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[E B 705i A PERE M OB & 25 Te i, FeSEIZFH VT ISO/NEC 17025:2005 (IS Q 17025:2005) V D Hizk
FIHEZE U EGR O E MR OB 2 T EEA ST, ISONIEC 17025 T, EFE - EZE Mk
S GRS NI TR RE T HIEEERL TS, — 0, SWE ORI WD T EE R, 2
EWEECTHRE T 20 TIdeL, —EDHYE (criteria) 272 T HTE201E, WA TEEEL TWD. OB X T
(3774707 « 77 v—F (Criteria Approach) IV TEY, (LB E & FBINICHIE T 25 HTiEORHIEIC
WHCELIENT—T I/ ARBRICBVWTAEIN TS, BMEHREL TWEI—T v ASHTEOME
REBLYEIZBE 3 DEMERE E DI DHARTA 2N T P, B, K, & FIRENRESIL T,

LU A5, JEEIO BRI CE RSN OPERERLHEIE, RS SITERADT20, Fi R ET DL ERHY, i
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AEEH M (1992 4ERR) ¥ O Feikk A & 2 72 I ILE & FIREA S Qe iz, Zibo
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L THESILTOD TR (SI0,) > O D9 h AIVETEIT W R (S SI0,) D 5o b IV T MED KSR S S O M e Z R A
L7=OTHET 5.
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BROBRFTL 7223, SRR ATATE O ER (S-SI0) EL T B R 1 %Ll FORIERETHY, ARBRICIT
I CTE otz Fie, AIEMET VR (SSIO) 25 A T 0k EM B DO A FHINEE Tho7z. 22T, fis
WO ERERERND OB U TR S AL T AEES WA IR BNV 4 O TR L, 212 pm O 55\ V%
EHELTFLEWERAE DD, SISO R EMETOER (S SI0) OEA &ZHFEL, WiiiBEL TOHIREIORLS
FIEEDEICER 2DERVHIELEAL, FIRETVEE (SSIO,) ELTHE &% 2 %~40 %& A3 55l 23l
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2) EFBERURER

(D) TEEEERVIESHE: =S 8E RS 12
(2) Fyh7L—h: HEEY NP-6

(3) 7AEL—X—: ASONEAS-01

(4) EHE =L yh: HHEE T T2 APB-620

K1 WEORBICH 5%

il 32 ak 3% NS Yy 7y S

G Kk AR SOTFEEA (B 1HAA
0lE T IKEIL L A— KT Kt —ifk Y AR AR s A
IRER IV I JIS K8617 H5k IREE T LS T MR e
PRIV PRI NT IR R EEHL

Vi e/ SVAY NS v S IL Y| JIS K8995 4k fii i 5 Ak i~

#2  ABRICHWEZREIOR A EIS (EED=R %)
i 5 3k e . Er;%@iﬁﬁ R . T T PR AR A AR
SSi0-40 SSi0:-25  S-Si0:-10 S-Si02-2

AR —IKFE TV T K F 7 8 8
EREETI LT 2 11.4 30 34.84 52.57
IR 88.6 55.38 22.16 4.43
Wil ~ 7 32 7 BRI 7.62 35 35
S SO H & 40 25 10 2

3) HEDRAR

(D 7K: AKEHIEEE (Merck Millipore Elix Advantageb) & FV TR BLL 72 IS K 0557 [ZHLE 95 A3 FH Y
DREF AL

(2) 0.1 mol/L~0.2 mol/L KE&{t. N AR : KK 30 mL 2RV =F L UHIZED, MmEILR5 IS K
8576 (ZHIE T HAKEE(LTRID LK) 35 g 2/ & DX THENL, HieL T 4~5 HRiKELZ. 20 L
% 5.5 mL~11 mL Z AR RIFRERITED, RIEE G E720 7K 1,000 mL Z200Z 7.

(3) Hil#: JSK 8180 IZHIE I 2HRrfk SUILFI %D i E DFEE.

(4) HALAYT L NSK 8121 IZHLE 3 DHFlk IL RS D S E DL,

(5) HALAVDT LVER: JISK 8101 (ZHLETHTH /—/L 250 mL Z7K 750 mL (Zhiz TIRAL, ki
AL 150 g & MA T LTC. FERFEEL TATF VL REEHR (0.1 9/100 mL) i 2 N %, TR D ARl /e b E
THEEEAT FLCRERMELL, 1 H M E® 0.1 mol/L~0.2 mol/L /KE&{L TR LA CHFIL7=.

(6) S b B VT LG : ASK 8815 I[ZHLET D5k AYT 4589 47K 1,000 mL (THALT-.

