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YTBEPXIAIO
Pykosopure/ib QenepanbHON CIIYyXKOBI
10 HAA30pY B chepe 3alMThI ITPAB
noTpeduTenen u 01aronoyyus 4ejaoBeKa,
[ naBHBIA roCcyJapCTBEHHBIN CAaHUTAPHbIN

Bpa4 Poccunckon Veaepannu
I'. T". OHHUIIEHKO

9 cenTabps 2009 r.
Hara seencuus. 1 qexabpsa 2009 r

4.1. METOABI KOHTPOJIA. XUMHWNYECKHE ®AKTOPLI

OnpeaeieHde 0CTATOYHbIX KOJIHYECTB
rMMEKCAa30/1a B IN0YBE METOAOM KANWIJIAPHOH
ra30KUAKOCTHOH XpomaTorpaduu

MeToanueckune yKasaHus
MYK 4.1.2551—09

Hacrosimue MeTOQUUECKHE YKa3aHUsl YCTaHABJIHBAIOT METOA Ia30)Kuj-
KOCTHOM XpoMarorpapuu s ONpeAeIeHUss OCTATOUYHBIX KOJHYECTB MMEK-

cazona B nouse B auanasoHe 0,01—O0,1 mr/kr.
I'mmexca3zou (CAS 10004-44-1).
S-metunuizokcazon-3-oa (IUPACQC).

O N

OH

C4H;sNO..

Mou. macca 99,2.

Teepnoe kpucraindeckoe BelecTBO 0100 LUBETa, UMEIONIEE CIeLH~
dbuueckuii 3anax. JapicHue napos — 9,9 x 107 mm pt. cT. (ipu 25 °C). ILnot-
Hoc1b 1,39 (ipu 20 °C). Temnepatypa kunieans 202 + 2 °C. PacTBopuMOCTE B
BoJie — 85 T/M°. PacTBOPUMOCTD B OPraHMYCCKHX PAcTBOPHTENsX (I/aM’>, mpu
25 °C): n-rexcan --14, »runauerar — 425, aneroH — > 750, meranon — 968,
y3onponanoj —> 750. I'muponutnuecku crabuien npu pH 3—35,7; 10.

Kpamxkas mokcukonozuveckas xapakmepucmuxd.

Ocrtpas nepopainbHass TOKCHUYHOCTh (L.Dsp) s kpeic(caMmipl) -
4 678 mr/xr; (LDsp) g kpeic (camxu) — 3 909, octpas aepManbHas TOKCHY-
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HOCTh (LLDso) mist kpeic — > 10 000 MF/I(I‘ OCTpasi MHraJISIHOHHAS TOKCHY-

HocTh (LCsg) 1115 Kphic (4 4) — 650 Mr/m’.

Obaacms npumerenus,

['iMekcaszon — CUCTEMHBIN (DYHIMUMA, TIONABAAIOIIMH BO30yauTe/cH
3a001eBaHUH pacTeHHH, HHOEKUHMOHHOE HA4yano KOTOPBIX HAXOJHUTCA M Ha
ceMeHaX. DYHTHIMI peKOMEHAyeTca 1a 0b6paboTku ceMsH CaxapHOi CREK-

16l IEpPE]] ITIOCEBOM IIPOTHB KOPHEE/A.
OJIK B rouse — 0,02 Mr/kr.

1. IlorpeminocTs M3Mepenui

IIpyu cobnroeHUH BCeX PErNaMEeHTHPYEMBIX YCJIOBUH NMPOBECACHUS aHa-
JIW34 B TOYHOM COOTBETCTBHH ¢ JAHHOH MECTOAMKOM IOrPEIIHOCTh (U €€ COo-
CTaB/IAIOUINE) PE3YNLTATOB H3IMEPEHHUS IIPH JOBEPHTCIBHOH BEPOATHOCTH
P =0,95 ne npesniaeT 3HaYeHH, NPUBEACHHBIX B TabGn. 1 nas cooTBeTCcT-
BYIOLLIMX AMAIa30HOB KOHLEHTPALIHH.

Tabnuuya 1

MerpoJjiorHuecKHe napaMerpbl

HNuanaszon | [lokaszarens Tou- | Cranpapr-
onpeaensic- | HOCTH (rpaHuuia | HOE OTKJIO-
MBIX KOHIIEH- | OTHOCMTENbHOH | HeHue mo-

[Ipenen [Tpenen
[IOBTOPSiE- | BOCIIPOU3-
MOCTH, [BOUMMOCTH,

TpaiuH, [MOrpeuIHOCTH), | BTOpAEMOC- . 0 R Y
0
MI/KT +0, Yo P = (),95 ™, &, % ’ ’

ot 0,005 no
0,01 Bxu.

6osiece 0,01 no
0,1 Bk,

Ilonnora u3BlICYEHHS BELIECTBA, CTAHAAPTHOE OTKJIOHEHHE, AOBEPH-
TENLHBIM HHTEPBAJI CPECAHErO pe3yibrara IJis BCEro AHalia3oHa H3IMEPCHUHN
(n = 20) npuBeacHs! B TadII. 2.

Tabnuua 2

MeTtponornyeckue napamerpsl, P = 0,95, n =20

AHMHISE}- [pener JInanason Cpennee | Craupapr- | JloBepureb-
PYEMbIH 06}121 pyoKe OfnpeaecasieMplXx | 3HaYEHUE | HOE OTKJIO- |HBIH HHTEPBAI
Y KOHUEHTpaumit, | onpenese- HCHHB CpeaHero pe-

HHUA, MI/KT o 0 0

MT/KF Hu4, % S, % 3ynbTara, +, %

3,66

O00BEKT
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2. Metoa a3MepeHn

MeTtoarka OCHOBAHA Ha ONPEAC/ICHUM THMEKCA30/a ¢ IMTOMOLIBIO KAITHI-
APHOM rasoxuakocTHOM xpomarorpapuu (IDKX) ¢ anexktpono3zaxBaTHBIM
nerekropoM (I3/1) nocne 3KCTpakiMi U3 aHANH3UPYEMEIX NPo0 MMOYBLI CMe-
Cbl0 BOAHBIA pacTBOp amMmHaka (pH10):aueroH, 04HCTKH 3KCTPAKTOB IeEpe-
pacnpenc/icCHUEM B CHCTEME HECMEIIHMBAIOIIMUXCA pPAaCTBOPUTEIICH H Ha KOH-
nHeHTpHpylomx narpouax Sep-Pak® Silica. ['azoxpomatorpagpuueckoMy
HM3MEPEHHUIO NIPCALUECTBYET CTAAUsA ASPUBATH3AIHN BELIECTBA B IEHTAQTOP-

OCH3UNBLHOE NPOU3BOIHOE,
KONH4eCTBEHHOE OMNpEAC/ICHHE npononmc;l METOL0M a0COIFOTHOHN Ka-

TuOPOBKH.

