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2) HEERUHFE

PRIE 1 2 28 HH E B I E L oW k% —8 SUMIGRAPH NC-220F % iz, 7z, B EEC
I E L O E @ IRE S A T5L00%L, S/IX BREREBILSE ZEHLTIELL. ZORGE
X, 1RGHT-0HIERE O & O a7 v OFRE BT K 30~35 mg, RFEFREGE 1T 5,000~7,000
mg Tho.

3) MDA

B ROIEEHZ, £ 0.5 kg #E=— VRIZANTEHL, SHIRFETH IR CTRFELE. SHTICELT,
HEE OB CHBRE 500 pm D520V AEIE T 50T, IKIREG L Totr Bl A L7z,

Fo, AR AEEHE, 200 mL OFZRISWILVTEE L, B CHIE TR L.

4) MBERICKDEREZEDAE
MRS EA I 2 —RIRFEFICBWT, REEEEER AT EELZHVREEICIVER 2
BOHAEZLU T OLEEVITT.

(1) HEROIER

3.1), 3.2), 3.3), 3.4) KX 3.6) 128\ T DL-T ARTX IR (ML 99.0 % DL E)ZHW, £ 112
LI TEHELBEZNEL TREREIMER L. 3.5) 128 WU LR B N R BB THHZ LD,
L-77 =2 (GRIEFRR) 2.5W/v0o KIEIR (BFRE2E 0.391%) Z AV, B LIDRLEFHTERE2E4HEL
THREMREERLT.

(2) FEOHE

3.1), 3.2), 3.3) KO 3.4) TIXEIROE S LB FE K OB R EEEHZ DWW THHIEEH 0.1 g & 0.1
mg OHTETEY, (1) LABRICOITREI P OEFE2EZMWEL. 3.5) THEOHEEHY 03 g% 0.1 mg D
HiECED, (1) LRERIZOITREI P OERLEANEL. 3.6) TIXHHTHEL0.02~0.5 g DR TEHRY
BTk E 0.1 mg OHTETEDY, (1) LRBRICOTREIFOEZRLELZNELL.

WG ELT DL-7 AT R E FHWZBRITIE, BEES IO U CEREILEHI A Y & A 2107,
JECEH AT B OIRBE I B A T TH DR L EE 2D, RBE R E B O DLT-0IZ, TR EHI
AR/ — A (EFREE 0.005% LLT)ZRMUTHIELE.

5 TILE—ILEICKEZEREENATE

IR R BRIE I > TR BI PO R R L EAZHELZY . T720bL, MEEEEREE A/ T2IEEHC
DUVNVTHE, Bl A REE (1 R I8 ek — 7 V¥ — Lok, BRE IEE (1 ) IFRRRIEICI T =T %
F, TONE - KRB ECIOMBEERAEL T =T HER R OMBEEROABREZHE L
TEREELLE. I, MRIEHZOW IR TT VT G4 —rVE — Vo fiik, oMo EEHZ S
W A — VA RIEIC IV E Z B2 E L.
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K1 RPEEEERNEEREDO I &M

PRIGE AT A B EERE R, WiFE99.9999 %Ll F, HiEE200 mL/min
X UT A ERLEE AU A, #FE99.9995 % LA |, i 875 mL/min
BT 2 SUBFIVFEAT L ADT A
RO E S/XERFERE AL R
i R BVRE L s (TCD)
B S
SR HP R B 870 °C
IEICAF IR EE 600 °C
717 IR 85°C
Tt H A B 100 °C
DL-7 A/ TX iR #9300 mg
L-7 =2 5w kiEsig?  KI500 mg (22542 50.391 %)
AR 100 mg~300 mgf&
27a— 2 FINE: 180~300 mgf& i

D) BB ROV DRREED R R30~35 mg, BRFRERES)735,000~7,000 mg TH5
2) 3.5) ORBRICB I HIREAR KL OCORETHD
3) RIERR (EHFELE0.005 %LLT). 3.5) ORERICBOTIZEIML TN

3 BERRUER

1) BRBEERRIO—RERM)ER R ED LB

EROEEIEEEFICDONT, R 1 ITRLIZEE T CREEER O VE — VIBIZI BRI P OE R4
BEERHELSONREMEA R U R, B IR R OFRERZHES LTS 1 A, FAy—LE
LD ME ISR U CTRREEEIC LA HE B CE¥IMHE) 2393 % K OV95 % LIRVMEE/e-72(FK2). Z0Hb,
Bl & A EHZ VLA R N B3 - (FREE D VD LR iE ~ 7 1 0 AOMEHE) S EEHE L CTE SN THY, 20
BEIEN 14 % Tha. £, FREREZE B G IEEHIO SRR BUEEM &L TR Lk (FeO) 2ME X TR
0, ZOEIED 46 % L@\ ZOIHNT, B IEEO FUR R IZIZ AT BB O R BRI B2 T THON
HHEEZ B, HEMICENECT- LRI,

2) BBEEICHITDHRYO—RFHNNEF &R IMEF DB E 8D L8

3.)DOFE RS, BRBEEICB W TRBESI R 2 E D 5720, EFIROBE S IEEHEICOWT, SfratkHc A
7 —AERMUCEZLBEZRE L. TOME, 3.1) 1BV TURBELEE 7 VA — L ik CHIEEIZZEN
HAENTZEL A IR K O F ER = A EAIEE T, 7 & — Vi L5 8 E B 32 8 E E O E & 5
99 % K TN100 % L7V — Lkl R OHIEMNP ST

ZOMDREEHZ DWW TIE, A7 —ARMOAF FEIZHDET, 7V E — LB X2 0 E 5 &7 55 O
EENEFONT(F 2). A7 —2Z@ML T 3 ST THE LSO B E A7 0 — 22 0T 457
Prakt O & BE L 3 ST CHIE LSO R EZ LR L2 L 24, WE DR 2 EOREEOMIZE
WHERE (r=10.999, y = 1.005x - 0.042) 238D H7= (1% 1).
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3) BABEE(RVDO—REHM) EHERELD ELEL

B AR DA RS, BRI L ORI IEEHZ SN T, i EHC A m— 2Z T U BEE 12 XY
ZHELEL 3 AT CRIELELNIZENSTU X DI OBIRUEES X — A EIC R 1 AEELES
DAV E A LLE U7z, BRBEVE IR D kB T o E R 2 EOWEEOHIFHIL 0.60~46.53 % THY,
TS — AR LD RE B RT3 2FE Kk O EMED 2L 98~105 % (CEXIfE 100.5 %) K TH-0.20~
0.39 % (CF¥HIE 0.05 %) Tholz. iFOEFERLEBOREMOMIZE VAR (r = 1.000, y = 1.004x +
0.000) 23RO HIVT (1K 2-1) .

BB OFEEE X 43 B TiE, ETRROEAIEEHEICRB W T, MEBEERICID ORI 0ERL2EOHIE
EOHPAIL 3.88~18.34 % ThV, F/¥ — /WEICLHHEMICK T HEE K OMEMEDZEIL 98~
105 % (CEEIME 100.3 %) J 18-0.20~0.22 % (FHIfE 0.00 %) ThH-o7-. W#E DEFREEORIEMEDMIC
B VB (r = 1.000, y = 0.985x + 0.137) 23R B AL (X 2-2) . EREAEHT BT, BREEEIZLD 0T
REFFOEZE2BORIEMOFI L 15.65~46.53 % THY, 7VF — WEICI I EMICH T8 A &
OWEMBEDZEIT 100~101 % CE¥IME 100.5 %) L T-0.11~0.39 % CEEIE 0.15 %) Th-oT-. miE D
ERLEOPEMOMIZE W (r = 1.000, y = 1.004x + 0.020) 233805172 (K4 2-3) . iR IEEHZ B
WTC, BRBEIEIC I D sl Bt O B R 2 EOWREME O IE 0.60~16.10 % THY, F/AF — )L iEICED
B98I A K OWIIEMEDZEIL 100~104 % CEHME 101.6 %) Z O 0.00~0.33 % (CEXIE
0.13 %) Th-o7-. MiFDOEFREBEOWPEMOMIZE VAR (r = 1.000, y = 1.020x - 0.010) 3FBH BT
(1 2-4).

F2  RBEEICBUT DA 0 —ARINOA FEIZ LD HEE O LR

SEREE PRBETE
meoms 2 VB 70— AT O — A
BEME (%) FEMEBED (%) BED (%) FEMERD (%) B4 (%)
959]=%531 13.99 13.77 98 13.85 99
(LR B2 6.82 6.74 99 6.77 99
1L HAEER3 18.33 18.27 100 18.30 100
(bR AEE 4 8.83 8.73 99 8.76 99
1L RAEELS 9.16 9.01 98 8.98 98
{LEZAE LG 6.74 6.75 100 6.76 100
1L AE L7 5.94 6.04 102 6.00 101
{L R AE LS 8.75 8.80 101 8.76 100
1L R AEER9 13.62 13.34 98 13.44 99
e ERLA AN 6.61 6.70 101 6.67 101
FeERLA IEER2 8.40 8.47 101 8.41 100
B EBLA AR 5.04 5.20 103 5.20 103
e ERLA IRk 10.68 10.58 99 10.61 99
FEEBLA AEELS 9.52 9.58 101 9.58 101
e ERLA kL6 11.08 11.07 100 11.06 100
e EEL & ek 7.92 7.82 99 7.88 100
Bl A AR 4.86 5.12 105 5.05 104
Bl & AEER2 14.70 14.59 99 14.61 99
Bl A AR 12.36 11.45 93 12.26 99
Bl & AR 3.86 3.88 101 3.89 101
FREE = FAE A ek 5.11 4.83 95 5.09 100
B EEAE SRR 10.81 10.97 101 10.99 102

1) LARAELESNT-E
2) 3RHHMTTRIELELONIZED ) E
3) TN =B IDBEMIS T OREMOE G (RBEERIEM, v — VERIEM X 100(%) )
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y = 1.005x — 0.042
r=0.999

ROO—ZFEIP (%)
o

/"

D - 1 ]
0 10 20

AO—ZEEFEM (%)

B 1 RBEEICE DA 0 — AR EA v — ARG 2315
28 R A I E i o HL
(£ 2 ITBITDELAEIEE 3 K OFEER=HE S LR Z RO -AE S )
D) SirsEHC A o — 22 ENE 3 3 0T CHIE LE DB O SE Il
2) HTREHZAZ B —RZFML 3 SOHT CRIE LS DAL E O 4 i

50 20
40 F y=1.004x + 0.000 y = 0.985x + 0.137
r=1.000 15 - r = 1.000
e 30 3
ﬂé # 10
4 #R
£ 90 =2
£ &
10 >
0 0
0 10 20 30 40 50 0 5 10 15 20
TILE — )ik (%) TILE—IL% (%)
2-1 BRBEWE (R7a— RN LB — Lk 2-2 BREETE (R7ua—RIRMN) & v — ik
WZErER BN EMEO LR (BE) IR EFE L ENEMEO

(A Mk (BETAR) )
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50 20 1
I y = 1.004x + 0.020 y = 1.020x - 0.010
40 ' = 1000 15 r =1.000
S a0 | 5
#H # 10
# | #®
g 20 &
5
10 1
0 0
0 10 20 30 40 50 0 5 10 15 20
FILE—ILi% (%) FILE —)Li%k (%)
2-3 BREESE (RA7a—R3RMN) & v H— vk 2-4 PREEWE (R7a—RIRMN) & Vv E — ik
FrEFEeEREMEO R (ZFREEE) \Z XA E T2 BN EMO e # GRIRAEEL

4) MBEEICLIEREERNEDOHITHER

BT AR D18 A REEEE, 28 S E AR VR IEBHZ W T, BHE L2 EE 3 SHT TRHIEL TEL-
RaeF 3R, EHFREED 0.60~46.56 % (CEEIHE) T, FHEHERZEIL 0.002~0.17 %, FHRHEER 7T
0.03~2.0% &, BAFRPHMTIEE M SO,

AEEFOFERE X 4 B Tlik, BERIROE S IR TlE, BR8N 3.92~18.30 % (CFHH) T, EUE(HF
7213 0.01~0.17 %, MXHEMERF 21X 03~2.0 % &, BHRIMTRENGON. EREIEETIX, €57
2EN815.65~46.56 % (CE¥IHE) T, FEEERZ1X0.01~0.05 %, FHxHEHERZE1L0.03~0.2 % &, Bif/e
TR E NGO, WIRIEE T, EFEL2ED 0.60~16.08 % CE¥E) T, EERFZEIL 0.002~
0.03 %, FARMERER AL 0.1~0.4 % &, B2 THENELNT.
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K3 RBEEICIDIER T DR EBOHATHER

S5 i) T HE(R 7= TR V(R 2=
e TR (%) (%) (%)
BoMEY BeRfEY BoMEY Bl BoMEY Bk

(A IEE)
{ERSAEAE 6.00 18.30 0.04 0.10 0.3 1.2
F8 &l A ek 5.20 11.06 0.02 0.17 0.3 1.5
B & AE 3.92 14.61 0.04 0.17 0.4 2.0
FRE R =< E A IRk - 5.09 - 0.10 - 1.9
Al PEAE & AR} - 10.99 - 0.01 - 0.1
(ZEFRE R
IZES 46.45 46.56 0.04 0.05 0.1 0.1
VLT VT RN LR SRR - 39.59 - 0.01 - 0.0
AT FINT VT ERKE A R R - 32.51 - 0.03 - 0.1
Wtk 7 = VIR - 34.82 - 0.02 - 0.0
TN T ERFEARFE - 31.67 - 0.03 - 0.1
AFa— VIR FEEEE - 33.37 - 0.03 - 0.1
K ZE SR - 15.65 - 0.03 - 0.2
(R AL
IR A AR 2.24 16.08 0.01 0.03 0.1 0.3
FRER = HEA e - 0.60 - 0.00 - 0.4
R ZE TR - 9.87 - 0.03 - 0.3

1) 3RGHTTRE LSS EO ) fE
2) BEMOIEENLEONTED S i/ ME
3) BEMDIEBD SN AED D H R KE, T2 1EN O ILE D HIFH T E

5 EETFROMER

RO FREFEZ A A IEEHZ DWW T, BREEEICIVE R SRS 10 RHMTCHIEL TRON-E& TR
DEFBAERZR 4 IR, FHERMEIX0.423 % ThHY, TOEERFZIX 0.001 % Tholz. E& IR
I (BEUEAR 22) <10, £z, B T BRIT (BEHE(R 22) x2xt (n-1,0.05) L L TRESND1O DT, RIEDE &
FRAB K O Y T RRIZ 0.01 % FEEE KR TN 0.004 % FREECHEE ST,

#4 EE T IRAEBFUER DR R

Faw sz e EERZE EEBTRO M TR
(%) (%) e (%) HEY (%)
FREFEZ=HESIEE 0423 0.001 0.01 0.004

D 105807 CHIELESN-EO A E
2) PEHEFZEX10
3) 1EUE(FFEx2xt(n-1,0.05)

6) AFEDKEE

LRSI NDRBI RITRIEE RSB RWEEBICIVRRD. £, RNV ENS R AD7-0 I EIC
2B B ERICHIRSNAZ LN D5, T2 T, REEICIV AR E CEEE IR OEZLEL
BIET 5 ET, 2B EORFEITo7.

