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4.1. Mertoxs! xoHTpOIA. XHMIYeCKHe GaKTOphI

Onpepenenue 0CTATOMHBIX KOJIHYECTB (PeHA3AXHHA B Ar0OXAX
BHHOrpazaa ¥ BHHOrpaAHOM COKe MeToA0M BhICOK03 (P eKTHBHOMH
KHAKOCTHOH XpomaTorpadpuu

MertognyeckHe yka3aHHus
MYVK 4.1. 221307

Hacrosmue MeTopnyeckne yKa3aHHA YCTAHABIIHBAIOT METOJ, BHICOKO-
3 dexTHBHON >KUAKOCTHOH XpoMaTorpadguu AN ONpEAENeHHs MacCOBOH
KOHLeHTpauny (eHasaxnHa B Arofax BHHOTPaaa H BHHOIPAIHOM COKE B
muanaszone 0,005 - 0,05 mr/kr.

QenazaxuH - AeiicTByromee BemectBo npemapara JJEMUTAH, KC
(200 r/n), pupma npoussognteds «KpoMnToH», ARIIHA

4-[2-(4-Tper-6yTrndennn)aroxcn]xunasonun (IUPAC)

N

s
N
o-onond_H-cn,
C20H22N>0
Moun. macca 306,4

Benoe xpucTalMyeckoe BewlecTso Ge3 3anaxa, MMGO ¢ IETKHM OpraHu-
YECKHM 3araxoM. 3Temnepa1ypa nnasnenns 77,5-80°C. Jlarnenue napos
npu 25°C: 3,4*10” mlla. PacTBOPMMOCTL B OPraHHYECKHX pPacTBOPHTENAX
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npu 25°C (r/am’): xmopodopm — Gonee 500, Tomyon — 500, anerox — 400,
MeraHoll, nsonponano.rx 50, aue'mfmrpmx rexcaH — 33. PacTsopuMocTs B
soze npu 20°C - 0,22 mr/am’. KosddulienT pacnipeaeneHns H-0KTaHo —
Bozga: Koy logP = 5,51. CtabunpHOCTE B BOAHEIX pacTBOpax NpH AeHCTBHH
conueunoro ceeta (LD so) - 15 pueit (pH 7, 25°C).

Kpamxan mokcuxonozuieckan xapakmepucmuxa:

Ocrpas nepopansuas TokcHyHocts (LD sp) Ang kpric — 134-138 mr/kr;
ocTpas AepMaibHast TOKCHYHOCTH (LD so) ans xpoaukos > 5000 mr/kr; oct-
pasi MHTaAHORHAA TOKCHYHOCTS (LKso) Muig kpeic - 1,9 mr/mv’.

Obnacmy npumenenus npenapama

(deHa3axHH PpPEKOMEHAyeTcs X NPHMEHEHHIO B Ka4YecTBE aKapHIMAa
NPOTHB NAYTHHHHIX H rayooOpasyrommx kiemei Ha s61oHe, rpyue H BU-
HOTpaje B IMYHBIX MOACOOGHEIX X033HCTBaX.

MJAY ¢enasaxuna B BaHOrpage 0,01 Mr/kr.

1. MeTposornuecKkne XapaKTepHCTHKH

IIpu cobmoneHHH BCEX perJaMeHTHPOBAHHEIX YCIOBHH NpoBeACHHA
aHa/IK3a B TOYHOM COOTBETCTBHH C JAHHON METOAMKOMH norpemunocts (M €&
COCTaBIMIOLIKE) Pe3yHTATOB H3MEPEHHUil PH JOBEPHTENLHOH BEPOATHOCTH
P=0,95 He npeBrImIaeT 3HaYCHHH, NPUBEACHHBIX B Tabmaue 1 nns cooTBer-
CTBYIOLIUX HAIIa30HOB xouuem'paunﬁ.

Tabnuua 1
MeTtposornueckne napaMeTphl
TMoxasarens
Juanazon onpe- | Tounocts (rpa- | Crannaptoe Tpenen
AH‘:’:::' AeNAEMBIX HHII2 OTHOCH- | OTKJIOHCHHO mggeﬁe::‘o_ BOCHPOK3-
‘2’6““ KOHUEHTpauui, TENBHOI 110~ MOBTOPAEMO- c'rnpr % BOAHMOCTH,
Mr/xkr rpemtocty), 15, | cTH, 6., % e R, %
% P=0,95
o7 0,005 0 0,01
BKJL. 100 6,3 17 21
BuHorpax
(romw) | Gonee 001 x0 50 60 17 20
or 0,005 1o 0,01
BKIL 100 59 16 19
X
Bunorpaa- |~ Gonce 0.01
Bl COK "eg 05 Ko 50 58 16 19

IMonHora M3BJEYEHHS BELIECTB, CTAHAAPTHOE OTKIOHEHHE, NOBEpH-
TENBHBIA MHTEPBal CPeJHEro pe3ynsTara Aiis MNOJHOTO JHalla3oHa KOH-
tenTpauuii (n = 20) npuBeaeHs! B Tabumue 2.
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Tabnuya 2
Merponoruyeckde napamerpsl, P = 0,95, n = 20
Mpepen | Jiuanason Cpemiee Crangapr- lmmnb-
AHammsnpye- | o0Hapy- | onpeAensieMblx | 3HavueHRne Hoe Ban meg—o
Mbili 06BbexT MEHHA, | KOHUEHTpAalui | onmpeneneHus | OTKIOHe- cﬁuﬂ
mr/xr Mr/Kkr % nmue, S, % Pesi ;:“'
Bunorpax
,005 0,005 - 0,05 84 5,7 7,
(aroms) 0, 22 1
B aAHBIH
HHoT 0,005 | 0,005—0,05 85,8 55 68

