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1. [ELBIC

E B2 S YEFH o Bh & 23T e b, FREIZH W TH ISO/IEC 17025:2005 (JIS Q 17025:2005) V0 FE sk
FHEZZ B U AGE O E MR OB 2 7R EEMRII TS, ISO/IEC 17025 Ti, [EES - EFHE
ST BED RSN T IEARETHIEEERL QD — 7, SWE OB WD o iE2 B, 2
EEETHRE T 20 TIdeL, —EDHYE (criteria) 272 T /M k201, WA FREEL TWD. OB X T
1£27 747 V7«77 m—F (Criteria Approach) EFFEAVTISY, {LFWE % & BHNTHIE 350 HriEOFHIZ
WHCELIENT—T I/ ARBRIZBVTEREIN TV, BMEMGEL TWDa—T v I ASHHEOM
REHMEIZRE 3 DI MERR E DT DI ARTA LN Li F#F, B, KR, & FTIRENSRESN TN,

LU ss, JEEIORERIEICER SNAMERER L, BSEITRRDT20, IS ETILENDD. T
e, B IR SN EIZ OV TUIZ NS OMREZ A L CIERFERBIEY IOERINEL T\ 5. 72721,
AEEH AT (1992 4ERR) ¥ O Re#ikk A HE 2 2RI ICITE & FIRSAHESh T O ez, Znbo
PERBZ TR T OMENDHD. ZOZEND, FEFHOITADEHEREBRE IS COORERIEDS S, K (CaO) >
VLU THESN TWD AR 2R (T-Ca0), FIIRMER K (S-Ca0) & UAKIEMEA LT 1 (W-Ca0) D7 L— LJR
T RAIEDOEHESFEOMREZHELI-OTHET 5. 72583, S RBBUTEM ICE A T 2KEME VT 2003
(W-Ca) LU RIS AL TV 523, 4 A CIEEE | (W-Ca0) L CRkii3%.

2. MHRUVAE

1) EHOFRR

TRIEL TODIEEHEEIO XA KD & ENTWDBZNNHLHZEND, REORHBIZHI->TIEER 1 ©
LBV RO IR A REEHEEFD RIS 2 JIS HAITHUE S CODEREER kA AWz, 7235, BofRod
ARE IS O TIHREL 7. L CODIERIOBLEEI G A2 S BITEK 2 DLBVREZRAL, AKX (Ca0)
ELTHEEDNE 02 %~20 %a A T5REEFRL7-. £/, A2 KA L THIK (Ca0) L THE &R
0.02 % & A T 5 EH R L 7=

2) XKERUVHFE

(1) JFAWNorEE: AAYY—1L b7 = SOLAAR S4
(2) ~v7: Y~<hEE FO610

(3) FyhFL—hk: 4HEF NP-6

D OSTATEOE NEMOKPEE B At 2 — i E 2 —  (BL) IRAENZ 2R
P PSTATEOIRE B MK EWN B 2 2t 2 — P & —
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(4) b FEsE AR [FIER IR 1R TR

GURERLY

(5) ETFEEEERVEERE: ML T MK-41

F1 AEL ORI L7 33K
fif 9~ Dt 38 K B IEA B4
SR Hik BRI FERES (MR 1B 4
KEEAV A LT I ik KERAL TV 77 I THA K
FREETI LS T I itk IREE TV T I

HElR A7 V> 0 — Ky

JIS K8364 ik

WElE L b— K

WEET =17 A JIS K8960 45k W7 E=7 iz

e JIS K8731 5k PR3

WiEg~ Ay JIS K8997 45k g~ Ay

MR~ 7 R 7 I JIS K8995 F¥ik T/ AN

UV /i SAVEN JEE—#% VAR~ X2

T WAV PR .PCBRBA A e RN T A

E$)i%3 JIS K8863 ik ES]73

WABRKFE T =T N JIS K9016 ik WABET BT DAP

i) 2 JIS K8962 Hiil TS o

TF LTI R KR y N

RN IS L JIS K8107 ik TEBERS 1EAE EDTA-Na

TAK JEE— itk Thts

BIF L EK JEE— itk YIF R

T a—2A JIS K8824 H5#k Ta— &

F2 RBRICHWIZREI OB AEIES (B &E5HE %)
RN A R E BT FRAERS FHBUEE
fEH 9 233K T-CaO T-CaO S-Ca0 S-CaO W-CaO W-CaO T-CaO S-CaO W-CaO W-CaO
-15 -1 -20 -1 -5 -1 -0.2 -0.2 -0.2 -0.02