3. Cpeacrsa n3mepeHui, BcnnoMorare/ibHbie YCTPOHCTBA,
PEAKTHBbI H MATEPHAJIbI

3.1. Cpeocmea usmepenuii

["azoBblif xpomatorpad «Kpucramw-2 000M»,
CHaO)KEHHBIN JIEKTPOHO3aXBATHBIM JACTEKTOPOM

C MPEACIOM JETCKTHPOBAHKA 110 JIMHAAHY Homep B I'ocynapcTBeHHOM
Sx 10 r/c, npenHa:aHalleHHmii 1714 paboThl PEECTPE CPEICTB MBMEPEHHH
C KalMJUIAPHOH KOJIOHKOH 14516-95

Bechbl ananurnueckue BJIA-200 ['OCT 24104

Mepel Macchl ['OCT 7328
Mukpouinpui THRa M[H M,

BMECTHMOCTBIO 1 MM’ TY 2.833.105

Konbbi mepabie 2-25-2 U 2- 100 2

BMECTHMOCTBIO 25 1 100 cm’ I'OCT 1770

[IuneTku rpaaydpoBaHHbIe 2 K12CCa TOYHOCTH

BMecTUMocTEIO 1,0; 2,0; 5,0 1 10 oM’ ['OCT 29227

[TpoOupku rpaayuposanHble ¢ 11pUULUIM(OBAHHOH

NPOOKOIf BMECTUMOCTBIO 10 cM” I'OCT 1770

ptl-MeTp-anammzarop Boasl (Moauduxkanus 211),
¢upma tHanna Instruments (I'epmanns)

Lininuape! MepHbie 2 KJIacca TOHHOCTH
BMECTHMOCTb10 250 cM’ ['OCT 1770
JlonyckaeTcs HCIONb30BAHKAE CPE/ICTB H3MEPEHHA C AaHANOTHYHBIMHU WIH

NYYUIMMH XapaKTePUCTUKAMH.
| 3.2. Peaxkxmuenr

['uMexca3on, aHaTUTHYECKHE CTaHaapT
C COMIEPXKAHHEM JEHCTBYIOLETO BelccTBa 99,8 %
(pupMa «CaMMUT Arpo»)

6
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A30T 0c000#1 YTHCTOTHI, 13 DALIOHA ['OCT 9293—-74
AMMHaK, 25 % BOAHBIA pacTBOP, 4/ [[OCT 24177—2R80
ALETOH, X4 ['OCT 2603—71
Bojaa duaucTuniMpoBaHHas, ACHOHWU3OBAHHAA

HIIM neperdannas Han KMnOy ['OCT 6790
Kanul yraexucnsii, x4

Kucnora consnas, xu I'OCT 3118—77
Hartpuii cepHOkuCnbli O€3BOAHBIN, XU ['OCT 4166—78
Hatpuit xnopucTslid, 4aa 'OCT 4233—77
H-1 €KCaH, x4 TY 6-09-4521—77
Ilentadropbenzwnbdpomun, 4., 1 %-Holil pacTBOp

B aLICTOHE

DTUIIOBBIN 3QUP YKCYCHOH KHCIIOTBI,

PEKTH(PUKOBAHHBIN (3THNALIETAT) ['OCT 22300

B03M0OXHO UCNIONBL30BAHMC PEAKTHBOB 00Jie¢ BRICOKON KBajU(UKALMH,
KOTODLIE HE TPEOYIOT BRITONHEHUS 11. 7.1 (0OUHCTKA).

3.3. Bcnomocamensrste ycmpoiucmea, Mamepuaibl

ANJIOHX HIPAMOH ¢ OTBOAOM IJISI BAKYyMA

(15 paboTh! ¢ KOHIIEHTPUPYIOUIMMH NaTPOHAMM )

Anrnapar ans BcrpsaxuBaHus tTuna ABY-6c¢ TY 64-1-2851—78
bans Boasinas TY 46-22-603—75
baus yabrpaszsyxosas pupmsl Jounay (IlIseittiapus)

byMara uaankaropHas yausepcainsrHas pH 0-12

byMaxHbie QuILTPBI «KpacHad JICHTA»,

00€330/IEHHEIC WIH QUIIBTPBI

U3 xpomarorpaduueckon 6ymaru Batman 3MM TY 6-09-1678—86

Boponka bioxHepa I'OCT 0147
BopoHKkH fgenuTebHble BMECTUMOCTBIO 250 cM’ I'OCT 9737
BopoHku KoHYcHbIE aHaMeTpoM 40—45 MM ['OCT 25336
I pyiia pesuHoBast