2. Meroj n3mMepeHns

MeTtoauka 0CHOBaHa Ha OTpPEAC/IEHHH BelecTBa C NOMOLIBIO BBICOKO-
athdexTuBHOMN KHAKOCTHOH XpoMaTtorpadun (BOXKX) ¢ ynstpadroneToBsimM
JETEKTOPOM 110C/Ie IKCTPAKUMM H3 aHANU3MPYEMOH MPOOHI ATOA BHHOrpaja
M BUHOTPaJIHOTO COKa — alleTOHOM, OYMCTKH SKCTPaKTa MepepacnpefieieHH-
€M MEXAY AByMs HECMEINHBAIOWMMMCA (pasaMu M Ha KOJOHKE C (IOpPHCH-
oM.

Konuuectrennoe onpefeneHue npoBOAMTCS METOAOM aGCOMOTHOM Ka-
nu6poBku. Hmkuuii npenen nM3Mepenus B XxpomarorpapupyeMoMm obneme
npo6wt: 0,25 ur.

B npemnaraeMsIX yCIOBHAX ONpeNeNCHHs METON CleuudHYeH B NpH-
CYTCTBUM KOMITOHEHTOB NpenapaTHBHO# (OpMBI, BKJIOUas MaHKoOLED.

3. Cpeacraa u3mepenHii, BenioMoraTebHble YCTPoiicTBa,

PeaKTHBbI H MATEPHAJIbI
3.1. Cpedcmea uzmepenuii

Xupkoctroli xpomatorpap ¢ ynstpadmoneroBsiM aerek- Homep B I'ocyaapcrseHHOM

TOpOM ¢ mepeMeHHo#t mmnoi sonHEl (Gupmei Waters, peecTpe CpeACTB H3MepeHmit

CILIA) 15311-02

Becnl ananutieckue BJIA-200 I'OCT 24104

Bech1 naGopaTopheie ofuiero HasHadeHus, ¢ napbonsiuum OCT 7328

npeaenoM B3pelmBanua io S00 r M npelenom XOMyCTH-

Moii norpemsocta +/- 0,038 r

Kon6si Mepurte BMecTuMocTio 2-100-2, 2-500-2, 2-1000-2 T'OCT 1770

Mephi Maccht rOCT 7328
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TuneTkn rpagyupoBaHHbie 2-ro Knacca TOYHOCTH BMectHMo- ['OCT 29227
creio 1,0; 2,0; 5,0; 10 om®

TlpoGupxu rpaxynpoBaHHeie ¢ npHuutndosasHoi npobkoit I'OCT 1770
BMECTAMOCTBIO 5 # 10 o™’

Linaunapsl Mepuble 2-ro Kiacca TOYHOCTH BMecTuMocTsto [OCT 1770
25, 50, 100, 250, 500 1 1000 cM®

Jlomyckaerca MCIONb30BaHHE CPEACTB M3MEPEHUS C AHAIOTMYHBIMH
FUTH JTYYIIUMMH XapaKTepPHCTHKAMM,

3.2, Peaxmuesi
eHa3axXuH C COAEPKAHUEM ACHCTBYIOIENO
Bemectsa 99,3% (May Arpocaitic, HInelinapns)
AmOMHHHA OKCHI, aKTHBUPOBaHHL, HelTpambHENA, A KO-
noHo4Hol xpomatorpaduu, 50-200 MxM («Axpoc OpraHukcy,
Benbrus)
ALCTOHHTPUI U1 XPOMATOrpaguH, X4 TY-6-09-4326-76
Bona 6uaucTiinpoBansan, JEHOHH3OBAHHAS WIH NEpPErHaN-

Has Hajg KMnOy,

H-I"excaH, x4 TY-6-09-3375
Hatpmit ceprokucnuii, Gespomusiit, xu FOCT 4166
Harpuit xnopHcTsIl, X4 I'OCT 4233
Otunossiit 3¢up yKCycHOH KHCAOTH (3THNALETAT), 4 rocCT 22300

3.3. Bcnomozamensnsie yempoiicmea, Mamepuansl

AKBagHCTWILIATOD rOCT 22340
Annapar Aj14 BcTpsXuBanHs THna ABY-6¢c TY 64-1-2851-78
Bansa sonanas

Bymaxaisie GunpTpsl "KpacHas  JeHTa", 06e330NeHHbIe TY 6-09-2678-77
BOpOHKH AEMHTENBHBIC BMECTUMOCTEIO 250 cM’ rOCT 25336
Bopouku konycHsie anamerpom 30-37 1 60-70 MM I'OCT 25336
IoMorenusarop

