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JlaTa BBEEHMS: C MOMEHTa YTBEPKACHUS

4.1, METO/Ibl KOHTPOJISL. XMMHWUYECKHE OAKTOPLHI

MeToanyecKHe YKA3AHHS 110 ra30XpoMarorpaguteckomy
OIpeeIeHHI0 FAJOreHCOAEPHKAIMX BEIEeCTB B BOAE

Hacrosmpe METOAMYECKHE YKA3SAHHA yCTAHABIMBAIOT METOMHKY Ia30-
XpOMATOrpadHHueckoro KOJIHYECTBEHHOTO XUMHYCCKOTO AHATH3A BOABI LICH-
TPATM30BAHHOTO XO3AHCTBCHHO-IMTHEBOIO BOJOCHAOMKEHHA UL Ompenaeie-
HMA B Hell CONEPKAHNS TAJIOTCHCOEPKAIIMX BEMECTB B JMANA30HE KOHUCH-
Tparmit 0,001—75 Mr/mm’.

DOU3HKO-XHMHYCCKHE CBOMCTBA BEIICCTB IPEICTABJICHBI B Tabn. 1, a ux
IHTHEHHHMECKHE HOPMATHBBI B Tab1. 2.

Tabnuya 1
OuzHKo-XHMHYeCKHe CBOHCTBA BeLeCTB
HaumenoBaHue ®opmyna Mon. | Tgm, |[LioTHOCT,| PacTBO] MMOCTD, *I/IM’
BellecTBa macca | °C r/eM’ Boza |atanon| sdup
1 2 3 4 5 6 7 8
Xnopodopm CHCl, 119,37 61,26 1,498 82 ~ ~

TrxiopOpoMMeTaH CHCL:Br |163,83 ~ ~
JTnGpomMxyiopMeTaH CHCIBr, |208,28 ~ ~

Bpomodopm CHBr3 252,751150,501 2,891 20,3 ~ ~
YerlpexxIopHc- CCly 153,811 76,80 | 1,632 0,8 ~ ~
TBIf YTIIEpoN

Hacrosmue MeTOAMYECKHe YKa3aHud He
MOTYT GBITH HOJHOCTHIO WX HACTHIHO BOC-
IIpOWM3BE/ICHB, THPaXHPOBAaHEl H pacrpo-
cTpaHeHsl Ge3 paspemerys [lemapramMenTa
roccamsIHaHa 13opa Munsapasa Poccun.

W3 panue odumaibHOE
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Mpogonxexne Tabnuysi 1

1 2 3 4 5 6 7 8
Terpaxnoparunex CCICCl, 165,82 | Boar. 2,983 T.p. ~ ~.
Tpuxnoparunen CHCICCl, |131,38|88-90| 1,440 11 ~ ~
1,2-Jiuxsopatan CHCICHCI | 98,95 | 83,7 1,258 0,92 p ~
JIHxXI0pMeTaH CH,Cl, 84,93 | 40,10 1,336 20,2 ~ ~
1,1-Jluxnopatinen CH,CCl, 96,94 | 31,70 1,250 H.p. ~ ~
* .

T i o i T Pimaiomi By

2 Tabnuya 2
HIHEHHYeCKHe HOPMATHBbI AHAJTH3HPYEMBIX BELIeCTB
HaumeHnoBaHue BelecTsa TIJTK, mr/n Knacc omacHoctn
Xnopogopm 0,20 2
Jmxnopbpommeran 0,06 8
Jlu6pomxnopmeran 0,1
Bpomodopm 0,1 2
YeThIpexxIIOpHCTBIH YIriaepos 0,002 2
Terpaxnopatuiex 0,04 2
Tpuxnopatunen 0,07 2
1,2-luxnoparan 0,03 2
Juxnopmeran 7,50 3
1,1-Jluxnopatuien 0,03 1

1. llorpemHocTs H3MepeHHi

Meroauka o0ecneyHBaeT BHIOMHEHHE H3MEPEHHIA C NOrPENIHOCTHIO, HE
npesbmmaronmeit + 21,2 % npu noBepurensHoit BepoaTHocTH 0,95.

