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1 DURATIIEMZESTIRM D ORAEEGTOERE
— T AV OB

K B, vk 1, BrEs !
F—TJ—F  AEMETOVEE, So b BWVTLE, VATV, EE

1. [FC&HIC

TUBTVIEENE, R 15 OB @R O A ER G IE LD, TFWERE IR (V27 0V IEENZ R
%) | DMERAEEE & O & BN 5 ] CEAJFENE L TGRS, TROOIEEIOE A & ERUTIT AR
PETOERDSBINS T, F7, BMOKER BRI, TREMETOERE T, S U7V EEHZH KT 5H0
IZHo>TIEL 2 55D 1 /Iy MLV OKEEL TN D AR OKER (LT N D LEEHR (20 g/L) ) IZET DT g
%, TOMOFEHIH KT ELDICH-TIL2 5D 1 /YLD EE (FEEE (1+23) ) IR DTV R %
VDI JEBLESN TN,

EFRDIFBERICT, U FVIEEHEAR O AL OERIZ DWW T, KER(E T RUD AV (20 g/L) Thltk
L7z 5o b WY MECTHIE T2 5 EE e LizE 25, JIEERIEICO DI 2R L, il e 50 5
LI, IEEHERBRED IS B IEL L QU Sz, BE, IEEFERBRE (2011) 121F, S VA7 VAR
D AFEVETOEEO R 1L L COKEE(E T N D AEHR (20 g/L) M2 T 65 CTMET ZI71ER, MRV
PNBEEZ DO JFEHZ B kT 25 DI DWW TSRS (1+23) 2012 T 30 CTHRREI THHIERE#HIN T
W5,

VTV EE  JFR T DU IR RN 1T, T OO FUEHT K42 AT WA G Te 220D, Th
ZENOHETAEMET OB E LT A, WAL T AER BOEIG DRI OO AIENE T O EROH
TEMEIER FHE LR MEZ R U, 7 DI, KB LN AR (20 g/L) Tt 32 i (1+23) %
A CEEME TR T2 EZ B M L72L 24, i RP G FE L. ZDITEND, ZORERIEIZOWTH
— BB ICBIT DR LM OMRE FEM LD T, TOMELZHRE T 5.

2. MPMBRUVHE

1 SHARBOHRER

TR DV A7 VAR NS R AR (3 A5) K OV 747 )V RERF O ML R 50 A MR S5 25 Te iR GR AV A
Fe ekl (5 40, (bEAERE (4 50 K OBLA AR (1 50)) DFF 13 AIZ2W T, HBAE 500 um D 55\ 4421
THETEL CTobr B LT,

2) REFE

(1) K: AKEHIEERE (MILLIPORE Elix Advantage 5) THELL7= JIS K 0557 ICHE TS A3 fHYS DK
-,

(2) 0.1 mol/L KE&{b NI AFRIE . FERHERER L 2011) IZE> TRREL, BEE L7z,

VRNTATECE N EMOKFE B A il e — 4 R A —
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(3) HEmg: JIS K 8180 I[ZHLE T D45k A 2.

(4) KEE(LF R L: JIS K 8576 [ZHLE T D45k FV =

(5) AL AU L IS K 8121 ([ZHE T DRk A -,

(6) MALAVT AL : JISK 8101 ([ZHE T D= /—/L 250 mL Z/K 750 mL 2Nz CTRAL, by
U150 g 2 TR LT, FERIEEL TAT VLo RIEHR (0.1 g/100 mL) 2Nz, TR OGN IRE
(Z72HFTHIMEZ FLCRRPESL, 1 HRIE % 0.1 mol/L KE{b T hID AEHE CTHhfnL7z.

(7) SoAb VT LEERK: JISK 8815 ITHLE T 552U A 58 g 27K 1,000 mL (ZELT-.

(8) 7=/ = NTHLALEW: JISK 8799 ITHETLHT =/ — /T Z LA 1 g% JISK 8102 ITKET
BHxH ) — 1 (95)100 mL ([T LT=.

3) KERUEFE

(1) fEEAME: vY~ME Waterbath BM100 BM200
(2) 7AEL—X%—: ASONE AS-01

(3) EHEE=Lvbh: FEEF L¥E APB-510

(4) FybTL—h: HEHES NP-6

4) HERIZ/E

(1) ABHA IR DT

TR 1.00 g 2 o CTh—/bE—1—300 mL (2 A4, 30 ‘CIZFBE L7 EmE (1+23) £ 150 mL 200 .,
3022 COKIBHTI0 3 ZEITHTAETHEIRERNS | FERIINEL72%, 287722250 mL % 4
EL, A 3 FECTABLT. b= — I —NOEEME K TIET AR BIZBL, A EORERY) %
KT 2 [EIEH L7k, R ECRZMA Tz (LT RUEHEIR (1) &2 (K 1)) . A EORNEfEYE AL &
HiZ, RY=F Lo fle —H—300 mL IZANLT 65 C IZHHFELIZKER (LT RD AR (20 g/L) 9 150 mL
ZMZ, 6512 COKBHFTI0 T LR =F Lo B-O R TOHZRERND, 1 KFEINELZ. =i
FTHEH L%, RI=F Lo MeEET7T723250mL Z%gwsl, A3 FETAHIBLI-t4, K T2 RIPESHL T
OIERRE TR Z M AT (LLTFREHEIK (2) 32 (14 2)) .

SHTElERL00 g r—/Lt—#—300 mL
—30 °C ¥E2(1+23) #9150 mL
ik 30+2 COKBFTIFF (104 Z LI ERED)
T et
At AHR3TE

— & ORI R K C 2RI
—KT LHETT 23250 mLICHEEE T

AUBHA (1)

BT KR (1423) 12 R D30BHAHE (1) OFR R
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A& ERIRFRY) RYxF L B —H— 300 mL
65 COKERLF N w7 2R (20 /L) £9150 mL
IR 652 ‘COKBHTIREHE (1053 Z LT EIRED)
bty ==
At A3
— KUY
AR TRV F L A RET5 22250 mL ITHERET
FUBhATE (2)

X2 IKERAET RID A (20 g/L) IZ R DR BHATK (2) O T

(2) HIE

FAUBHAR (1)25 mL K OBREHATR (2) 25 mL Z Rl — DRV =F L ol —7—200 mL 1289, HEEEK 10
mL, 5o b AV AR 15 mL K OSEAL YD 249 2 g 22 TRV =F LU B O #RE TS RE TR
2L, 10 CLL T OMEE TR 30 pMEHILI-%, RV=F LU —F 501324 6 Fi L VAR L
THERENTRBI AL, HEAV T LR T 6~TEEG L. A EOWLEEZAHEEHITK Th—LE —
77—300 mL IZBL, TITAKREMAZ TIRER 200 mL EL7-. Ay b7 —bh E TR 70~80 CIZhi#L7-
BEDICT 2 /) — VT XA RSN Z, 0.1 mol/L KERLT R ARIE CYRIR D AN R A 72D
FTWEL, AEETVEBOEZFEHLZ (K 3).

HZREHRIR—ERmRA R =F L R —5—200 mL

—HEEEKI10 mL
— 5ot H I T BEEIEHI15 mL

LAV T2 g
B AR (10 CLUF) THI3045
u&m'%@ RYTF LB —F 5 IF | HHE6HE, S LT
%EL% LAY WG C T H £ T
%Jaz\;ea F—/L ' —%—300 mL, 7

—7K (EE200 mL |22 AFET)

PIIE 70~80 °C

— T2 )— VTR AR K
HE 0.1 moVL/KE&AL. 7~ N &7 NEIR (R DR IR BT 72 5 ET)

M3 S b WIT LA DHIE
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3 BWRRUEE

1) KERIEFRIDLBR QO g/L)MBICEITANILLVLDEEDRE

VBT NVEE R R 3 DU BB IS DWW T, AERHEEBRIE O e (1+23) Th 32 9715 & OVK
Fe b R AEEHR (20 g/L) T 32 7 I CHIEMEIT W2 2N ENIE LT LZA, IV T LG A &
DENIG DIRZ VLA AT EEME T IR O E TR FHE LV IR WV EZ R L7, O, ZOJREEZ L
U LDIKEEAE T R AR (20 g/L) TORIICR BT 5LE 2, el i (1+23) 2002 TR 2 7>
ZRERDSIE (30 C)L, B bk syl Uiz GUBHERK (1)) %, AKEE{k R Y AF7E#K (20 g/L) Tl
H32 GREHRIE (2)) Z&ELT-. 22T, REoZnboiH 5y GRERANE (1) & OREHAR (2)) ThiH
SNT=ZNEND RIENET VR 2 A T 5720, OB E FE L7z

TUH TV RERF O A D AR 2 T IEERO 23T FTEUEE (10 53) Z VY, ARIEICRDRURHEIR (1) K
O R (1423) Tt 2 IEEHE 3 BR 1 (4.4.1.2) IC XD AT PR O IR O I E A Heie L7 211 4 1R
L7z, Wi OMIE M OIS ORI RS (1=0.998, y=0.994x+0.15) NiRDHNTZ. ZDOZENS, VBT VIR
BE UL R AR & T IR EHZ DWT, ARIEOIERE (1423) (IC LD hh H I 1k GRUEHEIR (1) ) 1EAR B2 350
SR T L LR O W EVET WO R EE AR ONLEEZ 2 6. £, b ARk (13 7)) 2 H
VY, RIEIZ X DBHATR (2) R OKEE{L T RD AES#R (20 g/L) Thit 32 I BB VA (2 KD T E 5 2 b
L7 R AR 5 1R LTz, BERRE SRR E O W E 8 L0 AR B IS LD FEHATK (2) ORIE B O J7 3 MiE
R RE R BT FERDEEHZDNT, VBT IVIEEE (LK) 2% G L LT D JERHE SR B A O il H 15
TIX AT OEE S+ I SN2 WIE A RS Y, ARIEOHEEE (1+23) BRI KER (LT N D AR
(20 g/L)IZ XD E21T GREHEIE (2)) Zhicks> Tt Rk Es b LB 2o,

40 > 40
y =0.994x + 0.15 y = 1.003x + 2.80
r=0.998 L’ r=0.973
S 30 f ¢ S 30 ¢ ’
= o
X 20 X 20
g g
| 10 | 10
¥ * >
0 - - - 0 - - -
0 10 20 30 40 0 10 20 30 40
kR E4.4.1.a (%) kR E4.4.1.0 (%)
B4 Mg (1+423) RIEEPET O ERO (5 ZKER{bF R AP (20 g/L)
A 7E i ATEAPE oD T

2) AEREDOBHRIE
2.1) D53 A AEE (13 50 Z2 IO TARTE TS 72 3UBHER IR (1) SRUEHA IR (2) O EME D& F AR L
AUEHAE (1) R OBHA TR (2) ZIR A L7 O RE 2 R L2 R 21X 6 (R LTz, FHEMET WlR O
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M EEOHIPH 12.58~40.02 % T, G HEAMIZKT TR GHEOMEMDOEI A 13X 98.2~102.8 % Th-o7-. Zh
SHE MO N @ OFE B (1=0.999, y=1.014x-0.37) DO OHTZ. LoT, HEE (1+23) I L2 50EHA
R (1) e OOKERAE TR D AFEHR (20 g/L) il KD FEHE IR (2) R o r[EEME T WEEE Z 2l E 5
VBN, ZNHOIRA LIRS E# A CEHZ LB L. ZoZehh, FIAD M FH L K O]
EREH O FLME LA X BTz,

50 7

y =1.014x - 0.37 .
r=0.999 ‘

10 r e

ARE—IRAGHHEE (%)

0 1 1 1 1
20 30 40

50

ATE—ERIHE S FE (%)
M6 Ak —fEBIHE S RIEL RIS

3) BHTHER
2.1) Doy M

FHMIEMED ik
#1 RARICEDAEMET W OO TR 5
ST AR S AR
AEF O FEFESE (%) (%) (%)
1BA D AEEIREH 24.73 0.50 2.0
1BA D ABEAEL2 33.23 0.37 1.1
1AV ABRIEL 30.94 0.19 0.6
1BA VA ERIRE4 32.89 0.59 1.8
1AV ABRRELS 34.62 0.12 0.3
(LA AEERL 34.29 0.38 1.1
(LA AEEL2 22.44 0.11 0.5
(LA AEEE3 28.54 0.13 0.5
{LAAEEL4 31.48 0.15 0.5
(LA AERES 12.35 0.15 1.2
{LAAEEL6 15.29 0.46 3.0
(LR AEELT 39.97 0.22 0.6
B & ek 33.83 0.35 1.0

1) 3RPHTRBRERE O P4 fE

OB (13 5D Z VT 3 mPHMTRBRZ EZM L 72K RITER | 0LBVTHS. ZDRERIL, F
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I EM DS 12.35~39.97 %O & CHEYER 721X 0.11~0.59 %, fHHE R 721X 0.3~3.0 % THY, Bif
RO TR E NS,

4) EETROER

KiLEDE B FREZMRTH-0, TERMETOEE 1.8 %Y BEOREZRELL, 10 SOHMTRBRAZ LML
Tof R 3R 2 1R U, —RISE & T BRITAE MBI 22 X 10, Mt T FRITAEHE(R 22 X2 X t(n-1, 0.05) £ L TR
HOENDYAREDE R FIRIZ 0.6 %, Mt FIRIZ 0.3 %EELHEESHZ. 728, E& TR~ LoitEo
T EBIEZITICHTZY, 0.1mol/L KER{L T R Y AEK O E &IX | mL fREEZ Y Thotz.

2 E & TIRMERREBROE R
IERORE  prye i) BERE SR TROMED B TROME”
(%) (%) (%) (%)
bR AEEL 1.67 0.06 0.6 0.3
1) 10507 534 R O -2 fiE
2) FEHERZEX10
3) fEYERAE=2xt(n-1,0.05)

4. FEO

VNG T R O PP OB O RBRTEIC O WTH R BR R DO Y PO A2 S e i
MaL7=LZA, IROEF=157-.

1) WAL OEEBEOEENRKREIWVIEEHZSWTIE, AERE TR T LR (20 g/L) THH 4201
(ZHEEE (1423) Z N2 CREYE TR 3 2R 2 T ot 32281280, It WER OB R SeES
nr-.

2) MR (1423) T H U 7230RHA IR B OV % (1+23) fil B K B (b TR D AR (20 g/L) THIHIL 723K
BHE R ARG LTt 5ok VT LiEEZ W THRIE 322812 Ko TRMAD 18 3 Ak K O E IR 8 o K
LR BT,

3) VAT NEGTREE (13 R) AW T3 AHMTRBRA I L 72L 25, SEXRIEEAS 12.35~39.97 %
O CIEAER X 0.11~0.59 % Th-o7-.

4) ARIEOERE TR, 0.6 %fEfE L E I,

ZNHDOZEND, 2010 BB EE MRS OFH#EEZ T, R B GRSz,

X ®m

1) BEMKES SR IEEH B E I EE S @ ARE O N EHK A E D LM, BB 61 422 A 22 A, Bk
KPEERERE 284 5, RIE AR 1542 H 7 B, BHKESRERE 122 5 (2003)

2) JEMOKEES SR B E AT A5 — 50 OB IS EEMOKE KRB OIS E T 58 A K
HatRET oM, BS99 4E3 H 16 A, BEMOKPES &H/RHE 596 7, tIEFRL 1145 H 13 A, BARK
PER EHRES 704 5 (1999)

3) WEAREE, TEKIE, [ EBY VBT EE R ORI EEPETOEERNE  — So by MEOmEH —,
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AR IR, 3, 19~24, (2010)
4) FEMOKPETHE Bt 2 — (FAMIC) : I ERTE (2011)
<http://www.famic.go.jp/ffis/fert/sub9.htmI>
5) BRETA K- RABREL /KB BERR B A A ~==7 LV OKHE, [&E, KELEW), p.8~11,
(2008)
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Method Validation of Potassium Fluoride Method for Determination of Acid-Soluble and
Base-Soluble Silicic Acid in Fertilizer containing Silica gel

Akira SHIMIZU', Jun ITO', Shin ABE'
' Food and Agricultural Materials Inspection Center, Nagoya Regional Center

A study was conducted to evaluate the applicability of the method of potassium fluoride for determination
of acid-soluble and base-soluble silicic acid in fertilizer containing silica gel. Silicic acid in fertilizers was
extracted with hydrochloric acid (0.5 mol/L) and sodium hydroxide solution (0.5 mol/L) successively, and
then each extract was mixed. The silicic acid in the mixture was determined by potassium fluoride method.
The accuracy and the precision were assured from 3 replicate determinations of 13 fertilizer samples
containing silica gel. As a result, standard deviations (SD) ranged from 0.11 to 0.59 % and relative standard
deviations (RSD) ranged from 0.3 to 3.0 %. These results show that the method of extraction by hydrochloric
acid and sodium hydroxide is useful for the determination of available silicic acid in fertilizer containing

silica gel.
Key words  available silicic acid, potassium fluoride method, silica gel, fertilizer

(Research Report of Fertilizer, 4, 1~8, 2011)
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2 HMERUVHREELEVZESTCEMDORES £
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AE

feln

(2 INTh

F—U—F Wi, Wilg, HEE

1. [FC&HIC

SRR AR 7 A AEBHBR R S SOE Y S 40, Bl 88 AR Z & T IEHI TRk O Db &9 1 L L TR
TERED DR E SV, AL 22 45 12 H RBUE, BESILTWDIEEI ORI 22 4 Tho. fit i K IZED
L&, B, i (FIAEEE ), MEEE 8k (RIEMEZET), MRELFEEL T, B@FRELIL 2
iDL BB ARG L CRE S TEY, B LA, BRI R K O RSCE) — (bR b 722 & D B4k}
EWMLIZbObH 5. EAMOKER SRR, fidh XK OZOLAE I E T R ROFR RBEFE SITD
NWTHRY, £z, ThiHE 7 ARICOWTE, MEBREELE, Hb U A EY S22k o = ER (L6 5K
(SO ZEREL, ZNOREHTOHREEIIKHTHE DR (%) LT D LHSNTWD. 2D, fitilL T
LR O 57 B RO G A BT 1~249 % R S OFLERE) SRRV, E'iEELTE, MR EICHE
JERRBRIEA JIS HikE S O S8 IR S TR0, A FEF LT B C B WX S o MR Iz L7 7 ik
IR CRBRZ FE ML T 5.

Wife 8 — k& B EL COD BB OB 5 £ B O HIE T, H—RBREICB 52 Y M0 iR
N=ZEnD?, IEEHERBES [N SV, EF L, B K O L& W E BB L T2 IR
DR 5y AR ORERIEL LT, JIS K 8088 [ZHLE ST DA 5 (BRUIE) M D3 BR 1L (AL YT Ak
(EHEE)) #2288z, ZORBRIEIR, B, iE e el it - LU CThilig A4 L L%, A
U DAV ERINTHZENCEY, HERME ORI ) AT A RS E &BERHE T2 HIETHD, £z,
Wi NI LE L TERSNDIZD, TOH wICH R Z T U T b T 52 LI R B s
kKoo7-. 708, Wb KR O E A WE EIFEEEL TOBIEEHTIZHEM E DM B ZIR SN TV AL DL H5
e, HEMIZEET L RNEWE OBREFIEORGZMA, £OREBRIED R BREIZBIT 5 %Y
PEDOMERE LR L T=DT, ZOWME LW ET5.

2. MPMRUVAHE

D HAHOERRUVHFER

Wi M O DOILEWELTE 1 O 6 SORBRMZIEL, bR EL.

Bk ORBR AT 0.2~1.0 kg FEE AL, E=— L RICANTHEEL, HBEIX 500 pm D550 4450
TLETHFLTONTHREEIE L. F, R ORBR T T IATF v IRV ANT, ZOFEESHT R
FHEUCRERICHE L. 728, WP o Ba bl & OV b Rk 3 1R TR L.

2) HE
(1) KREAL AV e ) —VEEH : IS K 8574 \ZHUE T2 KB AV Y A 10 g 27K 50 mL IZIEH L,
VOMSIATBOE NRMOKEETE B et 2 — e e 2 —
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SHICJIS K 8102 (ZHLETHT4 /—/1(95) 50 mL # /% 7=.

(2) ek JIS K 8230 ([CHLET 53K (30 %) .

(3) HEfg: JIS K 8180 [ZHLE T DK,

(4) FHE: JIS K 8541 (ZHLE T2 TR FE DM EDOHD.

(5) ALY LERHL . JIS K 8155 IZHLE 3 DAL/ U A K Fn#) 100 g Z/KIZEEHLT 1,000 mL &
L7-.

(6) HHEMARERYAR : JIS K 8550 IZHLE T HAHEEE 2 g Z/KIZVEMNL T 100 mL LL7z.

(7) 7 /)—=NTHEAEER: NSK8TI9IHETHT =/ —/VT7H LA 1 g% JISK 8102 IZHLE TS
TX /—/1(95)100 mL {2 LT-.

(8) 7k: AKKEBRLEERE (ADVANTEC RFD240NA) THRBLL 72 JIS K 0557 IZHLE T2 A4 Y.

1 ABRiCgtL - BRS o —%

AEFEL S BRI PEIR
ek it 2% AR/
2 it 25 Btk
FUER3 it ss e OB EF IR S Btk
Bk fift 55 2 OB B TR A HEIN
ks Wi e, filis & O BLOIREGY) [SARIN
ke il M O DI & HEEIN

3) BERUVEKE

(1) #®FKNA: METTLER TOLEDO AX504, METTLER TOLEDO AB204-S
(2) #E#E\E: SURE SK-65

(3) AyhFL—b: THeEEERT APS-500

(4) /Ki¥: AS ONE IWB-100

(5) pH &F: JEGEAERT F-12

(6) WD OIX

(7) #BXS: ADVANTEC FUW242PA

(8) LUMFNT L Ir—Ha—

4) RIFE

MR 1~5 g Z1EHE (0.1 mg OHTET)ITEST, b—/bE—H—200 mL (Z AL, KE{LAUT L=
X —VERIRK) 50 mL 2Nz, ReEtl &y, SR TRy N L —NCEIMBEMR L. untk, 27
F23 250 mL (2L, BEARECREMA CRENEIRE LT, 7eds, RIRZ AT O sl Bl Chit 35 4y 22 & D
GHBEOVIZNEDIZONWTE, ERBIEEZTTO T 2REEZRENRRE L. £, ST OI BIEMEL e
WHE Y EEBLTCODLDE, 5 DRRERBEMRL, ERL-KRICAHKG ) THBL, sEhaiREL
7.

FEHAR D — B (R U DO DA R EN 0.1~0.5 g FRELRDIIICHE) Zh—AE—7



B 1 M OV 2 2 T IRk P oD i g 4 B 11

—300 mL (2&V, A 50 mL J ONEEE{L/KER 5 mL 200 %, DRI L-, 80~90 ‘CoOKIR ETE
ZLEDERARNOK | KRN L7-.

DR, 7= ) — VTRV A ERIR A 1~ 2w N Z (F721L pH EH & I WO), Hilg (2+1) TH AL,
FICHEEE 2+ 1) 1 mL 2@ ENIN %, K22 TR 100 mL &L, EEER 3Ry 7L —RTH 5 70 [HA
PLT-. BB, B Y AR 6 mL ZHHR LS BINZ, D RERGE th, ALY AT E SO
I 772 B A U AN D e A g L7292 C, Mk NUD AWK 2 mL 2 Le s i gl N 7=
ZD1%, 80~90 COKIE ETHI 2 RefIINENL 7=, fifg/ NUD LD RIS S 2 RS 5720, IEZ 1D
7okig BT 4 R BL BRE L7z, AHK(S FE C) TAIML, h—/LE——300 mL Z /K T L CibEzZ &
TELAME RIS LT, YRR VEIRRY 20 mL ICREEE (142) 59 5 mL M OREBRSRVAR 1 mL 2Nz /=&
HE L7272 HFE TITo 7.

L K OAMRE IR ST 7214, HOOUDE R LIRS DIF kB A @S AA Te It T AR,
BT THEAL, XA (800 °C, 2 W§f#]) L7z. ME, VA7 NT v r—2—HIZB L TR LT=#%, i
AHDNEEIINTNT o —2 =R HL, TOE &% 0.1 mg D -ETHIELE.

ORI LS TN Oy 28 (%) ZHE L.

fit o5 0 2 & (%) = ((W,— W) x0.3430) / (W xV,/V,) x100
= (W,—Wpg)/(W.xV,/V,)x34.3

W, KA1 D o3 BTl Ll s DX D E &i(g)
Wi TR L7 5 DI DOE & (g)

W, BRI L 72 3 sl Bk 0 T ()

V, BBHA R O 7 25 B (mL)

V,  iBHE IR D 43 B (mL)

3 HERUBE

1) BMESLZEDAEICEETIEHTOMEBERNSORBHENDORE

B 5 122N, JIS R AW T &R HE LB, fhHERICEY A EC, JIS EIEs it
B KBEAE D VD e 22 ) — WRTR Cot RICIRRSEDERESN TS, 3k 5 OfHIEIRII AR D
MEZEH/LTRY, ZOREMYPHE S RO EMICHBETLLEEZDN. ZOZED, iy
AEELT 10 %Y &I L7308 2 W T, Al EO R M2 LA 05 4y 4 & Ol E i~ 5 8%
AL, TOMER, ZBELZEILRWIEA T 2596 % ThHo722, Sl EEL Eii L7854 1%
10.09 %&720, BREHMEIZH LT 101 %&IEE0 e 3 DHE Tho7o. £z, fitsg K OZ oG Wi HEhn
TWDIE OMEL (3 R)IZDONT, RIEIZES>THi S R RmEARE L. ZOREE, 0.03~0.09 %<& 3.4)
DE & FRRA Ch o7z,

INHDIENS, JIS IEICABEREEZ N 2D ZE 2L > TRIEMRM BT REBESNDZ L HERS, Hil
H SR ISR L 72 O B2 3 T it 35 e OV O LB W O it 38 5y R R ORIE R FTRE & Ae o7z, 7ods, fili
TR ST OFURE 1, 3Bk 2 R OEL 6 1IZA B IEE AT D LN ARE TH 7.
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| otk 1I~5g | 0.1 mgETh—LE—H—200 mLIZIZA0ED,
— KEBALAY D I T8 ) — LERIEHD SO mL
| i | meEtmcE, Ei
]
| Jcih |
]
| BLIAL: | 4287722250 mL, Kk
7K (R ET)
| 2 | 2w
]
[ omCEs) | r—nre——300mL

—/K#J 50 mL
—iEEE{/AKFEH) 5 mL

| e | 80~90 °C. 114
]
I Hclts |
—Tx/)—NVTXZL AR (1 g/100 mL) 1~23
| i | HEEE(2+1) (AEDSBEIIC/RDET)

—Hgz (2+1) K1 mL
— K (R EDKI100 mLE725H1912)

| i | &b, 550
UL AFEE (100 g/L) K96 mL, AR50,
| JlE | %orm

—E AU AR (100 g/L) B
(€A i Y A DA AN 5
—ENEAL U BERHE (100 g/L) $92 mL, 2>V 05

| e | 80~90 °C. 26
| ﬁﬁzl‘/% | 4L, B A R kis BT
I %:i@ | »ugswEC
| BLIAK | 2ueswEC, Ak
—IK TP (AR ';ﬁ\/])j_/@}iﬁc‘ﬁ37l£<7lﬁéif)

| BLAK | 2o
| azlksk | mass 49120 °C. 1R
R

AL C T e =R NI

JRAE 800 °C. 2HFfH
| ﬁﬁzl‘/% | Foir—s—
| %f%liﬁu/”f | 0.1 mgECHELRHIETS.
1 R OR Y A RABRE T m—y — ]

2) BREBEZERET HRIRHAM DBELLIR/F
AR 6 (ZKZINA T DB KR AR L DBRALIRE L ML 725 B L LR WG & ORiL s 55 A O H]
TEMEZR 2 IR, 5Bk 6 13y B ATRGET DB E L TR DO 2 H L TRY, 2 TH 58I
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fRL CTWDHCIROFRENCTH DI LMD, WER LK FEAKICL DL B AE DA I LD M8 4y A B O E fE1C
ZEXRBD LN D o7, Fo, BBk 6 [KBBIE AT L =& ) — WEIRE M Z T B A U T-2 e D,
ZD I NE K OVEIR OB O3 S I XL R EZ BR O CTHERE SV T LD AR LA O # B2 T 352k
DHELES T

K2 WIRITIE DR R

. _ Y
SRk WL i Ig?
- H 3.28
kle
R il 3.21

a) 3R T T RRE O i

3) BHTHERAUE

2.4) DI IEICE DO THEE ZHER T 5728, 6 S8 DOIEZ W T 3 SO TlBR &2 i L 7=k A% 3
WRUTz. Wi 0 2RO FHIEIL 3.28~246.96 % THY, T OIEUE(R 75 K OFH oHE (R 21X 0~0.49 %
F M 0~0.30 % THY, i )& T DR Tho7z.

23 O TRl R

g = S E i) T e 72 FH R AZE V) 7=
Faw e
(%) (%0) (%0)

OB 246.96 0.49 0.20
k2 246.46 0.25 0.10
PR3 54.23 0.12 0.23
AR 131.59 0.20 0.15
Bk 17.28 0.05 0.30
Bk 3.28 0 0

a) 3RO TIrHT Rk O A

F4 GEETIRMEERBROR R

Sk B FHfEY PR 72 ERTIROHEE" B FEROHEE
-~ (%) (%) (%) (%)
Fith e O DAL A 0.95 0.04 0.40 0.16

a) 100 T s O 2
b) HRYE(REX10
c) IEHE(R 2 x2xt(n-1, 0.05)

4) EETROHER

B i GRIR) Z M BHEIRA L T 2R EL T 1 %Y RICHBL7Z3EHZ DWW T, 10 s TBR %
Fhiti U TSN TR AR 4 1R U2, B R E ORI 0.95 % THY, T OEHER 71X 0.04 % ThH
oz, ERE FRITEMER <10, 72, B FBRIZEER 22x2xt (n-1,0.05) ELTRENDY DT, RiED
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TE BT IRIE 0.40 % FRPEL, FRiH TRRIZ 0.16 % F2 L LHEESI.

4. FEO

Bt 25 M Ot 36 (LA W % B 32 BB O i 35 4y A2 B O3B L LT UIS K 8088 IZHLESIL TS
HAb YD L (EEE) REtLIE 25, RO RERGT.

JIS K 8088 [ZHLE SN T Dt % (RRAEE) DM ORBRIEIZABBIEE N2 5281280, SR8 Ok
DRI R IR iR % & T iR B~ F S Al e L e o 7. 7, BRERZ JFUEE 32 IR RO 5 A1,
L BRIERANE T 22N TE. PHMTRIBRZ TR L72L 25, VHIE 3.28~246.96 %DHFiFHIZIWT, £
DR e 72 Mo OFH AR ERR 221X 0~0.49 %K% X 0~0.30 % Th-o7-. Fio, KIEOE & FIRIZEEF O
My 2L LT 0.4 %feE L E S,

ZIHDIEND, 2010 FE LR ERTRET 2 OF#EE T, BEHEERBRE (3518 [DGksh .

#H o

ZORBROFERIZIBNT, 7rm xiavikAastt, oy rakastt, kst rryo b, BARRE
FAL R TR SR O RSAER T EE T RIIT T AORMB R O EEHEELZ2 8O
TIREH =L ET .

X &

1) AEBHEGRG S BEFn 25 4F 5 H 1 B, 3B 127 5, SUEFRR 11487 H 28 B, B 111 5 (1999)

2) JEMOKPEA SR IEHBUR R IS S & AR O A E R Z ED LSO, B 61 4-2 H 22 H,
MK PER H 284 5, SIERR 12 4F 8 H 31 H, BMKEARERE 1161 5 (2000)

3) EMOKPER &R EHIGRE A S +E AR5 — A = 5 OB ICE DX, BT E 55 U 458 — IS
=5 D E AR D PRAEEEICE DO E R B AL T D FEEARE A EO LM, SERL 1241 H 27 H,
JEMOKPER &R E 96 5 (2000)

4) BEHAb RS iR I S b o M Bl Bl T 3L LR B Il &k, p.112~120 (2009)

5) JIS K 8088, fifi g (FA#E) (1992)

6) JISM 8217, $kfif — i E & 7L (1994)

7) AT, FREEDER AL S PR O i B S A s E, IR ZE S, 3, 25~29 (2010)

8) JEMKIEWE ZE it Z— (FAMIC) : IREHEERRERTE (2011)
<http://www.famic.go.jp/ffis/fert/sub9.html>

9) BREEE K- RKRE R KERER : B EHASEME~=27 /VOKE, [KE, KEEW), p.8~11
(2008)
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Validation of Gravimetric Analysis for Determination of Sulfur Content (as Sulfur
Trioxide) in Sulfur and its Compounds as Fertilizers

Yasushi SUGIMURA''
' Food and Agricultural Materials Inspection Center, Sendai Regional Center

This paper describes a method using a gravimetric analysis for determination of sulfur content (as sulfur
trioxide) in sulfur and its compounds as fertilizers. They in the sample were dissolved in ethanol containing
potassium hydroxide solution, and oxidized to sulfate ion on treatment with hydrogen peroxide. The solution
was added barium chloride. The precipitate of barium sulfate was separated from the solution by filtration,
washed with water, and ignited at 800 degrees celsius. The sulfur content (as sulfur trioxide) was calculated
from the ignition weigh of barium sulfate. The accuracy and the precision of this method were assessed from
3 replicate measurements of 6 samples. The standard deviations were from 0 to 0.60 %. On the basis of 10
replicate measurements of a sample, the limit of quantitative value (LOQ) was estimated at 0.4 %. These

results indicated that this method is valid in determining sulfur content in the fertilizer.
Key words  sulfur, sulfuric acid, gravimetric analysis

(Research Report of Fertilizer, 4, 9~15, 2011)



16 MERHIFZE S Vol. 4 (2011)

3 ®RBAEIOTNTST4—IZKBHREHRH DREEE L BN &l 41

DOTUOTINAE

— e [F] AR Bt —

A !
X—T—K R, MECRIEE, D37 U7 K, flk ks 57,

1. [FC&HIC

BAE, BEEHYHTIE (1992 48) VISR B LM B > 7o P TIRO kL C=ha 7 L R R T A
ER OGRS 7 EERHIL TS, L, BiE AW E &6 T 584 I3 T& A0
BEDDY, BB IIAZ /=L DOIHTHH T 5720, IEEOFE NI X UIPEMEIMELARD R B 5.
FIX, GAKRAZ )= VT RELEL, ST NI =R P hT DL TRIEZ 1 E 4 D5k 5y
DR ETELZEEMER L2 Y. FIZ, ZORBIEORMEIIGGRER, & FIROMERS 2L, i3
DRSAR AT

A 18], TUPAC OI[FFRER 7 aha YV E LB @RI/ a~ N 7128603 7 o VT IRORBRIED
AR BRA R, HEMDEORREROFIFELZFEL-0T, ZOMELHRE T 5.

2. MHMRUVFE

1) HEHBRAFKHOAR

HIROT LT o VT IR AVLEAEEL (5 28D IOV CRER A EL T 2~3 kg ZERILL, BE=— LIS A
WCEEL, B ECHRE L7, &ilBR 5 IZ W Tl OB 8% (Retsch ZM100) C H B & 500 um @ 5
DA HETHL, KRG L TR T 3B 2 L7z,

LEFRBHREZK 2 ¢ $O2=— M RICANEE L. — 07 74 B #3570, L
BAaAUCHEEBEOIEE 2 22 G 10 ) 2 IR EICEM L.

2) ¥E
R R IR E L TODIREOM M O ik k7~ b7 77 2 L.

3) SVTUCTIFDBIE

SINTEREE 1.00 g Z A X = A 7722200 mL (ZiF0ED, K1 mL ZMx 7. 5 ki@, A%/ —
JLV 100 mL 2002 10 43 I IRVIEE T, Wil R A 5~10 g Z Mz, LIXOSHE L7tk B Ak 2 Hie m
OB 50 mL 2&Y, .00 7) 2,000 X g T 5 oyl O, E213AM 3 FETAHARL. 0 BB AR E
7oIEAMK 10 mL 227723 50 mLZEY, IEMETAY ) — LV EIR . ZhEAZ ) — L Tar T 1ia=

U OMSTAT O N B AROK B T L A BT e 2 — FLi L —



B o D B (L AL 205 7o 7 SR — SR SR — 17

YTV NTI— NP T NN, IO OUEHIK 3 mL 28T, ZO%O% A 2 mL 23RS
\ZeoTe. iR A ke Db 1.5 mL ICL, =077 8,000 X g T 5 4yl B, £721X PTFE A
YT T TANE— (FLEL 0.5 um LLF) TAML, bR EII3A A REHAIRE LTz, = O EHA TR % &
WR AR 70~ I 7 1L, B2 @S ERENRIR P O T o U TINREER YD, ik
DTV T UV TINRBEZFHLZ (K 1).