I'pyiua pe3uHoBas
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Konbn nnockoaonusie sMecraMoctsio 100, 150 u 250 o’ I'OCT 9737
Kon6s! KpyrioaouHste Ha mummde BmectuMoctsio 10, 100 w4 TOCT 9737
250 ov’®
MenmGpatHbie GUILTPE! KATIPOHOBSIE, KaMEeTPoM 47 MM
Ha6op ans ¢unstpanuu pacrsopureneii depes MeMGpany
Hacoc BogocTpylinlii BaKyyMHbiti I'OCT 10696
Konoaka Xpomatorpadmveckas CTeKIAHHas jiuHOH 30 oM,
BHYTPCHHHM fHaMeTpoM 8-10 MM
PexTuduxanuonHas KoJOHH3 C YHCIOM TEOPETHYECKHX Tape-
Nok He Menee 50
Poraumounsiii BakyyMHuI# HcnapuTens B-169 ¢upmst Buchi,
LiIse#inapus
Craxasbi XHMIYECKHE, BMecTHMOCTbIo 100 1 400 cm’ T'OCT 25336
Creknonara
Crexnsnune Nanoyxu
TepMoMeTp KOHTaKTHBIH r'oCT 9871
YcTaHOBKa IS MEPETOHKH pacTBOpHTEXEi
Xpomarorpaduueckas XONOHKa CTAIbHa#, MMHHOK 250 MM,
BHYTPEHHHM JmaMeTpoM 4,6 MM, coaepkamas Symmetry®
C18, 3epHerneM 5 MkM
Lnpan ais BBona 06pasLoB LA KHAKOCTHOrO Xpomarorpada
BMECTHMOCTBIO 50 — 100 My’
Jomyckaerca npHUMeHeHHE XpoMarorpaduyeckux KONOHOK H APYroro

060pyZROBaHHA C AaHAIOTHYHBIMH HIH JYYUIHMH TEXHHYECKHMH XapaKTepH-

CTHKaMH,
4, TpeGopanus GezonacHocTn

4.1. llpu BLImonHeHMH M3MepeHMH HeoOxomumo cobGmioxaTe TpeGoBa-
HMS TEXHHKH Oe3omacHocTH npu paboTe ¢ XMMHYECKMMH PEaKTHBaMH IO
T'OCT 12.1.007, tpeGoBanus 3nexkrpobe3onacHOCTH NpH paboTe ¢ EKTPOo-
ycranoBkamyt rio I'OCT 12.1.019, a Taxxe TpeGoBaHHA, H3IOXKEHHEIE B TE€X-
HHUYECKOH JJOKYMEHTALMH Ha XHAKOCTHON xpomarorpad.

4.2. [TomeuteHHe JOMKHO COOTBETCTBOBATH TpeGOBaHUAM nokapobeso-
nacHocT! 1o 'OCT 12.1.004 1 umets cpeacrsa noxaporymenus no FOCT
12.4.009. ComepxaHue BpeIHBIX BEIUECTB B BO3AYXE HE JOJDKHO IPEBBI-
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wate HOpM, ycraHoBneHsbix I'H 2.2.5.1313-03 «IIpeaensHo-nonycrumele
xonuentpaunn (IIJIK) Bpeanbix BenecTs B Bo3pyxe pabouedi 30Hbp. Opra-
HH3auus oGyyenus paboTHHKOB Ge3onacHocTH TpyAaa - no FOCT 12.0.004.

5. TpeGoBaHus K KBAIMPHKALHUH ONEPATOPOB

K BhINONHEHUIO H3MEPEeHUH NOMYCKAlOT CELHANNCTOB, HMEIOIMX KBa-
nubuKaLKMIo He HIke JaGopaHTa-HcCenoBaTeNsd, ¢ ONBITOM paborbl Ha
XHIKOCTHOM XpoMarorpade.

K nposenesnio npo6GonoAroToBKH AOMYCKAIOT OnepaTopa ¢ KBannudu-
Kalue# «1abopaHTy», HMEIOMEro onkIT paboTsl B XHMUYECKO# JiaGopaTopun.

6. YcioBHA H3MepeHH

Ipu BEINONHEHHH H3MeEpEeHUH COOMIOAAIOT CIEAYIOINHE YCIOBHS:

® NpOIecCH MPHIOTOBJICHUS PAaCTBOPOB M NMOATOTOBKHM po6 x aHanu3zy
NPOBOJIAT TIPH TeMriepaType Bo3myXa (20+5)°C M OTHOCHTENBHOH BIAXKHO-
ctu He Gonee 80%.

¢ BELINOJHEHHE H3MEPEHUI Ha XKHUAKOCTHOM XpoMaTorpage NpoBOAAT B
YCNOBHAX, PEKOMEHIO0BaHHBIX TEXHHYECKOH JOKyMEHTalMeH Kk Aprbopy.

7. IloaroToBKa K BhUIOJHEHHI0 H3MePeHHi

W3MeperuAM NpeALIecTBYIOT CICAYIONME ONEpalHi: OYHCTKa OpraHH-
YecKHX pacTBOpHTenel (pH HeoOXONHMMOCTH), MPHIOTOBICHHE PacTBOpa
XJIODHCTOTO HAaTPusA, IPajiyHPOBOYHBIX PacTBOPOB, PacTBOPOB BHECCHHA,
noasukHOH (askl pia BOXX, KOHIHIMOHHPOBaHHE XPOMATOrpahHIeckon
KOJIOHKH, YCTAHOBICHHE TDATYHPOBOYHOH XapaKTEPHCTHKH, IONTrOTOBKA
KOJIOHKH C OKCHIOM QIIOMHHHA U1 OYUCTKH SKCTPaKTa, NpoBepKa XpoMa-
TOrpapuyecKoro NopeAeHHA BEIIECTBA HA KOJIOHKE.

