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MpeaucnoBue

Llenu, oCHOBHbIE NPUHLMNLI M NOPAAOK NpoBeAEHUA paboT N0 MeXrocyaapCTBEHHON CTaHAapTU3auum
ycraHoBneHnbl FOCT 1.0—92 «MexrocygapcTtBeHHasa cucrema crangaprusauun. OCHOBHBIE NMOMOXEHUSA» U
FOCT 1.2—2009 «MexrocyaapcTBeHHana cucTtema craHgaptudaumu. CraHaapTbl MEXrocyaapCTBEHHbIE,
npaBuna v pekomMeHAauuu Mo MEXroCyAapCTBEHHOM cTaHaaptu3dauuu. Mpasuna pa3paboTku, NpUHATUS,
npuMeHeHus1, 0GHOBIEHNS U OTMEHbIY

CBegeHusa o ctaHpapre

1 PASBPABOTAH ®deaepanbHbiM OIOIKETHBIM Yy4peXXaeHueM 3apaBooxpaHeHus «Poccuiickuit pe-
TUCTP NOTEHLUMANbHO ONAacHbIX XMMUYECKMX U BMonormyeckux Bewectsy degepanbHon cnyxdbl No Hag30py
B chepe 3aumTbl npaB notpebutenen u bnarononyuus yenoseka (SPbY3 «POCCUIICKUIN PETUCTP MOTEHUU-
anbHO ONacHbIX XUMUYeCkux U Guonoruueckux sewlecrs» PocnotpebHaasopa)

2 BHECEH degepanbHbiM areHTCTBOM M0 TEXHUYECKOMY PerynmpoBaHuio U METPONOrumn

3 MPUHAT MexrocyaapCTBeHHbIM COBETOM MO CTaHAApTU3auuu, METPONOrMn u ceptudmkauum (Npo-
Tokon Ne 63- ot 30 aekabpsa 2013 r.)

3a NpuHATHE NPOronocoBamu:

KpaTkoe HaumeHoBaHWe cTpaHbl | Kop ctpaHel no MK (MCO CokpalleHHoe HauMeHOBaHUe HaUWOHaNbLHOro
no MK (MCO 3166) 004—97 3166) 00497 opraHa no ctaHgapTusauuu

ApmeHus AM MuH3akoHOMUKM Pecnybnukn ApMeHus

Benapycb BY Foccranpapt Pecny6nuku Benapyco

Kuprusus KG KeiproiscraHgapr

Poccus RU Poccranaapt

TagxukncraH TJ TamxukcTanaapt

YKpauHa UA MuH39KOHOMPA3BUTUS YKPauHbI

4 Mpukazom PegepanbHOro areHTCTBa NO TEXHUYECKOMY perynupoBaHuio u metponorum ot 30 ae-
kabpsi 2013 r. Ne 2414-cT MexrocyaapcTBeHHbIV ctangapt FOCT 32596—2013 BBeAeH B A€NCTBME B Kaue-
CTBE HaLMOHanNbLHOro craHgaprta Poccuiickon deaepauum ¢ 01 auBapa 2015 r.

5 BBEJEH BMNEPBbIE

UHopmayus 06 UsMeHeHUaxX K Hacmosawiemy cmaHlapmy nybnukyemcs e exezo0HoM uHghopmayu-
OHHOM ykadamene «HayuoHanbHble cmaHdapmbly, & mekcm U3MEHEHUD U MOonpasoK — 8 eXeMeCAYHOM
UHGhOPpMaUUOHHOM yKasamene «HauuoHanbHble cmaHlapmbi». B criydae nepecmompa (3aMeHbl) unu om-
MeHbl Hacmosuwie2o cmaHOapma coomeemcmeytowee ysedommneHue bydem onybruKoeaHo 6 exemecsy-
HOM UHbOpMaUUOHHOM yKasamene «HayuoHanbHble cmaHO0apmbl». Coomeemcemeyiowias UHgopmayus,
yeedomMIeHuUe U MeKCMbl PasMewaomes makke 8 UHGhopMayuoHHOU cucmeme o6uez0 nob308aHus — Ha
ochuyuanbHom calime ®edepanbHo20 azeHMemea 0 MeXHUYECKOMY pezysiuposaHulo u mMemposozuu e
cemu ViHmepHem

© CrangaptuHdgopm, 2014

B Poccuiickort deaepanmmn HaCTOALWMN CTAHAAPT HE MOXET ObiTb NOMHOCTLIO UMM YAaCTUYHO BOCNPO-

M3BeAEeH, TUPAaXUPOBAH M PacnpoCTpaHeH B Ka4vecTBe oduumanbHOro usganusa 6es paspewwenus depe-
panbHOro areHTCTBa N0 TEXHUYECKOMY PErynupoBaHUIO U METPONOTUN
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M EXTFOGCYHOAPCTBEHHSBMW CTAHIAPT

BEH3VONH

M3mepeHne KOHUeHTpauun 6eH3nanHa B BOgEe METOAOM rasoBoun xpomarorpacdum —
Macc-CneKTpoMeTpum

p,p’-Benzidine. Determination in water

Hata seBegeuns — 2015—01—01

1 O6nactb NpUMMeHeHus

Hacroswmit ctaHaapT ycTaHaBnNMBaeT MeToA oOnpedeneHust cogepkaHusi OeHauauHa (4,4'-
anamuHoandeHuna) B BOAHOW cpeae B gnanasoHe ot 10,0 mkr/n go 10000 Mkr/n mMeToaoM ra3oBon xpomMa-
Torpachun — macc-cnekrpometpumn (MX-MC). MNpu maccoBon KoHUeHTpauun BeHsmauna cebile 1000 mkr/n
npoBbl npeaBapuTeNnbHO pa3baBnAloT AUCTUNITMPOBAHHOW BOAON.