(7) AF VL oREERR(0.19/100mL) : JSK 8896 (ZHETHAF /L vR0.10g % JISK 810212 ET 5
T )—/1(95)100 mL (ZEAA LT,

(8) Z7x=/—NT7HL P (1g/100mL) : JSK 8799 I[ZHE A7/ —/L 7% 1g% JSK 8102 |
HETHTH ) —/1(95)100 mL (ZIALT=.

(9) ZOfOFRIE: JEEHERBRIEY [ThE T
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FRBR Ay R EBR VR DI H AR ORI T E
AETET VR (S-SIO2) 4.41.a StV LIE (4.1) HiE&(1+23) [aliisizE (30°C)
| Hobratktlg | 1mgECcARETIRT 250 mLIiEA0ED
—¥a e (1+23) #9150 mL [$930 °C]
e TEIR A HAHR D IRE 1 (30~40[al#s /7)) ,
RO 30 C+1°C, 15[
|
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| 6|5@ | 23
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— M A%)10 mL
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| A | A E T304y
|
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| BLIAL | ~—t—%— 300mL,k
oK (i E49200 mMLIZ/2 HE )

| ik | 70°c~80°C

—Tx )=V T ZLA Y (1 g1100 mL) kil
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MSEEI OB IO EE A W CRE A 2R E AT o7,

#4 FEOTEIZ A FEEV O ORE

S T 2 %t
AR o o 2

(%)” (%)” (%)
PLEUN 45.15 0.24 0.5

1) ANEMET R (S-SIO2) 6,5 D )i

2) ERSE

2) EEFHERER

B RTAM A EENE IO T 3 A0 T CRVANET W ER (S-SI0,) DB % i L 7= plifli e 2% 5 1R LT,

AEEHBGRREDIZ W T, IRAERy & (B A T 5 a0y O B/ N ) 226 PE 338 (R Ak 22 S ol A\ 2635 fRFE 2
(AR, TORGEZE | LW ICREH T D2 LA e R (G TR AR 2 BR<) DA E T A L7- 23 (LT, T4
B L)) ICEB ST 0D, KoT, AANETOER (SSI0,) DR FHE SN EE DTSV TR L.
AIEPET VIR (S SI0) EL TEESHE 10 %~40 % A 32 BHZ DWW THIEL 7224, BREHMELTIEME
DFETE 5y %-0.66 %~0.13 % THY, X FHMEIZK T 2EINERIZ, 98.4 %~101.0 % Th-o7-.

ZOZEDD, ZORERIEX, HEAEEO AEEMETOEE (SSI0,) OERFER 7 DRI A 152D+ 53 72 1
SEALTCNDZ LD MRS,

7283, AOACPIZRIT DL~ BT DIEILR O FFAFEIHILIR 10 %~ 100 %Al T 95 %~102 % T

BV, BEDOT-D R LT ZATIEMETOEE (SSI0,) DUV OB ORI RS Z S DR &N TH-o
7.

5 ABHT OAEIET O (S-SIO2) DFRER KL

S mAME R ﬁigk EoRS  EIGE R @Qgﬁ
1) (%) 2) BS) (%) 2) C4) (%) 2) D5) (%) E6) (%) F7) (%) 2) GS) (%)

S-SiO2-40 40 39.34 -0.66 -1.6 98.4 0.1 0.3
S-Si02-25 25 25.13 0.13 0.5 100.5 0.2 0.9
S-Si02-10 10 10.10 0.10 1.0 101.0 0.04 0.4
1) SO ATTEPET U (S-SI02) (& A B (R HiE)
2) F‘ =) /\i
3) 3 PHTRIRO T
4) C=B—A

5 D= (CA)x100
6) E= (B A) X100
7) SROHMTHBROE R
8) G=(F/B)x100
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3) BETERRUEETR

R TR A REZ T 7 S O0MT TRAMETOER (S-SI0,) OB A i L7=f A% 6 1ITRLZ. 72
P, EE PRI GEERE) x10) X, F7o, Mt FHRIET (R 22) x2xt (n-1,0.05) | & FIVCEHLZY.

AYAMETOIR (SSIO0,) OF A EELTHEEDHE 2 %A T HREETRRL, & NRE ORI T RRZ
LizEZh, BE7H 0.3 %L O 0.1 % E L HEE Sz,

e AR DA TE RIS 1O W T B IR PRI O EE (S SIO) D F A TR E 4y O fie/ B ONT
AEASH IR i TR VA2 W CHR B L A IRAEED FIVETE T R (S-SI0,) DIRFECE D/ MEIT 10 %l HES
NTCW5. ZOZEMD, ZORBIEITAERME BT LT MARE, fERAIEEOE A ROFIAZ 52D
437 E B A A L CWA LN MRS