Konba byH3zeHa ["OCT 56145
Koa0b1 KOHHUECKHE IUIOCKOAOHHBIE BMECTUMOCTBIO

100 u 250 cm’ KIIIL-100, KI111-250, 'OCT 10394-72
Konbul KpyrioA0HHLIC HA uIHde

BMECTHMOCTBIO 100 cm” ['OCT 9737
Mukpowmmnpny Tuna MLI-100 M,

BMECTUMOCTHIO 100 MM’ TY 2.833.105
Hacoc BO0OCTpYHHBIN BAKYYMHbIi ['OCT 10696

[laTpousl 11s TRepAOda3noi 3xkcTpakuun Sep-Pak
Silica (Waters, CILA), o6beMm copbenTta 1,2 M
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| LnTka 3nextpuyeckas (Wi Koja00HarpesarTesn )
[IpoOupkn uenTpHyKHBIE
PexTndukaluoHHas KOJIOHHA ¢ YHCIIOM
TEOPECTHYECKUX TapenoK He MeHee S0 |
PoTalinoHHbIM BaKyyMHBIN ucnaputens B-169
¢upmbl Buchi, IHBeHuapus
CTakaHbl XUMHUYECKHE C HOCHKOM,
BMECTUMOCTHIO 800 cM’ 'OCT 25336
CHTO ¢ nHaMeTpOM OTBEpCTHl 1 MM
CrexiioBara
CTeK/IsSHHBIE NaIOYKH
YCTaHOBKA A1 NEPETOHKU PaCTBOPHUTEIICH
XONOAUIBHHK BOASHON, 0OpaTHEI ['OCT 9737
Xpomartorpadpuyeckas KOJOHKA KalKUJUIApHAs
HP-335, nmuno#t 30 M, BHYTpEeHHHUM JHAMETPOM
0,32 MM, TonMHA 1U1IEHKH copOenTa 0,5 MKM
Lleutpugyra Sigma 2—6 ¢O CKOPOCTHIO
0bopoToe 4 000 06/MHH, BMECTHMOCTBIO
CTCKJISIHHBIX pobupok 100 cm’
~ [Linpuuw MeaAHIIMHCKHE ¢ pasheMOM JIbloepa
BMECTHUMOCTBIO 5, 10 1 20 oM I'OCT 22090
Jlonyckaercd NPUMEHEHHE ApYroro o0OpynoBaHMS ¢ aHAJIOIHYHBIMH
HJIH JTY9IIMMH TCXHHHECKHMH XapaKTepUCTHKaMU.

4. TpeOGoBaHHuA Oe30MACHOCTH

4.1. I'lpu BbINOIHEHNH H3MEPEHUH HeoOXxoaumMo cobimnogars TpeOOoBaHUA
TEXHUKH Oe3011acHOCTH npHu padoTe ¢ XUMHYECKHMH peakTuBamu no ['OCT
12.1.007, TpeboBanua no anekTpobe3onacHOCTH NpU paboTe ¢ IEKTPOyCTa-
HoBkamy 110 1 OCT 12.1.019, a takxe TpeboBanmns, M310KCHHBIC B TEXHHYEC-

CKOHM JJOKYMEHTAlMH Ha ra3oBbIH XpoMmarorpag.
4.2, [ToMelieHHE AOMKHO COOTBETCTBOBATH TpeGOBaHUAM NOXapoOe30-

nacHocty 1o ['OCT 1[2.1.004 u nmets cpeactra noxkapotyuieHus no 'OCT
12.4.009. Coaepxanue BpeHbIX BELLUECTB B BO3yX€ HA JOJDKHO IIPCBLILLATH
HOpM, ycTaHoBieHHBIX ['H 2.2.5.1313—03 «IIpenensHo-I0NMyCcTHMBIE KOH-
nenrpanun (LK) spenusix Bemecrs B Bo3ayxe paboueit 30dbD». Opranusa-
nus 00yuyenns paboTHukoB 6e3onacHocTH Tpyaa no 'OCT 12.0.004.

5. TpeboBaHue k KBAJUPUKAILINY ONEPATOPOB

K BBINOJIHEHKIO H3MEPEHHH NOMYCKAIOT CIEIHAJIMCTOBR, UMEIOLINX KBa-
NMQUKALKI0 HC HUKE TabdopaHTa-UCcCaea0oBaTeNs, ¢ OALITOM paboTul HA ra3o-

BOM Xpomarorpade.
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K nposeneHH0 npoOOIIOATIOTOBKH AONYCKAIOT OrepaTopa ¢ KBalM(PH-
Kauuen «1abopaHT», UMEIOLLEro ONbIT PA0OTLI B XUMHUYECKOH j1ab0OpaTOpHH.

6. YcaoBuA H3MepeHHid

[IpH BBIIOJIHEHAHA U3MEPEHHI CODMIOAAI0T CIEAYIONINE YCIOBHS:

® TIPOLIECCHI [IPUTOTOBJIEHUA PAcTBOPOB M MNMOATOTOBKM NMPOO K aHAIH3Y
NPOBOAAT MpH TeMneparype Bo3ayxa (20 + 5) °C u OTHOCHTENBHOH BIIAXKHO-
c1v He Gonee 80 %.

¢ BBHINOJIHEHHE HIMEPEHHI Ha Ia30BOM XpoMarorpade npoBOJAT B y¢-
JIOBHSAX, PCKOMEHIOBAHHBIX TEXHHYECKOU JOKYMEHTAUEH K Ipubopy.

7. I10AroTOBKA K BHINONMHEHHIO H3MEPEHHH

H3MepenunsaM npealiecTBYOT CAEAYIOUINE ONECpauun: OMHCTKA OpraHu-
YCCKHX PACTBOPHUTEIICH, IMPHUIOTOBJCHUE pPAaCTBOPOB, IPanyHpPOBOYHBIX pac-
TBOPOB U PACTBOPOB BHECEHHs, YCTAHOBJIEHHE IPaJyHPOBOYHOH XapaxTepu-
CTHKH, NOJTOTOBKA KOHLICHTPUPYIOILHX MTATPOHOB JJIA OHHCTKH IKCTPAKTOB.

7. 1. Ouucmka opzanuuecKkux pacmeopumenei

7.1.1. Oyucmxa ayemona. PacTBOpUTENL CyIIAT HAJA MOJICKYIAPHBIMH
cutaMu 4 A 1 noABeprarT QPakUHOHHOM NEPEroHKEe HA PEKTH(PHUKAIMOHHOM
KOJIOHHE, LETUKOM COOpaHHOM M3 CTEK/IA C YHCIIOM TEOPETHYECKHX TapeiIoK
ne Medee 30. /{o nayana ot6opa rinaBHol (pakiiMy MPHEMHNAK HECKOJILKO Pa3
[IPOMBIBAIOT AVCTHILIATOM. JleperoHky npoaomkarT 40 TeX Mnop, nNoka B co-
cysle JUIA TIEPErOHKH He ocTaHeTcsi npubmmsureiinHo 100 cMm® anetona. Tem-
nepaTrypy BOJsiHOH OaHM CleAyCT CHHXXATbh M0 Mepe YMEHbIIeHHs obbeMma
alleTOHA, BO BCEX CNy4asX OHA HE JAOJXKHA MPEBBIIATE TEMIICPATYPY KUIICHHS

areroHa (56 °C) bonee yem Ha 20 °C.
7.1.2. Ouucmka eexcana. PacrBopHTENbL NMOCIEAOBATCALHO NPOMBIBAIOT