2 HopmaTtuBHbIe CCbISIKU

B HacTosLEM CTaHAapTe UCMONb30BaHbl CCbINKM HA CrneayloLume CTaHaapTbl:

FOCT 12.1.005-88 Cucrema craHgaptoB GesonacHocTu Tpyaa. OOLme CaHUMTapHO-FMrMEHNYECKUue
TpeboBaHuA K BO3ayXy paboueii 30HbI

FOCT 12.1.007-76 Cuctema craHgaptoB 6esonacHocTu Tpyaa. BpegHele Bewecrtsa. Knaccuduka-
umsi n obwme TpebosaHus 6e3onacHoOCTU

rOCT 12.1.019-79 Cuctema craHaaptoB 6e3onacHocTu Tpyaa. 3nekrpobeszonacHocTb. O6LmMe Tpe-
6oBaHuUsi 1 HOMEHKNaTypa BWAOB 3aLUmMThI

FOCT 1770-74 (NCO 1042-83, ICO 4788-80) Mocyna mepHaa nabopatopHasa creknsaHHasa. Liunux-
Apbl, MEH3YPKK, KONBbl, NPo6Gupku. OBLLKME TEXHUYECKUE YCIOBUSA

FOCT 4166—-76 Peaktusbl. HaTpuin cepHokucnbii. TexHuueckue ycnosus

FOCT 6709-72 Boga AucTunnupoBaHHas. TexHnyeckne ycrnoBus

FOCT 11078-78 HaTp eaKkuin 0OUULLIEHHBIA. TexHu4eckue ycrnosusi

FOCT 24104-2001 Beckl nabopartopHble. ObLme TexHu4eckue TpebosaHua

FOCT 25336-82 Mocyaa u o6opyaosaHue nabopaTtopHble CTEKNsIHHbIE. TUMbl, OCHOBHLIE NapaMeTpPbl
1 pasmepsl

FOCT 29169-91 Mocyaa nabopatopHas CTeKnAHHAA. [TuneTkn ¢ 04HON OTMETKOW

MpumMmedvaHue — MNpn NONL3OBAHUN HACTOSLUMM CTaHAAPTOM LienecoobpasHo NpoBEpUTb AelCTBUE CCbl-
MOYHLIX CTaHAApPTOB B UHOPMALMOHHON cUcTeMe OBLIEro Nomnb3oBaHUs — Ha oduuuansHoM caiite degepanbHoro
areHTCTBa Mo TEXHUYECKOMY PerynupoBaHUio U METPONOTK B c€TU MHTEPHET UMK MO eXerofHoMY UH(OPMaLMOHHOMY
ykasaternto «HauuoHaneHble CTaHAapThI», KOTOPLIA ONyGNUKOBaH NO COCTOSHUIO Ha 1 siHBapsi TEKyLero roga, U no Bbl-
nyckam exeMecs4HOro MHGPOPMaLMOHHOro ykasaTens «HauuoHarbHble cTaHAapThl» 3a TekyLyuid rog. Ecnu celinovHbi
CTaHAapT 3aMeHeH (M3MeHeH), TO NpU NOMNb30BaHUN HACTOSILYUM CTaHAAPTOM CNEAYET PYKOBOACTBOBATLCA 3aMEHSIHO-
MM (M3MEHEHHBIM) CTAHAAPTOM. ECNM CCBINOYHLINA CTaHAapT oTMeHeH Ge3 3aMeHbl, TO MOMOXEHUE, B KOTOPOM AaHa
CChIIKa Ha Hero, NPUMEHSIETCA B 4aCcTH, He 3aTparveatoLLeil STy CChIMKY.

3 XapakTepucTUKU NOrpewHoCcT! U3sMepeHumn

OTHOCUTENbHAs pacluMpeHHas HeonpeaeneHHocTb mamepenuin, U, =15% npu koadduuuente
oxsata k =2.

MpumMeuaHune — YKkasaHHas HeonpeaeneHHOCTb COOTBETCTBYET rpaH1LiaM OTHOCUTESNLHOW CYMMapHOW No-
rpewHocT! + 15 % npu goseputensHoin BeposTHocTn P = 0,95.

U3nanune ocpuunansHoe



FOCT P 32596—2013

4 OnucaHve MeToga

M3mepeHue MaccoBon KOHLIEHTpauun OeH3uauHa NpoBOAUTCA METOAOM rasoBoi xpomarorpadpum —
MAacC-CneKTPOMETPUM C UCTIONb30BAHUEM METO/Ia BHYTPEHHEro cTaHaapra.

Ananusupyemyio npoby Boabl noauienaumsaior 4o pH=12, no6aBnsAOT pacCUUTaHHOE KONU4ECTBO
BHYTPEHHEero craHaapra — nepaeirepodeHaHTpeHa (aentepodeHaHTpeHa-dy,), M dKCTparupyoT auxnopme-
TaHOM. JKCTPaKTbl BbICYLUMBAIOT, KOHLIEHTPUPYIOT M BBOAAT B Xpomatorpad), CHaGXeHHbIN KanunnspHon
KONOHKOW. MHAMBUAYaNbHbIE COEAUHEHUSs1, pasfeNneHHble Ha XpoMaTorpacuyeckon KONOHKE B peXxxume npo-
rpamMMMpOBaHUs TEMNEPATYPbI, AETEKTMPYIOT MACC-CNEKTPOMETPOM, COEAMHEHHBIM C XpoMaTorpadom.

UpeHTtudukauuio 6eH3nanHa oCyLLECTBIIAIOT NPU CPABHEHUN BPEMEH YAEPXKUBAHUS U MACC-CNEKTPOB
3NEKTPOHHOW MOHM3aLMMN.