7.1, Ouucmxa opzanuveckux pacmeopumenesi

7.1.1. Ayemonumpun
AUETOHHTPHII KHMATAT ¢ 0GPATHHIM XOJONHIBHUKOM HaJl IEHTOKCHAOM
¢docdopa He MeHee | yaca, 1OC/E HEro NEPErOHAIOT, HENOCPEACTBEHHO Iie-
pen ynotTpebaeHHeM aleTOHHTPHJ HOBTOPHO NEPETOHAIOT HAjl NPOKAJICH-
HBEIM KapOOHATOM Kasusl.
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7.1.2. u-I'excan
PacTBopuTens NOCIEROBATENBHO IPOMBIBAIOT MOPUMAMH KOHLIEHTPH-
POBaHHOH CEpHO¥ KHCIOTHI, O TEX NOpP, MOKA GHA HE NEPECTAHET OKpAIUH-
BaThCA B KENTHIA BET, BOZOM A0 HEHTPALHON peaKlMH NMPOMBIBHBLIX BOJ,
NEeperoHAIOT HaJ MOTAIlOM.

7.1.3. Smunayemam
OTunauerar NpOMBIBAIOT NMOCAENOBATENBHO 5%-HBIM BOZHBIM PacTBO-
poM KapGoOHATa HAaTPHA, HACHIMEHHEIM PacTBOPOM XJIOPHCTOrO Kaibis,
cymaT Hax 6e3BOJAHEIM KapGOHATOM KaIMA M NEPEFOHAIOT WK NOABEPraioT
pexTHHKANMOHHON MeperoHKe Ha KONOHHE C YHCIOM TEOPETHYECKHX Tape-
Jiok He Meree 50.

7.2. Ilpuzomosenenue 5%-n020 pacmeopa Xn0pucmozo HaMpus

B mepnyio xonby BMECTHMOCTBIO 500 cM® mOMEmAKT 25 T XJIOPHCTOro
HaTpus, pacTeopaT B 300-350 cM’ AMCTHIUTMPOBAHHOM BOXBI, OBOAS BO-
Joif 10 METKH, TLIaTebHO NEPEMEIHBAIOT.

7.3. IToozomoeka nodeuscrnoi azet ons BIKX

B MepHy10 konby Bmec'mmocmo 1000 cM® nomemaior 900 cM® auero-
HUTpHI4, aobasnsor 100 cM® GHAMCTILTHPOBAHHON BOABL, IEPEMEIHBAIOT,

OHIBTPYIOT H IerasupyIoT.

7.4. Konouyuonupoeanue xpomamozpaguueckoi KonoHku

TIpoMEIBaIOT KONOHKY MOABHIKHOMN (asol (MpHroToBNeHHOM 1o 1. 7.3)
MK CKOPOCTH NIOa4YH PAacTBOPHTENA 1 CM°/MHH He MeHee 2-X 4acoB JO yc-
TAHOBNEHHA cTabUIBHOM 6a30BOit THHHH.

7.5. Ipuzomoenenue 2padyupoBouHsiX pacmeopos
U pacmeopoe éHecenun

7.5.1. Hexoonetti pacmeop ¢eﬁaaaxuua 8 QYEMOHUMPUNE ONR 2PAdYU-
posxu (xonyenmpayus 100 mr2/er’). B MEpHYIO Konby BMCCTHMOCTHO 100
cm® momentaor 0,01 r eHasaxuna, pacTBOpAIOT B 50-70 cM’ aLETOHHTPHIA,
JOBOAAT RO METKH 3THM )K€ PacTBOPHUTENEM, TIUATEJIbHO NEpPEMEIMHBAIOT.
PacTBOp XpaHHTCA B MOPO3WIBHOM KaMepe B TEYEHHE MECALA.

PaGoune rpanyupoBouHble PacTBOPH ()eHa3axHHA TOTOBAT 0OBEMHEIM
METOJIOM MyTeM NOCHCAOBATENLHOro pa3taBieHns HCXOIHOTO PacTBOpa.



MVYK 4.1. 2213-07

7.5.2. Pacmeop No | ghenazaxuna ons zpadyuposxu (Komfeumpaqux
10 mx2/cm’). B MepHyio konGy BMectuMocTsio 100 cM® nomeuxalo'r 10 om’
HCXO/IHOTO pacTBOpa QeHasaxuHa ¢ KoHLUeHTpaumeit 100 mxr/em’ (1. 7.5.1),
pa3BaByAOT ALETOHUTPIIIOM A0 METKH. PacTBOp XpaHHTCs B XOJOAHIbHHKE
B TEYEHHE Mecsua.

7.5.3. Pabouue pacmeopbl Ne 2 -5 Ons zpadyuposxu u éHecernus (KOH-
yenmpayus 0.1 — 1.0 mxz/cm ’). B 4 Mepﬂme Kkon6s1 BMecTuMocTEIO 100 cM®
noMemarot no 1.0,2.0, 501 10.0 cm® pacrsopa Ne | ¢ KoHIeHTpaume#
10 Mxr/cr® (m. 7.5.2), HOBONAT A0 METKH NOABUXHOH (ha3oH, MPHIOTOB-
JeHHO# 1o 1. 7.3., TIATENBHO NePEeMELIHBAIOT, MONy4aloT paboyue pacnso-
psl NeNe 2 - 5 ¢ konuenTpauueii ¢penasaxuna 0.1, 0.2, 0.5u 1.0 MKI/CM,
COOTBETCTBEHHO. PacTBOpHI XpaHATCA B XONOAMNbHMKE B TedeHHe 10-Tn
nHeH.