KBRS0 I 19.62 1.31 0.26
SREBTI LS T 35.52 1.78 0.36
HEBR L T — K Fi) 15.55 3.11 0.62 0.06
WEE T E=7 A 10.00  10.00 2.00 2.00 10.00 2.00 2.00
PRFE 2.00 2.00 2.00 2.00
s~ A 3.00 3.00 3.00
T LA SIATIN 3.00 3.00 3.00
VA~ R L 10.00  10.00 10.00
TR R 7 2 40.00  40.00  30.00  40.00 40.00  40.00
[E3):73 3.00 3.00 3.00
IEEAE - TrE=74  10.00  10.00 2.00 2.00 10.00 2.00 2.00
AN 1.00 1.00 2.00 2.00 1.00 2.00 2.00
EDTA-Na' 2.00  2.00
Tk 2938  37.69 40.00  40.64
N7 AV 30.00  40.00 38.74
T a—R 548 3922 4445  46.89 51.38
7K 91.94
CaO5 H & 15 1 20 1 5 1 0.2 0.2 0.2 0.02

) =F LTI NEEE KE R A oK
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3) HAEDRR

(1) 7k: KiE#EEE (ADVANTEC RDF240NA) % WV TRERIL 72 JIS K 0557 IZHLET 5 A3 tHY DK%
EALE.

(2) Jviw LEHERR (Ca 1 mg/mL) @ /L0 LEHERR (Ca: 1,000 mg/L) (FiytfidE T2 ;JCSS) Zff L
7-.

(3) BEMPAN T DERER . TV LEHERR (Ca 1 mg/mL) 2 BEFERNIZEY, SRR 2
BED /10 FBEOTFWMHIANERZZ I ENINZ, K THRL THER A /LD LMERERR (Ca 10,20,30,40
pg/mL) ZFHEL7-.

(4) BEHRAERBRIE: THIHEFER - E8&4E0, KT 10 FITmRiLTz.

(5) F-EEIHIFIERNE . JIS K8132 ([THLE T AL A F 7 LASKFIM 152.1g 28 —H—2,000 mL (213
0ED, D BEOREMZ, R 420 mL 24k 4 M TEDL, BIZKEM AT 1,000 mL &L7-.

(6) ZDOfDRAI: AEkFERBRIED [T,

4) BB RUHRAE

AIRAE (T-Ca0), AIEMEATK (S-Ca0) K OVKIEMET L7 1 (W-Ca0) DR H & ONRIEIZFE 3 DL BIE
BlEERBEY O R HIEEZ AW, 2B, 2E0-D, £ BiE07o0——~" 1~3) & RLI-.

&3 Rk oy e OB 0 1k

B R ) fEE E R Y O TE B PUBHAIR DR 51
AR 2 E:(T-Ca0) 4.5.1.a 7L —ARFWIIE (4.1) JRAb. - Y e it
"¥EMEA K (S-Ca0) 452.a 7L —NETHIE (4.1) HFE (1423) CTH bHH

KBS LT I (W-CaO) 4.53.a 7L —NJE WY (4.1) K CEEEIEES I
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1 mgF Th—/LE—A— 200~300 mL{ZIZ0 5.

IEESYNAIIE
550+5 °C, 4L 1

i

—K V& FREYEET
—HEFR#I10 mL
—7k (#1100 mLFET)

| JnzEk | EERICE, R

| W =

| %Ll‘z\if | A&7 52%=250~500 mL, 7k
—K (M ET)

| 2 | A3

| (Lﬁ?i) | 4®7522100 mL
— TR EKI 10 mL
—K (M ET)

| i | BT T E

K1 et ORKEERERE 7 — —h

| om#k2g | 1mgEch—at—2— 500 mLIZIZAW0ED,
— g (1423) 5200 mL

| gk | EEERILCIE, 55T

| %% |

| %%Llﬁif | &, 487522 250~500 mL
K (FERET)

| 2 | A3t

| o (Lﬁ% |  4&7522100mL
— T A 910 mL
K (R ET)

| i | RS E

[X]2

B e oD AT s R B 7 b2 s — |



FIR B OT N2y DR BRIEDOMERERE — 7L — DR FROEE— 187

| otk 1.00g | &f772= 500 mL
—/K #J 400 mL
RV R AR VIR (30~40 [Elf5,%Y), 3051
K (E#E )
| 23t | ~HHE
| éﬁﬂl%%) | 487522100 mL
— I 10 mL
7K (%)
| HE | BT Sy BT (422, 70m)