WEINZHTo>TE, FRREO S ERKI 0~ N 77 ORIETIEICIEST-.

| 100g | JEeffE 7522200 mL
<K 1mL
T
— A% /—)L 100 mL
| w® | 105m
—HEEEF T A 5~10g
330y B e PRI | 2,000%g | 5431
LAl ZAR3HE
| %%l%% | -

| 2V=>7o7 | RSN A

105y B et ORI E | 8,000xg | 5571H]
A AT T 7 4 H— (FLER0.5 pmLA )
| we | @disreersso

X1 TvTrTINRBRETT——h

4) HEABRASHOHEEEDR
IUPAC/ISO/AOAC DHifEiRER 7 mhaL® O BB MR ICIEV, 425 D[RR H R B D22
10 B P E B, A 3EHZ D& 2 MO T T 3) It » ToMrLr-.

5 HREIFER
RERCBINLE 13 RBRELERA LS RKE o~ 57 M OATMILUTOLEBYTHY, ZnZFh
OFRBREIZIB W TER LI 10 BBHZ DWW T INIHE > TRllina: it L7-.
TV R T A
(Agilent 1200 Series, ZORBAX Carbohydrate Analysis (PNf% 4.6 mm, £ & 250 mm, FifE5 p
m))
VYA AR EE WA —YR— B H—
(GL-7400 Series, Inertsil NH, (N£X 4.6 mm, £ & 250 mm, Fifg 5 um))
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A S EERE SRR T &% — FEEER

(B E®ERT LC-20A Series, Unison UK-Amino (N£& 4.6 mm, £ & 150 mm, HKi£E3 pum))
2EBEERBRMEGESS (A 2E)  ERFE=E

(BHERIVERT LC-10AD Series, TSKgel Amide-80 (PNfX 4.6 mm, £ X 250 mm, $i£%5 pum))
AARY +—2— XAt WL SC

(Waters Alliance, Unisil Q NH, (IN£% 4.6 mm, £ X 250 mm, &5 um))
WMHENBARBEmoTE  2— REAIERT

(BHE®IVERT LC-10A Series, Mightysil NH, (N%E 4.6 mm, £ & 250 mm, $i£%5 pum))
MEIE N B R IEERS E e

(SHERERT LC-6A Series, Shim-pack CLC-NH,(N£& 6 mm, £ & 150 mm, Kiff 5 um))
MISATBUE NRMWOKEHE L 2Tt 2 —mFr o2 —

(Agilent 1100 Series, Mightysil NH, (W& 4.6 mm, £ & 250 mm, Ki£& 5 pum))
MISATBUE NRMOKEHE L2t o & — it o2 —

(BSE®YERT LC-10A Series, Inertsil NH, (N£& 4.6 mm, £ & 250 mm, K& 5 pum))
M ATBUE N BRWKEHBE L 2K 2 — ekt % —

(HEWLETT PACKARD SERIES 1100, Shodex Asahipak NH2P-50 4E(Nf% 4.6 mm, & & 250

mm, Fif%5 pm))
MSATBIENRBMOKEHELZ 2HE e 4 —a B ¥ —

(A A<433 LC-2000Plus Series, Finpak SIL NH2-5(PN%% 4.6 mm, £ X 250 mm, KifE 5 um))
M ATBUE N BWKEHBE L 2t v ¥ —EMt o ¥ —

(Agilent 1100 Series, Inertsil NH, (W€ 4.6 mm, £ & 250 mm, K& S5 pum))
MSEATBUE N RMOKEHE 22t o & — A5

(SHEREAT LC-10A Series, Mightysil NH, (N4& 4.6 mm, £ & 150 mm, Kif& 5 pum))
(50 & E)

3 BRRUEE

1) HERBRARAHOHEMEHER
PR I R oD IR e OV L 2 [8] X 10 3D — JCBLE I Z LD 3 BT D bz st a2 117
L7z, WTNOREHZEB W TS, FAEA F(9, 10;0.05) Z FEI-7-Z800, A EAKUE S %28V TRlEH- NI
BERAETROLNTY, TXTOSWREI R EFRRBIHNDZEN TELEEEZF L TWDLI LT
L7z,

2) HRRBBERUTHNNIERE
H BRSO WA SN LR A 2 £ 2 (R LTz, & RSO3 Hral Bt o sk B s 54 IUPAC D 3 [H]
R T R Lt O fE o TR FHLEE L 72, SRR O AU A 1 957212 Cochran D & & Y
Grubbs DIEEEML72EZ5, 13 HMERE ORI OO HACEAEE 1 KT 2 T 2 WBR=, {LAIEE 4
F Vs T 1 ABRE ORBRSEAN UE EH B S U7z
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F1 VTV TIROBE MR O R
- T D Mt eEEY pEd PR ALY

(%) (%)
{ERAEAR 0.279 1.0 0.84 3.02
959 [&v2) 2.15 1.1 0.49 3.02
{ERAE L3 0.583 0.9 0.61 3.02
(bR R4 0.447 1.7 0.24 3.02
{ERAEELS 1.09 1.0 0.68 3.02

1) 10502 s D T 20 T OFS SR 7 Befif

2) FRISHH OO FH S 7=

3) I AT I K0 FE Sk
4) F(9,10:0.05)

F2 DV T VT IROMFEIREBRAE (%)

St ERax) (BRI bR A2 {EARAEER3
A 0.263 0.266 2.01 2.06 0.557 0.553
B 0.247 0.241 1.92 1.94 0.526 0.522
C 0.240 0.245 2.04 2.06 0.527 0.548
D 0.251 % 0.174 2 2.05 2.06 0.539 0.543
E 0.260 0.261 2.03 ? 2.96 % 0.545 0.542
F 0.261 0.285 2.09 2.15 0.602 0.590
G 0.253 0.248 2.08 2.08 0.585 0.564
H 0.275 0.305 2.11 1.98 0.544 0.515
I 0.184 ¥ 0.182 ¥ 1.96 1.94 0.495 0.481
J 0.278 0.279 242 % 2.10 0.590 0.599
K 0.248 0.246 2.10 2.06 0.539 0.529
L 0.245 0.249 1.98 2.01 0.523 0.527
M 0.298 0.285 2.12 2.09 0.600 0.573
Ak = [T (B AEELS

A 0.423 0.438 1.03 1.00

B 0.410 0.406 0.965 0.968

C 0.398 0.429 0.998 1.01

D 0.420 0.412 0.978 0.987

E 0.405 0.425 0.995 0.995

F 0.444 0.478 1.03 1.05

G 0.437 0.407 1.05 1.07

H 0.397 0.401 1.14 ? 1.05 %

I 0291 ¥ 0366 ? 0.950 0.926

J 0.452 0.441 1.10 1.08

K 0.425 0.407 1.04 1.00

L 0.399 0.396 1.01 0.997

M 0.451 0.439 1.06 1.05

1) HFERBRICSMUZRBR=EOR S (EARE)
2) CochranT AR LAl
3) Grubbs7T AMZLA4HUE

3) HITHRERVEHNBERAE
Sz BRI U7 3Bk pRR L0 BHH U 7 i, PR AT RE YE {22 (SD,) , AH % E %E ffF 7= (RSD,) & OV
HorRat fii (HorRat,) I ONZ =5[] P BLAE HE (R 2= (SDg) , FH X EEHE(R 72 (RSDR) & TY HorRat fi (HorRaty) %
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# 312 L7, HorRat B X501 7 O RS BE OFFli % 35720 IC AW BN TERY, BIEDOLZAJEBHIfE AL
TWDLEBIN72NABZIZFE#H L2, HorRat, |Z RSD,/RSD, (P) } Uf HorRatg 1% RSDg/RSDg (P) (250K D
bNb. 7235, RSDg (P)IZ ¥ E BEA D Horwitz 27 12Xk e, RSD, (P) 1% Horwitz 22 f% 3% (1/2) % 3
CTRDOES Y. A NEZ BRI LR BR AR O BT 0.263~2.04 % THY, ZD SD, & U SDg IZ 0.009
~0.04 %MK 0.019~0.07 % THY, RSD, & RSDg 1% 1.4~32 %K 32~7.4 % Tholz. i,
HorRat, % 0¥ HorRatg 1% 0.69~1.40 & TR 0.89~1.51 THY, WTNL 2 L FTHo7-19.

23 I[F]GBR AR O MR AT i AL

spl N ENE crpaaepl)  IIHED SD,” RSD,”  HorRat®  SDg® RSD;”  HorRatg"
ABFORISE  SRBR =% %) %) %) %) %)

TR AR 11 0.263 0.009 32 1.39 0.019 74 1.51
TR AR 11 2.04 0.04 1.7 0.97 0.07 32 0.89
TRk L3 13 0.548 0.011 2.0 0.90 0.033 6.0 1.36
TR AR K4 12 0.423 0.013 3.2 1.40 0.022 5.2 1.13
(B LS 12 1.02 0.01 1.4 0.69 0.04 43 1.07

1) fEpTIC O BR = K

2) WRSEYIME (n =2k S ok L (2))
3) DHMTIEER =

4y PHTHI RIS HE R 2

5) {ffTHorRatfi

6) =R BEAERZ=

7) 25 B A R A

8) =X HiHorRatfE

4. F&

13 BRI\ T 5 #81A (10 420 OREFALA IR > 7 2 D7 IR AVERRE R Z D Tov T T
IROERRBEERL, @HIREKI v~ T7128500 T DT IRORBUE DM AT 7. ZORER,
E W FEBREE (FHEERZE) 1L 3.2~7.4 % Tholz. ZOTEND, RERFTH OB LD ARBRIEO=E
Faﬁﬁﬁ%&*liiﬁﬁﬁéﬁiﬁﬁfﬁ)oﬁ.

E';Hs& CEVHE—RBREICID R Y OB A EMSN TRY, ARBIEFIEE O 7 27RO

WD LN TED TS \fotri EXH TOEMNERSIZ. TNHDOIEND, 2010 4 FEILEFE BT RS
é@%aﬁ%x o, MR BRI IR S Y

B
KRR HTEN=T VLo b T ray—Aa i, VoA A U AR S, RSt S
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Determination of Dicyandiamide as a Nitrification Inhibitor in Fertilizer by High
Performance Liquid Chromatography: A Collaborative Study

Masakazu SAIKI'
' Food and Agricultural Materials Inspection Center, Sapporo Regional Center

A collaborative study was conducted to evaluate high performance liquid chromatography (HPLC) for
determination of dicyandiamide as a nitrification inhibitor in fertilizer. After the addition of water to sample,
the sample was left still for 5 minutes. Dicyandiamide was extracted with methanol and the extract dried
with anhydrous sodium sulfate treatment. The extract was cleaned up with silica gel cartridge column rinsed
methanol. The eluate was filtered through membrane filter and analyzed using HPLC. HPLC was performed
with an aminopropyl silica gel column (4.6 mm internal diameter, 250 mm length, 5 um particle size) at a
flow-rate of 0.5 mL/min, using mobile phase of acetonitrile-methanol (6:1). Dicyandiamide was detected
with a UV detector (215 nm). The samples of 5 kinds of compound fertilizers were sent to 13 collaborators.
The samples were analyzed as blind duplicates. After removing the outlying data using Cochran and Grubbs
outlier test, mean values reported from 0.263 to 2.04 % for each kind of samples. The relative standard
deviation (RSDr) for repeatability ranged from 1.4 to 3.2%. The relative standard deviation (RSDg) for
reproducibility ranged from 3.2 to 7.4 %. These results indicated that this method has an acceptable

precision for determination of dicyandiamide as a nitrification inhibitor in fertilizer.

Key words  fertilizer, nitrification inhibitor, dicyandiamide, high performance liquid chromatography,

collaborative study

(Research Report of Fertilizer, 4, 16~22, 2011)
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1. [FC&HIC

MSTATBOE N AR BE W 22 2l 22 % — (FAMIC) TIE BB IE I RS &, BEAOKEE R B o
TRV O A FEH S A~D S AR EEZIToTWAD. SR 11 4E 7 HICIEBHRGHEN SR IEY S, 15
T N2 A3 MK PE R L IC B ERENDHZ L L7200, NERMIZB W TE A AT SNDA TRy O i K %
BEDHND T2, THIEIEE O E 4 R % G A EO SN R AL, 15IEIREE O M E REO TR K OV 2tk
R OBLENOEEMENHE L TN D.

BIfE FAMIC TIE, IR ATIES Y E DR A MEICE B LS HH 7210 2 S ME S R ST il BRIE S5 2
ST, TIERMSERERE Y 2R EL, A==Vl TWD. 2055, BERIG TRAEEH O 48 O
FHERTRARIE X, DRIV L, $a Kk R=y 7 L ORIE I DOW I E KD REE, 7020 I AR — il
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LA, T EM BB ENEONR o, BRI T EEICRE R S I TW DT VR U R RIS, B0
FEMEHTHILETOMOESREIIRDAMEE T HHETHD. EHEOIL, BEEHERBIEOVHR
OFREHE R R U GRS COND AR — Bt 8 — 8 SRR 2 D 0 fif 7 154 e il TR I B o0 7 e A 7
WAL, F—OREHEERPOD 7 LR PORBEEZATREEL, MEXBONEIAERT=DT, ZD
MEZHETD.

2. MHMRUVFE

1) HBORIREUVHAR
IS TODBERTGIENEE 6 MATBRI LU TIEEL, £NEH 100 CT5 Rz RLI-1%, Btk
THPBAZ 500 pm O SDVEIEIE T 5 E THIEL Totr Hal ek il L7,

2) FERUHRE
(1) BRSO HEE: BinAT7/aY—X 72-2310 @it —~ i W6 Rt
(2) iRk ARy 7L —h

3) HE
(1) 7o fEHER: TIRO7a L EHER (1 mg/mL, JCSS) ZFEHE R ELCTHY, g (1+23) THIRL,
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(2) THMHIFIEL: JISK 8783 \ZHET D iV A 100 g Z/KIZ¥EHNLT 1,000 mL L7-.

(3) Mg, Wilk, Hwe Kk OB HESRNR . K% o 1 U3 F e mRE Mz L.
(4) BEOKRERT BT LR ORI T RID I Ktk L7z

(5) /K: KKEHRLEEE (ADVANTEC RDF240NA) % W TR RIL7- JIS K 0557 (ZHET 25 A3 fH4 D

KEMHL.

4) HAMBERORR

(1) AR — fit e — SR R oy R B I LD RUBHR IR

IIMTRRER1.00 g 2BV EY, 200~300 mL h—/LE— B —(Z AH, D EOKTHREIZIRLIZ%, R 10
mL M OMREER) 5 mL 20N %, REHILCEBWV— &K ME L2, 170~220 COMIE L TR 30 43 LL
EnEGE, 300 CCLLE T, S AN AL 2> TOLIIRND FALE. RIEE TG, #
WHFREEK S mL Z200%, FEEHILTE W, R4 IZIREZ BT, 300 ‘CULET 2~3 IFEIINZAL , SHITHEGT L
ZFHUTHED 2 mL L NIZRDFTIEL 72, fin ik, HlE (1+10) %9 5 mL 2 UVKA) 20 mL 25589
W%, == —ZFFEHIL TR, FIIIEL TENLZ. imtc, KEHWT 100 mL 257 74

Wi

i B

IZBL, B ETKEMZT- %, A3 FETAEL, A RELZ (X 1).

MR 1.00e | 200 mL~300 mLh—12—H—

—fEEAK 10 mL
—HiBEEKY S mL

— BhE | meEtmcEs
|
i 170~220 “C T30 4y LA bEhnEnss,
| 300°CLL L THEE DR AN FHETIE
ety | =E
—IBHEFEERK S mL
S5 2TV N300 ‘CT2~3MfnE%,
| B A5, 2 mLLL T/ A E Ol
R | =1
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| iR | EEEFmcE, Wi LT
| ] =i
[ 100 mL /5;%7*77\:1 | WAk TR
—IK (FERRET)
I o | ~aHE
[ (&R | 487523100 mL

—THIMI AR (R A BRIE O 1/1074 &
— BRI O HE IR FE H3K90.5 mol/L&72 2 XD fa ik i il
K (ERRET)

[ oo brakiE |

X1 iR — file — i S8 e o3 fi ik 2 IV e 7 m NRNE
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(2) TIVAY iR LD RN I o B

IINTEREL 0.50 g # &5 DIZICEVED, MKREETNTAS g KOREEE TN T A 0.5 g #0x, LR
B LIz, @500 T AN—F—THIDR 2 TN, 3B ARl L T2, HaL T~y 7 LIz A
FURI TSR BA L 72, i 1%, B4 21EZ2E 300 mL h—/be—h— (2L, HEEEK 20 mL K& ONEKZ N
Z, B Z INBAYEN LT, B0 212K CHRELEB L% G L, 200 mL &7 72281
IR ECAKREMZT-14, A3 FETAHBL, Z7oifllEHoRENRREL- (K 2).

5) 4OLDAEIE

ABHEIR D —E AR 7722 100 mL (Z2&0, THIHEFIER 10 mL 2001, HEIEE 2K 0.5
mol/L (2725 J0FA N VERL, KW@ IS8 AL, Z7aA 50T E 359.3 nm OWIEE%
BELT-. [FRFCEE R 2 AR IS E L TR O & A O CotrlBt f o /e LD E 2R D 7=,

[ ekt 050 | A4201F

— KRR T R LS g
—FHE R L0.5 g
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— I REATIRIR D YRR BE 703590.5 mol/L&E72% KOV Ao Y
K (ERRET)
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3 BWRRUEE

1) THES—FREE —BIE RO RRICKDBEBTRDILBRERIZDONT

BE@O IR T, BRI AT RS Y OB RIT ARG S QO D Rl ik — i 5 38 B 0 i 0 RURHA TR
(ST B EI RN 2 N Z T2 BR IR S A T, 7 a L0 REICRIEN AU, ZOZEhs, BERIGIRIEE 6
SUTOWT, R — FilR — YR R LD D MR IC KO3 UEHRIR 25 mL 22 hEFh e ikT7 T A2
100 mL (ZERHL, I AR 10mL 202 721, HEERTR BE 25K 0.5 mol/L 12725 JHodi i e OVEA L,
BLIRVIBENEEREER LTZ. ZORE, WERIRIZIEE O A BITRO b oT.
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2) FILA)RERELEDBIEMED L

2.4) (1) W — i e — ML IR 0 ARk K Y 2.4) (2) 7LV @R O EHE I k2 VTG be
ST R O a LOWEME R 1 IR, 70805 HTIZ8NT, TV A ERIZ L5 5N IR 0 i
VEAREH S B ES VIS TEY (P72 L RUREE), 18, BB aph b o ERIR TR 1ot
HWBILTNDZ LD, [A 5 fRBAEIC J0 S DA E B2 5L L2 A 8 — il — i SR e 4y AR 1B 12 D
WEMAE LT LTz, ZOFER, 7007 VA VERIZ L2500 E 52320 — 6 — s %
Wi oy fRVEC LD M E i (81.9~121.6 mg/kg) DEIA X 91.6~103.9 % Th-ol=. F7z, —xtOEARIZLD W
BHEDZEDREEITST-E2A, AEAYE S % THIEMICEBRZETRO LR -7,

K1 GHER—BLER — SRR D BRE L OV ) BRI L %7 m AORIEE

A R — B — B A AR 7L iR HIE B O L
A (mg/kg) B (mg/kg) (A/B) x100 (%)
WE R Ve AEAEA 81.9 82.2 99.6
Beri5 e EEB 121.6 124.1 98.0
BE R T5 U IEERC 102.5 105.8 96.9
HE R Ve AEAD 114.3 110.0 103.9
BERG TR ALEIE 104.0 113.5 91.6

a) FHEE — B — B SRR FRIE XD ral bbb o7 v R ENE
b) TIVAURBARIC LD ATEE o7 a N E E

3) GHTEBRAE

TS — Wit — i R SR e 7y 152 L2 7 m DE D TG EE A MRS 3 57280, BERGIENERL 5 sZD0
T, e — WilEE — IR SRR RIS KD 3 SO T CIIE LI B, DM TR HE(R 2 (SD,) M OMIF1 T FE %F
FEYEfR 2= (RSD,) &3 2 [Z/RLTz. 2, 2B ELC, 55 720MT HorRat fHIZ DWW THE 2 IIRLT-.
HorRat BT 7 15 DK FE DRt 24 572D I WS TEHY, (f1T HorRat fE1Z RSD/RSD, (P) 124V
KdHNDY. 228, RSD, (P) 1L, & ®EH S Horwitz VISR 728 9,

ZORER, 7uiX, EYIE 82.4~123.6 mg/kg OHiPH T, ZNODOHHATEEHENR 22 & OVPFTHE xR HE (R
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K2 AHER— B — BRI IREIC L D7 u LD TRER
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BERGEAEELA 82.4 0.9 1.0 0.20
BTG UE IR 123.6 3.4 2.8 0.57
BERGIRACAERC 105.4 2.6 2.4 0.49
AR LRI wy 24 ) 114.3 0 0 0
BERIGIRIEAEIE 104.5 0.9 0.8 0.16

a) 3APHTRERO - E
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4) EETROFER

B I — Wit — i M SR 8 9 MR IR IS L DIC LD 7 n A E O F & FIRA MR 5720, BERVGIRAEEL 1 48
2DV, 2.4) (DIZED 7 8T THI Ty, BIEL THROLNTE & T IRE OB 2K 3 1R
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72, B TR I (B e 72 ) x2xt (n-1,0.05) EL TREND 'V O T, RIEOE R FIRE OB FIRIL 6
mg/kg FRHE KON 2 mg/kg FEPELHEE ST~

#*3 EE PIRFOMEBAER

A Ak ) %“( e o= sb) )
P I PR 2 EETROHE B TROHE
(mg/kg) (mg/kg) (mg/kg) (mg/kg)
BE R JEAEELF 14.2 0.6 6 2

a) TRPHMTRBROFLE
b) FEAERAX10
c) FEUEMFAE=2xt(n-1,0.05)
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AUTWD RN — B e — B e R e 0 fR VL O ARG L= 825, LU OfE R A 157
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(2) B IE — Bt I — 308 3 58 198 40 MR L B YT LV T DR 2 L LT 2 0fE 5L, S 0B EEIXIEIE —
HLT-.

(3) BERIBIRAEEL (5 5D IOV THM TR Z R L7225, Z7a O G TH 1 (R 75 (RSD,) 1% 0~
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Evaluation of Digest Method for Determination of Chromium in Calcined Sludge
Fertilizer by Atomic Absorption Spectrometry

Hisanori ARAYA', Yoshimi TAKEBA?, Toshiaki HIROI®

' Food and Agricultural Materials Inspection Center, Kobe Regional Center
? Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Fukuoka Regional Center

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

We validated a method using atomic absorption spectrometry for determination of chromium in calcined
sludge fertilizer. The sample was digested by nitric acid, sulfuric acid and perchloric acid. Chromium was
measured by an atomic absorption spectrometer at the wavelength of 359.3 nm, respectively. The results
showed that samples were appropriately digested for the analysis of chromium with nitric acid, sulfuric acid
and perchloric acid. The relative standard deviations (RSD,) ranged from 0 to 2.8 % were obtained from 3
replicate measurements of 5 samples of different calcined sludge fertilizer. The HorRat values (RSD,
/predicted RSD,) ranged from 0 to 0.57 %. These results indicated that the method (digestion methods using
nitric acid, sulfuric acid and perchloric acid) was valid for the determination of chromium in calcined

sludge fertilizer.
Key words ~ chromium, calcined sludge fertilizer, atomic absorption spectrometry, perchloric acid

(Research Report of Fertilizer, 4, 23~29, 2011)
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5 FBEEMPDHRIVL, 8, Zv/i7)L, V0L, KR UE RO FRIE

—ICP F& 53 e o3 Hr i o A —

HUBIEZ Y R BB, B RS, BAEm Y
F—J—F ICP-AES, {GIBEEl, BEYERMNE, ~ o7 A0 5H%

1. [ICHIZ

BIEIEEHI A EBMICIVE A EZTSINDIHE ER D ORKENDEDLNTEBYY, ZOERELLTIE
BEHTIEY SED LTS, BUE, TNAATBUE N R EE R 22l 2 — (FAMIC) T, ikt
SINTIEEDFEGVEICE B LN D T2l E S O 2 Y A fess L, TIERHERBRIE 1P 2R EL, F—2L4
NV L TS,

AEEL 3 BT s CIEA H EHA R OB T LT, BB DYEEE BICRE L THhD0, s a7
TR FEN 5 L (ICP I3 YE) IR DB FIL R DO E R (B E) b AiEEL T D, LaL, ZOfFEEICIE
M ETTEOWEDHEITIE, ATV THE, ST T30 R TRHLDOT, HENUOZTNLDEED
RESEFRTHIETHAIENMLETHD | LR INTND., ZTVETOFEELORFTIX, {5IRIEEZ
ICP 3t M2 & (ICP-AES) T EAEIZROIE 5L, ~ N o7 Zh FAZK IERER DAL
7o ETo, WYL OB AT BERINLE~ N 7 2=y F o 7RI AHIE TH A D7k B gohg
Dolo. KT, BEERIMEIZES ICP-AES O HIZ DWW TRETLIZEZA, AR Rnimoini-oT
WET5.

2. MERUAE

1) HAMORREVHAR

F LTS FARTGIRIEEL, UIRIGIRICEL, TG IRICEL, RE 75 IEILEL, BERTS JEILE e UG JE %
BBk 2 s i U CTIEE L, Z 2 AUIER S SBRIE IS KD Pl e 2 L7 1%, Fo et < B BEE 500 pm o
5DV A i I $ 5 ETHEL T atElk e L7z,

2) HEF

FRBFD 43 SR N D SR B OV 1, A% o0 BT (Rl T 36) SO3a H e e H (B A b)) &
L7, BRI, IRITVA(C), 1 (Pb), =7 /L (Ni), 78 (Cr), 8 (Cu) & OVFi$H (Zn) D 1,000
mg/L (Rt #li3E T.38) 24 e (1423) THARL CTHEHA L7z, KiZ, ICP-AES O E (2 148 fli A i 4 i
(Millipore Milli-Q Labo) {Z&WHERLL 7= ik (>18MQem) 2 FH L7-. TN LA OFEHATR, R3O
R Tk B 25 & (ADVANTEC RFD240NA) (2 L0KERIL 7= JIS K 0557 ([CHLE 5 A3 #H24 Dk Y 24l

VIRNIATBUOE N BROKENEEZ AN — M E o2 — (Bl BRI E
POMSIATBOEN BHKPEN R L RNt 2 — i F 2 — (B FoREELE
PNIATEOEN BMOKEEN B R RN A — s —

(BL) T | B RAROKEE R B 2 —
STATEOE N BEMOKEHE L et A= E e A —



{GIRIEEF R DARIT L, §i, = 7/v, Zvl, @i K& OE§h o [R]RF I E 31

AL,

3) ¥E

ICP-AES /X ICPS-8100 (& HAERT) 24 FHL, & TR OB E K F1X Cd 228.802 nm, Pb 220.351 nm,
Ni 231.604 nm, Cr 205.552 nm, Cu 324.754 nm, Zn 206.191 nm ¢ U7=. B ERHI Y —~ 2l T
WG EEFE LT 2-5010 TR Z-2310 (Wb A AT 7 ay—) 2fF L=,

4) HHBROFR

(1) HHAE — SEme o iR

HEEH BRI LD, S HralEl 5.00 g Zh—/LE—7—300 mL (Zf0 &Y, 450 ‘CT 10 FEfKILL7-1%,
FHAERR 10 mL & OGRS 30 mL ZiRINIL C, et Il CEWWIbIR ETomy RIS ETME R LT-.
T %, HEE (1+5) 50 mL 2002 TMEWL, 2875223200 mLICBLIAL K TERL, AR FETAEL
THRBHARELTZ.

(2) ICP F& A BT L DM E (BEHEA NN FRHE IR DAERL)

Cd, Pb, Ni, Cr, Cu X T Zn D4 1,000 mg/L DEHER %, Cd 0.25 mg/L, Pb-Ni+Cr 2.5 mg/L, Cu+Zn
25 mg/L 72510 —EmEIL, BiE (1+23) THRL b OAIRAEERE L. FEERINBURHE, 2 &
77X 10 mL 12, 2.4) (1) CRRBIL7250EHATRZ 5 mL BRELL, IRAIEHERR A 0, 2 KUV 4 mL LB BEAYIC
WL, fEf E R (1423) ZMNZ 7=b O AR MERIB AR E LTz, & 1 IR EHE R Z L0 %
JTLRIREEZRLTZ.

K1 RS IEERINNE AR ERINGE T OF TR ORE

IR A IR % IEFR O (mg/L)

W& (mL) cd Pb Ni Cr Cu Zn
FEAERIMFEH 0 0 0 0 0 0 0
FEUERNEA L2 2 0.05 0.5 0.5 0.5 5
FEERNNEEE3 4 0.1 1 1 1 10 10

(3) SR EEIC LD E

KL R OERERR O THRERZIERL, 2.4) (1) THRBLZENARZ H T, WO SEE Rl
ELTZ. CricBL TR L C MR )Y 2%, BRIk D 110 HEZRML, K CTERLZ
HOEREHAIRE LT,

3. HRRUBER

1) ICP R oI iE RERME) EIRFWA RS E LD LB

THIRIEEE 49 s CRATGIEEE 3 48, LIRIBVEAEEL 12 £, T3EEIRMEEE 3 a8, IRAVETRIEL 1 4%, Kt
RIGTRAEEL 7 s OB IR FEBEAEEL 23 20 ZHEFA1L C, ICP 600 6k (EEHEIRINE) &R 7 WO ik
(B &) 1285 Cd, Pb, Ni, Cr, Cu KT Zn ORIEMAFE L7 (B4 1) . FHBEAREIX, Cd 1% 0.996, Pb
1% 0.993, Ni /% 0.995, Cr 1% 0.991, Cu (£ 0.997 K O Zn 1X 0.995 THY, W3 b @A BI B BT,

7235, ICP-AES THOMr 2B DD FIELL T, BEMRIE, A2V T A (In) XA v T A(Y) 23
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INUTZNARHEE R OV 20 DRI~ M) o 7 A=y F o ZIEIZOWTRRET L2 (R 2) . B s s T iy
BAFRMEZ R UTZAN, TR R D38 Tz,

y = 1.0088x - 0.0322 y = 1.0447x - 0.3066 y = 1.0095x - 0.9626 .
s r=0.996 . r=0.993 r=0.995
L 60 | 7
# #H # 100
R £ s N
=8 oo e
R 2 R 40 KoL R
= = =
E E N 50
1 20 e
0 0 . . . ) 0
4 0 20 40 60 80 0 50 100 150
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Cd (mg/kg) Pb (mg/kg) Ni (mg/kg)
200 1600 4000 -
o | y=0.9708x + 1.7414 /,f’ - y= 1-(:6_1 22;75-4986 y = 1.0795x — 47.631 T,/
B r=0.991 o B 1200 - 000 | r=0.995 ‘
= = =
-:g § 800 £ 2000 |
80 X
i i o
e e o
w0 | 400 1000 F
0 . . . ) o . . . , o . . . ,
0 50 100 150 200 0 400 800 1200 1600 0 1000 2000 3000 4000
ICPHIS IR ICPH N Hi%k ICPSI ik
Cr (mg/kg) Cu (mg/kg) Zn (mg/kg)

X 1 ICP &t IR LI RO D IE DO DT ED Ll (n=49)

2 ICP&AEHIE ik LR RS EikE ORI EE O LS

Cd Pb Ni Cr Cu 7n

T3¢ 73CS A A A O O A
— Iniizj%jju X O X X AN O
Y O X X O O A

~ v F L 7E (Calisin) X X X X X X
IEERANE O O O O O O

LB O FEBIRE ) r=0.990L)
A FHEAERES = 0.990LL_E7223, T ETZIXICPDHY B — 5 ORI EMEMEL /2D
X AHEAGRE T = 0.990 A

2) BHTREDHER

3.1) DTG TEEE O IEAE 2 (238 E L7 FRVGTRAEEE, LIRTGIRAREE, T35 IR AR, RE 15 TR ARE
BRI VR IR K OB TR R BEIERE 45 1 231U C, Cd, Pb, Ni, Cr, Cu, & Zn % ICP /5 ikl X
03 P T CHIE L CTEO T TR, 12 R 72 M O RE YE R 754 3% 3R LT, DFFTRS B L 30RE o R
72T 0.1~4.1%Th » ERMICBAF R IEE AR LT,
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#3 ICP3E N4 WeiEIC I A5 TR IEE F o>Cd, Pb, Ni, Cr, Cul ONZnD 1 T3k5R

PB4 Cd Pb Ni Cr Cu 7n
S g (mg/kg) 2.14 86.4 86.7 80.8 929.7 1278.6
ARG TRAE TR = (mg/kg) 0.09 0.79 1.05 0.69 5.11 1.23
FE SRR MR 7= (%) 4.1 0.9 1.2 0.9 0.6 0.1
SR (mg/kg) 1.06 6.92 22.9 38.0 157.3 638.8
URIGIR AR TR 2= (mg/kg) 0.01 0.23 0.34 0.45 1.02 3.68
FERHE R 7= (%) 1.3 3.3 1.5 1.2 0.6 0.6
SEE Y (mg/kg) 3.30 17.2 163.6 381.8 38.6 583.8
TG TRAE R IR R (mg/kg) 0.05 0.30 1.61 9.51 0.71 13.4
FE AR e 72 (%) 1.6 1.7 1.0 2.5 1.8 2.3
S g (mg/kg) 1.38 18.4 21.3 20.3 614.1 539.3
1BE VG ek TR = (mg/kg) 0.03 0.33 0.37 0.27 6.65 1.91
FE SRR MR 7= (%) 2.1 1.8 1.7 1.4 1.1 0.4
SR (mg/kg) 2.75 46.4 77.8 102.2 1092.7 1710.5
BE R YR A IR R (mg/kg) 0.02 0.95 0.91 2.15 13.0 12.8
FE R HE (7= (%) 0.8 2.1 1.2 2.1 1.2 0.7
S Y (mg/kg) 1.60 28.7 87.7 65.4 504.6 829.6
15 URFE TN} 2 A (mg/kg) 0.03 0.92 2.25 1.58 7.18 8.21
FE AR A 72 (%) 1.8 3.2 2.6 2.4 1.4 1.0

1) 3 GH T THIEL THRO B DOV E

EETROFER

ICP-AES (24% Cd, Pb, Ni, Cr, Cu, %O Zn OJE & FIREIZDOWT, 7 0T CHIE L7l O e
D 10 (552 E R FIRMEEL CTHERAZTT>72. Cd, Pb, Ni XX Cr iZoW T, KRB NAERK TEDD
A EHENDAE B DR R (LT B O 1/10 FREZE A T 575 TR EBEAE 1 52 Vst
L7z, Cu KON Zn T DWW T, RMOKPER &R CIRFEE RN 4 B & 72 D FE (Cu 300 mg/kg, Zn 900
mg/kg) 225,  1/10 FEEE LD JOFRBRL TRIE L7z, SREIZIT R =27 (Cu 0.15 mg/kg, Zn 0.58 mg/kg
ZHA) 2~ Ny 7 2L U T, (GIEFEBEIEEL 0.5 g (2L RG24 4.5 ¢ AT 2.4) (DITRLIZHIEIZ
KOG FRUT-. & IeRONV-LIE, FEAER 2= & OVE & FIRIEICOWTER 4 1Rz, RIEOE & FRIE,
Cd 7% 0.2 mg/kg, Pb 7% 5 mg/kg, Ni 2% 8 mg/kg, Cr 2% 4 mg/kg, Cu 7% 3 mg/kg, Zn 7% 8 mg/kg EHEE S
7.