OTH pacTBOPH! HCIIONB3YIOT A NPUTOTOBJIECHUA P06 ¢ BHECEHHEM TIPH
OLICHKE TOJHOTHl M3BIEYCHUA ()eHa3axWHa M3 HCCIeXyeMbIX o0pasiioB Me-
TOJOM KBHECCHO-HaIIEHO».

7.6. Ycmanoenenue zpadyuposodHsix XapaKmepucmux

I'paayupoBOYHYI0 XapaKTEPUCTHKY, BRIPAXAIOUYIO 3aBHCHMOCTD rmo-
magy muka (MB*cex) ot KoHUeHTpauuy (eHaszaxuna B pacTBOpe (mxr/cm’),
YCTaHaBAMBAIOT METOAOM a6COMOTHOIH KaMHMOPOBKH NO 4-M  pacTBOpaM ULt
rpanyupoBku NeNe 2 — 5.

B HmxeKTOp Xpomarorpada BBoAAT 20 MM’ K2KXOTO TPayHpOBOYHOIO
pacTBOopa M aHANH3MPYIOT B YCIOBHAX XpomarorpadupoBaHus mo n. 9.4.
OcyImecTBAAIOT HE MeHee 3-X MapajulelbHbIX H3MEPEHHH.

7.7. I0020mo6Ka KONOHKK C OKCHOOM ANIOMUHUR
ONnA oNUCMKU IKCMPAKMa

HuXHIOI 4acTh CTEIUISHHOM KOJOHKH JUIHHOH 25 CM, BHYTPEHHHM
auametpoM 8-10 MM YNNIOTHSIOT TaMIOHOM M3 CTEKJIOBATHl, IOMEINAOT
B KOJIOHKY 5 I' OKCH/Ia aTlIOMHHHS (MOCTYKHBas Pe3HHOBO#H rpylieii 0 CTeHKH
KONOHKH _JUIA  YTLIOTHEHHA copbeHTa), INpPONYCKAIOT Yepe3 KONOHKY
15-20 oM’ rexcana. [Jarot PAacTBODHTENO CTEUh [0 BEPXHEro Kpas cop-
6enTa W NOMEILAIOT HA Hero CJoH 6e3BOAHOro Cynb)aTa HaTpHA BBHICOTOH
1,5 cM. KonoHka rotosa k paGore.
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7.8. Ilposepka xpomamazpaguveckozo noeedenus penazaxuna
HA KONOHKE C OKCUOOM QIOMUNHUA

B kpyrinononHyio konby emectumoctsio 10 cM® nomewmator 0,5 cM3
pactBopa Ne 1 juist rpanyMpOBKH C KOHIEHTpanuei ¢penaszaxuna 10 Mxr/cM
(m. 7.5.2.), pacTBOpUTENb YIIapHBAKOT AocyXa. OCTaTOK pacTBOPAIOT B 3 oM’
reKkcaHa H HaHOCAT Ha KOJIOHKY, MOATOTOBJICHRYIO 10 1. 7.7. Konby o6MbiI-
BAIOT TPHX/IBI MOPHMAMM FEKCaHa 10 3 CM®, KOTOPHIE TAIoke HAHOCAT Ha KO-
NoHKY. JIpOMBIBAIOT KONOHKY MOCHEAOBATENbHO NOPLHAMH 110 25 cM® BHa-
qame rekcaHOM, 3aTeM CMECBIO rexcaH-3THaanerar (9:1, no o6seMy), amoar
oT6packIBaloT.

Jlanee KONOHKY MPOMBIBAIOT 50 M’ CMeCH rexcawamaue'ra'r (7:3, mo
00BeMy) ca ckopocThio 1-2 kamnu B cek. DpakIHORHO (no 10 cm*) orGupa-
JOT 3JHOAT, YNIapHBAIOT, OCTATKH PACTBOPSIOT B 2 CM® TOINBHXKHOM (assl,
NIOATOTOBJIEHHOM 1o 1. 7.3, aHAMH3HPYIOT MO M. 9.4.

Opaxuus, coiepxaine ¢QeHasaxuH, OOBEAUHAIOT H BHOBL aHAIH3H-
pyioT.

VYcTaHaBIMBAIOT YPOBEHb BEILECTBA B DJIOATE, ONPEACHSIOT IOJHO-
TY CMBIBaHHS C KOJIOHKH M HeOOXOAHMBIH 00heM SHI0CHTa.

IIPHMEYAHHME: Ilposepky Xxpomarorpapuueckoro noselieHHA (eHa3axumHa
cleAyeT NPOBOAHTH 00A3aTENBHO, MOCKONBKY NPOQHIL BEIMBIBAHMA MOXKET H3Me-
HATBCA NPU HCTIONL30BAHMH HOBOM NapTHH COPOEHTOB H pacTBOpHTENeH.

8. Or6op npob

Or6op mpo6 MpOM3BOAMTCH B COOTBETCTBHH C IPaBHIAMH, onpene-
geHHpiIME 'OCTamu  25896-83 «BuHorpan cBexwud croyosbid, TY»,
28472-90 «BuHorpaa ceexuil pyyHoil yOGOpKH /1 KOHCepBHpOBaHHs. Tpe-
60BaHHs NPH 3aTOTOBKAX M MocTaBKaxy, 26313-84 «lIpoaykrsl nepepaboTku
IUTOZIOB M OBOLLEH», «YHHPUUMPOBAHHEIMH MPaBHIaMK 0T6Opa NMpob ceb-
CKOXO3AHCTBEHHOM NPOAYKUHMH, IMHLIEBHIX NMPOXYKTOB H OOBEKTOB OKpY-
Karowel#l cpeapl A ONpeJeNeHHs MHKPOKOJMYECTB MECTHUHAOB
(Ne 2051-79 ot 21.08.79).