X3 JEEFROKEME VY N BRI o — 2 —h

3 MRRUBE

1) BHBORABICHWNKEIEDILS DL, REDILVS I LRUVEFBERAL DV LFRDORIRERFE

B OFREU R NTKER LI VT I, FREETIV S 2 S ONWERE F1 V2D S D5 A e R Rl BR 151
J0 3 BT CHIELERE R 4 \ORUE, SEWEIVE B U EREICT T 28 & 13 %~ , REDOFRRNE
ZGT2LCRY, EOMMEERZIL 0.2 %~04 % &/hSh o7, ZO7®, sEtOFRHECIIEimEE AW T
BLAREHEIT), K (Ca0) DEA BITF RMELF L.

F4 REOFFRUTHWIAEE P O HJK (CaO)@{E' FEfE

HERIE LS T

Bk i) EwEY EEREE gams) BRME RS
(%)" (%)" (%) " (%) (%)" (%)
IKER(E A LS 7 1 75.69 74.17 0.14 98.0 96.0 L1 I 0.2
BRI LT I 56.03 56.14 0.21 100.2 99.5 L) | 0.4
Beie v n—kFl  31.83 32.28 0.14 101.4 min 99.0 0.4

1) RIEPDOAIK (CaO) PRFHE
2) AKX (CaO) D3 m G TRER D E
3) (CE¥%E, EEEH1E) <100

4) S

2) EEFHMEFER

FLEEREA A EEE (32 1 Ok 2 2/) 2 VT 3 s T THIK AR (T-Ca0),, FI¥EMEAIX (S-Ca0) K UK
TatER >0 A (W-CaO) DR A FEHE L 7= a3 5 1R,

FEEHRGRREDIZ W T, RAERy & (B A T 5 a0 D e/ N &) %28 FE 33 (R Ak 22 5 ol A\ 235 fR AR 22
(BLF, MRREE ) V) IR T D2 & o Bkt (BRI 2 BR) DA FE Tl AL 7= 35 (LU T, T4
EHE LV IZEFE DT TS, Eo T, AJK(Ca0) DR FHE LA RBIEDHIE B O ZIZ OV THEH L.
FIK(Ca0) ELTHEESHE 1 %~20 % AT HREHI DWW TENENLDORERFIETRIELT2L25, KEtHES
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HE L DZETFE (CaO B &3 5 % M TN %) THESH-0.10 %~0.01 % THY, AJK (CaO) & HEDZE
WEREE(CaO B &3 20 %X N 15 %) TIFE &S 0.17 %~0.27 % Th-olo. Fio, BRFHEICH T DRI
12 97.9 %~101.8 % ThH-7-.
ZOZEDD, ZTHLORERIEL, HE ALk (FEERL S BRI Z & 1) OT A B3I Y 354K (Ca0) DR
FERR Y BOFMZ S DI+ 7R EfESEZ A L CWDI LRS-
728, AOACPIZHITHIREL ~ U BIT A EIEOFFAFFA LI EE 100 % T 98 %~101 %, #FE 10 % T
95 %~102 %M ONREE 1 % T 92 %~105 % THY, ZE DT B L 72 LZA A K (CaO) DWF FLDENTFE,
INOOFFFHNTHoT=.