M3amepeHue MaccoBOM KOHLEHTpaLMW NPOBOAAT METOAOM BHYTPEHHEro CraHaapTa: onpeaensior
nnowaam nNUMKoB GeH3uaMHA W BHYTPEHHEro CTaHA4apTa Ha Macc-xpomatorpaMmmax, 3apermcTpupoBaHHbIX
Ana XxapakTepucTUYeCKUX MOHOB 3TUX coeanHeHun. PacyeT konuvectBa 6eH3nanHa OCYLLECTBAAIOT, UCX0ARA
U3 Nnowaaen 3TMX NMKOB, MacChbl BHYTPEHHErO CTaHAapTa u (hakTopoB OTKNUKa GEH3MANHA NO OTHOLLEHUIO
K BHYTPEHHEMY CTaHAapTy.

Ina rpagympoBku npubopa u pacyeta (pakTOpoB OTKNMUKA FOTOBAT CEPUIO TPagyupoOBOYHbIX PacTBO-
poB G6eH3uaMHA B AMCTUINIMPOBAHHON BOAE, COOTBETCTBYIOLUMX YKA3AaHHOMY AMANa30HY KOHLUEHTpauui u
coepxalumx M3BeCTHOe KONMYECTBO BHYTPEHHEro craHgapra. Beiucnaiot paktopbl oTknuka, Ucxoas u3
KonM4ecTB OeH3nauHA U BHYTPEHHEro CTaHAapTa B pacTBopax WM nnowiagen cooTBETCTBYIOLUX XPOMAaTo-
rpacpmyecknx NnUKoB.

5 CpeactBa nsMepeHuUn, peakTuBbl U MaTepuans.l
5.1 CpeacrBa usmepeHun

51.1 XpoMaTomMacc-CnekTpoMeTp COCTOUT U3:

- ra3oBoro xpomarorpada;

- KOMNOHKKN Xpomartorpadym4eckon CUNIMKOHOBOW kanunnapHon (anuHa 30 m, BHYTpeHHun auametp 0,25
MM, HenoaBmxHas xuakas cdasa SPB-5 TonwmHon 0,25 mMkm);

- cucTeMbl 06paboTKM AaHHBIX CO CNPaBOYHON GMBNMOTEKOI Macc-CNEKTPOB.

PaGoune napameTpbl xpoMaTtomacc-criekTpomeTpa (xpomatorpad)a ¢ Macc-CEerneKTUBHbIM AETEKTO-
POM) AOMKHbI YAOBMETBOPATL Crieayowmum TpeboBaHUsAM:

- NpoBeAeHne nsmMepeHuin B gnanasone macc ot 30 go 300 a.e.m. ([a) B pexxmme aneKTpOHHOW UOHU-
3aluu npu aHeprum anekTpoHos 70 3B;

- Macc-CrekTpansHoM paspelueHun He Hwke 0,5 a.e.m. (Ja) no Bcew Lwkane Macc u NacnopTHON YyB-
cTBUTENbHOCTU Npubopa He Hke 10 nr (no okTacdbTopHadbTaNNHY, SMEKTPOHHAA UOHM3aLMUS).

[onyckaeTca Takke NPUMEHEHWE APYrMX XpoMaTorpaduyecknx KOMOHOK, NMO3BONSAIOLMX NMPOBECTU
oTAerneHne onpeaensaemMbiX COeAUHEHWIA OT APYrMX KOMMNOHEHTOB NPoObl, U aHANOrMYHbIX CUCTEM 06paboTKm
JaHHbIX. .

5.1.2 Becbl naGopaTopHbIe 9MEKTPOHHbIE HE HIMXe 2-T0 knacca TouHocTn no FOCT 24104 .

5.1.3 Wnpuupbl aHanuTuyeckue BMecTuMocTbto 1, 10 n 100 mkn.

5.1.4 MuneTku ¢ ogHoi otmeTkoin (Mopa) 2-1-1 no FOCT 29169 ¢ norpeluHocTbio + 0,015 mn.

5.1.5 UunuHapsl mepHele 2-50 n 2-1000 no MOCT 1770 ¢ norpewHocTbio + 0,5, £ 10,0 mn cooTBeT-
CTBEHHO.

5.1.6 Konbbl MepHble: 2-25-2, 2-50-2 no MOCT 1770-74 ¢ norpewwHoctbto + 0,05, + 0,08 cooTBeT-
CTBEHHO.

5.1.7 YHuBepcanbHasa nHamkaropHaa 6ymara pH 0-12.

MpnmMmeyaHune — [JonyckaeTca NpUMeHeHUe APYrnX TUMNOB CpeAcTB WaMepeHnii no 5.1.2 — 5.1.7, ¢ MeTpo-
TIOrMHECKUMM U TEXHUHECKUMUN XapaKTEPUCTUKAMMU HE HUXE YKa3aHHbIX.

5.2 PeakTuBbl n matepuarnbl

5.2.1 beH3naunH, YNcToTon He meHee 99 %.
5.2.2 MNeppaenTtepodeHaHTpeH (aenTepodeHaHTpeH-d;,), YNCTOTON HE MeHee 99 %.

* Ha Tepputopun PO geiictByeT TOCT P 53228-2008 «Bechl HeaBTOMaTU4eckoro geiicteus. Yacte 1. MeTponornye-

CKWUe N TeXHN4ecKne Tpe6OBaHVIF|. MenbiraHus»
2
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5.2.3 Boaa guctunnuposaHHaa no FOCT 6709.

5.2.4 inxnopmeTaH (METUNEH XNOPUCTBIN), YUCTOTON He meHee 99 %, Hanpumep X.4. ANA Xpomaro-
rpadum.

5.2.5 N'ngpokeua Hatpus, x.u., FTOCT 11078.

5.2.6 Cynbdat HaTpusa 6e3BoaHbIN kBanudukauuu, 4.a.a., no FOCT 4166.

MomuMmo nepaenTepodeHaHTPEeHa B Ka4eCTBE BHYTPEHHETO CTaHgapTa MOXHO UCMONb30BaTh Apyrue
COEAMHEHUs, 3aB€JOMO OTCYTCTBYIOLLME B aHANU3MpyeMbix npobax. Mpu aTOM paccuMTaHHbIe MO HUM OTHO-
cuTenbHble (PaKTOPbl OTKIMKA AOIMKHbI HAX0AUTLCA B AuanasoHe 0,1 — 10.