F4 EE FIRMEREABROM R

Y BERE R TR

Tt psrnalkERes (mg/kg) (mg/kg) (mg/kg)
Cd 5 0.12 0.02 0.2

Pb 100 2.59 0.50 5.0

Ni 300 8.38 0.76 7.6

Cr 500 10.21 0.43 4.3

Cu 300 5.27 0.34 34

Zn 900 15.21 0.75 7.5

D 7R0MT TRIEL THELNIZE DO E
2) B YR ZE< 10
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4. FED

ICP-AES (2L 55 RIEEH @ Cd, Pb, Ni, Cr, Cu, LT Zn OJFIEIZOWT, K E BHE T2 k%
RETLTZ. ICP-AES [T KO HEIRIMNE LIE R O TR OB EE THIE M A i L7224, WFiid ot
FHMHBAREIT 0.990 UL ETHY | MiEMIZ RAF72MH B O BN,

DT EEIZ DWW TH BTG TRIEEL X OV JC 36 C RAFRRE R EO 2. & & T IREIE, Cd, Pb, Ni, Cr
VRHMED 1/10 L FECTEEARELHEE SN, Cu, Zn IZOWTIE, EPEEERAFE SN N ELE D
EAED 17100 fHEETE R AR HEE S 7o, EERINEL, 1 3 EOREIZ 2~3 S OREEFINE
MLFE L7570, FBHH U 2 3203, G IRIEELD K5I~ R w7 20D 0 Vil 2 fth e 35 [ Ig )
ETHUIA R FETHHEE 2D,

X B

1) EMOKES SR EEHEGR E I S @R O A E K E T D5, B 6l 42 A 22 H, EH
KPER E/RE 284 B, SIE R 12 4F 8 H 31 H, BEMKFEA E/RE 1161 5 (2000)

2) EREMOKPER R EEBRBEE AN A ST ET IR Tk (1992 4-0K) , p.179~180, H ANEAERE W2, B
(1992)

3) JEMOKPETE B R e #— (FAMIC) : B35k 15 (2010)
<http://www.famic.go.jp/ffis/fert/sub9.htmI>

4) JIS K 0557, HK-BEAKDFEBRIZH VDK (1998)

5) RMOKFER G IEBHIE LR —HE = S OBEICE O, IR EF UG E —HE
ST A WAL E O RREE I E O S A BARE T D E B EED LM, ERK 124 1 H 27
H AR PER &5 96 5 (2000)
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Simultaneous Determination of Cadmium, Lead, Nickel, Chromium, Copper and
Zinc in Sludge Fertilizer using Inductively Coupled Plasma-Atomic
Emission Spectrometry (ICP-AES)

Masahiro ECHI', Tomoe INOUE?, Megumi TABUCHI®, Tetuya NOMURA*

"Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Fertilizer and Feed Inspection Department
?Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Food Labeling Monitoring Department
? Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Okayama Prefectural Technology Center for Agriculture, Forestry, and Fisheries

*Food and Agricultural Materials Inspection Center, Kobe Regional Center

This research examined the measurement method of heavy metals using the ICP-AES in the sludge
fertilizer. The measured heavy metal is cadmium, lead, nickel, chromium, copper and zinc. This
examination uses six kinds of sludge fertilizer, and they are produced from sewage sludge, human waste
sludge, industrial sludge, mixing sludge, calcining sludge and composting sludge. Forty nine sludge
fertilizers were measured by the standard addition method of ICP-AES and the calibration curve method of
atomic absorption method. Both methods had similar results. The correlation coefficient was cadmium 0.996,
lead 0.993, nickel 0.995, chromium 0.991, copper 0.997 and zinc 0.995. The relative standard deviation
choose one sample of each from six kinds of sludge at random, and it was analyzed in three parallel by the
ICP-AES. The relative standard deviation is from 0.1 to 4.1, respectively. The determination limit was 10
times the standard deviation. It was estimated cadmium 0.2mg/kg, lead 5mg/kg, nickel 8mg/kg, chrome
4mg/kg, copper 3mg/kg and zinc 8mg/kg. Standard addition method is cumbersome because it takes time for

sample preparation. But, it is assumed to be an effective way to accurately measure the sludge fertilizer.
Key words 1CP-AES, sludge fertilizer, standard addition method, matrix effect

(Research Report of Fertilizer, 4, 30~35, 2011)



36 MERHIFZE 4 Vol. 4 (2011)

6 RAOIOINT SR T LBEEEHHE(LC/MS/MS)(2&5

BARRE# D = 3E D B BB TE

INAKRFEE Y, IWPEER !, AdmiE!
F—J—F I SRRSO IR, W SR, — T, Rk ST R
7 WIHET B4y T 5

H

1. [FC&HIC

A, i A SRR O ZBE R 2= A G IEEHIIR A DGR DAL TR R AL ST S s S5 F 45 23
PR L, BMOKPEA T, TV OIRANIZIEEHEGH L |, R AL THRESEAZToC0hHE
ZAHTHDL. WEIIRADRBDLNTZEHING, IRASERYED WIS E LT, TAATF 2, AL A
IF v, 2TV IAIF v T ), ERa =L T R R R OE LR U O 6 DT I, 3PRBmES
TW5. BUE, SHTEEL UIINGREIER y O— &kt G LU, Aok i o s 2 IS
WHA, IEEHFCONHHEITHNL SN TELT, SITEMBIIRHE LR TWD. 2072, 5%, BAT)
878 K038 ST oy M ik GRA TRV, R AT FEHED) Je O LC/MS/MS? 1% 53 |2k O 5 B [
= G MR M ORI G IR b i GG PR 2 PR KL, M 5% KRR 45 O Rl D S i 72— F 3 ik o
MeSLZA Rt , BRAFRE 2SO TEOMEZ R T 5.

BB, B OREEREES LU TUIT A2 F TR EDICB N TUIT ANAZF > Bla, TN F
Blb, 8,9-Z-7 /X A7 F > Bla (1 8,9-Z-7 /X A7 F L Blb DI-FN T, BKEMIZB W TUIT /IAZF 2 Bla,
8,9-Z-7 /A F > Bla OIFITHIH D72 TS, FoAINAT T ALEMS THD 22, 23-UeRa T
AT F v Bla(Bl4 A~V AV F > Bla), =7V /AT F b EK D ThHTTY /AT Bla, ELRIV
IZBWTEE LRIV T ROV R T ORFI TR 2SI TS, LnLARRD, BT EVIZEB W T
WX HT R Gk sy ELCUET N A7 T Bla, A~V AV F 2 Bla, TV /A7F > Bla, ELRN U T L OEL
Vo MEHWTER FROMEBENSNTNDLZE, ROBIUE, 20 5 STt Ry DA OERER O AT
LR EE 22 2D, ISR RS IcaT 2y, = LT N R AN 2 C R & A R LT

2. MHRUVAE

(D
Tl LT DIRIR D ZE e 2= A & IR BE K ORI & BB 2 2 D 0 Rk & LTz,

2) AHRRAES

TINATFvn TRAZF 2 Bla

ALYV AT F 22, 23-PeRu T UL AT Bla(Bl4 A~V A2 F 2 Bla)
TFYIAIF s 2FY ) ATF - Bla

U RSTATBOE N R RO PE Y B 42 A T L o — AR A £ A A
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a7/ ar /v
o= 7 R BRa= LU R
LRy LRI T KO R TT

3) REFOHH

(1) R 7 AT RS (I 99.2 % (N7 /3 AZF 2 Bla:92.3 %, 7/3A7F 2 Blb:
6.9 %), MRMIKTIE), A~V ATFAEUEN, B 96.0 %, Dr.Ehrenstorfer GmbH), =7 J A7 Bla
PEYE L (W2 99.9 %, ARMIZE THE), LR REYE L (WL 56.6 % (NELRY T :31.6 %, BRI I
25.0 %), FOEMSE T¥), o7 /AR N, (Wi 93.8%), Dr.Ehrenstorfer GmbH) & "' R =/L 7 hF K
FEHE L GMEE 92.5 %, Dr.Ehrenstorfer GmbH) 10 mg %% #LZ AV IEfEIZ E > T 100 mL D& &7 7 A2 A
I, AZ =NV EINZTEEDL, BITHERE CRIAEBLZ N2 CEAEERR AR B 72 (2O | mL 134 23K
%100 ug (72721, ELRIACBELTIE LR T - TOAEEELTI00 ug) 25 /5. ).

(2) IRAFEUEN A FEYEIFIR 10 mL % 100 mL O 87T A AN, FITHEMRECTAY /— L&z T
IRA MR AR U772 (Z0R 1 mL 1345 23 A 10 pg (72720, EVRIACBE L UIEL R T - T 4&
wELT 10 ) 2B A7 5. ). EHICERL T, BABEERIK O —E&E2 A%/ — /L CIEMIZHARL, 1 mL
FICA IR LU TENRZERN 1~1,000 ng(7272L, ELRACEALTZELRC T - TOE4EELT 1~1,000
ng) G A T ORGIEEIRZ TR L7z

(3) IR K ORI R L A% ) — v ix LC/MS H, B 72 h=R 3R & R 3K 4y
Hrflz e, KRt L T D LA OFREEIC OV TR E Ve,

(4) 7K :KHKs8IEEE (ADVANTEC AQUARIUS PWE-500) CHiBLL 7= JIS K 0557 (ZBLE T2 A3 FH4 D
KZEHW.

4) HERUVEKE
(1) Wikr7a~rr o747 MV 53R (LC/MS/MS) : Waters Quatrro Premior XE

7172 ACQUITY UPLC HSS C18 (N8 2.1 mm, X 100 mm, HifE 1.8 um)
(2) MBEW AL ASONE US-4R (F&15JEH 2K :40 kHz, Hi71:160 W)
(3) B—XJ—=x /KL —%—: BUCHI R-200
4) ZirEFnES> LA —R)>» 7 A Varian Chem Elut (5 mL )
(5) 7I77A I —Ry —NH, g — )P hT A

. Supelco Envi-carb/LC-NH, (500 mg/500 mg, 6 mL %)

5) EABRIRIE

(1) #fi

SIMTEEE 5.00 g Y &% 10 mL O &ET7 T A AN, TRV 3 mL ZEES®ET7 7222,
AR ECRZMZ TRV, I, BE R Edd VT 5 o M S A A2 U iR e L.

(2) ¥ 1

K 5 mL 2 EFEICZAMETWEI - —R) P BT AR, 5 5 RHRERSE7-. 100 mL 072+ 75
2@ —N P BT LD FITEX, FifE=F /L5 mL T4\, EKE D —R BT NI Z, §R D
FETAHID FERICETHAETIEH S, KA 40 °C UL FOKIE ETIZE AL W45 E CRUTE i
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LToth, BRI AZESTHEL, 7TEh=N/L =Lz (3+1)2 mL 2Nz CTEREMERP L. Yi%iR
WA R 2 It 2R IR & LTz,

(3) K #2

7577 AN —RY —NH, fE@ I — o hT 8%, THTEh=R/L—RMLT2 (3+1)10 mL THHEFL
72. 100 mL O72F 77 Aa%FA—RN v 750 FIZES, EHRREZ R —N P 17 MR, K
7 eh=RFL—MLx (3+1)5 mL §°OC 5 [EIPesL, TRKANERE D —RN Yy BT MM, WD T
TAFID ESHICETHETHRIIESE. iR E 40 °C LI FOKB ETIFEA ST T2 F THRIEERNEL
Tot%, BEH A LESTHEL, A¥/—/V 5 mL ZIEFICNZ TEREWZR U, TEERO — E Bx AX
J—)VTIEREIZ 5 A IRL TRk a~hr o720 7 ZRVE 85581 at (BLF TLC/MS/MS J &), ) 12k
L EHARE LT

(4) ks~ F7820 5 NRVE BB LA ME
FREHA K R A UE 45 5 WL 2RIk 7o~ T 7 205 DRVE BN EHCIE AL, 2 1 OHIE S
e CERIRGR 70~ 7 Z A (LLFISRM 7~ T 58180, ) 21572,

!

#1 LC/MS/MSHIE S

VN Waters, ACQUITY UPLC HSS CI18(N%%2.1 mm, £X100 mm, F7f%1.8 pm)
IRBER A: 0.1mmol/LEEE T > B =0 ARIE-0 1% E FRYRIR(1+1)  B: 0.1%X B 7 b =R LIS
VAavi==aN 0 min (50 %B)—15 min (95 %B) —20 min (98 %B)—30 min (50 %B)

ik 0.2 mL/min

717 LG IR B 40 °C

AFARYE TL7haAT L — A AbiE (ESD)

£—K RNOTAT

FYN_R— g H A N, (800 L/h)

a— A Ar (50 L/h)

AT PRIRE 120 °C

FIN_—a R E 400 C

X7V —EE 3.0kV

ao—EFE F2DERY

aYVar T RLF—  R2DEEY
AT F20LEY
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22 T=H—AF

TV —Y— T I A Tad IR F B aYvar
=2 24 AA CGERM) (ResR ) (V';@ TRLF—
(m/z) (m/z) (m/z) (eV)

TINATFBla 891 305 567 20 25
AL AZF 2 Bla 893 307 551 25 25
TV AT Bla 915 186 298 20 20
a7/ 395 213 192 35 25
o=/, 7 IR 356 177 147 20 15
LR 329 161 133 20 10
LN 1T 373 161 133 20 10

(5) # &

5072 SRM 78~ T LB EIOE — 7 HFE 38 32RO TR ERZERL, 3P o4& 2
WErBE Lz,

B, EEEOMELX 1 IR,

[ #rak kL 5.000 | 877522 10mL (PLEZEY 5 g2 &)

— 7&h=krL 3 mL

— EEETAKEMNZS

| i | s peahs 4y

— i 5 mL

I a1 | atkhads. so e
ZHMTNED I —N P T A (5 mLA &)

— 5 mLx4[n], FEiz=F /L

| T | FEE—T LA A N, CHAE

—7®h=RL-ML (341) 2 mL FfE
— IR R BT

I 2 |

TT77 AN —RY —NHIEB I — R o T 2
(7Er=FL-brm (34+1) 5 mLx2E FAHEve4)

=7 Eb=RL-LE (3+41) 5 mLxS[E]

| A | 7Er=F-brzr G412 E, N, T

—5mL A¥/—/V

| AR | vt st AR

[ LCMSMS |

1 B ORIED —F ik 7 m—
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3. WRBIUEE

1) REORERVAVTLEEENEREREDOEE

LC/MS/MS (2T 27260 OB 1 LT A1/ WA Y TGC/MS 1282 38 % o — ik Brik (R IEW) |
KO BE M D TR I DI Ay~ N T 7 B BT etk —F ik #5512, LC &ML T
W32 ESP D&M E S BT, MS/MS 12T B4 1% Waters 00>/~ k Quan Optimize Zf# i L T4
BREOREE=— &K Na—EBEELREL, EELTo. ELE=X—E&HLT AV
F Bla, A~V AZF v Bla, =7V /A7F 2 Bla K OuT /AL T E IR SIS ZE=
S —E BT~ 7. F7o, B. Wittrig DYIXE B LR O FHO T 0¥ VA4 2 E B
ELTRLTWDN, BRI T B, Wittrig Y OfERE—F L7z, LIV IR OE =L 7 b o R i
—HEEOAH L. TIVUFE EBICB T OHMEECAA IR EORESRENRRDI-DEEZI LR
7-.

2) BRERDEK

2.3) D (1) L) 1> T LIRS HERR % 5 uL, LC/MS/MS IZHEAL, 55472 SRM 7a~
T ALY =7 IR UL &% R TRERRZ (ER L2, ZOREE, LR 113 0.0028~2.8 ng, ELRY>
1% 0.0022~2.2 ng, EX=/L 7 FRi% 0.005~2.5 ng, LU DE 2BV TIE 0.005~5 ng Dl
PHCE BRI Z R L.

3) ZBHMITVESILA—NIYPASLDOBHES DR

ZANET T £ — NP BT DOV TR OFE H 23 B2t 217 -7

FREIELLTCImL FIZENEN 2 ug(EVRIACELCEIEL N T - T O&EELC2ug) ZE5H T
IRGEERZFEL, Z0#E 1 mL % 100 mL D72 T B 7 7 ATIEFEICAI, BRI AZ K> THELZ.
KK 5 mL M2 TEREMEZED L, 2.5) D (2) ORFR 1 IZHEW, FERE=F VI KD 5 O a1 T -
7.

ZORER, £ 3 DEEBY, FEIKIT 0~20 mL IZEML, ZALIEOE 3 ITITE SV o7z, BLED
fE RS, RIETIIEER T L 20 mL TIAEH 5287,

#£3 ZALET \%53‘:77~FU%/“7?A§§%\‘§6?§&@§7\ (%)
A 0~10mL ~15mL {/iﬁglo_l njle ~25mL oar
TRA7FBla 84 14 3 0 101
AL AT FBla 81 13 1 0 95
T ) A7FBla 80 18 8 0 106
=0 87 16 0 0 104
=L 7 RN 99 6 0 0 105
LRI T 80 17 7 0 104
LRI 85 14 3 0 102

a) n=20F-¥JEIVR
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4) 57740 H—RY—NH, BB H—LIJY DS LOFTHE S DR

2577 AN —R —NH, FEJE 7 — P 5 LSO TR« Yeideilk K O K o i U 43 12 B 5
Rtz T -7,

FEEELTCImL HIZENTN 2 ug(EVRIACBELCEELN Y T - TG EELC2ug) 25875
IRAGHEMERZFITL, ZOHR 1 mL % 100 mL D2 T 7 7 A IEMIZ AR, EHE T A%k THLE LTz
TER=FIL =ML (3+ 1)) 2 mL ZIA TERBW AL, ZO#E% 2.5) O (3) DR 2 (2fEw, 7
Th=R/— MLz 3+ 1) LDV 5 DR EAT 72

ZORER, £ 4 DLBY, FEIKIT 0~25 mL I ML, EALLIBEO B 323 S ivie o7z, BLED
FERD, RKETIET®Bh=RL—MLx (34+1)25 mL T+ 528807,

#*4 7‘5774’]\73“—%‘/—NH2$§)§ﬁ“l\U‘)“/“?‘J?A)(:%‘Hé‘ZﬁiHjE% (%)
. v E‘/\El

RIS 0~10mL ~15mL NZO{;EEIH Ll]3«25 mL  ~30mL aE
TRATFBla 16 76 9 0 0 101
A~YLAZF 2 Bla 37 67 0 0 0 104
TV AT Bla 9 77 19 10 0 114
= 96 3 0 0 0 99
(SN =Ly P = 2 114 0 0 0 0 114
=N 93 5 0 0 0 98
LRI 103 0 0 0 0 103

a) n=20N PR =R

5) FBIRMEDHE

R IS B 35 P O LIRS & IR EH T 4 B L LT 4 400 g/ #H 2 Fik (EL R AT L
CHELIY T - TOAEELT 400 pg/kg 1% ) 2UMIL, 2.5 1050 5 A TERED fi £ CRM L
VIS M BT S R LT R TSI & A e L, 7B AR O 0 BERE OO 7 IS BT B R AT
fo. R RES S IRLI. —RUSAA AR BT SR A 575, EH AR 510
AR T LS TS0 |

FIEIZ U T Welch 0 1 A RATE ST o725, WERDFBERS G L =)
JAIF v Bla, EXBZAT IRV REOEL MY T, RE G IR O =7 ) A7 F 2 Bla KB LR
L ICELCH EENRDOLINT. A EENRDLNTAEDS L, ik R EEE 2= A E A IR oy ~n
=T PR IEAFEAEIC IO EI R DR F AR B, Wtk o 5 FE R 35 I E O B O k8
AIEER D= )22 F L Bla RO LR T IREN RO F AR L7, BILEOME FLos A s
BN IO LS, Ee, EILEOIE FORLIGIE EOIROHNRTN M, X ik 4 £
LA 21752 L L LT,
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K5 AHIRIEORES

- ) 2b) I (& fer 7T 42\ )
B AR i (éujjg[jliﬁg) @léij EIES (5(1;3%%)%1&)

TNAF L Bla 400 96.0 95.5

A~V RATF 2 Bla 400 94.7 91.7

A U‘/)W?"/Bla 400 89.3 102.1
a7/ 400 84.2 79.7

o=l 7 IR 400 96.8 90.4

ELRV T 223" 88.2 103.6

ELRT 1777 99.6 102.7

TNAZFBla 400 100.2 99.5

A~V RATF L Bla 400 102.8 102.3

_— =7V /A7 FBla 400 83.5 92.3
R A IER a7 400 103.0 96.8
ERE= LT R R 400 110.9 100.4

ELRV T 223" 89.8 103.1

ELR T 177" 97.3 88.0

a) ELRIAIE LRI T - T OA EELT400 pg/kgfH Y SN
b) n=3DF-HEN[L

6) Yh)YIRADIEE

IR D Z B [ 25 AR S MR BE (3 FEFH) B ONBCIRAE A IEE (2 FiEH) & W, ARIEIC RO L7230 S I
% 5 uL, LC/MS/MS (ZiEAL, E&E T AL —/OF WEMRLI-EZA, PiEY —7X580 Lo
7.

KRR IEA 100 ng/mL & A T HIEHER (ELV RSB L TUIE LRI T - T O& EELT100 ng/mL) &, {8
W OGERE R 2= A NEE R IR E A IEEHI B L T 2.5) I20EW IS U723 I 2 45 2 3R 28 100 ng/mL
Y (EVRACBELTIEEL R T - T OAEEL T 100 ng/mL FH 2 &) DR 127225 KO IR HE R A2 TN
LT e 2 L~ Ny 7 A R D4 SR B O I K - RGN RO F DR AAT 72, fi kA2 R 6 1TRL
7.

TEAER L, BT RO I R 2 N USRS BV T, B R 3RIZ OV T Welch @ ¢ UEZ A 5 K U

5 % TITo72L2A, RO FIER = AES L CIEA B Z2ITRO LR T20, R E S IEE o
TRAIF v Bla, A~UVAZF > Bla, T7V/A7F 2 Bla L OE_a= L7 " R TIEIA B ENROLN
7o ZAUTIRR O FRE R 25 A IR EHT R THROIRE S IR BHI B |, 23, YA, IR EOE A &
INZ N, FEISREHATK T O~ R o7 A LD RN ENT R THDHEE LN,

725, RN R OEIGITE %/ NINE DO THYE BEICEEL KT T L TP RN EE 2, FER2D
A REAEIC LD~ Ny 7 ZAD B O [l E & TR - T IROBAGR EREECH L7290, 23t R4
W 2 T2 BHAIR O BB IS ) D E B T Dl oT.
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el

F6 WK U R DA BED e

TSA7FBla 100 101.4 105.3
A~V A7FBla 100 100.4 104.0
7Y 275 Bla 100 101.0 103.1
REE=RESER o . 100 105.4 106.3
Ea= /L7 R LR 100 104.6 108.1
ELR> T 567 58.6 60.4
ELRT 44 45.4 45.4
FNAYFBla 100 101.4 106.4
AL A F 2 Bla 100 100.4 107.7
N — =7 U\/)‘ﬁ?"/Bla 100 101.0 106.7
aF 100 105.4 107.7
B _Ro= /L7 EIR 100 104.6 110.7
ELRU T 567 58.6 61.4
ELR T 447 45.4 46.4

a) ELNAIEL N> 1 - L O4 meL 100 ng/mL
b) n =30 FHIEIL
¢) AR I AR ER 2 RN L 726 D

7)  Ehn[E IR AL ER

AR OFFER 2 HE A LR (3 ) K OVRIRE S IEEE (2 fiE) 12, K REELTENZR 400 KT
4,000 pg/kg F2Y4 & (ELRACEL TEIE LR T - DA 8EL T 400 pg/kg £77213 4,000 pg/kg K24 &)
WL, RIECHEST 3 ST 21TV, SO ORI R, 8 U (g 22 5 O T o 158 U ffF 2
ZFRTIORLUTC. & BRIEOFEE AT EIL 77.0~107.9 %, ZAHOMHE (R 2 (RSD) (X 0.1~9.1 % T
BV, BT BIEE K OO TR EE 3 S o7z,

72E, IRAREER B O I E GRER T O IRIR O FZEER 25 HE & IBEHZ 35175 SRM /e~ 7
LDO—flEX] 2 (TR,
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E AR AN EINGE: S
. e whEY EfrEa EYERE DT e 22
HEH’%@ %1% (ug/kg) (%) <%) <%)
T \AFBla 400 98.6 8.7 88
4000 91.8 4.0 44
LRV AIF U Bla 400 97.3 6.6 6.8
4000 96.1 14 14
=Y AT Bla 400 96.1 0.9 1.0
4000 88.1 33 3.7
a7 400 90.7 0.4 0.4
FRER = AR 4000 915 27 3.0
SR S 400 953 13 13
4000 104.5 3.0 2.9
EL 1 223" 99.1 0.7 0.7
2233Y 88.9 25 2.8
LRI 177" 939 1.0 1.0
1767 89.9 0.7 0.8
TNAFBla 400 87.9 42 48
4000 90.2 24 2.6
LRV AIFBla 400 875 79 9.1
4000 92.8 2.0 22
7Y ) AYF > Bla 400 92.6 4.0 44
4000 85.9 35 4.1
oy 400 89.8 56 6.3
FRER =R E R 4000 88.4 19 21
[SENCEVI A SN 400 96.2 24 25
4000 100.5 2.7 2.7
e T 223" 97.3 54 55
2233" 85.9 4.0 4.6
ELh T 177" 95.7 43 45
1767” 88.8 12 1.3
T NA7F 2 Bla 400 98.8 45 46
4000 93.6 2.8 3.0
A~ AYF U Bla 400 90.1 33 3.7
4000 1023 33 32
7Y ) AYF 2 Bla 400 89.6 1.6 1.7
4000 94.1 0.1 0.1
nF 400 86.5 13 15
FIEE = AR 4000 97.2 0.9 0.9
[SENCEVI A SN 400 91.4 1.9 2.0
4000 98.2 2.0 2.0
EL 1 223" 90.0 13 14
2233" 2.5 1.8 2.0
ELh T 177" 90.0 3.6 4.0
1767" 942 0.8 0.9
T \AFBla 400 932 3.0 3.2
4000 100.9 3.0 3.0
ARV AIF U Bla 400 97.4 23 24
4000 98.4 12 12
7Y AT Bla 400 943 24 2.6
4000 9.5 0.7 0.7
TR A AR a7y 400 85.6 47 55
4000 96.5 0.7 0.7
S S 400 96.8 1.6 1.7
4000 99.1 0.8 0.9
ELh 1 223" 90.4 2.7 3.0
2233" 97.9 1.6 1.6
LRI 177" 93.8 3.5 38
1767 96.9 1.1 1.1
TNAF 2 Bla 400 98.7 15 15
4000 89.2 0.5 0.5
LRV AIF U Bla 400 1032 2.8 2.7
4000 84.5 34 4.0
7Y ) AYFBla 400 87.2 0.8 0.9
4000 84.6 2.0 24
) oy 400 103.4 4.6 45
R & AL 4000 90.2 20 22
[SENCEVI A SN 400 107.9 1.8 1.6
4000 100.8 33 33
e T 223" 90.7 2.8 3.1
2233" 77.0 6.8 838
ELh T 177" 995 3.7 3.7
1767” 82.3 3.7 4.5

a) ELNUEELRNC T - TOEEELT400 png/kefl S B2 RN
b) ELRATE LRI T - T D& EELT4000 pg/kgtl X4 B2 RN

o) n=3DTHEILE
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(A) (B)

Peak No.

! ﬂ |

[@)}
Intensity / arb.units

Retention Time / min 200 Retention Time / min 20

(=]

Peak No.1: 7/3A7F > Bla
No.2: AL AZF > Bla
No.3: =7V /A7F > Bla
No.4: v7r /v
No.5: B_Ro=)L 7K
No.6: EL R T
No.7: LR TT

2 IRINENGRER T B 7z SRM Za~ 7 7 A0 —1f
(A) TRAIEAERR (£ 3L 1T 2,500 pg FHY &)
(ELRACBLTEE LRI T - T oA EELT 2,500 pg #1324 &)
(B) #UBHEIR (IR D F e 25 A A BEEE, 0B 400 pe/kg #7245 SE7N)
(ELRIACBELTEIE LRV T - T O & EEL T 400 pg/kg FH24 &)

8) EETRRUKRETIR

R 0 Z2 i [ 25 A A IR R e QWK A IR 2 WG, ikt h o & BRo G/ RELTERE
10 pgkg (ELRIAZBALTIEL R T - TTOAEELT 10 pg/kg) (272550 LT 7 SO THBR
EEML, & RIEOE R T IRE O FROMZBRBAIT 7o R a2 K 8-1 KUK 82 IR, &k
PRI (R 22) <10, 72, B FIRIT (BEHE(R 22) x2xt (n-1, 0.05) EL OREND DO T, KIEOER T
PR K OV Y BRI 10 pg/kg FREE KON 3 pg/kg FREE &HEE STz,
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#8-1 WIRDOFPEREZE A IR P OF IO E R FROME  (ug/kg)

3L GHBEY T EEEY EERE T FRY B TR
T RAZF L Bla 10 9.6 0.7 7 3
A~V AZFBla 10 9.6 0.4 4 1
TV I)AZFBla 10 9.9 0.3 3 1
=S 10 9.7 0.4 4 1
o= /L7 R 10 9.5 0.3 3 1
BRI 5.6 5.1 0.3 3 1
LR 4.4% 4.2 0.2 2 1

a) HEEOGHE

b) EVRIAIELRI T - T OA/EELTI0 pg/kgtH X &2 TN
c) TROHMTHRERD L E

d) EHERAZ<10

e) IEME(REx2xt(n-1,0.05)

7282 WRE G IR D& JEIED E & T RO (ng/kg)

EIEA S EY EYEREY EERZE T8 TEY B TFRY
TRAZFBla 10 10.6 0.6 6 2
AV AT Bla 10 10.7 0.5 5 2
T I ATFBla 10 10.6 0.5 5 2
=AY 10 9.0 0.5 5 2
ERo=,L 7 IR 10 9.3 0.2 2 1
LR T 5.6 4.6 0.4 4 2
LRI 4.4” 3.9 0.3 3 1

KMHFa) ~e) 133£8-12 51
4. F&EH

REALH D IR D — F 3 HTiEIC D 2 Y MEHERB DT ORI A TR LT1=L 2 A, IROFERET-.

1) O EVER O T2 FEOR R — oD ICBIL T, i - IR o% -y AL
FER, IR RIS AT WESY =N BT AL 20 mL, 7T 7 7 A M —R > —NH, &g h
—R)y T BT AT 25 mL 23 Y Tho7-.

2) E—JmifEEEmSE W TR EREIERLIZEZA, LRI TIE 0.0028~2.8 ng, BV T
0.0022~2.2 ng, B = L7 hFIR1Z 0.005~2.5 ng, TH LA D% EERIT 0.005~5 ng O PH TR
LTz,

3) 3 FEBOWROFEER 2= HE G IR O 2 OB E A IEEHZ DWW TARIEIZIE > T R IKO M)
T2 TR LT R, EBA E T I — 21377

4) 3 FEFEOWIR O FFER = AE G IR & O 2 FEOBCRE A IEEHZ DWW THRIEOF A &3, 400
ng/kg } TN 4,000 pg/kg (BLRIAZBIL TIEE LRI T - TOAEEL T 400 pg/kg K OF 4,000 pg/kg) (2
222 KON AN E I 3R BR 2 FE i U 7= G L, PRI EIERIE 77.0~107.9 %, & OO 7RG FE 1 3AH o 1
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M7= (RSD)ELT9.1% LA FTholz.

5) ARIEIZBITDIRROFEER = A A IR O G IR B D2 23K O E & T R O TR I
10 pg/kg FEJE K O 3 pg/kg B LHEE STz,
INBDOZEND, 2010 BB E TR TS OFHEEZ T, REHEREE 2011) ISz,

X &

1) JEAEFEHEEEELRELL MRS BN TR, SEHRINY XX E M) H 35 0

%5y CHLME DFRBRIEICOWT, Rk 1745 1 H 24 B, BZ2%4 0124001 5 (2005)
RS OIE  JEAR G784 1 3K S R B S 2 R R W A TRk 22 4F 10 H 28 B, BRI 1028 5 3

5 (2010)

2) Mz b, HRSET, BHEMGE, W% LC/ESI-MS/MS ([ZXD & KEY O KERIRT 7%k
HERERA O —F Tk, A MERE, 51, 1~9(2010)

3) H.Kobayashi, O.Matano and S.Goto:J.Pesticide Sci., 5, 89~92 (1980)

4)  BORFERE, VrEERIL, FEARHNAR, BOEFACT, ARTE, SHEETT, s B, kLU, fRik—RS:
LC-FLE O'LC-MS/MSIZED BN FH DAV ATF 2 2TV AT T, RIATF LV R OEXR VT IF

DN, RO E MR 22 B TE o 2 —WFJE4E 3, 60, 139~145 (2009)

5)  JEMOKPEAEE - LR R @ SR T B EO R EIZOWT, Rk 20 4F 4 A 1 H, 19 L

14729 5 (2008)

BRASIE BROKFEEHE ZEREBM LR 2246 A 4 H, 22 HZ5 1227 5 (2010)

6) JEAEAR TR R, N SEO RIS ELUE, BN 34 45 12 F 28 H, JEAEE /R 370 5 (1959)
RS IE JEAE A 5o R 20 4F 11 A 27 B, JEASEE SR 529 5 (2008)

7) C.T. Yang, D. Ghosh, J. Beck, J. K. Humphries, K. Akervik, K. J. McHale, C. Gu:Screening for 250
Pesticides in Orange Oil and Ginseng Extract by LC-MS/MS Using TraceFinder Software, Thermo Fisher
Scientific Application Note, 477, 1~8 (2009)

8) X. Dun-ming, Z. Yu, L. Li-yi, Z. Zhi-gang, Z. Jin, L. Sheng-yu, Y. Fang, H. Peng-ying:
Determination of Rotenone Residues in Foodstuffs by Solid-Phase Extraction(SPE)and Liquid
Chromatography/Tandem Mass Spectrometry(LC-MS/MS), Agricultural Sciences in China, 9, (2010)

9) B. Wittrig, A. Schreiber: Comprehensive Pesticide Residue Analysis by LC/MS/MS Using an Ultra
Aqueous C18 column, Applied Biosystems/MDS Analytical Technologies (2010)

10) BB —, IBEMZRIL, WA, HBRF, 4 PR  LC/MS/MS (ZE D HIE K T o0 7% B S 3

BT DAA A, [ LR BR B RAE B 2 —F ), 30, 123~126 (2006)

11) ¥ FIIR : LC/MS/MS IZLD RS0 HT, BB B, 37, 22~30 (2008)

12)  BREEA K RABRBER/KBREE IR WA A S A ~==27 v OKE, [&E, KEAEY), ik 20
3 A, 8~11 (2008)

13)  JFEMOKPET # 2 eidir 2 — (FAMIC) : JERFEBRYE (2011)

<http://www.famic.go.jp/ffis/fert/sub9.html>
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Simultaneous Determination of Agricultural Chemicals in Fluid Fertilizer by Liquid
Chromatography/Tandem Mass Spectrometry (LC/MS/MS)

Toshiharu YAGI', Masayuki YAMANISHI' and Yuji SHIRAT'
' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

An analytical method for simultaneous determination of agricultural chemicals (abamectin, ivermectin,
eprinomectin, rotenone, piperonylbutoxide and pyrethrin) in fluid fertilizer (fluid home garden-use mixed
fertilizer and fluid mixed fertilizer) by liquid chromatography electrospray ionization-tandem mass
spectrometry (LC/ESI-MS/MS) was developed. The fluid fertilizer that contains agricultural chemicals was
purified with macroporous diatomaceous earth cartridge column and graphite carbon/aminopropyl —
silanized silica gel column, and analyzed by LC/ESI-MS/MS. The LC separation was carried out on a C18
column using solvent gradient with formic acid ammonium solution (0.1 mmol/L) — formic acid solution (0.1
v/v%)[1+1] and formic acid acetonitrile solution (0.1 v/v%) as a mobile phase. The determination was
performed in selected reaction monitoring (SRM) mode. As a result of 3 replicate analysis of 5 fertilizer
samples (2 kinds of fluid mixed fertilizer and 3 kinds of fluid home garden-use mixed fertilizer) spiked with
each agricultural chemicals at 400 and 4000 pg/kg, the mean recoveries and the relative standard deviations
(RSD) were 77.0~107.9 % and 0.1~9.1 %, respectively. On the basis of 7 replicate measurements of spiked
samples, the LOQ values were 10 pg/kg in the fluid home garden-use mixed fertilizer and fluid mixed
fertilizer. Those results indicated that the developed method was valid for the determination of six kinds of

agricultural chemicals.