Oto6pannsie mpobbl SArOR BHHOTpaja ¥ BUHOTPANHOIO COKa XPaHAT B
CTeKJITHHON MJIH MOJHITHIICHOBOH Tape B XONOAWIbHMKE HE Gomee 10-TH
aHeit. [ns paurensHoro XparneHus o6pasiibl 3aMOPaXKHBAlOT H XPaHAT NpH
temneparype —18°C.
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9. BoinosHeHue onpegeeHust
9.1, Ixcmpaxyus

9.1.1. Bunoepad

OG6pasew; H3MeJbYEHHBIX AT0J BUHOrpaga Maccoi 20 r nouemam B
KOHMYECKYI0 KOJIOy BMECTHMOCTBHIO 250 eM®, BHocaT 75 cM® aLEeTOHUTPH-
712, TOMOI€HH3UPYIOT B TeYeHHe 3-X MMHYT, 3aTeM NOMEILAIOT Ha BCTPSXH-
Barenb Ha 30 MUH. DkcTpakr GUIBTPYIOT 4Yepe3 CKanyaTeii GyMakHBIH
GunbTp, cnHBasg cnocoGOM JEKaHTHPOBaHHUA B KONOy Ui ynapuBaHHA BMe-
CTHMOCTBIO 250 cM’. OKCTpakuuio NpoOkl MOBTOPAIOT HOBOH NOpLHKEH aue-
ToHUTpUIA 06BeMoM 50 cM’, BeTpaxuBas 20 MuH. DKCTPAKT Taloke GHIBT-
PYIOT B KONOY A/IA YNapHBaHHA, xonuem'gnpyxo'r Ha POTALHMOHHOM BaKyyM-
HOM Hcnaputeie (npu temneparypa 40°C) no BoaHoro ocratka (OKomIo
10 cM®) ¥ noxBepraloT ouKcTKE Mo 1. 9.2.

9.1.2. Bunozpadnutii cox

K o6pasnuy coka maccoit 20 B KOHHYECKOH Kxoube (c npuuuOBaHHON
npoGKoii) BMecTHMOCTEIO 250 oM’ oGaBnsior 75 CM’ lETOHHTDHIIA, HH-
TEHCHBHO BCTPAXHBAIOT B TCYEHHE 5 MMH, IOMEHIAIOT B XOIOAMABHUK (4 C)
Ha 1 vac. DkcTpakT OMABTPYIOT Yepe3 CKIQyaThii OyMaxcHbIl GuIBTP,
cagBas cnocoﬁom NEKaHTHPOBaHus B KONOY [UIs ymapHBaHHS BMECTHMO-
¢TI0 250 cM’. DKCTpaKkumio NMPoGH NOBTOPAIOT HOBOH NOPLHMEH ALCTOHHT-
puna o6beMoM 50 cM’, BCTpAXMBAs 2 MHH M BBHIACPXHBAA B XOJOMIBHHKE
(4°C) 30 mun. DKCTPaKT TakKe QWILTPYIOT B KOJIGY 1A yIIapUBaHHS, KOH-
LEHTPHPYIOT Ha POTALHOHHOM BAKYYMHOM HCHapHTeie (nmpu Temmeparypa
35-40°C) no BomHoro ocrarka (oxono 10 cM’) M MOABEPralOT OUMCTKE MO
m 9.2.

9.2, Ouucmka IKCmpaxma nepepacnpeoeneHuem
6 CUCmeMe HeCMEW UBAIOULUXCA pacmeopumened

BonHstit ocTaTok, nofxy4yeHHsi mo n. 9.1.1. mm 9.1.2., mepeHOCAT B
,uenmenu{yxo BOPOHKY BMecTHMOCThIO 250 cM®. Konby omomackupaior
75 cM® 5%-Horo pacTBOpa XJIOPHCTOrO HATPHS, KOTOPHIH TakKe IEPEHOCAT B
JEUTENBHYI0 BOPOHKY. BHOCAT B HenuTENbHYIO BOPOHKY 30 cM~ TeKcaHa,
HUHTEHCUBHO BCTPAXHMBAIOT B TeYeHHe 2-x MUH. [locie nonHoro paspeneHus
(a3 BepXHHI opraHHyYeckuii CO¥ OTAENAIOT, PUIBTPYIOT Yepe3 Ge3BOAHBIH
cynbpar HaTpHs, NOMEUEHHBIH Ha GyMaXHOM q)um,rpc B KOHYCHOM BOpPOH-
Ke, B KPYTJIONIOHHYIO KOJI6y BMECTHMOCTEIO 150 cm Onepauuio 3KCTpak-
LMK MOBTOPSIOT eLIe ABAXK/IBI, HCONB3ys 1o 20 oM’ rexkcana. OGbearHEeH-

12



MYVYK 4.1. 2213-07

HYI0 OpraHHYeckyio ¢asy, ngonymennylo 4epe3 cioii cymbdara Harpwms,
ynapuBaioT 10 ofsema 3-5 cM” M N0JIBepraloT XONOIHUTENBHON OYHCTKE Ha
KOJIOHKeE 1o 1. 9.3.