AREE OFEDE G S TWRUWMB RO EE K OV B IR RSB & Sz EBL & IR A IV T, 0.02
~0.5 g O TEIPICHREZ &Y, EREEL 3 BIRIHMTTON LI RER 5-1 L 52 [TRLT-.
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{EAAEELC I, MR 21T 0.02~0.08 % Th-otz. Tz, fHER AR CIX, AR 21X 0.03~0.08 %
Tholz. Tz, HERERZICBVWTHONEERLBNEMBOFEHMEIL, tREDORKE, AEKEES % T
AERETHON -T2, ZRHDRERNG, BT R 2 AR E THIE 55, #EH&I1X 0.02~0.5 ¢
FOHTDILENARETHHLZEN MR SN,

525-1 AVLRRAEEHC 331) 5 Berp A ek BHE T L 5 28 35 4 Bl i i B
—_— TEHRERED EERE AR

(%) (%) (%)
0.02 14.68 0.08 0.5
0.05 14.70 0.08 0.5
0.1 14.70 0.07 0.4
0.2 14.73 0.02 0.1
0.5 14.78 0.02 0.1

D 3BT TRIELIZEDO ) E

#5-2 *EE@E/EI\HE*/H:%Qj—éﬁéfcﬁé%i*,’,%a:ié%%é%@”ﬁ%%
R  FONER BERE P

(%) (%) (%)
0.02 6.27 0.06 0.9
0.05 6.27 0.08 1.2
0.1 6.26 0.04 0.6
0.2 6.20 0.03 0.5
0.5 6.20 0.03 0.5

SHIED 1XFR5-125 1

4. F&H

IRBELE B R TEETHLT N — EICIVEREIER PO EREE2 EL. BONRIEEZ
B U7 3, B L 8R-OR RN B35 32 <& ENDMIEEHTE, REt O B ZRBESE TR LIV E 37
WA — ARIZ LD R EMEICR L TR 22 o 7o, sl BHI A m— R IR U B B A @b =L 25, 7V
S — ) AEIZEDREEERZEOREMN GO, IHIC, AVr—APIMNEMEEATa— A IR TD
T fE 2 R B U724 3, O FEBEREAR (r =0.999, y = 1.008x - 0.013) 2380, ZDDIEEHZ W TIZAY
B2 OF I D6 T, g — W EIZ KD E LR % O R E B3 S b7k,

Fiz, TR EHI A B — A2 RIMURBEIE IS X0 GO E B2 7 V&2 — Uik LB U7 3, i 7
ERIZEWHEBIBIMR (r = 1.000, y = 1.004x + 0.000) 2350, BRBEIEIZ V2 — ik ERI% O FE 2
EMEEHONDI DRI, T, BREEEICEDHMTRER O R, EERZIL 0.002~0.17 %, FHxt
(R 1T 0.03~2.0 % &BRFZROMTRENEOI, ROFERZ=AES IR CE & FIRIZ0.01 %,
W72 BT 0.02~0.5 g THHZEDHERINT-.

#oOE

ZORBOERICHB OV TREEEIC LA E L BIEICHTY, RS AL N B 2 — KK LT
AREFERHE, RIFRBERRIIIZ KRBT H 2B LT EH# VL ET.
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Validation of a Combustion Method for Determination of Total Nitrogen Content in

Inorganic Fertilizer
Mariko AIZAWA' and Yuji SHIRAI*

' Food and Agricultural Materials Inspection Center, Sendai Regional Center

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

We validated a combustion method for determination of total nitrogen content in inorganic fertilizer. A
total of 15 kinds of fertilizers were analyzed by the combustion method and the Kjeldahl method. The results
indicated that the combustion method tends to measure values lower than the Kjeldahl method in some
fertilizers containing a large amount of incombustible material. We add to these fertilizers sucrose as a
carbon source to a test portion and analyzed them by the combustion method. The values of total nitrogen
content obtained by the combustion method agreed with those obtained by the Kjeldahl method over the
range of 0.60~46.56 %. In the case of the combustion method with sucrose, standard deviations (SD) of
0.002 to 0.17 % and relative standard deviations (RSD) of 0.03 to 2.0 % were obtained from 3 replicate
analysis of 36 samples of different inorganic fertilizers over the range of 0.60~46.56 %. On the basis of 10
replicate measurements of liquid fertilizer sample the limit of quantitative (LOQ) value were assessed at
0.01 %.

Key words  total nitrogen, inorganic fertilizer, combustion method, Kjeldahl method

(Research Report of Fertilizer, 3, 1~10, 2010)



IRBEIRIC DR P DR 2 BRIE — H[RIFBRAE — 11

-2 BREECEBERhOERLBAE
— LA FBR AOE —

MR |, BIRET 2, ARG’
F—O—F EREE, AREE, EEEAE, REEE, R

1. [FE®HIC

TRk 19 FEREICTBRERF OZERLBEOHEORE K OFELEHEL, BREEEICONT,
ISO/IEC 170257 CERENTWDH FIEDZ Y MR L TAEE (IR HTIE (1992 FEi)R) ) 2 Lo sk
BREATHLEBI, PHMTRER, E& TIROMREEML, i e T ENELNY . £, R ki
OWCHFEIRBZEML, e THME ThHoT-Z @AY L, WAk 19 FEE IR E TR et & 0F#EE
T, BRI X DTE IR AR 02 A BB IR R RS R BRE I S e

W, REEEIC L pE R e RRBRIEOME A O KE BEL, BRI RERICA B E R O
EREIEEHZOWT, ATEELORERBREITOEEIC, IHTRE, E& FTIROMIBEEML, eI 5
FERDFOLNIZS D RBEE S E RN E R L, MRl R0 AP CREE B iR CRBES T, T2
EHEMBIM L OEFRLZZETHICIBETL CERIALL, BVEE R S (TCD) THIETS. Ll
NG, BRBEIRFE ITEEE TRV Ry, BERETMILIRBOGEEFIELL T/~ N I7 2 D e &
BreMOLTADNHD. 207w, REEERE RN EEEORBIZIVRIEMIZEN RN EZ MDD D
NGS5, 4 1El, ISO/NEC 17025 OERFIH TH L5050 AT O L ek ER 12D\ C, TUPAC O 3:[R AR 7 1
RL® % 5 8 (TR BETE (S L DA B N B Je OV B AE A o 0 28 R A sk BR B 0 3L R BRI A FE fit L, 1%
ML ORBRERFIBELFAEL-0OT, TOMELRE T 5.

2. MHMRUVFE

1) HERBRARMORAS

PR L TODIEEHIOWT, AEEIEEIEL TR TR, ZR-ER, R7-QlrT K OZE0H R, K
PR E L TR R (R =R 5 H) , LA EE (RFEEH), HER G IEE CAEEIREEA) &
ODAIREFAETR GET7 508 500 g 28 =— VRICANTESIL, HE SR FE ORI ECHIE T
AL, #iE D FERE (Retsch ZM100, Retsch ZM1, Fritsch P-14) TH BAZ 500 pm D 55\ A 4@ 15
FOBL, IKRALTERIRBR AR 2L 7.

B A RE 0.5 ¢ DOFRV=FLUBIZANEFT Lz, —xt D7 T RREH AR 5720,
ELAA AL TR R OIEEE 2 48 (B 14 1) SINERBRE IS L.

Fo, RRBRATNCE R EIZB W CEBE OIS M2 MR T 572018, (LREE R A IR EFIZDO0

RSTATEOE BRI B 2 A 2 — B 2 —
? OMSTATBOE N BEAROKEE 1Y B 22 R BT 1o & — IR R R R A
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T T ek Bk 5k 2 2 (R 3R B8 A ARk S RIAR ISR, K9 5 g 2RV F LU WICEE L. hERER R
BERIFFICZEN TN (2 45) =MLz,

2) XE
FRBEICREBL WA E RN EEBELZHF AL,

3 BERLEEDHE

ST EREF0.05~0.5 g% 0.1 mg OHTETRBER B4 (CEVED, Btk 2E RN EEEL H OO
BrozRRegrB ML (K1)

HIEIZHTZ-T, REHE, 7V TAR O RTA—FOFREIL, &R ERIEESE RN T ERE Ok
J OB E B -T2, e, HFERBAREI O G, L EE, 18 ERLA B OVEIKEFRIL, VAR
(P,05), 7V V48 (Na,K), 7/ h) HHERE (CaMe) D&/ BN EL, FEAIDTEYeom HERER &
HEOREZENRFRENRDHD. ZNODOREELPT-0IZ, LR HRE ERIR By 7 AT
(GEHEHT ) AL, REBREOPIWNCLREHCTINT 228258572,

| OWtE0.05~05g | BREERZARRC0.1 mgDHTETRIES
| EEhaERAEREE |

1 BRBEEICI DR P O =R e ERRIEO 7 n——]

4) HEIRBRARHMOHYEEESE

IUPAC/ISO/AOAC D HERER 7 1 hoL 1O DR RBR IZHEV, & RO [FERER R E BT NZE
10 REL 2R XEY, FREHZOZ 2 ST T3 ITEV, REIZIGU TR LY T AT U2, oL
7=

5) R EER
RERICB LTz 12 R ELERLRBRE S E RNELEE OB A OVEFR - Zib iR F o ik
LTFDEEITHY, ZNENORBREIZIB W TEM L 14 BBHI DWW T )ITHE> TRBRZ E i L 72,
c TNV X RO S (T 2~ — L4, ZERLIRFEWREE)
c RSP = A« A= %+ F7K (PROTEIN CORDER JM3000N, —BR{bfkE W % %E)
« 85K = k4 (PROTEIN CORDER JM3000N, —Eg{bfkE W &%)
- RS E b 2 — KRB$EZEFT (SUMIGRAPH NC-220F, Z71r~h/57)
- BRRSE b2 — BE ZEPT (SUMIGRAPH NC-220F, Z71r~h/57)
- BREUE4E LECO Y 3 A&t (TruSpec N B, —Fg{b R E 0k 45 %)
* DKSH V¥ Uk tE 77 /ey — FEH PR A2 (varioMAX CN, g {b iR BN & H)
- AN B AR IEEMR EWH S AE (SUMIGRAPH NC-90A, 7u~h777)
- WEVE N B RIERERR E e B SGH (SUMIGRAPH NC-90A, /r~hr57)
S MSTATBUE N R FE - B PEE RN S A B R S IF SRR &S s T =
L (LECO # FP-528 A, (bR HEW5E%E)
- MNTATBOE N ERROKEEE R 22—
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A2 — EEHRE R (SUMIGRAPH NC-220F, 7u~<hr57)

ARE AEEENZ SR IEEHE E# (SUMIGRAPH NC-220F, 7ru~h/77)

(50 & &)

1) #HEHBRARMOHE R

[UPAC/ISO/AOAC DHiReBR 7 uha L 1O O =72kt 3 F1EIC L0
FHEIZIVENEZHERTIEOERFHETHS,
ERZE) DN -SNTWAZ LR MR L. X, BWEH

3. WERRUEE

IHTRRZE (040) DR EZD G (040/0,<0.5, 0,
R O B 5 ) B B 1 (k=)

B OMREITo=. £, 20
H R
WD HEET

BUVARMLE 1 IORLE. BH L& LR R O G &R ORI B UL 7-L, I, FORHH

O IEAERZEIL 0.2~0.9 % THAHZEND, & To[E R ER

AHTHILEMERELT.

2 2 2
s sam>F10- all + F2S an

e B OIS (B OB DB AL, 0 2F5)

§Pan: DFAT 23 8K

o PR ATREZR B O 53 B (671=(0.3%0,)’
B DT 7 I H—

Fi, Fo:10 B % 2 S 0HMTCRIE L=

;0p I3 Horwitz ORI

AU NE))

(F,=1.88, F, = 1.01;critical values for homogeneity testing(Appendix 1))

BRI [FRBR (WD T2 D E

#1 BREBEOYEMERERHEROME R
b4, SR E 1 Y fE Y HxHE RS s%am  Fioall + Fas an
(%) (%) (%)

B TIHR 8.14 0.04 0.5 o 1.24E-02
AR 13.28 0.04 0.3 1.16E-03 2.25E-02
RN T R OEOBRE 617 0.01 0.2 0" 6.18E-03
LR (FEER RS H) 8.83 0.04 0.5 9.29E-04 1.19E-02
LR IEE JRSEEA) 18.52 0.16 0.9 0" 7.53E-02
IRER AR CEEIER S H)  13.57 0.08 0.6 0" 2.91E-02
FIK %2 19.96 0.05 0.2 1.03E-04 3.60E-02

1) 1088ER SO T 08T DRI E
2) FEHHE O (R 2=
3)  FRBHE 0D A S {7

i

4) s’samDOEHENEOETHH-T-DTOELT-,
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#22 EEthoZER L EOLFERBRAGE (%)

HBpa" TR ERLER) 2a7- i R OV OB R

A? 8.47 8.42 13.39 13.40 6.31 6.33

B 8.33 8.25 13.36 13.38 6.23 6.15

c? 8.40 8.41 13.25 13.34 6.70 6.24 ¥

D? 8.81 8.79 ¥ 14.33 13.59 ¥ 6.64 6.48

E? 8.31 8.37 13.26 13.31 6.22 6.22

F? 8.35 8.29 13.32 13.33 6.22 6.20

G? 8.39 8.35 13.44 13.74 6.31 6.25

H? 8.48 8.47 13.76 13.81 5.96 5.87

I 8.28 8.27 13.45 13.25 6.30 6.23

J 8.11 8.13 13.10 12.84 5.65 5.68

K2 8.36 8.44 13.29 13.34 6.31 6.15

L? 8.79 8.80 ¥ 13.91 13.86 6.57 6.42
AbrE vEEE R EREH)  (bEEE URFEEAR) fRER A AR

A 9.35 9.40 18.69 18.62 14.14 14.24

B 9.30 9.25 18.49 18.47 14.27 14.16

C 9.43 9.30 17.80 17.92 13.92 13.87

D 9.28 9.96 ¥ 19.15 19.26 14.98 15.08

E 9.11 9.10 17.88 17.86 13.69 14.04

F 9.18 9.10 18.22 18.23 13.75 13.82

G 9.29 9.05 17.87 17.67 13.42 13.31

H 9.56 9.61 18.49 18.42 14.03 13.97

I 9.16 9.16 18.84 18.88 14.53 14.31

J 10.00 9.83 18.93 18.52 ¥ 13.78 14.09

K 9.28 9.22 18.05 18.10 13.91 13.77

L 9.15 9.20 18.30 18.28 14.23 14.10
PR FIRZEFR

A 20.13 20.12

B 20.06 20.02

C 20.22 20.24

D 18.48 18.22 ¥

E 19.91 19.91

F 19.87 19.70

G 19.72 19.89

H 15.43 15.51

I 19.84 19.95

J 19.38 19.85 ¥

K 19.84 19.92

L 20.95 20.65 ¥

—_—
~—

HFERERICS M- =D 5 (ERF)
[ a2 N | | Byt 7
Cochran7 AMZ L D40 U

Grubbs7 AN LA/ E
B CII7a W 2SBH S)R 72D BRI E

DR W N
N —

) HEHBRBERUCHANERTE
FRBRENORE SN L FRBRARAE LR 2 IR LTz, 228, AKERITHOWT, TlskBHRE 0%
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FEEIL20.5 % BETHo7H, DB = TILFEE 18.6 %, HikBR=E TIL 15~16 % SIRWHEIEME D
Bonizid, Y% 2 RBREORBRME L2 DO LD T 10 EBEEORBR L HVDH LT,

B RBN DT R ORBR G E TUPAC ORI 7 ohaL® 122> TREGHLER L 7=, 3B AiE D4
NEZEW 3572012 Cochran ORE K Y Grubbs DR EZFEML72EZ5, 12 RBREORBRKEDOHIH
ANTHART 2 HBRE, REUEH T 1 RARE, 2N T ROZOH KT 1 RBRE, (LARIEE (Y
HEFREA) T 1 RBREROMERER RFEEH) T 1 RBRE, £z, AIKEFRTIE 10 RBREOHDL, 2
AR 2 O BB EGE 23 U &R B S .