Key words agricultural chemicals, fluid home garden-use mixed fertilizer, fluid mixed fertilizer,

simultaneous determination, liquid chromatography/tandem mass spectrometry (LC/MS/MS)

(Research Report of Fertilizer, 4, 36~48, 2011)
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7 BEEBMBPOARIVLOBHICEATIHAE

H IR
F—I—F  ARIVL, GRIEEL, HIRERALY, IR

1. [FC&HIC

G TRREEL D BLHI D80 )7 12 T 28k 2 O ME B VITER W T R I 95 2 LA B e A I JE 3R
BELTHERIERFOESBROGH BLEEHEORRT —Z I BNFET o TS, ZO—8ELT, AT
FT B IR N MK BEN B 22 2 H il 2 2 — (FAMIC) TIE, ERR 21 4R, BIRIEEHF O BRIV AN T,
HE#% (0.1 mol/L), FEERT > &= ZIEIK (pH 7.0 K& U8 pH 4.8) K N1V AUk /1) 7 DRI ~D R HHAE 18] %
AL, ZofER, HRIBIRIEEHFR O ORIV LD 50 %Ll EAHEEE (0.1 mol/L) IZXkhhH S zilkt
2313 A 12 45, N 80 %Lh ORI R OFENN 6 L THo12N, ZEOAIKE % EH T2 CIEEW
T ChH-o7-. Fo, BERIEIRIEEF O A RIY A TS (0.1 mol/L) LA OIE B #EVE B RE &> T
7o R 22 FREEVE, VHIRIEEHI G A INDHRIT LOHERE (0.1 mol/L) i IZ XDFHMHIZ DWW T &=
FEL-DT, TR BEARET 5.

2. #PMBRUVAHE

1) HHOERRRUAR

FREF0.5~1.5 kg FEEEAERHUL, 0.5 mm D55\ A 2@ T 5F THL Tofr R EHERRL, b =—1
RICANTEE LIREE COMTRFECTRIFEL. 72720, Il EHT S W QIR L IZ 40~65 °C TF
(i L f A SR L 7= b Ry FE 0 L7

2) EKERUEE

(1) 7L =AWk E : A SiAT 7 /8y —X 2-2310 (B—<43 844 iE )70
(2) TEEIREOHE

(3) a7y B

(4) DigiTUBEs: V' —=T/L AT A RY7 'L 8l 05 es

3) HEFE

(1) 7K:JIS KO557 ([ZHLE TS A3 F12Y4

(2) ARITVLFEHERE (0.1 mg/mL) : FEHisk T2 JCSS
(3) Hal% (36 %) :FOLHIFE T B+ LHEHN

4) S
(1) BRI O
INTERE 0.50 g X% 1.00 g & DigiTUBEs 125 mL 28DV, Hif& (0.1 mol/L) Il (1 mol/L) 50

U OMSZAT BUE N RAMOKEETH B e Bl v o 2 — B Rl Bh 22 4 i A
(BL) MK PEER - 22/
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mL 2%, #9200 (18,75 (JRME 5 cm) T 60 3K EIRESL, A 5 f B TAHB L ENAKRELT=. 7=
720, A EVED N #7285 A 120X, FEREE AN EE KD 1,600 X g T 5 Al Lo EEL 7214, Aila{T-o72.

(2) HRIVLOHIE

UBHA R 2K S OB 12 30 2 5 A BRI THEBR IR FE Y 0.5 mol/L IZFHHE L7, & MisiRa~7 1L — 4
SRR T L I AL, & 228.8 nm OWOEEEAMIE L2, [FRFIZHE R I EEKY 0.5 mol/L IZFR%EL
7o IR MEHERR (0, 20, 40, 60, 80, 100 pg/L) ZHIEL, MEHREZIERL TRREHT O ARIT AR EZH
HU7-.

BINZAYHTEREED K 53 2 HERL 5 3Bk 1 (2011) ¥3.1.a UL 31D ICEDBIEL, BRI AP A R
TZODPBE M IELT-.

(3) ARIvLeg (A KL, HRR—aHihh ) ORE
SIMT R AR AR RBR T (2011)P5.3.a (ICKDIIEL, (2) LIRERICH R E EHT-DOWREITHIELT:.

3. #R

1) EETROER

B EMICBIT2ERE TR (ELT, LOQ &) iR § 5720, WRIV LG A BOERW /i FIEE
[ZOWT, 7TEHTO L TELNRE AR 1 IR, 72720, SR 82 720 O I L~ 113 3 i
L TR0, LOQ IFEHEMR 7 (LLF, SD &) x10 ELORENDD T, ik 0.50 g + Hif£ (0.1 mol/L),
#oEF1.00 g + A2 (1 mol/L) K& ONGAER 0.50 g + M2 (1 mol/L) 1235175 LOQ 1%, £41E 41 0.5 mg/kg, 0.2
mg/kg &N 0.4 mg/kg FEEELHEE ST, F2 K 21 HFEEORFTIL, 1.00 g + HEE (0.1 mol/L) TOE
B FRRIZ 0.1 mg/kg FEE LHEE SN T0D2.

1 ARSI D E & T IROHEE

0.50 g + % (0.1 mol/L) 1.00 g + ## (1 mol/L) 0.50 g + 3% (1 mol/L)
ARk A AEMY sD LoQY  MEM® sp LoQY  HEMEY SD LOQY

mg/kg mg/kg mgkg mg/kg mg/kg mgkg mg/kg mgkg mgkg
LIRTG TR e 028  0.03 0.3 023  0.02 0.2 036  0.04 0.4
BERTS e 044  0.05 0.5 047  0.02 0.2 0.53  0.04 0.4
a) TR OMTRER DO E

b) SDx10

2) BHTHREORHER

B SIFICB T2 3 ROHMTRBROR R E R 2~4 1TRL7. 3B 0.50 g + 32 (0.1 mol/L), #UE}
1.00 g + & (1 mol/L) K& O} 0.50 g + HEf& (1 mol/L) D4 S 2B DM i MR 2= (LU, RSD &
UVINEZENEN, 1.6~3.5%, 0.5~3.1 %, 1.0~4.7 % ThH-7-.
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722 5BH0.50 g + MR (0.1 mol/L) FliH (2 L5 OFF TR
B O FEKE UIRIGIENEE BERGTGIENERE 5 Ie R BENEEL 15 UE SR 15 e T WE N deh

WERY (mg/ke) 1.26 0.87 1.62 1.90 1.76
SD (mg/kg) 0.04 0.03 0.04 0.03 0.03
RSD (%) 3.5 3.1 2.3 1.6 1.8

a) 3RO TRRER D T

7¢3 BEHL00 g + MR (1 mol/L) I XD 0 TRl
B O FEXE URIGIENEEE BERGTGIENERE T2E75 e NEEE 15 IE SR 15 e T We Nt

MERY (mg/ke) 3.92 1.43 1.48 2.00 1.75
SD (mg/kg) 0.06 0.03 0.02 0.01 0.05
RSD (%) 1.5 2.4 1.1 0.5 3.1

a) 3RO TRER D P [

F4 #EH.50 g + Mg (1 mol/L) I XA T5lER
JIE ek o> filkE TAVGIENERE LIRVGTEAERE LRI TEAREE BERKTGIEAERE 15 e BEAR R}

Y (mg/ke) 2.10 3.37 2.71 1.61 1.10
SD (mg/kg) 0.05 0.16 0.09 0.02 0.05
RSD (%) 2.5 4.7 3.2 1.0 4.4

a) 3RO TRRER D P

3) FREIEHPDARIHLDHMEE

TARVGIRAEEL 18, URTBIEAEEL 15 58, T3EVGTRALEL 3 4%, IR GG IEAREL 2 A, BERkIG TEARE} 2 41,
TG IR BEA R 33 s M VA TE RS LD TEIRIEENE 12 & ENDKERIBEEW SEBENCEL 1 5 DF 57 MAIE
LCOMrc Lz, 72720, 2 boENTIERER A ISR RSN IEEPE S TR W ERRE — & AT
WD, BB R LA A 3R 5 ISR LT,

FIRIY A4, S RIT A0 RIE M K ORUEHE R () @ pH 23 6 ITRLTZ. 72721, &
¥F0.50 g +Hi% (1 mol/L) OFEHARIZ DWW T, 3k 1.00 g +3EE (1 mol/L) (281 25 EHA R D pH 23
TR T2l D, WEAEME LTZ. Fio, 4 FEIOME &ML NIV L2 RO KA ZNE I |
~4 \RLTE. fhH W EE O R EE OB NG, OB O o Tl R38N 2 M 23 7.5
7o 12720, FKIGIRIERE A1 1TV T, MR R L O LAl A3 L. il =% 80 %% I
[l 7= 5 EHE, #0EH1.00 g +HE/% (0.1 mol/L) TIX 57 45 31 4%, ##H0.50 g +H#E 2 (0.1 mol/L) TIX 39 4%,
AEE 1.00 g +E2 (1 mol/L) J UK} 0.50 g+ (1 mol/L) Tl 53 i TH-o7-.
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#5 PEEABUEIOJFEA LA

B T leofiE BEEEAEHERT  BLAIEHERS Bl Z DA
ARG IENEEE

Al (R1k) ot HERRG IR
L IRE Ve AL

Bl o BR

B2 =1

B3 w7

B4 o7t

B5 A N A

B6 oy BRR

B7 (pRAk) mor . BR

BS mor . EAIR

B9 72U (H ZRHz )

B10 mor . TR

Bl1 o BR EEYE10 %L T
B12 maf. TR

B13 mor . BR ERE 10 %LL T
B14 maf. TR

B15  (fx1k) PR

TEHIE ek

Cl oyt

C2 oyt

C3 (RAk) oy TR

IRATGIENEE

D1 KL LR oyt BR

D2 KUK mor . BR

Je RS U N

E1l LK TIIF%

E2 LR

onb It

> D
£ 4
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%5 PEEAUBI O IR EHILRR (R 2O HREE)

Akt TGIRORESH

EESRIEERS, W KIEEERS EIlJEURE

Z DREF

15 IEFE N

Fl Tk ot
F2 D7 ot
F3 LK ot
F4 LIk, L3 ms
F5 D7 o,
F6 T2 TINIF
F7 LR morT,
F8 Tk A~
F9 LR o7t
F10 Tk, T3 A~
F11 UK o
F12  UJR moaT,
F13 Tk T,
Fl14 LR, K w7,
F15 LR ot
Fl6 LR T,
F17 UK T,
F18 UK ot
F19 UK T,
F20 I3 ot
F21 UK o7
F22  T¥ ANEA
F23 LR T,
F24  T% NIz
F25  T% NI
F26 LR ot
F27 Tk ANEA
F28 T, LR, T3 KB
F29 LR maT,
F30 LR E7A
F31 UK F7A
F32 UK o,
F33 Tk i

TR
%, HAIK
%, AIK

, TR

TR
R

TR

TR

R

EEY)E K60 %

B E 10 %L T

> BRE) K30 %

TP E K30 %
FEWE 10 %L T
TPEHITO %
Y E 4160 %
Y E 420 %
EHE 10 %LL T

FEERIB0 Y%
A AI50 %
A K920 %
B EAI10 %

) E 480 %
Y E 50 %
A 10 %LL T
A 10 %Lh T

REME10 %LL
HEP) K80 %

BRI IERE, JERFIeERS

FERFE RS

IKPERIPEM FEBENC

Gl

5
2

=

YE#130 %

il

\;
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#6 (HIENEE O Cd e Kk O EfhHHCd

1.00 g + 0.1 mol/L 0.50 g + 0.1 mol/L 1.00 g + 1 mol/L 0.50 g + 1 mol/LL
A Cde& fhfcd misR pH  fiHCd fmH%E pH  fhiHCd M= pH  fhHCd fWHE

mg/kg mg/kg % mg/kg % mg/kg % mg/kg %
TGRS

AlL(RAE) 6.4 2.2 34 1.8 2.6 40 1.5 1.8 28 0.5 22 34
LR TG JE REA}

Bl 3.5 2.1 59 1.6 2.5 72 1.6 3.5 101 05 3.5 101

B2 1.2 0.8 69 1.3 0.9 2 14 1.1 90 0.5 1.0 82

B3 1.5 1.2 79 1.4 1.3 88 1.5 1.3 88 0.5 1.3 88

B4 2.1 2.1 98 1.3 22 105 1.5 22 102 05 2.1 100

B5 1.9 1.5 80 1.2 1.7 89 1.4 2.0 105 05 2.0 107

B6 1.8 1.6 89 2.0 1.7 93 1.7 1.9 105 0.5 2.0 109

B7 (fR1k) 2.9 0.9 29 1.7 1.0 35 1.5 1.9 66 05 2.3 77

B8 (/£ JK) 1.1 0.1 11 125 0.1 9 10.0 1.2 107 0.6 1.0 91

B9 2.1 2.0 95 1.5 2.1 102 1.5 2.1 102 05 2.1 99

B10 3.0 2.0 67 1.5 2.1 72 1.5 24 81 0.5 2.4 82

B11 1.5 14 91 1.3 14 93 1.5 1.4 95 0.5 1.4 92

B12 1.4 1.4 97 2.0 1.5 106 1.6 1.5 108 0.5 1.4 100

B13 1.7 1.6 96 1.7 1.6 96 1.6 1.7 102 05 1.7 99

Bl14 2.7 1.5 55 2.0 1.6 61 1.5 24 90 04 2.6 97

BI5(k1L) 3.6 0.6 18 25 0.9 26 1.9 1.3 35 05 1.7 47
TH5 e et

Cl 3.6 3.1 85 1.7 3.2 90 1.5 33 92 05 3.2 88

C2 1.4 1.1 76 22 1.3 91 1.6 1.5 105 0.5 1.4 95

C3 (fR1k) 1.6 0.3 20 1.4 0.3 22 1.4 0.6 37 04 0.6 39
RSG5V,

D1 2.0 1.6 81 1.6 1.7 87 1.5 2.1 103 0.5 2.0 100

D2 1.4 1.3 95 1.7 1.3 92 1.5 14 99 05 1.3 94
BERTG Ve

El 1.6 0.7 45 24 1.0 63 2.1 14 91 0.6 1.5 98

E2 2.2 1.2 55 28 1.7 77 24 2.1 94 06 1.9 87
15 IRSE B AR

F1 0.9 0.5 51 1.3 0.6 69 1.4 0.8 87 05 0.8 83

F2 14 0.1 10 62 1.3 91 2.0 14 97 0.5 1.3 92

F3 2.2 1.8 81 2.5 2.1 97 2.0 22 99 05 2.1 95

F4 1.6 1.0 60 2.0 1.3 78 1.7 1.5 9 0.5 1.4 85

F5 2.8 2.4 85 1.6 2.6 95 1.5 2.8 100 05 2.6 95

F6 4.6 3.9 84 1.6 4.1 90 1.5 4.4 95 05 43 94

F7 3.0 2.3 76 1.7 2.6 86 1.6 2.8 92 05 2.9 96

F8 1.1 0.8 74 1.5 0.9 86 1.5 1.1 98 05 0.9 80

F9 1.0 1.0 97 1.3 1.0 103 14 1.1 107 05 1.0 104

F10 2.2 1.3 59 1.7 1.8 82 1.6 2.1 94 05 1.9 87

F11 2.1 1.8 84 1.6 1.9 91 1.5 23 108 0.5 2.1 101

F12 2.0 1.9 94 1.8 1.9 94 1.5 2.0 102 05 1.9 95

F13 1.6 1.5 95 1.6 1.6 98 1.5 1.6 100 0.5 1.5 93

Fl14 1.5 1.1 71 1.6 1.3 87 1.5 1.3 89 05 1.3 89

F15 1.5 0.9 58 2.1 1.1 76 1.7 1.2 80 05 1.4 94

F16 1.8 1.7 95 1.5 1.6 89 1.5 1.7 94 0.5 1.7 92

F17 1.7 1.6 94 1.5 1.6 95 1.5 1.7 98 0.5 1.6 92

F18 1.8 1.7 95 1.5 1.7 93 1.5 1.7 9% 05 1.7 94

F19 4.2 3.8 91 2.1 4.0 95 1.7 4.0 9 0.5 4.1 99

F20 3.8 3.1 82 1.4 3.3 87 1.5 3.8 101 05 4.0 105

LOQLL T DHEIEME K U80 Y%A Ol I TIT T AT L7z
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#6 {HIEIEE T OCda &Kk Ot REHh HCd (RTE V%)

1.00 g+ 0.1 mol/L

0.50 g + 0.1 mol/L
fliticd fhiti=  pH
mg/kg %

1.00 g+ 1 mol/L
PhHCd fhitisR  pH
mg/kg %

0.50 g+ 1 mol/L

4.8 101 1.5
3.3 85 1.5
2.0 99 1.9
0.8 65 1.6
1.0 68 1.6
1.9 94 1.6
1.3 77 1.6
1.6 88 1.6
1.7 108 1.6
1.9 86 1.6
1.3 110 1.5
2.0 94 1.5
1.8 100 2.0

4.7 100 0.5
3.7 95 0.5
2.0 99 0.5
1.3 103 0.5
1.4 100 0.5
2.0 100 0.5
1.5 91 0.5
1.8 99 0.5
1.7 107 0.5
2.1 96 0.5
1.2 98 0.5
22 103 0.5
1.8 103 0.6

A Cde&  fhiicd #ibi#E pH
mg/kg mg/kg %
1HIRTEREAE
F21 4.7 4.7 99 1.5
F22 39 32 82 1.5
F23 2.0 1.9 93 2.4
F24 1.3 0.5 40 2.0
F25 1.4 0.6 44 2.0
F26 2.0 1.8 91 1.8
F27 1.7 1.1 63 2.0
F28 1.8 1.6 86 1.9
F29 1.6 1.6 99 1.7
F30 22 1.8 81 1.9
F31 1.2 1.2 98 1.7
F32 2.1 1.8 83 1.7
F33 1.8 0.3 18 6.6
K PERIPE SE RENE
Gl 4.7 0.1 2 5.8

0.6 12 5.4

4.5 96 0.5

fiicd  HE

mg/kg %
4.8 101
3.8 97
1.9 96
1.2 92
1.3 91
1.9 96
1.4 82
1.7 95
1.6 102
2.1 96
1.1 94
2.1 99
1.8 100
4.6 98

LOQULT DRI & 080 % R D e 1t T (L7

6
5
s
jE/D 3 o®
< )
2 2 % o
& ) *% o
]. T %%9 O
o & ©
O |<> o<><>| T T < T
0 1 2 3 4 5 6
Cd4 it (mg/kg)

X1 #EH.00 g + % (0.1 mol/L)
TOBEMARIY LAJEMEIRIT A
Bl E I oD L

6 -
5 A e
“eb o
4 A o
E o
= 37 o
@] - o o ke
H 92 A o
2 8%5 o
e S
RS ¢
0 - I<> T T T T T
0 1 2 3 4 5 6
Cd4 & (mg/kg)
X2 #400.50 g + #E (0.1 mol/L)

TOWHARIY LREBEARIT L
AR O L
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6 - 6 -
—~ . —_ 8
=y og 2 s°
> 4 - < 2y %
8 % E &
S 3 oo 3 3 7 050/ ¢
H 00 5 T8 J
= 2 - f o 4 = 2 f .
1{ &£ © 14
° % e
O T T T T T O . T T T T T T
0 1 2 3 4 5 6 0 1 2 3 4 5 6
Cd4# (mg/kg) Cd4=# (mg/kg)

X3 k.00 g + Hif (1 mol/L)
TOEHARIY LREEE T RIT L
AR E O i

X4 50£H0.50 g + HiE2 (1 mol/L)
TOWHARIY AJEEEHRIV L

A TEE O Helk
4. & &,

1) HEADOTILAYED OCHBHIEDEE

Al ZBRSETORENT, FEHEIR O pH 3@ <7D EE DRIV A BEIXK T2 @EmZ2R Lz, Zh
1%, BRIV D AL DAREATT TR, TAIIEOHENER L7208 T, 2Ol IR g
DHRIT LRI EN2NZ LI HEEZ LS. HEFE (0.1 mol/L) IZLD M TI, KHh i FE OB
BHAWR O pH 1T B METNZH Y, BB RO > TpH ITE FL, Mt RIX AL Tns. 38t
1.00 g + ¥ (1 mol/L) D Z{FTiX pH 0.4~0.6 THY, B8 LT F33 DIH 7 A KMBRIZE AT VU DK
BECH S E25 100 % THDHIEN D, HREIZ LD 5REEME O MERF I QNS T L AV HEIZ Lo THE
ENTZARIV LN T 272012+ B0 & Th LRSS,

% (0.1 mol/L) D5/ TREHRIK D pH 1.520.1 T2 T 80 %A DM HI =R THY, iz (1 mol/L) D
ZA1C 100 %IV R 7> TWBRRENSS, B, B14, Fl14, F24, K OVF25 D 5 b o7=. ZRHIZOWN
TiX, pH 1.5 R OREENE S CTRITUZHMHS Ve WIERED I RIV A, 720 B R (0.1 mol/L) T
B2 T 2RI WO TR SR WA RIT ADOFTEDRIBS NS,

2) RIEDEE
IRAESITZHTRIEEE A1, B7, B15 KON C3 (I RIV 2D AR WMEIZH 72 (R 6) . Al DIRED

BEIC A RID LEHE 2 3 0B 24 720 5 mg/kg M TN 0.5 mg/kg FH Y BRI T RBRL, FINREZR HL-

EZ4, BF0.50 g+ HEF# (0.1 mol/L) K& UGREF0.50 g + Hilk (1 mol/L) DEETIE, 5 mg/kg HH24 &N

X TEINEI 83 %L TN 55 %DIEIN R TH-7- (£ 7). 2, EHRRIC I RIY MEHER % 5 mg/kg 24

BIRIMUTZRBRE T 72825, HULERNBENZI98 %M V97 % ThH-7=2 b, THICLDHIE O

TS TORNWZERHERINTZ(F 7). ZOZEND, R CRENAEL TNDIENDND. SHIZ,
Al TIEEE OFFE DB ERME FLTRY, WA INDIEE N KEIL>TNDH(E6, 7). 2
DZENE, Al OARIV LRGN, Tab i E DA A L A TIIR W B FIREL Q0D e
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z6hn5Y.
Eieoft, RACICEVETUT=Z7T77 7 A hem 5y A& O BUKMEH DUV RIEMED 720, A2 50
DR FITIZ T LN 2 TWAZEICED, WSS RIT AR ST TWAELE 2 Hib.

R RACTGIRALELD A1 R SR AEHE RN FRER

ERERVN| AEH0.50 g +HEHA (0.1 mol/L)  3kH0.50 g+ A (1 mol/L)
P E E (B =E) T 7E B (e =)
HEIRN 2.3 mg/kg 2.2 mg/kg

PREDWRHEE IR RN

5 mg/kgFRN 6.5 mg/kg (83 %) 5.0 mg/kg (55 %)

0.5 mg/kgiRn 2.9 mg/kg (104 %) 2.5 mg/kg (60 %)

FBHAR R IRRN

5 mg/kgisin 7.2 mg/kg (98 %) 7.1 mg/kg (97 %)

5. £&OH

GIRNEEHZE ENDH NIV LD F M ~DOE B2 & L 72, 30k 0.50 g + HEE2 (1 mol/L)50 mL
O G, B 57 SO, TBIRRAEY 4 5EBRS 53 AUTBWTHRITAD 80 %LL A
N, DRIV AR BEAHEETHIILTLE — EDBEIAITED DN -7, [FSETOH IR R
BIFDHRIY 2OHHEITR R AITHEL, RAGIZED RN E K O A& SRR b7z,

X B

1) RMKPEGEE - 22 R A5 RIEEOHHI 0HY I+ 2B ®EE (2009)
<http://www.maff.go.jp/j/syouan/nouan/kome/k hiryo/odei_hiryo/index.htmI>
2) JEEHERES, IR, BIHHIR, SR, M G I IR IR D U I A E
CHEDHER, NEEHIFZEH T, 3, 60~72 (2010)
3) BEMOKEMER LNt 2 — (FAMIC) : EEHERERE (2011)
<http://www.famic.go.jp/ffis/fert/sub9.htmI>
4) ERRR, 0T, AHIIES, BRASSE T, SEARSOHE 5 VE R ORIV REIE DA MR I NIV AT D
We g - Wi A& 28 IS T 522, BREEMLF:, 17(4), p.635~641 (2007)
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Solubility Property of Cadmium in Sludge Fertilizer
Shinjiro IZUKA'

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

(Now) Ministry of Agriculture, Forestry and Fisheries, Food Safety and Consumer Affairs Bureau

Solubility property of cadmium in 57 samples of sludge fertilizer containing more than 1 mg/kg as total
cadmium in Japan was investigated. The test portion which 0.50 g of sample weighed into tube was added 50
mL of 0.1 or 1 mol/L hydrochloric acid, and shacked for 1 hour by sacker to extract. The dissolving cadmium
measured using atomic absorption spectrometry. After igniting the other test portion, the ash was digested
with hydrochloride acid-nitric acid (3+1) to prepare sample solution for total cadmium. The ratio ranges and
the means of solubility cadmium concentration extracted with the former and latter HCI were 9~110 and
34~109 %, compared total cadmium, respectively. And the average values were 82 % and 91 %, respectively.
While extraction percentage was affected by basicity of samples, extraction with 1 mol/L HCI was sufficient
for dissolution of basic materials. Some samples contained cadmium that extracted at lower pH 1.5.
Cadmium in sludge fertilizers that carbonized in manufacturing process indicated low solubility. It was
guessed this is caused by cadmium-adsorption ability occurring and increase of hydrophobicity of matrix

that derived from carbonization.
Key words  cadmium, sludge fertilizer, carbonized sludge, atomic absorption spectrometry

(Research Report of Fertilizer, 4, 49~58, 2011)
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8 BRIEMERALIEICEITANNIVLOBHMEDHT (F28)

BRI 80, PIEfE T, R IR, S i
F—T—F BRI, HH, RIVL, A an—ta, ICP H RS

1. IFL®IC

HIRIEELOHH OHY I T 2BR S OWE B ICREPFEREEL CHERIERF OESEOS
ARLEHBEOBBRT —Z 088 IT5NTWA. 2O —BELT, MSLATEE N MK EE W B 2 i
42— (FAMIC) T, HITHE H 725 IRIEE RO I RIY AOTE M IEREOHER 2 &L T\ o,

B 1P T, SRR EIE L C2 B OV TRARE L O HEE L L TR 20 %R E &/ T 8K
TEFEHL TR TERA T aX—a R ETV, TR OIRIY LD A RRFIIZH E L.
LSLZR3E, R AOHH 57 I ZIEREH W i 2 B S U BBt o i IR RE R E CTHY, BEfF O 85I
THRMEMIEE DL NN EE TH T, T, Ao FaX—Ta B BRICHWZBARZ BIXER 22
THIRIEEE SR DI RIT A HEICEIAEINLTLEID T, IRIVLDEMEENELT &2 FEL
IZWEB 2 L.

ZIT, AW TITEM G H O/ 720 IR K 2RI CTHW 2 2 FE OB R ZGRIMLA =
N—ar B e g2 L. BhHEABEE L CTFE 1 8o 0.1 mol/L B AR AU AERIEDIZINZ, 0.1 mol/L
Hi i KON 1 mol/L BElE T E=m AIEHR (pH 4.8 3% 7.0) Z V7=, 0.1 mol/L ¥R I K> TS b IR
VLTI EEORHES DO DRI A B IS LT DY L i RS TE 2800, B
MR L OTHEYLRS 12 2B 351645 CED S LHEARIT AOMBAESICER A S TERY, <0
WFZETHWHILTND 10 1 mol/L FERE 7 > & =77 ZEIRIE pH 7.0 TIEAHNEG A A1 O RE A
bINTERY, HEPTELGICAA L RZ2Z TN T 2RI aniiishsEE 2 bnlz. 2z,
pH 4.8 TILRHER (LA EE O /3 55 IR R 975 13 pH DR FICX0IE T2 RIv ALl EN 545
BTz, 2%, BRO FERIEN D, R HIEO AR E RIS R MEER ZIRINL T, ICP/MS T
SR WBEAME LIRS, BAFRRICRA SO, WIS, THIRIEEZFMUTZE % 0 564
TR L2 O T R0 A g2 JE LIRS, (G Ie B RSk o wy AFR A ) KR R IT 23
REEF R DRI L7z Rg & Rl LT, KA - R A RI Y A (I RIV A4 ®) ITx T 0HI G0 m<ioTe
2, WFROMEIRIRIC OV TS BAF R M TR E M SO,

2. MHRUAE
1) #HEEHRU LR

(1) HERAEE
UIRTGUENERE (IRIV A4 4.6 mg/kg BEZHY)

U OMSTATEOE N RN PET B 2 i e v — M v s —
POMSIATECE NEMOKEN R Z ety ¥ —MFt s 24— (B) filts 2 —
S OMSZATBOE N EEAROKE VY B R 4 — IR AR A
() BMOKPEAHEE - B2/
b ORSTATEOE N R AROK E T B 2 T v 2 — IR L AR A
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BepkiBIRIEE (BRI LAEE 3.5 mg/kg JAY))
RERIZIE, HONUDBEZ LT 1%, B O THBIX 500 um D550 A2l T HE THELIZHO
g2z LAY

(2) HEFK 4
HEER HEO P LM E 1 oLBY. HERICIE, BHBIZ 2 mm OS50 aELIZH D% -,

#£1 g o

IEOFEEE QXN
R LS (B8E ) 1)
K53 (%) 1.04

B RZ /K& (mL/100 g #2 1) 42

pH (+:H,0=1:5)'? 7.1
RS (mS/em) 0.02

FH (Yoriz 1) 2.80

BRIy LAEwE (mgke §¥.1) 0.14

2) FEAL-HKSE FERUVRESE

(1) B %=

i O Pefk (Retsch ZM 100), A2 FaX—X— (ZFEEE MIR-252), & flik B2 & (Millipore
Elix UV 5), EEHREOH (Y~ MY SA400), A8y h7L—h (7 ATV THI-1000), #0057 BiEH (B 372 T
% himac SCT 5BA), b— 7wy 7 BNES ) fifdiiE (¥ — /L% A=A Digi PREP Jr.), ICP/MS
(Varian,Inc. 820MS), pH A—# (JEIFHUNERT F-54), MBI K 5 (m— T2 R+F 4 MS-70)

(2) @ H

PP AE 7722100 mL (F /L7 ), P.PAAAT HERE 100 mL, 50 mL } OF P.P.ALIREFHIL (UL E,
V—x )P AxR), PP —k, PTFE #t—%—100 mL, PTFE $EFFHIL & Y P.P. &AL Dk
50 mL (LL E, 7RXT ) (R E1E 1 mol/L FREEDHEAEIRIC 2~3 H LA RIRIEL7-1%, AKE K, @K ONE
RS CRER L. )

(3) #FE5

ICP LR &% (SPEX XSTC-760A), &Ml fifiie (Z (L5 1.3 TAMAPURE-AA-100), =7 A%
Y (P i3 T8 7 60 1,000 mg/L), HiEE (36 %), g (61 %) K OYT - E=T K
(25%) (UL |k, FOBMIIET¥ AHSBUER), ©avAifmghiy s (B fifk), BiiR7 o E=U A
(FOEHidE T2 Fefk) , WEEE (ROGMIZE T3 K& o), €& A (ADVANTEC No.5B)

3) AEBTE

(1) ArFa—a 3R
O RBRX

7. LRI IR IR X
A BERKTG TR MR X
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© EEBK
0H,7H,14H,33H,60H,8 H 119 A, 154 H, 182 H, 364 H

@ REI7ik

W HEL TS50 gD LRI 2.5 g Z B RALEHEZE — I —100 mL IZ A, HHEORKKEKED
60 %lZ722 897K (ARBRITAE ] L7 KIT 2 THEHUE 3 MQ -om LA EDEHIK) ZINZ 7. TR
T2 ——0 EEE T AIE TEV 30 CICHHE LA FaX—2— | Az, EHRINXS [FEE
WALER L 72 (1) . TR, R BRIKICHOWT, B A m o 3@ Lz, £/, iBRWIR i i
ISR T HZENRNED, 2 MEEICE— D —DERZEY, RET5K5Z2MELE.

RELIE# BRI T0, BE— I —% A0 FaX—4—bR0HL, HEZE=— L RICBLISNT
BLRALE. ZO A DRIV AOE RICH T2 E Uiz, F70, NEGEHR Ky GHc kD, B o
Ko ORES PR TENEL7z.

15850 g Bz L 0)
+IEERS g

I
| RE | ©—#—100mL

IR (O I RIFKED60 %2725 5H12)
[ TasficuE |

I
| Fi A | 30C

X1 ArvFaX—a RO FIE

(2) ICP/MS (ZXDBHRIV LD E &
3) (1) THRFRL 7= HHEIZHWT, L RO HIEICED 0.1 mol/L ¥EE, 0.1 mol/L B AR LK TN 1
mol/L FEfE 7 & =72 (pH 4.8 X% 7.0) AIAMEARIV A& E & LT,

O PAZE e O FH 3

U AOREHENR (1,000 mg/L) 2 mL % P.P. R A E 7T 22100 mL (&0, AKI 20 mL, =60 fSEL 4 mL
Pz, KTERLZ. O 5 mL % PPEATETIZ2 100 mL 1I2EV, KK 20 mL, &R 1 mL %
Mz, KTERL, WEEHER (1,000 pg/L) EL7- (X 2).
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[eovalE R 2mL] PPEART T 22 100 mL

7K #J20 mL
— e ML AR 4 mL
K FEHRET)

[ »®W(mL) | PPHEARTF 2= 100mL

7K #J20 mL
— L ARE 1 mL
K FEHRET)

| NERTEIK |

B2 AR HERR O F L TIE

@ il A oo Y

(i)0.1 mol/L ¥ : ¥ii% 8.5 mL Z/K 900 mL |ZH%, &5HZ/KT 1,000 mL EL7-.

(ii)0.1 mol/L B e ALy NESHE : B 1 AUl 71U 2y 33.03 g 2 KITE AL, 1,000 mL &L7-.

(iii) 1 mol/L HEfET > =" LIAHR (pH 4.8) :HEfE T > E="77 4 77.08 g %7K 900 mL (ZiAM L, HEfg% 0
2T pH 4.8 I[ZFHEEL, K& Z T 1,000 mL &L7-.