MOPUHMAMHU KOHICHTPAPOBAHHON CEPHOM KMUCIIOTBHI, 40 TE€X IIOP, IIOKA OHA HE
NEPECTAHET OKPALIMBATLCS B XKEATBIA LBET, BOJOH 0 HEHTPANBHON peakiiuu

IPOMBIBHBIX BOJ, IEPErOHAIOT HAl MTOTAUIOM.
7.1.3. Oyucmxka smunayemama. IJTWIALETAT TPOMBIBAIOT I10CJIEA0BA-

TeNbHO 5%-HBIM BOJHBIM PacTBOPOM KapboHaTa HATpHA, HACKHIIICHHBIM pac-
TBOPOM XJIODHCTOTO KaJIBLMA, CymiaT Haja Oe3BOMHBIM KapOOHATOM Kajius H
NePEroHsOT WIH MOABEPraloT peKTUMUKALMOHHON NEepPeronke Ha KOJOHHE C
YUCJIOM TEOPETHUYECKHX TAPEJIOK HE MeHee S0,

7.2. Ilpuzomoenenue eoornozo pacmeopa ammuaxa (pH 10)

B xumuueckMH cTakaH BMECTUMOCTbIO 800 cm® nomerarotT 500 M’
NeHOHHK30BaHI0# BOBI, foBoAAT pH 1o 10 BHeceHueM 25 %-ro BOAHOIO pac-
TBOpa aMMHaka (110 KaIruigM) NpH TIWATEILHOM NEPEeMELIMBAHMH.
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7.3. Ilpuzomoenenue 30 %-20 pacmeopa Kapbonama Kanus

B mepryro konby BMECTHMOCTBIO 100 cM’ nomewator 30 r kapGoHaTa
KaJIMs ¥ pacTBOPAIOT B S0—70 cM’ IEHOHH30BAHHOM BOJEI, AOBOAAT JECHOHH-
30BaHHOMN BOJIOH J10 METKH, TIATEJIBHO NEPEMEIITHBAIOT.

7.4. llpuzomoenenue 1 %-2o pacmeopa
nenmaquopﬁemmﬁpomuoa 6 aliemone

B McpHY10 K010y BMECTHMOCTBIO 25 CM nomemaroT 0,25 r neHradTop-
GeH3MNGpoMHIa, pacTBOpsioT B 10—15 cM’ alleTORa, JOBOAAT AUCTOHOM JO
METKH, THIATEILHO [1EPEMELIHBAIOT.

7.5. Hoozomoeka konyenmpupyiowezo nampon Sep-Pack® Silica

[Tatpou Sep-Pack® Silica ycTraHaBIHMBaIOT Ha AUIOHXK C MPSMBIM OTBO-
AOM JUUL BaKyyma, CBEpXY B NATPOH BCTABIIOT WIMPHIL C PASHEMOM JIbroepa
00neMoM He MeHee 10 ¢M™, HCITONB3YyEMBIH B KAUeCTBE EMKOCTH 1S AIOCHTA. *

KOHLCHTPHPYIOIMI NaTPOH NMPOMBIBAIOT MOCIENOBATENBHO 5 cM° STHII-
anetata, 3ateM 10 cM’ rexcana. Ilpoueaypy HPOBOAAT ¢ MCMOJb30BAHHEM
BaKyyMa, CKOPOCTb MOTOKa pPacTBOpUTEICH uepe3 MaTpoH HE JAO0JDKHA Tpe-
BBIILIATE 2 CM /MHH, NIPH 3TOM HENbL3A JIONYCKATh BBHICHEIXAHHA MOBEPXHOCTH

maTpoHa.

*Mpumeuanne: B OTCYTCTBHE CNEUHATLHOIO ANIOHXKA, XHUAKOCTH NPOAABIK-
BAIOT Uepe3 NATPoOH ¢ NOMOUIBIO MEAMUHHCKOIO (UNMpUla, CKOPOCTh MPOAABIIHBAHHSA
pacTBOpPA HE NOJDKHA NpeBulIuaTy 1-—2 kan./cex.

7.6, [Ipuzomoenenue pacmeopoe 0na 2pudyuposKu i 6HECEHUR

7.0.1. [/choanbzu pacmeop 2uMeKcasona ons epadyupoeKu (KoHyenmpa-
yus 100 mxz/cm’). B mepnyto koiby BMECTHMOCTBIO 100 cM™ nmomemaror
0,01 r ruMmekcasona, pacrBopaioT B 50—60 CM° alleTOHA, JOBOAAT ALETOHOM
J10 MCTKH, TUIATCJIBHO NMEPEMEIIMBAIOT,

PactBop xpaHsaT B XOJOAHIBHUKE NTPH TeMIiepartype 4—~6 °C B TeueHue
MECsLA.

7.6.2. Hcxoouvik pacmeop nenmaghmopbensunshozo npou3eodnoeo eu-
MEKCA301a 05l 2pA0YUPOBKU (KOHYEHMPAYUs 2UMEKCA301a 5 MKé.’/CM J. B xpyr-
JIOJIOHHYIO0 KOOy BMecTHMOCTBIO SO cM’ nomeraiot 9,5 cm’ aUETOHa, 0,2 c™m’
1%-ro aleTOHOBOro pacTBOpa neHTadTopbenzuabpomuna, 0,03 cm® 30 %-ro
BOAHOTO pacTBopa KapOboHaTa Kaius U 3 T 0€3BOIHOro cyan)a'ra HATPH, BHO-
csat 0,5 cM’ MCXOJHOro pacTBOpa T’MMEKCa3ofa ¢ Kouuentpanueit 100 Mxr/cm’
(1. 7.6.1). IlprcoenuHsar0oT 0OpaTHBIM XOJOAWILHHK H BLIACPKHBAIOT KOJOY Ha
BOJsIHOM Dane 1ipu temneparype 70—75 °C B TeycHue 40 MuH.