3) BHTHRERVEMBREE

S IR & BR AN U T2 BR B 0 R L7 SR, OF1T O YE (R 22 (SD,) , 18 6% #E 4R 72 (RSD,) K Y
HorRat & (HorRat,) i ONZ 2 6 75 B O A% M (i 7= (SDr) , #H % E #E (R 2= (RSDg) J2 OY HorRat fi& (HorRatg)
ZF 3 \ZRUTZ. HorRat fEIZ0 M 7 IEOKE E OF i 24 5720 (2 BT Y, HorRat, (3 RSD,/RSD,
(P) & O HorRatg I% RSDg/RSDg (P) IZLVKRHENDHYY . 7235, RSDR (P) 13 V-3 B A5 Horwitz D&
IEAI2NZLYR®D, RSD,(P) 1% Horwitz RUTHHRE (1/2) ZF U TRO 1D Sz BRI U7 B
DIHIEIL 6.21~19.96 % THY, D SD, L TN SDg 1E 0.04~0.12 % K& 0.10~0.45 % THY, RSD,
Je OVRSDg 1% 0.3~1.1 % % X0.8~4.0% Tdh-7=. £72, RSD, }x (X RSDg DFEAM (2 Fi V5 HorRat, Jz Y
HorRatg 1% 0.28~0.74 }2 T} 0.37~1.33 THY, W TFhb 2 LLFTHH-7219.

73 LR ABR AR O AEHT S R

e B TyE? sp,” RSD,Y HorRat” SDi” RSDg” HorRaty”
=Y (%) (%) (%) (%) (%)
AR 10 8.34 0.04 0.4 0.29 0.10 1.3 0.43
R E 11 13.42 0.10 0.7 0.55 0.26 2.0 0.72

TR RFOBRE 11 6.21 0.07 1.1 0.71 0.25 4.0 1.33
LR B IE R 2R & H) 11 9.32 0.07 0.8 0.56 0.25 2.7 0.93

LR AEEIREZEER) 11 18.34 0.06 0.3 0.28 0.45 2.5 1.05
EERA IR CERE RS A) 12 14.06 0.12 0.9 0.65 0.42 3.0 1.11
KR 8 19.96 0.07 0.4 0.31 0.17 0.8 0.37

1) fEATIC AW RER =

2) EHIE (n=RBR =X (2))
3) PHTIEMERZ

4) PHTAEXHE R 2

5) {F{THorRatfi

6) M BUE R

7) SR B MR 2=

8) = I HorRatfE

4. F&

12 BRIV T 78617 (14 550 OF B E IR OVEFRE IR 2 W CE R 2RO R Z EhL,
RBEEIC LD ERZ2BRBRIEOFTMEIT 72, TOME, BRI EIUEE (FHxHEERFZ) 1T 0.8~4.0 %
ThHY, ZOFMIZH VD HorRat ff 1% 0.37~1.33 THY, 2 & FEI> TV 2. ZOZEND, RER TR O ik
\Z R DA M i 00 25 Y PR BURS BE 130 2 3 2 Al T o7z

BERICEVRERPE, AEELOBESEL PRSI TERY, ARBERE T IR K& OVEE 8 ekt
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Determination of Total Nitrogen content in Fertilizer by a Combustion Method:
A Collaborative Study

Mariko AIZAWA' ,Yuko SEKINE? and Yuji SHIRAT®

' Food and Agricultural Materials Inspection Center, Sendai Regional Center

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

Twelve laboratories participated in a collaborative study to evaluate a combustion method to analyze the
total nitrogen content of organic fertilizer and inorganic fertilizer. The samples of fertilizer were combusted
at high temperature under high-purity oxygen. The nitrogen released from the sample was measured by
thermal conductivity detection, as a proportion in weight of nitrogen in the sample. Fourteen samples of
seven kinds of fertilizer were analyzed as blind duplicates. After removing the outlying data using Cochran
and Grubbs outlier test, the mean values, standard deviations of repeatability (SD;) and reproducibility (SDg)
ranged from 6.21 to 19.96 %, from 0.04 to 0.12 % and from 0.10 to 0.45 %, respectively. The relative
standard deviations of repeatability (RSD,) and reproducibility (RSDg) ranged from 0.04 to 1.1 % and from
0.80 to 4.0, respectively. The HorRat values (RSDg/predicted RSDg) ranged from 0.37 to 1.33. These results
indicate that the combustion method has acceptable within-laboratory and between-laboratory precision for

determination of total nitrogen in fertilizer.

Key words  total nitrogen, organic fertilizer, inorganic fertilizer, combustion method, collaborative study

(Research Report of Fertilizer, 3, 11~18, 2010)
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1. [FC®HIC

VR 11 SRR OAERB G IEVICED, [T UD 7 VIRE S @ RN B ISz, £z, [
W7 (B AROKEER 52 CIAEME T OB L, S VD7 IVICH KT D0 DIZH > TUIKERL T N T DIEE
(0.5 mol/L) IZIF D Wik %, Z D DJFEHIH KT 58 DIZd - TITHEEE (0.5 mol/L) (ZE T DIV g
) | EBLES .

i (0.5 mol/L) Y IT LD WER B AR B th O WA ME T W B OFRBRIE L, BRI L K O 5ok h
U BNEDSBE IR E R BB IS Q0D L LRSS i’ﬁ%@&/ﬁf IXi HE R OB E
REMLUEZ b WHEEERECHE 5% Eﬂﬁﬁﬁ%ﬁﬁ“é%&{’m%éo ZOZEING, EELIT, KR
b F R K95 (0.5 mol/L) THHIZ XA VB 7 AV RE R O AT MO ER OFRBRIEIZ DWW T, ARk LT
TEAEITWFEAEMEL CHR I E CHIE T AR E e S o b Y AEEE T A2 LA RFILT.

2. MHRUFE

1) AR ORAR
yUﬁ/f/vﬂE*ﬂr 8 M 2~3 kg B E U CTRRIELL, M5 DR et TR, BBHE 500 pm D550
T DI BT BRI L 7.
aﬁ%bf:aihﬂ IRE ARV AN, $A A7V K E BB A Om T v — 2 — IR
Bz,

2) EKBERUEER

(1) fEIRAKRE P~ hEHERL Waterbath  BM100 , BM200
TR Ty FEER RIRTERME TBF230DA

(2) BRI TR Ty VHRERL FC-612

(3) A FaX—F—: ZPEEKR MIR-253

(4) Fohr—x—  T7RXULHEL AS-01 SD-BG2SE

(5) MmO Retsch B ZM1000

3) HAE

VMSTATECE NEBMOKEW R 2ty — AR — (B RER L SR
2 OMSTATEORE N B EE B2 it 2 — 4B 2 —
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(1) KRBT N LR
(2) oAb BV LR
(3) HALIIT LR
(4) 7z )—ITRA VR
AERFE R BR 1 (2010)V 12 SV TR 7=

4) BBBBROAR

SHTRE g BT WEEE FRVWRI~—2 87523 250 mL (2 1 mg OHTETIINVED, HENLLD
65 CIZFRRLU 72K ERAL F R APAHE (0.5 mol/L) 150 mL Z A%, 652 COKKBEH T 10 437 LIIEVIR
225 60 43 FIINRSH, TR T #%E-C0NSHHIL, KEMZ TIEREIZ 250 mL ELEHIZAHK 3 FET
AL CREHARELTZ (K 1).

5) BLAMITULERDBEIE

(1) Sofb Vo sk

ABHE O — E £ (Si0, £ LT 20~50 mg i & 25 mL LA ) 2R =F Lo fle — 7 —200 mL (280,
10 mL KOV b VD AR 15 mL 2%, SOISHELHITL 2 g ZINx THERETEN L. KIC
10 ‘CLLFTH 30 I HAIL7Z0b, RY=FL U7 —F 50 F 1A 6 fa2EWTARIL, kb)Y
LV C 6~7 8] (P25 ET) YEE L. A EORBIIAKEEBIZK Th—/LE—5—300 mL (2%
LT 200 mL EL, 70~80 CIZHEAL7=DL, HHIZT7 =/ — V72 AR (1 ¢/100 mL) 25N %,
HEERERAL T R AR (0.1~0.2 g/100 mL) THKOENEWALAIZRDETHEL, TV EE (Si0,) D
BEHEHLZ(X2).

(2) R EEE

REHEO 2B FIT—EBEZN—/LE—F—100~200 mL (2, @ HERE 10 mL 200 %, B, Z&K3EL,
WSRO BIERFEAE T HINTRoTEDIFFHILTEY, SHIT 15~20 sy MINEARL T 7o, Hn 4 e
(1+10) %9 50 mL Z /N2 70~80 C T/ MIMEL7=1%, EHIZAEL, ThEEZHERE (1+10) T2 [BI¥EHFL,
WRIZEOK THEACW D RJSE D3 7070 D TR LIz, hEIXRE,, 1,000~1,100 ‘CT1RERHBREAL 2%, &
% 1 mg OHTETIENY, FWEE (Si0,) D EZFE H L7 (X 3).

[ otk g | 1 mgEcelY~=—84E75 23250 mLIZIEhVEs
—KEE{EFRIT A (0.5 mol/L) 9150 mL [#965 “C]
| e | 65+2°C, 1KEf, 10502 LICIRVIRES
|
| i | =R
K (FERRET)
| %58 | A3
|
| il H IR |

M1 VBT VAR R ORI R ER A T 1 — 2 — R (£ D1)
(il 1R



VAT VR O RIS OBRRIE  — S oL W)Y DIEDEH —

| AEHEIR |
| yE (LE% | RY=FL R —H—200 mL
—HEFERI10 mL
5o kAT LI5S mL
LU L2 g
| RESL | AR A 3045
| = | RV FLomy—F 50T A6
| 75’6'%% | LAY LR Te~TH]
| %Llii\%n | = —H—300 mL. /K

—7K (7 & #9200 mLIZ72 H5ET)

| JNEL | 70~80°C

—7 )= VTEZLAEER (1 g/100 mL) 0
e 0.1 ZO.Zwmol/L7kﬁ§1 (oo al WAV N ¥
(TR T LI /2HET)

X2  AEEHROREMET O ERSEBRE T o——h (£ D2)
(SoAb BV NEIZ LD RIERERE)

[ mmER |
|
[ oSl (—&E®) | F—t—»—200mL
—im TR 910 mL
|

[ %
BDIEE i@&ﬁ%ﬁ?&@ HENREAETHET
IREEHILCRBL Y, 15~20%7 [ENEL
| ﬁﬁzl‘/% |
—HEEE (14+10) %9 S0mL
| e | 70~80 ‘CTHs R
| 2B ] »istic
< EE (1410) CT2EI Y4
—EIK THUBIE
| 15 | R, £9120 °C
| R | R CRER A
| mlﬂz | 1,000~1,100 °C, 10RILL
| e | Tur—4—
| E%Iiﬁﬂﬁé | 1 mgETEEEZHET S,

X3 ek oS ETO EEEBRE Y n— U — R (£D3)
CEHE SRBRTE S L DH E )
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3 HERRUBER

1) AIEREDRE

SUBTIVREEL 5 RIZOWT, Sofb VT AVE K OB FEEEIZLD AT EE T W EEOREf AR 112
AU, IERFERBRIEITIE, SRSV WERE IEEE R O EEMET OB ORIE K ik L Th ok T AL
Fe OB YE R ERIE NGRS TRY, M T EORARD B 7V AEE R O LR T O EE OB E #7120
A TEL0RETLIz. ZORE R, R RIREICILRE RIS 552D AIEIZ LD E HE (80.71~
90.99 %) DEIAF1E 99.2~101.2 % Thoto. £z, — X OERICIDEHBEOEDKREEToT2LA, K
ERNCAE B Z TR O RnoT-.

F1 So by LiE KR ONEE R ERE :iéT?ﬁﬁw‘b\ﬁ?@?ﬁﬂﬁﬁ
SoALVIT NEIZ S FRERIEIC

M oo R AR 7 [ 1ﬁ B EEDZ= B EED Lk
A (%) B (%) A—B (%) (A/B)*x100 (%)

U7 VIEERA 81.34 80.85 0.49 100.6

U VIEEB 88.21 88.70 -0.49 99.4

U VAEEC 90.47 89.43 1.05 101.2

U7 VIEED 90.99 91.75 -0.76 99.2

U IVAEELE 80.71 80.48 0.23 100.3

2) ARV LEICKDAAME TV EEOHHTEAER

VAT IVHEEL 8 AT DOWT, AIEMETWEZ 3 T CHIEL THROLNRE AR 2 IR L. 2O
B, AP WEEOSEEDS 66.81~91.31 % O T, FEHERZEL 0.27~0.86 %, HIHEERZL 0.3
~1.0% T, BAFRRRPESNT.

F2 5o bBVT MEIZID TV 7 VRN O AR O EE O R L EER

SUHBF IV SEr i FEUE(R 72 o A2 Y ff 7
A} (%) (%) (%)
1 81.71 0.41 0.5
2 81.10 0.27 0.3
3 88.52 0.50 0.6
4 66.81 0.29 0.4
5 88.07 0.86 1.0
6 90.93 0.43 0.5
7 91.31 0.28 0.3
8 80.98 0.57 0.7
1) #HuRU3ENEEL TES-EYE

4. FEO

VAT IVEEIO FIEMHE T OWEEREBRIEL L T, So b VT A K AR ZRRIEON EERELZEH L
LZA, FNENOHIEMICAE BEREITR DN o1, Sofb BT AEICKO TR EHBL-L2
A, SEIE DY 66.81~91.31 % D#FH CTHE #E (R 2= M O SHZE R Z£1X 0.27~0.86 % K T10.3~1.0% T



VAT VR ORI OBRRIE  — S oL WY DIEDTEH — 23

HY, BIFRIHMTRENGONIZ.

X

1) EAMKESR SR IEEERHEICE ST E @R O RN ERE AL EDHHEOMH, IEFR 11 45 A 13
A, BAWKFESLERE 702 5 (1999)
2) BEMKER SR EREGRERITSE 50 _OREIHESTENKEREORRE T 880K
SRRETAM, IERKR 11 4E5 A 13 B, BHKESSRE 704 5 (1999)
3) BMIKEEHEZ 2N 22— (FAMIC) : JEEF 35k 1£(2010)
<http://www.famic.go.jp/ffis/fert/bunseki/sub9.html>



24 JEEHFZEERE Vol. 3 (2010)

Validation of a Method of Potassium Fluoride for Determination of Sodium
Hydroxide-Soluble Silicic Acid in Silica Gel Fertilizer

Takeshi HASHIMOTO', Akira SHIMIZU? and Kaori OKADA?

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

? 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 sodium hydroxide-soluble silicic acid in silica gel fertilizer. First, a sample of silica gel fertilizer was
subjected to sodium hydroxide (0.5 mol/L).The sodium hydroxide(0.5 mol/L)-soluble silicic acid of the
extract was determined by the method of potassium fluoride and perchloric acid described in the Official
Method of Analysis of Fertilizer published in December 1992.The values of sodium hydroxide (0.5 mol/L)
-soluble silicic acid content obtained by the method of potassium fluoride agreed with those obtained by the
method of perchloric acid. The accuracy and the precision were assured from 3 replicate determinations of 8
samples of silica gel fertilizer. As a result, standard deviations (SD) ranged from 0.27 to 0.86 % and relative
standard deviations (RSD) ranged from 0.3 to 1.0 %. These results show that the method of potassium
fluoride is useful for the determination of sodium hydroxide(0.5 mol/L)-soluble silicic acid in silica gel

fertilizer.
Key words  silica gel fertilizer, potassium fluoride, perchloric acid

(Research Report of Fertilizer, 3, 19~24, 2010)
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3 MALSHEMPOBRELSEERE

Bt !, FEEREL
F—U—K B, BRERS 8K, Tk

1. [FC®HIC

RE 1A 7 AICARREBGRE A SRIEY Sh, 2 E TRRIBEHS IS E SN QO R O DL &
X, AEMED NBEESNT. 72, MEKROZOLEDIL, BHKES SERYICEY, MEs2E0OFR TR
MEFEHEDTHNTEY, 2Oy &1L, EBREEE, H VY AEEICIEEIN =Bt s
INTWD. R 21412 A RBUE, itk K EDILEHEL TRESILTWDIEEIOERIL 20 F Th 5.
Wi e O F DL G, i, Bile, WBRsE —8k, BRELZIFEEELC, AR LT 2 U EoFE%
BALTRESN WD, £z, BDIRBIRER & O — (IR EM e L OB 2 RINL b ob s, &
7z, WK OO EWIL, EERR T ELTORE SRR 1~249 % (HAHH O GRE) SiE A
#PH OB SFEEL TV DL JIS HAES DoV, B mICHEE B, MRS SHEShLTRY,
AFEFEG IO OIRRISE L7 T EZRIRL CGREEE EHE L T)5.