2. Meroa n3mepeHuii

H3mMepeHus KOHUEHTPALMH TaJOreHCOACP/KALIHX BEIIECTB BBIOIHAIOT
METOJOM ra3oBO#l XpoMarorpauu C HCIONB30BAHHEM 3JIEKTPOHHO-32XBAT-
HOTO JETEKTOpa.

KoHIEHTpHPOBaHHE COCANHEHHI M3 BOABI OCYLIECTBIIAIOT TA30BOH 3KCT-
paKuHei IpU HATPEBAHMHK B 3aMKHYTOM 06BEME.
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Huwxemit mpenen usmepenus 0,0001 Mxr.
OnpeeeHuio He MEMIAKOT YIICBOAOPOBL, CIHPTRI, KETOHBL, deHomMBIL

3. CpeacrBa H3MepeHHii, BCIIOMOTaTeJIbHbIC yCTPOHCTBA,
MATEPHAJIbI, PEAKTHBbI

TIpH BHITOTHEHHM H3MEPCHHH MPHMEHSIOT CIIEAYIOIIHME CPEACTBA H3ME-
PCHHIH, BCTIOMOTATE/bHEIE YCTPOHCTBA, MATCPHANB! M PCAKTHBDL.

3.1. Cpeocmea uzmepeHut

Xpomatorpad ra3oBbii THIA Iser-530
ik 3700 ¢ 37CKTPOHHO-3aXBATHBIM

JETEKTOPOM

Bech! aHATMTHYECKHE JTa00paTOPHBIC

trma BJIA-200 TI'OCT 24104—80E

JInHeika H3MEPHTEIbHAS I'OCT 17435—72

Jlyna n3MepHTCIIbHAL T'OCT 8309—75

Mepe! MaCChI T'OCT 7328—82E

TMocyxa crexHHas nabopaTopHas T'OCT 1770—74E, 20299—74E
Cexyngomep CAC np.1-2-000 TOCT 5072—79

TepMocTat BOISHON

DIAaKOHBI CTEKJITHHBIE BMECTHMOCTBIO

10 oM’ ¢ pesuHOBBIME TIPOOKAMHE U

METALTHYECKHMH AEPKATCIAMH,

®0-1-10-Ab-1 TV 64—2—10—87

3.2. BenomozamenbHble yempoucmea

Xpomarorpaduyeckas KOJOHKA M3

KBAPUEBOrO CTCKJA JUIMHOK 25 M H

BHYTpeHHHM AuameTpoM 0,3 MM €

xwuaKoit pasoit SE-54

(TONIMHA TUICHKH 5 MK) .
JucTHnnarop TV 61—1—721—79

PeayKTop KHUCIOPOIHBIH TY 26—05—235—70
I MEKTPOILIHTKA I'OCT 14919—83

3.3. Mamepuanwt
A30T CKATHIH, 0. C. 1. T'OCT 9293—74
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X A0m4aTo0yMaKHBIE EPYATKH

3.4. Peakxmuguwi

Bopna apre3naHCKas (KMILTYEHASN)

1,2-luxnopaTaH, X. 4. TY 6—09—2667—78
JunxiaopMeTaH, X. 4. TY 6—09—2901—77
1,1-J{HXIOp3THIICH, . TY 6—09—2901—78

VYraepoa YeTHIPEXXIOPHCTBIM, X. 4. T'OCT 20228—74

XnopodopM, auxaopOpoMmerad, 6poMOPOPM, TETPAXIOPITHICH, TPHUXIIO-
JTHICH peareHTl ;i xpomatorpaduu ¢upmer Alltech Associates (CILIA)
wmu I'CO HA COOTBETCTBYIOLIUE FaJI0OTCHOPTaHHYECKHE COCTHHCHHEA.

4. TpeGoBaHusi 6e30MACHOCTH

4.1. TIpu pabote ¢ peakTHBaMH COOMONAIOT TPeOOBaHus OE30MACHOCTH,
YCTAHOBJIEHHBIE U1 PAOOTHI ¢ TOKCHYHBIMH, €KHMH H JICTKOBOCILIAMEHSIIO-
nmmuca semecrsamu o 'OCTy 12.1.005—88.

4.2. Tlpu BBINOTHCHHUH H3MEPEHHH C MCIOIB30BAHUEM Ta30BOTO XpoMma-
toraga CoOMIOOAIOT NPABHIA IIEKTPOOE30NACHOCTH B COOTBETCTBHH C
TOCTom 12.1.019—79 u MECTPYKUMEHN N0 IKCILTyaTauuy Ipubopa.

