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[daHHble npakTnyeckne pekoMeHgaumm ObinM MoAroTOBMEHLI M MPOBEPEHbI paboden
rpynnovi IFA no npuBegeHuto B COOTBETCTBME BbLIOOPOYHOrO MCCnenoBaHusi npob
yaobpeHnn n MeTogoB MX aHanu3a. YneHamu aTon rpynnbl SBAATCA NPeacTaBUTENu
rnoGanbHOM MHOYCTPUM NPOM3BOACTBA YOOOPEHNNA.

[daHHbI TEKCT JOCTYNeH AN WMPOKOW NyBnuKM 1 SBNAETCA CNpaBOYHbIM JOKYMEHTOM
ONs cekTopa MeXOyHapoOHOW TOproenu yaobpeHusamMu. OTOT OOKYMEHT He OOSKeH
paccmaTpuMBaTbCA B KavyecTBe MexayHapopgHoro craHgapta. OH  Takke He
npefHasHadeH Ans 3aMeHbl paHee CyLeCTBOBaBLUMX HaUMOHAaIbHbLIX U PerMoHanbHbIX
HOpPMaTMBOB M CTaHOAPTOB.

PekomeHngaumm u cnpaBoYHble OOKYMEHTbI (HA OCHOBE KOTOPbIX OblM MOArOTOBIEHBI
OaHHble pekoMmeHaaumm) onybnukoBaHbl Ha Beb-camte IFA  (www.fertilizer.org). OHun
TakKke Mory ObITb MOSy4YeHbl MO NMMCbMEHHOW NMpockbbe, NnocrnaHHom B cekpeTopuar IFA.

Aemopckoe npaso © 2009 MexdyHapodHas accoyuauus npouzeodumernel ydobpeHul
Bce npasa 3awjuuieHnl

© 2009 Mex0dyHapodHas accoyuayusi npoussodumernel y0obpeHuli — Bce npasa 3awjuwieHbl



Coaeprxanue

CTtpaHuua:
CBogHoe pestome
1. BBeneHue 1
2. OueHka MeToaoB, NCMOMNb3yeMbIX Ha MeXAyHapoaHOM YPOBHE 1
3. Hawvnydwve npaktuyeckne pekomeHgauum 4
MpunoxeHne 1: Marpynep mexnabopaTopHble NCCIeAOBaHNSA, HanpaBreHHbIe Ha 6
onpefeneHne BbICOKOKAYECTBEHHOCTM KanuiHbIX BbIoopok, 2003-2008
MpunoxeHune 2: CBogHas Tabnuua metooB onpeaeneHus cogepxanmsa K,O 7
Mpunoxenue 3: KonbLeBble MexnabopaTopHble nccnegosannst B Poccum n benopyccun, 11
2004-2006
Mpunoxenue 4: SPPA nporpamma obmeHa uccrnegyembix obpasuos, 2003-2008 12
Cnucok nutepatypbl 13

© 2009 Mex0dyHapodHas accoyuayusi npoussodumernel y0obpeHuli — Bce npasa 3awjuwieHbl i



CBoaHOE pe3rome

Pabouas rpynna IFA no npuBeageHunio B COOTBETCTBUE BbIGOPOYHOro nccnegosaHus npob yaobpeHuin
M MeTOOOB WMX aHanusa, npoBeAs OUeHKY rnobanbHbIX OBLENPUHATLIX METOOOB MUCCrefoBaHUS
copepxaHusa kanusa B xnopkanueBbix (KCI) yoobpeHusix, yctaHoBuna, 4To mMeton TeTpadeHun-6op
(tetraphenylboron) B ero aByx Bapuauusax (rpaBMMETPUYECKON U TUTPUMETPUYECKON) SBNSeTCH
Hambornee LWMPOKO NprMeHsieMbiM M 0bnagaeT Hawumnydllen uccrnenoBaTenbCkol MeTo4onormen ans
NPYMEHEHNS B MEXAYHapOAHOM TOproene yaoopeHnsimu.

Creayowme aktopbl GbINMM NPUHATEI BO BHYMaHWE Npv MOArOTOBKE pPeKoMeHZauuin Ans OaHHOA
VHOYCTPUN:

e Metog TeTpadpeHun-6op (tetraphenylboron) wwmpoko ucnonb3yetcsa Ha OOMbLUMHCTBE
pbIHKOB. Ero achdekTmBHOCTL perynspHo NpoBepsiacb C NMOMOLLBIO KpyMHOMAaCLITabHbIX
mMexxnabopaTopHbIX NCCregoBaHN;

e bBbimo gokasaHo, 4TO gaHHas MeTOOONoMMs CTaTUCTUYECKM OBOCHOBaHa M HEU3MEHHO
npefocTaBnsieT npaBwufibHble W TodHble pesynbTatbl. OHa sBngeTca Haubonee
pacnpacTpaHéHHbIM MeToAOM ANd  MHOrMX nabopaTopHbIX  KBanNMUKaLMOHHbIX
nporpamm;

e Ncnonb3oBaHue metopa TeTpadeHun-6op (tetraphenylboron) sBnsietcs oTHocuTenbHO
HECMNOXHbIM U 3KOHOMMYeckn  acpdekTuBHbiM.  Heobxogmmoe  nabopaTopHoe
obopynoBaHme TpebyeT ynoTpebneHnss OTHOCUTENbHO HeZopormx u Ge3onacHbIX
peareHToB, YTO CMOCOOCTBYET ObICTPOMY BHELPEHUIO OAHHOrO MeToda Ha rnobanbHbIX
pbIHKax.
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1. BBEAEHUE

B xoge nepBon cTtagun npoBepKnM METOAOB,
paboyass rpynna IFA no npuBegeHuo B
COOTBETCTBME METOOOB peluvna onpeaenntb
KayecTBO  METOAOB,  MCMOMb3yemblX AN
onpefeneHusa cogepxaHua kanusa (8 suge K,0O)
B xnopkanuesbix yaobpeHusax (KCI) Ha MMpoBbIX
pbIHKaX.