EEDIT, MEROZOLEDDID, FilEH — k% FFEEEL TODIEE (BT E DR G fiER) #
D 2 EOREIZONT, JIS K 8978V IZHE XN TV AHEEE K (1) LA FIH GREE) DM DR ER
& (W E ) O ORI G2 E L7z C, ZOMEEZ®RE T 5.

2. MHMRUVFE

D AHOERRUVHFER

BRlE S — 8k (BLIR) 2 5, BlR s — 8k (BIEY) | R R OB e — 8k GRK) 1| RAIUEL, I (FilEs
— LK FI 1 R R HTICE L7z,

AEF0.5~1.0 kg ZEREL, E=— V& (RIKZA T DLDIZHOWTUIT TAF v 7R ML) ICAIVTEE L,
SHTRFETRAEL, HBHE 500 pm D550 228 T 5ETHFL Totf B 2R L7-. 72k, IR
HOWZOWTIE, FOEESHICHELT.

2) HE

(1) HElE (1+5) : JIS K 8951 IZHLE T2 HiEE X IXF % DO ME DL D% V- CRRLLT-.

(2) DAREE: JIS K 9005 IZHLE T 2Rk E IR FDME DL D.

(3) 0.02 mol/Li~> B AT AR : JISK 8247 (ZHET D~ T VD 53,16 g #/K
#1800 mL (TR L CEBBL, KENMZT1,000mL &L 1~2 HLE TS, B, KT 2558 2%
(G4) THIBL CH OISR Lz, A ICBEL CIIS K 8005 [IZHMET2ABOITHIEEME DLy
MU LEHWTEELZ L. IEHROFEEDSEOLO (F &5 ) 2.

CONZATEOE N B MOKEE B R At 2 — B —
2 MSTATECE N MK BETH B 22 BT o 2 — R S ) 22 42 A
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d) K: JISKO0557 IZHLET S A3 FHY.

3) MERUVEKE

(1) HFRKOA:METTLER TOLEDO # AB204-S
(2) B =l vk

(3) v~/ xF AL —7—1KA # Lab Disc

4) AIE

STk 0.5~1 g % 0.1 mg DHFETES>Th—/LE—H—200 mL (2 A%, /K 50 mL & OWiEE (1+5)
15 mL # Nz CTHE LIz, VARE | mL 2Nz 7%, et 2Ly AW T 0.02 mol/L i~ A fE71Y
UL TCHEELRZ (K 1) . BN, [F—&M4TERBEZITV, FE&LMIELEZ.

WORIZL > THOWRE T O 528 (%) ZEH L.

My 28 (%) = (5%0.02xfx (V;—V,) /1000%80.064) /Wx100
= ((V,—V,) xf) /Wx0.80064

W BB L 72 sl Bt OB & (g)

Vi EIZEL 0.02 mol/L s~ eV AR D4 & (mL)

V,: ZERBR O EICE L= 0.02 mol/L i~ > BB DT LA D B (mL)
f :0.02 mol/L &~ WU BEH VY BNERDT 77 5 —

TRk 0.1 mgETOHTETEY, h—E—H—
0.5~1g 200 mLIZ A5
—7K#I50 mL
—HifE (1+5) 915 mL
Vi fig | 7xRES
—V BRI mL
e 0.02 mol/Li&—~ > 4 L BEH VT LYK
(DAL B2 DET)

M1 FiEsesERRET T ——h

3. ERUER

D AIEBEREORE

SHTREHE R EEL 0.5~1 ¢ ORI TEREMIZED, RIEIE> ThiEs 2B ELRERER 1
(R UTz. SEXIEIL 44.73~44.76 % T, TILHDOEMER 221X 0.005~0.02 % THY, EHEREZ A
Z TCHOZORIEE A B /R 1X 0072, JIS K 8978 K OV + Tiek IE A AT 9 Tl okl 1 g &
O 0.7 g ERUESILTOWDA, 3 HrslE OB EUE 0.5 g IR W TH RS ORI L.

F
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K1 BRI O BEHE R

Sl faE PRI S A Y
(€9) (%) (%)
0.50 44.73 0.02
Pt 55— &% (R EEW) 0.75 44.76 0.005
1.00 44.74 0.01

a) 3R T oA R O i

2) BHTEHERRE

2.4) DFIEICLOPHTIREE A FRR T A9, 48 OIEE & ORI OFREE S — 8% AV T3 A 0HTRE
ERMUTAERAZFE 2 IRU. SEWEIL 5.57~44.74 % THY, ZOEHERFZEIL 0.01~0.04 % ThHo
7=

2 OHTRERGE R

s ; A EY TR =
sEORENE %) )
Tl o — &k (HLIA) 28.97 0.02
e s —&k (HLIAR) 29.51 0.02
el 55 — 8k (R) 5.57 0.04
Wil s — 8k (BIED) 44.74 0.01
il 5 — Bk GREK) 29.09 0.02
a) 3RHFT I RAE D T

3) EETROER

WRER 5 — 8k GRIR) 2K I L T o2 EELT1 % MY EICHRLZ3EHZ W T, 10 AT
B ZiiL CTRONIERER 3 ITRL. TFHEIX 1.02 % THY, ZOEMERFZEIL 0.004 % ThH-o7-.
& T RITIRERZE=10, £72, B T RIZEERZEx2xt (n-1,0.05) ELTORSNLDT, KIEOEE T
PR &% OV HY I BRIE 0.04 % FREEK TN 0.02 % FEEELHEESAL. il L CW AR — gk & i L L7 B
BIOGHEIL 5~45%THY, KiEIT+HnRERE FIREZAL TWDHIEN MR I,

#*3 ER FIRMERABROM R

Stk RRkE SR EY (R ERTIROHEED M FIROHE
B (%) (%) (%) (%)
il 56 — &k 1.02 0.004 0.04 0.02

a) 105 0HT o RGE O A
b) EERZ<10
c) EHE(RZx2xt(n-1, 0.05)
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4. FEO

BRI EIL 0.5~1.0 g OFiFH THIEMICH BERZEIT R o7, FHTHBRE EML7-L 25, FHHE
1% 5.57~44.74 % THY, TOEMERFZEIL 0.01~0.04 % Th-o7-. £/, EE FIRIL0.04 % FEELHEE
STz,

ZNBLDREAEND, JIS K 8978 I ESN TWARLERSE (T1) LAY GRER) VYOME ORBRIEIT, Hilk

— & E R T DR K NE (LA ORBRIEE L Cll AN FTREE B 2 bz,

#oE

ZORBOEZBNTCTREEEFEASH, 8 L7240 TERS R OE )N I ISt
WIS 7T VDR T E A TEEE L8 I O W THEE N =L ET,

X

1) RERFEGREE  SOEERL 11 47 A 28 H, IEHE 111 5 (1999)

2) BMOKER  EEHEREE IS S @RI O RN ERIEE EDLFEOM, BWKELERE 1161 &
S IE AR 12 4F 8 H (2000)

3) BEMOKESL EEHERES +LEE - HE = SOREICE S, IBEHEGRHES N S&E —HE =

(IS T D EARE OIRFEZEICE DB R &AM T D FEERR O EZEDLME, BMKESETE 96

Rk 12 451 H(2000)

4) JIS K 8978, Wifask (1) Lk Fndm (FRFK) (2008)

5) JIS K 8088, fiit ¢ (3 %E) (1992)

6) JEAEF@E HE+HE B AR, EA @A SR 285 &, TRk 18 4 3 H (2006)
<http://jpdb.nihs.go.jp15/YAKKYOKUHOU15.pdf >

%
%

)
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Method validation of Redox Titration for Determination of Sulfur content (as Sulfur

trioxide) in Fertilizers of Ferrous sulfate and its mixture materials
Yasushi SUGIMURA' and Shinjiro IZUKA®

' Food and Agricultural Materials Inspection Center, Sendai Regional Center

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

We validated a method using a redox titration for determination of sulfur content (as Sulfur trioxide) in
fertilizers of ferrous sulfate and its mixture materials. We dissolved a sample in diluted sulfuric acid, added
phosphoric acid, followed by titration with potassium permanganate solution, and calculated sulfur content
from ferrous content. The accuracy and the precision of the method were assessed from 3 replicate
measurements of 5 samples. The standard deviations were from 0.01 to 0.04. On the basis of 10 replicate
measurements of a sample with 1 % of sulfur content, the LOQ value was estimated at 0.04 %. These results

indicated that the method is valid in determining sulfur content in fertilizers containing ferrous sulfate.

Key words ~ Sulfur content , ferrous sulfate , redox titration

(Research Report of Fertilizer, 3, 25~29, 2010)
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4 WFERCERIEHEGBOARIDL, 8, —ZvFIIL RO LEIE
— R AR 0D 53 R O i —

REAS AL, PR
F—T—F  BERBIRIEEL, ARITV LA, $h, =y oL, al, R RSERE L

1. [FC®HIC

FR 11T A, REHRGRE R — S IEV S, SR ETREIERIE L THRES QW ZBEIOY L, F5E
e @ RENOLLHIGRIEHFEIZONT, G A ZFFSNOA TR O KEZ B E LIZATE D
TEHHITY . MILATEOE N R KEH B 2 222 — (FAMIC) TIXAERBURE LTI SV TR Ak
KEREDOFRIZEVEE DO AEEFRELGFE~ONLARELFEHL THDP, T, B DL SRR
BLRND, YEEES TNELLIERHIOWTEHSREF G A EORAITIVEEMELEL TVD.

FAMIC TIE, Bricic 2 S AR SNRBIES LM, IR IED Y L0 MEICRIELZRN1S
MEE BRI P 2R EL, ZNOHOOHTEIZ OV TIR— A= ~D B E1T> TD. THIRIEE
DHRIV L, $h, =7V RO aLORE BT 23 BHA R L (KL — EARG) S 7 PI2o0n T,
BRI TR 5 3R A LIRS LTS L Lesh, BERGTB TR IEEN T, £ AE TR PIZE W TEIR
THEMZRBEL TBY, ABHRROREIE T OFEYIRED BB TITORALZ BITATHZ L3, #iED
HBETHLHLEEZLNDLIEND, EEHDLIL, S OREF(L D20, BERIBGIRIEE T OIRIV L, §, =7
IV KO LORE NI DB R R BE 2 DU THERE 20 M 15 0 SERE T IR R O 3UBHA IR B 1 (£ K
Gy fRfth) 235 F CEODRETEAT 1D T, ZTORRERE T D.

2. MHMRUVAHE

D AHOERRUVHER

PR L CWDBERTGTEAEEE 10 SR BRGEL CINELT-. 7235, BCAMREEL 1L D= OIK B EIS 1
TWOBERIGIRIEE 35 DT, INELZ3BR & 1, £ £ 100 'C T 5 KefizL7-#%, BHBAZ 500
pm OHESHVE i@ T 5 E THFEL Totr a2 L 72

2) EERUGE

(1) FFWRNemiritE: BxingTr7/ay—X8 7-5010 I wltE—~ W e
(2) wWin

(3) |ERIF: Y~hEEE FO610

3) HE
(1) ARITL, $h Kk R=or WAEHERG . THIRDO A RIT L, $h M =7 WVAZEHERE (1 mg/mL, JICSS) 2%

VOMSTATEOE N B MOKEETE B R 2t 2 — M F e 2 —



BERTBIRIERH R OBRIV L, §, =7V B O aNBIE — EEE RO 5 fRE DR H — 31

NENOEREFRELU TR, HiE (1+23) THIRLFHR L.
(2) Z7usfERER: RO EHERR (1 mg/mL, JCSS) = #EJFRE L TRV, HEg (1+23) THRL,
A& AR T W AR R A 110 REEZZN TN, HEEE (1+23) THNLFERL7-.
(3) TN AR : JISK 8783 ITHLET D HifEUT A 100 g Z/KIZEEAL T 1,000 mL &L7z.
(4) WARE: ¥R,
(5) AHER, Wils, e K ONEIE R : W& oA X ITAEEeBRIEREZHERLE.
(6) 7K: JISK 0557 IZHETDH A3 MY DKREEHRLT.

4) RHBROFH

(1) TR fRICEDREHEIE O

SIHTEEL 2.50~5.00 g ZEDED, 100~200 mL h—/LE— I —IZ A%, HEEK 30 mL K& OFEEER) 10
mL ANz, KL TEWD IR BT 30 S IMEVEREEHILZ 5L, A IZEALZER ST, mk, K
e (145) %) 25~50 mL ZFEEWITNZ, b= —h—ZBEEHIL TR, FHITMEWL TED LIz, i
%, 100~200 mL &7 7AIB UIER ETREMZT-%, AR 3B TAHEL, IRIVA, i, =07 LKk
U7 L1E A OREHEIRELTZ (K 1-1a) .

723, 3.2) CEKGMRLILEREAT 72 R AL — EARD R, YRBHARIC IO BIEO ST El o ‘o &
0%, BRIFICAI, ENRHRI25F TR 250 C TMEVE, HICH 8~ 16 REEIINEVL IRL 3 21T FEZ N
%, ZOMFEERICTARL, ZOMRMBIRE IRIV A, $hk ON=y 7 VIIEROBEHERELT (K 1-1b).

(2) FEME — B SR e o) R L2 LD R iR o0 i B

SIMrEkEL2.50 g Z BV ED, 100~200 mL h—/LE—h—|(Z AN, D EOKTREZIR L%, WK 10
mL 2Nz, KEHILCTEW—KRE L7-%, >y RITRDETMEL 2. fim iz, MEEK) 5 mL &K ONH
HEEERR 10 mL 20N %, REFHILCREVVINEAL, BICRE LA T 5L Cory 7RISR ETMEL 7=, K
R (145) %9 25 mL 27 E WMz, b= B — D —ZBEFHIL TR, FTMEL AN L. idy
100 mL £ &7 7ANIBUIEMETKEMZ 7212, A3 FETAHBL, IRIVL, ), =y Konm
LE R OREHERELTZ (K 1-2).

£
'fa
£
'fa

(3) VAEE—HEE — BlR oy iR | C KD RURHA IR O 7 B

SMrEREE 1.00 g 8V ED, 100~200 mL h—/LE—H—(Z A, D EOKTHREIZIR LI, WAREK
10 mL & OVEEEA 10 mL 2%, REFHILCEWA 10 /3 A W%, Rt LA BREe — I —ONEEZ D & D
KTEEHE%, W CHIEEZRETHETMEALL. kik, b—LE—I—DWNEEA /D BOK THE
%, HERK 10 mL 2N, M=t —h—ZREEHILCTE IS ECIMEL7Z. itk BREER S
mL ZFEMITNz, h— A — I — %R ML CE WO BENECLETIELL. BEmk, K15~20
mL ZAN%, b=t =0 —ZEEHIL TR WERNITMEL TE L. Bintk, 100 mL 2877 A3lCBL
T ECTAKREMAT%, A3 FETABL, Z7osflEHoRENARE L (1K 1-3).

(4) TOBY R LD RN R O 7R B

HTEREL 0.50 ¢ Z A& DITICEVED, KRR TNTUAS g KOHEETRIT A 0.5 g2z, KR
AL, A2 231300k 2 TMEL, BRI E L7212, B4 L TR~y 7 L d TR TIRF R 3R E L
7o T, A4S 01E28 300 mL h—/b e —h— 2B L, HEEK 20 mL K ONRAKZIN X, @Ak Z nEy
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LB LTz, B&5 03 2B THEF LI U725 Bm LA %, 200 mL 287 7 AT UERR ETK
EIMZI=1%, A3 ETAEL, Z7oLHllEHAOREAKREL- (K 1-4) .

