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2. MBERUAE

1) EMORE

B LA D IEEHT, BIHGIERCRAETHUIRIGIE, TEENR, TARIGIREK OB EE (&M 7%S) 250k
ELTCIEBHE T3 clbES - R DTG IR IEE A1 E LTz,

B, Hhr eI, GIRIEEIO A EBEICED D E B ETFINDIHEMY (OF, WRIV A, KEE,
=), Rk, ) ORKEICHLUT, 8 1/10 BLEEFEN TODLIEE T ORI ZEEL.

VNTATEOE NRMOKEETH B 22 ettt s 2 — @i v 2 —
PIRNAATBOE NRMOKEETH B 2 2Bl 1o & — IR Bk i A
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2) IEHERENERAOFAR

FEM E7R DAERHIME AL, EIRFEEET 65 °C, 5 Rl Bz, Huntk, B .OmPsCHBIZ 500
um D55WEIEIERTDETHIELT. X, WEERDIOHMBEEL, BT 2K 150 g 32/h
SITRBEEIL, R ORINZENEITNDTD, v SIRFREZITV, TIERRREEEM B sl C1 &L CRlkt
R LTz,

3) SRS

AEBED B D P51 B3 DI LG TR IR ORI FERH A ED DTS Ek s (ER e (T
N), WA 4E (T-P,0s), E A& (T-K0), fiJK 45 (T-Ca0), #i4 & (T-Cu), MEr2 5 (T-Zn)) O 1%
FREFRI OF BT AR (0-C) M NG TR IEEI O A E RS TR EMERED LIV TV DA ERK
57 (05 (As), IRIDVA(CA), KR (Hg), =2 /L (Ni), Z7aA(Cr), £ (Pb)) IR EMAT-GF 14 THEZ5
Mriksr iz,
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B BT DAY, IERHERBRIEOIC IV ERE L=, 7235, DT K OVobriEE £ 1 1R T.
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a) MEEFERERVE (2021) ORBRIE A & 5
b) 100 °C+2 °C, SR
c) 100 °CIZ TR/ HFE TR (B & E 1 mg/90F) XX 140%))

5) MEERHER
IUPAC DHREFER Y mha L O BB MEREBRICIE Y, NEREREEEM B 5l C (320 &) M B EEIc I T
210 RafhE - THEMEMR M OREEL, K3BHZOWT 2 ROMTTONZIT~70. 72, 7%
ﬁiﬁﬂ»@ﬂlﬁ% ZOWTHELEITID T & DT LT,

6) HRIFEER

W2, JEEERREEEEYE C ORI RR E O R IS I 75l = & OV BLERLA H D FAMIC-C-18 %
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3. BRRUEBER

1) HEMRER

BE MR OREHZOWT, 2% 2 SO T oM LI EIE & O O EIZ DV C—JohliE 5y
BotrinbGoniomit &4 O TR U OMTIR R ZE (s,.) , AUBHEIEHEIRZE (spy) , BT EZ S Teik
AR ER 2 (spyp) 2K 2 1TRLTZ. SHIT, IERHERBIEI RSN TW D E MBS O B % (CRSDr) K&
OZNBBREH (K1) U7 E = R BUEHER £ () K 2 ITRLTZ.

BYEMEOfERRIZ, TUPAC/ISO/AOAC DHReiR 7 nha /L OFINEAZBIZE MLz, £, FoitEa ik
F 5728, Cochran REZFERELTZ. ZDFER, T X TOMRTITBWTHIUEITRD DI >72DT, Zh
HOSHHEIZ DWW T— L & 53 BT & S i L 7. IRIZ, TUPAC/ISO/AOAC D HERER 7 v h= L D E
(K 2) W THEMOMEREIToT. TOREE, 2 TORRMITBWTHIER (X 2) Z5i7-L T2 b,
el U7 sk 2 S (Al RR R AR e U Ce 4 e B A L QD e 2B LT, 7ok, 28072, R 3 12k
STHMTIEEE % & il B R R 22 (Spy) ZHHLTZESA, WTNO D6 EEL T/RSWETH ST,