3TOro  uccnegoBaHus, 26
MHOMBUOYanbHbIX MeTo0B Obinn
MOEHTUUUNPOBAHbI  KaK MNPOW3BOAHbIE  OT

LLIEeCTM OCHOBHbIX METOA0STOTMIA:

B pesynbtate

1. Tetpadgenun-6op (tetraphenylboron) (STPB)

2. PeHTreHoBCKasa CNeKTpoMeTpus

3. doTomeTpus nrnameHn

4. ATtomHas abcopOuMOHHas CnekTpoMeTpus
(AAS)

5. Tlepxnopart

6. OnTuyeckas IMUCCUOHHAsA CNEKTPOMETPUS

WHOYKTUBHO conpsbkéHHon nnasmsbl (ICP-OES)

Pabouyas rpynna IFA npoBepuna KayecTBO 3TUX
DasoBbIx MEeTOAONOMI, ncnonb3ys
yCTaHOBMNEHHbIN Habop KpuTepues,
NO3BONSOLLNX MPOBECTU OO BEKTUBHYIO OLIEHKY.
B pesynbtaTte, paHHas paboyas rpynna
paspaboTana paHroBbln CMMCOK METOAOB U
noaroToBMna pekomeHgauun no mx Hambonee
achpekTnBHOMY Vcrnonb3oBaHmto. '

2. OLUEHKA METO[OB,
NCMNOJIb3YEMbIX HA
MEXOAYHAPOOHOM YPOBHE

21 CoBpeMeHHbIN cTaTyC
mMeToAaonornm

OueHka obnacten LecTu
npeacraenexHa B Tabnuue 1.

MEeTO[0B

' Ins 6onee Noapo6HOI NHOPMALIY 06 OLIEHOUHBIX KPUTEPUSIX
MeTO/0B, O NpoLeccax onpeaeneHnst paHra MetToaos 1 06
obeyxaeHusax paboyen rpynnel IFA, noxanyincra, noceture
VNHTEPHETHYI0 CTPaHULYy No NpUBEAEHUIO B COOTBETCTBUE
(Harmonization) Ha www.fertilizer.org.

Ta6nuua 1

CamocTosn
TenbHoe
nogpasage
NeHue unun
HauMoHan
bHbIN
npepcraB
uTenb

Fpynna MeTtop

paBumeTpuy | ISO 5318,
ecKun STO
SPEKS,
TeTpadeHun-6op EN15477:2
(tetraphenylboron) 009
(STPB)

1ISO 5310,
AOAC
958.02

TutpomeTpuy
ecKkun

AOAC
983.02 a

Okcanar
doTomeTpus

nnameHu
AOAC
983.02 b

LuTpaTt

Lwntpat He
NpUMEHUM
oK
AaHHOMY
cnyyato

ICP-OES

Okcanat He
NpUMeHUM
oK
AaHHOMY
cnyyato

Okcanat He
NpUMeHUM
oK
JaHHOMY
cnyyato

ATomHas
abcopbuunoHHas
cnekTpoMeTpus
(AAS)

dnyopecueH | He

uns NpUMEHUM
oK
AaHHOMY
cnyyato

PeHTtreHoBckas
crnekTpoMeTpust

Mepxnopat Mepxnopat STO

SPEKS

BaxHo OTMeTUTb, 4TO TONbKO  MeToAbl
TeTpadeHnn-6op (tetraphenylboron),
doToMeTPUS nNnameHn M nepxrnopat B
HacTosillee Bpemsi ogobpsioTcs odmumanbHO
NPU3HaHHbIMU HaLMOoHanNbHbIMM nnu
pervoHasnbHbIMU OpraHamu.
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2.2 CraTtuctnyeckas oLeHka

MeTtoabl, npoBepeHHble ¢ nomowpbio AOAC,
ISO, SPEKS 1 CEN noapasymeBaloT pac4yeThbl
METPOSIOMMYECKNUX XapaKTEPUCTUK, TakMX Kak
nokasaTtenen TOYHOCTU (6e3owmb0o4HOCTH)
MeToAa, r (BHYyTpU-nabopaTtopHon
NOBTOPSEMOCTM), R (MexxnabopaTopHoi
BocnpousBogMMoct) u A (owmnbkn  mnm
fesowmnboyHoCcTH). Takune nokasarenu
npegnaratTcs nporpammMmamu  BblGOPOYHOM
npoBepku, npegocrtaendembiMn  Marpygep
(Magruder) un CackaueBaH accouunaumnemn
npou3soguTenen XINOPUCTOro Kanus
(Saskatchewan Potash Producers Association
(SPPA)). B apyrmx HenpoBepPPEHHbIX
nporpammax nccrnenoBaHus MeTo40B
NPeoCTaBNATCA NUWb AaHHble Mo R n B
HEKOTOPbLIX CNy4Yasax - [AaHHble no r. [Ons
CpaBHEHUS ObINO onpeaeneHo KavecTBO LUECTU
rpynn MeToOOB, KOTOpblE€ MCMONb3YKT TOJMBKO
faHHble R. T[lpunoxeHne 1 conocrtaBnsaet
3HayeHnss R pgna pasHbix MeTodoB, [aBas
OLUEHKY OT HauMmeHee 3peKkTMBHOrO A0
Hanbonee 9SMEPEKTUBHOITO (OT HM3LWEro K
BbICLLEMY).

TeTtpadeHun-6op (tetraphenylboron) (STPB)

Cnepoyet OTMETUTb, YTO MaTeMaTuUyecKui
pacyeT  METPOMNOrMyeckUX  XapakTepucTUK,
ncnonb3yemblx B CeBepHon Amepuke,

OTNnMYyaeTcs OT pacyéTa Mo MEeTPONOrMyYecKknm
ctaHgapTtam ISO 5725.

B 2008 rogy BHUW Xanypru (pycckuin HayqHo-
uccrnegoBaTtenbCkMn - MHCTUTYT  Xanypru B
CaHkT-lNeTepbypre) Havan  uvccriefoBaHue,
CpaBHMBalOLWee TOYHOCTb MokKasaTenem nOByx
BapuaHToB TeTpadeHun-6op (tetraphenylboron)
MeToaa (rpaBumeTpU4ECKOro n
TUTPUMETNYECKOTO). UccneposaHne
UCnonb30Bano CTaTUCTUYECKUA aHanus wu
nporpammy n3mepeHuns, onpeaensioLLyto
MeTporiormdeckme nokaszatenn r, R u A,
npeanaraemble  SPPA  TUTPUMETPUYECKUM
TeTpadeHnn-6op (tetraphenylboron) metogom,
Ha ocHoBe ISO 5725 pasgena 1-6 (KCl 95% -
98%). *

Pesynbrathl, npeacraBneHHble B Tabnuvue 2,
nokasblBaloT, yTO MeToAbl ABMAKOTCSA
conoctaBUMbIMW.