#£6 R T IRMERRBRO (BT Re455 52 %)
e R HeEm
TRRAE TFRRAE"
S-Si02-2 2 1.98 0.03 0.3 0.1

1) Bk o ATEEME T O (S-SIO2) D8 AT i (% 3Hi)

2) TEOHTRROTHE

3) IEUE(FFEX10

4) EWERFZEX2X1(n-1,0.05)

BB maHED  mgmd B

4) EHBRRFRE

IIATIVT T 7 a—F I\ DR E IR M B N EORE DY, RBRIED Z S PEERR D720
DI FFRER O ESGN TR E AT DD, ZOZ LMD, BEROIERRE E & B2 0% Y 35 BRiE
TEIBSNIZBAED R AT HIELL, TNOOMAEE R 7 (R, 728, SN R CIL, 1
PNANER W TR EO T JAE & O S ZAMEE(R 72 (NIQR) 23 A S Tnd. B Y NIQR X IEH
STV TOEEE L O R 22— BT 5.

FAMETOER (S-SIO,) DO HSRfEAVE 45 R 28.25 %~36.15 % T, D NIQR [T £45 3K 0.48 %~0.87 %,
Z ORI B MEREF T 1.3 %~3.1 % Th-olz. 72, aIATETVEE (S-SI0,) OikBR ki D HorRat i
1% 0.80~1.63 Tih~7-.

7255, AOACY IZRBITHIREL ~)VE 8453 100 %K 18 10 %251 D= MBS E O H 2213 2 %% 0 3%
THY, BEDTD LT ZA MO EE (S-SI0,) O ] FF BUH AT HER 22122 b0 H 2 L[FI%ECTh
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KT SR AR
EuN: ER g B NIOR RSDo PRSD HorRat .
sEs  sEomg AR AR TORE S NIQ o or Ratfie

e =5 AP BP2w? ) DY (%) =
SS0:  FEEVTVEREARE 2006 66 33.92 0.60 18 17 1.03
2007 67  28.25 0.87 3.1 19 1.63
2008 68  33.35 0.49 15 17 0.85
2009 69  32.67 0.62 1.9 17 1.09
2010 67  33.52 0.57 17 17 0.98
2011 59  30.69 0.75 2.4 18 1.35
2012 67 3615 0.48 13 17 0.80

1) HRfE

2) HEp=

3) B AZAMEYE(FZE (NIQR)

4) =M ABEEHERZE C= (B/A) X100

5) Horwitzfi& 1E 2 5 5 HH S A7 =8l 3 B e 22
6) HorRatfe E=C/D
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DfERAEFTT-.

(1) FIRPETVEE (SSIO) ELTE SR 10 %~40 %E A T 5B AR LRI E LIZE2 5, EREHEEH
TEAEE D FETE 557 %-0.66 %~0.13 % THY, s FHMIEIT 3 DU, 98.4. %~101.0 % ThH-7-.

(2) AIEEMET VIR (SSIO) ELTHEED R 2 %o AT 2alBh AL, & MRLX ORI TIRAfMRL-
EZA, BESFH 0.3 %KD 0.1 WfELHEES .

(3) Ak RE A PR LY BRI BURS EE AR A L 722 25, AIAMET VR (S SIO) 1, I REAVE &R
28.25 %~36.15 %D #iH TE D/ N AMEHE(F 75 (NIQR) [ f57 3 0.48 %~0.87 %, D = [ - BLFH xH =
R 1.3 %~3.1 % Tih-T-.
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AL DAEEPETOER (S-SIO,) B IEDVERE L EZERL T DB, ZNOORBRAMARIT H 022 B 1Tk bl®
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X ®

1) ISO/IEC 17025 (2005): “General requirements for the competence of testing and calibration laboratories’
(ISQ 17025:2006, [FABRT K O IEMSBE ORE /1IR3 5 — M ER 90 )

2) Codex Alimentarius Commission: “PROCEDURAL MANUAL, Twentieth edition, (2011)
<ftp://ftp.fan.org/codex/Publications/ProcM anual M anual _20e.pdf>

3) EMUKFEMELZEENTE 2 — (FAMIC) : JEHERBR 15

<http://www.famic.go.jp/ffis/fert/sub9.html>

4) JEMOKPERL FRZEBRBEEANDIZERT AT IE (1992 4R0R) , A ALK E 2, H(1992)



AAPESOIRERBRIEOMEREE — 5oL hUY AE— 129

5) NEREKREA T, B 2546 H 20 H, BUn i 198 5, e Rk 18 4F 3 A 23 H, Bi# 51 =
(2006)

6) EMAKES SR EBHRHERAT S8 — 4D “OBEIC ST EMKE R O E T 54 2 A IR 5%
ZERET DM, W59 4E 3 H 16 H, BAMOKPER H /5 695 75, AofEtiE R 11455 H 13 |, RHOKPE
BIERE 704 5 (1999)

