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b, =vlb, JanR O 1t mgkg TRL, HHEF 4 7 2B EALT 3 HET, HAERSLSOR
BRI 30 CETIR 2y 58) THL, /NI 3 R TR AL O/ 2 i £ TIc b B2 b L.

- SLFEEBR SRR = (5 E)
/NI TR e L
FREF v VAR Et SO S HFSEET
MRA SR B AR B A ZE A
NSMEEN  BARNERERSE e BIvE S5
NEEENEN  AAREERE RS A
a—7 ISt \F T
ER7 7Ve R ARA S B LY
MNIATBUEN BMOKEHE L2t 22— Rt 2—
MNIATBUEN BMOKPEHE Lt 22— Lkt 22—
MNIATBUEN BMOKPEHE L2t 22— itk 2—
MNIATBUEN BMOKPEHE L2t 24— A hEE 22—
MNIATBUEN BMOKPEHE Lt 22— it 52—
MNIATBUEN BMOKPEHE L2t 22— K
A7 — At WF5eB R
Y Y= = AR
NIV IEER S HR T

3. BRRUEE

1) ¥HEMRERHE

BVE MR BR O R & OV DFGE D — Tt B IZ LD BT S DIF D NG &% 3K 2-1 KO 2-2
\RUTZ. TR EEIZ DU T Cochran 1 EIZ RDAMUEIL T N TORZIZB W TRRO BV -T2, IRIZ, —
TEELENZE D BT O FIRE (A B KHE S %) LIRS R, T X TOMITIZ DV TREHICH B
FTRROLNIe o127 F, T HE AR 21X 0.6 %~4.6 % Th-o7-.



201445 AEEHRREAZEHEY E OB F — i LA EIFAMIC-B-140 Ff #— 143

#2-1 HEM ﬁﬁnbuﬁ%ﬁm%ﬂ:%(zﬁkﬁ%)
1) Iﬁf}j{ﬁ Sr3) RS:)r SbbS) Sb+r6) RS:) b+r7)

ABRY AEHK 01" (o) (%) 0" (o) (%) F "
4y (H20) 10 (0)  0.64 0.03 4.2 0.01 0.03 4.6 1.36
ToE=THZEFE(AN)  10(0)  7.98 0.11 1.4 0 0.11 1.4 0.75
ATYATED AR (S-P20s) 10(0)  9.12 0.06 0.6 0.01 0.06 0.6 1.13
IKEENED AUl (W-P20s) 10 (0)  6.83 0.05 0.7 0 0.05 0.7 0.65
REEMENNE (W-K20) 10 (0)  8.34 0.11 1.3 0 0.11 1.3 0.35
1) ShIERRAME DB, 6) DHTHEEEZ 5 o pUlt R YE (R 722
() OffE % Cochranff 1= KOS L7872 Bk Spar = VSpp? + 572
2) MFIEE SR VIEBRSME ORI 2RO T 8T) 7)) DHMTRE 2 & Loal B R AR % HE R 22
3) PHTEEE R 8) —JCELE I AT IC R R ST sy bt
4) GHTHE T YER 2 9) F 555Ul F (9,10:0.05)=3.02
5) wBH AR YR 72 10) B &4y
# 2-2 HYEVEMEREBRORS F (ﬁ FHRLST)

o oy EEY s RD: sw Shet RDbe -

BRI B (ko) (i) ) (moke) (mgke) (0 T
U (As) 10(0)  2.83 0.10 3.4 0.03 0.10 3.6 1.14
AN IN(e) 10 (0)  4.57 0.14 3.1 0 0.14 3.1 0.32
=771 (Ni) 10(0)  38.0 0.74 1.9 0.34 0.81 2.1 1.42
a2 (Cr) 10 (0)  54.2 1.45 2.7 0 1.45 2.7 0.90
£ (Pb) 10 (0)  4.66 0.21 4.6 0.12 0.25 5.3 1.64