(iv) 1 mol/L HElg T > &= LIRHR (pH 7.0) :HEEE T E=7 1 77.08 g /K 900 mL (Z¥AL, BEfE I
ToE=T KZEMAT pH 7.0 IZFHEEL, KZMZ T 1,000 mL L7z,

@ HRIT LEAERR O

ICP LR AW (IRI7LPEE 1 mg/L)0, 50, 500, 2,500 pL 245 Al ME AR A2 PP AR TS
A2 100 mL (2ED, KK 20 mL M O'WAEHER | mL 2002 7=, WRICHEER rlvAPE D R0 20008 S 1 fl
FEREEE 10 mL, ZOMO [ EEMEARIT AH1E HIZITE MRS 2 mL 2270, SOICHE Y o E=0 A
(pH 4.8) RI¥EMEA R I 201 E I IALE 10 mL, E 0 ABR YT 2N OWERE 7 & =" 2 (pH 7.0) A
WM R I ZHE AN AERE 50 mL 20272, ZnHE2 K TERLT, &5 MR I A= HE
(0, 0.5, 5, 25 pg/L) EL7= (1% 3).
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ICPYLAIE &K
0, 50, 500, 2,500 pL

PPHIEET T A2 100 mL

—7K %920 mL

—PAZHER 1 mL

— B REEE 10 mL GERE FIVAME DRIV ARIEH OBE)
—E M REER 2 mL (ZOMOFAMEARIY AHIEROHE)
AL 10 mL (FEBE 7= L\(pH 4.8) FITAHE IR I 4
HIEROEE)

VAL 50 mL (B2 AR YT A TEEEE T E=T A
(pH 7.0)FIEAMEA R AHIE OGS &

—K (FE#EET)

| E | 1cPvs

43 AR MMERERO R FIE

@ Hhii ik

(1)0.1 mol/L Y& nT ¥k A RID L

B 10 g 2 P.P.AAAT M EERAY 100 mL (280, 0.1 mol/L ¥ 50 mL /N x.7=. 300 1¥:15/4> T 60 4t
MEIREHLIZE, PP~ HWTAH 5 B TAHiLT-. AR 25 mL %2 PTFE #t—7%—100 mL (2
&0, R 10 mL 200 %, PTFE #IFEHIL CE-C, Ay b7 —h ET10~15 mL 21272 ETIMELT-.
Jigtith, P.PARAAL HERE 100 mL IZBLIAZL, PEEHERR | mL #0%, K CTERL, EHERE L7 (1K
4). Frz, (1)~ (W)IZBWT, BHE S £l A D .00 22 3R EE IR O R 3G R RE L2 AT~ 72

| B 10 g | P.P.ALI U OB 100 mL
0.1 mol/L¥& 50 mL

| MEEHRES | 3007%:15/5%, 60%31H
I

| 2t | ~#%5HB, PP#le— K
I

[ »B@5mL) | PTFE®E—#— 100 mL
—FfEEE 10 mL
—PTFERFF L

| e | Ay 7L—F, 10~15 mLE TR
I

I i e
I

| BLIAL | PP.&AL NRBRE 100 mL
—PNEEYERE 1 mL
K (MR ET)

| I | 1cpMs

4 0.1 mol/LEGME rIFt Ay R LI E FB0BHAHE O i B IR
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(ii)0.1 mol/L ¥ A& 1V WAl ENE R I A

BT g &2 P.P.ALAQU AFERE 100 mL 12D, 0.1 mol/L B 1 AEEHYY AYAEHR 50 mL ANz 72. 300
TR/ C 24 R MEIREH LI t%, PP AL N ILE S0 mL ICNAEWEZB L X7, 3,000rpm T 5 57
i O BEL, 20 BB A 25 mL & P.P.BLAT MEERE 50 mL [2&o7-. 8 1 mL Z/nx, P.P. AN
L THE-T, b= 7 oy 7RIS RIS E T 105 °C, 1 BRI 7-. ok, PEEYERR 500 pL 20
Z, K TS50 mLIZER L. E VA LERIZERMEL TN A B 3 - BB S 40T A U7 IR
WalRET 5720 PP —FEHWTAKK 5 B TAML, EHRKELTZ (K 5).

| B g | P.PALAL OB 100 mL
0.1 mol/LE' =Y AR AU NP 50 mL

| T IR D | 3007:1/%y, 24m5HH
I

| BLEZ | PPAUAL ML 50 mL
I

| L5y B | 3,000 rpm, 543
I

[ HE@s5mL) | PP#nalL n#HERE 50mL
—hgl& 1 mL

| I | b—RT oo ZRINNENS R, 105 °C, 187RT
I

| gy | =i
— P AERR 500 pL
—K (PR ET)

| il | 5B, PP —§
I

| i | 1cPMS

X5 0.1 mol/LE"w AUl 1) Al A1 R X LR E FRURHAIR O Fi B TR

(iii) 1 mol/L HEfE 7 > =172 (pH 4.8) A ¥AMEARIT 2

k5 g & P.P.ALZAL OFBRGY 100 mL (229, 1 mol/L FEfE T > =7 AR (pH 4.8) 50 mL &Nz 7.
300 1E1H/453 T 60 M EEIREO L%, PP — M HWTAK S B TAML7Z. AiK 5 mL % P.P.4Y
AL ORERE 50 mL (12E0, KK 20 mL & Og 1 mL 2%, P.P.RLEFGHIIL CHE-C, b—hr7 a7
B3 RAEE T 105 °C, 30 Sy RIINENU 7=, fm s, WARTERR 500 pL 2%, /KT 50 mL IZEAL, REHA
EL7= (12 6).
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ks g | P.P#UZT OFERE 100 mL
—1 mol/LEFT > &= 1k (pH 4.8) 50 mL
MEEHRED | 3007%18/%, 60531

I

2l | A#%5HEB, P.PAYD—]
I

B (smL) | PPAIRL ORBRE 50 mL

7K #J20 mL
—fi§f#£ 1 mL

e | e—F7ay s RUNES fRAEE, 105 °C, 3045
I

Jaihs | =R
—PNEEHERR 500 uL
K (M ET)

HE | 1CcP/MS

6 1 mol/LFEEET & =" 4 (pH 4.8) AI¥ATEA NI A E FIRRRR R 0 i 5

(iv) 1 mol/L FEfE 7 > =172 (pH 7.0) " ¥AMEA R I 2

B S g 2 P.P.AAAU HFERE 100 mL (240, 1 mol/L FEfR T > & =" AR (pH 7.0) 50 mL Z % 7-.
300 11:18/43C 60 Sy mEIREOLT-1%, PP —FEHWTAMK 5 fE B TAlLZ. Ak 25 mL % P.P.

7).

FAL ORBRE 50 mL (280, Wfg 1 mL Z201%, PP ARG L CE- T, b— 7y 2 BNE fifd & ¢
105 °C, 30 ZrFINEL7=. ik te, PAEHERR 500 pL Zh0x, /KT 50 mL IZERL, sEHRKELT (K
| B S g | PP.ALALT MEERE 100 mL
—1 mol/LEFT > &= 1k (pH 7.0) 50 mL
| HEEHRED | 3007%:18/%, 6053
I
| 2l | A#%5HEB, P.P.AU—]
I
[ »E@smL) | PPt o#BE 50mL
—HhHf2 1 mL
| e | b—hT o RUNEREERE, 105 °C, 3045
I
I Tk | =R
—PIE AR 500 pL
7K (R ET)
I & | 1cPMS

X7 1 mol/LEEEET > =71 (pH 7.0) FIVENE A R I LI E H

FBHAIR O Y
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@ ICP/MS IZLD7E &
@ THBLT-BBHAKIZOWT, B LAZNEEHESLHREL T, WRIVLZE ICP/MS IZRVHIELT-.
ICP/MS ORI ESRMFIZLL FoLBvELT.

820MS Dl E =4

IR — : 1.30 kW
TIR~ T a— : 15.50 L/min.
i B it : 1.55 L/min.
= AHAD I : 0.20 L/min.
AT IAY Tm— : 0.95 L/min.
YTV T T T A : 6.00 mm
RNV Rl 77 =4 : Srpm
ATV —F =i : 3.00 C
A%y IR : 122 msec.

BONTZREMIZOWTEEAK G EZMIEL T, O IRIv A fE (mg/kg 2 1) ICHE L.

3. #ER

THIRNEEHAIN XD EEIR X D A RITV L& a2 LG W B2 G R IER B RO I a&gEe L, fhit
B OHER 2 G JE IR BNICIK 8 L TNMK 9 IR LTz, 7eds, B3 IR TP OIS X I35 1) DI L v
WRYEHDRIT AT 0.065~0.069 mg/kg ¥+, iR T E=" A (pH 4.8) A[¥AMEIL 0.034~0.046 mg/kg §i
+, B 7 =0 A (pH 7.0) A[EEMEIT 0.007~0.015 mg/kg i L EIFEIE—E THo72D, Eah ARy
LAPRPEARIT A1E 0.019~0.059 mg/kg § +DO#PH CTE B L=,

1) BEEAAEARID L
B IR, LRI TRAEELH Sk O e v ¥R ME TR I AL 0.21~0.22 mg/kg w2+, BERE JE AR ok
1% 0.13~0.14 mg/kg ¥ +THY, 1ZIF—E TH -7

2) EQYABENY D LABEARSD L

B R, URVGIRIEE ko a0 Al o) o ZATEEVETI RIY A% 0.18~0.20 mg/kg Fz 1+, BERKTS
JENEEFH 1% 0.04~0.08 mg/kg iz L OFIPHCER L=, mi{GIEIEE S ICUSNE DT N353 60
HHRBEIDEADL, Z0% 180 H HEIIHNT TH 2 [ZBIMLIZ % BN ¢ 230 @i bniz. =
OAE AN IBER TS VR AR CHEE Th o7,

3) EFEE7E="7 L (pH 4.8) A[iBEHARIH L

UIRIGIENEE R DR T & =7 4 (pH 4.8) AITEMEARIV AL 0 A H D 0.13 mg/kg #2125 14 A
H1Z0.16 mg/kg #z L ETHIMUT-. D% MR 2 1234 LC, 89 H H T0.12 mg/kg ¥z 112707214, 1ZIE—
TENZ IR o T2, BERTGTENEEHH SRIZSOW T [RIER DOE M 23 A 555 DD, 0.02~0.03 mg/kg §z LD #iFHIC
HY, TOEITENTH T,
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4) EFEE 7 E="D L (pH 7.0) AIAMARID L

UIRTGIENER SR OFERR T B =D L (pH 7.0) WIEEMEAIRIV AL 0 A H? 0.03 mg/kg #1725 33 A
H120.07 mg/kg #o L ETHIML7Z. ZDO% B2 12 LT, 89 H H T0.05 mg/kg #2127 -7-1%, 121F—
N2> T, BERHIRNEE B RIZ O W TH RIEROE M 23 555D D, 0.01~0.02 mg/kg Fz HDHiHHIC
BV, EOEACITENTH o7, WIGIRAEEES ICHEE T > E="7 A (pH 4.8) DEBE) L[R2 E P 2R LT,

v L& (mg/kg #21)

\
N
~

AR

0.24

0.20

0.16

0.12

0.08

0.04

0.00

[Wa—‘%\ﬁ//m
ZM T \%\A\é/N—A

0714 33 60 89 119 154 182 364
F A (HA)

o HilE —A— CO0ABEN YA —o BTV E=D L(pH 4.8) —o— BERET S E=1 A(pH 7.0) |

X8 LIRIGIENEEL Sk RID Aohh IO HER
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0.24
020 -
Q 0.16 |
on
S Pees—w w g & o ¢
< 012
i)
,\’X
o
27 0.08 A—
R \
W S
004 &
S & © D
< o
0.00
0714 33 60 89 119 154 18 364

B P (HHE)
—G- it —A-CROARRHIY L —o—REiET =0 A(pH4.8) —o— AT > E=0A(pH 7.0) |

B9 BERTHIENEEL A R ID AORHHA IR OHERS

4, BE

1) BEERIAMEDRSD L

FERO L, G OB R T O K AR T2 F U CUG JE IR BHRINE % 0> S e rl VA PE T R
U LEE LTZRER, (GIRIEEH SR L2556 W RID A B TR EBNITEF T TH o722 L
20, REIZFEO T RO AT o7 L LTWD. KBFFETY, [A UK G+ LG e ek 24 LT
A Fa—rarlBre LIz, ORI, BRI Z®C T, miig el f sk SO R AT T R IY
DHFE A EBALD 23> T2 285 H A~ DWW [ E I Z DR EEAL BTG TR NER O 53 iR I2 X2 ATk
TNSWbDEE T, - THEE | FH, IR 2 MO RO THLH, MBI DA H U7 M v]
FEHETRID LBICRY, JilEEOFRARIT L0 FIRELHER SN D.

2) BFBE 7 E= D LTBHEARIDL
A FE Tl U7 K i XA o R 7 4 L B0 I 25 ORR B HE /) MR 28, IRIT AD TR
FEREDHERS I ZVH TR AL Ot I - 43 ff IS RL R -5 138 pH OZL LB 352 LM B 2 iz, &KX O
14 pH(+:H,0=1:5) "2 O &Ab &K 10 (TR UL7Z. URGIRIEEHGMX TIZ0 BHD 7.6 2533 HA D
5.6 FCRIMR F LI, 1EIE—EIZleoT., BERIGIRIEEHRIMX TIZ0 BHD 7.0/57 HEIZ 7.5 & k
AUEBAIIETL, 33 BHOD 5.8 LIEIFIE —EI2/2-o7-.
LIRTG VEEAL Sk OFERE T > £ =7 A (pH 7.0) AIEEVEHI RIT AT 13 pH 23 b IR< 7272 33 A B IZE
— V&A%, TEASOFEAEICEIVR 22D L, 89 A B LR FHRIREIC/2 572 F 2 DD, BEiE
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7= A (pH 7.0) THIHSNAERED I RIY MIEZ MR INSNDHEEZLNDLD T, HINE
89 H H £ CTOMITMPIARNICIIAENDAEMMEN LY EL< 2D L HELR SN,

WEfE 7 > E =7 A (pH 4.8) AIEME A RIT AIZIE pH 7.0 THIHSNIZ I RITV ARG ENTNDHEE DI
5 R OHB A EET 5720, BEiET L E=U A (pH 4.8) AIVEME DRI ANLEEE T B =7 A
(pH 7.0) FI¥EMEIRIY A& ZZ LIl (BLF, [958 Al IE A RIT A &0)) OREBZK 11 ITRLTZ. L
PRIGIRNERELF S D53 EetE Al A NI 0% 0 H B 0 0.10 mg/kg #1725 154 H B D 0.06 g/kg #2 + F Tl
BUGE T 721%, 1ZE—EIT/eo7. ZHUE, BEE 7 =T A (pH 7.0) RITEMEIRIT A0 884% 33 H H
F TG IS RIV LR EHIT pH 7.0 TRIERAIRIV LB LD L, BT - E=7 A
(pH 7.0) AITEMEARID 20N ZHEAC S 33 A H LA T HIC HIEA~DOWAE D72 LTk, Rk g
il ik p s NS,

— I BERTG TR AR EHE, BERk TRRICH T DMK DI RICE > TRMESNDD TURIV LA &
OB IR EMEINIZH DY . — 7, BINSITBERRIC LA HEA ISR R L TR ISR S D E
LR IS ND LML TOAYW | KBFSRICR W T, BERIE TR SR DL 7 > =" A (pH
7.0) AIEEMEARID LK OWERE T B =0 L (pH 4.8) AIEEMEARITV AL 60 H HEFETETHMNT 503, L
PRIGIEIEEHZ L _RD LR A & THS. £z, 60 H H LAREIIZEA E BB IRNZENBEERTGTEAEELD 53
fRIXIZEA LR EBbILD. 65T, IRIVATBERR THZ LIk THEEE(LL, — 77, B8 13 pH
DI EHEA~DOWEFCLDEH RO ZLIRITEA L ol E 2 bND. Db IRV AR
INFREEE ThH720IX, BERIG TR )5 3l D5 JE AR B LORE) ~DBATEI G IRV EB 2 HiLD.

WG TEAREEEBIC B HERIN 33 H B TH3 pH 23 5.7 Aifk TR FLTWAZEND, HIRAEE A R L
TWDIENEZDND. ZORE, LIRTGRIEEIOG AT RIV LG /[EL L7203, BERE TR IE O 55
IZARIV LD AVEALDNEEAEFTBO LN NZ LG, WG IR ORI ADOFIETEREIC R &I HH1E
DBHDHZENHAGLINI T,
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8.5
o
o
45
0714 33 60 89 119 154 182 364
B P (HHE)
—o— SERMIX. —B- URIGTRIEEHR IS —A— BERIGIRIEHAR X |
X110 +#EpH(+:H,0=1:5) DZE1L
0.24
020 r
A
= o016 7
=4
E, \
i
5o
™
{//
L
R 0.08
0.04
O f)
0714 3 60 8 119 194 182 364
E# A% (HA)
—O0— URIGIEAEERpH 4.8-pH 7.0) —A— UIRIBTRAEEHE 20 AR A1) 2s-pH 7.0)
—O— BERHGIEAER(pH 4.8-pH 7.0) —O— BERRTB TR BN E 20 AU 71U 25-pH 7.0)

X 11 GRS R ADOTEHTEREDHERS
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3) EQYABNY I LAIBEARSD LA

MCLAREN 50 F{ETIX, EROAMEAY Y LR[EEMERID MIASHRE, MRS A 8 (Fe, Al BB(LIED
BOALRE6) B OV B AE B RE I RV ADFIEE 2 T DY B2 ol HETHLBAR 7 Hida % 20
YFEEEHL CW=DT, Eah AT ARIEMEARIY 22 A S BOBELLTHW, —J7, 3
BV O 72K G AR T2 U7 R O BE e, IERHRINE 2 Ice a ) i ) o AR
R CTHIHENDIRIV LD AIRIT AR EITKTHEIE 1L, IEEFEIRGH L7 R D2 400 20 %2 &
TpoToy, B DL 720 KA - TIEIEEHRINC A A RS B B OB INIH EV WX T2 D T,
RHAEHD VTR S BRIV LAOHMA ERFEEE 2 HNLEMELTWD. ZRbHDZELY, FL
JR AR 2 L7 ARBFE T, ©a BRI ID DRTEEMETIRID L2 G G HED S OFEL L TS
MALEENEB 2D,

v AVEEAI) T BRI RIT W BEREE T T =7 A (pH 7.0) AIEEMEARIT 2% 22 LS Wi Z X 11
WRLTE. ZOEIE, TR TAA R HAEZ T TR ICHENE T, B UIAEREARBELTIFET S
BRI LD BEEKIT5EE 2505, LRIBIRIEEHE R TIZ0 H H?0.17 mg/kg 2172533 H H120.13
mg/kg #2 HF TR L72% A THIML T 0.14~0.15 mg/kg #2+C—EIT/R-o7-. M EA RS A BRI
U AOFUITG TR IEEHRINE L e K CTho7end, S fRICEVERET - E=7 A (pH 7.0) AIVEMEIRIT L0381
ML TIR 2 1A LT 33 H BITHR/INERYD, D% HIEA~OWAE TH ML TrHEERIRBIC o7z s
HesRS 5. BERIGTRALEHE, URTBIRIEEHZ L R TE R V@I D AR YEIE D RID A, BEfE T v E =T
L (pH 7.0) AlIEMEA RIT AT BN 2N 2D, B OI A RS S BRI A8 URTG IR AEELE
Db 7enEE 2Tz, Fe, BRI T2E 8, BEEVICE TN 2 mn@oonizn, &
RN EL, URTGTBIEBHZ AR T EE R CORRBA AR 0N En g s .

e vl TR PE A RID A, WG TR E R &S R W ITE —E THY, Fofhod 3 IHOBEEIZ L -
THHSNAIRIVLAENEA L TWDEHEZEINS. 6T, W IEMEIRIV AT O AMOE I ED
EOL, BEDOIRIVA~OBITEAZ TR TEBEZOND. W AIRIEAIRIV A D) g a Yy
DRIERMERRIT AOEIA 1L, UIRIGTRIEEL sk Tl MM AL T 90 %R &R 4 b -nickL
T, BERTGTRIEENH Sk CIais s A RIS K > TRTYIRHEL DD 45 %L E LARSHER L=, BERRTE
JEMEEHI T 2 BHEAE S HEIRIV AZIIEAE EERNWZEITIN A, KK I E M NPT R
B LAEREA I RIV A~OBITRSEV ol mTREAEE Z DD, -, Bab ARy
DA[EEPEIRIT LEZDARIT LODERET - E=7 5 (pH 7.0) AIEEPEHI RIT LEWC /- RIT LEENRL
PRIGIRAEEL T L, BERIGIRAEEL T2 nZehn, LRIGIRIEEHFICIT A GBI NIV A0 B2
RRIGTRIEEL LV 2L, 2D ZEN HE P TOHRIV AD A ELICHEEL CODHIEDIRIBS L.

5. F&H

BHED DD INEEE R+ OJR A 112 2 FEE OB IRIEEZ Z N E RN TR 1 AR A %2 —
arRBRE T o7 B O LHEDD 4 FE OB AW THRIT L& L CICP/MS THRIEL, 1576
AR SR AR AWM REOHERB A L1225, LT OM AN ELT-.

(1) HEEe AR I 2%, W75 TR sk b B3 W IEIE — B THY, MBI HHl L7z
Bty EARIT LR EIIK T HHIG IR T Th o7z,

(2) UIRIGTRAEE R OEREE T =D A (pH 7.0) AI¥EMESIRIT A, —EHINL THOR % 123
LC— ISR D NS -7, Fiz, S9EETE AR AR MIMR Ut 1) 7= 1% — ©12720, MR A B A i
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HIRITLDOFNIRD U535 TR C— BT/ HEEREND. Jiflai X3 pH O FIgfE->T
ARIY LN —E R EbL, T DA T DA~ DA RIY ADOW 35 2 VR AL L QIR LT A & 7R
L7zEEZ b, Fiz, URTGIRIEE IS XA BRE G REI R Y A BE G TE AR B Z 2L, IRIT LD W]
EALDEREE 2 HND.

(3)  BERIG VAT %@@’Fﬁz‘%?y{—:ﬁA(pH 7.0) AIERME K OERE T B =7 2 (pH 4.8) A¥EMEH R
IULTIERYM P E T OEIEHLLOD, 1FIE - ERTHR L. £/, B EEIRIv A EDD
Er AT L EEHEAIRIY AOEIE ibmﬁz)ﬁﬂlﬂﬂﬂﬂé TH TR, BERIG VR IEE A AR A B
BREIRITVLDIZEAEEENTORNIEITIZ, BRI PLARESBIRIVLA~DOBITHRHED
IRl EHER SIS, IRIT ATBERR TR - CTHERS, #E kL C, 528 13 pH O HIE~D
W S DI HIERE D BAITIFEA L IRl E 2 b5,

X
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Transition of Soluble Forms of Cadmium Derived from Sludge Fertilizer
Applied Soil (The Second Report)

Taku FUJITA', Yoshimi TAKEBA?, Shinjiro IZUKA® and Fumihiro ABE"

" Food and Agricultural Materials Inspection Center, Kobe Regional Center

? Food and Agricultural Materials Inspection Center, Kobe Regional Center
(Now) Fukuoka Regional Center

3 Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Ministry of Agriculture, Forestry and Fisheries, Food Safety and Consumer Affairs Bureau

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

In order to prove the relation of content and eluted quantity of heavy metal in sludge fertilizer, transition
of the soluble forms of cadmium (Cd) derived from sludge fertilizer in incubated soil was investigated. The
few organic matters loamy sand added human wastes fertilizers or calcined sludge fertilizer was incubated
for one year. The Cd was extracted from incubated soil with the appropriate eluants and the content was
measured by an inductively coupled plasma mass spectrometer. (1) Throughout the incubation period, the
elution quantity of hydrochloric acid-soluble Cd derived from the both sludge fertilizers changed little. The
rate of this elution quantity to the total Cd contents which was extracted from the examination soils was the
same as that which was extracted from own sludge fertilizers. (2) The neutral-solubility Cd (pH 7.0
ammonium acetate solution-soluble Cd contents) derived human wastes sludge fertilizer increased at an early
stage of the incubation period, and decreased gradually and stabilized at a later stage. It is assumed that the
slightly acidic-solubility Cd (pH 4.8 ammonium acetate buffer-soluble Cd content expect pH 7.0 ammonium
acetate solution-insoluble content) continued to decrease gradually and stabilized at a later stage, and the
total contents of inorganic matter bound and organic matter bound decreased once, but increased a little and
stabilized at a later stage. It is regarded the Cd derived human wastes sludge fertilizer showed a tendency to
be soluble partially by changes of the soil pH at an early stage of the incubation, and to be soluble difficulty
by adsorption in soil and stabilize at a later stage. It is regarded as a cause of the solubilized Cd that there
was more organic matter bound Cd in human wastes sludge fertilizer. (3) Throughout the incubation period,
derived calcined sludge fertilizer, both the neutral-solubility Cd and the pH 4.8 ammonium acetate
buffer-soluble Cd were maintained approximately constant elution quantity. The rate of
pyrophosphate-soluble Cd to hydrochloric acid-soluble Cd derived calcined sludge fertilizer was lower than
that derived human wastes sludge fertilizer, it is assumed that the organic matter bound Cd was hardly
included in the calcined sludge fertilizer, and did not increase very much throughout the incubation period. It
is regarded the Cd became inorganic and was soluble difficulty by the calcinations process, and the soluble

forms changed little by change of the soil pH, adsorption in soil, etc. throughout the incubation period.
Key words sludge fertilizer, soil, cadmium, incubation, inductively coupled plasma mass spectrometer

(Research Report of Fertilizer, 4, 58~73, 2011)
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9 AFIVLDETEBERCEYRIICETLFEEHNEADEZE

FEHEIE N Y, BT Scus T, U e
F—J—F  VBIRIEE EAH, ARITA

1. [XL&IZ

HEEF D 23 & HLAEY TIIIBIRABEH R O & 2 FFSND I RIT AD i Kl 0.0005 %l EHHNTEY, 15
RAEEHIZO®PANICB W TR, i S Tuns. —, {EIRIEEONE H iIc k) g IcAf TSN E 4
JBNERL, WICEMCHA T2 LEORR N EB L TRIEM~BITL, NS A ERREM DA E
SNDHIEDBRESNTND. ZOZEND, AEHEOREFEICETHIMEMNEEL T, N&ICHEREE
MDA FERRIRITE 19281500, (5 IRARE O A it B2 Eliti o2& E LT,

K 21 AR E A~ Rk 22 HE4, (5B ARG X & OFEHEX 0 2 3Bk KIS RNl , =2, &
LYY, ROV LYY, FUF U ADIETHEEEL, TR ORIV LR E DAL K OVEMIR~D BRI
U LRI B AR LT 7o B, FEERKIIEAEM OFEHITE L LR O R, VAR KON B &4 EKO
FHCha AR EF L, 15 TR AR EHIE FH K IZ7E VR AR RN 2 CRREECTE R, VAR K OB &2 49 X 12 it Jm 3%
Lz,

2. MHRUVAE

1) Tk 21 FERARR(E:-FR 21 F6 A 26 B~FRK 21 F£9H 24 H)

(1) FRBRIE S K OV 135

BRI, 15 VRN EE fita I IE 738 % 38 (75 R At FH X)) & FH R JRE 203 7 48 (R T IX) 2 fik i £
BEEL, MNIATBOE NRMOKPEE B 2 22 2 — A Y (5 RS\ ETH) TfTo7z. ek i
DY HIFIENEEF Ot F 8 FE A D T HEIT AL 16 42 ) O 18 4R ITIB VMR (LIRIB TR IR & OV F KI5 JE I
B 20t A L7z, oD 75 IRAEEHE SO RI7 A f R, BRI (4 m?) 472959 100 mg Tho7z. 4y
MrH LEOFREIL, RER X S VAL IL 2 mm D550\ EEL-% R L7, 5 B o L5
PEITE 1 IOoRLZ. R EE o A RIT A 813 0.1 mol /L ¥ilg r¥& IR I7 AT 0.20~0.22 mg/kg THY, IF
Fn S8 AEFE DB T Rt R R Ch D B A O BRIV A RO 2 EHIE (0.34 mg/kg) PE0EW
L~ ThHD.

(2) B

fiti FA 3 275 TR IEEHZ LR VG IR AEE 2 F L, fff EAEELE U CREE T B =T A, VU fig— DV AR O
{bAVY DA LTz, VG IEAEEN K Ol IE AR & B 43 O 43 BT IZ AR B R 1LY 12 K572 0.1 mol/L M
AYAARIT AXIEIRAEEL 1 g % 0.1 mol/L HEf& 50 mL T 1 BEf#REO L THIH L2 A RISV A% TR W08 ¢
FEVRICEOPIE LY . VEIRIEE D 3 Bkt B35 212, MBI Oy Bid# 3 1R LT.

U OMSTAT Bk NEAAROK PE T B A e e 2 — IR AR AT R
2 PMSTATBOE N MO PETY B 22 i b 2 — IR R A (B 1@ 2 —
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1 RO
EC 0.1 mol/LEEMERIVAIRIY I B A7 A

ABRIX HEOME pH

(mS/m) (mg/kg) (meq/#21:100 g)
TE TR FH X1 . 6.1 9.98 0.180 314
GIEIEEY Fﬂq[ BRI R
TG IR A X2 6.1 10.31 0.190 314
FEHEIX ] . 6.2 13.96 0.180 31.1
. L=V o P S
TH e - 6.2 11.56 0210 314

) 0.1 mol/L XgR& ¥ R b K DN A7 SR B IR TV DT,

2 THIRREEO 34k 5 (Bl iE)
ERERVAREE NESE aKei ks e BEHeR CdEE 0.1 mol/LuR: EIRIY L
(%) (%) (%) (%) (%) (mg/kg) (mgkg) (mgkg) (mg/kg)
3.31 522 0.36 2.14 26.09 546 1760 3.64 3.240

3 AHIENEO R B
EH DA LN

(%) (%) (%)
W7 E=7A  21.10
0 A1V I 52.00 34.50
BAL BV A 63.10

(3) FRBRIX DAL

B X5 e R A it U725 T AR EHIE A X &5 YR AR 2B FH L7 W MEHE X o 2 3R X 2 KR &L T-.
TG IENE R X132 R 2B TS =50 &G IEEE TR L, 0 3 EAREt O FRER T
=ULTHREHLTZ. DAEE K OINEBRAIZ DWW T RIER A EAREL OV g — BV 2 S O YD 5T
7o BEEAZ DWW TG T MR R i X L RIER DR 3 B2 D KO T o E=U b, Vi — VT L Kk
O AU Tl FH L 7=,

Fo, R LB AT IRY R O E A B 10 me/iz 1 100 g 2727V e KRR a BB LY i —h
VD LD RA2RE L. &R IT 2R X K OEE O FHEER 4 1R, 228, FRBRICHW
THERED A K OB B L LT RSV 3R 5 LBV THD.
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F4 BB X K Qa0 F
15 R X FEUEX
ESER D AR HnE HRIT A EH Yy 3 JNE FRIT A
(g) (g) (g) (mg) (g) (g) (g) (mg)

VR EAE HIRALEE 440 69.4 4.8 4.84
MIEAERE 4.0 5.8 75.2 88.0 75.2 80.0 0
it 88.0 75.2 80.0 4.84 88.0 75.2 80.0 0
2V4E44E IHIRAEEE 40.0 63.1 4.4 4.40
FIIEAEEE  40.0 67.6 80.0 63.1 67.6 0
Bt 80.0 63.1 72.0 4.40 80.0 63.1 67.6 0
EFNE HIREEE  30.0 47.3 3.3 3.30
FEAEE  30.0 36.7 60.0 47.3 40.0 0
At 60.0 473 40.0 60.0 47.3 40.0 0
22EAAE BIRIEEE 240 37.8 2.6 2.64
FIIEADEE 240 10.2 45.4 48.0 48.0 48.0 0
Bl 48.0 48.0 48.0 2.64 48.0 48.0 48.0 0

K5 HEEAEY, T4 N OB B LT i e AL

TEW 4 snFE4 HE LU e v
2UEEAE =P NR—ZY T BER
21HEAAE ANV AYAy/ P TAR R
22 EAE ANV P TR R
DFENE FUTUA HirF oA FERS IR

(4) HkEH ik

THIRAE R X K O HE X OB X (4 m*) 1322 2 Kk, TORIERICHT —R 7T el
THEAEM 2R Lz, fE13 — & — 7 — 772 LRI IR 11 AL S E 21TV KRR 5~6
em EU7z. SR IERERE 1 BB AN E KT8 140 10 kg 2 TOIRAL, 3B XIZH EITHAN L% iz
PCHHRE L=, SRk 21 4F 6 A 19 BICHIAR, 6 A 26 AICHERE, 7 A 16 H &K OV7 A 24 HICHBIEEITW,
F3 7 AFKREEL9 A 24 HICINHEL 7. B3EEUR MBI ATV 0, BRI 87 =—hImF 7=
DR AT L, HE R BRG S L 7.

(5) VEMMRDIIRIY DL 53T

IHE LTz =2 TR B K (IS R ARE L, WX R 3 @5y 20 HIEmE LT, ot H1EY)
FEER AR IOV, e L R 2 e LR IX Y 7o oI R 2 Gt B L7z, 08 R ORI
=UVURENAE Lo A VRS20 — 7 — TR E ARV #EEID, i T 65 C TR,
W WEEE TR L I NI DA AT ISR L7, BEERI R 1%, 65 “C RO TROMBL, IREBERIARICALEEL
AR Lo BTz, B IR O 3 BT I3 KAL — KR, TR0 L7 8 UM BN - WO oy AT 4 1 T
BIE LT BN BTt Bt DK 5 2R E LY M7= DI RIV MR EEZ T LIz, IRIV AW EIX IR
U LPRE X HL T XGABR Y oI R TR BUS IV HEE L7z, BRI 720 R AR BBk (X D 42
B o RO A RE R TR EELZ.
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(6) Bt Dy Hr

ARBRIE T H O LT, RBRXEIC 5 » AL ERIL 2 mm D550\ A @il L7- % BELL, 58 L
7-. 1D pH KO EC 13 E sz 38 1 1Sk L CTHR-EK 5 2N, 30 oRIHREDE AL, pH (347 A% H:
BEIZEY, ECITEBEXBERFHIIVMELZ. LT D 0.1 mol/L S FIVE I RIT ATt 15 LR AR I
0.1 mol/L it T 1 BERE LD L T L= A R0 2% 8B SN B E 1 W S /3 i 25 i Gl L7z

2) FR 21 EEARR (X . FR21FE 10 19B~FRK 2243 8 238)

(1) a8 K ML B

MR EHEE LT 2.1) ORBROIE JEARAEHiE X K& OMEHE X O Wiz 5| e i L7z, 7238, fhatink
1%2.1) (2) LEBEOS DE .

(2) BRBRIX DAL
BRI ORI 2.1)(3)ERIAR THY | Ji IERR G K& OMERIEM I HONTIIR 4 K UE S LBV THD,

(3) Hhs ik

FB TR X O 11 825 9 BACZE B LIZLIAMT 2.1) (4) LRI ICH G 2 R L7-. 7o, Hi
A EREL TN, N EIEEOEEHZIAAT.

Rk 21 410 A 14 BIZHEAR, 10 A 19 BIZHERE, 11 H 9 BB &7V, £95 » A3 LE 4 3 H
23 HICHLHEL 7=, A ITME AR IC A AT, EBRICEL NV AAI R O T £ 72—k oaF 7=
DRI A R L, MERRG BRG E E E L7z

(4) TEMIRDIRIT KR EE 53 BT

INHEL 7oALY 3B X g I B &2 RE L, B ARG/ 1% , f2 2 LD 65 CC, 24 e wz kg
L7ZOHHABE Imm D550 A 1@ T 2 E Thm T LINEY) 4 B4 I RID Lo laEr L LTz,
TEMMEDARIY DG A RO HTIE, 3B 0.5 glThifiE 5 mL M O fe (/KR 2 mL 20Nz~ A2 2l 5y fif
ALE THRL, ICP B & HTEICIVRIE LTz, BN BTl Bt oK 53 2B E LHE M 720 DT R I7 W
AR U, Fiz, BBRIXHOHIRNIY AR EZIHEY ORI E LGB 720D I RIT LR EZ2F U TH
HL7z.

(5) Wit By Hr
2.1) (6) LIFIBRIC 150> pH K O EC W ONC 4 oD 0.1 mol/L Mg alvA U R Iy A& JIE LTz, 72720,
HRIY LJEZIT ICP B By Hrat & vz,

3) TR 22 FERKAKR(E T 2255HA198~6 A 25H)

(1) e 18 K ML Bt

MR B L LT 2.2) ORBROIE JEARAEH X K& OMEHE X OBz 5| e i L7-. 7238, Ltk
1%2.1) (2) LRBEDOH DE -,

(2) AR X ORERL
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AR X ORERIE 2. D)) EREETHY, i fEa% 5+ M OMERIEW IOV TEE 4 L OE S DB THD,

(3) Hhs ik

2.2) (3) LIRMERIC BT A L 7=

Wpk 22 5 A 14 BICHEAE, 5 A 19 BIZHERE, 5 A 31 H& UV 6 A 10 HIZHBIEZ1TV, 38 HHHk
BiL 6 A 25 HICINHEL 7=, BE3EBURITMEERFIC A AT 7y, AFRHIEV NV AAI R T |87 = —h 7
BT T =R A AT U, E R R i B SR L7

(4) VEMHRD A RID LR Hr
INHELT=7R T L Y DIDONT 2.2) (4) ERIBRICH NI LORE F A2 R L7z

(5) Bt ot
2.2) (5) LIAARIC B8 pH J Y EC 3 ONZ - HEH D 0.1 mol/L ¥l Al A IR LA E LTz,

4) TR 22 FERARR(Z - FERR22F10A8H~12A8H)

(1) a4 8 K ORI B

AR S LT 2.3) OFBRO 5 TR A EHiE X & OEHE X o2 5| e 65 ] Lz, 7eds, fRatamkt
X 2.1) (2) LAERDHDE .