9.3. Ouucmxa IKCMPaKMa Ha KoJOHKeE C OKCUOOM ANIOMURUR

Ocratok B KPYrJOIOHHOH KonGe, MONYYEHHBIH INOCIE YnapHBaHHUS
(m. 9.2.), HaHOCAT Ha KOJIOHKY, NOATOTOBJIEHHYIO O 1. 7.6. Konby o6MbI-
BAIOT TPIOKIB! MOPUMAMH TeKCaHa Io 3 CM~, KOTOpHIe TAloKe HAHOCAT Ha KO-
70HKY. TIPOMBIBAOT KONOHKY TOCIEIOBATENBHO NOPUHAMH TI0 25 cM® BHa-
Yaje IeKCaHOM, 3aTeM CMECHI0 T'eKCaH-3TWIALeTaT B COOTHOWeHu# 9:1 (no
00BbeMy), 30aT 0TOpachiBaIOT.

deHasaxMH MOMPYIOT ¢ KONOHKH 30 cM® CMECH TeKCAH-3THIaleraT
(7:3, no o6seMy) co cKopocThio 1-2 Kamiu B cek, coGupas 3110aT B KpYTJIO-
ZOHHYI0 konby. PacTsop. ynapHBalOT AOCYXa NPH TeMIEpaType He Bhllle
35%C, ocratok B Konfe pacTBOpMIOT B 1 CM TIOABMKHOM (ba3kl, AHANHIMPY-
10T cojiep)KaHHe ¢eHa3axHHa Io I. 9.4.

9.4. Ycnosus xpomamozpadupoearus

XKunkocTHoit xpoMarorpad ¢ ynbTpadHoneToBEIM AeTeKTopoM (dup-
Mms1 Waters, CILA)

Xpomarorpapuveckas KOJIOHKa CTanbHad, AMHHOH 250 MM, BHYTpeH-
HUM IHaMeTpoM 4,6 MM, cofiepxamas Symmetry® C18, 3epHeHnem 5 MkM

TemnepaTypa KOJOHKH: KOMHATHast

CkopocTb oToKa 3MoeHTa: 1 oM’ /MuH

PaGouas anuna BoMHEL 263 HM

O6bem BBOAUMO# NpobEI: 20 e

YyscraurensHocts: 0,003 en. abcopbuun Ha mkamy

Tonsmxxas ¢asa: aueronnTpui—Boaa (9:1, no o6remy)

OpHEHTHPOBOYHOE BPEMst BeIXoAa ¢enasaxuna: 7,8 — 8,0 Mun

JIuneiHbli nuana3oH AeTeKTHpPoBaHUA 2 — 20 Hr

O6pa3usl, AaouMe UKy, Gonpiue, YeM rpaxyHpOBOYHBIN pacTBOp C
KOHUeHTpanHed 1,0 MKr/eM, pa36aBAAOT MOABIKHOM (a3oi, mpurorTos-
neHHoH 1o n. 7.3, He Gonee uem B 50 pas.

10. O6paGoTka pe3yIbTaTOB AHAJIH3A

Conepxanne ¢eHasaxuHa B npobe (X, MI/KT) pacCUHTHIBAalOT MO
¢popumyae:
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C*v
P (R — , TAC
m

C - xoHuenTpauns eHasaxuHa, HalicHHad MO TPagyHPOBOYHOMY rpa-
MKy B COOTBETCTBHHM C BENWYHHOH MIOLIAAY XPOMATOrpaHyeckoro nuka,
3
MKI/CM;
V - o6beM 3KCTpaKTa, NMOATOTOBICHHOro IS XpoMaTtorpadHpoBaHud,
oM’
m - Macca aHaJIM3upyeMoro obpasua, r.

11. Hposepka npuHeMIeMOCTH pPe3yJbTATOB
napajjieJbHbIX onpeneeHui

3a pe3ynsTaT aHaIH3a MPUHUMAIOT CpefHee apUdMeTHyeckoe pe3ylb-
TaToB ABYX MapamnedbHbIX ONpeAe/eHHH, pacXoXAeHHES MEXAY KOTOPBIMH
He npeBkIlIaeT npejena nosropseMoct (1):
2 -|x, - x| 100
(X, + X,)
rae Xy, Xa- pe3ynbTaTh napajLieIbHbIX OnpeaeeHHH, MI/Kr;
I- 3Ha4YCHHe MpeJielia NoBTopAeMocTH (Tabnuua 1), nmpu stoM 1= 2.80,.
Ipn HeBbinonHeHnH ycnoBHs (1) BBUACHAIOT NpPHYHHBI IPEBHILEHAS
npezena NOBTOPSEMOCTH, YCTPAHAIOT HX H BHOBb BEIITOJIHAIOT aHAH3.

s - 1))

12. Odopmaenne pe3yabTaToB

Pesynprar aHaJn3a NPEACTaBIIAIOT B BHAC:
(X + A) wmr/kr npu BepoarHoctd P=0.95,

rae X- cpenHee apH(METHYECKOE pe3y/IBTATOB ONpENCNCHHH, IpH-
3HaHHBIX [IPHEMJIEMBIMH, MI/KT;
A- rpanuua abCoNOTHON MOrPEIHOCTH, MI/KT;
A =8 *X/ 100,

TA€ & - rpaHMLIa OTHOCHTEIBHOH NOTPEIHOCTH METOAMKH (TTOKa3aTeb
TOYHOCTH B COOTBETCTBHH C AHANA30HOM KOHUEHTpauHii, Tabmuua 1), %.