ML 2-1 22

2) HFFHERME

KRB ED DA SN R Z 2R 3-1 KO 3-2 \ORLE. 7R A KOS RS & 3RBRE B ok
BREAE 12DV T ISO 5725-2:1994  (JIS Z 8402-2:1999)% 25 B (ZHEGHUEE 52 2L, RBRERE DO/ A
R 572812, Cochran 1 &} OY Grubbs fi E & FEHiL, A EIKAE 1 %D AU BRI LTZ. Cochran R E 12
FDAMVIED BN TR R 1 FBREE L L, Grubbs fE &G THMUEEL L CERAMN T 25 BR RIS, e BRaRED
RERE LD 2/9 LIN® 10 LTz, 7ods, FakBrEo Sl Shiz7a A0 EEIE 13.2 mg/kg~60.4 mg/kg, §h
OWEAEIEL N.D.~7.50 mg/kg RN EMLDBED LN LD, FMUERREE FEHEL 20> 7.
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7% 3-1 [ERBR AR

Lab." K5y (%) TUESTHEE (%)

A 0.72 0.78 0.65 0.75 0.77 0.76 8.12 8.10 8.15 8.11 8.14 8.12
B 0.77 0.76 0.75 0.84 0.83 0.81 8.14 8.17 8.11 8.08 &.10 8.08
C 0.87 0.87 0.85 0.85 0.86 0.87 7.97 7.84 7.93 7.97 8.00 7.92
D 0.76 0.75 0.72 0.76 0.74 0.75 8.07 8.09 8.09 8.10 8.13 8.06
E 0.72 0.81 0.76 0.80 0.74 0.75 8.12 &.11 8.09 8.21 8.18 8.17
F 0.63 0.60 0.60 0.62 0.64 0.60 8.10 8.11 8.11 8.10 &.10 8.10
G 0.70 0.71 0.71 0.69 0.72 0.67 7.93 795 7.93 7.93 799 7.99
H 0.68 0.70 0.69 0.66 0.66 0.66 8.04 7.98 8.00 7.94 798 8.00
1 0.68 0.69 0.69 0.83 0.83 0.83 ¥ 8.12 8.11 8.11 8.09 8.06 8.17
J 0.77 0.76 0.77 0.78 0.81 0.82 8.06 8.06 8.09 8.07 &.11 8.03
K 0.54 0.56 0.56 0.52 0.54 0.56 7.99 8.05 7.92 8.01 8.05 8.00
L 0.73 0.74 0.71 0.77 0.72 0.74 8.10 8.11 8.11 8.10 8.03 8.13
M 0.69 0.74 0.72 0.70 0.68 0.68 8.02 8.08 8.10 8.10 &.10 8.00
N 0.68 0.66 0.67 0.63 0.65 0.65 7.96 791 7.95 8.08 8.08 8.11
(@) 0.68 0.65 0.67 0.67 0.67 0.69 8.01 8.05 8.06 8.09 8.08 8.10
P 0.62 0.68 0.60 0.62 0.66 0.70 7.73 8.03 7.99 7.96 8.02 7.92 ¥
1) JEFEFBRICSMLT=RBR=E DR 5 (EARF)

2) HEHR
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N—
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o T 3B RS
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10) & 1D DL (FAKR G iR) TRllid FERE L7278, fRNTIZIZ 27> 7o 3 BR AR
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% 3-2 [ EABR i

Lab." WY (%) REMED Al (%)

A 9.21 9.23 9.20 9.20 9.18 9.25 6.68 6.76 6.72 6.68 6.73 6.64
B 9.25 9.33 9.36 9.35 9.36 9.34 6.74 6.72 6.71 6.75 6.78 6.76
C 9.20 9.25 9.25 9.32 9.34 938 6.60 6.61 6.66 6.64 6.68 6.61
D 9.02 9.05 8.93 898 8.90 9.04 6.64 6.70 6.57 6.70 6.71 6.70
E 9.21 9.27 9.24 9.22 9.24 9.25 6.69 6.68 6.71 6.66 6.70 6.71

F 9.15 9.13 9.16 9.14 9.17 9.15 6.68 6.66 6.65 6.67 6.67 6.69
G 9.21 9.23 922 9.18 9.20 9.17 6.70 6.71 6.69 6.70 6.71 6.70
H 9.25 9.18 9.20 9.28 9.21 9.31 6.73 6.66 6.69 6.57 6.55 6.49 ¥
1 9.06 9.08 9.07 9.06 8.77 9.04 ¥ 6.61 6.62 6.52 6.57 6.54 6.56