#£5 B OA K (CaO) DFRER AR
X EHES

bS]

Bk sy WEHME  BIEE p EOEIE  FME RERE
A %)? B %) ”@? D)%) B’ @) F%?  GY (%)
T-CaO CaO-15 15 15.27 0.27 1.8 101.8 0.23 1.5
CaO-1 1 0.98 -0.02 -2.1 97.9 0.02 1.8
S-CaO Ca0-20 20 20.17 0.17 0.9 100.9 0.12 0.6
CaO-1 1 1.01 0.01 1.1 101.1 0.01 0.8
W-CaO Ca0O-5 5 4.90 -0.10 -1.9 98.1 0.04 0.9
CaO-1 1 1.01 0.01 1.1 101.1 0.01 1.3

1) #AEBFOFEIK (Ca0) DE A B (RREME)
2) HEm$E

3) 3MOHMTREROYE

4) C=B—A

5) D= (C,/A)x100

6) E= (B, A)x100

7) 3RO TERER OFE (R 2

8) G=(F,B)x100

3) RETRRERUVEETR
& TIRMEFZRAFE (R 1,2) ZHWTT7 ST THIKAE (T-Ca0), AITEMA K (S-Ca0) K OVKVEMES v
v?b(W-CaO)@ﬁ%ﬁ%%ﬁmbf:ﬁ%%%i% 6 I[IRLTZ. foa:a‘o, & TR (FEERZS) <10, £z, B T IRIX
(FEHE(R 22) x2xt (n-1,0.05) Z W CE LY.

LB AR DO A ERE OB T, AR OFRFEEHESN TN, BREXIE2 7Y — MY R AEE T
DT IVF) 53 DEARPRFER 77 81 E 15 % THY, {HIRNEE CORREH D ECDHIRE 15 %h b TARIEET
T EREZ AL CWD T LMD TET. Fe, RFBUBEM L TE, IV T LRETEESFR 0.01 %
~FHFREF SN CODLERNLAT, 40, MRLI-ER FIRIZAIK (Ca0) RELL T, EE/YF 0.05 %
~0.07 % THY, I 7L (Ca) JRELL TE R 0.03 %~0.05 % THUIEEALE DA, HIEFEETH-
7-.
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K6 EE T RAERS R D RAR (HEDE%)
M ER HEEMH

WRBRELSy  BREH et EwEY EERE FRE TR
T-CaO Ca0-0.2 0.2 0.185 0.005 0.05 0.02
S-CaO Ca0-0.2 0.2 0.187 0.005 0.05 0.02
W-CaO Ca0-0.2 0.2 0.202 0.007 0.07 0.03
W-CaO Ca0-0.02 0.02 0.0098 0.0040 0.04 0.02

1) B DAIKR (Ca0) DE A & (FRFHE)
2) TROHTRBR O E

3) PRUE(RAEX10

4) tR¥E(F £~2xt(n-1,0.05)

4) EHBREE

IIATIT T 7 a—F BT DR ME Tl M BURE EDNZRES DD, ABRIED 2 S R D720
DILFERBR O EfEIITKRER T D005, ZOZEND, BEROIN G SRR 09 Ha% Y § 5Bk
THEMSHIZRAE 2 R ORREHEEY B DE T D70 ORI ORE Y M52 LlL, b
DEGEE R T R OFE 8 IR, 708, SMTREE B BB CIL, m/ 3 AMNEE AW TS Eo g fif J Oha s
ZME (R 72 (NIQR) 23E HH SN TUVD. Fsfili e T NIQR 1 IE LA A 1236\ CEIE M OME (R 72 - — 3
5.

FIK A8 (T-Ca0) K OV RIVEMEA K (S-CaO) O H YAl SUT - EEDVE 853 3R 5.82 %~41.64 % D#HIH T
DOE ] BUE R ZITE &5 0.29 %~0.90 %, TOMAMEMERZEIT 1.9 %~5.0 % Th-o7=. 72, AIRE
& (T-CaO) e OVRIVAMEA K (S-Ca0) DFRERALAE D HorRat fEIX 0.82~1.63 Th-o7z.

723, AOAC (OMA) P IZB T DI EL ~UICRITHE M H B E O H 22138 E 100 % T2 %, #E 10 % T
3%, W 1% T4 %R NREE 0.1 %T 6% ThHY, BEODIIRLT-LZAAIK AR (T-CaO) K O AT IEMEA
JX (S-CaO) D= M HBUEERZILIINOD B 2% TEl-7-.