&r = CRSDg x X/100 <o+ (A1)
spp < 0.30, = 0.36 .-+ (2)
Sptr = /St% + Spp? <o (X03)
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CRSD g : NEEFERBRIE I RS TOD E R EUR L (GBI SRR ZE (%)) O B %2

X R sy PHTIR MR 72

p G PERERRAATO B BT A LT AR R 22

Spb | PVEHRIE R 72 Spar : DHITREEE A& TRl AR YR 22

g



Rl 2R AR HEM) ' D B 38 (FAMIC-C (B TR AREL o7 i) 159

3 2 BB MRS R

D% B FEIEY CRSD? OR K Sty 0.36%" s 2 Shir
(%) (%) (W)Y (%)Y (% (% (%
K57 (H,0) 10 13.1 3 0.394  0.105  0.118 0.13 0.16
ZEZALE (T-N)? 10 3.91 4 0.156  0.011  0.047 0.02 0.02
0 ABE 4 (T-P,05) 10 5.28 4 0211  0.005  0.063 0.01 0.01
SN 4 & (T-K,0) 10 0.564 6 0.034 09 0.010  0.010  0.010
AKX 4 (T-Ca0) 10 4.08 4 0.163  0.047  0.049 0.03 0.06
Hig 3 (0-C) 10 26.9 2.5 0.671 09 0.201 0.4 0.4
\ o THEY CRSDRO ORT syY 038D g gD
%5y B '
(mgkg) (%) (mgkg) (mgkg) (mgkg) (mgkg) (mgkg)
i 4= & (T-Cu) 10 460 8 36.8 2.039 11.0 3 4
fign4 & (T-Zn) 10 1350 6 81.0 0.756 24.3 7 7
O (As) 10 7.95 16 1.273 09 0.382 0.14 0.14
HRIT A (CA) 10 1.95 16 0.312 09 0.094 0.03 0.03
7KER (Hg) 10 0.646 22 0.142 0017 0.043 0.038  0.042
=7V (Ni) 10 27.4 11 3.013 0173 0.904 0.1 0.2
a2 (Cr) 10 33.5 11 3.684  0.551 1.105 0.42 0.7
#h (Pb) 10 22.9 11 2.518  0.148  0.755 0.26 0.3
a) MR-l GRUBHEO 2 s T2 #T)
b) B Ry

c) ERPERRBRIE TREN TS M LS B (SR F B X HEER 22) O B &
d) =R FFBURS EE O B 220050 U7 HE e == [ i BUR YR 2

e) PUBH AR V(R 72

) BYEAMEDHITE (54 DFHAM) DT DD/ NT A—H

o) DM TR HE(R 2=

h) DFTRE FE % & TRk A HE (i 2

)7 E— ik

DN —TF R < 7 —T DT sp, =0

2) HEHRER

F B E NS HRE SN L FRBROMAEEE XK 3-1 75 3-3 ITRLTE.

KIFITIBNT, HtREm S X DRI R R LK 0 FH XD MR B R O AR B C S W T IER L A1 T 7.
FRREICIVE B TRV EZ R LD T, BB E LRV E L REEIT T EZAH B EDRD
BTz, FFERIC, BRRRICBWTC, FE — WIELRBEEO WA IZ DWW T IER A T 572l 25,
F BTSSRV SRR L. BHEERBIZOWVTH N E LR WHREL: t-BEEITo12E 2
AHBZEDRDONTZ. LoT, Kk OBREREITOWTL, FIERNCHEHENT Z1ToZ8E LTz,

7B, B DB OV TIT ISO 5725-2 (JIS Z 8402-2) ¥ 2B B (i aHEIT T 528 &L, AANUEZH
3572912, Cochran fE K& O Grubbs R EZFEMEL, A EAKUE 1 %DM VEZFRINLTZ. 728, FHRETD
FEHEIIBINRBRE D AR 2/99 £TELT-.
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# 3-1 HL[ERBRE R