MpuMedyaHwe —[onyckaeTcsi IPUMEHEHNE PeaKTUBOB, M3rOTOBMEHHBIX NO APYTON TEXHUYECKONR AOKYMEH-
TaLuu, ¢ KBanmmKaLyuei YACTOTbl He HUXe YKa3aHHOM.

5.3 BcnomorartersibHble yCTPOUCTBA

5.3.1. BOpoHKu genutenbHble BMeCTUMOCTbLIO 1000 mn no FOCT 25336.

5.3.2. Wikad cyumnbHbIn ¢ TepMoperynatopomM tuna CHOJ.

5.3.3. CknsiHKM U3 TEMHOrO CTeKna BMECTUMOCTLIO 10 1 N AnA oTt6opa npob BoAbI.
5.3.4. NcnapuTenb poTauuoHHbIn Tuna UP-1M2.

5.3.5. dunbTpbl 6yMaXxkHble 06€330NEHHbIE KCUHSAS NEHTAaY.

Il punmMmedvyaHne -— ,EIOI'IyCKQETCFI NpUMeHeHne aHanorn4Horo BCnoMoraTenbHoOro o6opy,qoaaH|/|$| C TEXHUYe-
CKUMU XapaKTepUCTUKaMU He HUXKe YKa3aHHbIX.

6 TpeboBaHust 6e3onacHoOCTU

6.1 Ucnonb3yemble B paboTe peakTuBbl OTHOCATCA K BewecTBam 1-ro u 2-ro knaccos onacHocTtu. Mpu
pabote ¢ HUMKU Heobxoaumo cobniogaTth TpeboBaHusA 6Ee30NaCHOCTU, YCTAHOBMEHHbIE Anst paboT ¢ TOKCUY-
HbIMW, €4KUMWU U IerkoBocnnameHsaowmmmucs sewwectsamm no FOCT 12.1.005.

Pabota ¢ AMXNOpPMETaHOM, KOTOPbIA OTHOCUTCA K 4-My Knaccy OnacHoctu, nposogAat no MOCT
12.1.007.

6.2 Mpu akcnnyatayMn XpomMaTomacc-CnekTpoMeTpa M NpoBeAEeHUM COOTBETCTBYIOLIMX M3MepeHUn
cnepyet cobnoaarth npasuna anektpobesonacHocTn B cootBeTcTBumn ¢ FTOCT 12.1.019 * u UHCTpPYKLUMEl No
akcnnyataumm npubopa.

7 TpeboBaHuA K kBanudukaumm nepcoHana

7.1 K npuroToBneEHUO rpagyMpoBOYHLIX PacTBOPOB AOMYCKAOTCA Nuua, MMeloWmue KBanuukaumio
WHXXEHEpa-XMMMKa UMK TEXHWUKa-XMMKUKA U OMNbIT paboTbl B XMMUYECKON naboparopuu.

7.2 K BbINONMHEHUIO M3MEPEHWA AONYCKAKT NuL, UMEKLMX KBanMUKaLMI0 HEe HWXKe WUHXeHepa-
XUMMKA N XMMUKKA, NPOLUEALLMX COOTBETCTBYIOLLMIA KYpC 0DYYEeHMs U MMEeroLWMX onbIT paboTel B naboparto-
pusAX, aKKPEAUTOBAHHbIX HA BbINOIHEHUE aHANN30B C NPUMEHEHUEM HACTOALLEN METOAMUKM.

7.3 Becb nepcoHan gOMKEH MPOUTU MPOBEPKY 3HAHUI NO TeXHUKe Ge30MacHOCTU, B TOM YUCne npu
pabote B xumMuyeckoit nabopatopuu, Bknovas obme npasuna paboTel C €4KUMWU U TOKCUYHBIMW BeLLe-
CTBamMu, NpaBsuna noxxapHon 6e30nacHOCTU U NPOMbILLNEHHON CaHUTAPUH.

8 YcnoBusi BbINONMHEHUSA U3MepeHun

Mpu NpuroToBRNeHUn PacTBOPOB, MOATOTOBKE NPOO M BLINOMHEHWM U3MEPEHUIn HeoBXxoaumo cobnio-
JaTb crneaylowume ycrnosusi: TEMNepaTypa okpyxaiwllero sosagyxa (20 + 5) °c; aTMocepHoe aaBrieHue
84,0-106,7 klMa (630-800 mM pT.CT.); OTHOCUTENbHAS BNAXHOCTb BO3gyxa Huxe 85 % npu 25 °c; Hanpske-
HWE B CETU NUTaHUA nNepemMeHHoro Toka (220 + 22) B; KOHUEHTpayun MeLlalowmx onpeaeneHuio n arpec-
CUBHbIX KOMMOHEHTOB B BO34YXE He AOIKHbI npeBbiwaTh MAK ans Bo3ayxa paboyen 30HbI.

Opyrue ycnosus uamepeHuit 4OMKHbI COOTBETCTBOBATbL MHCTPYKL MK MO dKCnnyaTauumu npubopa.

" Ha TeppuTopun PO peiticteyeT FTOCT P 12.1.019-2009 «CucTema cTaHaapToB 6e3onacHocTh Tpyaa. OnekTpobes-
onacHocTb. O6Lwue TpeGoBaHUA N HOMEHKMNaTypa BUAOB 3alLUTLI»
3
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9 MoaroTtoBKa K BbINOSIHEHUIO U3MEPEHUN
9.1 NMogroroBka nocyabl

Mcnonb30BaHHYIO CTEKNAHHYIO MOCYAY nepen AanbHeiwum ynotpebneHuem ononackuearoT npume-
HABLLUMMCSI pacTBOPUTENEM U TLLATENLHO MOKOT ropsvei BOAOW C COAO0M, ONONAackMBaloT BOAOMPOBOAHON, A
3aTem AUCTUNNNPOBAHHON BOAOMN.