KT ARG L PEABR AR
sER 3tER TRE NIQR RSDr PRSD  HorRatfi

ARy RUR ORI

g =% A" Be)? @) D (%) E®

S-Ca0  SEXVFVEREEE 2009 58 32.68 0.90 2.8 24 1.16
FEVTVREARE 2010 60 41.64 0.78 1.9 2.3 0.82
SEXVFOERETIRE 2011 55 40.78 0.79 1.9 2.3 0.85

1) g

2) HESE

3) B ASNAMERE(RZE

4) EFHBMAEMEERZE C= (B/A) X100

5) Horwitzf& 1E )6 5 H S 7= 28 ) i B e (R 2=
6) HorRatfE E=C/D
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#8 NEEREREEEWME DI D7 DI [RIFAER R

T . =ER B FHE SDr RSDr PRSD  HorRatf

Ay AWE G| o

_Et%-ﬁﬁk‘)? _Et*/l'@*iﬁ/ ﬂi};ﬁz %;& Al)(%) 2) B3) (%> 2) C4)(%) D5) (%) E6)
T-CaO BB IEALE! 2009 10 5.82 0.29 5.0 3.1 1.63

1) FEREME

2) BESFR

3) EM BT ERE

4) =E[EHBAMEERZ C= (B/A) x100

5) Horwitz{& 1E X056 5 H S 7= 5= B BE HE (R 22
6) HorRatfi E=C/D

4. FEH

IR AE (T-Ca0), AVAMERIK (S-Ca0) J OVKIENE VLD 1 (W-Ca0) D7 L — AR TR EO B, &
BT IREOEMBEREELZRELZLZA, RO REH-.

(1) AJK(Ca0) ELTHEESTF 1 %~20 % & H T 5REHZ DN TENENORBRITIETHELZEZA,
REHEEHEMEEDZETFE (Ca0 B R 3HR 5 %L N %) TEES3-0.10 %~0.01 % THY, AKX (Ca0) &
B EDOZVEREEL(CaO B & H 20 %L N5 %) TIHEESF0.17 %~0.27 % Th-o7-. F/o, BREHMEIH T
DIENLEIT 97.9 %~101.8 % THh-o7=.

(2) FREEH(CaO B &7 H 0.2 %) AW TER FIRE O TIRAZMERLIZEZA, BESH0.05 %~
0.07 %} T 0.02 %~0.03 % Th o7z, F/z, HKFEH(W-CaO B &7 5 0.02 %) DE & FREORH T IRIE
BB 0.04 %K% T 0.02 %FEE L HEES L.

(3)  AhERRE B BRRABR O L [FFABR LV B B 2R A L7225, AR5 (T-Ca0) K ORI A IR
(S-Ca0) 1E, FRAENE BT 5.82%~41.64 %D HiIH TEOEMBIAEERZITEEDTFE 029 %~
0.90 %, ZOHREMERAEIL 1.9 %~ 5.0% CTh-oT-.

(1)~ (3) DRAEIE, IERHEBREI NS IR BRE S EEERR 7 &L CO AR (CaO) D& A &4 7 il
FTHIENMTEXLMREEFLTEBY, 2947 VT -7 7/ a—F 2B HREREOMREHR OGB4 1ERR 5K
BB DEE I B

X #

1) ISO/IEC 17025 (2005): “General requirements for the competence of testing and calibration laboratories”
(JIS Q 17025 :2006, [FXERFT M OMZIEREBE O RE B35 — iR ZRHIH) )

2) Codex Alimentarius Commission: “PROCEDURAL MANUAL, Twentieth edition, (2011)
<ftp://ftp.fao.org/codex/Publications/ProcManuals/Manual 20e.pdf>

3) MSIATEGE NEMOKENF 22t 2 — (FAMIC) : JEkh 5Bk
<http://www.famic.go.jp/ffis/fert/sub9.html>

4) JEMOKPER BRI EARMTZERT IR T iE (1992 4EAR) , B AIERERR E WS, HA1(1992)

5) MUBHEURRERAT S, B0 25 45 6 H 20 H, BIH 5 198 %, &tk 18 4R 3 H 23 A, BIH 5 51 5
(2006)
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6) FEMIKEER &R IEEHBGRERET T A 5 — 4D OB EIC I SEEBRKE KB O E 28901 K%
ZHRET D1, A S94E3 A 16 H, BMOKES SR 695 5, WAIETR 11455 7 13 H, EHOKE
BEREE 704 5 (1999)