Bonee nogpobGHble  BbIBOALI O  TECTMPOBAHWM  Kanus
npepocTasneHbl Ha www.magruderchecksample.org.

Taobnuua 2

FpaBUMeTpUYECKUMn
T TepacpeHun-6op
ISO 5725 | MTPUMETPUNECKN (ot 1.a bhenylboron)
" TepacpeHun-6op
nokasare (tetraphenylboron) MeToa,
7] P gPPA cepTucpmkar
meToA ( ) aTrectauum, STO
SPEKS
r 0.2 0.4
R 1.2 1.0
A 0.8 0.7
SPPA Takke npoBena MexnabopaTopHoe

TeCTUpoBaHWe C MCNonb3oBaHNEM OO6bEMHOro
TeTpadeHnn-6op (tetraphenylboron) wmetoga.
Copok pgBa obpasua ObinM uUccrnegoBaHbl B
aecaTtn nabopatopusix, YTO CBUAETENLCTBYET O
BbICOKOM ypoBHe To4HOCTU ([punoxeHune 4).

Opyrue KanuiHble npeanpuaTus "
uccnepoBartenbckue UeHTpel B Poccun un
Benopyccun Takke npoBenu AanbHenlve
KpyrnHomacLuTabHble MexnabopaTopHble

UcnbITaHUsl C Ucnonb3oBaHueM TeTpadeHu-6op
(tetraphenylboron) metoga (Mpunoxenwne 3).

B sHBape 2009 roga EBponenckun kommuTeT no
ctaHgaptudauun (EKC) nyctun B obpalieHune
STPB rpaBMMETPUYECKNI MeTon, ans
onpefeneHns coaepXaHusi pacTBOPMMOro B
BoAe Kanusa B yaobpeHusax. MexnabopaTopHbIn
TecT Obin Mcnonb3oBaH ANs  OfnpefeneHns
TOYHOCTU MeToda. PesynbTaThl r 1 R okasanuck
CXOXMMU C pesynbTaTamu, npeacTaBreHHbIMU
SPPA n SPEKS metogamu (npegcTtaBneHHbIMU
B Tabnuue 2).

[lnameHHOo-hOTOMETPUYECKUN METOL,

MeToa nnameHHO-(pOTOMETPMYECKOro aHanusa
LLIMPOKO ncnone3yetcs B
CENbCKOXO3ANCTBEHHOW XMMUU BO BCEM MUpe,
0cobeHHO ans npoBepKn KayecTBa
KomnnekcHblX yaobpenmn NPK. TouyHOCTHblE
XapaKkTepucTukm, NPOAEMOHCTPUPOBAHHbIE
BbIGOPOYHOM npoBepKom c NMOMOLLLbIO
nporpammel Marpyaep (Magruder), nokasanu,
4YTO 3ITOT METOA SABMSAETCA MeHee TOYHbIM MO
CpaBHEHUI0 c TeTpadpeHnn-6op
(tetraphenylboron) meTogom.
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AAS, ICP-OES

WccnepoBaHust  onbITHbIX ~ 06pasyoB Mo
nporpamme  Marpygep, nNpoBedeHHOM B
CeBepHolt AMepuKe, MNOKasblBaOT, YTO ITOT
MeToq, SIBNSETCH MEHee TO4YHbIM, YeM rpynna
TeTpadeHnn-6op (tetraphenylboron) metonos.

PeHTreHoBckas cnekTpomMeTpusa U nepxsiopar

[aHHble No ToYHOCTM U 6e30WMBOYHOCTN ITUX
METOLOB OTCYTCTBYIOT.

Pe3tome cratuctmyeckoin OLLEHKU

Kak yxe ynomuHanoco
patuduumpoBaHHble AOAC, ISO, SPEKS wu
CEN BknoyaloT pacyeTbl METPONOrm4yeckmx
XapaKTepUCTUK, Takux Kak r  (BHYTpu-
nabopartopHas NMOBTOPSEMOCTb), R
(MexxnabopaTopHasi BOCNPOM3BOAMMOCTb) U A
(owmnbka unu 6e30WMOOYHOCTL). OTW LaHHbIE
MUMEITCS B KaXKOOW OpraHv3aumm.

BbilLle, MeToAbl

OTW AaHHble HarNagHO 4EMOHCTPUPYIOT, YTO No
TOYHOCTHBIM XapakTepucTukam TeTpadeHnn-6op
(tetraphenylboron) meTog npesocxoguT opyrue
MeToAdbl aHann3a.

2.3 OueHKa npaBUNILHOCTU
Nosly4YeHHbIX pe3yrbTaToB

Bce Tvnbl MeTogoB perynsipHO NpoOBeEpPSATCH Ha
NPaBUIIbHOCTb WX Pe3ynbTaToB C MOMOLLbO
nccrneaoBaHus OMbITHbIX ob6pa3suos "
MexrnabopaTopHbIX UCTIbITAHWIA.

24 [Ownana3oH / NpMMeHNMOCTb

Mo onpepeneHuto, mMatpuua ANs  XIOPUCTOrO
Kanus,  ucnonb3yemoro  ans  yaobpeHun,
orpaHudeHa 0o 99% pacTBOPUMbBIX XNOPUAOB U
0-1% pacTBOpMMbIX B BOAE COCTABOB, TakMX Kak
aHrMapuT, JONOMMUT, CMEKTUT 1 OKCUA Xenesa.