4.3. TIpu oTO0pe mpod pa3orpeThiM IMMPHUEM HAACBAIOT HA PYKM XJOM-
4aTOOYMaKHbIC IEPYATKH.

5. Tpe6oBaHus K KBATH(PHKALHH ONEPATOPOB

K BBIMONHCHHIO H3MEPEHHMI JOMYCKAFOT XL, MMEIOIIUX KBATH(HKAIHIO He
HIDKE MEDKCHEPA-XMMHKA, C OIBITOM PabOTHI HA ra30BOM Xpomarorpade.

6. YcnoBus n3mepeHHii

Ipu BHIMOIHEHHY U3MEPEHHH COOMOAKOT CIEAYIOIHE YCIOBHA:

6.1. TTponecch MPHrOTOBICHAS PACTBOPOB M MOATOTOBKH MPOO K aHAH-
3y NMPOBOIAT B HOPMAaJbHBIX ycinoBwsax cormacHo ['OCTy 15150—69 mpu
temmneparype Bozmyxa (20 £ 10)°C, armocdeprom nasnenun 630—800 MM
PT. CT. M BJQXHOCTH BO3yxa He 6onee 80 %.

6.2. BBINOJTHEHHE M3MEPEHHM HA Ta30BOM XpoMatorpafe mpoBOIsT B
YCIOBHAX, PEKOMEHAYEMBIX TEXHHYECKOH HOKYMEHTALMCH K pudopy.



MVYK 4.1.646—96

7. TloAroTOBKA K BLINOJHEHHI0 H3MepeHHH

IMepen BBINOJTHCHHEM HM3MEPEHMH IPOBOAAT CICIYIOIIHE paboTsl: Tpu-
TOTOBEHHE PACTBOPOB, MOATOTOBKA xpoMaTorpadueckol KONOHKH, yCTAHOB-
JNICHHE TPaZXyHPOBOYHOMN XapPaKTCPHUCTHKH, orbop mpob.

7.1. Ilpucomoeaenue pacmeopos

Hcxomueiii PpacTBOP raJOre€HCOACPKAIIMX COCOUHEHHH 111 IPagyHupOB-
xu (c=0,1 Mr/cM). 25 MT KKIOTO COCUHEHHA BHOCAT B k016y BMECTHMO-
cTBI0 250 oM, JOBOAAT O METKH AUCTOHOM M THIATEIBHO MEPEMEIIMBAIOT.
CpOoK XpaHeHHs pacTBopa — 1 MECAL.

Paboumii pacTBOP TaNOrCHCOACPHKAIIMX COCIUHEHUMH A IPaAyHPOBKH
(c = 0,001 mr/cM®). 1,0 oM’ HCXOHOTO PacTBOpa BHOCAT B KOGy BMECTHMO-
crpio 100 cM°, TOBOZAT A0 METKHM ALUETOHOM H MEPEMCIIHBAIOT. Cpox xpaHe-
Hus — 1 Mecs.

7.2. Tlo020mo8Ka Xpomamozpaguyeckoi KOTOHKU

XpoMaTorpadhuuecKyro KamiLIAPHYIO KOJOHKY, HE MOJKIFOYAA K JETCK-
TOpY, KOHAMUMOHMDYIOT B TOKE Ta3a-HOCHTCIL (a30oT) C pacxomoM
2,0 cM’/MuH Tipy Temnepatype 250 °C p Teuenue 18 yacos. Iloce oxmaxae-
HHA KOJIOHKY TIOAKJIIOYAIOT K AETEKTOPY, 3aMHUCHIBAIOT HYJICBYIO JAMHMIO B pa-
6ouem pexume. Ilpu oTCyTCTBUM apeiida HyneBOH JTHHHH KOTIOHKA TOTOBA K
pabore.

7.3. Yemanoenenue 2paoyupoeo4HOl XapaKkmepucmuxku

I'payMpOBOYHYIO XaPAKTEPHCTHKY YCTAHABIHBAIOT MCTOIOM abcomoT-
HOM TpPaJyMPOBKH HA IPayMPOBOMHBIX PACTBOPAX. OHa BBIPAKAET 3aBHCH-
MOCTh [UIOIMIAJM IMHKA COOTBETCTBYIOLICTO BEUIECTBA HA XpOMATOrpaMMe
(MM?) OT KOHICHTAIMH (MI/TM’) H CTPOWTCA TMO 5-TH CEpIsiM PACTBOPOB A
rPAIyHPOBKH.