5 E€RBDAIE

FRBHA TR K OME R 2 WO o AT 3 B IS8 AL, IRIV A, $h, =7 VROV a bl o0 T E
228.3, 283.3, 232.0 2 1*359.3 nm OFWHEAREL, HHrEEIRFORESBORELZ RO, 78k, /1
DTOWTHE, FHISIRERE N E NSRRI D 1/10 FEM X FHRL R BHAR A A LREL
7-.

[ otk 2502 | 100~200 mL h—te—H— | 98tk 5.00 g | 100~200 mL h—/L & —7—
—HERAK) 30 mL AR 30 mL
—HHEEKI 10 mL —fiHfAK) 10 mL
| 53R | BEEILCEV, BbiR EThnEt Ak TN EL
I JRAL. 450 °CTHREA
[ MoBrE | Eitmzdol, s BT
—HE2 (1+5) %925 mL I 531 | HEERILCE ., B b Thns
| VesfiR | EEEICE, B By | M@Iﬁ,%f | R mESHL, B BT
| ‘/%I?iﬂ | =& —HEHE (1+5) 950 mL
[100 mL £87F2=a|  EARiKE K CHT I Ve iR | BEEHILCE. Wi BTl
7K (B ET) I H | =&
| T | 2t [200mL &&7 72| VEMRIRE K TR
I ?iﬁ*ﬂrI‘Iﬁiﬁ | K (BEFRET)
K1-1a FEKRDGHEICEDIRIV A, $1, =7 b | Al | A#3fE

K O L0 E FA OB R 0 78

I
[ SHEE |

1-1b JRAb—FERDIRICEDARIV L, g =y
HIE O REHE R DR T
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[ oafrats

512500 | 100~200 mL h—/1b— 0 —

—DEDK
—fiffiz £910 mL

I *fézlﬁﬂz% I
il BrEt ML T INER,
]jl i Sy IR BET
I s I

—HHMERY 5 mL
—1E WA £910 mL

WS LT\ 2~ 3R N ER.
Pay. A 155 || s W= DN
| VA= SINIRAVAEAQ -3
| s I

e (1+5) 925 mL

| Ve i | EERFILCE ., BV T
| Al | =i
[100 mL ;%77;@4 IR A KT
K (EHET)
| At | A#E3fE
| %iﬁ*ﬂrIiﬁiﬁi I

B1-2 T — AR 50 A RO
BUBHEEO W

[ 541 30E 1.00 ¢ |

100~200 mL h—/bE—7—

D EDK
<~ AEE 910 mL
iz $910 mL

BT CE,
1R bR 2 \ITINEVL &

—t— I —NEEZ D B DK TR

| mHmopRE |

RFRT A9 5L, B LT

—b = —WEEZ D B O KT

I s I
—fififiZ 910 mL
oy fik I

il )5 mL

| éj\lﬁ’qi | wiEeo AERIAETHET
| AH | =1\

—7K #115~20 mL

| Vs i | EFEFILCE, nEt

ll00 mL £~ 52=|  ¥EARIRE K CTHY
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I 53t | ~3HE

| %iﬁ*ﬂrIIﬁiﬁi I

X1-3 D ABE—fHER — il R L5 7 m NAE R
AUEHATR DR R
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[ Wik 050e | He2o0F

KRBT N L5 g
—IHEFT N L05g

BOH A VTINET- 7% |

IR IETHEE
|
I %@ |
[BoomLb—ne—n—] H&ELIOFEILHT

A %920 mL

—JIRK

| Vi fig | gt mcm . s E s
|

| A | =iE

[200mL 27522 |  WsfiRita K B

K (R ET)
| 5;@ | A3
[ e |

X 1-4 7N DYERICE D70 5088 o
PUBHAIR DR L

3. HWREFIUEE

1) RHEBROBPEAERIZKEZERD OBIEEDLLE

(1) BRITLA

2.1) TR L8 AREHZ DWW, 2.4) (2) fHEE —RIE FRW 0 fif IC K> TRl B R O IR
IV LOWPEMICHK T5 2.4) (1) EARGIRIZES THONIZARIV AOREEOMEBIA K 2 (TR L. iHEE
— M TRy AR IR 3 AT I Ofth 158, BR BERUE OFEHE IR UL IZH VLTV, ZDZenb,
A5y R VE I K0S O N2 E B 2 IC K0 B 722 E K fRICE AR EEZ i 5L Uiz, 20
£, ENHORENM (0.20~5.58 mg/kg) D—RENFROEFARE L OUIA1E, 0.952 LT 0.03 Thorz.
ZOFEBEEREL (1) 1% 1.000 THY, EWFHBNGRO DI, Fio, BRIV AOREEE — i R85 iR 12 L5
TEAEICKT T2 E KD ARICEIDREEOEIA 1L 94~120 % THY, ZHHLOHPEMEITITIE— KL=

(2) %

2.1) TR L7258 FRUEHZ DWW T 2.4) (2) il — iR FR 3 iR IZ K> TR B2 skl h o g o
BIEMICKT T2 2.4) (1) EARSIRICE > THRONIZ g OBPEMOHBEAZ X 3 IRz, ZNHOH|E E
(4.14~81.3 mg/kg) D—RENUFROEIFLRE L OO 1L, 0.997 LT 0.12 Tho7-. T OHEBERE () 1%
0.999 THY, @V RO LI, £z, SnOfHEE — i Hg 3252 5 iR I LD MUE I 42 E K iRIC X
HUEMOENEILII~113 % THY, ZNHOWPEMITIEIE B LT,
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(3) =y

2.1) CTRRBL7=%
I D E B
HIE K (16.7~119 mg/kg) D—

SH R EREHZ OV T 2.4) (2) iz —
W45 2.4) (1) EAR R
wENF RO EIFRE K O A1, 0.968 K (X-1.3 Thot-. TDOFEEEM%R

108 M S A 4y iR

CroTELNZS

Tt =y

LEoTHEbNT =y LV OREMOMBEZK 4 IR L. 260

(1) 13 0.998 THY, EWAHEANRO SN, £72, =7 L DR — ﬁi;mf‘%ﬁa/\ﬁﬁp ZEBWEM IR TS
FAKRS PRI L HBNEMDOEIE 1L 84~99 % THY, ZHOHDMIEMITIFIE —H L=,
6 100
S [ y=0.952x+0.03 80 y=0.997x +0.12
r=1.000 r=0.999
24 2
e Ri-
RN RN
R R 40
) <
H H
20
1
0 0
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y=0.968x - 1.3
100 r=0.998
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(4) v

2.1) THBU7= 00 HREHI DWT, 2.4) (2) iR — @R R SR I Lo CTEbh otk h o rn
LORNEMEIZHR T2 2.4) (1) EAKG7 R iof?%%ﬂf:&uA@/E' EMOMHEBEZX 5-1 ITRLZ. Zb0
HEAE (9.1~129 mg/kg) D—RENFOEIFIRE L OB A 1X, 0.767 LT 0.72 Th-olz. ZDOHERE
(1) 1% 0.893 THY, MEIXEROONLD -T2, FTo, 70 LOMER —BIEFFE Y ARICIOHEEICR T E
KGRI L BIE MBI L 2RI R WV E TH - 7.

2.1) THBLU 7= AN OWT, 2.4) (2) e — B B8R /5 iR 12 Lo TRV TR B AL A sk

D7 LORIEMEICH T 5 2.4) (3) AME —HEE — HilE 2 f# K> CTED L7 e L0 I E O FH B 4 X
5-2 IR LTZ. ZRHOMIEMME (9.1~129 mg/kg) O — Kk [EF R O EUFERE R OB A1, 0.868 &U“ 25 ﬂ@
7. ZOMBARE ()1 0912 THY, HENIRE DO -7z, £, Va0 — B R Ry fE I
HRNEMICKT T D0 /0B — ElE — Bl o fR I XD EMITE WENB RSN, 2, q:/*ﬁﬂﬂl:lﬁwﬁ{ﬁz
(ZHREE VD DNEEHR (100 /L) ) ZREEE — @ I SRR o0 fR lC Ko TR B S - sUR A IR I N 2 T2 BRI, B
LN AECDZENBHoT,

2.4) (4) 7V A R ORENA R T RE L O 2.4) (3) 0 AURE — fEBE — BiER 0 fif 2 O TR ok
Bt o a OBEMER 1 IR, TNV R 15, Eﬂﬁitﬂqj@ﬁﬂ%&ﬁﬁ;@% ZHHWLR
TS, ZOZEND, RS EBRIEIZEVE DI E 2 F D AR — R e — Fls o) il ié?EIJﬁEf
g H2Lblic. ZOFER, 7007 VA VR L2 E ISR 350 A0 BE — 5 EE — Bk 5 fig 1
HEfE (82.2~125.0 mg/kg) DEIE X 92.2~100.8 % ThH-o7-. £/2, — kDA LiéjFi’Sfﬁ@%@*ﬁ
EHATS12L A, FIEMICE BERZEITRRO LN -T-.

F I — i SR R ) AR CIRNE IS W AIRTRICIE B N AE U Dk, F7e, TVAYRMR CIEEWIRETIE
THERAT2AL5OENERETLZEND, 7oLOREHATK OFHEER/EL L TYAME — MSEE — EE o i
ANWDZEEL TLLZ ORERZ FEHE L 7=

240 ~ 240 ,
y = 0.767x -0.72 ’ ~
200 ¢ r=0.893 = 200 ‘
\_‘éf &
Z 160 g 160 |
a0 %
E QR
120 2120 |
& T
R .
X 80 280 |
H T y = 0.868x + 25
40 % 20 | ‘ r=0.912
<) <>
0 0 L
0 40 80 120 160 200 240 0 40 80 120 160 200 240
idlE — R IE R iR (mg/kg) e — i R 53R (ng/kg)

B5-1 Za Lo EFOFEE (1) [45-2 7o b0 EMEOHE (2)
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F1 DAEE—FEEE — WRER S iR K N7 )V U ERIZ L 57 a Ao EE
0 AR — hig iR

WEOmES s VU EMOLE:
A (mg/kg) B (mg/kg) (A/B) X100 (%)
BER TG Ve AR 82.9 82.2 100.8
BER B TENEELG 125.0 124.1 100.7
BERB TR 111.6 117.0 95.4
BeRk 5 Ve EH 103.6 110.0 94.2
BeRpi5 e 82.2 89.1 92.2

a) VAEE—IYEE —RER S FRIC LDk o 7o L1 EfE
b) TIVAVEARZ LD TR R O 7 v A E AR

2) I7}<"ﬁﬁﬁﬁ0)w_<1t0)7ﬁﬂl'ot%>7‘3|~“=r7L\ MRUV=v7 LD BIEED L8
XYL, R =y L OB TR BB, ARER S TS O B AR R CIE, IRILEEL TOEKSY
ﬁmﬁ%ﬁzémm\mx AE R S5 5 BR V5 CIXIB TR IERHI W T, B iR B AIE DR _)—ﬂ:mff!i%:ﬁi)—ﬂ:
— ERGIENBERA SN TND. 22 TR TEAEEHZ DN TEK 3 AT O PR AL DA 2 L2 E 5 D
g 24T o7
TRy Rk L B AT S 12K AL — TR MiREE 2.4) (1) OEBY, FADMREOSHTREZEVEVE,
JRALT DATRRMZ, & DML FEREOEEIEZAT o 7 RR 2 & A OFREHE IR & L.

(1) HRIVA

2.1) CTRRBLL 72041 BN DWW T, 2.4) (1) IRAE — EAR G RIZE > TREL LT sl B F o AR IT A
OREMIZxT252.4) (1) EARGIRIZE S TRLNIZ T R ORI AOBIEEOMBIZ K 6 12~ L
7o, TOFER, ZNHOWEME (0.24~5.38 mg/kg) D — K [EUF A OEF R £ % O 1%, 0.997 &U-o 02
Thotz. ZOMBARE (1) 1% 1.000 THY, EWHBERRD LN, £z, IR wmﬂlz EARGEI
DR EMICHRT D KRG E DR EMOE S X 93~102 % THY, ZHHOBEMITIEIE L.

(2) #h

2.1) THBLU 7= HEEHZ DWW T, 2.4) (1) JRAL — FEAR D RIS Lo THRL AL A ekl b o gh ol &
EIZKRT3 5 2.4) (1) EKRGIRIZE > THRLATZDHTEE R O ORI EM OB ZK 7 IR L. ZOfE R,
ZNHOMEE (4.16~81.3 mg/kg) D— R EHGRNOEFIRE L KU1, 1.03 LT 0.08 Tholz. £D
FABAEREL (1) 1X 0.998 THY, mWHBENGRO LNz, £, @FH: FEARGFEICEHBEEITSTHE
KR LD EMOEI A1 98~108 % THY, ZNHORIEMITITIE —EKLT-.

B3) =vin

2.1) TR L7245 ARUEHZ DWW, 2.4) (1) JRIL — EKRSG RIS > THRONTZ B R o => /v
OREMIZRT T2 2.4) (1) EARGIRIZE S THRLNIZ T E R o= 7 L ORI E B O BIZ X 8 12”1
7o, ZORER, ZNOORIEM (16.0~116 mg/kg) O — R ENFR O BENFIRE K OB I, 1.03 & 18-0.68
Thotz. TOMBRE (1)1 0.997 THY, BWHEBENEO L. F-, %//7/1/0))—“: EAKG R
FHMEMIC T2 FEKRDRICEDBEMHEDOEE 1L 99~106 % THY, ZNOORIEMEIXITIEF—F L.
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100 | r =0.997
)
-~
Eo 75 |
R
&
&R 50
<
H
25 |
0

0 25 50 75 100 125
JRAb-FE K3 f#E  (mg/kg)

B8 =47 /L ORI EfEOFEBE

3) FHITEERAIE
BE RS T5 VR AR DB AT R I LD BT R EE 2 MR 375728, IRV A, 8, =y VROV B AT
WT, BRIV A, Sl = 7 O W TR ERSS R, 70 OWTITiEE — VAR — iR F e Lo
BHE R OB 4 VT 3 MO T TRIE LI F ), OHTIEYE(R 72 (SD,) , R T 1 42 R 22 (RSD,)
K OVBF(T HorRat fE% % 2-1~2 |Z7RL7=. HorRat X5 BT 5 IE DR E OF Al % T 572D Vb TERY,
{#1T HorRat /% RSD/RSD, (P) IZLVk>H %Y. 7285, RSD, (P) X, V- & B AlH 5 Horwitz Y 1250
Rapgz10 1y,
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ZOFER, HRIT A, EHE 0.70~9.32 mgkg OFPH T, TH5HDKEHE(R 7 K& OVFE 6 1 1 7 75 1%
0.00~0.04 mg/kg X 100.0~1.9 % Th-o7z. $rlL, F¥IH 47.6~98.7mg/kg DFiH T, £NHDIEHE(F 2=
T OE SR R 2213 0.2~0.9 mg/kg X TN 03~1.0 % Tholo. =y oL, FHfE 58.2~108.2 mg/kg
OFIPHA T, ZNHOEUERZE K OF R 221 1.0~5.2 mg/kg L TN 1.2~5.1 % Thol=. 7oiixk, F
PIfE 71.0~113.1 mg/kg O#iPH T, ZNODOIERERZE K O IEERZIL 2.1~4.3 mgkg KT 2.1~
3.8% Tdh-o7-. £7=, RSD, iz VS 01T HorRat 1% 0.00~1.02 THY, \WThd 2 LU F ThHo7!