2.5 SHE oueHo4Hasa maTpuua

Mpynna MeTop Puck gns Akonornueck
Oe3onacHo . o
* M pUCK
cTn
STPB paBuMeTp |HWU3KMI HU3KNI
MYECKUN
TUTPUMETP | HU3KNA, HU3KUN,
MYeCKUn BbICOKWUI NpW | BbICOKUI
1cnonb3oBaH | npu
nun ncnonb3oBa
dopmanbeger | Hun
noa dopmanbge
rmga
doTomeTpus| Okcanat / |BbICOKUNA, HU3KUN
nnameHu Lwntpat BbICOKWUIA Npw
cxaTom rase,
BO3MOXHOCTb
B3pbiBa
ICP-OES OkcanaT/ | yMEpEeHHbIA | HU3KWUiA
Lwntpat , oKaTbln
ras
YMEpPEHHbIN
, acdukcus
ATOMHas OkcanaT |BbICOKUNA, HU3KUN
abcopbumoH cXaTbli ras
Has BbICOKUN,
crnekTpomeT BO3MOXHOCTb
pusi B3pbliBa
PeHTtreHoBc [®nyopecue |yMepeHHbIA, | HU3KuUiA
Kas HUMSA acgukens
CreKkTpomMmeT YMEPEHHBIN,
pua MOHN3NPYIOLLL
€e 13Nny4eHne]
MepxnopaTt BbICOKWUM, BbICOKWUIA,
oKucnuTenb | BO3MOXHa
TOKCUYHOCT
b
* besonacHOCTb: MNPUCYTCTBUE  YMEPEHHOro
unu BbICOKOIro pucka TpebyeT

OONONMHNUTENTbHOIO TeXHUYECKOro KOHTpPOJIA U
mMep no obecneyveHnto 6esonacHoOCTH

** JKonorna: peareHTbl U 0TXOA4bI

MeToa nepxnopar

MeTtog nepxnopaTt obnapaet OfHUM
CyLLLECTBEHHbIM HeOoCTaTKoM, KOTOpbIN
3aKr4yaeTcd B NnpuMeHeHun TOKCUYHOIO

peareHTa - CONSAHOM KUCMOTbI, YTO npuBOoaAUT K

obpa3oBaHMiO  okMCnuTenew  (NepxropaTos).
Mcnonb3oBaHue 3TOrO meToaa He
pekoMeHOyeTCcsa WK3-3a ero  BPeAOHOAHOro

BUAHNA HA 3KOJ10IMt0 1 300poBbLE.
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Mepbl NpeaoCTOPOXKHOCTU

BesonacHocTb ABNSETCA Ype3BbIYaNHO BaXKHbIM
acnekTom nobon nabopaTopHoOW AeATENbHOCTY.
Takum 0Opa3oM, OOIMKHOE BHUMAHWE OOJMKHO
yoenaTees obecneyeHuto ©e3onacHocTn
nabopaTopHbiX  npoueayp,  UCMOMb3YHLMX
Takne CpeAcTBa KaK >KMOKOCTHasd Xumudeckast
obpaboTka, nnameHHas aTomHas abcopbums, u
CneKkTpooToOMEeTPbl  MHOYKTUBHO  CBSI3aHHON
nnasmbl (ICP). BO3MOXHOCTb BO3HUKHOBEHUSA
BbICOKOTO U YMEPEHHOro  pucka,  Kak
onpegensietca  maTtpuuen  SHE, MOXHO
3HaYUTENbHO MOHM3WTL. [ns 3Toro Hago
BHEAPATb TOYHbIE U [OOKYMEHTMPOBAHHbIE
nporpamMmmbl OeWCTBUA Ha pabodyem mecTe U
UMETb KBanMULMPOBAHHLIN  labopaTopHbIN

nepcoHar. SkmnupoBka COBPEMEHHBIX
TEXHOMOrMM  4Yacto  OblBaeT  OCHalleHa
[OOMOMHUTENBHO  BCTPOEHHLIMU  3aLLUTHLIMU

Mepamu anga obecneyeHnsa 6esonacHocTuU.

MpaBunbHbie MeToabl obecneyeHus
©e3onacHOCTM [OIKHbI, B MpuHUMNe, ObiTb
HeoTeMNEMON 4YacTbld Bcex JlabopaTopHbIX
npouenyp W wucnonb3oBaHus obopyaoBaHus.
Mpw NpaBUNbHOM NPYMEHEHNMN, OHU
obecneunBaloT Ge3onacHoCTb MNpu 0OpaboTke
TOKCUYHBIX XUMWYECKMX BELLECTB, TakMX Kak
dopmanbaerng. CoBpeMeHHble npubopbl Anis
aTtoMHoM abcopbumm obnagatoT BCTPOEHHBbIMU

Mepamm ans bonee 3P PHEKTUBHOIO
obecneyeHns  6esonacHocTM. 3T Mepbl
BKIHO4aroT OEeTEeKTOopbI YTEYKN rasa n

WHOMKaTOPbl HapyLleHUs repMeTUYHOCTH, ecnu
rasbl CMelUMBaloTCA HenpasunbHo. [pu paboTte
C MHAYKTUBHO cBsidaHHoM nnasmon (ICP) n npu
WHEPTHbIX yTeykax rasa, AaTyMku coaepxaHus
rasa moryt obecneunTb 3awmTy aTMocdepHoOro
BO3dyXa, YTO B CBOW ouepedb obecneumsaeT
3aLNTy 300pOBbS paboumx.

2.6 Mcnonb3oBaHue U obLlee
npusHaHue

Bce npoaHanuaupoBaHHble MeToAdbl SBMASHOTCS
LLUMPOKO MPUHSATBIMW U LUMPOKO MPUMEHSIEMBIMMU.
Mcnonb3oBaHne wmetoga STPB Haubonee
pacrnocTpaHeHo. ATOT MeTop, ynoTpebnseTcs Bo
BCeX CTpaHaX - I'IpOVI3BO,D,I/ITeJ'IF|X XJ'IOpI/ICTOFO
Kanusa, 3a WckndeHuem oaHon. OH Takxke
ucnonedyerca B  OOMbIMHCTBE CTpaH MU
pPEernoHos, ABNAIOLLMXCA KpYMHEeRLWMmMm
noTpebutensamu notawua.

2.71 [NotpebHOCTbL BO BpEMEHU

He cywecTByeT HMKaKkux OaHHbIX O BPEMEHM,
HeobxooMMOM NS NPOBEAEHUS] TECTUPOBAHUSA
METOL0B, NepeYnNCrieHHbIX B npunoxennn 1. B
HEKOTOpPbIX Ccny4yasax, HeobxoguMmMo NpOBOAMTL
napannenbHble TecTbl Ans r (NOBTOPSAEMOCTH),

4yToObl  NPOAEMOHCTPMPOBATbL  AONYCTUMYHO
pasHuly (B abcontoTHbIX  MpoueHTax) B
3HaYeHusIX, NONy4YeHHbIX c MOMOLLIbIO

napannenbHbix TecToB. [lpu wmcnonb3oBaHUK
HEKOTOPbIX METOLOB, U3MEPEHUs MPOBOAATCA
aBTOMaTU4YeCKM, B TO BpPEMSI Kak MoaroToBka
npo6 npomsBoguTCs BPy4YHY0. B CBA3M C 3TuM,
MeToabl He MoOryT ObiTb AOMKHbIM 00pasoM
OLl€HEHBbI, UCMOMb3Ys KPUTEPUIA BPEMEHN.