Ecnn conepxanue KOMINOHEHTa MEHee HHXHeH TIpaHHLBI AWanasoHa
OnpeaACIACMBIX Konueﬂ'rpauuﬁ, PE3yAbTAT aHAIM3A NNPEACTABJIAIOT B BUAC:
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«codepoicanue genazaxura 6 npobe menee 0,005 mefian*
* - 0,005 m2/xz - npeden obnapyxcerus.

13. KonTpoanb kauecTBa pe3yJbTATOB U3MepeHui

OnepaTHBHHIH KOHTPONb HOTPEIIHOCTH H BOCIIPOH3BOJHMOCTH M3MEpE-
Huii ocymeciBisercs B coorBercrsud ¢ 'OCT P HCO 5725-1-6-2002
«ToyHoCTh (IPaBHABHOCTH H NPEUHH3MOHHOCTH) METOAOB M pE3Y/LTATOB
H3MEPEHHHA».

13.1. CraOGHIBHOCTE pe3yNbTaTOB H3MEPCHHI KOHTPONHPYIOT Mepex
NPOBEAICHHEM H3MEpEHUH, aHATH3NPYs OMH H3 IPaJyMpPOBOMHBEIX PacTBO-
poB.

13.2. ITnanoseiif BHYTpHIabOpaTOpHBIH ONEPaTHBHEIH KOHTpONb Npo-
1leZlypHI BHIIOJIHEHHA aHAIN3a NPOBOAMTCH METOJOM J100aBOK.

BennunHa 106aBku C, AOJDKHA YAOBIETBOPATD YCIOBHIO

Cb =Al.-X—+A

X'

rae + A ;{tA, ;) — xapakrepucTHKa morpemHocTd (aGcomoTHAA NO-
TPEIIHOCTh) PpE3yNbTATOB aHANH3a, COOTBETCTBYIOMIAA COIACPIKAHMIO KOM-
NOHEHTa B HCIEITYeMOM 00pasue (pacdeTHOMY 3Ha4YCHHIO COICPIKAHHA KOM-
noHeHTa B o6pa3ue ¢ 106aBKoif), MI/KT, IIPH 3TOM:!

A, =1 0,84 A,

rae A- rpaiuia aGCoMOTHON HOrPeLTHOCTH, MI/KT;

A =38*X/100,

rae 80- rpaHMNa OTHOCHTEILHOH MOrPEIIHOCTH METORMKH (ITOKA3aTeNb
TOYHOCTH B COOTBETCTBHH C JHANAa30HOM OINpENEAEMEIX KOHLIEHTpalHH,

Tabnuua 1), %.
KoHTponbHEI napametp npouenyphl Ky paccunTsiBaloT no gopmyiie:

K=X-X-c,,
rae X, X,C, cpemHee apH(METHUECKOE PE3yNLTATOB MapaIeNsHbIX
onpenencHuii (IPH3HAHHBIX MPHEMIEMbIMH 1Mo N.11) comepxarus KOMIo-
HeHTa B o6pasue ¢ 106aBKoil, HCIIBITYeMOM 06pasiie, KOHIEHTpaus J06aB-

KM, COOTBETCTBEHHO, MI/KI;
Hopmarus koHTpona K paccudTsIBaioT no popMyie

. 2 2
K=yl =+ A% &+
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IpoBoasT comocrasieHue pe3ynsraTa KoHTpons mpoueayput (Ky) ¢
HopMaTHBOM KoHTpoiA (K).

Eciy pe3ynsTaT KOHTpONISA NPOUEAYPH! YAOBIETBOPSET YCIOBHIO

IK <K, ¢))
IIPOLIEAYPY aHAJIH32 TIPU3HAIOT YAOBJIETBOPHTEIILHOM.

IIpu HeBBIMONHEHHH YCIOBUA (2) mNpOUEXYPY KOHTPOJS MOBTOPSIOT.
Ipy1 NOBTOPHOM HEBHIOJIHEHHH YCIOBHS (2) BBIACHSAIOT NPUYMHE, IPHBO-
JIe K HeYAOB/NETBOPHTEIBHBIM PE3YIBTATaM, H NPUHMMAIOT MEpHI 110 KX
YCTpPaHEHHIO.

13.3. IlpoBepka NPUEMIIEMOCTH Pe3YJIbTaTOB HIMEPEHHUH, MOMyYCHHBIX
B YCJIOBHAX BOCIIPOM3BOAMMOCTH:

PacxoxaeHHe MEXRY pe3yiibTaTaMH H3MEPEHHI, BEITONHEHHBIX B IBYX
PpasHbIX JtabopaTopHsx, He JOJDKHO NPEBLIMATh Hpefesia BOCIIPOH3BOAHMO-

cti (R)

2-{x, - x,| 100
(X, + X,)
rae X, Xa — pe3ynbTaThl H3MEpeHHH B ABYX pa3HhIX JabopaTopusx,
MI/KT;
R - npegen BOCHPOH3BOAHMOCTH (B COOTBETCTBUM C JHANA30HOM OMpe-
IENAEMBIX KOHLEHTpauuii, Tabauua 1), %.

< R 3)

14. PazpaboTunkxu

IOaguna T.B., ®enoposa H.E., Bonkosa B.H., Jlappkuna M.B. (PI'VH
«®enepanbHelil HayuHsli HeHTp ruraenst uM. 9.0, DpucMana» Pocnot-
pebransopa); Meanos I'.E. (PocniotpeGuansop).
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