2)

K 2-1 EARGIEIZEDHRIV L, ok =y 7 O HHATRER

FHfEY MR AR R S

B E B3 44 R O FEJE % (mg/ke) (mg/ke) (%) 47 HorRat fi&

ARIT L BERTGTENEEE A 1.92 0.02 1.3 0.14
BER TG JEREEL B 0.70 0.00 0.0 0.00

Je R V5 Ve AR C 2.29 0.04 1.9 0.22

Je A5 JEAEEE D 2.35 0.02 1.0 0.11

BE R 5 JEREEL E 9.32 0.02 0.2 0.03

#h Je A5 JEAEEE A 98.1 0.6 0.6 0.13
BER TS JE AR K B 81.5 0.2 0.3 0.06
BER G TR AEEE C 60.0 0.6 1.0 0.19

e R 5 T AEEE D 47.6 0.4 0.9 0.15
BERCG TR LB E 98.7 0.9 1.0 0.19

=)L e RS TG e AERE A 103.0 5.2 5.1 1.02
BERIG JE AR KL B 78.4 1.0 1.2 0.23
BERC G JE AEEE C 58.2 1.3 2.2 0.40

B R TG JEREEL D 86.1 1.0 1.2 0.23
BER TG JEREEL E 108.2 5.0 4.6 0.94

a) 3 RAHMTREROEEE

F2-2 0 AEE— REEE — BRlA 0 FRIEIC L D& Ry DO TR

SEHEY R R

I 7E B) o3 44 AEEF O FE¥ESE (mg/kg)  (mg/kg) (%) {#17HorRat/f&
Z4=0N BERCHTEAEREA 73.4 2.1 2.9 0.56
BERCGIEAEEIB 113.1 4.3 3.8 0.78
BERRTG TEREALC 98.5 2.1 2.1 0.43
BERTG IR AERID 96.1 2.1 2.2 0.43
BERKTGTEAEEIE 71.0 2.1 2.9 0.55

a) 3AHHTHEROV-E
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4. FED
BERTBIRIEEF DARIT L, §n e = 7 /VHIE Téuﬁﬂ{gff%ﬁ%{ﬁkbffm >R B OV 1R —
WL SRR oy R A L LT ET, kﬁﬁk(’?(ﬁ:ﬂl‘jﬂq]@?GA(EU BILRBHA R ROV TE, YA

W% — B e — @ﬁﬁa/\ﬁﬁr&()\?ﬂ/ﬁ)rﬁiﬁ%%mxfttixbt %@fk% Ty iR e OVR i — i ¥ SR R L2 &k
HIIRIT A, %‘&U\%y/fﬂ/@@ﬂﬂzﬂﬁ FIE—KL, VAR —HEE — HilEE 5 ﬁ%&@?/l/ﬁ)rﬂﬁ% A=
LOPEMITIFE L. &I, iﬁﬁi?ﬁi}%ﬂﬂ*ﬂrqﬂ@wﬁ‘:rﬁA i i N = 7 VB 31T 23 BHR IR
BB DWW, EKRG K O FEIK 3 R RTI IR AL 21T > 7= £ K5 ﬁwﬂﬂt 3£7k R %L
WL72. ZORER, FAKR K KA — K53 R otéﬁh‘f?A Kk =7 VORI EMITIFIE L
7. Xo T, KO ECTIEE S HTEICH RS TV D EK RIS nit*ﬂriﬁfﬁ)%%%if%m‘iWA, #h K Y
=y VRIENS, [FARIZY /UBE — RH T — Bt 50 iR | otéaiw%{rﬁaﬂiﬁz%yaMH'JfEe:i@ﬂ%a“é:&rbiﬂ
REL7RoTo. 7235, VAL — W — Wi e 3 RO MBS E N E BAHIZ G- 2 D BIZ DN, S5 &
BT BB ETHD.

F7o, BERRTBIRAEEL (5 ) I D\ T TR R K O ABE — B BE — Bils 0 i\ 2 L0 s A i i B vk %
WCHHMTRBRZFEMLI-E 25, IRIV A, $h, ~/&/V&Umbm{a{cfﬁﬁxﬂ“ﬁ{ﬁ%(RSD) 1% 0.0~1.9,
0.3~1.0, 1.2~5.1 L WN2.1~2.9% Th-o7=. £/, TOFMIZA W S0H1T HorRat ff 1% 0.00~1.02 THY,
WG 2 LT CThoTe.
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Validation of Atomic Absorption Spectrometry for Determination of Cadmium, Lead,
Nickel and Chromium in Burned Sludge Fertilizer

Hisanori ARAYA', Yoshimi TAKEBA'
' Food and Agricultural Materials Inspection Center, Kobe Regional Center

We validated a method using atomic absorption spectrometry for determination of cadmium, lead, nickel
and chromium in burned sludge fertilizer. The sample was digested by hydrochloric acid-nitric acid (3+1);
phosphoric acid, nitric acid and sulfuric acid; and nitric acid and perchloric acid. These digestion methods
used inorganic fertilizer method published in Official method of Analysis of Fertilizers published in
December 1992. Cadmium, lead, nickel and chromium were measured by an atomic absorption spectrometer
at the wavelengths of 228.8, 283.3, 232.0 and 359.3 nm, respectively. The results showed that samples were
appropriately digested for the analysis of cadmium, lead and nickel with hydrochloric acid-nitric acid (3+1)
and chromium with phosphoric acid, nitric acid and sulfuric acid. The relative standard deviations (RSD;)
ranged from 0.0 to 5.1 % were obtained from 3 replicate measurements of 5 samples of different burned
sludge fertilizer. The HorRat values (RSD, /predicted RSD,) ranged from 0.00 to 1.02 %. These results
indicated that the methods (digestion methods using hydrochloric acid-nitric acid (3+1) cadmium, lead and
nickel and phosphoric acid, nitric acid and sulfuric acid for chromium) were valid for the determination of

heavy metals in burned sludge fertilizer.
Key words ~ cadmium, lead, nickel, chromium, burned sludge fertilizer, digestion, atomic spectrometry

(Research Report of Fertilizer, 3, 30~42, 2010)
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F—I—F  JEEL, BRI, DT VTR, mERk s a~ T

1. [FC®HIC

IEHCHEIE SN E R, AV OB XICIVRKIICHBBEER LRV COME 5. BRI
SN TOLREEBRLRIEIAL, 7o B=T I ERNMEIREERE~LET202MMH T5281280, %
FOBRRELE, BRI REFRISE, IEEZANR T 5203 TED. o7 TIRDOE, &b R<
FIRHEN TOLEEELEINHI O — 2> THY, BRI T 0.5~3 % BREFHIN TV, 72ds, ik
MM 25 A T DIEEHIE, BAWOKES SRY CRIEE P ITH B ORE, AR O A &0’ %
BoTHTn5.

BUE, BB ATIED ISRV T o TIRO T I = a7 VU R FRID AE R O #iR k7o~
Z7% (LR HPLC %) © 2 O FIENRA SN TS, LLARRD, =ha 7 Ly R RIo Ak A
WEE AT DRI A TERWIEE 1 $5?. —JF HPLC IRICBWTIE, A%/ — /L OH T+ 57
DAL FUEHZfE SO D Y I O O #l i TR O EIZ L0 E B AMEL 2255 238 o7, /ML
SIS DALy MES 2R R O EHRIMIZ DWW, TOKEMZHZLIZL > T 2%
EWELLZEMELTCWDEY, 20w, %45 1%, HPLC O BRIEICE W TR ICHDITKED BTR
M2 T2, MBI ENSEESN, BRIGFRBREE SO TCEOMELRE T 5.

2. MHMRUVAFE

1) SARHORRN

DT VT IRAVLEER ((EECIEEE 1~6) 6 5, IEEGIEE 1 SRV T O T7IREE R0
B AEEE (LRRAEE A~E) 5 2 (FF 12 250 %5 2~3 kg 2k BR S & U CERERL, BEim Doy it CRyfeL, HBA
X 500 um D5DWERIET DI AR 2R L7,

2) REZFOHAH

(1) A% /—/v: HPLC F M OV ik 36

(2) 7%&hr=kJ: HPLC

(3) PV TUUTIRICHN,]: AL (Foeitisk T3 8d)

(4) PUTUUTINERER (1 mg/mL): PTTUYTIRO0] g OO EIMICEY, TDEE% 0.1 mg
OHETETD. VEOAY ) —VEMZTHENL, £2ETT7A2 100 mL (I LA, SR E CRAESZ
Iz%.
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(5) DU TUUTINERER (100 pg/mL) : PV T UV TINERER (1 mg/mL) D—EEEAX ) —)L T
HIRL, VT VT INEERERR (100 pg/mL) 28 4%,

(6) MBEHADY TV TIREUER (10~50 pg/mL) 1 FHRAFFCOT T V7 IREHER (100 pg/mL)
D 5~25 mL Z & & 77 A2 50 mL [ZBPERYICEY, M ETAY ) — Va2 MR 5.

(7) MEHBRADY TV YT INEMER (1~10 pg/mL) : FHRBICRERAY L7 U7 IFEAERR (20
pg/mL) @ 2.5~25 mL Z &7 7 A2 50 mL (ZBEPERIICED, IR ETAY ) — 22 5.

3) HEERURBE

(1) &E#EkE7a~~7Z7 (LLF HPLC) :

(3) BiE L. Retsch B ZM100
(4) LML AUxHL KM Shaker

EEEERT R LC-VP 2 U—X
(2) #72:GL Sciences ¢ Inertsil NHy(PN%E 4.6 mm, £ 250 mm, F77E 5 pm)

(5) LUBF NI —F) P HT L Waters il Sep-Pak Plus Silica (UH4 /L 690 mg 28 )
(6) ATV > 7 4% —:ADVANTEC # DISMIC-13HP045AN (FL£% 0.45 um)

4) SOFTUCTIROAIE
(1) FEHAER O

IIHTEREL 1.00 g 236k = A 7722200 mL IZiF0ED, K1 mL ZMxiz. 5 oEikE%R, A%/ —v
100 mL 2712 C 10 27 EHRVIEE 72, MR TN A S5~10 g 2%, LIEOME LR AR TABLZ. A
HRDO—TEEEAZ ) —/VTCHIRL, AZ )=V TarT 13a=y P L VDTN II—N TN (VAT
JL 690 mg) IZAMT LTz, #i 3 mL #5C, ZDH%OIHIKRE AL TV T 40 Z— (FLF& 0.45 pm) THIlL,

HPLC (Zflt 3250w E L= (1K 1) .

[ 100g  [3:teftx=f7523 200 mL
[ 7k 1 mL
| & [5 min
[—2% /—/1 100 mL
| PREH [10 min
| —Hilg T 7L 5~10g
| %iﬁ |
| ?HI%R | 2% ) —
| 7‘3"7|‘A |S VBN — N DT
| 23t [0.45 pm ATV T 4N H—
| HIE | &k n<hr 57

X1 o7 oY T IR GHEOEREFIE
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(2) ME

EWMERADL T VT INERERR 10 uL Z HPLC (IZEAL, £ 1 04 THRIEL, BbN-t— /i
RITE SO BBRAER L-. 3UBHATK 10 pL 2 HPLC ICIEAL, B —ZE R T & S b Eiicky
REHRIERFP OV T U TIREEZRD, Sk b oREZHE H L.

MEMA T T U TINEERK (10 pg/mL) & OREHER (LEEEL 3) Dru~< 7T 48% K 2 1ITRL
7-.

F#1 HPLCEAE

HPLCH#:E R BT LC-VPL Y —X
VAN GL Sciences ¢ Inertsil NH, (FN£%4.6 mm, £X250 mm, B35 pm)
717 IR 30 C
il TEBh=RIL-AZ ) — /L (6+1)
Vi 0.5 mL/min
R R 215 nm
0.20 0.20
0.187 0.18
i 2
0.16 0.16 'é
0.147 E 0.14 N
0.127 § 0.12
3 0.107 Eg 0.10
0.087 0.08
0.067 0.06
0.047 0.04
0.027 0.02
0.0 ] 0.00
0 2 4 6 8 10 12 14 0 2 4 6 8 10 12 14
1) EEAER 2) ABHEIK

2 VTV TINO HPLC Zu~ T A

3 BERRUER

1) A—RIVSHSLDEHTER

ML 5> B E Tl AW A & A T 50 8HT, HPLC ([C T 3TN Tara~ s 57 RSV S L Tl E
WEEREL TS, BIEOREE(L L ORHEAL D7D TR DOV ATV T — Ry hT 2 AT, IEH
5 DI 7o VT IR E DB E E1T 7.

DT VT INERERE (10 pg/mL) AERERISERG LIS ID TN AN AT L (AZ ) — )L Tay
T4 a=r T LTeb D) ITZ, RO T T INREZRE L. #ERITR 2 LBV THY, 0~
2 mL TIEVT T OTINREDN/NELRY, 2 mL LARETIX 100 % FREELRST-. R A B TR OB
% 3 mL ##5C, ZO%OFIRE LAE OBAEICHWHZEELT-.
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#2 VAT NIy T DGR O

LT VT INREOHER
TG HH 1 DT VTN RN RS
(mL) R (pg/mL) el
0~1 0.0 0.00
1~2 6.6 0.66
2~3 10.1 1.01
3~4 10.1 1.01
4~5 10.2 1.02
5~6 10.4 1.04
6~7 10.3 1.03
7~8 10.2 1.02
8~9 10.2 1.02
9~10 10.2 1.02

a) YUNTNI—RN) T HTNIEN LTy T VT IR
PEVERR OPRPE (10 pg/mL)

2) DWEHOBRE

AL AT iR D A% 7 —L 100 mL CIEHIEMENMEL A2 00355, AP OT 7 ey AOFERT,
HONCDRBHIKE I Z 2% AZ ) — NV EMZ T T 5281280, B ERELE L FIRHHT-07,
FPREHNIKZDVBIMZ %, AX ) — NV EMZ DI RN L T TEDNEIDRFIL-.

RO T VT IR AVLEUEEE 6 5 ORI E S IEE 1 I OWT, KRERINE$ A%/ —/1 100
mL THHL7=b D&, K% 1 mL INL 5 oM E L7-% A% /—/V 100 mL Zix i L7-b D& gL
7o FERITFR 3 0LBVTHY, HEIZH W 7 ROIBALAAEEL 2 KO 3 IZOWTKRERMLU e >72h
DITAKRZRIMLIZH DI L TENEIL 93.0 % KT 83.8% LK.

#3 KIEMOB LAY TP T IRAIEMED Hik
KIS &

A4 LA Tl (E) (A)/ (B)
{EASAEAEH 0.761 % 0.772 0.99
(R AERER2 0.699 0.752 0.93
{ERAEEL3 0.635 0.758 0.84
(R AERR 0.954 0.967 0.99
{ERSAERLS 0.381 0.398 0.96
{ERAEEL6 2.18 2.18 1.00
RIEAE A AR 1.04 1.06 0.98
a) JEME(%)

3) HWERZOERERAIZDOWNT

fEESAEEL 2 K O 3 1 RBFE L TRz il K OO R (LU T 17272l 971) %2 15 KTV 30 % ff
ALEBISER LRAHD. 2N E B MRS RLRE TIZARWn LB 2, Aefoiailn3 (R O i
THEL, BBEIE 500 um D550 EEESE2H0)4.95 glZV TP TIR 0.05 g L OVUK 2 mL 200 %,
BLERYE 75CT 3 R EESET2b 02D OIS TTVORL, KERMLARNS O K RIMLZH
D& LT, 703, ZOBRAEIZIEBHLE R OIERL TRICHE Y 35, fERITER 4 DBV THY, KEHRML
T2 DIXBIF /2B TH T2, K ERIM L7202 72b D1E 50.1 % OEIIE TH 7.

ZOFERNS, NIRRTz M T 728 OFE B 28 325281280, IR ik o 5 iE TiEiE
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IERAMEL 7225708, FHIFICKZBIN T 52 LIV B R 2L EFE T HIENTELHEE LN,

F4 KEIMOFEZLLL TP IRAEME O Hewk (Ze7- 2l 4)

S S DRI
P V(%) 0 mL(A) Tmi®) _ W/®
7T Rl 1 0.501 0.985 0.51

a) I EfE(%)

4) KFEMEOKRE

HHHRF IR T 5K DO EIZDOWT, KIEMOAF BIZL > TRIEE DO ZEN—FRED > T LEARE 3 12
DVWTIRMEZ 0, 1, 2 KO3 mL LLTREZIT o7, #ERIEER 5 LBV THY, /K 0 mL TILHIEMH
<720, /K 1~3 mL TIZRIEMICE ISR ST, ZOFE RN, KOWMEIZ 1 mL &352880
7.