(2) FRBRIX DR
AR X OERIL 2. D)) EREETHY ., i fEa% 5+ M OMEERIEWIZ OV TIEFE 4 L OE 5 0BV THS,

(3) H¥sHik

2.2) (3) LIRIERICH I & FE L 7=.

Rk 22 4 10 A 3 BICHEAE, 10 A 8 BICHERE, 10 A 20 H OV 10 H 25 BIZHBIEEITV, 2 » HH
REEL 12 H 8 HICUNHEL 7. 3B TR IRe 22 AT 7y, AFRHZE VN HAI R T 7 = —h-
yaF T = R B L, e bR i B S L7

(4) YEMIRD DRI LR ST
INHELT=F 2 7 Ao T 2.2) (4) ERIERICH NI 208 5% F ki L7-.

(5) B 5O i
2.2) (5) LIAFEIZ 138D pH e OV EC W NZ 151 0D 0.1 mol/L Ha g vl ia RV LA HIE LTz,

. B

1) Frk 21 FERARR(E:-FRh 21 FE6 A 26 B~FK 21 F£9H 24 H)

SUVUVOARTE, IRIVARE K OARIY AN EILFE 612, Bl HEE O T RS RITE 7 IR L.
FEFRENDILHE £ TORBRMIMNIZL 3 » H ThY, TOMICEE 2R E I TH N 20 o723, BB 32k
\ZAE R DR LRV ORE R AE BN e o7, ZHUTTEIEZ TR O AL LT ZE LR EE R D 9 A I2h
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2Bk B3 D a7 o 72 CEAEE 220 mm (2% LC 2009 4E1% 15 mm) ¥ 2Lk pb o LB 2 b,

15 UEREEHE ] X LARTAE X DU E DO BT DL L ILDF-H1T, 18.04 kg & 17.92 kg THY[AI%H TH-
7o, RIERICEES 2 L3758 10.51 kg & 9.64 kg TH o7, DRIV LPREEIZHOWCIERAER X ] 0213 72<,
Rz M P R B AR BB 0.02 mg/kg, BRI 0.05 mg/kg THh-o7=. 15 IR H X LAEHEX D A R LRI
O IR ER T 0.040mgs 0.037mg, HEHFRT 0.034mg pg &£ 0.033mg THYRIEEDE ThH 7=, Bk XY
720D BRI LOWNLE DA FHITG TENEEHE FH X 0.074mg, FZHE[X 0.070mg THVRER X D213/ 72<,
M FH U7 iG IR IR RO BRI A ED 4.84 mg LT HEETHY, (IR O HIZLD I RIT A
ORI ED FEDHEF 2 HE TR T.

FHEF D 0.1 mol/L s WA RIT AR FEIE 0.20~0.22 mg/kg THY, 15T MR X EAEHE X D[]
WZEITRRD BN DT,

6 INHELT-=0 v DEF MO RIT AN &

AR Cdiiz £ (%24) CAW I
AR X R 5 RE 5 FRAD HEHD iy
kg)  (kg) (mg/kg) (mg/kg)  (mgRBRK) (mgmtBrX) (mg/akBRX)
15U e X1 17.98  10.82 0.020  0.050 0.042 0.035 0.077
15U AEEHE H X2 18.10  10.19 0.020  0.050 0.037 0.033 0.070
FEVEX ] 18.59  10.26 0.020  0.050 0.034 0.034 0.068
FEYEX 2 1724 9.01 0.020  0.040 0.040 0.031 0.071

7 B IO S M
EC 0.1 mol/L¥EME FI¥A T NI A

PR PH (mS/m) (mg/kg)
15 VR AR FH X1 6.6 10.76 0.210
15 VR AR S FH X2 6.6 11.46 0.220

FEHEX ] 6.4 11.83 0.200

FEHEX 2 6.5 13.38 0.220

2) FR21 EEARR (X - FR21FE 10 19H~FRK 2243 8 238)

ROV YU OARE, W E, IRIT AR LK ORIV ARIEIEE 812, Wil R34y b il Rid s
9 IR LT-. RN DINE ETORBRMMIL 5 A THY, TOMI B 7ER S BT,

TGUEERHE X SAEHEX O &L, ZIENDFIE, 13.68 kg & 18.55 kg THY, ZNRBOLNT.
R AR BE LSO TV, B P B OB TR A Bk X 0.620 mg/kg, FEYE[X 0.606 mg/kg Th-o7z. 15
TE Nk 1 X S AR HE X D A R AW & D) T 1.185 mg & 1.344 mg L7277,

THEH D 0.1 mol/L HEFE AT VAN NI AP 1T 0.14~0.17 mg/kg THY, 15 IR AERHiE H X LHE HE X D]
IZZETRD DRI T.
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K8 UNHELT-ARTIL VI DAEE K OARIT AW &
A RE ALY/ CAiRFE(H24) CAIRFE(BiM) CAWL Y &

PRI (kg) (kg) (mg/kg) (mg/kg) (mg/mkER X)
TG VEREEH FH X1 13.10 1.885 0.630 0.091 1.188
TG VE R FH X2 14.25 1.940 0.609 0.083 1.181
FEYEX 17.85 2.151 0.617 0.074 1.327
PEHEX 2 19.25 2.288 0.595 0.071 1.361
729 Wit LD b iE
Ska oH EC 0.1 mol/LYE/A YA IR I L
(mS/m) (mg/kg)
TG VENE Bk H X 1 6.3 12.27 0.170
TG VR AR H X2 6.3 11.81 0.160
FEYEX ] 6.1 16.42 0.140
FEHENX 2 6.2 13.20 0.160

3) TR 22 FERHR(E:- 22458 19H8~6 A258)

RV OARTE, S E, IRIVARE R ORIV AR TR 10 12, B 3o 50 #s £ ix
F 1R LTz, BRI P o REIXE A &0 | B DI £ CoRBU XA HRBRIZ A~ K
IEIZBEAEL 38 H M Chorz. BRI H I B H 2 RITR D b7,

TG IR MR ] K SR HE X DI X, 2D, 4.48 kg & 5.83 kg THY, AT OZENRDOLI
7o FIRIY KPR FEIC O T, R R R B CUE TR IR A X 1.40 mg/kg, FEHEIX 1.56 mg /kg Tho7z.
TG IENEEHiE F X EAEAE X ORI LRI O3 T 0.721 mg & 0.962 mg 727z,

+HEF D 0.1 mol /L HEEE ATYA I NI AR FE1T 0.13~0.16 mg /kg THY, 15 IR ARAHiE FH X &A% U X D[]
IZEITRRD DR o7,

F10 WEL-RI LYY IDOEF RN NI 7 ARINE
AR E R YES CAI2RE (Hz47)) CAI2RE (Bivm) CAIR Y &

PRl (kg) (kg) (mgkg) (mgkg) (mg/itBAK)
5 e FH X 1 4.40 0.506 1.474 0.169 0.746
5 e FH X 2 4.55 0.525 1.326 0.153 0.696
TRUENX ] 5.40 0.592 1.613 0.177 0.955

FRHEX 2 6.25 0.642 1.509 0.155 0.969
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K11 P HEOSHTE

Sk oH EC 0.1 mol/LYEER A& IR I 2
(mS/m) (mg/kg)
15 UE AR FH X 1 6.1 12.73 0.160
G VMR H X2 6.0 21.20 0.160
FEHEX ] 6.1 21.60 0.130
FEHEX2 6.1 20.10 0.160

4) FRE 22 FEARR(Z . FER22F10A8H~12H8H)

F U ADERE, T E, TRIT AR R ORI AR ET R 1212, Bl E5E0 /50 X
F 3Rz, BRI ECORBMIMI L 2 » A THY, ZOMIEE 2R FITBIN R0 -T2,

TG IR MR EHE F K S HE X DI, 2D, 22.43 kg &£ 26.90 kg THY, HTDENEDD
iz, AIRIY AP OU T, R R R CU5 TR IR A X 0.198 mg/kg, FEHEX 0.175 mg /kg TH
ST AGTRREEiE FH X AR AEX D A RIY LRI SO FF)T0.212 mg & 0.208 mg LIFEA EZENRGROHILR
Nolz.

+HEH o 0.1 mol/L Hil& rIVEH NIV AP 1T 0.14~0.17 mg/kg THY, 75 IR AEEHE F X &1 e X D[]
IZZEITREO LR T,

F12 WEL-F V7 v ADEBRES FI v AIRINE
AR E LR YES CAIEFE (§z47) CAi2fE (Bifn) CdR v &

’ (ke) (ke) (m/ke) (mg/ke) (me/BBR )
THUEERHE FH X 1 21.95 1.077 0.190 0.009 0.204
5N A X 2 22.90 1.064 0.206 0.010 0.219

FRAEX 1 27.50 1.223 0.177 0.008 0216
FEHE[X 2 26.30 1.161 0.173 0.008 0.201
F13 Wi 3OS iE

B E ) ERIIASRIT A
AR X ol C 0.1 mol/L¥afg ARy
(mS/m) (mg/kg)
VB Ve EEHE FH X 1 6.0 12.75 0.170
15 UENEEHE FH X2 6.2 14.66 0.160
FEAEX ] 6.2 16.66 0.140
FEAEX 2 6.2 18.74 0.140
4. & I

TEFOIRIY LRI OWTIEIER 14 OLBY  IGIEEEHE H X SR EXIZZNZIIE—EDE T
HERBL TR, IRV LEZEHTHHERIEEZA L TOARIY AREOELZ MR TX/eh -7, TihvE
T 4 [E 075 TR R i I U ek 2 i L7223, 4 %615 TR IR 28 i 1 LU B3 ORI AR FEICS
WTEALZMER T DIENMELE 2 b, fERIEMII=02 0, RUL YO ROTF o AeL, & %
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DOFRER X OULFEY) o O HRIT LRI IUHE 82 e U THEM RO BRIy AN EEFH L, S5k coh
R AW &2 il L2 A kB CORI EOHER TR 15 LB THY, IHIRIEEHE F X2 Hi FH i
7o ARIY AR &L 15.18 mg THY, IWHEYEL TRFHHLEIL 2.192 mg Tholz, — 77, EHEX OILFEY)
ELTRFB LRI 2.584 mg THOIGIRIEEHEH X LVE o7, ZOBHEL CREEX Y -0 D ILHEY) O
ERBEOAEPBRL TWDHEB 2D,

#14 BiiHEOD K I U NREOHR
PARSEY} PARSEES 22 H PREEES
(mg/kg)  (mg/kg)  (mgkg)  (mgkg)
15 R AER B X 0.215 0.175 0.160 0.165
TRUEX 0.210 0.150 0.145 0.140

£15 KHBRTOEMON K I 7 LOWINE
214 PAREEE.S EH 2L

&5t
(mg/RABRIX)  (mg/ABRIX)  (mg/ERIX)  (mg/AERX)
THTRAEAELEER X 0.074 1.185 0.721 0.212 2.192
(Cdfi &) (4.84) (4.40) (3.30) (2.64) (15.18)
FEUEX 0.070 1.344 0.962 0.208 2.584
5. £&H

Rk 21 4F B~ gk 22 AR A5 e IEBHi H X R ONE e AEERZ it L 722 W ERE X oD 2 SRBR X A3 E L,
=2y, RV IY, FUT oA MREM EL 4 BIOFETREBRZ FERL, TEPOARIV AREORE
LS OVER ~DIIRIT AN S22 R LT, Z D5, TR O I RIT AP EE DU CIERRER X I2E
1372 — B THoT=. 1EM~DHIRIT LWL EZSWTIEAEF BTG TR EHE A X IR HE X o )7 23 %
Moo ZEMBENE LT R R Th o7z,

X &

1) RMOKPER o IERHRRT R I RS ST @B O N ER M ZED S0, R 61 4£2 A 22 B, 2K
KPER SR 284 5, SIE K 12 4F 8 A 31 H, EAKEL E/RE 1161 5 (2000)

2) HEFN 58 AR REBRBE /T AL A A M, TG Y BR B AL VE R E A A — W R A H R B AR A
AT —, (1984)

3) JRMOKPEM 22— (FAMIC) : IERERERIE (2011)
<http://www.famic.go.jp/ffis/fert/sub9.html>

4) BREZE N G Yo IR MU O FE E IR DRIV LD BEORE D T IEZEDHDE T,
MEFn 46 426 H 24 B, BHRESH 47 5, WIEEK 2246 H 11 AREASE 11 5 (2010)

5) JEMOKPERMOKPER A PE R - #0E AT R AL S, i EIR, RE R IR AR TE, 2 B
< http://www.maff.go.jp/j/seisan/kankyo/hozen_type/h_sehi_kizyun/pdf/03110105chap2 2.pdf>

6) JEMIKPERRMROKEER AL PE R R AT Wt I SR A, RO U, VA - B 32 - B - AL SRR L, T2
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< http://www.maff.go.jp/j/seisan/kankyo/hozen_type/h_sehi_kizyun/pdf/101122yousai.pdf>
7)) RAROKPE R AROK PEAE L PE JR) 0 R IR A, E RS UL, (R N S Ve - IR I L, 3)
Iy 3%

<http://www.maff.go.jp/j/seisan/kankyo/hozen_type/h_sehi_kizyun/pdf/gum5.pdf>
8) KRBT REMAHE W, WEDOKRIE MM R

<http://www.data.jma.go.jp/obd/stats/etrn/index.php>
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Effect of Continuous Application of Sludge Fertilizer on Cadmium Absorption of
the Crop and Accumulation of Cadmium in the Soil

Masato FUNATSU', Fumihiro ABE' and Hideo SOETA?

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

(Now) Fukuoka Regional Center

In the upland fields derived from Andosol, continuous application experiments of sludge fertilizer and
chemical fertilizer perform in order to monitor the change of the 0.1 mo/L hydrochloric
acid-solubility-cadmium in soil and investigate the absorption content of the crop. For two tears, the crops
whose sequence was carrot, spinach, spinach and qing geng cai were cultivated in standard plot (SP) and
sludge-fertilizer-application plot (AP). The amount of nitrogen, phosphorus and potassium applied to each
plot was designed on The Basis of Fertilization Standard showed MAFF web site. The SP used reagents only.
The AP used the reagents and the sludge fertilizer controlled the half of nitrogen content deriving from the
sludge fertilizer, and another deriving from reagents. Total cadmium amount in the crops and the 0.1 mo/L
hydrochloric acid-solubility-cadmium amount (acid-solubility-Cd) in soil after harvest were measured by
each crop. As a result, the cadmium content in soil of the AP was similar to that in the SP. Cadmium

absorption of the crop changed by the difference of growing.
Key words sludge fertilizer, continuous application, cadmium

(Research Report of Fertilizer, 4, 74~84, 2011)
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10 2010 &EE SN HBEEEOLOOEERXERBERAL:
AR % D £t [ 3 BR A& OD R AT

Aﬁ%%léﬁﬁ%zﬁﬁﬁﬁ%ﬁﬁm%y,
EHEE S, UK S, ARE !, BRIERT
F—T—F SIS L, LRI, SRSV OERETIEEL, K4y, ERLSY, B ERSY,
ISO/IEC Guide 43-1, ISO/IEC 17025, z A2

1. [FC&HIC

L0y« B TR AR O Pt 3 2 T PR 9D T2 0D WIS AT BUik N R AROK PE T B 2 4 & o % — (FAMIC) 23
1T TWDIN AR VTR E L ABB O E Ry K O ER T DO GHTIEAR IR THY, £OBRIEIC
IXEHEIEDORER RO LTS, JEEHEE R RGO M EE IS, IR AR % ORBR T CIk, R
AR DOAE FEVEHER & OV M B AR O 1) D 7260 12 B BB ST BE R R RIEAE Y ' D 12 B PN RS 4%
B2 A HEHINAT LTS, IEEER 0 S MR o #h 23t Terr, A EIZIBWTH ISO/IEC 17025
(JIS Q 17025)? DE R FHAEZ BB OE MR OB 2 TN EEHINTND, 2O 3K
FIAZIL, BRI & OREBR AR DOFE G ME DR K OSSN BRI I LD B AR D E M DO RER A 72
STW5. Zo7zs, dRFTIE @R EHI L 23B[0 L RIS L CHMIBR B & # 4 I i 5%
RBROE MM ICE TIL T,

2006 FFEELD, fEEHGE R H#ESEORBRPTO S MO &4 [E Il 0B F WL R U A 52 i
Lrwéznswf¢ﬁ%&@ﬁﬂﬁ%&%:owTBWECQMemrwaonmym%w”
EHHBITRNTUIZ. 2010 R, & EALAEE & OFESWIT ORI EHZ DWW C A E S @ sl 2 i L,
HFRBRZ EM LD T, ZOMEERE TS,

UM STAT BCIE N AR K PE T B 2 R T T 2 — IR R A A A
2 MNTATBOE N AR PE 1Y B 22 S i e & — L e & —
OPSTATECE N EAROK PE W 22 At il v 2 — Ml B 2 —
CNTATBOE N AR PE Y B 2 it 4 — 4 Ry 2 —

S PMNTATEOE N EEMOK FE T B e R il & — i P 2 —

O MNTATBUE N RO PE Y B 22 v & — @ i o 2 —
TR B A AR R E
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2. MHMRUVFE

1) HEFBRAM AR

AR (BATF, BRI &) 1%, Byl THBEE 500 pm O 55\ AR SE 7. WE D%
xR DT 3 7 HIIHE IR CHRE L%, EZ2 LORAL, oLERRICINS TR 9 4L, 1~9
DEGFEBHEMLU RSB L. KIC, AEtaE 1| ORGBREROMA IV 4 KozammiL, k<
RELTEOL 4 FEH L TORGIZREL. ZOEEZ 7 BIEURL-1%, 1~9 OFXhbZNTI—E
BEPORML, 18247204 200 g AVOFEHK 250 HAFHRL, LGRGLIZERY = FL o U THEEL
THEAHRFECHRIRRE LT

PEEWTWOEREAREHT, L CHBE 212 umDE S0 E RIS =00, EELIRAL, DL
WICIET THEMHRIZO S, 1~9 DR GFZEAH LU TR L. I, fEE2HR 1 ORABRIERD
MGV A X i, KRB LIEOB 4% S L TCOnOR IR L. ZO8EEL 7RI L=,
1~9 DEXNOZENEN—ERET DERIL, 148472047 180 g AVDOFEL 180 fAZFHRL, LIRAL
7otk RV TF L BASCHE B LB R E CTRIRERE L=,

#£1 REBRIER
woh 1 2 3 4 5 6 7
6 4 7 1 2 8 8
5 3 2 9 1 2 4
x/\ =]
BAES 5 1 3 7 6 s 6
4 8 5 4 3 7 9

2) HEMHERHER

IUPAC/ISO/AOAC DO ERERER T mha L OB MERBRIZHEW, 1) TR I F SR R 52
NEI 10 B2 Sk & B> TR E MR RER B L, (BB AEEHZ W TIESEE MY ABE (C-P,0s) L TY
KIEVEIFHFE (W-By03) &, F72, FESWITWERE AEEHZ DWW THEKIEME T £ (C-MgO) % 45 ¥ 8 PEffe 3R
B HFEHZ o & 2 SO T TR L TR MEME R B O Al E LTz,

3) Eoft
B S A LTcRURE, S0 SE0H & OV i i i iy & 2 2 IR pr L2 25 A LTz

3. ARHARMMEOHAKRER RUVHRA

1) HERIEE

{ERABREHZ DWW T, K5y (Mois), EHR AR (T-N), 7ToE=TMHEFR (A-N), IAEMED AR (C-P,0s),
IKEENED VR (W-P,0s) , KEHEINTHE (W-K,0) , <&EMEE 1 (C-MgO), KEMEIZHIFE (W-B,05), OFE &
(T-As) K ORIV LA E(T-CA) O 10 HEZREREE LU, £, SiSWTWEREIEEHZ DWW T, AT
BEMET VR (S-Si0,) , 7V V45 (AL) M O 1 (C-MgO) @ 3 TH H 25 BRI H & L7z,
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2) ABRAE
B HTIE (1992 4R/ P 2RO LBVEIR LT, 723, ZOMOREBR G AR A LZRBREIE, 20
TEOBE O @S RO T

(1) K%y (Mois) 1%, AEEF AT 3.1 ONBGk &) .CHICKVERT D (F: YIEEHIRFELZ AL
TWD). fBL, RV OMEITITHRVWEDET 5.

(2) ZEFRLE(T-N)IL, BEHTE 4100 BREEE) .C ICE0EEHERZRRL, [FE.D IV EETD
(YR IEE IR E = R A E AL TR,

(3) TrE=TMEH(AN)IL, EEIHE 4.1.23 VAT ILTERE) .C.4) ICEVREHE AR RLL,
[FIE.D ICX0ERTD (E: YEEEHI U M AR R FEZE AL TND).

(4) <EAPED BB (C-P,0s) 1, MBS HTIE 4.2.1.C.d IV BHE 2RI, 423 (NFREVTFUiET
CE=ULNE) Ec ICKVERTS.

(5) KIEPED ABE (W-P,05) 1Z, IEEFIHTE 4.2.1.C.b ICEVEHE AR, 423 (N FREVT T 0%
7=V L) EallkDERTS.

(6) KIEMEIE (W-K,0) 1%, IEEHIHTHE 4.3.1.C.b. ((F50) (IC kil 2 di 8L, 4.3.3 (7L — 28
EEIIR TR RDYEE) E 2RV E&T 5.

(7) <M+ (C-MgO) 1L, IEEHIHTE 4.2.1.C.d IZX0iEHKRAZFHIL, 4.6.1 (EDTAE).D.b {21V
EETD. UL, RO ETHREHEEZRELL, 4.6.2 URFWOECHIDEE) EICX0ERTS (GE: S0k
IE~v o TG RL TR,

(8) JKIAEMEIEHFE (W-B,03) 1F, IEEHIHTIE 4.8.1.C.a3) Ik EHERAZFHRIL, 4.83(7 Y AF > H
B) EICEERT 5.

(9) OFEEE(T-As) L, IEEHSHTTE 5241 (P mFADF F AN NRIUEERE) Dal) IZL il Bk %
AL, R EICEVERT S, XL, RO ETRENRZHRBLL, 5.24.2 R BOoRRYEE OkFE ke $
FEAAEE LR RO T IS ) ) E ISRV ERTD.

(10) ARIY A48 (T-Cd) i, B HTE 5.6.1 JRFBSEHIETE) Da.) (FKSR) I LR EHE %
L, A Ea lICRVERT L. BL, & RmOBROIERER TN T LRA RIS DEL, B HEE
FITHG AT D7 7% T BG MIET AL, XU, RO 1L TREHRZ TR, 5.19.1.E & H)
IZIVERT 5.

(11)  AIEAEPETVER (S-Si0y) 1, IEEF I ML 4.41.Bb ICLVREHEZRTL, 443 (7o bHVT A
B) DICEYERTS.

(12) 7ABV55 (AL I, BEBFSHTE 4.5.1.1.C.b (2K BHEAZFIRIL, 4.5.2.2(EDTA %) .D IZX0E
=D YHIERHI~ T2 EHBL TR,

XU, [FERD J7 1k TRl &2 L, AIVEIE A K (IR HTTE 4.5.1.2.E) S OVRIVEME T+ (IEEH > ik
4.6.2.E) Z]EL, BT L 4.5.2.3 URFWOBHEDETE) ElICkhE 35,

(13) <M1 (C-MgO) 1%, NIEEFIHriE 4.2.1.C.d ICXREHEZFRLL, 4.6.1 (EDTA) .D.b kb
ERETD (Y IEEHI~ Ao 2EA L TR . XU, [FEED ik TilBHR AR, 4.6.2 (JF W
SRR EICEERT 5.
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4. HEHRWM A ERUVARBRE DM A E
1) HESN-HEREDTME
(1) aRXRNEIZLDzZATaT ORD I
F7°, 2EROMEOH S fE (Median) 2K D 7=.
Wz, BN E R ONF Uz kD, (a) ik z#iBE (IQR) # & HL7=.
IQR= F M5 r¥— Wi «++(a)

FEYE L SN A3 pr i (NIQR) % (b) AT KV E H L=, EHR A DO E, NIQR SRR ZIT— B3
B.

NIQR= IQRX0.7413 -+« (b)

z 27 (2) & (c) UKV B H LTz, z 2a71%, BB OB (x;) D Median OO E-VES WA
R HEETHS.

z= (x;—Median) /NIQR  +++(c)
(2) zAaATIZ LD

F—H DM F1EL LT, ISO/IEC Guide 43-1(JIS Q 0043-1)¥ &2\, H B EORBREEDzAaT
YOk D I F M A T T

|z|=2 - o il 2
2<|z|<3 e BEDLW
|z|=3 - o« AN S

2) ABRABEEFRZEIETIMEE
oy D SRR AR 22 AT 5720, IROFER RZ2RD T,

(1) ZMEBREER (T —25: N) 2R 7.

(2) z AaTIZE DR AN I (2| =2) Elpo 7o iR B H L O O EIE (%) k7.

(3) z AaTIZLDRHl A EED L (2<|2|<3) Ele -~ ToiRBR B O DENA (%) 2R DT
(4) z ZaT\ZLDRHM AR (|2)=3) Lo 7o iR R L O Z O EIA (%) 23R 7.
(5) AHIUEZFERL2W2T — XD NE¥E (Mean) 3K D 7-.

(6) AROEDH I (Median) &R D 7-.

(7) NIQR ZAZE (R 75 L 272 7= Median D ARFEDE (Uysy,) & (d) AT FH L.

Usgse, = 2 XNIQR,/ Y N <o (d)
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(8) &7 —HXDIEUE(R# (SD) Z R 7.

(9) (b= A Ei P (NIQR) % (b) UKV FE L7, ERLS A OYE, NIQR (X SD &—E 7
2.
(10) Horwitz fE1IERS~8 ((e) ~ (g) 20) £V, V)72 5 [ B e 25 (Horwitz’ SD: HSD) &5 HiL
7o 7B, CIIERTOERROEEG T % OBFAIL0.01 EWIEIZRD.

HSD=0.01xC"’ (0.138<C) <o (e)
HSD=0.02xC"**  (1.2x107=C=0.138) oo (f)
HSD=0.22XC (C<1.2x107) ce (g)

(11) RSDyop 1F, B/ NANENS RO T2 RHE MR 2O R BLTHY, (h) RUTLVFEH L.
RSD,,, = NIQR,Median <+« (h)

(12) HorRat,p, 1%, 2/ NARNENSR D= HorRat O R BL THY, () XU X0FE H L7-. HorRat 1L, It
G 3B DAL 22 15 BLUFE SHE V(R 7228, 18 25 00 BRI I -5 < S 1 B bR HE (R 72 o0 Tl L2 b
NRTCEDRENEHERTHIEIETHD. AOAC DHARTALTiE, 0.5=HorRat i =2 ZFFAFHFAELL T\
5.

HorRat,,, = NIQR,HSD <o (i)
5. ERRUER

1) HRIFEBRAREMOYE RS

PR MR IR 0D il M OV L 2 8] X 10 30D — JE L [ 12 LD /0 W T i DA DL fe it &2 2 1R
L7z W ROGEHZ BT, F B2 F(9,10;0.05) & N EIS72Z2E030, A EAKAE S % 1TV TREHHNIZ
A ERETROONIeh o7 Ez, BB O SHEEHER 221 0.3~2.8 % THY, 2 TOREHD /T H
REHIWE CThHLZ LA R LT,

X2 WE MR RUROR R

Ao TR YTy Mean" SD” RsD”  FfEY?
(%) (%) (%)
bR A C-P,0s 14.73 0.05 0.3 1.13
W-B,0; 0.304 0.004 1.5 2.00
FLSWD O IEE C-MgO 5.41 0.15 2.8 1.50

1) 1050BR ROH T 20T DR 2 E S fiE
2) BB OBt 7

3) TR O FH e R U (e

4) —IEA AT EIC K R S kb
5) F(9,10;0.05) : 3.02
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2) RERBEDREITHER

4.2) (1)~ (4) ORBREH I Nz 227 TSN 7= &R B LK NE OB A5 HE 3 ITRLEZ. KO
AR A C T e ) ORI & 52 1 TR B s O EI G 1L, (LR O EMEE £ (C-MgO) 2 79 % &b
1<, ALEAE B K4y (Mois) 2 92 % Efcb i@ or-. —717, TR R | LDt 252 T 7= BR R D EIA
1£3~16 % THY, FLIWTWERE JEEL R OEEME T 12 (C-MgO) D 16 % b i<, {LAAEEHH D<A
P 1 (C-MgO) D 12 % DIETH-7=.

4.2) (5) ~(12) TROTHMFHEE K 4 ITRUIZ. K EBRIFEAE DS TERED ) fE Mean 13, H
P Median &1FE—BL TEY, SMUEDEELZ T TR olz, LLRnih, RIROREHE(R 22 SD 1%
AR ANMEIZE S THEOLIZ NIQR ITHHERL TREREEZRL, HANVEORELZ T T\, ZOZehb,
NIQR #HEHER 75 & A 72 L C Median EDBIERZ X 1 1Z7R L, Horwitz (& IEX D H45 5407 HSD, HSD X 0.5
M OVHSD X 2 Z[FIBINCFR R LTz, K5y Z B\ =4 i 53 O BB B © NIQR (X HSD X 2 % F[a]-Cu=?),

2006~2010 42 & Fjiti L 7275 I H @ Median, NIQR, RSD,, &% (N HorRat,, %3 5 1Z/RLTZ. F7z,
10 ;BR=E UL E @A 07258 5 155D Median, NIQR, RSD,y, M (Y HorRat,,, %% 3% 6 (277 L7z,

2B, ZNHEZEIZN4) 5oy B ORRER R O R | TTH R B OB 2 R o 28 LT 5.

#3 zZAa 7 LA RBR R O
REEHA & N 2| <2V 2 < |z|< 3% 3=<]7°
ABpEN RWBREKR B60) RBREK HE%) WBR=ER EE%)

({LESAEEL)
Mois 143 132 92 3 2 8 6
T-N 140 114 81 12 9 14 10
A-N 128 110 86 6 5 12 9
C-P,05 141 117 83 8 6 16 11
W-P,0; 144 130 90 9 6 5 4
W-K,O 142 120 84 11 8 11 8
C-MgO 137 108 79 13 9 16 12
W-B,0; 116 104 89 9 8 3 3
T-As 61 52 85 3 5 6 10
T-Cd 79 65 83 5 6 9 11
(BESWDT O ERE AR
S-SiO, 67 57 85 3 5 7 10
AL 85 74 87 4 5 7 8
S-CaO 60 53 88 3 5 4 7
S-MgO 60 47 78 6 10 7 12
C-MgO 88 72 82 2 2 14 16

1) zAa 7\ ZE 5 (2| =2) Lo 7o BB K O D EIE (%)
2) ZAATIZEARIE DL (2<|2|<3) Lo - RER I K NFDOEIE (%)
3) zZAITIZLDe A AR R 3=z]) LT iRERE I O F DO EIE (%)
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K4 Il B Ot

A BRIE H Mean"  Median?  Ugsy,” sp¥  NIQR?  HSD®  RSD,;,” HorRatg,"
(%.mg/kg)” (%,mg/kg) (%.mgkg) (%,mg/kg) (%,mgkg) (%,mgke) (%0)

C(ep 4 sk =)

Mois 1.69 1.58 0.07 0.67 0.41 0.06 26.0 6.97
T-N 14.12 14.11 0.02 0.19 0.11 0.38 0.8 0.30
A-N 11.56 11.53 0.03 0.78 0.18 0.32 1.6 0.56
C-P,0; 14.50 14.59 0.03 0.44 0.18 0.38 12 0.47
W-P,05 11.36 11.56 0.09 0.55 0.52 0.32 4.5 1.63
W-K,0 14.68 14.72 0.03 0.50 0.17 0.38 1.2 0.44
C-MgO 3.10 3.11 0.01 0.22 0.07 0.10 2.4 0.71
W-B,0, 0.290 0.291 0.00 0.02 0.010 0.01 3.4 0.70
T-As 3.59 3.62 0.09 0.74 0.36 0.48 9.8 0.75
T-Cd 1.23 1.22 0.02 0.18 0.08 0.19 6.7 0.43
(BESUT O ERE )

S-Si0, 33.04 33.52 0.14 2.05 0.57 0.58 1.7 0.98
AL 49.51 49.26 0.17 1.44 0.80 0.70 1.6 1.14
S-CaO 41.99 41.64 0.20 1.55 0.78 0.65 1.9 121
S-MgO 5.38 5.47 0.02 0.62 0.08 0.17 1.5 0.47
C-MgO 5.39 5.42 0.02 0.33 0.11 0.17 2.1 0.67
1) BEOVEE 6) Horwitzf& 1E I 05 AU 72 -1 ) 7 5= ) o s v ffd 22

2) RO RfE 7) B NANEND R 72 b HE W 7

3) BROHPIED RS 8) 1 XANED SR 7-HorRatfil

4) BIROEHERZE 9) T-As} O\ T-Cdidmg/kg, T DDA 1T %

5) B LS oA
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NIQR X (ZHSD

1.0E-01
1.OE-02 - ) —PiK
1.0E-03 ~
1.0E-04 -
1.0E-05 -
1.0E-06 ~
1.0E-07 -
1.0E-08 ~
1.0E-09
1.0E-08 1.0E-06 1.0E-04 1.0E-02 1.0E+00
Median
X1 HFEFRER ONIQREHorwitzf IE =& D B4R
X Mois (fLAIEED = TN (fLREkD
X A-N (e o C-P,0s (fLrkiEeh
®  W-P,0s (fbpkfEkh o W-K;O ({bpkhmeh)
O C-MgO ({bpihmsh) A W-ByOs ({LRifmsEh)
= T-As ({bpiesh) - T-Cd ({LRRAeED
S-Si02 (HEEUNFVERET AR} X AL (SESVNFOEREEER)
C-MgO (FLXVNFVVERERERE)  — - — - — Bz (HorwitE1EA>2)

B3 (Horwitzfg1IE ) === --- # & (Horwitzf& E;%0.5)
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#£5 2006~20104FFE O IFRBREEOFE &

