHOM MOTPEIIHOCTH METOAMKY (I10Ka3aTeNlb TOY-
HOCTH B COOTBETCTBMH C JHANIA30HOM KOHUEHTpauuii), %o.

B ciydgae ecnm cofepkaHHe KOMIIOHEHTa MEHbIUE HIKHEH IPaHMLB!
nMana3oHa ONpeNeNseMbIX KOHLEHTpallui, pe3ynbTaT aHanW3a IpeAcTaBIs-
I0T B BHAE:

«coliep)KaHHe BEIECTBa B Npobe «MeHee HIDKHEH rpasMubl onpenesne-
Hua» (Hampumep: Menee 0,01 Mr/kr*, rne * — 0,01 Mr/kr — mpepen o6Hapy-
xerawst xudurydeHsonupa B NoyBe).

A rae
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13. KonTposs kKauecTBa pe3yJIbTaTOB H3MepeHHH

OniepaTUBHBIH KOHTPOJIb TIOTPEMIHOCTH ¥ BOCTIPOM3BOAMMOCTH H3MeEpe-
HuH ocymecteasercs B coorBercteud ¢ 'OCT P HCO 5725-1-6—02 «Tou-
HOCTh (NPaBHILHOCTh M NPEUM3HOHHOCTH) METONOB M DPe3YJRTATOB H3Me-
peHMiD),

13.1. CTabMALHOCTE PE3YJIBTATOB M3MEPEHHH KOHTPOJHpPYIOT Hepex
MpOBENeHHEM H3MEPEHUI, aHAM3UPYS OUH U3 TPafyMPOBOYHBIX PaCTBOPOB.

13.2. [lnaHoBBI# BHYTpHIaOOPATOpHBIA ONEPAaTHBHBIA KOHTPOJb HPO-
LEYypPhl BRIIOIHEHI aHATK3a HPOBOAKTCS ¢ IPUMEHEHUEM MeToa J00aBOK.

Bemiuuna n06asxn Cy HOJKHA yOBIECTBOPATH YCIOBHIO:

Co=A,x +A, ¥
£4,y A, ) — XapaKTepHCTHKa HOTPEmHOCTH (abcomoTHas mo-

[PEIIHOCTh) PE3YNbTATOB aHAIM3A, COOTBETCTBYIOMIAS COAEPKAHMIO KOMIIO~
HEHTa B HCIBITYeMOM o6pasle (pacdeTHOMY 3HAYECHMIO CONEPXKaHUsA KOMIIO-
HeHTa B 00paslie ¢ T06aBKO#, COOTBETCTBEHHO), MI/KT; TIpU 3TOM:

A, =10,84 A, rue
A — rpanuna abcomOTHOMN NMOrPEIHOCTH, MI/KT:

5-X
A= , roe
100
J — rPaHHLA OTHOCHTENBHO MOFPELIHOCTH METOAHMKH (TOKa3aTelb T04-
HOCTH B COOTBETCTBHHU C AUAINIa30HOM KOHLEHTpaLui), %o.
PesynbTar KOoHTpOIS Npouexypsl K PACCHUTHIBAIOT 110 opMyJie:

K.= X'— X-C, rae

X', X, C; — cpenree apU(pMeTHHECKOE PE3YJIbTaTOB MapaljieNlbHbIX Oll-
penenenuii (MPU3HaHHLIX NPHUEMJIEMBIMU 1O 1. 11) conepaHus KOMIIOHEHTA
B obpasue ¢ no6aBkoif, HICIIHITyeMOM 00pa3lle, KOHUEHTpalus 106aBkH, CO-
OTBETCTBEHHO, MI/KT.

Hopmarus koHTposist K pacCHuTHIBAIOT 1O hopMyIie:

K= A%, + A%, ¢y

IIposoasr comocTaBieHHEe pe3ysbTaTa KOHTpoJs mpouenypsl (Ki) ¢
HOpPMaTHBOM KoHTpons (K).
Ecnu pe3yJbTaT KOHTPOJIS [TPOLEAYPB! YHAOBIESTBOPAET YCIOBUIO

IKd <K, (2)
NPOLEAYPY aHaH3a MPU3HAIOT YAOBJICTBOPHTENLHOI.
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Ilpu neBbimonHeHHM ycnoBus (2) NMPOLEAXYPY KOHTPOJA INOBTOPSIOT.
Ilpu NOBTOPHOM HEBBIMONHEHUH YCNOBHA (2) BBIACHMIOT IPUYHHDI, NPHUBO-
JUIIHE K HEYNOBJICTBOPHTENBHBIM pe3yJbTaTaM, U NMPUHHMAIOT Mephl K HX
yCTpaHEeHHIO.

13.3. [Iposepxa NpueMIIEMOCTH Pe3yJbTaTOB M3MEPEHUH, NOJIyYEHHBIX
B YCJIOBHAX BOCIIPOU3BOIMMOCTH.

Pacxoxnenne Mexmy pe3yisTaTaMy U3MEPEHHH, BBINOJTHEHHBIX B BYX
pasHbIX 1a6OpaTOpHAX, HE HOJDKHO NMpEBBIIATH IIpefiesia BOCHPOU3BOIIMO-
cth (R):

2-|X, — X,|-100
(X, + X))

X1, X2 — pe3ynpTaThl H3MEPEHHIl B ABYX Pa3HBIX Ja00paTopusax, MI/KT;
R — npenen BOCIPOM3BOAMMOCTH (B COOTBETCTBHM C JAMANA30HOM KOH-
HeHTpauuht), %.

<R,rne 3)
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