I'pagyMpOBOYHBIE PACTBOPBI YETHIPEXXJIOPHCTOTO yrJieposa, TETpaxiop-
sTHEHa, 1,2-muxyopaTaHa, l,1-IUXJOP3THICHA TOTOBAT B MEpHBIX Kombax
BMecTEMOCTBI0 100 cv’. Jlisl 3T0TO B KAKIYIO KOOy BHOCST paboumii pac-
TBOp B COOTBETCTBHH C Tabi1. 3 U JOBOAAT 061BeM 10 METKH OXJIKICHHOU 10
20 °C KHIMYEHOM apTE3MaHCKOH BOAOH U MEPEMEIIMBAIOT.

T 'paJyMpOBOMHBIC PACTBOPBI XJI0pohopMa, XJIOPOPOMMETAHa, THOPOM-
xy1operaHa, 6poMoQopma, TPHXIOPITHICHA, AUXIOPMETAHA TOTOBAT B MEp-
HBIX KOJ0aX BMeCTHMOCTEIO 1000 cM®. Jlnst 3TOTO B KAXKAYIO KOJOY BHOCAT
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HCXOJHBIN PacTBOP VIS TPAZyHPOBKH B COOTBETCTBHH C TaOn. 4, n0BOIAT 00BEM
JI0 METKH OxXyakaeHHo 1o 20 °C kursmieHoH apTe3HaHCKoi BOAOH M nepeMeny-
BAIOT.

Tabnuya 3
PacTBopsi il yCTAHOBJICHHSA FPaAyHPOBOMHOMN XapaKTePHCTHKH
NPH oNpee/leHHH KOHUEHTPalHil YeThIPeXXJIOPHCTOTO YIJIepoaa,
TeTpaxJIopITHiIeHa, 1,2-Hx/IopaTana, 1,1-1HxI0psTHIEH

Howmep pactBopa 1 2 3 4 5 6 7

O6bemM pabouero p-pa 0,1 0,5 1,0 2,0 5,0 10,0 20,0
(¢ = 0,001 MI‘/CM3), oM’ i i i

Konuentpanus Bemectsa, | 0,001 | 0,005 | 0,01 0,02 0,05 0,1 0,2
Mr/ﬂM3 , ,

Tabnwuua 4
PacTBopHI JJif YCTAHOBJICHHS T'PaJyHPOBOYHOMN XapaKTePHCTHKH
TPH onpe/ie/IeHHH KOHIeHTpauuii xopodopma, JAHXJIOpOpoMMeTaHa,
aubpomxiiopmeTana, GpoModopma, TPHXJIOPITHIIEHA, THXIOpPMETAHA B BOJe

Howmep pactBOpa 1 2 3 4 b 6 7
O6beM UCXOHOTO p-pa 0,5 1,0 4,0 10,0 30,0 70,0 | 100,0
(c=0,1 mricsr’), oM’

Konuenrpauus Bemecrsa, | 0,05 0,1 0,4 1,0 3,0 7,0 10,0
Mr/aM’ l

Io 5,0 cM® KAKIONO rPayMpOBOYHONO PACTBOPA MOMEIIAIOT B CTCKJLTHHBINA
(aKoH, 3aKPHIBAIOT PE3HHOBOMH IPOOKOH, MPIKUMAIOT €€ METAJUTHHYECKHM Jep-
HATETIEM, OMYCKAKT HIDKHIOKO TIOJIOBHHY (DIAKOHA B TEPMOCTAT ¥ BHIICPIKHBAIOT
ero npu Temneparype 80 °C B Teuerue 60 mun. Harpersim 10 80 °C mmprmenm
orbuparoT npoly Bo3ayxa odvemom 2.0 CM’ HAX PacTBOPOM, BBOLAT B HCHIAPHI-
e1s Xpomarorpada i aHATM3HPYIOT IPH CICIYFOIUX YCIOBHAX:

TemnepaTypa TEPMOCTATa KOJOHKH MPOrpaMMHPYETCs oT 50 °C (7 muH
B H30TEpPMHYECKOM pexxume) 10 150 °C co CKOPOCTBIO 5 rpaj/MuH

Temmeparypa HCIapUTENA 250 °C
Temmeparypa AeTekTopa 250 °C
PacxoJ1 a30Ta Hepe3 KONOHKY 2,0 cm’/muH
Pacxon a30Ta, COpaceIBAEMOTO B HCIAPHUTEIC 5,0 cv’/MuH
Pacxon a30Ta, NOAIYBAEMOIO B AETEKTOP 40 cm’/MuH
UyBCTBHTETHHOCTH MKATBI YCHIATEs I3]] 256 x 10" A
CKOpOCTh ABMKEHHUS THATPAMMHOM JIEHTBI 240 mm/4ac

11
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Bpemsa yaeprxkusanus 1, 1-muxaopaTuicHa
JUXJIOPMETaHa
xyopoopma
YeTBIPEXXJIOPHCTOTO YITIEpona
1,2-muxnoparaHa
TPUXJIOPITHIICHA
IUXJI0pOpoOMMETaH
TETPAXJIOPITIIICHA
JUOPOMXJIOPMETAH
opomodopm

Ha nogy4yeHHBIX XpOMATOrpaMMax pPACCHHTHIBAIOT IUIOMAJH ITHKOB
KOMIOHEHTOB H II0 CPEIHHM 3HAYMCHUAM U3 5-TH CEpHil CTPOSAT TpaayHpPOBOY-

HBIC XAPAKTCPUCTUKH JJIA KAXKJ0TI'0 BCIICCTBA.

7.4. Ombop npob

Ipober Bomer orbmparor cornacao I'OCTy 4979—49, 2874—82 u

17.1.5.04—81. Aramu3upyioT B AcHb 0TOOpA.

8. Boimonnenne H3MepeHHit

5,0 cM® TIpoGBI MOMEIAIOT B CTEKJIAHHBIH (h1aKoH, 3aKpHIBAIOT PE3HUHO-
BOH IPOOKOH, MPIDKHMAOT META/UTHYECKHM JCPKATENIEM, TSPMOCTATHPYIOT U

AHAJIM3UPYIOT COTTIACHO 1. 7.3.

4 muH 24 cex

5 muH 28 cex

7 muH 54 cex

10 muH 36 cex
11 mun 53 cex
12 muH 53 cex
13 mun 19 cex
17 mun 40 cex
18 muH 42 cex
22 muH 48 cex

Ha XpoMaTorpaMMe pacCHHUTBIBAIOT IIOLHAAN ITHKOB.

9. BertuHcIeHHE pe3yibTaTOB H3IMEPEHH

KOHUEHTpALMIO aHATTH3HPYEMOTO BEIIECTBA (MF/JIM3) ONPEACTIOT IO
HTD. py! Tp

IPAyHPOBOYHON XAPAKTEPHUCTHKE.

Meroauueckue ykazaHusa paspadoranst A. I'. Mamsrmesoit (HHH axo-
JIOTHH Y€JIOBEKA M IMIHEHBI OKpYxKaromeH cpeast, . Mocksa) u E. E. Cornu-
koBbIM (Bcepoccutickuit uenTp Meauimabl katactpod "3amura", Muunzapas-

Meampoma Poccuu, . Mocksa).
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YTBEPXJAIO
[epsriit 3amecturens Ipeacearens
Tockomcarsmasansopa Poccym
3aMeCTUTEND I TIaBHOTO TOCY IAPCTBEHHOTO
caHuTapHoro Bpaua Poccriickoit Meneparmu