9.2 MNpuroToBneHue pacTBOpoOB

MpuroToBneHue pacTBOPOB MPOBOAST B BLITSXKHOM LUKachy Npu TEMMEpaType OKpYyXXaloLero Bo3ayxa
18-22 °C.

9.2.1 UcxogHbll pacTBOp OeH3uanHa

Hasecky 6en3ngnHa (500 * 1) Mr noMeLatoT B MEPHYIO KONGy BMECTUMOCTLIO 50 MI, pacTBopsoT B
10-20 mn guxnopmeTaHa, JOBOAST A0 METKU 3TUM e pacTBoputenem. MaccoBasi KOHUEHTpauust 6eH3uau-
Ha B nony4yeHHom pacteope 10,0 mr/mn. XpaHAT B 3alUMLLEHHOM OT CBETA MecTe npu Temneparype -10 °c
10 -18 °C He Gonee 90 greil.

9.2.2 PacTBOp BHYTPEHHETO CTaHAApTa nepaenTepodeHaHTpeHa

B mepHyto konby BMeCTUMOCTLIO 25 mn noMewatot (250 + 1) mr nepaeritepod)eHaHTpPeEHA, pacTBops-
toT ero B 10-15 mn guxnopmeTtaHa u 4OBOAAT A0 METKMU 9TWUM Xe pacteoputernemM. MaccoBas KOHUeHTpauus
nepaenTepodeHaHTpeHa B nony4yeHHom pacteope 10,0 Mr/mn. XpaHAT B 3alUMLLEHHOM OT CBETa MecTe npu
Temnepartype -10 °C 10 -18 °C He Gornee 90 aHeii.

9.2.3 M'pagympoBOYHbIE€ PacTBOPbI 6eH3uanHa

PacTtBopbl roToBAT B OyThiNKax 06bemoM 1 11 (cM. 5.3.3). K1 n guctunnupoBaHHOW BOAbI 400aBNAIOT
paccyMTaHHOe KonuMyecTBo pactBopa 6eHauauHa u 1 mkn (0,001 mn) pacTtBopa BHYTPEHHEro ctaHgapra. B
Tabnuue 1 npuBeaeHbl AaHHbIE, HEOOXOAUMbIE ANS NPUrOTOBMEHUS rPAAYUPOBOYHbLIX PACTBOPOB C 3aAaH-
HbIM 3HA4YEHUEM MAaCCOBOI KOHLIEHTpaLuu onpeaensieMoro BeLlecTBa. Yka3aHHble anuksoTbl 0T6upator co-
OTBETCTBYOLUUMU MUKpOLLNpULEEAMK 1O 5.1.

Ta6nuuya 1.—XapakTepucTuku rpagyupoBOUHBIX PACTBOPOB GeH3nanHa

Homep OBbeM ncxogHoro pactsopa OBbem Boab,, MN KoHueHTpauumn 6eH3nanHa,
pacTBopa 6eH3nanHa, MKn ' MKI/n
1 1,00 1000 10,00
2 2,00 1000 20,00
3 5,00 1000 50,00
4 20,00 1000 200,00
5 100,00 1000 1000,00

MpurotoBneHHble rPagyupoBOYHbLIE pacTBOpbl GeH3nauHa noallenaumsaiotT 4o pH 12 rugpokcmaom
HaTpUs U TPOEKPATHO IKCTPArupyiot (BCTpAXuBaloT B TedeHue 20 muH) amxnopmeraHom (3 nopuuu no 30
MI). SKCTpaKT 006bEAUHSIIOT, cyliaT Hag 6e3BOAHbIM CyNb(aTOM HATPUS U KOHLEHTPUPYIOT, UCNOMbL3ys Po-
TaUUOHHLIN ucnapuTenb, 40 o6bema 1-3 mn.

9.3 NMoaroTroBka NpuGopa K BLINOSIHEHUIO U3MEPEHUIA

Xpomarorpad - Macc-CnekTpOMETP BKMKOYAKOT U HACTPauMBaloT B COOTBETCTBUM C WUHCTPYKLMEH no
aKcnnyaTauuMm 1M onucaHueM, npunaraembiM kK npubopy. YcraHaBnueaioT pabouue napameTpbl, Heobxoau-
Mble Ansi NpOBeAEHUs1 u3MepeHuii. Paboune napameTpbl NPMOOPOB AOMKHBI ObITb NOCTOAHHBIMU NPU U3Me-
peHumn BO BCEM AuanasoHe KOHLIEHTpaLun.

OCHOBHbIE XapaKTePUCTUKM:

1) Xpomartorpad:

- Temneparypa ucnaputensi: 270 °C;

- TN UHXXeKTopa: 6e3 pasgeneHus NOToKa;

- 06beM BBOAUMOrO pacTBopa (akcTpakra): 0,1-1 mkn.
- PEXXMM NPOrpaMMUpPOBaHUsI TEMMNEPATYPbl KOSIOHKK:
- HayanbLHas Temnepartypa 50 °C (2 MUHYTbI);

- ckopocTb Harpesa 20 °C B MUHYTY;

- kKOHeyHas Temneparypa 280 °C (10 MUHYT).
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2) Macc-cnekTpomeTp:

- TeMneparypa UCTOYHMKA NOHOB: 250 °C.

- AManasoH ckaHumpyembix Macc: 29-250.

- cKopocTb cOopa AaHHbIX: 10 CNEKTPOB B CEKYHAY NO BCEMY AMANa3oHy Macc.

9.4 NpaayuvpoBka

lpaaympoBky npubopa oCyLLECTBAAIOT HENOCPEACTBEHHO nepea uaMepeHusamu no 11. MpoBoaaT Asy-
KpaTHblE N3MEepEeHUs Kaxaoro U3 5 rpaaympoBOYHbIX PaCTBOPOB.