R Ky (et (%)Y Koy OkaED (%)Y

A - - - - - 129 126 13.0 131 132 133
B 112 112 110 11.8 114 11.5 - - - - - -
C 121 121 121 122 122 122 - - - - - -
D 11.7 116 115 9.7 9.8 9.7 9 - - - - - -
E - - - - - - 132 131 132 131 132 132
F - - - - - - 133 131 134 134 131 132
G 119 117 119 120 118 120 - - - - - -
H 119 119 119 120 120 120 - - - - - -
I 112 112 112 1.5 11.8 118 - - - - - -
J - - - - - - 129 129 129 133 133 134
K 121 117 120 1.6 115 115 - - - - - -
L - - - - - - 133 134 131 132 132 132
M 124 125 125 124 126 125 - - - - - -
N 129 129 129 126 126 127 13.0 131 131 132 132 132
B EREEIVE—LE) (%) ERLE RBEER) (%)Y
A 404 402 402 401 404 404 409 411 413 409 411 412
B 3.69  3.69  3.48 3.48 341  3.83 - - - - - -
C - - - - - - 442 441 444 417 428 431 ©
D - - - - - - 409 410 4.09 410 410 410
E 381 377  3.79 382 384 3.8 410 408  4.09 409 408 4.08
F 399 39  4.07 3.89 399  4.00 414 413 411 404 408  4.08
G - - - - - - 412 412 410 414 410 411
H 3.66  3.67  3.68 370 3.69  3.68 - - - - - -
I - - - - - - 413 413 415 413 415 414
J 381 384  3.62 3.94 391  4.06 - - - - - -
K - - - - - - 409 411 410 404 407 408
L 380 379 387 3.63 370 3.46 412 411 411 412 412 412
M 371 3.69  3.70 3.66  3.69  3.66 413 414 413 412 412 411
N 3.84 386 3.77 391 386  3.90 - - - - - -
v e DA AR (%)Y MEAE (%)
A 537 536 537 534 534 534 0.491 0.485 0.499 0506 0.501 0.497
B 519 521 523 524 530 538 0.578 0.585 0.580  0.558 0.566 0.545
C 528 520 521 518 511 518 0.542 0544 0542  0.547 0.559 0.549
D 525 533 527 521 520 515 - - - - - -
E 538 538 541 535 538 537 0.525 0.529 0.529  0.533 0.527 0.534
F 538 537 537 532 533 532 0.530 0.528 0.537  0.532 0.525 0.553
G 531 534 529 536 536 534 0.504 0.513 0.518 0522 0.536 0.536
H 524 521 525 519 521 523 0.546 0.545 0.546  0.551 0.547 0.547
I 524 524 525 528 529 529 0.521 0.528 0.511  0.528 0.520 0.534
J 555 525 535 528 534 529 9 0522 0513 0519 0488 0.484 0.489
K - - - - - - - - - - - -
L 520 534 532 541 538 531 0.532  0.552 0.543 0518 0.521 0.542
M 518 530 525 532 529 525 0.482 0491 0502 0513 0497 0.502
N 531 529 528 533 536 535 0.549 0.551 0.558  0.577 0.580 0.578
a) LFEFBRIZEB ML =RBR=E 05 (EARR) d) Single Grubbst# &2 LD UE
b) Hmy%E e) Paired Grubbsi® & (2L B4 U

¢) Cochranf® EZ& A4 fE
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# 3-2 H:[EGRERRE R