PactBop (HaLOCANOUHYIO xmm{owb) KOJIMYECTBCHHO TIEPEHOCAT B I'pa-
JlyHpPOBAaHHYFO MPoOUpKY Ha 10 cM°, HOBOAAT ALETOHOM A0 METKH, OCTAB-

10
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IIMHCA OCRAOK MPOMEIBAIOT HEOOJBIIMM KOJHYECTBOM all€eTOHa, KOTOPBIH
OOBEAUHAIOT ¢ HAZOCANOYHOH KHAKOCTEIO B poOHpKE.

PacTBOp XpaHMTCA B MOpPO3MJILHOH KaMmepe IpHM TEMIIEPATYpPEe HIKE —
15 °C ue 6onee 15 nue.

PactBopsi NeNe 1—4 rotoBaT oO0bEMHBIM METOAOM MYTEM IIOCCIOBA-
TEILHOro pa3daBACHHA HCXOXHOTO pacTBopa neHTapTOpOEH3IUIBEHOTO NPON3-
BOJIHOTO.

7.6.3. Pabouue pacmeopor NeNe |—4 nenmagmopbenzunvrozo npous-

800HO20 CUMEKCA30Na O/isi  2padyuposKu (KOHYeHmpayus SuUMeKCa3ona
3

0,025—0,25 mxe/cm’). B 4 MEpHEIE KonOsl BMecTHMOCTEIO 100 cM™ momerna-
ot 1o 0.5; 1,0; 2,0 1 5,0 cM’ HCXOIHOrO pacTBOpa neHTa(])TopﬁeHmanoro
NPOM3BOAHOIO THMMEKCA30/1a C KOHIEHTpaluell ruMekcasona 5,0 MKr/cm’
(n. 7.6.2), HOBOJAT 10 METKMU ALICTOHOM, TLIATEILHO MEPEMELIUBANOT, MONY-
yalT padoyue pacTBOpb! NeNe 1-—4 ¢ xonueHntpaumen ruMekcasoda 0,025;
0,05; 0,1 1 0,25 MKI/CM® COOTBETCTBEHHO.

PacTBOpbl XpaHATCS B MOPO3WIILHOM KaMepe HPH TEMIICPATYPE HHXKE -

15 °C ne Oonee 7 nHeH.
7.6. 4 Hcxoonviu pacmeop zumexcaszona Ons 8HeCeHUA (KOHYenmpayus

5 mxa/cm’). B mepHylo koily Bmectumoctsio 100 cm’ OMEIAIOT 5,0 c™m”
HCXOQHOrO pacTBOpa rMMeKcasona ¢ KoHueHTpauunei 100 MKT/cM” (11, 7.6.1),
JOBOJAT A0 METKH AllETOHOM, TIIATEbHO NEPEMEILIHBAIOT.

PacTtBOp XpaHHUTCs B XOJI0AMIbLHHKE IPH TeMIiepatype 4—06 °C He Gonee
MeCs1a.

ITOT pacTBOP MCHONL3YIOT I IIPUTOTOBJIEHHS NMPO0 C BHECCHHEM NPH
OLICHKE NMOJIHOTBHI M3BJICHEHMS ACHCTBYIOLIETO BEIIECTBA METOJIOM «BHECEHO-
HaHJIEHOY», & TAKKE KOHTPOJIC KAYECTBA PE3yJbTATOB HU3MEPEHHH METOLOM

n00aBoK.
7.7, Yemanoenenue 2pa0yupoeouHbix XapaKmepucmiK

[ panyupoBOUHYIO XapaKTEPHCTHKY, BhIPAXKAIOUIYIO JIMHEHHYIO (C yIO-
BbIM KO()QHIHEHTOM) 3aBUCHMOCTD IO THKa (MB-cex) ot KOHLIEHTpa-
LMK TMMCKCA30/1a B PACTBOPE (MKI/CM”), YCTAHABIMBAIOT METOMOM abCoOMIOT-

HOH KaTTMOpOBKHU N0 4 pacTBOPaM IS FPagyUpPOBKH.

B pesynbrate aepuBaTH3allMH FHMEKcasoja obpasyercsd Jsa OCH3HIb-
HBIX NMPOU3BOAHLIX BelleCTBa (NpoM3BoAHOE 1 M npousBogHoe 2). [Inomanm
OCHOBHOI'O NMHKa (IIPOM3BOJHOE 1) COOTBETCTBYET KOJIMYECTBCHHOMY COJIED-
KAHKIO JEHCTBYOIIETO BEIECCTBA - THMEKCA30J1a B ni)oﬁe

B ucnapurens xpomarorpaga BBOAAT 110 1 MM~ KOXKUOTO I'payHpOBOY-
HOTO PpacTBOpA M aHAIM3HPYIOT B YCJIOBHAX XpOMATOTpapupoOBaHUs Mo 1. 9.5.
Ocyuiecrisior HE MeHee 3 HapauIebHBIX H3MEPEHHH. Y CTaHaBIMBAIOT

nnoiaaAb NHKa OCHOBHOI'O ITIPOH3BOAHOI'O I'HMECKCA30/14.
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I'pagydpoBouHbid rpaHK MTPOBEPAIOT Mepen NPOBEACHHEM H3MEPCHHH,
QHAIIM3UPYS OJIUH U3 rpagyHpOBOYHBEIX PacTBOpOB. EcCiM 3HaueHUs IUIOLIa-
aei otnuyatoTes 0osnee, yeM Ha 10 % OT JaHHEIX, 3a10)KEHHBIX B IPagyHupo-
BOYHYIO XapPaKTCPUCTHKY, €€ CTPOAT 3aHOBO, HCMOIL3Y S CBEXKEIIPUI'OTOBIECH-
HeIE paboune pacTBOPH /1 rPaxyHpPOBKH.