J 9.19 9.18 9.20 9.23 9.23 9.21 6.68 6.69 6.67 6.69 6.68 6.69
K 9.16 9.17 9.19 9.10 9.15 9.13 6.67 6.67 6.67 6.65 6.66 6.66
L 9.17 9.17 9.19 9.26 9.23 924 6.73 6.76 6.74 6.69 6.69 6.70
M 9.17 9.28 9.12 9.15 9.12 9.16 6.77 6.79 6.75 6.85 6.78 6.80
N 9.12 9.11 9.15 9.13 9.12 9.17 6.74 6.75 6.74 6.68 6.64 6.66
@] 9.09 9.09 9.07 9.07 9.09 9.07 6.83 6.80 6.80 6.68 6.71 6.73

P 9.11 9.17 09.11 9.19 9.15 9.19 6.80 6.80 6.79 6.76 6.77 6.75
Lab." IKIEHEIE (%) 0F% (mgkg)

A 8.38 8.40 8.48 8.44 8.40 8.35 3.16 3.11 2.97 3.25 3.08 2.50
B 8.46 8.45 8.46 823 8.33 8&.30 3.02 294 3.06 2.68 2.78 295 0
C 846 9.05 &.15 8.83 8.32 8.49 ¥ 2.73 290 2.89 2.60 2.57 2.77
D 837 8.35 &.34 8.38 8.35 8.33 2.85 3.02 2.75 2.75 271 2.73
E 829 8.31 &.32 841 8.38 &.39

F 826 8.27 8.25 825 8.27 8.24 2.81 2.87 2.81 3.14 2.78 2.98 7
G 8.55 8.52 8.49 8.55 8.58 R.61 291 287 295 296 296 2.96
H 820 8.25 8.22 825 8.20 &.15 2.68 261 298 2.57 257 2.53

1 7.03 7.06 7.02 7.15 7.19 7.17 K 3.02 299 297 2.80 286 2.83

J 8.57 8.45 8.53 8.58 8.55 8.53 3.09 295 3.14 293 296 2.99
K 8.16 8.14 &.15 822 8.17 8.12 2.34 2.19 2.16 249 254 2.56
L 826 8.13 &.17 836 8.42 8.38 297 290 2.62 3.36 321 3.12
M 8.18 8.16 &.12 823 8.26 8.25 3.05 3.02 3.02 296 294 295
N 8.18 8.19 &.16 828 8.17 8.23 3.32 3.10 3.29 3.11 3.02 3.04
O 833 8.27 8&.29 831 8.31 &.30 2.74 2.82 2.77 2.86 2.84 292

P 826 8.27 8.25 8.44 8.35 8.42 2.85 3.07 2.90 2.74 2.61 2.80

ML 3-1 22
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7% 3-3 S:[ARBR AR
Lab."” HRIT A (mg/kg) =)L (mg/kg)
A 422 432 413 426 4.14 431 392 384 378 397 383 375
B 448 444 440 452 440 472 403 424 40.6 409 40.1 424
C 444 443 442 424 423 425 403 40.1 409  40.6 389 40.1
D 435 432 438 434 437 4.32 40.0 403 39.8  40.1 402 40.0
E
F 510 561 558 545 550 560 ° 363 353 37.1 37.8 367 381
G 419 4.13 424 435 410 4.13 37.0 375 352 360 368 37.8
H 427 4.02 390 405 398 3.74 303 302 292 309 30.7 29.7
I 423 426 422 419 423 4.16 36.0 352 353 348 344 345
] 426 431 438 432 427 435
K 449 448 444 439 448 4.50 38.7 395 40.0 387 39.5 382
L 450 449 459 442 440 439 39.7 386 38.6 382 380 40.1
M 404 401 413 400 4.00 4.08 37.8 382 378 387 385 384
N 421 410 401 400 3.89 3.86 382 380 387 373 363 365
O 355 3.62 367 343 3.66 3.53 343 366 357 360 340 309 °
P 464 441 473 459 453 448 38.7 381 382 403 39.5 389
L 1) 1) A1)
ab. VAR UN (mg/kg) A (mg/kg)
A 341 306 337 311 302 343 249 244 247 281 245 2.63
B 419 406 380 388 382 394 2,12 240 2.60 2.64 264 3.16
C 561 560 556 521 522 517 ) ND. ND. ND. ND. ND ND 72
D 567 565 559 57.1 563 56.8 4.49 443 445 450 451 4.54
E
F 372 399 360 357 367 376 7
G 574 593 588 544 60.4 56.6 515 553 596  6.46 742 7.50
H 307 341 31.1 303 299 30.4 517 485 485 328 3.60 295
I 315 303 321 319 321 320 221 278 225 266 249 220
J
K 177 166 17.1 132 145 159 1.62 176 190 1.44 186 1.44
L 571 521 549 527 537 53.7 2.10 226 291 221 253 253
M 469 452 469 459 459 47.7 093 130 093 141 1.00 1.00
N 348 343 329 497 502 49.7 N.D. ND. ND. ND. ND. ND. ?
O 406 393 394 383 380 39.1 246 257 2.86 228 259 2.46
P 555 538 562 539 522 539 425 4.47 447 448 429 448