B FIRAERE (%) AR E (%)Y
A 371 381  3.82 409 408 406 © 272 271 270 269 268 27.0
B 436 433 437 411 424 415 275 281 277 283 285 280
C 3.60 345 3.5 3.69 368 343 9 262 266 264 268 267 266
D - - - - - - 239 240 241 250 253 251 9
E 407 405 410 410 410 411 267 268  26.8 268 264 268
F 409 414 407 403 405 4.03 268 269 267 268 269 272
G 416 406  4.09 423 411 418 - - - - - -
H 401 401 403 407 403  4.04 - - - - - -
I 430 433 432 436 434 432 272 271 271 270 270 27.0
J 423 420 421 427 421 425 27.0 274 272 265 272 271
K - - - - - - - - - - - -
L 3.94 404  3.99 332 338 338 9 271 269 273 269 270 27.0
M 406 404 415 404 401  4.03 268 267 27.0 269 269 271
N 413 415 415 439 440 430 272 267 268 272 272 215
AR feE (mgke) fnes (mgke)
A 388 390 390 422 425 426 9 1260 1260 1260 1350 1350 1340
B 466 464 460 423 418 411 9 1350 1390 1370 1260 1240 1280
C 024 419 419 415 415 415 1360 1360 1360 1300 1290 1290
D 468 470 472 463 469 471 1430 1510 1520 1310 1320 1340 ©
E 445 448 449 450 447 447 1330 1330 1330 1390 1380 1390
F 458 456 457 447 447 452 1330 1320 1320 1450 1490 1470 ©
G 416 413 422 445 447 445 1330 1330 1340 1360 1340 1350
H 439 434 441 449 452 446 1330 1400 1380 1380 1380 1380
I 461 466 469 450 453 458 1340 1330 1330 1330 1330 1320
J 448 444 454 436 441 436 1360 1360 1360 1310 1330 1330
K - - - - - - - - - - - -
L 452 452 451 432 433 432 1320 1330 1330 1330 1330 1330
M 423 471 451 452 446 449 1130 1140 1160 1o 990 1030 9
N 455 459 462 462 463 464 1350 1350 1350 1343 1330 1331
B V% (mg/kg) ARIVL (mgke)
A 970  9.50  9.09 892 976 9.31 199 199 1.99 198 199 1.99
B 7.10 751 737 751 740  7.40 206 205 2.04 196 196 1.94
C 6.95 674  6.65 6.64 669  6.69 1.85 1.84  1.88 181 181 1.81 ©
D - - - - - - 1.64 168  1.66 158 162 1.58 ©
E 772 750 7.65 836 826 8.10 196 198 197 191 197 1.9
F 6.74 688 721 751  7.60  7.69 201 199 201 201 198 1.96
G 777 801 823 772 797 748 199 198  1.99 200 199  2.00
H - - - - - - 194 189  1.88 185 18 1.86
I 580 581 5.64 6.13 648 636 193 191 193 1.85 183 1.8
J 8.10 823 823 796 789  8.01 1.94 191 1.89 191 190 1.90
K - - - - - - - - - - - -
L 6.46 672  6.52 716 714 723 199 199  1.99 200 200 2.02
M 560 537 470 6.09 595 545 201 204 197 191 191 194
N 7.60 728 172 7.67 173 1.65 198 199  2.00 193 188 1.8

L ER3- 125 R
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7 3-3 H[RIEBRR R