2.8-9. CnoXHocCTb U CTOMMOCTb

CrnoxHOCTb  MCMONb30BaHUA MeToda W ero
CTOMMOCTb  ONPeAensaTcs psagoM  akTopos,
KoTOopble BKOYAOT nepBoHavarnbHble
KanuTanoBnoXeHus, TPYAOBble 3aTpaThl U LiEHbI
Ha CbIpbE, KOMNM4ecTBo TecToB "
NPOAOIMKUTENBHOCTL TECTUPOBaHWSA, a Takke
KBanumKaumMoHHble TpebosaHus K
nabopaTopHblM  uccriegoBatenam. [lockonbky
3TM  (pakTopbl  pasnuMyHbl B PasnnyHbIX
nabopaTopusix, AaHHble MeToAdbl He MOryT ObITb
OOIMKHBIM 0Opa3oM OLeHeHbl, UCMofb3ys 3TOT
KpUTEPUN.

2.10. [OwuHamun4yeckunin gnanasoH

Bbino  ycTtaHOBNEHO, 4TO  KanuMbpOBOYHbIE
KpuBble, pas3BedeHNs W 4YyBCTBUTEMbHOCTb
ABNAOTCA npuemMnemMbiMm ansi YPOBHS
HYTPWEHTOB.

3. HAUNYYLLUUE

NMPAKTUYECKHUE
PEKOMEHOALN
Pabouas rpynna IFA no npuBegeHuio B
COOTBETCTBME  METOAOB, NpoaHanu3npoBaB
KayecTBO MeTogonorMM Aang onpegeneHuns
cofepxaHus Kanwus, npegocraBngaet
cneayowmne 3aKknioyeHns:
1. Tlocne cpaBHEHWs  LWECTM  OCHOBHBbIX
aHanNUTUYeCKNX MEeTOAONOrnmn,

TeTpadeHun-6op (tetraphenylboron) metoa
(kak B CBOEWN rpaBMMETPUYECKON TaK U B
TUTPUMETPUYECKON Bapuauunmm)
peKkoMeHayeTcs Kak Hanbonee
3O PEKTUBHBIN U NPeANOYTUTENBHLIN METOS
onpefenennst cogepXXaHust Kanus.
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2. TeTpadgeHun-6op (Tetraphenylboron)
MEeTO LUMPOKO WCMONb3yeTcss BO BCEM
Mupe M obragaet AaHHbIMU, UCXOLALLMMU
N3 KOmMbLEBbLIX TECTOB (MexnabopaTopHbIX
nccneposaHui). B nepuoge mexagy 2003 n
2008 rogamn, B CeBepHon Amepuke,
Poccun, benopyccum wn B EBpone
npoBoANNNCh KpynHomacLuTabHble
MexnabopaTopHble ncnbiTaHns
rpaBUMETPUYECKON U TUTPUMETPUYECKOMN
Bapuauui. [laHHble pe3ynbTaThl KONbLEBbLIX
TecToB (MexrnabopaTopHLIX NCCeaoBaHWIN)
NpegocTaBum JocTatouHble n
OObEeKTVBHbIE [dOKa3aTenbCcTBa TOro, 4TO
3TV BapuaHTbl SBNSAKTCA afeKBaTHbIMU U
NpeanoYTUTENbHBIMM METOAaMU KOHTPOSIS.
STPB MeTogororus He TpebyeT
OOMOSNHUTENbHBIX  AaHHbIX  KOMbLEBbIX
TECTOB Ansi NPOBEPKN METOL0B.

3. Paboyasa rpynna IFA no npuBegeHunio B
COOTBETCTBME METOOOB CUMTAET, YTO Npwu
OTCYTCTBMM  CEpbe3HOro  pucka  and
BesonacHocTw, 3KOMOrMM WU 300pOBbSA, a
Takke pacxogoB, CBSI3aHHbIX C paHee
NPEYNCNEHHBIMU pPUCKaMK1, Takue KpuTepum
Kak "cTaTyc meTogonorun" "
"cTaTucTmyeckas oueHka" ByaoyT cumtaTbes
Hanbornee BaXHbIMWU NpU  OMNpeaeneHnm
paHra metoaa.

4. B cnyyae, ecnm B [faHHOe BpeMs Ha
OonpeaenéHHOM pblHKE He MCNonb3ylTcH
STPB rpaBMMeTpuyecKne n
TUTPUMETPUYECKMe Bapuauuu,
pekoMeHOyeTCa  3akmnioynTb  JOroBop O
COTpyAHUYecTBe c Hes3aBVCUMOK
KOHTPOMVpPYIOLLEN OpraHusaumen, Kotopasi
CMOXET nNpOBECTN KBannUUUPOBaHHbIN
STPB aHanus.

5. MeTtoabl STPB 6binu BBEAeHbI B Ka4yecTBe
MexayHapoaHblx ctaHaaptoB I1ISO 5318 un
CEN EN 15477 (rpaBumeTpuyeckuit) n 1ISO
5310 (TTPUMETpUYECKUiA). Cratyc
TeTpadeHnn-6op (tetraphenylboron)
MeToda $SBMASETCAd CaMblM BbICOKMM MO
CPaBHEHUIO C OPYrMMKU NsTblo 6a3oBbIMK
MeTodamu.