ML 3-1 22
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3) I mIEAER AR D FT A

SMAUEZ BRAN TR ASGE L 0 B LT M, SEPNARYE(R 72 sy 12 H RSO 72 0MIE A NREELL T
T—v), BB R (sg), ER B HERER 72 (RSDr) MK ONEBFERRER A2 351 228 F- BLFH X
FEAER 20 H %2 (CRDR) V% ER IOV TEE 4-1 12, AERDICOWTTE 4-2 ITRL7Z. RDr 1T,
K53 % BR<ERBR AT B OB BRI 23 1T D= FF BURE FE 0 H %2 (CRSDR) Y LAN TH o 7.

7 L OO S RIFRERAE RA4 & 5 1R Uz, 70L K O (N.D.OFRER G2 IR © RDRIF 30.6 %L Y
19.6 %& CRDr A A THRY, 455385k =E D ENAH AR ER 7213 0.7 %~20.8 %M 110.9 %~23.1 %L ikBrR==
Lo TRADMR N DT, ZhUE, 7r A DN TEIERIFER CTHML 73 BRIE DS A B 2L LB ICHE
R OREME DN @ SHE 2B IS KO EEICRESEN DL ZLE, MOV TUIE A ENE & TR (Img/kg) 12
<, MBREICE S TR NEE T ZERENRINEE 2 b, 207D, 7a bR UENI DWW TIE
PORHEZ R E T DL EEL IR, SRR ORI Z T 27O O LB ZAT 7R Tz

F 4-1 IL[RERER R O R (250 55)

NN it%ﬁl) ST sw sk RO’  CRDR”
=5 ®W”  w” W (%) (%)
K753 (H0) 14 (1) 0.69 0.03 0.08 11.7 6
7= TMZE S (AN) 15 (1) 8.06 0.04 0.07 0.9 4
AIYETED AV (S-P20s) 15 (1) 9.18 0.04 0.09 1.0 4
IKVENED AR (W-P20s) 15 (1) 6.70 0.03 0.06 1.0 4
KM (W-K20) 14 (2) 8.32 0.06 0.13 1.6 4
1) fRFTICAHWZRBR =, () OEIIAVEE 2> BREE 5) RS YR 2=
2) el GREBR == Ho O TaER % (3) X 3B A 40(2)) 6) AEEFERBRIEICRITD
3) AR E B R ER 2D B %
4) EH BT ERE 7) EESHE
# 4-2 JL[RIBBR R O TR B E Rk SY)
R ! H(mﬁa oo s RS?RS) CR?DR@
mg/kg)  (mgke)  (mg/ke) (%) (%)
% (As) 13 (0) 2.87 0.15 0.24 8.4 16
JIRI7 2 (Cd) 14 (0) 4.23 0.09 0.28 6.5 16
=71 (Ni) 12 (1) 37.9 0.8 3.0 7.9 11

ML 4-1 22
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# 5 7a b OShOIL[FRFER A