C.B.CemeHoB

31 oxTabps 1996 1.
MVYK 4.1.646—4.1.660—96
Hata BBeIeHUS — ¢ MOMEHTA yTBEPKIEHUS

O6Jacte npumenenns

Meromrrieckue yka3aHus 1o onpeeneHnIo KOHUEHTPAIMH XHMHYECKHX
BCIICCTB B BOAC MPEIHA3HAYCHBI UL MCNONB3OBAHHA OPTaHAMH TOCYAap-
CBCHHOTO CAHWTAPHO-3MHACMHUOJIOTHYECKOTO HAA30pa NMPH OCYMIECTBICHHH
TOCYNapCTBEHHOTO KOHTPOIIA 32 COOBOACHHEM TPeOOBAHMIL K KAYECTBY BOIBI
LICHTPATM30BAHHOIO  XO3SHCTBEHHO-IMTREBOT0 BOJOCHAGKEHHS, BOJOXO-
3SHCTBEHHBIMH ~ OPTAHH3AUMSMH, TPOM3BOACTBEHHBIMH 1aGopaTopusMu
TPEANPHATHI, KOHTPOJHMPYIOIIMMH COCTOSHME BOJHBIX OOBEKTOB, 2 TAIKE
HAYYHO-HCCCA0BATC/IBCKUME HHCTUTYTaMH, paboTaomMMH B 061aCTH TUrue-
HBI BOZHBIX OOBEKTOB.

Brmouenssie B COOPHHK METOIMYECKHE YKA3AHHA PaspabOTaHbI B CO-
orBercTBUM ¢ Tpebosanmamu TOCTa 8.010—90 "MeTomuKky BbINOTHEHHS
mmepenit”, 'OCTa 17.0.0.02—79 "Oxpana mpupomer. Merponormueckoe
00CCIEYCHHE KOHTPO/IA 3aIPS3HEHHOCTH aTMOC(EpPSI, MOBEPXHOCTHBIX BOI H
nouBbl. OCHOBHBIE NOJI0XKEHHA". B COOPHHMKE IPHBEAEHBI METOTUKH 10 H3Me-
PEHMIO KOHLEHTPaLHH 40 XHMHYECKAX BEIICCTB.

MeTo/MKH BBIOTHEHBI ¢ HCIONB30BAHHEM COBPEMEHHBIX (PH3MKO-XH-
MHYCCHX METOOB HCCIICIOBAHUS ra30BOH XpoMaTorpaduu ¢ pasmrdHOro BH-
Ja NCTCKTUPOBAHHEM, METPONOTHYECKH ATTECTOBAHE! H JAIOT BO3ZMOMKHOCTE
KOHTOJIHPOBATh COACPKAHHE XHMHYCCKHX BEIHECTB HA YPOBHE H MEHBIIC HX
IPEACIbHO MOMYCTHMBIX KOHUEHTPALHH B BOIE, yCTaHOBACHHBIX B CanlTuH
2.1.4.559—96 "TlurseBas Bopma. I'mrucHmueckue TPeOOBAHHA K KAYECTBY

W3 panne odpuimansuoe Hacrosmue Meromwdeckne ykasaHus He
MOI'YT GBITH HOMHOCTHIO HIIH YACTHIHO BOC-
NPOU3BEJCHBI, THPaXHPOBAHBI H PacIpo-
cTpanenbl 6e3 paspemrenus JlenapramenTa
roccaHdNUIHa30pa Mun3apasa Pocenu.
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BOJABI LCHTPAJTH30BAHHBIX CHCTEM HHUTHEBOIO BOJIOCHAOXKEHUS. KOHTpOIIb
Ka4yecTBa", a U1 BEMIECTB HE BIUTIOYECHHBIX B MICPEYCHb HOBOTO JOKYMEHTA — B
AcHCTBYIOUMX "CaHHMTAPHBIX IPABIIIAX H HOPMAX OXPAHBI TIOBEPXHOCTBIX BOJ OT
3ArpsA3HEHUA".

Meroauyeckue yka3aHus OfOOPEHBI M IPHHATEL HA COBMECTHOM 3ace-
AaHuu rpynmsi I'iaBroro skcnepra KoMuCCHH 110 CAHMTAPHO-THTHEHHYECKO-
MY HOPMHPOBaHHIO "JIaG0paTOPHO-HHCTPYMEHTAIBHOE JAEI0 H METPOJIOTHYE-
ckoe obecneuenue" I'ockomcananuaHaa3opa Poccuu u 610po cexuum 1o ¢u-
3HKO-XHHYECKHM MECTOAAM HMCCNEIOBAHMS OOBEKTOB OKPY/KAMOIEH CPEIbI
[IpoGaemuoit komuccuu "HayuHbie OCHOBBI JKOJOTHH YENOBEKA M TUTHCHDI
OKpY2KaromeH cpeas”.