7) NERHECRRE BER 25 4R 5 0 1 B, IR 127 5, AR DCTERR 23 4F 8 H 30 B, A 105 (2011)

8) AOAC Guidelines for Single Laboratory Validation of Chemical Methods for Dietary Supplements and
Botanicals, AOAC INTERNATIONAL (2002)
<http://www.aoac.org/Official Methods/slv_guidelines.pdf>

9) Codex: “Guideline on Analytical Terminology”, CAC/GL 72-2009 (2009)
<www.codexalimentarius.net/download/standards/11357/cxg_072e.pdf>

10) RMOKEER S  IEEHHE D S B @ LB O N ERME 2 EDLFOM, 61 42 H 22 A, Bk
IKEEE & 7REE 284 5, Fef&CIE Rk 24 428 A 8 H, EAE HRE 1985 5 (2012)

11) ISO 13528 (2005): “Statical methods for use in proficiency testing by interlaboratory comparisons” (JIS Z
8405: 2008, [FXERFTHHLEIZ L DHEERBR D720 DREFIHI ST ])

12) JURFHiR, BRE, HREH 7, {EK B, 3 L, JUOREZ, afmia, BIRIER 2009 R 44
HORE L PO 723D 0 2 E Ml E A O T IERR O L FERBR G OfFHT, NEEHIFFEEE, 3, 73~94 (2010)

13) JUKRFR, AERET, EBEEET, FHK M, @i, RE T, admin, BRIER:2010 45 4
FHRG FE A P oD 7= o0 o A [E Sl Rk W 2 R RR 0 St [RI BRBR R O BT, NIRRT ZE R, 4, 85~106
(2011)

14) BUEIEZE, MEERESE, /NTaEE, FE o, moEie, OREZ, ARG, BIRIEE 2011 £ 4t
RS LA B 7= 60 D A2 [E @ BB 2 IR L [FIERER BB O FEMT, NEEHFZE R, 5, 68~88 (2012)

15) ISO Guide 35 (2006): “Reference materials—General and statistical principles for certification” (JIS
Q 0035 : 2008, [EHEW)E —FRIALD T80 D — kA K O st 70972 Al 1)

16) mtEEE T, BIFRB, JUKFR, FHFEERRS, (WEIER, Kooy, MG, SRHEEA 2010
FEE R REE EYE OB S, IEEHTFEH A, 4, 107~120 (2011)



192 FEEHFFEERE Vol. 6 (2013)

Verification of Performance Characteristics of Testing Methods for Calcium Content
in Fertilizer by Atomic Absorption Spectrometry

Souichi IGARASHI' and Yasuharu KIMURA?

' Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Fertilizer and Feed Inspection Department

? Food and Agricultural Materials Inspection Center, Kobe Regional Center

We verified performance characteristics of testing methods for total calcium (T-CaO), hydrochloric
acid-soluble calcium (S-CaO) and water-soluble calcium (W-CaQ) by atomic absorption spectrometry described
in Testing Methods for Fertilizers. The accuracy of testing methods for the several form of calcium was assured
from 3 replicate determinations of 2 fertilizer samples containing 1 % ~ 20 % calcium (as CaO) which were
prepared each test. As a result, the mean recoveries ranged from 97.9 % ~ 101.8 %. On the basis of 10 replicate
measurements of each testing method of a solid sample and a liquid sample, the limit of quantitative value (LOQ)
was estimated at 0.05 % ~ 0.07 % and 0.04%, respectively. Reported in Research Report of Fertilizer, median,
normalized interquartile ranges (NIQR) and relative standard deviations (RSDg) for reproducibility of T-CaO and
S-CaO obtained by collaborative studies were 5.82 % ~ 41.64 %, 0.29 % ~ 0.90 %, and 1.9 % ~ 5.0 %,
respectively. These results indicated that these methods performance characteristics were available in establishing

criteria for a determination method of calcium.
Key words  criteria approach, calcium, atomic absorption spectrometry, Testing Methods for Fertilizers

(Research Report of Fertilizer, 6, 183~192, 2013)