ESCCHES SRERTE B Bk % M Median” NIQR® RSD,,° Ho.,~  HSD”
TLOERIFTEA AREREH (%mgke)” (%,mgke) (%) (%,mg/kg)
(fbpkpEsh)
Mois 2006 147 1.70 0.30 17.7 478 0.06
2007 146 4.99 0.35 7.0 221 0.16
2008 145 2.87 0.24 8.5 2.50 0.10
2009 145 3.53 0.15 42 1.27 0.12
2010 143 1.58 0.41 26.0 6.97 0.06
T-N 2006 R 158 14.60 0.13 0.9 0.33 0.38
2007 HHEERER 145 8.74 0.07 0.8 0.26 0.25
2010 IR 140 14.11 0.11 0.8 0.30 0.38
A-N 2006 T E=T WARETE=T 150 11.46 0.10 0.9 033 0.32
2007 T =T 143 6.20 0.09 1.4 0.47 0.19
2008 HEETE=T VAMT L EST 147 12.56 0.16 12 0.45 0.34
2009  mWETLE=T BT T =T AR 144 5.56 0.07 13 0.43 0.17
2010 GREETE=T VAMT U E=T 128 11.53 0.18 1.6 0.56 0.32
N-N 2000 T g =T AR 123 3.62 0.11 32 0.96 0.12
T-P,05 2007 HHSEIER 140 10.35 0.10 0.9 0.33 0.29
C-P,05 2007 WABET E=T 143 9.81 0.13 13 0.47 0.28
2008 DAERT E=T 146 15.82 0.13 0.8 0.32 0.40
2010 WABET L E=T 141 14.59 0.18 12 0.47 0.38
S-P,05 2006 EHABREIR, VAT VE=T 144 10.88 0.11 1.0 0.37 0.30
2009 3B AR R 125 6.37 0.12 1.9 0.62 0.19
W-P,05 2006 @YAREER, VABETE=T 157 9.02 0.12 13 0.46 0.26
2007 DABET E=T 143 7.02 0.23 32 1.08 021
2008 WABET E=T 149 9.16 0.24 2.7 0.93 0.26
2009 B AVEEA K 144 4.57 0.08 1.8 0.56 0.15
2010 WABET L E=T 144 11.56 0.52 45 1.63 0.32
W-K,0 2006 AR 156 12.38 0.22 1.8 0.64 0.34
2007 B IN E 145 8.43 0.15 1.8 0.61 0.24
2008 HEACIE 147 11.39 0.15 13 0.47 032
2009 TR e 145 8.35 0.13 15 0.52 0.24
2010 HEALINE 142 14.72 0.17 12 0.44 0.38
C-MgO 2007 BIIFE T AR 137 3.41 0.07 22 0.65 0.11
2008 KBRS L AEE 142 462 0.12 25 0.80 0.15
2010 BIIPEE s} 137 311 0.07 24 0.71 0.10
C-MnO 2009 IR R E RS R 126 0.543 0.020 3.6 0.83 0.02
C-B,0, 2009 IR B ERE SRR 120 0.281 0.016 5.6 1.16 0.01
W-B,0; 2006 VEOEE AR} 132 0.40 0.02 42 091 0.02
2008 W EHEEE AR} 119 0.26 0.01 29 0.58 0.01
2010 EOEEE ) 116 0.291 0.010 3.4 0.70 0.01
T-As 2006 84 1.89 0.19 10.1 0.70 0.27
2007 68 3.84 0.38 9.8 0.75 0.50
2008 65 414 0.41 9.8 0.76 0.53
2009 59 431 0.60 13.9 1.09 0.55
2010 61 3.62 0.36 9.8 0.75 0.48
T-Cd 2006 95 1.26 0.11 9.1 0.59 0.19
2007 85 1.24 0.12 96 0.62 0.19
2008 86 2.60 0.15 5.9 043 0.36
2009 73 0.47 0.08 17.3 0.97 0.08
2010 79 1.22 0.08 6.7 0.43 0.19
(FRENF OB AR
S-Si0, 2006 66 33.92 0.60 1.8 1.03 0.58
2007 67 28.25 0.87 3.1 1.63 0.53
2008 68 33.35 0.49 15 0.85 0.58
2009 69 32,67 0.62 1.9 1.09 0.57
2010 67 33.52 0.57 1.7 0.98 0.58
AL 2006 75 50.56 0.64 13 091 0.71
2007 83 48.70 0.76 1.6 1.08 0.70
2008 86 50.90 0.71 1.4 0.99 0.71
2009 85 39.03 0.92 24 1.47 0.62
2010 85 4926 0.80 1.6 1.14 0.70
C-MgO 2006 78 6.18 0.13 2.0 0.67 0.19
2007 86 3.17 0.21 6.6 1.95 0.11
2008 89 5.80 0.14 24 0.79 0.18
2009 87 234 0.20 8.7 248 0.08
2010 88 5.42 0.11 2.1 0.67 0.17

1) ZEOHRIE

2) EHEfLEh I S AL
3) BEANAMENSRDIABKRARIER =

4) BARZNEDSR®7ZHorRatfE
5) T-AsK OT-Cdidmg/kg, Z DD 3%

6) HorwitzfE IER IS E 72 E H FBE ER 2
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F6 BRI IER O L FERBR A OR T B

AERIEE R 71 W 4 Median” NIQR? RSD,,” HorRat,’ HSD®
AEREH (%.mgke)® (Y%o.mgkg) (%) (%,mg/kg)
(bR hEsh
T-N i 3ES 132 14.11 0.11 0.8 0.30 0.38
A-N FRIVLT VT ERE 107 11.51 0.17 1.5 0.53 0.32
ZEHEE 18 11.52 0.16 1.4 0.49 0.32
C-P,0; INFREVT TR T =T A 140 14.59 0.18 1.2 0.47 0.38
W-P,O;  NFREVTFURET L E=D LA 143 11.56 0.52 4.5 1.63 0.32
W-K,0 RIEE L 49 14.72 0.12 0.8 0.31 0.38
SRt TE 84 14.70 0.21 1.4 0.55 0.38
C-MgO SRRk 123 3.11 0.07 2.2 0.64 0.10
W-B,0, T AF L HE 109 0.291 0.009 3.1 0.64 0.014
T-As CIF VIR FRERE 36 3.52 0.20 5.5 0.42 0.47
SRtk 23 3.68 0.51 13.8 1.05 0.48
T-Cd W eTE (PR HY) 20 1.29 0.13 10.3 0.67 0.20
W 61 GEGEAY ML YR IE) 27 1.23 0.08 6.7 0.43 0.19
JEA e (P —~ Sl 1E) 27 1.20 0.07 5.8 0.37 0.19
FEESWTWVERE IR
S-Si0, SoAb AV Lk 52 33.50 0.59 1.8 1.01 0.58
IR R 12 33.72 0.30 0.9 0.52 0.58
AL R WtlE 62 49.27 0.89 1.8 1.27 0.70
EDTA: 20 49.16 0.65 1.3 0.93 0.70
S-Ca0O JRF Wk 60 41.64 0.78 1.9 1.21 0.65
S-MgO AWk 60 5.47 0.08 1.4 0.45 0.17
C-MgO ARk 76 5.42 0.12 2.1 0.68 0.17
1) 2EoH R fE 4) v ANENLR D 7ZHorRatfE
2) IEAE SIS 5) T-AsK OT-Cdidmg/keg, = DMDRES1T%
3) B RANMENLRD I E R 2= 6) Horwitz{E E XLV ELN T YR B W HHE R

3) HERREDIER

[f]— DRBRE BV THAE ST BB D z 237 OBIMRA K 2-1~2-6 ITR L. B2, z A2
T MREICAE L 22 D AR A EE X 2. ZOEMUEAT MO 7 my MR O 5 1k LR — D a5y o
WE I ECB O TRBEORWEOOBER NHLHEE 2 HND. ZOZEND, (LR —FLEW TR AR
B O EEME T 1 (C-MgO) K OIE ST W R IR O <EEPETE 1 (C-MgO) — I 1 (S-MgO) |2
RAAIZRARO D BRSO 72D T, B E# K REi A 2-4 KON 2-6 ITFEA L.

7285, 2) O 3) BB\ 14) {5y B o 5B i O REAMG | T4 il oy Bl OFRBR A A Rl 52L& 5.

[ — D JL[F] BB FH BUBE K ONRIRR D il HH 7 15 TR D R4y

(bR IR D K EEVED AU (W-P,0s) — KIEMEME (W-K,0) , (bR IEEL o <MD A (C-P,0s5)
— EEMEFE 1 (C-MgO) B OMIESWNT IR B AR B oD AT EE M IR (S-Ca0) — RI¥EPE T 1 (S-MgO) )
[7] — D I [ 5 I 3Rk B OVl 43 CH& 72 2 hh H 7 1k

ERZIEEL O <FEMED A (C-P20s) — KIEMED AR (W-Py0s) M OGRS MW ERE IEE oo <PA M
+:(C-MgO) — "l E# + (S-MgO) )
[F AR D il HH 5 1 K OV — D i 4y 7C 5732 2 S ) 5 FH Ak

BRI — FES VDR E IR R O <EEPEE 1 (C-MgO) )
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220
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®  [Fl—RE=EIIBIT3z2aTOT vk
....... B (2227 HFECEE R ER)

20
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0 |
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20 K
-20 -10 0 10 20
C-MgO
[2-3 {bEAEER R O C-MgO — C-P20s D
2227 ORFR

®  [F—RBREIIBIFHZZITOTF Ik
------ W (2227 BECAEZ R T EAR)

W-K20

20
10 .
0 | |
e e
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-20 -10 0 10 20
W-P20:s
[X2-2 {LRAEEH DOW-P20s — W-K20D
zAa T O REf%

® [F—REBREICBIT Z22aT7DTa vk
"""" I (2227 DNECAEZ R 9 EAR)

20 -
y = 0.7845x - 0.1845
10
0 |
-10
20
220 -10 0 10 20

C-MgO LAk
B12-4 ALRRIEER — FEE VTV EREE
Bl DC-MgO D z2= 7 DEEM%

®  [F—RBR=EIIBIILZ2aT7 0T ek
[ — B E ORBUKAE OzAT 712X A RIF E R

""" I (2= 7 AR CAEZ R T EH#R)
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20 20
y=1.1728x - 0.916
r=0.473
10 10
S 2
| ® |
E. 0 ‘ ‘ = 0
wn
3
-10 * -10
-20 -20
-20 -10 0 10 20 -20 -10 0 10 20
S-Ca0 C-MgO
[42-5 FESUNTVERENEE 10D S-CaO— (12-6 LIV NT VR AR O C-MgO
S-MgODzA=T D% —S-MgODzA=T DBA%
®  [F—RBRECRITHZRATOTEvh ® [F—RBREICRBTAZAZT OT v
[/l — B EBEORBR B Dz 7 12 L5 EFEE
------- B (2227 PR CAE AR 3 EAR) s R (22T 3R U E AR E AR

4) FL53 Al O & BR BHE O SR

(1) fBEAEE R DK 5y (Mois)

2N 143 R ENSLRE D3 >727K 53 (Mois) DFBRAAE O BEE AR 2K 3-1 1R LTz, FHIE 1.69 %
& Median 1.58 % [ZORTRBENADI, XD OXNREIWGERE ST £, T | LRl S 7z iR =
ITEED 92 % THY, ZONAMITORNEIA ThoT=. 728, TR | LRI SN =R BR = IT 2D 6 %
THY, BV MEZ R T ARSIV A LR S AU BB SR, SRR N IR S R R R IR L —
L TN ELTER T OMNERDD.

723, NIQR 0.41 % 1%, 2006~2009 £ D NIQR 0.15~0.35 % LLLEEd 2 REVMEEZRY, [FFFIC
HSD 0.06 % J0H KEWVETH-72. 2009 4 ARV T 2006~2010 45 D HorRat,p, (£ 2.21~6.97 £U
T 2.0 ZX TNHIENDY, JEEHR DK 5y O 3 R ER I Horwitz (& EZR 8L A 5EMiH HER
LT,

(2) ALkt o % HE 4 (T-N)

S 140 REREDOWERH -T2 ER AR (T-N) ORBRE O L iz K 3-2 1TRLz. FEIME
14.12 % 1 Median 14.11 % &1EE —3 L7, NIQR 0.11 % (%, HSD 0.38 % LYW/hSUWMETHY, 2006~
2007 4EE D NIQR 0.07~0.13 % SIEIFLEDLARVME TH -1, £/, N | LFH S 2R = Ix 2R o
81 % THY, ZTONMIKFELEL N THoT. ZOZEND, BIMULIEZELORBREILZOREBR FIEICE
RLTWBEEEZLND. ok, TR | SRSz E I 2RO 10 % THY, @mVEZRE LR
BRENORNL o7, Al R LR SN 7o RIBR = X, WEICH WOREMERR DR FE, 7KL E ORLE 225D
RIVEME T UL ER DD,

7 WRERED B BT E A OISR AGR O M 2B, 6 FRBRE TN 2 | LM S AL 03Uk ©
bote. DA, 1 REBRENSRBEEIZIDRBR G OS850, Hiti 2 LaHi S D BR R Th o7,
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30 30

20 20 —

|
e

REi:

10 |4 1 ENR I I I O S

QOIS
522222222222222
- T-N (%)
X3-1 LR AEEH o Mois D EkER ik 5 [X]3-2 ALEZAEAEL T O T-NOFAER plfk
OE Dbl OREE OE OEbLy OREE

(3) AbER o7 E=T 2% (A-N)

2N 128 RENOREDRH T2 T o E=TPEEFE (A-N) ORBRABGH O M A 3-3 1ZRLTZ.
EHIME 11.56 % & Median 11.53 % (2IFI1F % L7-. NIQR 0.18 % %, HSD 0.32 % XVW/hEUWMETHY,
2006~2009 £ NIQR 0.07~0.16 % EIZITEDOLRVME ThH o7z, iz, Ml | LRl iv7- R BR = 1X
EIED 86 % THY, ZTONAITIEELRIFRThH oIz, ZOZEND, BIMULIZELORBREIZZORBR S
BIZHRALTWLEEZLND. 7ok, TR LIS 2R EIZ2ED 9 % THY, mWEEZHREL
o E RO L D 0T,

R LT LT EREE (107 REBRE) K O4 B0 RN Iy Bk A # P Th DR B 1E (18 3B E) IcX
LR RS O Median (%, 11.51 % K OV11.52% THY, 1EF—H Lz, £z, ZNHONIQRIL0.17 % K&
V0.16 % CIFFEDLLRVME TH -T2, F, 2 BREND A B & E 2 H O BREGE O M E 260,
1 BB T N 2 ) SR A, 1 BRBR I AR 2 ) SR S AR BR R (B M) Tho7o. 2 oft, 1 3
BRENOAF L Ia~< T T7IEIZ LR OWE R HY, [R5 | LFFM S5 38R AR (B i) ©
HoT-.
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30

— 30 —
20" - 20 —
B — L 3
e i
o 1111 (- wEr---—----—- .
0 B o 1 0 _l | ’—r
FESRFRBRIKES = LEOIALRRINIRLITY
focoScodo-dda NIFFIIFIIII I
Sl el = S0 000l il 8
= 8 i 2

C-P205 (%)
[X13-3 {LARAEELF DOA-NDZRER kA
OfE Dbl O Rig

[X3-4 LRI DC-P20s D3R ER A K
OWE DgbLyy ORNER

(4)  AbEAEEE R O <EEMHED ABE (C-P20s)

SN 141 RBRENSHAE D3> T <MD AR (C-P,0s) DFRER S O FER 2 X 3-4 1R LTz,
fifl 14.50 % & Median 14.59 % [XIFIE— L, NIQR 0.18 % (%, HSD 0.38 % JW/hIUWMETHY, 2007 K&
Y 2008 4EED NIQR 0.13 % LFIEEDLLRVME TH-72. £z, N | EFHh S =B = 1T 2k 0
83 % THY, TONAMIIMNRLEL TR ThHoT=. ZOZEnD, BIMMLTEELORBREBITZORER FikIcE
AL TWBEEZOND. [ | ERHIiESN 2R E T 2D 11 % THY, KVMEEZHRE LR R =N
% o7,

1 BRBRE DS ATiE 4.2.1 ¥V EREIFICEARBAGE O WG DRHY, [ | LFE M S5 a5k
fE ChoT-.

(5) ALEAEEF DK EEMED AUBE (W-P,0s)

SN 144 FRERE S D3> T2 KM AR (W-P,0s) DR BRSO B i & X 3-5 1Rz, F
BIfii 11.36 % & Median 11.56 % (00T EBEL7-. NIQR 0.52 % I, HSD 0.32 % LV KZWETHY,
2006~2009 £ D NIQR 0.08~0.24 % JVHRKEVMETH -7z, F7o, Mg | SRl S - B = 1T 4k
D 90 % THY, ZDOHARIIMRIELRFRTIH -T2, ZDOZEND, BMLT=%LOREREITZORER 5 ikIC
BHALCNDEEZDND.

2-1 KO 2-2 DERY, {LRAEEF O AKEMED AR (W-P,0s) OFRER kg &< EMED ABR (C-P,05)
ORI B (W-K,0) OB AR D z A2 7 I3 BT Hiie s~ 7= Zas, JlE 5 1Kk Ohhi 5
B LD R R BRI LD 72N e RSz,

1 BRBREDSIE AT 4.2.1 2V EHREIEIZEARBAGEOREDHY, [ | LFEM S5 a5k
M ThoTz.
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(6) ALEARIEE O KRN E (W-K,0)

SN 142 RER B DI D3 T KM (W-K,0) ORRBR % AE D BE3 55 A 2 14 3-6 1SR Lz,
5 14.68 % & Median 14.72 % (XIFIE—EL7-. NIQR 0.17 % IE, HSD 0.38 % JW/NSUWMETHY, 2006
~2009 FED NIQR 0.13~0.22 % EIZIEFEDLRVMATh -7, Fi2, Nl ) Rl S -3 BR = Xk
D 84 % THY, ZOHHIXIIELELARATHT-. ZOZEND, BT OREBREITZORER kI
BRL T DEEZ LS. 7ok, TR | RS 7B E 1T 2K D 8 % Thor-.

Fiz, T — 2N (RN 49 BB E) OFRBR R & QR T WOtk (84 iR =) IC LA 5Bk
FHO Median 1, 14.72 % KOV 14.70 % SIEE—FKL, HIEMOVEEEOEIZIDREEITSTL2A, &
IWENDNEHEIZ 5 % OKETHEREITBEDOONR -T2, £z, THHO NIQR 1X 0.12 % KW
0.21 %THY, LR FWEIEIZIIT D NIQR N RE) 7.

ZOfth, 4FREREND ICP FENIEICLDRBRAAR O WA 2BV, 3 BB IL i 2 ) LM S5 3B A
THY, 1B RIL AR ) ERESH, BVMETH-72. 5 B ENOIEE ok 4.3.2 TR 7 2 =1FH
i D AR BIEICEDRBRAGE O WA R HY, 4 BEBRE I L | RS DBk AE Th 72

50 — 40 r
0 e 30 |
30 F----- | e
o | 20
20 e | h Y\
10 | S
ol Al AV M-
N CEL TR
0 T —T— 0 = .
2253388893 28R SA8R8IS =
S ddddR A e i e e A B
ﬂﬂﬂﬂﬂﬂﬂﬂﬂﬂﬂﬂﬂ —_— 8 z 2 2 z z 2 2 z z 2 2 :
R S S S S A g = "
W-P205 (%) W-K20 (%)
X3-5 {LAAEET O W-P20s DR ER AR X3-6 fLEZAEELF DOW-KaODFAER flfE
3 B, =y C—— e BeblLu
OWe O%bLy O R ke SN
B

(7) ALEAE R D <EEMEE 1 (C-MgO)

N 137 RREPLIE 27 IR 1 (C-MgO) DR Ak D FE ¥4 i 211 3-7 IR L=,
fil£ 3.10 % & Median 3.11 % (XIFIE—EK L, NIQR 0.07 % %, HSD 0.10 % “IFIE—HL7-. 7=, i )
ERHf S AR I RO 79 % THY, {LANEE O3 HTH B O Tl /NS EI G Tho7203, £D
DATEELE LS ThoTz. 7ok, TR R | RSB =1 RO 12 % THY, KUMEZ RS
L7z BRE N L o7,

2-3 (R &R, LR OEEMEE 1 (C-Mg0) — <EEMED AR (C-P,05) DR BER RS I HH B 1T
ROHIT, T IEIZB T DR ERIZE > TURmAEIANT RO -7203, K 2-4 DL, {bik
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JEE T — B ST OB EL IR o <IEME £ (C-MgO) ORRBREAE D z Ao 7ITIX R AR E NI L D55
VWEBE (r=0. 518)75%&’)2%71 ZOZEE, HIHRCIBIT DR WY &B 2 HHToD, fill ik O
TER O R EICE BT O ERSLEZ ZHID.

8 ABR=E) D ICP %\éj’uﬂi ZELRBREGEOBMAE DY, 5 HBRE IS | SRS DB ThY,
1 ARBR = T DA | ERE S AL, mVMETH 7.

(8) ALAAEEFH DAKEEMITD FE (W-B,03)

2N 116 ERENLEAE D3 T2 KENEITZD FE (W-B,05) DRABRRE O EE U A X 3-8 [TRLTz.
YJfE 0.290 % & Median 0.291 % (XIFIE 2L, NIQROOIO% IZHSD 0.01 % L LVMETH-7z. F-
i 2 ) ERF S 7B X 2R D 89 % THY, TONAMMIXIIIE AR CTHoT=. ZOZEnD, B
L72Z< OB BIXZORER FIEITE AL TnDHEEB 2 LND. fock A e ) EREM S 7o iR = 1T A R
D 3% THY, @mUVEZHRE LR ENORL o7,

6 ARBR 5 ICP FEOIEIC L DB AR O WM& 2350, 4 B == IX Nl R | LEF M SN DR BRAE ThH 7.
1 AREBR D DIEE T 5 4.8.2 7NV I UABIZ KD SAR O WG DY, TARG R | LR 4L, &VMETH

7.

bl

30 3

30
0 20 | e
E | L3
0L 10
0—‘ . 7 B
LErageTRAdge S LR LeRLERRS8S ]y
LR E R LR 2335883953030
gttty 8T77TTITTTII 0.
C-MgO (%) < W-B:0s (%) <
[3-7 ALRRAE T OC-MgOD I A 438 ALHACE H OW-B 03 ORRBR AT
DR DEbLL BRER DR DEbLY BREL

(9) ABERAEEFF OO A& (T-As)

2N 61 RBRENLME N o7- O FE 4 8 (T-As) OFER g O FE 5y /i 2 K 3-9 1R Lz, I 3.59
mg/kg & Median 3.62 mg/kg I£I1FIE— K L7-. NIQR 0.36 mg/kg IZ HSD 0.48 mg/kg LD/ hSVMETH
©72. RSDyop 9.8 % 1%, 2006~2009 £ D RSD,, 9.8~13.9 % LIFIEEDOLRVMETH 72, £z, i i |
ERFMi SN BR B 1T 2D 85 % THY, TONMMIXIZZ LA R THT-.

VT F A TSI FRERE (WO SE TR 36 aﬁ%ﬁ%)&zﬁﬁ%%@%ﬂzm AR E) 12 LD Bk
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D Median 1%, 3.52 mg/kg 2 T 3.68 mg/kg THH720, FIEMOFEHEDOEICIDMEEIT 7225,

TNENDVEEIZ 5 % OKETHERZITBOON ) -7-. F2, ZHHO NIQR (% 0.20 mg/kg & Y
0.51 mg/kg THYRLRL LD NIQR 28 K& o72. 2 BRI DD ICP F G IEIC LDk BR AR D
WY, 2 TR L T | SRS U2 5B B (O K DMV M) Thh o7z,

15 20 —
I e B
10 f----mmmmmm el [\ fee e -
, u B0 f---oo{ | e
3

N §
wh
/;|/
|
(9]
|
|

v/
~ES28S898888%8 o
Nadade ettt R _:_\s
I S S S G S G SR G SR SR G e~ A
A T-As (mg/kg) =
[XI3-9 AL RZAEEL DOT-As DFRER RS [X3-10 fbp&AEEH O T-CdDsER Rk
 — 5 7Y bl — 757N B
C R e B R  m— N Y VR
"""" R — - =AY MUEEIE s P R IE

(10) ALRRAEEFF O HRIT A4 5 (T-Cd)

ZM 79 R EDOME N H ST AIRIV AL E (T-Cd) OFRBRAGE O A% X 3-10 1[ZRL7z. FH
fil 1.23 mg/kg & Median 1.22 mg/kg (XIEIE— KL, NIQR 0.08 mg/kg (% HSD 0.19 mg/kg L0/ Vil T
ofc. F iz, N ) LRl SNz BR =R 1T 2K D 83 % THY, TONAM IR A xR ChoTz. 2ok
MH, ZIMLTEELORBREIZZORER FIEICHAL WA EE 2ONS. 2, TR | ERHliE 7z ik B
FEIIRIRD 11 % THY EMEE R LI EN L) o7,

MIBK (ZXH% A (20 3B, #iAXI MU IE T (27 RERE) K OB —~ o 43 &ZHiE 7
(27 ARBRE) (ICLDRABR RSO Median 1%, 1.29 mg/kg, 1.23 mg/kg & T8 1.20 mg/kg S1EE — 8Lz, £/,
Z 5D NIQR 13 0.13 mg/kg, 0.08 mg/kg } 10 0.07 mg/kg LIFIEEDOLRMETH-72. 5 RBREND ICP
BRI LD RBR ARG O W5 2350, Median 1%, 1.25 mg/kg, NIQR 1% 0.01 mg/kg THY, 5 RBR= &b i
| ERFI S AR BR RS Th o7

(11)  FESVIFOERE LR F1 0 v PE TV EE (S-Si0,)

BN 67 ARERED LG 2372 W[ AENE TR (S-Si0,) DB AT D E S iz X 4-1 [TRLTz. F
Il 33.04 & Median 33.54 % (3°0CTEEL 72, NIQR 0.57 % (&, HSD 0.58 %&IFFE—2 L, 2006~2009
FEJE D NIQR 0.49~0.87 % LIFIFEDLRVMETH 7. £z, N/ | LR SN 7R BR = IX 2R D 85 %
THY, TOHMIIFELELARHTHoTZ. ZOZEND, BIMULIZELORBRRIZZORER ST EIEH AL T
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WHEEZBND. Eo, TR | LRl ST T X TRWE TH 7.

S b VT L5 (52 R E) K OEEH I HTIE 4.4.2 W HERRE (12 RBRE) 1L R K& O Median
1%, 33.50 mg/kg KX TF33.72 mg/kg THY, FIEMOFEHED LD ELATST2LZA, ENENLDFE
EIZ 5 % OKYETHERZITROONLN-oT-. £, ZNHO NIQR 1X 0.59 mg/kg LT 0.30 mg/kg T
HY, RS oAL AT LIED NIQR N KED T, 2 SRR E N DALEN 3 HT 15 4.4.1 R X D788 il D
HWEDRDHY, WG T | LRl S DB AR (RUME) Th o7z, 1 BBR=75 ICP FELIEIC LD
BiSAE DS 23HY, N /e | LR S D BR g Th o7z

15 15

e
| :
— 1
e
—
I
. _ |
: —
P

0 ] . v K 0 . T
LESIIRISEIIRSSS3Y ERBRIRR=IREIRTH
Iddddondadag 33 B R R e i A
Sl e :3333333333222\3
& S-Si02 (%) = < AL (%) e
[4-1 FESUNF VBRI R DS-Si02 D [44-2 GESVNT OB AR OALD

R R A BR A
 — A gL  — bl
 m— N TS oAbV 2 m— 7 N7 T EDTA%
------- N e BT I
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15 15
10 — 10 F--ccceeee | | e
’ o
- 5 — - [ I
0 0 SRR i
iﬁgﬁ.%aﬁ.%%i’.%?%?j EFAaRILINTcedy
7 O — o — N N Y < < - = . . . . g . . . g g > -
gwwwwwwwwgggwwi %?T??T??T??T:—é
A S S S S SR SN SR SR SR S Y S 3 ™
= S-Ca0 (%) 3 ak S-MgO (%) o
[44-3 $E SV VELE AR K 0 S-Ca0 D [X4-4 LSV OBRE LR DS-MgOD
uﬁ%ﬁk?fﬁ %ﬂ%ﬁkf{ﬁ&
00 i 2 O fEbLu 0 i 2 00 il 2 O el 0 e

(12) FESWFWERE EELH o7 v 710 45 (AL)

2 85 ‘iﬁ%’ﬁ%b%ﬁiﬂgbot’fﬂdﬂ > (AL) OFRBR AR D FEEF MM a K 4-2 ([ TRLTz. FEIHE
49.51 % & Median 49.26 % (FIFIF—2L7=. NIQR 0.80 % %, HSD 0.70 % XV KEZUMETHY, 2006~
2009 FEED NIQR 0.64~0.92 % LIFZIXFRFDOME Cho7o. Fiz, N | LRl 7B = 1T 2k D
87 % THY, ZTONARIIMEREL KT THoT. ZOZEND, BMUIZELORBREIZIZORER HiEICE
ML TWLEEZ 2 L.

JF - 615 (62 3B =) & OVEDTA i (20 3R =) 12 L 53R Gl Median (3, 49.27 % &% 1149.16 % &
FIE L7z, F2, ZRHDONIQR 1£0.89 % K 110.65 % LIFIFEDLRVMETH-T2. 3 ER=ENS ICP
HEIECEDRBAGE O R ERHY, 1 SBRE ARG ) SRS 258 g (FVVil) Th o,

2%, T ROCTE THRIEZATUVY AL ORRBRAGE 2 i L7z 62 BR=E DO, 2 MR =2 FR< 60 iABR=E 7>
B AMEPE A IR (S-Ca0) J ONAT ¥ 5 1 (S-MgO) D FRER B AE D& 252 1 72 2O B kR o BE
A 4-3 BN 4-4 (R LT, RIEEME A K O HIME 41.99 % & Median 41.64 % 1XIZIE—2L, NIQR
X 0.78 % Th-o7=. £77, 4 RBRENTRG L (|21 =3)EVIek i Tho72. —J5, Al Lo iE
5.38 % & Median 5.47 % [XIFIE—EKL, NIQR (£ 0.08 % Tho7=. F7=, TREBREN AW L 1(jz|=3)E
Il Ch o7,

X 2-5 ©OLIBY, FLIWNTWERE REELH O R AR (S-Ca0) — AIEME T 12 (S-MgO) DBRAR D z
AZATIIAHBNIR D DRI -T2 ZE0 5, il FIEIC I R R ERNIC LD RO A RN e RS,
X 2-6 DEFY, FLIWFOERE AR O FIEEMEE 1 (S-MgO) — <IEMEE 1 (C-MgO) DFER AAE D z A=

IR R EIRIC L2990 FEBE (1=0.473) 35RO LIZ. ZOZ 8, MIERHIZBIT DR FHARE S
z%héﬁ: , REVER B O TR TVE S ORAF T EN NS E R E IR BT O ERDLHEEZ LS.

(13)  FESWIFOERE AR O EEMETE 1 (C-MgO)
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2N 88 BRI B S 3 o 7o IEMEHE £ (C-MgO) DR ER i O FE Sy A 21X 4-5 1R LT, SEHfE
5.39 % & Median 5.42 % [IFIE—#L7=. NIQR 0.11 % %, HSD 0.17 % JW/hSUVMETHY, 2006~
2009 D NIQR 0.13~0.21 % SIZFEDLLRVME Th o7, F/o, Nk | LiHi S 72 E T2k o
82 % THY, TONAIIM AL R TH oIz, ZOZEND, BIMULTZELORBREIZZORBR F1EICE
AL TNWDEB LN, 7o, AL T akBR = 13K Ml 2 R 3B 23 A b,

9 FHEREND EDTA IEICLARBEGE O E 1 HY, 7 RBRE T2 ) LS 2B kE ThY, 2
AR T T A ) SRS, mVVE R MERWMETH 72, F72, 3RBREDD ICP % LIk LR B Al s
DHRENRHY, 2 BRI S | LTSN DB S CTh o7z,

15

10 t-------—-| | | [|------m-

i

~5.25
~5.30
~5.35
~5.40
~5.45
~5.50
~5.55
~5.60
~5.65
~5.70 [
~5.75 |
5.76 L4 1

5.20L0F

C-MgO (%)
[44-5 GRS UNF VBB AR O C-MgO
DFRBR AR
O e DLV 0K

6. F&H

{ERZIERE 10 B2 DWT 154 BRERE DY, Fiz, SLSWITWEREIEE 3 531220 T 90 3Rk = 234
KR E B OT- D O LRI S M LTz, &R BRI X S ANMEIZ LD z A7 Z AW CREliL7=. T2 |
RS NTZEABRE DOEI G 1L 79~92 % THY, [ & | LeHii SNz E ORI G 1L 3~16 % Th-olz.
[ 2 | ERFAM S AL 1F & A 8 ORBRGE I /2 A R D 43 A CThode. — 07, AR & ) EFHiliE b O
EODERELT, ZORBREOFIUTFE Y T D0 E B E OGP EBHLL THRWIEND, BRENZ
DI HT T IEIZBGHL TN ZER DT BT, — R Z2bRE, 2EOFEIE Mean 1, H1AE Median
LIFIEF—EL Tz, BIZ, Median—NIQR 7' my hL7-LZ A, Kor&FRE, Horwitz (& 1IE RO UL 512534
[P QAYs

F72, BEORBRIEICIDHE (10 REBRELL L) D& -7l OBk AE IO\ T, FEMOFEEED
EOWMEEEMLI-EZH, N L2 TORRS THIEMICHERZTRBO LN -T2, KEMEN
(W-K,0), <IEPEE 1 (C-Mg0) , KIEMEIFIFE (W-B,03), OFE 4 (T-As), WRIT L4 R (T-Cd), "IA
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PET S (S-Si0,), 741045 (AL) M ONYEMEH 12 (C-MgO) 123\ T ICP F& MIEIZ KA BBR B 23
SN, WG 10 3 BR R Th 7= 0 THIE M O Ll OfRNTIZAT 72~ 7.
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ZOI[RFRERZ i D2 H 720, BB O HEfi - R, WE MR E L KT 2B LIz, KRG
BHR A AR B T35 K OV JA HH AL B b U DR A E O] 2 I 55300 ONC I K T3tk Ut
& TS OBMRE SALICIREH B L E T

X ®|

1) JRMOKPETEE 2 222 — (FAMIC) : JEEH > BT HE SR O Bl AT 5 T &
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laboratories™ (JIS Q 17025 :2006, [FAERET M OBXIEREBH D REFIIZBE % — M R HIH )
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PereatBr &5 10 BoaeiBR O BR FE M ONEE )
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Result of Proficiency Testing for Determination of Major Components and Harmful
Elements of Ground Fertilizers Conducted in Fiscal Year 2010

Toshiharu YAGI', Yuko SHIRASAWA?, Mariko AIZAWA®, Akira SHIMIZU",
Rie FUKUNAKA®, Keiji YAGI®, Yuji SHIRAI' and Masashi UWASAWA

' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
? Food and Agricultural Materials Inspection Center, Sapporo Regional Center

3 Food and Agricultural Materials Inspection Center, Sendai Regional Center

* Food and Agricultural Materials Inspection Center, Nagoya Regional Center

> Food and Agricultural Materials Inspection Center, Kobe Regional Center

% Food and Agricultural Materials Inspection Center, Fukuoka Regional Center

7 Japan Fertilizer and Feed Inspection Association

A proficiency testing of analytical laboratories was conducted in fiscal year 2010, using reference
materials of ground compound fertilizer and silicate slug fertilizer based on ISO/IEC Guide 43-1,
“Proficiency testing by interlaboratory comparisons”. Moisture, total nitrogen (T-N),ammonium nitrogen
(A-N), citric acid-soluble phosphorus (C-P,0s), water-soluble phosphorus (W-P,0s), water-soluble
potassium (W-K,0), citric acid-soluble magnesium (C-MgO), water-soluble boron (W-B,03), total arsenic
(T-As), and total cadmium (T-Cd) were analyzed using a compound fertilizer sample. Acid-soluble silicon
(S-Si0,), alkalinity (AL) and citric acid-soluble magnesium (C-MgO) were analyzed using a silicate slug
fertilizer sample. Two homogenized samples were sent to the participants. From the 154 participants which
received a compound fertilizer sample, 61~144 results were returned for each element. From the 90
participants which received a silicate slug fertilizer sample, 67~88 results were returned for each element.
Data analysis was conducted according to the harmonized protocol for proficiency testing, revised
cooperatively by the international standardizing organizations IUPAC, ISO, and AOAC International (2006).
The ratios of the number of z scores between -2 and +2 to that of all scores were 79~92 % and the results
from the satisfactory participants were normally distributed. The mean and median of all data mostly agreed
except an element. The median-NIQR plots were distributed near Horwitz curve for each element, and the
HorRat values were less than 2.0 for all elements except for moisture. Where more than ten results were

returned, no significant distribution difference was observed between the different methods used.

Key words ~ proficiency testing, compound fertilizer, silicate slug fertilizer, moisture, major components,
harmful element, ISO/IEC Guide 43-1, ISO/IEC 17025, z score

(Research Report of Fertilizer, 4, 85~106, 2011)
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11 2010 £ F BHZPEEME DR
— & EEAL AR B FAMIC-A-10 & OV @ (b sl ek FAMIC-B-10—

EBEE T, BRI 2, JUKFER °, RIS, (I PEIET 2,
BOEETY %, AFHMIE?, BB 2
F—0—F  RARUEMTL, (LRIER, TEEARS, A EHKS, 1SO Guide 31,
ISO Guide 35

1. [XC&HIC

L0y« BT AR O Uit 3 2 T PR 9D T2 D WAL AT BUiE N R AMOK PE T B 2 2 el % — (FAMIC) 23
T TV AREIZEB WD TINELZ B D ER s BEOHE EMRD O SHIIAR TR THY, Ok
(I HEVEDTER DR DN TS, FERITND, IEBHEE SRS OMBEEHE, LEFELNLIIITK
T2 52 T2 R o A B BE, IRk A i B 55 0 3B iy C I, SR R D15 R MEAE R X OV T v o) |
DT I B BB SRR R FEAZ HE ) B VI LA NSRS FE A BES AW A0 ICA T o, ISt @EaikHC
2k = W o0 I R RBRIC S I USRS 8 A i L T 5.