6. Pabouyasa rpynna IFA no npuBegeHuio B
COOTBETCTBME METOAOB PEKOMEHAYET, YTO C
uenbto obecneyeHus nony4eHusi
nocnegoBaTenbHbIX n HaEeXHbIX
pe3ynbTaTtoB, Bce nabopaTopuu LOSKHbI
cneposath "PykoBogawmum npuHumnam [FA
no obecneyeHuto nabopaTtopHOro kavyectea"
(IFA  Laboratory  Quality = Assurance
Guidelines).
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Mpunoxexue 1

Cratuctuyeckume pesynbtatbl Marpyaep (Magruder) mexxnabopaTopHbIX UccrieaoBaHUM, HanpaBrieHHbIX Ha onpeaeneHue
BbICOKOKa4e€CTBEHHOCTU KaNUnHbIX BbIOOPOK, > 60% K0 ¢ 2003 no 2008 ron

Howmep 200804 200512 200310 200306
BbIOOpKU CpegHee
CpenHee CpenHee CpenHee CpegHee [cTaHAApPTHOE
Ucnonb3syembit | Homep ctaHpaptHoe | Homep cTanpaptHoe | Homep crtanpgaptHoe | Homep ctangapTtHoe |OTK/TOHEHWE
meTon aHanusa OTKNOHEHMe | aHanu3a OTKNOHeHWe | aHanu3a OTKNOHEHMe | aHanu3a OTKNOHeHue R
R R R R

STPB Okcanar 15 0.34 17 0.44 21 0.52 21 0.67 0.51
doTomeTpust
nnaMmeHu 4 1.12 4 1.34 6 0.28 6 0.43 0.71
Okcanat
doTomeTpust
nriamMeHu 8 0.78 7 1.19 6 1.10 6 0.82 0.97
LuTpar
ICP-OES Uutpar 9 0.86 4 1.16 7 1.49 6 0.71 1.04
ICP-OFS 6 115 5 1.56 7 0.67 6 0.98 1.05

Kcanat
AAS Okcanar 9 0.99 12 2.02 12 1.57 12 1.09 1.45

PeHTreHosckasi
CREKTPOMETPMS [aHHble oTcyTCTBYIOT
Mepxnopat [daHHble oTcyTCTBYIOT
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MpunoxeHwe 2

CeopHas Tabnuua meToAoB onpeaeneHus cogepxarusa K,O kanus, nocTaBnsieMoro B pa3fnyHbIX CTpaHax

MeTogb! / TeTtpadeHun-6op (tetraphenylboron) MeTop pacyeta PeHTtreHoBckas doTomeTpus ATOMHas MeTopn (ICP-OES)
OLIEHOYHbIE MeTof, (pasnuunTenbHbIn) CMEeKTpPOMETpUs nnamMmeHu abcopbumoH nepxnopar
KpuTepum Has
crnekTpomMeT
pusi
Crartyc metoga | EC: pervoHanbHbii ctaHgapt CEN/ TS Poccusa / Kanapa: "SPPA Bpasunus: Yunu: Poccusa / CLUA: ICP
15477 Benopyccus: cTaHgapTHble HOpMaTUBHbIE otcytcTByeT | Benopyccus: umTpaTt
pernoHanbHbIN aHanuTnyeckune npasuna ANDA B HanNn4mMm pernoHanbHbIn
EC: pervoHanbHbIi cTaHaapT - ctaHgapt STO npoueaypbl crtaHgapt STO FepmaHus:
pernameHT (EBponeiickoro SPEKS TecTuposaHus", CLLUA: AOAC CLUA: AA SPEKS VDLUFA 5.2.3
3KOHOMMYEeCcKoro coobLecTsa) 004-2006 Bepcus 1.0; HOsIOPb | odmuManbHbIN okcanat 004-2006
2003/2003 dd. ot 13 okTs16psa 2003 no 2006 ropa. Kanun u | metop 983,02
yaobpeHusam, metog 4.1 Kanapa: SPPA peHTreHoBCKas Kanun B Unaus: "Mprkas
"CtaHpgapTHble dnyopecueHLus yao6peHusix - 0 KOHTpone
Poccus | Benopyccusa: GOST 20851.3- | aHanuTu4eckue (XRF), nrameHHo- yaobpeHun",
93 (CIS); permoHanbHbIN cTaHgapT npouenypsbl”. npakTuyeckuns hoTOMETPUYECKUN 1985
STO SPEKS 004-2006 Bepcus 1.1: aHBapb PEHTIreHOBCKas meTon, (py4How
2000 "Kanun B cnekTpomeTpus, 2- | cnocob unu U3paunns:
KuTait: HaumoHanbHbIn ctaHaapT GB CBeTNbIX € n3gaHue, P: aBTOMaTU4YECKUI “MepTBOE MOpE
6549-1996 HedTenpoaykTax" IxeHkmHe n WJT Oe | cnocob) nepBhbii — paboTbl”,
®puc (Potassium npouecc 1983, npouenypa Ne
Fepmanusa: VDLUFA 5.2.1 Uspaunb: by XRF, Practical 3aBepLuaroLnii 16.13.47
MHopmaLms X-ray npouecc 1985
Kanapa / CLUA: SPPA "CtaHgapTHble oTCyTCTBYET Spectrometry, 2nd
aHanuTnyeckue npoueaypsl”. Bepcus edition, R. Jenkins | CLLUA: AOAC
1.1, nionb 1996 roaa. & J. L. De Vries); odouumanbHbli
Kanuin B KCI. BeeneHue B meToa 955.06
AOAC:"OduumansHble MeToabl PEHTrEHOBCKYH0 Kanwii
aHanusa", 1990. 15-e usgaxwne, 958,02 cnektpomeTpuio, P. | yooGpeHusx -
[xeHkmHC (An nnameHHo-
CLUA: Kanuii B KCI. Introduction to X- doTOMETPUYECKUN
AOAC:"OduumanbHble meToabl ray Spectrometry, MeToz nepsbiv
aHanusa", 1990. 15-e usganue, 969.04 R. Jenkins) npouecc 1955
Bpa3unusa: HopmaTuBHbIE NpaBuna Manaiizus:
ANDA Mananaumnckmin
CraHgapt MS
Noppauus: APC craHgapTHble CraHpapT 417,
onepauvoHHbIe npoueaypbl (Ha OCHoBe YyacTb 5, 1994
AOAC 1970) ("Ananu3a
ynobpeHuin", yacTtb
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UHpua: "Tpukas o KoHTpone
yaoobpenun", 1985

Yunu: AOAC:958.02

5: "MeTtog
onpegeneHus
Kanus - nepeas
penakuus"). Metoq
nnamMeHHon
doToMETPUMN 4N
onpegeneHus
cogepxanusa K20 B
rOTOBOW NPOAYKUMM