9.4.1. OnpeaenaloT NNOWAaAN NUKOB HA MAcC-XpoMaTorpammax, NoCTPOeHHbIX AN GeH3uauHa no To-
Ky XapakTepucTtu4eckux WOHOB C M/z 184, AnA BHYTPEHHEro ctaHgapTa (nepaeitepodeHaHTpeHa) no xa-
paKTepucTM4ecKoMy UOHY ¢ m/z 188.

[na kaxxaoro namepeHua paccuuTbiBalot aktop oTknuka RF; no copmyne:

RFi = SM‘MI'S /SI'S-MM (1)

rae Sy —nnowaab nuka 6eH3NAUHA, MOCTPOEHHOTO MO TOKY XapaKTepUCTUYECKUX MOHOB C M/z 184;

M;s — macca fo6aBneHHOr0 BHYTPEHHETO CTaHAapTa;

Sis — nnowaabL Nuka BHYTPEHHEro ctaHaapTa, NoCTPoeHHas No TOKY XapakKTepUCTUYECKUX MOHOB C M/z
188;

My — macca 6eH3uauHa B 1 Mn rpagyMpoBOYHONO pacTeopa.

B fanbHerwux pacyeTax UCNonbL3yioT cpeiHeapuMeTUieckoe sHayeHmne R, 0THOCALEecs K nos-

HOMY AManasoHy U3MEPSIEMbIX KOHLIEHTPAL|WIA:
1
RF =1t

q,—'n @

rae n — obuiee yucno uamepenuii (10).
Mo dopmynam (3) u (4) paccuuTbIBaAOT CPEAHEKBAAPATUYECKOE (CTaHAAPTHOE) OTKNoHeHue, CKO, u
COOTBETCTBYIOLLEE OTHOCUTENLHOE CpeaHEeKBaapaTUYHOE OTKIIOHEeHne, OTHocuTenbHoe CKO:

n

Z(RE - RFCP)Z
CKO =1/ 3)

n-1

CKO

OtHocutenbioe CKO = 100 % @

°p

3HaveHus oTHocutenbHoro CKO He AomkHbl npeBbiwath 10 %.

9.4.2. dukcUpylOT BpeMeHa yaepxusaHusi Ansi nMkoB OeH3uauHa Ansa BCeX xpomaTtorpamm. Beibupa-
0T CpeaHee 3Ha4YeHUe BpEMEHU yAEePXMBaHUA, T.€. 3HaueHue, Hambonee 6nu3koe k cepeauHe 3aduKkcupo-
BaHHOIO UHTEpPBaNa M3MEHEHUS 3TON BESMUYMHBLI. TUMUYHbLIE 3HAYEHUE BPEMEH YAEPXMBAHUA B UCMONb3O-
BaHHbIX XpoMaTorpaduueckmx ycnosuax ans 6ensmauda (773 £ 3) c.

3aperucTpupoBaHHbie MOMHbIE MAacC-CnekTpbl 6eH3uanHa (2—3 cnekTpa) BBOAAT B CNpaBOUHYO 6ub-
NMOTEKY MaCC-CNeKTPOB.

10 MNogroroBka o6pa3sULOB AN U3MEPEHUN

10.1. OToOpaHHbIe NPOoObI XPAHAT B 3aLUULIEHHOM OT CBETa MecTe A0 14 CyTOK npu Temneparype oT
0°C po 5 °C. MoaroToBky 00pa3Li0B NPOBOAAT B BbITSHKHOM LUKAy Npu TEMNepaType OKPYKaloLero B03ay-
xa 18-22 °C. Nepepn obpadoTkom no 10.2 npoObl BbIAEPXMBAIOT NPU 3TOW TEMNEpPAType He MeHee 1 u.

10.2. AnukBOTY 0aHOM U3 Nnpo6 Boabl 06bemom 0,5 n hunbTpyioT, noawenaymsaior 40 pH 12 rmapok-
CMAOM HaTpus No GymaKHOMy MHAMKATOpY, 400aBNAIOT PacTBOP BHYTPEHHEro ctaHaapra (nepaentepode-
HaHTpeHa) No 9.2.2 U TPWXAbl IKCTPArMpyloT (BCTPSXUBAIOT B TeyeHue 20 MUH) AMXNOpPMETaHOM (Tpems
nopuusiMu no 30 mn). O6beM pacTBopa BHYTPEHHEro craHgapra nogbupait Takum o6pasom, 4ToObl nno-

5
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waae xpomarorpaduyeckoro nuka craHgapra cocrasnsana 20-500 % ot nnowaau nuka 6eHsuauHa. Ons
3TOro NPOBOAAT NPeABapUTENbHbLIE N3MEPEHUS B COOTBETCTBUM € 11,

OpraHunyeckyto asy oTAENAIT C NOMOLLbIO AENUTENbHON BOPOHKU; 3KCTPAKThI OOBLEANHSAIOT U CcyluaT
Haga 6e3BogHbIM CynbdaTom HaTpua 5-10 r. 3aTem 06 beaUHEHHBIIH SKCTPAKT PUNBLTPYIOT U KOHLIEHTPUPYIOT
Ha poTauuoHHOM ucnapurene 4o obvema 1-5 mn.

MpeasaputenbHele u3MepenHun no 11.2. npoBoAAT TaKke AnNA TOro, 4Ytobbl YCTAHOBUTL HeobXoam-
MOCTb pasbasnexHus Nnpob AMCTMNNUPOBAHHON BOAON. Ecnu npeaBapuTenbHbii pe3ynbTaT U3MEPEeHUst KOH-
LueHTpauun 6eHsnanHa He NpMBOAUT K 3TOMY BbIBOAY, TO 0OpabaTtbiBaloT eLe 0gHy anukeoTy 4aHHOW Npo-
Obl aHanusupyemon BoAabl. MNpu HeobxoaumocTu pazbaeneHus, aTon npoueaype U nocneayiouen obpaboT-
ke no 10.2 nogsepraioT ABe anukBOTbl BTOPOI NpoObl BOAbI.