8. O16op n xpanenne npod

OT160p nmpo6 1Mo4BkI NMPOBOIAAT B COOTBETCTBHHU ¢ TpeGoBanuamu ['OCT
1743.01—83 «IlouBa, oOmue TpeboBaHusa K orbopy npod» n YHADMUMPO-
BaHHBIMU NpaBwiaMu 0TOopa npod CeNbCKOXO3IMCTBEHHON NPOJIYKIIHY, ITH-
HIEBLIX MPOAYKTOB ¥ OOBEKTOB OKPYKAKOLIEH cpeabl I ONpeac/ICcHA] MUK~
poKoJuuecTB necTHUUIOB (Ne 2051—79 o1 21.08.79 r).

OrobpanHbie 1IpoOLI NOYBLI XPAHAT B CTCKASHHON HJIN MOJIKITHICHOBOH
Tape B X0JOAWILHUKE He Oonce nenenu. /s MTenbHOro XpaHeHus oodpas-
[1bl 3aMOPAXKHUBAIOT U XPAHAT IIpH TeMrieparype — 18 °C,

Ilepen anHann3oM obpasub! HOYBBI MNPOCEHBAIOT 4YEPE3 CUTO C OTBEP-
CTHAMH AHAMETPOM | MM,

9. BoinoJiHeHHe onpene/1eHus

9.1. Ikemparyua. ObOpa3zen, noussl Maccot 50 r nomewaoT B 1JI0CKO-
JIOHHYIO K0n6y C ﬂpnmnmp()BaHHou npo6koil BMCCTUMOCTBIO 250 ¢M’, BHO-
car 150 cM’ cmecu anetoH-BoaHKI pacTBop ammuaka (pH 10) B Oﬁ’beMHOM
cootHoweHuun | : 9. Ilomewaror Ha BeTpsaxuBarens Ha 15 MuH, Kontposm-
pytoT pH cMecHu no uuaukaTopHO Oymare, npu HeobxoauMmocTu gosoas pH
no 10 ¢ nomompio 25 %-ro pactBopa aMMuaka. Hanocao4Hyro KHIKOCTD
OCTOPOXHO JEKAHTHPYIOT, (PHIIBTPYIOT Ha BOPOHKE bioxHepa noa BaKyyMoM
yepe3 JBOMHON GyMaKHBIH QUIBTP CKPACHAS JIEHTA» . Onepaumo SKCTpAaK-
LMH TOBTOPSIOT ABAXN/LI NOPUHAMY CMECH ALIETOH: BOAHBLIM PacTBOp aMMHaKa
no 50 cM’, BLIAEPKMBASA HAa BCTPEXUBATEE 10 15 MUH.

OG‘I:GIIPIH&HHI:IH 3KCTPAKT IIEPEHOCAT B MEPHBIH LIMIHHAP BMECTHMO-
cThi0 250 cM’ ¢ npuniHpoBaHHOH NpoOKOH, nepeMelInBalOT, H3MEPIIOT
00BeM pacTBOpa, 1/2 ero yacrtsb (BKBHBEU]CHTH)'}O 25 r obpasuya) MEPEeHOCAT B
NEAUTEIBLHYI0 BOPOHKY BMecTHMOCThIO 250 cM’. Jlanee MpOBOAST OYMCTKY
IKCTpaKTa 1o m. 9.2.

*IIpuMevanue: oNncpalvio QUILTPOBAHKMA MOXET 3aMEHUThH LIEHTPH()YTrHpOBaHHE.

9.2. Ouucmka 3xcmpaxkma nepepacnpeoenenuem 8 cucmeme
HECMeusaIou{uxXca pacmeopumeneu

K akcTpakTy, nonyuyeHHoMY 0 1. 9.1, B HaxoAg1EeMYCo B JCIUTE/ILHOH
BOPOHKE, Mo kaiuism aobasmstoT koHnenTpuposauuyo HCI, nosous pH no
2-—3 (KOHTDPOJIL 10 UHAUKATOpHOI OyMmare). PacTBop HachIAOT XJIOPHAOM
HATPUA, BHOCS €ro NopuuaAMHU o |—72 r 1o Tex 1nop, noka ouepeAHas mopLUs

12
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lIepecTaeT pacTBOPATHCA (8 coBokynHocty 20—22 r Ha npoby). Jobasnsior
75 cM’ 3THJIALETATA K HHTCHCUBHO BCTPSXHBAIOT BOPOHKY B T€YEHHE 2 MHH.
[Tocne nonHoro pasgenelna BEpXHIOK OpraHMYecKylo a3y oTaeastor, GUuibT-
pys B KPYIJIONOHHYK KONGy BMECTHMOCTBIO 250 cM’, uepes clioif 6e3BOaHOrO
cyandaTa HATpUs, NMOMEUIEHHOrO Ha OyMaKHOM (UIBTPE «KpAacHas JICHTA» B
KOHYCHOH BOpoHKe. BoaHylo a3y BO3BpauniaroT B ACTMTENBHYIO BOPOHKY.
OnepauMio SKCTpaKUHH TOBTOPSIOT ABaX/Ibl, HCIIONL3YA no SO cM’ 3THauera-
Ta. OOBEAMHEHHYKD OpraHMYecKyro ¢a3y, IHPONYLICHHYI Yepe3 Oe3BOIHBLIN
Na,SOy4, KOHLIECHTPHPYIOT Ha POTOPHOM HCIIAPUTEIIE NPU TEMIIEPATYPE HE BhI-
e 35 °C 10 o6beMa 0,5—1 cM’, He JOMycKas MOJHOTO MCIAPEHMA, HTO BEAET

K rorepe Beuiectsa. [IpoBOAAT AONOIHUTENLHYIO OUHMCTKY HO 1. 9.3.
9.3. Ouucmeca xkcmpakma na nampone Sep-Pack® Silica

K ocratky, nonyueHHoMy no m. 9.2, nobasnsior B 3,5—4 cM’ rekcana,
noMeInatoT Koy Ha ynsTpa3BykoByto OaHio Ha 25—30 cek. PacTtBop nepe-
HOCAT Ha NATpoH Ajia TBEpA0GDa3HON xcTpakumu Sep-Pack® Silica (npensa-
PUTEJILHO NOATrOTOBJEHHBIM MO 11. 7.5), HPOMycKas €ro Co CKOpOCThO |—
2 Kar./cex. ¢ MOMOIIBIO PA3peXCHU, CO31aBAEMOT0 BOAOCTPYHHBIM HACOCOM
WM MEMULUMHCKOro mmpuua. OCylecTBIA0T MIPOMBIBAHUE naTpoHa 10 c™’
rekcana, 5 cM’> cMecH rekcas-auetoH (9 : 1 no o0BeMy), S CM° CMECH TeKCaH-
ateToH (8 : 2 no obbemy), a3n10aThl OTOPACEIBAIOT.