KeHus:
HaLWOHarnbHbIN
cTtangapt KS

350:2007 ICS
65,080
Uspaunb:
nHopmMaums
oTCcyTCTBYET
MeTponornyeck | EC: EN 15477:2009 - Poccusa / MeTponorunyeckas Bpasunus: CLUA: AA Poccusa / CLWIA: umtpar
asgoueHkar, R, | r u R npuBegeHbl ToNbKo AN ABYX Benopyccus: oLeHKa: mMeTpororuyeckas okcanaTr = Benopyccus: ICP -
A_ KOHUeHTpauun, 16% 1 24% K.O MeTporormyeckas r<0.10% KO oLeHKa 0.70%, R = npovsseaeHa r=0.37%,R=
oLeHKa OTCYTCTBYET 1.45%, A He | meTponorudecka | 1.04%, A
EC: 2003/2003 — meTponoruyeckas npegocrtasnseTcs npuBOANTCA | A OLEHKa oTCyTCTBYET
OLleHKa OTcyTCTBYeT ansi Bcex CLIA: AOAC
AunanasoHoB K 983.02 — Uupusa: FepmaHus:
Poccusa / Benopyccus: r, R, A KOMIMOHEHTOB, r=041%,R= MeTponornyecka | MeTtponoruyec
npuBeneHbl Ans BCero gvanasoHa nognexaiimx 0.85%, A He A1 oLeHKa Kas oLeHka
namepeHuto (NaCl, npuBoauTCst oTcyTCTBYET oTcyTCTBYET
Kutan: npuBoguTcs 0gHO 3HA4YeHue r, MgCl,.6H,0,
95% KCI CaS0qy, CLWIA: AOAC U3paunnsb:
HepacTBOPUMBIN 955.06, MeTtponorunyecka
Flepmanusa: r=0.11%, R = 0.40%, octaTok, H,OnT.4.) A OLleHKa
A oueHKa oTcyTCTBYET KeHusa,Manansus: OTCYyTCTBYET
OTtcyTcTBYHOT
Kanapa / CLLA: AOAC: 958.02 — MeTporormyeckme
r=0.16%, R = 0.51%, A He npuBoguTca | Canada: JaHHble
MeTposormyeckas
CLUA: AOAC: 969.04: meTpornornyeckast | oueHka:

OUeHKa OoTcyTCcTBYyeT

Bpasunusa, Yunu, Unauna, UopaaHus:
MeTporormyeckasl oLeHKka oTCyTCTByeT

r<0.10% K20
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Onpepnenexuve EC: EN 15477:2009 — Poccus / MpaBunbHOCTbL Bpasunus, CLUA: HeussectHo | Poccus / CLUA:
NpaBUNbLHOCTH Npon3BBOANTCH NPOBEPKa NOMy4eHHbIX Benopyccus: Nony4eHHbIX AOAC 983.02, Benopyccus: HewussecTHo
nony4eHHbIX pe3ynbTaTtoB NpaBUNbHOCTb pe3ynbTaTtoB 955.06 npaBUNbHOCTb
pesynbTaToB npoBepseTca Ha OOMKHa ObITb B npoBepseTcd Ha
Poccus | Benopyccus: npaBunbHOCTb OocHoBE avanasoHe 1,5 KeHusa,Manansus: ocHoBe FepmaHus:
NPOBEPSIETCS HA OCHOBE HALMOHAmNbHbIX | HaLMOHAamNbHbIX CTaHAapTHOro NpPaBUIIbHOCTb HaLMOHaInbHbIX NpaBuIbHOCTb
ctangaptoB KCI ctaHgapTtoB KCI OTKITOHEHUS OT nony4yeHHbIX craHgapTtos KCI Nony4eHHbIX
AaHHoro obLero pe3ynbTaToB He pesynbTaToB
Kutan, l'epmanuns, EC: 2003/2003 — Kanapa: cpefHero 3HayeHusi | npoBsepsieTca Unausn: He
NpPaBWbHOCTb MOMYYEHHbIX BHyTpunabopaTopHa NpaBUNbHOCTb nposepsieTcs
pes3ynbTaToB He NpoBepseTcs an NonyYeHHbIX
mexnabopaTopHas pesynbLTaToB He
npoBepKa TOYHOCTU npoeepsieTcs
Kanapa / CLUA: AOAC: 958.02 — Uspaunb:
NPaBUIIbHOCTb MOSTYYEHHbIX NpaBuIbHOCTb
pe3ynbTaToB A0MKHA ObiTb B AMana3oHe Nony4YeHHbIX
1,5 cTaHOapTHOro OTKMOHEHUS OT pesynbTaToB He
AaHHoro obLuero cpegHero aHa4yeHns nposepsieTcs
Bpasunusa, Yunu, Unaun, NopaaHus,
CLUA: 969.04:
NPaBUIIbHOCTb MOMNYYEHHbIX
pe3ynbTaToB He NPOBEPSIETCS
[OnanasoH / EC: EN 15477:2009, Poccusa / 58-62% K0 Bpasunusa, KeHusa, | CIIA: Poccusa / CIIA: ICP
NPUMEHUMOCTb EC2003/2003, Uugna, NopaaHusa:0- Benopyccusa: 92- Manansus, CLUA: 2-63% K20 Benopyccus: uuTpart —
99% KCI 99% KCI AOAC 983.02, 92-99% KCI 2-63 % K20
AOAC 955.06: <
Poccus / Benopyccus: 92-99% KCI Kanapa: 63% K20 Wuaus: He
> 62% npegocraensetc | NepmaHua:
Kutan:: 95% KCI K20 S, HO 0.5-63% K20
npegnonaraeTcs
FepmanHusa: ~60% K>O 95-99% KCI
Kanapa / CLLA: SPPA —58-63 % K>O U3paunb: 96-
99% KCI