%5 AIIFOPEF -~ 8

L RIEEL3
KRN 3 i 1 i
(mL) (%) o Higs ¥
0 0.645 85.6
1 0.753 100.0
2 0.756 100.4
3 0.750 99.6

a) 3mOHT M O FE
b) AKEMME] mLOBIEFEA100EL7=EE

5) HHEFEORER

HEAER Y B T BRI 10 R &R TV D728, RIEICOWTE 10 Sy B25NE G121 E 570, LRk AR
Bl 3 12 OWTHIHEIFfE] A 10, 20, 30, 60 73 &L TRIFTZAT 272, KiRITFE 6 DEBVTHY, 10~60 77 Tl
BIEEICZE T A DR =Tz, ZORER D FERIE 10 s ETH2 e,

K6 T OREE~ DR

{ERRIEEL3
Frl HH R ] I THIE fiE
(min) (%) Dbk >
10 0.746 100.0
20 0.746 100.1
30 0.747 100.3
60 0.751 100.8

a) 3RPHT OO FE
b) R 1053 ORI E fEZ 100 L7 EI &

6) KRN o ETORMEDOHER
AEHI AR ZIRIN U748 3 <UCAY = L2 A 32570, D URE L 72 A ) — V&2 N Z 422
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ERAEEL 3 IOV THREZIT o7, T720bh, KERMLUTTIIAZ  — VMM LIZb DL, KETR
MUTHE 5, 10 LT 20 & ICENENAY ) — NV EMZ THIH LIZb O i Lz, #ERIER 7 0LEY
THY, TITHE L2 OITREMEIMEL 2D, 5~20 43 TIHBIEMEICEIZHAONRD -T2, ZO5E RN,
KREBML TEFIIAZ )=V 2z Tl 3 2 LEEAMELS 2 5720, 5 R ERENLETHLHIE
DT,

KT IERFOBIEEA~DRE

{ERAEER3
JSCTE P ] HEME Y ) EfE
(min) (%) o Higs ¥
0 0.681 90.2
5 0.755 100.0
10 0.734 97.2
20 0.752 99.6

a) 3P T O E
b) HERFES /3 ORIEEZ 100 L7=FIE

7) FIE R ER

TV T UV TIREEG A LR WAL RIEE 2 ) R OVE A VLR R (3 ) (B 5 M) Z#HWT, v
TUoUTIN2% K02 % WML, 3 BOMTHONT LR RE2R 8 IR LTz, S AN ER K& OFE 1% 48
WL, DT VTIN2% IMMULZRERCIE 101.2~102.6 % K TN0.5~1.8% THY, 0.2 % AL
B CIX 98.4~100.6 % K UN02~1.3 % Th-ol-. BLTE, BHKEKEOBFEEZ T TCOHEEHZRIT
HYUVT UV TIROWMET, 1FEAED 0.2~2 % THY, ZOHFHICB W TR IEfMES CEEEIIER)
B OVGFATHRE FE (FRRHEE Y (R 22) 23S B L.

28 VR IEIL BB
gy TONRE TEEUCE D R

(%) (%) (%)

T 2 101.5 13
{ERCIERA 98.8 0.8
— 3 102.4 0.6
{ERRERB 98.4 0.7
— 3 102.1 0.5
fERXBERC 99.2 0.2
S 3 102.6 0.5
{ERCIERD 100.4 1.3
R 3 101.2 1.8
Y 100.6 1.1

a) 3RO T o3 T RiRR D - R 3=

8) EETROHER

DCUT UV TIRORER 0.02 % SLTEREBHEAFRRIL, RIEOE & FIROMEEZIT 7. 10 AOHMTHoHr
ZFELIZAERITR 9 LBV THY, & TIRITEERZE X 10, T RITEERZ X2 Xt(n-1, 0.05)
ELTURENDTZD, KIEOE &= TRE OB TIRIT 0.002 2T 0.001 % EHERIST.
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#9 EE TIRARE R
kB4, TR EREE Y EERE T NROHTE B TROHEE
(%) (%) (%) (%)
{ERAEEIA  0.0199 0.0002 0.002 0.001
a) 1050 T2 M Bk OBy a1 ==

9) BEROREM

MR (4 OWRE SN T oV T7INEERK (1 mg/mL) IZOWTOLEMEDOMRBEIT 72, 1~6
r A% OEREIZR 10 DEBVTHY, FEEEIL 1.00~1.03 mg/mL ThH-o7z.

ZOZEND, P T VT INERER (1 mg/mL) Z W EE @4 C)TRFLIZSG S, 6 » AL E THLZE
DFRDH BT,

F10 VT VT INEEURERR D22 AR

s TE =l
PR I (mg/mL)
17 H 1.03
27 H 1.00
37 H 1.02
4 H 1.03
57 H 1.01
6/ H 1.02
4. F&H

AR AT B CER F SN CO AR ER L RN > 7 P 7 IR D HPLC 51, JFEHI R 7z amnd 7y
DA FE R B2 L7 EE T EE MRS 7220 D03 b oo, ZZ T OBRIZK 1 mL 23U, 5
E R, A%/ —VEMZT 10 RIREO LT 32281280, BIEREA L ETHIENTE. Fe,
AEEL S HTE I A 2 & A T AN OW I T L7u~ T 7 AL U7 V2 DT EWE %%
ELTWDEN, ROV DFN T —R )P hT7 2T EYE 2RETH281280, ffEL K OSHE
b+pZenTEE.

X

1) BEMKER SR LB EGRERAT R +— &0 258 —H RO ZHORE ICE DT FUE K O
BFOMRAEE ORI T2 FHEEODLM  WIETRK 16 4 1 A 15 BH, BHRKELAERE 714 &
(2004)

2) JEMOKPERL R ERBEEATBEJEAT  IER i, M ENE AN B AR E 2, B (1992)

3) /hEE, BTG mEREI a7 4 — LD AR R O T T a )y ADE &, fEHFZE
Wi, 21, 80~94(1996)
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Development of High Performance Liquid Chromatography for Determination of
Dicyandiamide as a Nitrification Inhibitor in Fertilizer

Masakazu SAIKI'

' Food and Agricultural Materials Inspection Center, Sapporo Regional Center

An analytical method using high performance liquid chromatograph (HPLC) for determination of
dicyandiamide used as a nitrification inhibitor in fertilizer was developed. 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 means recovery rates from 5 samples with concentration of 2 and
0.2 % of dicyandiamide ranged from 101.2 to 102.6 % and from 98.4 to 100.6 %, respectively. The relative
standard deviations (RSD) were from 0.5 to 1.8 % and from 0.2 to 1.3 %, respectively. The result of 10
replicate measurements of dicyandiamide in fertilizer, the lower limit of quantitation value was 0.002 %.
These results show the method has sufficient sensitivity and accuracy for determination of dicyandiamide as

a nitrification inhibitor in fertilizer.
Key words  fertilizer, nitrification inhibitor, dicyandiamide, high performance liquid chromatography

(Research Report of Fertilizer, 3, 43~50, 2010)
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6 JREIOIRNI ST TLEBEENHET(LC/MS/MS)IZELB

EFOWERWEREEMSROI/OESRAE

IR BRET |, ARG
F—U—F  7ubIUR, RO, BREEBIEH, ks nv b 5780 T LRE BT

1. [FLE®HIC

JubtZUREKREOX T T 7 ath A = ZARFFE LI RV TR RERTHY, 1987 FIKETHE
A %% 0F, EELT, TUoA, fEHEY, INE, EEDEEDOT-OHF SN TS, ZLOBRBEANTHUR %
THEP TR RSV TOLKD, ZrEZURITIEFE ICD o<V fENEIT Uik s 14 7 A UL B fF T 5. Z
@J:?iﬁﬂﬁ%ﬁ’*] EMEDT=0, é‘xﬁlﬂt7)F75>1%FHéﬂf:kﬂif%ﬂztﬁéhkﬁi%éi?’?ﬁ%éﬂ’(b\éﬁfﬁﬁﬁ
wE<, REIMESNIZGE, TOERPICLRAETD. £, TOHRMM NS AEFESNTZ T2 EAFH
éﬂf_};}—é}, —HOEMICB N TEBTREESEN AL TS, BARIZE W TIERK 17 FEICEEVE
EHOWERG BN TI/rEZYRRRKEE 2 oNDL M O EBEE DRIV, FEVEF D2
VNG A BAEETAZLEM R ELHS ETEHETHS.

TZWIEFR D7 aeZUR O E LTI, Fic/e MoK EBUR A2 HEHE 32 5 F E T B 76 36 TR Sz
HERRFR B TR~ =2 T VYV RHH0, FEAZFENE L 7-TEREREIEEHC BRI BT 5k~ i Tz~
NTVarERETERNWIE O A CEotz. FEHEOIX, M- EEOWN E2 R IC AN TR
ECHBINTAEMBERZ OITE~Y =27 V% =GB L, 72WIE R ORI E FUR S U715 TR F6
FEEEF D7 ae ZVRORIEEEZRETL, BEREAEERT-OTEOMELRE T 5.

¥, /e VR OIEARZK 1 IR,

Cl N

/

OH

Cl

X1 7arZURofEiER

2. MHEBLUVAHE

1) #EEE

RSTAT B N B ROK BE T B 2 A H T e o 2 — BB R R £ A R A



52 JEEHFZEERE Vol. 3 (2010)

PEIBL CWDTZWER (720 E) & OB IR R BEAR R (2R 3 5 H 15 IR 3 B IR ) OV 3 & H 15 R 3 B
AEkR) A 40 CT—MBeJERLL7=1%, BBIE 500 um O AZ)—2 Z @i+ 5= THIEL, S RE L.

2) REFORH

(1) Z7aeZUNERER: 7T NERER (58 99 %, Dr.Ehrenstorfer GmbH) 10 mg % IEfEIZ &> T
100 mL O &7 T7AUZAL, TEN=NAZINZ TEL, BITESRETRESZINZ Tr/ee 7Y N
KA (ZOKR 1 mL1Z27eEZYR 100 pg 25 A 55, ). ERICEELT, /et U REERO—E &
X — /K (1+1,000) TIEFEICAHIRL, 1 mL FIC7uETURELTENLN 0.5~1,000 ng & H 547
B ZYRIE R AR R L7z

(2) WHEERAZ =13 LCMS H, R 7 b= W3R B3 2 vz, Fratl
TWBLIA ORI OW T FR A V-,

3) HERUVEE

(1) K a~rrF7420 7 DRVE B3 HrEE (LC/MS/MS) © Waters Quatrro Premior XE
Z172: ACQUITY UPLC HSS CI18 (£ 2.1 mm, & 100 mm, #7715 1.8 pm)

(2) IEEOHE: iuch AW-1

(3) = rBfERs: KOKUSAN H-26F

(4) m—#Y)—x /KL —%—: BUCHI R-200

(5) H—RJoT BT Waters Oasis HLB 6¢c (200 mg)

(6) Him.L/7BE%: AS ONE MCD-2000

(7) ~=A—/LK: Waters

4) HERIZIE

(1) #h

ST EEE 5.00 g Z IEfEIZE - T 200 mL D3ete =FH 7T Al AN, KEE(LTRD LK (4 wivoe) 1
mL } QA% /—/L 99 mL 2%, 30 43 BHRVIEEZ. 2D, 50 mL O Ok ICNE&EE2BL,
3,000 rpm (1,300xg) T 5 4yf i L4 BEL T iR &L 7=,

(2) H 1

H—RN) BT LT HOAZ ) —)L 5 mL K OUK 5 mL CTHECIZPES LTz, 50 mL D729 7T Aa% /1—h
VoV HT L0 FIZESE, fIHE 5 mL 20— P BT AMZIEREICIZ, 302k m 23 78 TAHI O _E ik
\ETHETHH ST, SHITKEEL T N Y AR (0.04 wiv%) — A% /—/L(1+1)5 mL % 2 [ —kY
YU AT A, RIS 7.

(3) K %2

Wi —N) P BT 2% ToOT ER= /L 5 mL K OHERE (1+120) 5 mL TESNTHRE L. itk
Z 40 °C LA N ORI T 5 mL LA N ECRERME L2, Wl (1+11)3 mL Z20Z 72, ZO1%, JRiE L7zt b
AT — RNy T MZA R SHE, LR E AT CAKIO EIET2E TS S, Fanr i
(1+120)5 mL C 2 [EFEF L, PEREMAR 7 —R Iz, IRICHEEE (1+120) — 7 ER=kJ/L (9+1)5 mL
Fe OVK 5 mL ZNAIR 71— R M2 CRSICI I EE 72, SmL 0287 FAa% ) — Ny T LD T
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ICE X, TUE=T3172(0.0025 w/w%) — 7 Bh=KI/L (9+1)4 mL 2 —RN) v DT NIIEMEICNZ, 77
EIURZECNICIR ST, e — K (1+1,000) TERL%, 7I9AF v 78R LILEBE (RE 1.5
mL) [Z A4, 10,000 rpm (5,000xg) T 5 53 [ 0 BEL, BB ARAREHERELT.

(4) WK a~ 7 T7 5807 DE BN EDME
FEHAR e ORI 5 pL ik rn~ 7 o7 207 DRE & et (LR TLC/MS/MS &), ) I
EAL, & 1 OHESRMITHE > CEROERE 70~ T L (LUFISRM 70~ T 580D, ) 24572

(5)

#F1  LC/MS/MS & &1

N Waters, ACQUITY UPLC HSS C18(PN%£2.1 mm, £X100 mm, KifE1.8 pm)
AR A: X — K (1+1,000) B: A% /—/L

Vava2==ay 0 min (5 %B)—5 min (60 %B) —6 min (95 %B)—7 min (5 %B)
biinp 0.4 mL/min

N7 LFERE 40 °C

AT A LA T L — A4 Ak (ESD

£—K RNoT AT

FYIN_R— g7 A N, (800 L/h)

a—HR Ar (50 L/h)

Ty I V—EE 1.0V

a—EF 20V

Vg xF— 20eV (E=E)

A A ARIREE

30eV  (FEzR)
120 °C

FYN_— g8 400 C

FIH—HY—AF> m/z192 (E&) m/z 192 (FeR)
TaX A% m/z 146 (E&) m/z 110 (Fe3R)
)

F/HiLle SRM 7a <7 Z L0307t ZVROE — 7 HfE LS4 RO THREMRAERL, e or

nEZUREZRE L.

kB, EEEOMEAM 2 ITRLT.
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[k 5.00 ] 200 mL i =F752=
— KERAL T NI LA (4 wiv%) 1 mL

— A% J)—)L 99 mL

EE 30 47fE
T Ly B 50 mL =L R (3,000 rpm), 5 43

=

TR L | EEREET 0%
Oasis HLBA T A
(A% ) —)L 5mL, 7K 5 mLOJEIZ T beis)
— fli & 5 mL
— KRBT R BIER (0.04 wiv%) — AX /—/V (1+1) 5 mL C2EHeE
| I | A%/ —n%g8%
—¥ERR (1+11) 3mL
2 | EEEREETTIERRE]
Oasis HLBA 7 A
(7Eh=R)V 5mL, ¥EE (1+120) 5 mL ONEZ T e
—IRHE LT T i & B T
—HEHE (1+120) 5 mL CZ& %2 [E]HEE

!

—HE R (1+120) — 7B F=FJ)L (9+1) 5 mLCHEE
—7K 5 mLCHF
— TE=TIENR(0.0025 w/iw%) — 7 Eh=R/L (9+1) 4 mL TiEH

— EW— K (1+1,000) TEVE

SmL 2E7 72
10,000 rpm, 5 53 fi]
LC/MS/MS

2 BB O/ IR0 E&ETI—

3. HRBIUEE

1) AT LEBENMETREEHDKRET

7aZYRERERRICEAL T, A EIOBEIESRM T TAFYy U E—RICTHEZITWD, K3 DAART L%
B, TR, b A UREDKREV m/z 192(M+H]) 27V —H — A4 L TERATHZEICL
7=
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100 192

Normalized Intensity / %

0 ) uH

100 150 200

m/z

3 /avIIROT Y —Y—AF D MS ATV

FIBONT-m/z192 27V —H— A4 LT, TaZ IhA4 D MS ATV ERIE L. fif 54
4IRS, BebAAUIREDORE VY m/z 146 70X IhAF4 U TR T2 0ICUT-.