[ mMekcason JIOMPYIOT C NATPOHA 10 cM’ aneToHa B IPYHICBHAHYIO
kon0y BMeCTHMOCTEIO 50 CM’, YIIapHBAIOT HAa POTALMOHHOM BaKyYMHOM WC-
napurene npumepno 1o 0,5 cMm” (He gonyckast YIIapMBaHHAA JOCyXa) NMPH TEM-
neparype 35 °C. Jlanee noasepraroT JepuBaTu3alivy 1o . 9.4,

9.4. epusamuzayun

K octatky, momyyeHHoMy mno 1. 9.3, ao6aensor 9,5 cm’ aueToHa
0,2 cM’ 1%-ro aueroHoBoro pacrsopa nexradpropbenzuntpomunaa, 0,03 cm’
30 %-ro Boauoro pactsopa kapOonarta kamuss H 3 T 0e3BOogHOroO cynsdara
natpusa. BCH3HIMPOBAHME INPOBOAAT B KPYIJIOAOHHOHW KOJIOE ¢ OOpaTHLIM
XOJIOJAMIBHUKOM IIpH Temneparype Bousnon Oanu 70—75 °C B Tewenue
40 MuH (aHanorugHo 11. 7.6.2).

PacTBOp NEpeHOCAT B rpajiyHpoOBaHHYI0 npoGupky Ha 10 cM’, JOBOAST
alleTOHOM METKH M MEPEMCLIMBAIOT.

9.5 Ycnosus xpomamocpaguposanua
Xpomarorpad rasosbid «Kpucrami-2 000M» ¢ 3j1eKTpoHO3axBaTHbIM

HETEKTOPOM.
Kononka xanwinapuas HP-35, anunoii 30 M, BHYTpEHHUM OUAMETPOM
(0,32 MM, TONMHA TIeHKH copOenTa 0,5 MKM.
Temneparypa aerekropa: 320 °C.
Temneparypa ucnapurens: 250 °C.

13
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Temnepatypa TepMOCTAaTa KONOHKH NporpaMMupoBaHHas, HavanbHas
temneparypa — 100 °C, Bblaep>kka | MHH, HarpeB KOJOHKH CO CKOPOCTBIO
10 °C/mun po temneparypsl 200 °C, Beiaepxkka 1 MHH, HarpeB KOJIOHKH CO
ckopocThio 20 °C/MuH no temneparypst 26 °C. |

Ckopocth raza 1 (asor): 29,592 cm/cek, nasnenne 59,28 klla, norok
1,5 cM>/MuUH. |

I'a3 2 (a3071): neneHue noroka 1—3; cobpoc 7,5 CM>/MHH.

XpomaTorpadpupyemsiit 06beM 1 MM,

[IpoOy BBOAAT B MHXKEKTOP XpoMaTorpada He MEHEe ABYX Pas.

OpHEHTHPOBOYHOE BpEMS YIEPKUBAHUA NPOU3BOJAHBIX THMEKCA30J1a.

IIponzBognoe 1(ocHoBHOE): 9,86—9,90 MuH.

[1Ipouszsoanoe 2: 12,25—12,27 MuH.

Y cTanaB/IMBAKOT TUIOWAAEL [THKA OCHOBHOIO MPOU3IBOJAHOIO, ¢ MTOMOLIBIO
rpagyuPoOBOYHOIrO rpauka ONpEacnaiOT KOHLUEHTPAlMI0 TIHMEKCa30ja B
XpoMaTorpapyeMoM pacTBOpE.

O0pasupl, pawmye nuky, OONLUIME, YeM TrpaJyHMpPOBOYHBIE PACTBOPSI
rMMEKCa301a ¢ KoHHeHTpalueH 0,25 MKT/CM’ , pa3z0aBnAOT ALETOHOM.

10. O0padoTKa pe3yabTaToB aHAJIN3A

Coaepxanude ruMekcasona B npobe (X, MI/kr) paccUMThHIBaKOT 1o (op-
MYyJie:

AV K
X == . TIe
m

X — coaepxaHue rUMeKcasona B npobde, Mr/kr,

A — KOHUCHTpAaUHA THMEKcasoJia, HaijJeHHas 10 IpaxydpOBOYHOMY
rpadMKy B COOTBETCTBHHM C BEJIMYMHOHU IUIowianu (BRICOTHI) XpoMarorpagpu-
YECKOrO MUKa OCHOBHOIO IIPOU3BOAHOTO, MKI/CM" :

V — 00beM DKCTpaKTa, MOAIOTOBICHHOTO I XpoMaTorpadHpoBaHHA, CM

m — Macca aHalH3UupyeMoro obpasua, r.

K =2, ¢ yueToM 00beMa 3KCTPAKTA, B3ATOI'0 JIJIA aHAJIHA3A.

11. IlpoBsepka npuemiemMocTn pe3y/jibTaToB
napajuieJIbHbIX ONpPeac/1eHHH
3a pe3ynbTaT aHa/lki3a IPHHHUMAKOT CpeHee apuPMETHYECKOE pe3ybTa-

TOB /JIBYX NAapalICILHBIX ONPEACICHHHN, pacXOXAeHHE MEXAY KOTOPHIMH HE
[IPEBBIILACT MpEAEsia MOBTOPAEMOCTH:

2x| X, — X,|x100
-Lr, rae
(X, +X,)
X1, X3 — pe3ynbTarsl napaiebHbIX onpeienenuit, MI/Kr; |
F — 311aUe€HHe npeena noBTopsaeMocTH (Tadn. 1), npu atoM r = 2,80,.

3,
’
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IIpy HCBBINOAHEHHH YCJIIOBHSA BBIACHAIOT NMPHYHHBI [PEBBLUUECHHA ITPC-
Jiejia MOBTOPACMOCTH, YCTPAHAKOT HX H BHOBb BBIITOJIHAIOT aHATIHS.