Kanapa / CLUA: AOAC: 958.02 & 969.04
- 2-63 % K20

Yunu: 2-63% K0
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3poposbe / Mepbl obecneyeHunst 6e3onacHoCTH, Mepbl obecnedeHnss | TpeboBaHus Mepsbl Mepsbl Mepbl Mepbl
aKonorus XUMUYeckmne nabopaTropun He SOIMKHbI ©6e3onacHocTy, ©e3onacHocTn ana | obecnevyeHus obecrneyeHn | obecneyeHus obecneyeHus
MCNonb30BaTb 0COO0 TOKCUYHbIE XUMUYECKMNE XUMUYECKNX 6esonacHocTm ansa | 4 ©e3onacHocTu ©e3onacHocTu
peareHTbl nabopaTopun He naboparopui. XMIMUYECKMX 6e30nacHOCT | AN XMMUYeCcKnx | Ans
OOMKHbI CneuwnanbHble naboparopun npu n ans nabopaTopun XUMUYECKNX
ncnonb3oBaTb Mepbl MCMNOMNb30BaHWM xumMmuyecknx | CneumanbHble nabopaTopun
0c060 TOKCUYHbIE NpenoCcTOPOXXHOCTU | CXKaTbIX nabopatopu | mMepbl npu
peareHTbl HeobxoanMbl B OrHeonacHbIX rasoB | W NpegoCTOPOXHO | MCMOMb30BaHM
CBSI3N C CneunanbHbl | CTK n ICP-OES
npYMeHeHnem € Mepbl Heobxoavmbl B
PEHTIEHOBCKOro npeaocTopo | CBs3U C
o6opyaoBaHus XKHOCTH NpUMEHEHVEM
Heobxoaumbl | HCIO4 (cunbHas
B CBSI3M C KucnoTta)
npuMeHeHne
M AAS Nnpusn:
Mpumenexne
CH3OH (ag)
npegycMoTpeHo
Mcnonb3oBaHne | [a Oa Het Oa Het Oa Het
1 oGLuee
npu3HaHve
MoTpeGHocTb BO | [laHHbIe OTCYTCTBYIOT [aHHble [aHHble [aHHble [aHHble [aHHble [aHHble
BPEMEHM OTCYTCTBYHOT OTCYTCTBYHOT OTCYTCTBYHOT OTCYTCTBYHOT | OTCYTCTBYIOT OTCYTCTBYHOT
YpoBeHb PerynsipHbIn MeTO4 XMMUYECKOro PerynspHbin metoz WHCTpyMeHTanbHbl | VIHCTpyMeHTanbHbl | MIHCTPYMeHT | PerynspHboiv WHcTpymeHTan
CMNOXHOCTU aHanusa XMMUWYECKOro 1 MeTon aHanmaa. 1 MeTo[ aHanu3a arnbHbIN meTop, bHbI METOq
aHanu3sa CnoxHbIn MeToq XUMMWYECKOro aHanu3sa
(ncnonb3yetcs aHanusa aHanusa CnoxHbIN
npeccuHr KCI) CnoxHbIn
CtommocTb / CrangapTtHas nabopaTtopHas CraHgapTHas TpebyeTcsa TpebyeTcsa TpebyeTcsa CraHgapTHas TpebyeTtca
Hanuuve nabopaTopHas crneunansHoe crneunansHoe crneunansHo | nabopaTopHas cneumansHoe
obopypoBaHue obopypoBaHue e obopynoBaHue
obopyaoBaH - ONTUYECKNIA
ve 3MUCCUOHHbI
—AA cnekTpomeTp ¢
cnekTpogoT WHAOYKTUBHO-
omeTp.OTHO CBSI3aHHOM
CUTENBLHO nnasmon.OTHO
Aoporon CUTENbHO
Joporown
OuHamnyeckun | CooTBETCTBYOLLMIA CooTBeTcTByOLWNIA CooteetctBytowmii | CootBetctBytowmin | CootBetctBy | CooTtBeTcTBytOL, | COOTBETCTBYHO
[unanasoH owumn nmn 7Y
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MpunoxeHwe 3

KonbueBble mexnabopaTopHble uccrnenosaHus B Poccuu u benopyccum, 2004-2006 roabi:
pacyeT xapaKTepuUCTUK OWKNOKKU Ansa nuamepeHnss MaccoBOW A0NM Kanus
(rpaBumMeTpuyecknn metop tetpaceHun-6op (tetraphenylboron))

Pe3ynbTaTbl KOMNLIOTEPHOrO pacyeTa TOYHbIX XapaKTEPUCTUK ANA CTaHAAPTHLIX 06pa3LoB XNopucToro kanus, 92-98%

YpoBeHb J yll S2r S2L S2R Sr SR r R
1 92.57 0.031278 0.025034 0.056312 0.1769 0.2373 0.5 0.7
2 93.19 0.028703 0.029494 0.058197 0.1694 0.2412 0.5 0.7
3 93.59 0.028185 0.264785 0.292970 0.1679 0.5413 0.5 1.5
4 96.06 0.027970 0.124137 0.1521067 0.1672 0.3900 0.46 1.08
5 98.75 0.015272 0.099708 0.1149800 0.1236 0.3391 0.34 0.94
OpHopoaHoCcTb Aucnepcun B cooTBeTcTBUU € KpuTtepuem Koupan (Cochran):
V=5 f=5
S2r BbluncnexHna C = | 0.238 S2R Bbluncnenna C = | 0.434
Tabnuubl C = 0.544 Tabnuubl C = 0.544
Sr= 0.1621 r= 0.4
SR = 0.3673 R= 1.0
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[NpunoxeHve 4

CraHpapTHoe oTknoHeHue ana 39 BbI6GOpOkK xnopucrtoro kanus (>60 % K;0),
npoaHanuanpoBaHHbIX nNpu nomoum SPPA nporpammbl oomeHa obpasuoB (SPPA
Sample Exchange Programme) ¢ 2003 no 2008 rog

Npentudmkarop | UpeHtudmkarop | UgeHtndmkartop | CraHgapTHoe
BbIOOPKHM BbIOOPKMU BbIOOPKHU OTKNOHEeHue
K-312 0.249 K-338 0.235
K-313 0.086 K-339 0.192
K-314 0.094 K-340 0.111
K-318 0.098 K-341 0.128
K-319 0.071 K-342 0.200
K-320 0.156 K-343 0.363
K-324 0.346 K-345 0.298
K-325 0.381 K-346 0.201
K-326 0.323 K-347 0.172
K-327 0.205 K-349 0.270
K-328 0.136 K-351 0.184
K-329 0.088 K-352 0.177
K-330 0.199 K-353 0.156
K-331 0.167 K-354 0.094
K-332 0.143 K-355 0.106
K-333 0.181 K-356 0.086
K-334 0.156 K-357 0.138
K-335 0.159 K-358 0.099
K-336 0.280 K-359 0.136
K-337 0.140 cpenHee’ 0.183
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Cnucok nutepartypbl

1. Magruder Check Sample Programme; North America, www.magruderchecksample.org; 2003-2008.

2. Saskatchewan Potash Producers Association (SPPA) Round Robin Programme; Saskatchewan Potash
Producers Association, Canada; 2003-2008.

3. International Fertilizer Industry Association (IFA) Laboratory Quality Assurance Guidelines; Paris, France;
www.fertilizer.org; September 2009.

4. European Committee for Standardization (CEN), http://www.cen.eu/cenorm/homepage.htm; Brussels,
Belgium; January 2009.
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