=R KER  (mg/kg) =y (mgke
A 0.639 0.670 0.633 0.652 0.652 0.647 29.7 30.6 29.6 28.1 28.5 28.2
B 0.600 0.618 0.576 0.597 0.598 0.575 29.7 29.7 29.8 323 30.6 30.8
C 0.594 0.607 0.591 0.609 0.606 0.590 22.9 22.2 22.1 21.8 21.7 21.7
D 0.617 0.490 0.546 0.586 0.609 0.613 22.8 22.6 24.0 20.9 20.6 20.5
E 0.631 0.645 0.666 0.678 0.645 0.587 290.1 32.6 29.9 28.6 28.6 28.8
F 0.651 0.647 0.697 0.676  0.673 0.696 28.6 28.8 28.8 29.3 29.0 29.1
G 0.583 0.583 0.576 0.593  0.597 0.603 28.5 28.8 293 29.0 28.8 29.0
H 0.254 0.444 0.543 0.540 0.413 0338 9 293 28.9 28.9 28.1 28.0 28.3
I 0.582 0.592 0.620 0.518 0.545 0.567 27.2 26.9 27.0 28.1 27.9 28.7
J 0.631 0.674 0.667 0.514 0.610 0.620 27.7 26.9 27.2 28.9 28.9 29.0
K - - - - - - - - - - - -
L 0.691 0.644 0.697 0.671 0.675 0.663 28.8 28.3 28.7 29.3 29.0 29.3
M 0.527 0.532  0.559 0.583 0.582 0.557 243 25.7 233 23.1 24.2 23.9
N 0.572  0.637 0.574 0.619 0.651 0.664 28.1 28.2 28.2 27.9 28.2 27.3
R 7. (mgkg) ¥ (mgke)
A 30.5 30.5 30.5 32.9 33.2 32.5 24.1 23.9 23.7 23.7 24.1 24.1
B 31.6 31.6 31.6 32.2 30.3 30.2 22.5 21.8 21.3 21.9 21.3 22.0
C 26.1 25.9 26.2 26.2 26.3 25.8 22.0 21.7 21.5 21.1 21.6 20.7
D 36.6 36.8 37.8 34.5 334 33.1 15.5 16.2 15.7 15.3 16.0 151 9
E 32.6 38.2 33.0 32.6 32.5 32.7 22.1 22.5 22.1 22.3 22.2 22.2
F 32.2 30.0 32.2 31.4 30.7 29.5 24.7 24.3 24.3 24.1 24.3 24.3
G 30.0 30.5 30.9 31.9 30.5 33.1 23.5 23.2 233 22.8 22.6 23.0
H 31.6 31.6 31.4 30.3 30.6 31.2 24.9 24.5 24.8 24.2 24.2 24.4
I 30.4 29.6 29.3 30.9 31.0 30.9 23.0 22.9 23.2 22.5 22.2 22.5
J 30.2 29.7 29.7 31.2 31.9 30.9 22.1 21.6 21.6 20.6 20.7 20.6
K - - - - - - - - - - - -
L 31.9 31.9 31.9 32.0 31.8 31.5 22.4 22.6 22.1 22.7 22.5 22.5
M 30.0 27.5 24.6 24.0 27.8 29.7 24.3 24.7 24.3 22.1 22.1 232 9
N 31.1 31.0 30.1 32.7 33.0 32.9 23.4 23.4 23.6 23.6 24.5 24.0

IEITR3- 122 1]

3) HEHBHR DM

SR Z BRI LT L FIRRBR OIS L H U P E, BPEERZE (sw :[F—BRETRZLA T
B FHEL TODZLnb H FABZE 1), BRI HIUEERZE (sg), EMFHREHMELER 2 (RSDr) S T
RS R BRTA I o 1T D = ) FF B R AR R 22 O R A #iPH (2*CRSDR) 23 4 (RLTC. 7038, 2 AICHIZD
HEZ T =AU DT LI 825, P M CPERRAHE SIZ R CAE L0 DT LR L 72,

2 [ PR BUAR SR MR 22 (RSDR) 138 TO T IT DU THERERBR LI Z 361 2 S R TR B R R 22 D FF
AP (2*CRSDr) N Th -7z
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F# 4 FL[EFERKE ROBEHET

o HEBREHY EHEY sy sg? RSD® 2*CRSD’
p@? Y Y ()W (%) (%)
K%y (Hy,0) Hlies 8(1) 12.0 0.19 0.51 43 6
K53 (H,0) K575t 6 (0) 13.2 0.16 0.17 1.3 6
EREE (T-N) BREEE 9 (1) 4.11 0.02 0.02 0.6 8
EHREE (T-N) vy —uik 9 (0) 3.8 0.09 0.17 4.4 8
0 AUlE A5 (T-P,05) 12 (1) 5.29 0.04 0.07 1.4 8
SN 45 (T-K,0) 12 (0) 0.531 0.01 0.03 4.9 12
£ K 45 (T-Ca0) 9 (3) 4.16 0.07 0.12 3.0 8
AR (0-C) 10 (1) 27.0 0.2 0.4 1.6 5
N HEpE® EHEY sy sg? RSD® 2*CRSD’
(p (@) (mgkg) (mgkg) (mgkg) (%) (%)
4= 5 (T-Cu) 11 (2) 447 8.6 16.2 3.6 16
Hfgh 4= B (T-Zn) 10 (3) 1336 31.4 35.3 2.6 12
% (As) 11 (0) 7.33 0.31 1.08 14.8 32
FIRIT 2 (Cd) 11 (2) 1.95 0.04 0.06 3.0 32
/KR (Hg) 12 (1) 0.614 0.03 0.048 7.9 44
=71 (Ni) 13 (0) 27.4 0.9 2.9 10.7 22
712 (Cr) 13 (0) 31.0 1.3 2.7 8.6 22
#n (Pb) 11 (2) 22.9 0.4 1.2 53 22
a) RTINS e) =M B ER A2
b) KM (n =RRBREHO O TR 2L (3) ) ERHERRBR A SIS ) B W B
xR H % (2)) TEYEIR 22 DOFF A &P (B Z02(%)
c) EWIEERZ (HMEEZE ) g) p:AheaBREL
d) =M AEBUE R q AEARE LT E