11 BbinoniHeHue usmepeHun

MsmepeHua crneagyeT NpoBOAUTL B TEX XKE YCIOBUSIX, B KOTOPbIX MpoBeAeHa rpaayuposka npubopa
(cM. 9.4). inA noaroToBNEHHbIX 06pa3L0B NPOBOAAT M3MEPEHUS BENMUYUH, NOATBEPXKAAOLWNX NAEHTUMHOCTb
OeHsuagnHa (cm. 11.1) n 2-3 napannenbHbIX U3MEPEHUS MACCOBOW KOHUEHTpauun GensuamHa (cM. 11.2).
HeobxogumocTb pasbasnenns npob (cM. 11.2) BbISABNSAIOT, NpeABapUTENbHO U3MEPSS KOHLUEHTpaUUIo Be-
LIECTB B anuksoTe OAHOW U3 npo6. B 3aBMCUMOCTM OT MONMYYEHHOrO pe3ynbTata CRneaywlme N3mepeHus
NPOBOAAT €LUe C OAHON anuKBOTON Hepa3sbasneHHON NPobbl UNK C ABYMS anuKBOTaMu BTOPOI NpobGbl nocne
ee pasbaBneHus.

11.1 OnpeaensaioT BpeMeHa yaepXMBaHus, OTBEYAIOLLIME NUKAM HA XpoMarorpammax sB6nusmu cpeaHe-
ro 3Ha4YeHUs BPEMEHU yAepXuBaHuUA nuka 6eH3uauHa. MonHble Macc-cnekTpbl CPAaBHUBAIOT CO CNEKTpamu
OeH3nauHa B cnpaBoyHON Gubnuoteke. OnpeaensieMoe COeAMHEHUE CYUTAIOT MAEHTUDULIMPOBAHHBLIM Kak
OeH3nanH Npu yCrnoBUsiX:

- BpEMS YAEPAMBAHUS PACCMATPUBAEMOrO COEIMHEHUS OTMMYAETCH OT CPEAHErO 3HAYEHUs 3TOW Be-
NU4rHbI No 9.4.2. He Bonee Yyem Ha 3 ¢;

- nokasaTernb CXOACTBA 3KCMEPUMEHTANbLHBLIX CNEKTPOB CO CMPABOYHBIMMU CriekTpamu GeH3uauHa He
Hxe 92 %.

11.2 OnpeaensalT nnowaaM NUKOB Ha Macc-xpoMaTorpammax, 3apermcTtpupoBaHHbix no 9.4.1. Mac-
COBYIO KOHLIeHTpaumio 6eHsuauna C,, ; B OAHOIN U3 anuKBOT (i-as anuKeoTa, i-bil 0bpaseu) Npu j-oM u3Mepe-
HWK, MI/N, paccYUTbIBaOT No hopMyre:

Cui=Suj"Mis #/Sisjj ‘RFep V 6)
rae M, — Macca BHyTPEHHErO CTaHAapTa, Mr;
M;si=Visi-Cis, (5a)

Visi— 06beM pacTBopa BHYTPEHHErO cTaHaapTa, M, A06aBNeHHOro k anukeoTe obpasua (cMm. 9),

Cis — MaccoBast KOHLEeHTpaLua pacTBopa BHYTPEHHEro cTaHaapTa, Mr/mMi, NPUroToOBIEHHOTo No 9.2.2;

Sy — nnowaae nuka 6eHsuaunHa, yon. efl., Ha j-0i Macc-xpomaTtorpammMe, NOCTPOEHHON No cymmap-

HOMY TOKY MOHOB C m/z 184, j-oro obpasua;

Sjs,j — NNOLWAAL NUKa BHYTPEHHEro CTaHaapra, YCil. ef., Ha j-Oi Macc-XxpoMarorpaMmme, NOCTPOEHHON

Mo TOKY MOHOB ¢ m/z 188, i-oro o6pasua;

RF,, — ycpeaHeHHbii dakTop oTknuka (chopmyna 2);

V — 06bem anukBoThl, N (V=0,5 n).

B cny4ae, ecnu 3HaueHue C,,; nonydyeHHoe no dopmyne 5, He npesbiwaet 1,0 Mr/n, aAna uamMepeHui
BbIOMPAIOT BTOPYIO anuKBOTY MCXOAHOW Npobbl Boabl. Ecnu ykasaHHOe 3HaueHWe NpEBBILEHO, U3MEPEHUSN
npoBOAAT C ABYMS anukBoTaMu BTOPO# nNpoObl BoAbl, NpeABapuTENbHO pa3baBnsis npoby AUCTUNNUPOBAH-
Hoin Bopoi. OObeM nocneaHel BbIGUPAIOT TakUM, YTOObI YKa3aHHbIE 3HAYEHUS] KOHLIEHTPaLUK, BbIYUCNEH-
Hble no dropmyne 5, Haxoaunuck B Ananasone ot 0,01 go 1,0 mr/n. MaccoByio koHueHTpauumio 6eHsnanHa C;
B i-0 npoGe BoAbl MPU j~-OM U3MEPEHUU, MI/T, A0 pa3baBneHUsi pacCYMTLIBAIOT MO BUAOU3MEHEHHON dop-
Myne:

C”= K'SM’[]' M,S/S,S,] 'RFcp' 14 (56)
rae K- koaduuymneHTt pasbaBneHus (pa3seaeHus);

K=(V+V,)\V, (58)
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V, — 06bem 106aBneHHon ANCTUNNMPOBAHHON BOARI, .
BbluMCRAOT cpeaHee 3Ha4YeHNe MACCOBOM KOHLEeHTpauuu 6eH3nanHa ansa kaxaoro obpasua (anukso-
Tbl), MI/N:

72
>.Cy
J=1
C, =L——
73 ©)

roe i—-1mn2,
N — KONUYEeCTBO NapannenbHbiX usMepeHuit (2 unm 3).
OTHocUTENBHOE pacxoxaeHue d, %, pe3ynsTaToB Ans 3Tux 06pa3LoB:

C.

d. = —imax B

! C

Cvi min
M 100 @

rae Cimax W C;min — COOTBETCTBEHHO HaUBOMbLUEE N HAUMEHbLUEE 3HAYEHWE MACCOBOW KOHLIEHTpaLK
npu napannesnbHbIX M3MEPEHUNAX Ans Kaxkaoro obpasua.