IAEEBE2E S Mo s Ed, FAEICEB VTS ISO/MEC 17025:2005 (JIS Q
17025:2005) ¥ D F R FHAZ BB LTS O E MM AR OB X FREEHRINL QD 2O R F
I, [RRGEAR Y B oo & IRy 7o H ) S OV RRBR P ) 0 Be i ST RERRBR 7 0 /T L~ D BN ) % 52
i A LN HERRS TS,

F7z, BUE FAMIC ([ZBWW I, IEEHERGEEEYE A (R EALAAEEL , B (@ b a ek & O CE
FEEEEENDZ R, BEL TERY, ZRHDIERIC W TIE, EERNEAMEEZTE T 5720, ISO Guide
35:2006 (JIS Q 0035:2008) ¥ 22 % (CFH #4252 L L1, I1SO Guide 31:2000 (JIS Q 0031:2002) V&2 % (274
FAEE R TSV EERL TWDEZATHSD. 2010 FFE1E, 2008 4FEICFH B L 72 FAMIC-A-08 K& Y
FAMIC-B-08 %, KOERAFNED @\ MB 1 T ARG OB 2 T2t D% 5 AL AR R B OV 38 {1 sl HE A} oo 42
YEMVE LU CHRAL, fTF IR EL R, 7o BT, AEMEVARE, AREHEME, <EEMEE 1,
M~ T B OKIEMEIEIFEICHOWT, BHIXT U E=THEER, ARMEOARE, KIEEOARE, KE
PEINEL, O3, IRIT L, KR, =7 VR OEICHONTH 12 BB CHFERBRAZ I L, 78 Y
B O 2 ERLT-0T, ZOMELRET5.

VO ST AT B N AR K PE Y 2 22 A B L — IR AR 2 A R AR (BRL) A ] AR
2 OMSTAT B N JEBROK PE I B 2 A il e 2 — IR R e A A
S MRNTATECE N PR AR K RE 1 B e il 2o 2 — I Rk 22 A M A D

(BL) 2 HROKEEE W E - 2 2R
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2. MHERUVAFE

1) HERBRAM AR

AAEE OFRGEAE YY) E R R LT, FAMIC-A-08 & U FAMIC-B-08 OE i i 2R AT L i Bk
TEMEDEE AT T ARUCFE R 2 T2 2 CHFRIRBRZ ML, HEAEEITO VO TIT o7,

728, FAMIC-A-08 (%, 56 &L T, R, WileT =7, HALIME, BIFE L HAEr, Pk i 238
AR, VAR KR O T =T ZFEE L Ca—7 I Uik RS s T8 el S =i o EE AL
RRIEENZ VY, FAMIC-B-08 (%, M ELC, Wilg 7 > E=7, B AMG K K OB LN B A2 KL T
AR R S A T eSS i ROl b IRk E Wb O Th 5.

2) HERIEH

BrUWIBEEAE EE A Emli B (LU T RREHEEME A 1LV, )12 DWW T, FAMIC-A-08 L[RIERIC,
EERLE, TUE= 7&?%%, SEMED /VEE, KRB, <MW L, e~ by, BHEIFHIED 7
Ry R BRE A S LTz,

BUWGEREREEYE B i fialel (LT TRRGEEEEME B1LVD. ) IZ DWW TIE, FAMIC-B-08 DRRGEAKL

SyTTHDLT =T VERER, AEMEOARR, KIEMEO AR, KIEVEINE, O, WRITA, KR, i, #Hi

\Z=w v ENZ, &9 sl E & L7z,

3) MERAE

BRI IEELC, BE MR RIS O W I AREHERBRES 2 V-, IERIREBR IOV, IR AT
ED R OEEVERBR LD D, FRBREORINU F ka2 BRiEEL THW .

FER L7 oiriEas 1A KO 1B IIRT.

4) HEMERRER

IUPAC/ISO/AOAC DHREFRER 7 mha/L® ORI IE Y, REHEMEYE A (123 &) L VB (130
R)DEENTNTUZ L 10 BB R E B> THE! iﬁ%uumﬁﬁﬂnﬁﬂ& ZNENORBREA 2%
B TR RN o & 2 S AT TRBR L T MR BR O A L LTz
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F 1A ALY A ORBRT Ik

o bk BB it
AEBR AL |4.1.1.1.C Bitlgik 4.1.1.1.D
%f’f_é;;% ekl stBriE (4.1.1.a A — Lo fiRE Bk
JERHERERE (4.1.1.b BREEE Al /e
FoemThzg |CHOITE ?;2'3'03) AT ATER 1 .2.3.0
(A-N) 4.1.2.b BILLT AT ERE

e S R 4.1.2.b FIVATIVFERE

4.2.3.B.c NFREITF

(4.1.2) f##5
SYRMED JUliR AR 53 # 1 4.2.1.Cd

BET L=y N
(C-P,05) e seppang |42.3.a SFREVT FUBT | L
e s 4.3.1.C.b.2) (f}30) 4.3.3.E WG HIEEE
AR EA TN HL
(W-K,0) g =ppayy 4338 TV AT IORIE  [4.3.3.a T — AR IROEIR
IERHERBRE | 3o oot (41.2) | a7 L — s i
VR |- fEE T |4.2.1.C.d 4.6.2.E JFFWOEHDLIE
(CMeO)  yspseatmyse [4.6.2.0 70— B TWNIE |1
by [EESNTE14.2.1.C.d 4.7.3.E JERFUOERDEE
(C-MO) e atmyse [4.7..0 70— B TWIE |Fe
HMgoz  |EFEPrE j4.2.1.Cd 4.8.3.E TYAFHIE
(C-B,03)

JEEHERBR T [4.8.1.a TV AF U HIE A /2

F 1A FTOAEB T IE L IR BHER B IE DN ICHOWNWTIE, BELBEICBITAREEENRKESELRED I
THY, ZOMDHIEIT DOV TIERE 22T,
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7 1B RRREFEYEY)E B ORIk
M E A AN R O HE
TrRETE | e bris 4.1.2.1.C.2) #Kegus 4.1.2.1.D
ESE
(A-N) EBHERBRTE  |4.1.2.a ZKFE [F 22
. ; 423.Eb NFREVTFUEET
BB H 15 42.1.Cc.1 .
Ty N el oL
(S-P20s) NN N N
oLt 422 NFREVTTFUBTE |
[EEE T S 772
. ; 423.Ea NFRERIVTTF BT
AEE Sy BT i 4.2.1.C.h :
KEHED AW i E=T A
(W-P20s) e o mrse
| A S 3 4242 NFREVT TURT E |
MERRERERIE | e 72
BRI HTE  [43.1.06.2) () 433.E TR
FREEMEIN B
(W-K20) I S 4332 7L —AFEFWOLERIT [4.33.a 70— AR FROEE I
IERHSRUBR L TL—2REE (4.1.2) T — IR
LA 524.1.E Y F )T FF TSI
RECEE 53 B 15 5.24.1.D.a.1) iy,
0% REAL 53 BT A 5.24.1.D.a.1) 5.24.2.E.2) JE W GHEEE
(A)  imppscatsais  |5.2.0 AEDFARTRCE |4
e S b 520 VEFNTFAINNIL |
S I i 1
RS [5.6.1Dal) 5.6.1.E.a T UEHDE
FIRIT L \
CO mpmatgr |02 77T HRFEE O 55000 — mrmos
52
4R JEEF AT 5.12.1.D.a.)(f+50) i) 5.12.1.E #rx&fbik
He)  ymppsatsei: |5.1.0 Bt afLE TG Rz
BRSBTS |511Dal) 52125 FPIERDGE
=)L :
D e i i S LN PP PNIGN = ) 270
52
o REAEL 5B ik 5.1.1.D.a.1) 5.19.1.E JRW e E
o
R I I N

& 1B FOEk o frike, Lk

ERBIEONRFIZOWTE, OF, KR, =7V RO

2DV,

FBHA K OFHBL ST RN R B8, ZFOMIZ DN T, REARBEWVITAR.

5) H#[FEIEAER
RREARVEM . A S OGRREREEME B 2 LL N D 13 3R = _a_ﬁut(% AEREYEM) L A D, §
WE B@#%%ﬁmbtnﬁ%}ﬁiﬂ% 1 RABREH-T-700, £ 12 BR=EIC
BT, BRI

l]‘LA FIJ‘-E*TE
e [EFER A i) . SRR E I
MOHMTRERAZ £ B & ORIV EE 2 T2 [BATV, BFF 6 MO E{T-o7-.



20104FJE JERIEE AR MM E D BE % 111

WA, A E ) (As,Cd,Hg,Ni & O Pd) (2 2\ I A 45T 3 #7C, C-MnO K& U8 C-B,0; (I22W\ Tl
INERRES 3 ALET, ZFOMD R IZOWTI/NESE 2 (L ETRRATHIEELT-.

A&t za7a U —F
/NEF AL TEER S R T

a—TF V=TV E . iR —
MRt IRZHBREE v o2 —
WHNEN B AR E e BY7E 350
WFEN BARERERE S A
MANTATBUE N BWKEHE Z et s— MR 2—
MANTATBUE N BWOKPEHE Z et 72— gt 72—
MANTATBUE N BWKEHE Z et 2— itk 72—
MSTATEUE N BWKEHEZ2EN 24— Al B 2—
MANTATBUE N BWKPEHE Z 2Bt 27— iz 2—
MSTATBUE N RWKPEWH B Z 2Bt 2 — KR
XY e —7 = ARt
(50 ¥ )

3 HERUBE

1) HEGRBRAAHOHEMEHER

P B M A R SRR 0 B e OF 2 RO TRRBR X 10 BB — StALE IS LD 0 WU T DA DAL Rt B A
F21TRLIZ. WTFRORBRIE B 2BV T, FE2F(9,10;0.05) % Flalo722m5, AEAKMES % 128
WTRUEHENC A B2 I3R 0 bR T28 . ZOZEMD, BAFEEWE A KOG EEYE B 13¥Y
ThHhHILEfERLE.

2) HRGBRBBERVEITER

(1) e [FRAER R K O Ak A

FRBRE DO SRR EYE A K ORI Y E B ORI EL & 3A KO 3B I
RLTE. Ak BRIE B OB IC OV T ISO 5725-2:1994 (JIS Z 8402-2:1999) 9 %5 & Tt st ULEE 45
ZEEL, WBR AR DM Z B 572912 Cochran DOHRE B OY Grubbs DR E & i L7=. Z D8,
POREARTEME A OFRBRIE B TIE<SEPED ARE (C-P,0s) K OKEEMEIEHFE (C-B,0;) TENTHL 1 ABRE,
AN ’”byﬁ%'%ééi(T-N)&Uﬂﬁ@’?/ﬁ/(C MnO) T 2 &= OB ARG S B S H STz, E Tz,
WRHEAEYE B ORBRTE B TIE, AaAEMED AR (S-P,0s) , KIEMENH (W-K,0) KL O RIT A (Cd) TF
nEn i ft%@ A DN IKEEPED A (W- P,0s) T 2 3R = O BB GG A A Ui Sl STz
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2 WSRO R

BRI H Mean" sp? RSD” Fig?”
(%.mg/ke)”  (%,mg/ke) (%)
(REREAEYEYVEA)
EHR4eE (T-N) 14.61 0.06 0.4 1.63
FrE=THEE (AN) 10.53 0.07 0.6 1.87
<EEMEY ABE (C-P,0s5) 10.16 0.07 0.7 2.10
REEHEE (W-K,0) 13.50 0.12 0.9 0.34
<EtEE+ (C-MgO) 3.28 0.07 2.2 1.92
¥EtE~ >4 > (C-MnO) 0.39 0.01 1.6 1.10
EMEIE HF#E - (C-B,05) 0.21 0.01 2.5 0.74
(REREAEYEYEB)
TrE=TMHER (A-N) 8.18 0.11 1.4 0.47
AEPED AR (S-P,0s) 8.15 0.04 0.5 0.29
KD AUl (W-P,05) 7.01 0.01 0.2 0.82
AREENE (W-K,0) 8.67 0.07 0.9 1.09
U (As) 2.38 0.11 4.5 1.03
HRIT A (Cd) 6.11 0.05 0.8 2.54
KER (Hg) 0.883 0.01 1.5 2.25
=4 L (Ni) 43.6 0.47 1.1 1.20
#r (Pb) 26.8 0.84 3.1 0.92

1) 10302 20T T DR E Bl

2) ek DR Y R

3)  BUBHE OFE RHE (R 22

4) —ILHEBOOMTEIC L E Syt

5) F(9,10;0.05) : 3.02

6) As, Cd, Hg, Ni& U'Pbldmg/kg, = DMD 57 15%
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#3A FRIEHEREAD L FIREREE R (201) (%)
A" wH4em (T-N) TUE=THEH (AN)

A 1448 1444 14.61 1446 14.14 14.18 3) 10.72 10.74 10.73 10.50 10.42 10.54

B 14.89 14.84 1491 14.82 14.87 14.79 10.64 10.66 10.64 10.70 10.63 10.72

C 14.67 14.57 14.68 14.68 14.75 14.64 10.49 10.52 10.54 10.66 10.58 10.64

D 14.72 14.65 14.71 14.73 14.65 14.73 10.66 10.69 10.65 10.68 10.69 10.68

E 1496 15.06 14.82 14.83 1495 15.02 10.56  10.56 10.58 10.62 10.59 10.60

F 14.66 14.68 14.61 14.66 14.68 14.57 10.64 10.49 10.63 10.73 10.53 10.35

G 14.64 14.70 14.75 14.67 14.69 14.73 10.39 1040 10.68 10.36 10.40 10.63

H 1471 1459 1473 14.67 14.67 14.65 11.00 1092 1092 11.02 11.07 10.97

1 14.84 14.68 1456 1442 1455 14.64 3) 10.81 10.61 10.85 11.18 10.82 10.73 2)

J 14.51 1453 1451 1454 1456 14.55 2) 10.40 10.28 1026 1040 10.24 10.23 2)

K 14.58 14.55 14.62 1467 14.68 14.64 10.59 10.60 10.63 10.65 10.70 10.67

L 1456 1459 14.54 1454 14.60 14.57 10.80 10.82 10.81 10.83 10.80 10.81
iz YEMEV AR (C-P,05) IKEEMEIE (W-K,0)

A 9.82 9.84 9.88 9.81 9.84 9.83 13.51  13.52 13.56 13.68 13.40 13.46

B 10.12  10.13 10.11 10.15 10.14  10.14 13.56 13.56 13.70 13.64 13.59 13.68

C 10.10 10.12 10.10 10.14 10.18 10.16 13.56  13.54 13.65 13.30 13.54 13.40

D 10.27 10.27 10.32 10.12 10.08 10.12 13.68 13.53 13.62 13.72 13.82 13.82

E 10.15 10.11 10.11 10.14  10.09 10.11 13.37 13.28 13.25 13.18 13.56 13.34

F 10.14  10.09 10.09 10.04 10.06 10.11 13.66  13.53 13.56 13.56 13.58 13.56

G 10.00 10.02 10.06 10.02 10.03 10.04 13.69 13.70 13.73 13.77 13.79 13.81

H 10.08 10.02  10.06 9.98 10.05 10.04 13.42  13.55 13.61 13.51 13.58 13.64

1 9.94 9.82 9.77 9.72 9.76 9.92 13.87 13.73 1394 1391 13.84 13.85

J 9.32 9.45 9.31 9.39 9.53 9.38 4) 14.02 14.00 1399 14.01 13.76 13.88 2)

K 10.09 10.08 10.15 10.21 10.17 10.15 13.65 13.60 13.68 13.56 13.65 13.63

L 10.04 10.02 10.06 10.06 10.05 10.04 13.50 13.50 13.47 1343 13.50 13.45
Hbpa" TAMEEE T (C-MgO) Wt~ 4 (C-MnO)

A 3.33 3.42 3.26 3.23 3.13 3.09 0.414 0.410 0.423 0412 0.407 0.416

B 3.12 3.25 3.18 3.22 3.24 3.24 0.420 0.412 0409 0.410 0.407 0.408

C 3.33 3.27 3.21 3.18 3.20 3.33 0.392 0.385 0.394 0.378 0.387 0.382

D 3.42 3.20 3.24 3.49 3.45 3.47 0.410 0.417 0.414 0.406 0.407 0.400

E 3.27 3.37 3.37 3.20 3.44 3.33 0.393 0397 0.397 0.414 0.389 0.340 3)

F 3.34 3.31 3.32 3.27 3.29 3.34 0.430 0.435 0.440 0.396 0.416 0.402 3)

G 3.11 3.20 3.28 3.14 3.23 3.27 0.405 0.406 0.406 0.410 0.411 0.412

H 3.39 3.49 3.33 3.40 3.32 3.29 0.393  0.400 0.407 0.394 0.402 0.401

1 3.32 3.47 3.29 3.26 3.26 3.32 0.406 0.404 0.405 0.402 0.405 0.407

J 3.15 3.20 3.35 3.45 3.23 3.32 2) 0.400 0390 0.412 0391 0.405 0.395 2)

K 3.11 3.08 3.04 3.11 3.15 3.15 0.405 0.401 0.399 0.389 0.395 0.401

L 3.28 3.30 3.38 3.33 3.37 3.31 0.396 0.399 0.393 0.399 0.391 0.397

D HEFERBRICS L2 BRE DR 5 (EARFE)
2) ST T IE ORI L D BRIME

3) Cochranf& i€ |2 L D5 UE

4) Grubbst® B 12 LD A AE
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F3A IR E AL RIRERE F (FD2) (%)
s EEMEIFHFE (C-BL03)
A 0.221 0.209 0.214 0206 0.211  0.202
B 0.212  0.206 0.200 0.204  0.204  0.209
C 0.202  0.207 0.203 0.203 0.207 0.214
D 0.203  0.202 0.208 0.210 0.210  0.200
E 0.206 0.207 0.211 0.204 0.210 0.218
F 0.205  0.202 0.198 0.205 0.205 0.207
G 0201 0202 0204 0.199 0.199 0.201
H 0.216 0.218 0.226 0.216 0215 0.214
I 0205 0211 0210 0.229 0230 0.230 3)
J 0216 0218 0221 0.216 0212 0.208
K 0211 0212 0218 0.205 0212  0.209
L 0213 0209 0.217 0217 0211  0.210
D HFERBRICBIL - RBREDOT S (IERF)
2) ST T HEOGRIC LDBRAME
3) Cochranf® & (2L B4 UE
4) Grubbst2 B2 LB/ MUVE
#3B FRIEMEME B RIFBRKE R (1) (%)
EN e TrE=THER (AN) AIEME Y ABE (S-P,0s)
A 821 826 835 847 856  8.66 802 805 799 7.99 807 8.08
B 826 839 830 831 840  8.38 813 815 811 807 810  8.09
C 832 809 810 821 829 829 818 813 808 816 817 820
D 824 831 831 834 833 817 816 817 818 808 811  8.09
E 866 876 826 856 849 833 811 814 805 802 799 8.3
F 824 842 835 832 830 827 804 821 815 811 810 8.11
G 828 829 832 815 819 825 813 814 816 815 815 8.15
| 853 849 848 876 861  8.62 814 814 809 798 796 798
J 839 846 832 829 842 845 761 771 764 767 771 175 4)
K 850 848 855 848 850  8.48 809 814 813 811 816 8.16
L 834 838 836 834 832 832 810 803 811 816 810  8.05
M - - - - - - - - - - - -
SHEpx KEMED B (W-P,0s) KIEMEIME  (W-K,0)
A 702 698  7.02 692 693 694 885 88 894 884 888 896
B 698 699 697 696 698 697 889 88 88 9.00 9.03 898
C 700 7.00 7.00 7.04 7.06 7.05 864 88 869 854 859 855
D 709  7.12  7.08 7.07 7.07 7.07 893 891 897 892 897 887
E 697 7.04 667 68 688 694 3) 833 834 829 865 859 875 3)
F 710  7.10  7.10 7.03 7.05  7.02 891 890 890 874 876 875
G 6.8 689 690 690 691  6.93 874 875 876 876 877 878
| 6.8 690 685 701 7.04 695 3) 899 896 897 9.05 9.02 9.01
J 699 7.05 7.09 7.07 7.05 707 959 10.13 10.01 10.00 1021 9.03 2)
K 700 7.00 697 698 7.00 7.0l 880 875 88  8.78 8.8 8.84
L 691 694 695 690 691 694 888 88 885 88 885 885
M - - - - - -

D) EFRFRBRICS MU= RER=E D5 (ERE)
2) ST FIE DGR L DERIME

3) Cochranf® & (2L D4 UE

4) Grubbs# TE I L DM E
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3B AR EMEBO LE B R (2 02) (mg/ke)

g U#  (As) BRI A (Cd)

A 225 225 198 223 219 213 6.10 594 567 607 617  6.10

B 253 266 246 260 263 270 6.09 605 611 616 615 616

C 231 256 241 234 236 205 6.10 614 606 607 59  6.00

D 231 215 215 251 229 230 581 584 590 570 576  5.76

E 251 256 253 260 263 260 588 594 593 58 58 584

F 225 230 226 227 224 231 591 578 577 5.8 591 585

G 236 239 239 226 234 240 624 627 629 636 636 642

I 231 232 235 243 253 2.4 6.10 601 610 606 58 568

J 1.06 136 097 094 116 102 2 652 597 628 612 598 612

K 247 241 249 260 252 247 641 642 631 595 641 636

L 207 201 204 204 207 207 6.03 603 608 612 603 59

M 246 247 247 260 241 244 516 510 525 520 508 516 4)
e KER  (Hg) =7 (Ni)

A 0.922 0914 0.890 0.878 0.834 0.887 49.1 459 449 480  49.0  49.0

B 0.828 0.858 0.810 0.887 0.872 0.865 445 466 442 492  49.0  48.0

C 0.872 0.860 0.878 0.852 0.875 0.864 474 470 461 462 452 448

D 0.821 0.840 0.819 0.838 0.820 0.823 46.8 458 454 469 471 476

E 0.790 0.800 0.781 0.871 0.890  0.881 447 451 439 431 455 424

F 0.833 0.806 0.894 0.822 0.858 0.839 473 469 474 41T 413 479

G - - - - - - 444 446 446 440 443 452

I 0.883 0.823 0.876 0.839 0.861 0.880 463 473 485 473 441 446

J 0.873 0.888 0.858 0.899 0.907 0958 2) 341 323 336 327 312 305 2

K 0.844 0810 0.812 0.775 0.782 0.776 453 451 447 421 437 452

L 0.926 0956 0.977 0.946 0.920 0.931 442 438 439 439 444 436

M 0.828 0.812  0.855 0.909 0.897 0.866 40.8 421 424 399 394  39.0
A" #n  (Pb)

A 262 276 253 271 256 267

B 263 266 259 254 261 254

C 260 268 260 260 299 268

D 253 257 239 245 241 237

E 270 262 253 235 237 237

F 255 277 259 275 267 263

G 242 243 249 234 237 238

I 272 233 257 245 256 271

J 245 239 239 255 258 240

K 297 300 289 297 290 296

L 3.7 322 331 326 331 317

M 235 234 238 231 225 239

D) RIS L =R BR =D = (EARE)
2) T IT ORI L D ERIME

3) Cochranfi E 2L D4 fE

4) Grubbsf# E (2L DS U E

(2)  DFFTHEFE B OVER W] P BLRG &

SRV Z RO LT AR BR Bl 0 SR U7 S, OFT AR MR (R 22 (SDy) , DFAT AH XM #E 4 72 (RSD,) X OF
1T HorRat f& (HorRat,) 3 ONZ =5 [#] #5 BLAE Y 75 (SDr) , =5 [A] 75 BLAH e 1% 4E 4 7= (RSDr) K OV [H] ¥
B HorRat fii (HorRatg) # 3 4 {27k L7=. HorRat fE I 540 W 0 B IZ B W T FiE DRSS E O 235

DHIZH W;ﬁfis@ HorRat, |3 RSD,/RSD, (P) % U} HorRatg 1% RSDR/RSDR(P) IZE0RDBENDO. Ik,
RSDg (P) I3 ¥ BAl A S Horwitz 2 VICE0RD =, F72, Fpky (BR LR (T-N), ToE=T1EEH
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(A-N), <I&EMED AR (C-P,05), AI¥EMED AUEE (S-P,05) , 7k7§‘$@/uﬁ§%(W-PzOs) REEPEN B (W-K,0) ,
<EEMEFE 1 (C-MgO) , <IEME~ L H (C-MnO) K UK IEMEIZHFE (C-B,03)) K OVE ESy (05 (As), 7
RIT A (Cd), AR (Hg), =>7 /L (Ni) L VR (Pb))@RSD (P) 1% Horwitz ZAZZNZ 1R 5 (1/2) K UM%
$5(5/8) R UCTRD12 1 S G E BRI T2 E B2y e OV F Y % OB AE O RSD, 1T 0.4~
2.3 %M 2.0~3.7 %THY, THNHD RSD L 0.8~3.3 %M ¥ 3.4~10.2 % Th-o7=. £7/-, RSD, K O}
RSDg D FFAMIZ IV % HorRat, 2 U8 HorRatg 1% 0.26~1.40 T} 0.26~1.04 THY, Wb 2 LLFTHo
f:14).

K4 LB OB R

WERIE e pwy” SD”) RSDY HorRat”  SDR” RSDe”’  HorRatx'
=35 (%mgkg)) (emgkg) (%) (%.mg/kg) (%)
(FEGHAEEYEA)
EFLE (T-N) 9 14.71 0.05 0.4 0.27 0.13 0.9 0.32
TUE=THER (AN) 10 10.66 0.08 0.8 0.55 0.16 1.5 0.55
<MY ABR (C-P20s) 11 10.05 0.05 0.5 0.34 0.13 1.3 0.46
KRIEMEME  (W-K0) 11 13.59 0.08 0.6 0.46 0.16 1.2 0.44
<ML (C-MgO) 11 3.28 0.08 2.3 1.40 0.11 3.3 0.99
¥~ > A > (C-MnO) 9 0.403 0.005 1.2 0.52 0.010 2.4 0.53
SHMEIZHFE (C-B0s) 11 0.209 0.004 2.1 0.83 0.006 3.1 0.61
(FRFTAE M EB)
TrE=THESR (AN) 11 8.38 0.10 1.2 0.82 0.15 1.8 0.61
AEEMEY AR (S-P20s) 10 8.10 0.05 0.6 0.40 0.06 0.8 0.26
IKEEMED AVBE (W-P20s) 9 7.00 0.03 0.4 0.26 0.07 1.0 0.32
AREEMEIE (W-K20) 9 8.85 0.06 0.6 0.44 0.12 1.4 0.47
U (As) 11 2.36 0.09 3.7 0.53 0.19 7.8 0.56
BRI A (Cd) 11 6.04 0.12 2.0 0.33 0.21 3.4 0.28
KéR (Hg) 10 0.858 0.029 3.4 0.42 0.047 5.5 0.33
=w 4 (Ni) 11 45.3 1.3 2.8 0.63 2.4 5.2 0.58
& (Pb) 12 26.2 1.0 3.7 0.75 2.7 10.2 1.04
1) fRETIC - R B Es 6) ZEFFFHEERZE
2) SERME (n=3RBR B HoFURHR (2) X 73R (3)) 7) S R R 2
3) PHMTEUER = 8) =M HiHorRatfE
4) OHMTHEIEERZE 9) As, Cd, Hg, Nif% U'PbiImg/ke,

5) fF{THorRatfi Z DD 1E %
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3) RIHERUTRFEMNS

ISO Guide 31:2000 (JIS Q 0031:2002) ¥ IZ B\ B AL HEM - ORBFEED LEANKF EL TER I T

BERAEE B OR eS8 %3 51 2R L=, %72, ISO Guide 33:2000 (JIS Q 0033:2002) 23 TR KRS
EEEM B OMERICHTID L2555 7 — 2 (RIS T D0 TR M W 22, =2 M i SRS e 2=
OENTIZH W BR = 5L 25 5 \TRLTz.

#5 FRREEFICRLHES N HE

AL DA BET—H
HERIE H A T sD,” SDr’ R
(%,mg/kg)”  (%.mg/kg) (%.mg/kg)  (%,mgkg) =k
(GRALIEAEYE A)
EZHFew (T-N) 14.71 0.08 0.05 0.13 9
T =T HESR (AN) 10.66 0.09 0.08 0.16 10
EEPEY AUl (C-P20s) 10.05 0.07 0.05 0.13 11
KEBEMEIE  (W-K20) 13.59 0.09 0.08 0.16 11
<HEMEL (C-MgO) 3.28 0.05 0.08 0.11 11
<M~ > (C-MnO) 0.403 0.006 0.005 0.010 9
EEMEIE S FE - (C-B0s) 0.209 0.003 0.004 0.006 11
(FRALIEEY) EB)

TrE=THEHE (AN) 8.38 0.07 0.10 0.15 11
AIYAMEY AR (S-P20s) 8.10 0.03 0.05 0.06 10
IKIETED AR (W-P20s) 7.00 0.04 0.03 0.07 9
KVEMEITE (W-K20) 8.85 0.07 0.06 0.12 9
U (As) 2.36 0.10 0.09 0.19 11
ARIVL(C) 6.04 0.11 0.12 021 11
KR (Hg) 0.86 0.02 0.03 0.05 10
=4 L (Ni) 45.3 1.2 1.3 2.4 11
#n (Pb) 26.2 1.5 1.0 2.7 12
1) PRIRRHE S (B &R (k =2)) 5) As, Cd, Hg, Nif&& U'Pbidmg/kg

2) PHTIE (R 2 ZDOMDRLSTIE Y%,

3) SR A R
4) M - SRR

(1) RHeMEOHE N

EHL AT O3l SAUTAR AR OB OREHE RS (u) 13, AR (N) B0 KREWGE, BEARDRE
Heff 7 (s) EOBAR A (a) NTERIND. HEUE 2 () 1%, LFRIFBROMB EIE O MR =42 b2 lll,
e [F] RER O R T IR MR 72 (SD,) , 2 W] 5 BUAE M (R 72 (SDr) M OV ik BR == TOHFT AT 015 (n) 725, (b)
KUKV RO T, FTo, FAMEO RHENSIT, JLEARHENSTHY, FEERFENS (u) IO E R (k) 2L
TRD ((e) ), BT 2 HTLANIZILD T Zeds, B E GRS (R) IXIEBLY A0 DA HEUKHE 95 % 1Z5% Y4
THR=2L1LT-.
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BT () = @)
s =l - 1D )
LR ATEDE (Usso,) =k Xu -+ (c)

(2) FREEME DR E

PLEO#ERAEILIC, 2 TOREBRIEB 238575280, 2010 4F 12 HIZ FAMIC A& CRAE S 7= ekt
INTEEEREI R R Z B S OF A Z T RAHEA R E Lc. 7238, RGEEIE, 35RO %) % frik
REEINSOHTIZID TOFR R L.

4) RIMEEMEOFENA

ISO/IEC 17025:2005 (JIS Q 17025:2006) 2 "Cli, FRAFEHEY)E % I\ CRBRFT O B O N b B &

VR T 23 B L7 R BR 7 1k DS /érﬁ%ﬁm@éﬁm‘é ENHESRESN TV, 2T, iBAFE EY S &
AN 5BR BAE D BB D FEATT O — Bl & BT 5.
PSS B OO 72D I N L 7= TR BR O MK UL (n) W ONCFR 5 OFREEE (w), PH TSR 2 (SD,)
Fe OVER [ FFBUAZ HEff 7 (SDR) 2 WO T (D) =X, (e1) KR OV (1) AT KD, FREREAR 0D 728 O W 75,
AR B QWL AR % R p BT 18 720k, (TR O ZNORERE CUTEEE) 2 V2561, K
LE(n) & n=1 L1, B ((e2) ) K OLE#R ((£2) ) 2R 5.

S B PR ML E SR ORI A B A AL, FO—EORBRE RN EA L, HRBRE ER TSI LN
PEND. 2 mlERE L CE O N B R A N E AR ORI A 2 25 A, 2 A oA REA L, B
B I 52N EEND.

BERERFI 7D DB ()= (5D - D7)+ 25+ (a)
AT B MR = u 2% o e (el)
H— ORI 3258 = n=2XSDr -+ (e2)
T DI = u+3 %o e (1)
H— ORI T DAL E R = ut3XSDr -+ (f2)
4 i

FAMIC I&, BB REAE M E kathE}zﬂEﬂ FAMIC-A-08 K UMb s R FAMIC-B-08 %
FEEL, & AL B FAMIC-A-10 & OV @b sl iR BF FAMIC-B-10 Z B U7z, /& B Ak i AE At
FAMIC-A-10 1% 7 k5 Z78E L, Wl b IBE FAMIC-B-10 1% 4 Ty & OV 5 B EK Sy 278iELT-.
FRRE ST 1, SEAEERZ EL, 1SO Guide 35:2006 (JIS Q 0035:2008) 3 &% & |Zfi#HT L7-. 1SO Guide
31:2000 (JIS Q 0031:2002) ¥ D B R FIEIZFE SV TRRGEE K T~V EAERL LT, JEEH > AT 12 ek
REES (2010 4 12 H) OF#E2Z T, 2011 17 02O IR ERREE W E OIRGEZ B MG LY.
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NEEFOFEEME X, EWIZIZMUSIER L T 6i37e<, £z, EAOIEER ) SRIE T LR RS, 2
DISLRBLRD, ZOREEWE LB OF MR ICHBR T 2L 2AITREVb DO LB END.

B

A} R RIE R HE M) B 0D B FE 3\ TMANZAT BUE N JR 56 - R i PE 26 BT R & AF FEREAR & dn i & I JE T
ZH B LA K ORI XSRS THSEL TUEA U E T, Ee, BRI T ) TV 28
K&ttt a7 v U9 —F, NI TERASALIE T, a2 —7 2o V=7V 7R iR 5y
Wriev 2 —, RS HIRABR S H &7 —, MEHITE A B AIERE R E B 2 B 7 S8, MEITE AN B AIE KR
WEBRAIB KL O A =T = A RAR DB AIH B R LUET.
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Preparation of Fertilizer Certified Reference Materials for Determination of Major
Components and Harmful Elements: High-Analysis Compound Fertilizer
(FAMIC-A-10) and Ordinary Compound Fertilizer (FAMIC-B-10)

Sakiko TAKAHASHI', Toshiaki HIROI®, Toshiharu YAGI?, Shinjiro IZUKA®, Masayuki YAMANISHI?,
Satono AKIMOTO?, Yuji SHIRAI® and Masato SHIBATA?

" Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Planning and Coordination Department

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

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

(Now) Ministry of Agriculture, Forestry and Fisheries, Food Safety and Consumer Affairs Bureau

Food and Agricultural Materials Inspection Center (FAMIC) has developed two certified reference
materials (CRMs): high-analysis compound fertilizer (FAMIC-A-10) and ordinary compound fertilizer
(FAMIC-B-10), for analysis of major components and harmful elements. FAMIC-A-10 was certified for the
contents of total nitrogen (T-N), ammonium nitrogen (A-N), citric acid-soluble phosphorus (C-P,0s),
water-soluble potassium (W-K,0), citric acid-soluble magnesium (C-MgQO), citric acid-soluble manganese
(C-MnO) and citric acid-soluble boron (C-B,03). FAMIC-B-10 was certified for the concentrations of
ammonium nitrogen (A-N), neutral citrate-soluble phosphorus (S-P,0s), water-soluble phosphorus (W-P,0s),
water-soluble potassium (W-K,0), arsenic (As), cadmium (Cd), marcury (Hg), nickel (Ni) and lead (PD).
The certified values were obtained from a statistical analysis of the results of a collaborative study on the
chemical analysis of the potential materials for CRM. Twelve 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 developed CRMs were expected to be useful for

the quality assurance and the quality control in the analysis of inorganic pollutants in compound fertilizer.

Key words  certified reference material (CRM), compound fertilizer, major component,
harmful elements, ISO Guide 31, ISO Guide 35

(Research Report of Fertilizer, 4, 107~121 2011)
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