pighl =N %7
h) E&E5HR

4) RIHERUTHEMS

ISO Guide 31 (JIS Q 0031) [TV TIEBIFEREAR EY E OREGEEFE O MAN AL L TER SV TWDREREE &
O ESEF 5 1TRLTz. 72, 1SO Guide 33 (JIS Q 0033) 1012 B W TR EIERZHE HEYE O F I2 & 720 4
WL b5ET — 4 (GEFRBRICE T 5B NIRRT 22, 50 B BUZ HE(R 22 & ORT I 723 B =450 % [
FRITRLT-.

(1) JEEAFENSOE 7k

HFFRBR O EEIEOEAER NS (1) 13 ISO/TS 21748 (JIS Z 8404-1) 'V IhEVy, HLFEIFRBR O ENIE (R
7 (sw) , ERFHBEAERZ (sp), BB (p =6~13) L OEHBRE TOMIK LRI (n =6) 25, (a) 2
FORDT-. FEUEDORHENIIL, JLREANHENSEL, BEERHENES (u) 2G0T 1 HTITRD, TICE &R
() 2R TRD (b)), IEEHSERBIEICBITDER FIROHIZD 2. 7ed, AERE () IZ20W T
EHR AT OISR UER) 95 %ITHRY T 5 k=2 L7
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2 _g2) 4 SWo
(SR Sw )+ n

p

FRERE S () = -+ (a)

JEBEAHEDN S (Ugs o) = k X u -+« (b)

sp: M HIURMER A

sw: ENEEHERE

n: RO E N LR (n = 6)
p: FEIEERORER =5

k: wlEfREk =2)

(2) FRFEEOPE ITiIE

KIFZDNTIE, A LD ETE (12.0 %) LK FHC LD ETE (13.2 %) D R85 DD 45y
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Preparation of Certified Reference Material (CRM) for Determination of Major
Components, Organic Carbon and Harmful Components:
Sludge Fermented Fertilizer (FAMIC-C-21)

MATSUO Shingo', YAGI Keiji', TANAKA Yudai',
YOSHIMURA Hidemi' and AKIMOTO Satono?

" Food and Agricultural Materials Inspection Center (FAMIC) , Fukuoka Regional Center
2 FAMIC, Fertilizer Inspection Department

Food and Agricultural Materials Inspection Center (FAMIC) has developed a certified reference material (CRM):
sludge fermented fertilizer (FAMIC-C-21), for analysis of major components, organic carbon and harmful
components. FAMIC-C-21 was certified for the contents of total nitrogen (T-N), total phosphoric acid(T-P,Os), total
potassium (T-K,0), total copper(T-Cu), total zinc(T-Zn), total lime(T-CaO), organic carbon(O-C), arsenic(As),
cadmium(Cd), mercury(Hg), nickel(Ni), chromium(Cr) and lead(Pb). In addition, it is stated as a reference value
that moisture content (H>O). 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. Fourteen 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. Since significant differences were observed between
the analysis methods in terms of the moisture content (H>O) and the content of total nitrogen (T-N), the reference
value and the certified value were set for each analysis method.

The CRMs were expected to be useful for the quality assurance and the quality control in the analysis of major

components, organic carbon and harmful components in sludge fermented fertilizer.

Keywords ~ certified reference material (CRM), sludge fermented fertilizer, major component, harmful component,

ISO Guide 31, ISO Guide 35, collaborative study

(Research Report of Fertilizer, 15, 155-168, 2022)
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