7) MEBMEKRE BERD 25 4E 5 H 1 B, VETREES 127 75, A& UeTERak 23 458 A 30 B, VAT 105 5 (2011)

8) AOAC Guidelines for Single Laboratory Validation of Chemical Methods for Dietary Supplements and
Botanicals, AOAC INTERNATIONAL (2002)

9) Codex: “Guideline on Analytical Terminology”, CAC/GL 72-2009 (2009)

10) EMOKPER & EEHEHE I R S &S BB O A EHKZ EDHEOM:, WA 61442 H 22 |, Ak
IKPER /R 284 7, Fefe Tk 26 4F 9 A 1 H, BEMUKER &R 1146 5 (2014)

11) EMAKPER S BB A A TR, B0 2545 6 H 20 H, WA D 64 5, If&UUE Pk 26 4- 9
H 1R, BHKESTH 47 77 (2014)

12) 1S0 13528 (2005): “Statical methods for use in proficiency testing by interlaboratory comparisons’ (JS Z
8405: 2008, [FER T LLi IZ LD HAERBR D 7= DG L))

13) AT ¥E, IR, AN —, BRSO, Gk M, PIL SC, BHRTE, I, 25 32006 4R
FE ANERRS FE A PR 730 o 42 [ el ok 2 F 2 BEE o SR R B BR g O AT, AR ZE A, 1, 138~
151 (2008)

14) EfERE—, IR, FRERERER, JE/K I, R0 52, JF BT, WL oL, BIERE, IR i 2007
R SN BT OREIEREE W R o SRR B OfENT, IEEHFZtEHE, 1, 152~
169 (2008)

15) mfEE—, FRE T, FRERERES, TEAK I, R R, L OL, AR, BURUES 2008 REE Ah
B B A L o> 72 0b o0 A [E Hom e 2 O T2 IR 3[R R BR Rl O SR AT, IEEHIF 2R, 2, 97~115
(2009)

16) J\KFHIR, BEE 7, AEEI 7, TEK B, H BT, K&, AH®RIR, EIRIERK 2009 4FE 44
RS A B O 7200 O A [E @ 2 O T B RO I [FIBRBR AR OFEHT, TEEHIFZE R, 3, 73~94 (2010)

17) KRR, FBE-, FEEE 1, JEK 8, i eie, R, ARG, RIRIER 2010 25 4h
RS B A B 0D 72 0D 0 4 [E] e m e 2 O T2 IR o0 S [ BB RS O SR AT, IEERIF FE R 15, 4, 85~106
(2011)

18) A IETR, EOOAREIE, ANaEDE, P o, i Ete, R, AHERTE, RUUERS 2011 AR Ab
HRIE FE A B D72 60 O 42 [E @ sk A 2 R (R ERBR BORE O f T, AEEHF 74, 5, 68~89 (2012)

19) SHELIE N, ESOARESE, FES o, B, RREESEE, R, BHRTA, RIRUERS 12012 AR 4b
ARG B BT 3D O A2 [E i@ ekt & O Ao L [FRRR AR O T, AEHFZE S, 6, 61~83 (2013)



130 fEEHFZEH#RE Vol. 7 (2014)

Verification of Performance Characteristics of Testing Method for Soluble
SilicicAcid in Fertilizer by Potassium Fluoride M ethod

Yasushi MIYASHITA!

'Food and Agricultural Materials Inspection Center, Nagoya Regional Center

(Now) Ministry of Agriculture, Forestry and Fisheries, Tokai Regiona Agricultura Administration Office,
Food Safety and Consumer Division

We verified performance characteristic of testing method for hydrochloric acid-soluble silicic acid (S-SIOy)
by potassium fluoride method described in Testing Method for Fertilizers. The accuracy of testing method for
S-SIO, was assured from 3 replicate determinations of 3 fertilizer samples containing 10 % ~ 40 % S-SiO, which
were prepared each test. As a result, the mean recoveries ranged from 98.4 % ~ 101.0 %. On the basis of 7
replicate measurements of testing method, the limit of quantitative value (LOQ) was estimated at 0.3 %.
Reported in Research Report of Fertilizer, median, normalized interquartile ranges (NIQR) and relative standard
deviations (RSDg) for reproducibility of S-SiO,, obtained by proficiency testings were 28.25 % ~ 36.15 %, 0.48 %
~0.87 %, and 1.3 % ~ 3.1 %, respectively. These results indicated that this method performance characteristic was
availablein establishing criteria for a determination method of S-SiO..

Key words  criteria approach, silicic acid, potassium fluoride method, Testing Methods for Fertilizers

(Research Report of Fertilizer, 7, 123~130, 2014)