) HBRED . Y . o
e o Y N sw Sk RDr’ CRDrR
RB) R el
(mg/kg) (%) (mg/kg) (mg/kg) (%) (%)
2 (Cr) 12 42.6 0.7 ~ 20.8 2.9 13.0 30.6 11
£ (Pb)” 11 3.28 0.9 ~ 23.1 0.45 0.64 19.6 16

1) AT R BRE S

2) KERE GRER=EZo M TR S (3) X 3B A $(2))
3) ENIEERZE

4) S P BT UE(R 2=

5) 2 H P B e AT Y (R 2=

6) JEEHERER IR T D E M HA RN RO B %2
7) N.D. ZR<ERBR Rk A

4) FRIHERUTHEMS

ISO Guide 31:2000 (JIS Q 0031:2002) ° |23\ CHEEIRGEIE HEM B DRFEE DO MENAEL TERSN T
WDRRFEE K O D &% 3K 6-1 KT 6-2 (R L7z, £77, 1SO Guide 33:2000 (JIS Q 0033:2002) V{233 T
NEE B W E O FHICh TV BE 72 5557 — 2 GEFRFRBRIC T 2 B NIE (R 722, = M BUEHE(R
72 M OMRBTIC -3 BR 0 & [RIR IR LTZ.

(1) JERAFEN SO H 71k

FE[FIRRBR DR IME D FEHERFE S (u) 13 ISO/TS 21748:2004 (JIS Z 8404-1:2006) 2 12HEV S, FE[FFERD
R 2 (sw) , M BRI 2 (sg) , SRS (p =11~15) K O BRE TOMuK LB EL (n =6)
26, (a) RITKVRD T, FEHEDO RS, JLRERHENSEL, FEERHENS (W ICEEFHRE K ERELT
Kb (b)), HRVHEEF 2 HILANIZHDT. 7eds, WERREL (K I OWTITIER A OE K UER) 95 %24
Wg5H k=2 tL7=.

(sp? — sw?) +i
n

p

<+ (a)

FRERHEDS (W) =

BEEARHEDS (Uggoy) =k xu  +++(b)

Sg: FE[W FBUEER =

sw: ENEEERZE

n : ILFEFRBROENGOR LR = 6)
p o EFEFRBROER =L

k - ok = 2)
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(2) FEREMEORIE 71k

g K O a KON TIRBRE H TOREMITITES S E DR EFRRAEL BT DTN N EEL L7z
F2, KGOV TIZNE TR EMEDHR D TETCWVRNZENOIRREETIZS B HFIREL TRALL, ZOfh

DRIy (T =T VSR, RO ARR, KEEMED AVRR, KW, O, DRIV LA =y V) &
RRET DL, 7, RRREMEILILRIRRBROD P EIE AL IR A SOHTEUT LD T FRR LI,

% 6-1 FBREHICRLHT DA (EKT5F)

RET DI H BET—H
Ey A 1) 2) 3)
N 5 %) FOREE TLE%EIT@S?% Sw , SR . St
(%)” (%) (%) (%)
A4y (H0) 0.69 0.04 0.03 0.08 14
TrE=TMEEF (AN) 8.06 0.03 0.04 0.07 15
AIYATED A (S-P20s) 9.18 0.04 0.04 0.09 15
AEEVED A% (W-P20s) 6.70 0.03 0.03 0.06 15
REEMENNE (W-K20) 8.32 0.06 0.06 0.13 14
1) W (k=2) K 95 % DIE /K HEL 4) FRHTICH - 3B == 5K
b O EHEESILD X F D55 DIF Z 7”4 5) HESHE
2) ENEEERE 6) ZEMHHMEL TR
3) EHEHEIUE R
#* 6-2 RAEFIFELMTDHE (FEFRSY)
RRET DI H BET—H
=p ~ 1 2 3
ARBR A5y WY RS sw’ sk’ —
(mg/kg) (mg/kg) (mg/kg)  (mg/kg)
U (As) 2.87 0.11 0.15 0.24 13
FIRIT L (Cd) 4.23 0.14 0.09 0.28 14
=41 (Ni) 37.9 1.7 0.8 3.0 12

T 6-1 22

5) REMREMEOAHR

ATy b JEEFRREAE HEY'E. FAMIC-B-10 CE @ LR OF N IRRIE, K122 MO FEAT R Ot SR
ICHSE 2 6 »ADD 4 6 y AICIERSNIZY . AR EYE AT B SR EMES RS-
FAMIC-B-10 L& B L7356, B, &G T IENFRE ThHZLnh, ZEMEIZBEL TR S nsrz
D, RBFHEEDE A B OA RS 4 450 2019 4 6 H RIZHET 5.