12. OgopmiicHHE pe3yibTATOB
Pesynbrar asanusa upCcACTaBISgOT B BUJE:
X +A mr/kr IpY BEPORTHOCTH P = 0,95, rae

X — cpenHee apH(METHYECKOE PE3YNBLTATOB ONPEAECIICHHHA, MPU3HAH-
HBIX [IPUCMIIEMBIMH, MI/KT;
A — rpanyua abCoJIOTHON MOrpeIHOCTH, MI/KT;

A = OxX e
100
O - TPAHULIA OTHOCHTE/BHOH [10I'PEILHOCTH METOAUKH (NoKasareib Tou-
HOCTH B COOTBCTCTBHH C AHAIIA30HOM KOHLEHTpauuH, tabin. 1), %.
Eciayu comepkanue KOMIOHEHTA MCHCC HW)XXKHEH TIpanvilbl IHanas3oHa
OMpeACACMbIX KOHUECHTPALMH, PEe3yIbTaT aliajin3a APEACTABIAIOT B BUJE:
«codepaicanue sewyecmsa 8 npobe nouewt menee 0,01 me/ke»*

* - 0,01 me/kz — npeden oOHapyHCEHUA € nOYEE.

13. KoHTpOJIb KauecTBa Pe3yibTATOB H3IMEPEHHH

OncpatuBHLIA KOHTPOJIh MOrPEUIHOCTH M BOCTTPOU3BOAMMOCTH H3MEpeE-
HU ocynlectisietcs B coorBetctBHM ¢ 1'OCT P MUCO 5725-1-6—2002
«ToynocTs (MPaBWIBHOCTL U NPEUHUH3HOHHOCTh) METOJIOB M PE3yJbLTATOR

U3MEPECHUN.
13.1. CrabunbHOCTH pe3y/IbTATOB HM3MEPEHHH KOHTPOMUPYIOT Nepen

HPOBEICHHEM U3IMEPEHHH, AaHAUIM3NUPYSL OAWH U3 rpalyMPOBOYHBIX PACTBOPOB.
13.2. IInanoBeid BHYyTpHIA0OPATOPHBIA OINEPATHBHBIA KOHTPOJIb NPO-

LICRYPbI BbIlIOJTHEHHSA aHAJIW3a MPOBOJAMTCR MECTOAOM J0DABOK.
Benuuuna no6asku C, 40/DKHA YAOBJIETBOPATH YCIOBHIO:

> — __
C, = An,X +Aﬂ,,¥'*rﬂe

tA, y (iAm X") — XApaKTEpPUCTHKA lOorpemHocTH (abcooTHag MNo-

[PEIHOCTE) PE3yJAbTaTOB aHAIM3a, COOTBETCTBYIOUIAA COACPXAHHIO KOMIIO-
HCHTAa B HCHBITYEMOM o0pasile (PacdeTHOMY 3HAUCHUAK COUEPX aHHA KOMIIO-
HEeHTa B 00pasiie ¢ 100aBKOH COOTBCTCTBEHHO) MI/KT', IPH ITOM:

A, =10,84A, rae

A — rpanuiia abCOMKTHOH NOrPEWHOCTH, MI/KT;

A= Ox X , ©ae
100
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O — IPAaHHWIIA OTHOCHTENBHOH NOIrPCLIHOCTH METOAUKH (IOKas3arelib
TOYHOCTH B COOTBETCTBHH C AHAIIA30HOM KOHUECHTpaLMi, Tadi. 1), %.
PesynbraTt KOHTpOJA npoueaypsl K, pacCUMTHIBAIOT 110 (GOPMYIIE:

ey

‘Kk =f'-—X—C{,,I‘JIe

X', X, C, — cpennee apudMeTrvHyecKoe pe3y/bTaTOB NMapaiebHbIX
OnpeAcneHni (1IpH3HAHHbBIX MPHEMJIEMBIMH 110 II. 11) coxepxkaHus KOMIIO-
Hedta B oOpasile ¢ 1o06aBKoH, HcnbiTyeMoM oOpasue, KOHUEeHTpalus 100as-
KU, COOTBETCTBEHHO, MI/KT.

HopMmaTus xoHTpons K paccyuThiBaIOT 110 QopMyne:

’ 2 2
K = Aﬂ',f'-{-ﬁﬂ',f .

[IpoBoasT comocraBneHue pesyabraTta KOHTpoas npoueaypbl (K,) ¢

HopMaTUBoM KoHTpoas (K).
LCny pe3yaLTaT KOHTPOASX NPOULAYDPH YAOBACTBOPACT YCAOBUIO

K |< K (2)

MPOUENYPY aHANM3A IIPH3HAKT YAOBJIETBOPHTEILHOM,

[Ipy HEBLINOJIHEHWH YCIOBHA (2) npoueaypy KOHTPOQIS MOBTOPAIOT.
[Ilpn NOBTOPHOM HEBBINOMHEIIHH YCIOBHA (2) BBIICHAIOT [IPHYHAHBI, NPHBO-
ISIMEe K HCYAOBJIETBOPHTE/ILHBIM pe3ynb1aTaM, H IIPUHHUMAKOT MEPbl K HX

YCTPaHCHHIO.
13.3. llpoBepka npueMsieMOCTH pe3ynLTATOB M3MEPEHUH, [10JyYEHHBIX

B YCJIOBHAX BOCMPOHU3BOAUMOCTH:

PacxoxiueHue Mexay pe3yibTaTaMH H3MEPEHHH, BHIIIOJHEHHLIX B IABYX
pa3HLIX J1abOpaTOpHAX, HE JAOJIKHO INPEBBIIATh MNPEAETa BOCIMIPOH3IBOAUMO-
cTH (R)

2x|X, = X,[x100
(X, +X,)

X\, X2 — pe3yiibTaTbl H3MCPECHHN B JIBYX pasHbIX J1aDOPATOPUAX, MI/KT;
R — upenen BOCIpOH3BOAUMOCTH (B COOTBCTCTBHU ¢ AHAINA30HOM KOH-

LieHTpaluuH, tabd. 1), %.

<R,rne (3)
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