PesynbTathl napannenbHbiX USMEPEHUI NPU3HAIOT NpuemnemMbiMu, ecnu d; He npesbiwaeT 10 % (n =
2) unn 12 % (n = 3) npu BeposiTHocTn P = 0,95.

BbluncnaioT cpegHue 3HaYeHMss MacCOBOM KOHLEHTpauum 6eHsmanHa no obeum anuksoTam aHanuau-
pyemoii npobbil:

C o= C,+C, ®
2

N OTHOCUTENbHOE pacxoxaeHue D, %, pesynbTaTtos ANA ABYX arUKBOT:

€1 =€)l

D= 100 ©

PesynbTatbl npu3HaloT npuemnembiMu, ecnu D He npesblwaeT 20 % (npu BepositHoctn P = 0,95).
Mpwv BLINOMHEHUM 3TOTO YCIOBUSA CPEAHEE 3HAYEHUE KOHUEHTpaumin C NPpMHMMAIOT B KayecTBe pesynbrara
N3MEepEHUIA.

12 OpopmneHune pe3ynbLTaToB USMEPEHUIA

PesynbTar namepeHus MaccoBOW KOHLEHTpauum 6eH3uauHa NnpeacTasnsailoT B cneayioulen opme:

(Cep £0,15-Cgp) Mr/n 10)

Mpumepbl 3anucu: < 0,01 mr/n, (0,010 £ 0,0015) mr/n, (0,24 £ 0,04) mr/n, (0,72 + 0,11) mr/n.

13 KoHTpOnb norpewHocTun

13.1 MpoBepka YyBCTBUTENILHOCTU XPOMATOMACC-CNEKTPOMeTpa

Mpu NoA03pUTENbHbLIX Pe3ynbTarax U3MEPEHUn UNU Pe3KOM YMEHbLUEHUU PErucTpupyeMbiX CUrHanos
NPOBEPSIIOT YYBCTBUTESNBHOCTL Npubopa Mo rpagyMpoBOYHOMY pacTBOPY ¢ HAUMEHbLLUMMU MacCCOBLIMU KOH-
ueHTpauusiMm 6eHsnamHa (tabnuua 1) B YCHOBUSIX MU3MEPEHUI, yKa3aHHbIX B 9.4. OTHOLUEHWE CUTHAM:LLIyM
AN onpeaensieMblX COeANHEHUI OMKHO ObiTb He MeHee 10:1. YyBCTBUTENLHOCTL NpUBOpa BOCCTAHABMNM-
BaIKOT B COOTBETCTBUM C PEKOMEHAALMAMU, U3NOXEHHbIMU B PYKOBOACTBE MO €ro aKCnnyaTtauumm.

13.2 KOHTpOnb NnoMex no pesynbTatam XOJI0CTOro onbiTa

XOnocTol ONnbIT NPOBOAAT C AUCTUNNIMPOBAHHON BOAON Yepe3 Kaable 20-30 npo6, utobbl ybe-
INTbCA B OTCYTCTBUM 3arpsi3HEHMIA U NOMEX, UCTOYHUKAMK KOTOPbIX MOTYT BbiTh M3MEpUTENLHas cucTema,

7



FOCT P 32596—2013

peakTuBbl U MaTepuansl. B cniyyae o6HapyKeHUs 3arpsasHeHuii, NPosIBNAIOLMXCA B MOABNEHUM CUTHANa npu
3a4aHHbIX 3HAYEHUSAX MacC MOHOB U BPEMEHW YAEPXMBAHWUS C OTHOLLUEHMEM CUFHAM:LUYM, MPEBbILIAOLLMM
3:1, onpeaensoT UCTOYHUK MOMEX, KOHTPONUPYSI UCMONb3yeMble peakTUBbI U NPOBEPSS YCNOBUA NMOAFOTOB-
K1 Npo6 1 NpoBeiIeHNs U3MEPEHMUIA.

13.3 KOHTpONb NpaBUSIbHOCTU MEeTOAOM A06aBOK

KOHTpOMb NpaBunbHOCTU NMPOBOAUTCA C LEMbIO OLIEHKM BO3MOXHOCTU NPUMEHEHUS HACTOSALLEN METO-
OUKM BbINONMHeHusa namepenunn (MBW) ana Bog, paHee He NoABEPraBLUMXCA aHanu3ay, a Takke npu COMHEHUN
B pe3ynbTaTax U3MepeHun.

[Ona koHTpons otbupatoT Tpu npobbl No 1 n, npuyem ogHa u3 Npod CRAyKWUT ANa npeaBapuTeEnbHbIX
namepenun (cm. 11.2). UamepsaioT MaccoBYyIO KOHLIEHTPALMIO B ABYX anMKBOTaxX BTOPOM M3 Npod un nonyyarTt
pesynbtaTt usmepeHuii C. B TpeTblo Nnpoby BHOCAT A00aBKy MCXOAHOTO pacTBopa GeH3uauHa, npuy4eM mac-
coBas KOHUeHTpauust gobaskn [ anomkHa ObiTe B HTepsane (0,8—1,2)-C, mr/n. NpoBogAT nsMepeHus ans
AByx 006pas3sLoB (anuksoT) ¢ 400ABKON U NOAYYalOT pe3ynbTaT namepennii Cp.

PesynbTat KOHTPONS NPU3HaeTCca yaoBneTBOpUTENbHbIM Ana P = 0,90 npu BbINOSTHEHUW YCIOBUS:

100|C,, —C = A| [ <y (11)

rae H 5= 15%
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