T, SHBRBAEICZ BT =XV 7R BRE Ll , ZEMICRIERH -T2V, BREED D
BB T D7 EDIEEITHZEET D,
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4. FEDH

2014 R IAERERAEAR EM B & U Ol i bR IR B TR, 2 OFRAHED TR E D 7= O i [FFER A
71>, ISO Guide 35:2006 (JIS Q 0035:2008) ¥ % 2 &1 Zf#HTL, 1SO Guide 31:2000 (JIS Q 0031:2002) ¥ DE R
FHIFZHE SO THRAEE () K UOT L (R) 2ER LIz, ZNHDOZ 8z oW, IREFER TR TS IR
FEVEM BRI S OF A 2T, 2015 4 4 A JVIERRGEREYEYE FAMIC-B-14 LU CHlReZBRAAL7Z.

MO FRAAEEY B L, EPITIEMIZERL TOB B2, S5, [ESN TR S QOB IR R e
WIS E O R A OILEK ST J OF OFER T IENERESIL TR LT, £z, TS E M O R8I v

WEBIERS TR, ZOI7R 8L, ZOBEEME DN BT OIS FEPERERICHRT DL 2AITRE
WHO LR SND.

2

NEEHEREAEEM B O BHSICIWN T, ESLAFZERR JE 1A N 36 - B dn PESE BT & T 7EHEAE R dn i ST 78
FT e SEE L, PARAKL T 1, Ejﬁ%ﬁfﬂ%ﬁ?jﬁ}\’iz%jﬁ?ﬁ%@AH%@?%%E%T@i, AU HEANH
ALK E = ERIES R 2 ERER R GE A A mBHRE 2, THREWZZSEHEZL
£ F e, ERBRICT W AWM b TEER S, AR Ty o sAatt, S RE
T AERHAIZERT, A aM HEN B ARNERE 2 (B9 3G - AER) , 2 —7" 7 IR AL, R 7T 7 UE
UAARAZAL, B RET RS AL, Y —T RS R OB 7L U JERHR A S AR DAL 3
BaRRLET.
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Preparation of Certified Reference Material (CRM) for Deter mination of M agj or
Components and Harmful Elements. Ordinary Compound Fertilizer (FAMIC-B-14)

Shin ABE', Satono AKIMOTO!, Satoko SAKAIDA', Toshiharu YAGI', Kohei ITO',
Yudai TANAKA'!, Shinichi KASHIMAZ, Toshiaki HIROI®, Tokiya SUZUKI',
Kenta SAKUMA!, Yoshimi HASHIMOTO' and Yuji SHIRAI'

' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

2 Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Fukuoka Regional Center

* Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

(Now) Sendai Regional Center

Food and Agricultural Materials Inspection Center (FAMIC) has developed a certified reference material
(CRM): ordinary compound fertilizer (FAMIC-B-14), for analysis of major components and harmful elements.
FAMIC-B-14 was certified for the contents of ammonium nitrogen (A-N), soluble phosphorus (S-P,Os),
water-soluble phosphorus (W-P,Os), water-soluble potassium (W-K,O), arsenic (As), cadmium (Cd) and nickel
(Ni). The certified values were obtained from a statistical analysis of the results of a collaborative study on the
chemical analysis of the candidate for CRM. Sixteen laboratories participated in this study. In a statistical analysis
of data which were reported from participants, outliers were removed by Cochran test and Grubbs test, followed
by the usual statistical procedure. The CRMs were expected to be useful for the quality assurance and the quality

control in the analysis of major components and harmful elements in ordinary compound fertilizer.

Key words certified reference material (CRM), ordinary compound fertilizer, major component,
Harmful elements, ISO Guide 31, ISO Guide 35, collaborative study

(Research Report of Fertilizer, 8, 140~152, 2015)