100 146

Normalized Intensity / %

50 100 150

m/z

4 yarZYVROTaR I AF D MS AT KL

2) JOESVFBREZROHERBEDEE

A ElD LC/MS/MS BIESM TICHITD, MEMRIERHO7ae 7Y REEAERR O 7R A4 RIS O & 12
BALCTAY ) — )b, TEr=FL, & —/K (1+1,000) D 3 FEFEAZMFT LIz, TORE R, KE K O —27FIk
WZEBWT, ZEE—IK (1+1,000) 23 cb BRIF Th-o7-7-8, [AIREZR A T2 8Lz,

3) BMERDERM

22)D () IZHE> TR - % %2 5 uL, LC/MS/MS IZIEAL, 5172 SRM 7~ T AhbHE —7
HFE T m S RO THREMAETER L. 2O/ R, 0.0025~5 ng OFPH CERMEEZRLZ. 25 LLTH
BRO—FZX 5 1R
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30000
2
S 20000
&
(i)
[
10000
o ngAml
0 100 200 300 400 500 /OO 700 8OO 900 1000

*=0.999
X5 7t IUROBER

4) ASLA—R)ISADHHETEDRE

TEMIEREE T i~ =a 7 2BV, REHEEIUEZ 10.0 g &L, HESZ 100 mLANX TIRES - i
DB, TR EE 5 mLLL FIZRDETRMEL, KOOI —R Yy VEAIEIZEEL TWD. L L2R D, JE
BHIBEL T, Vo 7V AWM ERZTEC BB O —NyUEBIEOREIZ, I—N oY BN BEFE VA
HRITREN RO, 2070, REHEEREZ 5.00 g LEOL, HAERIE 100 mL Z2HWT, OND
25 mLEA—RIyPIZAML, BB 2.4) 206> C, GiaiTol. 2OEE, —NyP o HEEEILSGE
SN, FEEFIBRERIEEHIIITS 40 pgke MY EOZaETYRFMNEIGGRER 21T > 72 BRI,
ELERA 65 % HAKEIUEOL DM RO, (FIRFEEEIEEHI~ N w7 AR EL, A4 ALl Zh F o3 gt
OIT-T20, YRR E S ERIRUAIEEIT 72, TOFRER, 85 WIZEINEOMH EARE DL, =
DIz, Bk R —N o PR EORAKREIY, —EBOH— Ny VRIS oMK RIX 5 mLLLT
(272D ETORMENLIERZEND, WBROREMLZE R L TR MG O — Ny U ~DOREH AR &S
5 mL &L7-.

5) ThJYORDIEES

AFETVIR (2 FE) ,, A3 E A5 IR BRI (2 fiE) K O & A 15 TR BRI R (L) # v, R
BRI U7 EHAR A 5 ul, LC/MS/MS IZHEAL, EEBEZIT A —7 OF \AMR LA, 1
EL—7IFRO LN T.

6) 0ME R G ER

FEIDDE (2 ), FEESAIGIRREEEE 2 FH) X O ES G5 R BLE (1) 12, 7res7
URELTENZ 40 KL TR400 pg/kg tHY EIRINL, REZHES T3 BT ITEITY, BONTZ DY)
BN K OO TR SHE R 24 F 2 1[RLz. 7ae T VRO EIERIL 75.2~118.0 %, T HOFE%E
FEYE(R 72 (RSD) 1% 0.5~8.5 % ThHY, RAFAREIE K OGHTRE R EL-.

7%, EEUEE K O EIGRER CTE LN E - OIEIZEITS SRM Zu~ b T A0 —fF %K 6 (2R
7-.
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F 2 BIMENERER A R

(%)

. SN NN FEGSHGIRIE  FERSAGRE  RESAHIRRE
g CEREGIETRREGIEZ ey B 2 B |

(ng/ke) - - - - -

Y RSD”  [EMREEY RSD MM RSD”  EIXFHEY RSD”  EIXFEY RSD

400 965 (55 1060 (L5 98.8 ( 2.7) 97.0 ( 0.5) 1032 ( 3.0)

40 1180 (05 1067 (19 80.7 (8.5 752 (49 982 (5.7)

a) n=3 OFHIELE
b) AR 7

(A) (B)
wv
wn .4'::
2]
E g
3 <
2 ]
o] ~
= 2
= 2]
z g
2 k=
Ll -
W
#&”ﬁ“ﬁﬂm%—l—h—l—lﬂ—h—l—ﬁ—r L L L B BN
0 5

5
Retention Time / min Retention Time / min
6 WANENGRER CELILZ SRM 7~ K7 T A0 —1F)
(A) HEHEGE (/o ZYRELT 100 pg 1Y &)
(B) #EHAWR (FEIVAE, 3B 40 pg/kg FH Y4 RN

7) EETRRUELETR

FELEVIER RS EIGRBEIELZHNT, SRR o/t 7VFOEH &EELT20 pgkg il
BROLINCENENEIMU 7 SOHTRBRAFEML, 7o SVR0E 8 F IR O H T IROMR AR LT
ST FERERIITRLIZ. EE PRI EERFZ) <10, £72, B TFRIT EHERFZ) x2xt (n-1, 0.05) &L T
IRENDHDT, RIEDOE & T IR K& O H FRRIZ 10 pg/kg FEE & OV S ng/kg F2 8 LHEE ST,

#£3 Rt 7o T RO E R F RO

(ug/kg)
— 1) %) 3 EE TR BHETER
t FART Mean SD et e
AT R 20 15 1.4 14 7
R E /IR EERE 20 22 0.9 9 4

1) 7aEeIIVRNOE A &

2) 7THEOHTHRERO Y E
3) IEYERE

4) PEVERZE<10

5) HEYERFZE<2xt(n-1, 0.05)
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4. FED

R D7 YR O E Bk D2 G VMR OO DR BRE £ L1-L 25, RO RE2ET-.

1) =B UIESEA OV TREREZIERLIZEZA, 70ETURIT 0.0025~5 ng O#iPH CHERMEZ R
L7-.

2) 2FEHEDOFFIZVE, 2 FEEOFEE BIHIEREACLE K OV 1 BEOKE S A5 IRRELEHCSOWT
RIEZHE > Tr/RETIROWEE Ei LT fE R, ERBEEFETHIRHE —3/h ol

3) 2FEBEOFEIZVIE, 2 MEOFEESHIGIRBELE K O BEOKES AIGRBEEIEEHZONT
7abtZURDOE A D 40 pgkg &N 400 pg/kg (2725 IR UGN BN B & 526 L 7= 5, P8
BN HR1E 75.2~118 .0 %, DO PHATHRE BE TR HE #EF 22 (RSD) £ LT 8.5 % LA F Th-oT-.

4) RIEOTWEROVERERIEE O /ae IR0 E & TR L O E FTIRITZ 10 pgke BEKD S
ng/kg FEEELHEES L.
INHDOZEND, 2009 FFEAEEHE TR TS OFHLZ T, BEHEREUE (2010) IQR#E S22

X M

1) fEE K OHERR IR B 3 D BR B4 O 1 5 HIINE L E RO R~ =271, SUEEIRIE # - —e 2t
Y Z— R A, p.58~69(2008)

2) BEMOKEMBEZ2EN 2 — (FAMIC) : JEEHEERE (2010)
<http://www.famic.go.jp/ffis/fert/bunseki/sub9.html>
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Determination of Clopyralid in Fertilizer by Liquid Chromatography/Tandem Mass Spectrometry
(LC/MS/MS)

Toshiharu YAGI', Yuko SEKINE' and Yuji SHIRAT'
' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

An analytical method for determination of clopyralid in compost and sludge fermentation fertilizer by
liquid chromatography electrospray ionization-tandem mass spectrometry (LC/ESI-MS/MS) was developed.
Clopyralid was extracted with methanol under alkaline condition. After the extract solution was centrifuged,
a part of the supernatant was purified with divinylbenzene-N-vinylpyrrolidone copolymer column, and
analyzed by LC/ESI-MS/MS. The LC separation was carried out on a C18 column using solvent gradient
with formic acid — water (1+1,000) and methanol 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 compost and 3 kinds of sludge fermentation fertilizer) spiked with clopyralid at 40 and 400 pg/kg. The
mean recoveries and the relative standard deviations (RSD) were 75.2~118.0 % and 0.5~8.5 %, respectively.
On the basis of 7 replicate measurements of spiked samples, the LOQ values were 10 pg/kg in the compost
and sludge fermentation fertilizer. Those results indicated that the developed method was valid for the

determination of clopyralid.

Key words clopyralid, compost, sludge fermentation fertilizer, liquid chromatography/tandem mass

spectrometry (LC/MS/MS), electrospray ionization (ESI), selected reaction monitoring (SRM)

(Research Report of Fertilizer, 3, 51~59, 2010)
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7 BEEMERALIIRICETINEIVLOBEHBEDER
— A DR E —

HEHERER |, RIS, BIRRIG |, BT SC  E e
F—U—F  BREBIIRIV LA, BRI, R ROk, FE ST IR RS

1. [FC®HIC

AEAEEH D A RID AT AEE BRI SR ERKICIY, AR, GRESE TE RSO
KRENEDLNTWDEN, BEONEASCEEOBAICEIY HBICER TR HD. JiiEick-Tt
B TR SN A RIT ANEMICRINEND A, KEEMEOIRIE T EBIRTRICIEML T D, B
FE A LTIRRESCHEIR VE ORI R S U7 IR BE CREAR IR SN IRIT AL F72, pH SRR (LR T BN O
FALHDIMAEDIC LD O D fEEIR T, KIBREERDEZ X HNDY . JMSTATEUE N AR K E
B 7222 — (FAMIC) TiX, AL 19, 20 RIS, AHMZ 20 %RESG A 3587 LTS
TGRSR DI RIV LOE B RROHERBEZK 1| FHOA L FaX—al MR K OFE/E T T
~E &N (LLT, ICP-MS) IZEDEEICEVFAEL, 1>FaX—Tar iz, HIREE K
DERYAEETIVD LR HRIT LIFEE W O CT— EHML THLIR 2 12D L, R0 TEEHRM
B4 DRREIZE > T EILRDEMNRHY, 7= FERIEHRID AT E B FIZEA LT, K
PEHRIY MTIEEAERHEIN2NEWIERNELNTD . LoL, IBIRIEE O 23 5 fi s ik
SNTZARIVLR, HIEP OB ELREEE ICH ORI TWDLIENHEE I, E0 B IEE
SHTEEFEIZLTERY, BEFO LEICRT AR LD N E S TldenE Wi BE N RS-,

L 21 B, BIERHEA L FaX—va RREGHRM E R EODRN TR L T, IRIV LD
R ARIE 35729, B2 W RID 2L (DL T HliEE 1 8V)) TRllE T 52 8L, fitE O %
1ot F7-, AT HEEORE DD, BREtLizHiEIC OV TERBER O A~ AL, 15IRAEE
FHOEER I RIT DI HOWTHELZO T TH A 35.

2. MHMRUVFE

1 HHORRKRUAR

(1) BTk

URVGIENEE (4 53), BERHIEIEEL (2 52), 1HIRFEBENEEL (9 /7)) R OVATEHUE EOTHIRIEE % ICE E
NDHKERIFEY REBEAE (1 ) OFF 16 MEROEBVINEL THNTIZHLT.

AEF0.5~1.5 kg BEAIL, E=— VRIZANTESL, 2HFRFETHRFL, 0.5 mm D550\ &4\
THETHHL Tt AEBI 2R L7, 72720, A BHZ DWW CIEBRELZ 1T 40~65 °C T T FLfg
BEMLZ. 5L TIEEERERTE (2009) (2L A D RIT AHIEEZ S 1 ITRLT-.

VIRSTATBCIE N AR B T B 2 R AN — R R 2 A A
PIRSTATBOE N AR B T B 2 2 HiT e 2 — e 2 —
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(2) +#

Ao FaX—varB B HELL CTEEM O D7 W R A1 52 EEL, TOMIZ 19~20 £
FEERMECHW-BARZ H1EZFNEREL, 2 mm D550 EBLTHOIr AR B2 T8 L7~ B b
MeAFE 2 IR,

#1 HEIEEFOARIT L F2 LR EOR L FM
. i PAL-TF/KRRHCA REH S-1 52
EHOME R T o) THRowE — EfmT T
UIRIGIEAEA} a-1 2.1 1 LS L

a-2 2.0 K55 (%) 1.1 22.4
a-3 2.5 pH (1+5) 7.0 59
a-4 4.6 HHEW(%iz 1) 26 22.3
BERBIEAEEE  b-l 1.4 -3 H SRR Cd”
0.14 0.49
b-2 3.5 (mg/kgkz 1)
15 IEFE At c-1 2.6 a) 7L — ARG E
c-2 2.6
c-3 4.2
c-4 2.0
c-5 33
c-6 2.7
c-7 0.5
c-8 0.6
c-9 1.2
KPERIPEM REEIEE  d-1 4.0

2) DHEDRER

(1) fhis

TEE R HRIV AOFRERIFEMEIZ OWTIE, ORI M m<C/EW R OB U & D+ BE
IRENZKIRN T BT DFR 2 72 FIEDBRETEN TODH DD, THRELMERD FIER2VRILICHS. 22
TH—BRRELLT, BEY TEDLNZ 0.1 mol/L HEEICIAHH (LLF, B ATIA) 2R LT,
ZOMIZ, TR TCRBIAF R EZ TEHTEIRIVALLT, A4 ZHREBEEOREIZH
5% 1 mol/L FEfE T B =0 AR (pH 7.0) i H (BAF, pH 7.0 BEZ AIEE) , £z, MHER(LAC-CIR 2
DLy WEERRET S pH O FICIVEH T2 HIRIVAELT, 1 mol/L BEEE T > =7 AR (pH
4.8)fhH (LLF, pH 4.8 BELZ A[¥R), &BIZ, BHE/RED HER Y L85 L EWME B L TOD IR
TAELT, 0.1 mol/L v AUER AV AYETRI Y (LLF, ©ah) AR A1) 22 2R LTz,

(2) MEE

MEEHEGTEICE D EED SN T @ ILE O XN EHEIZIBNT, HIRIEE T IRIVLOE [ EZFFS
DR R EE 0.0005 % (5 mg/kg 1Y) LS THRY, EEHERERE (2009) IZBWTHEIRAEEHF H
U LREBRIEN T L — AT (LT, AAS) Z VT 0.1 mg/kg FREDEE FIRTHLI-D, At
IZBWNTH AAS IZKVBIE T HZLELT.

TR OW TR I R B 3 FRVE IS LD RIT LE B AR K 0.5 mg/kg BREETHY, AAS IZLDH3H
M7t DR EECH D=8, ICP-MS IZXVHIEL7-.
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3) HERUFE

(1) 7L —AJRF Sk E: ST 7 /ny— XM 72310 (B—~ U 02T 5 X)

(2) FBERERTIAVEESIEE : BHEREFRR ICPM-8500 (MWEMAE &/5Hret, Ty v

U R A I AR

(3) ICP JH B #hAi fRELE - BTl ADU-1

(4) FEERVETHE: hEsEfl AS-1

(5) Loy BfE a7 8 H-26F

(6) b—hrT oy BNy ffdkE O —x L (= A8 Digi PREP Jr.

(7) DigiTUBEs: v —x/ )L A28l R 7oL o f8al O aes

DigiTUBEs I, ¥, AKGEK, BHAKDIE TG L, 1 mol/L iEEEIZEk A MIREL-%, BHK T
L7zbDZ .

4) HEFE

(1) BRIV LEEAERE (0.1 mg/mL) : FaEptisk T 2% JCSS

(2) YU AEEERR (1 mg/mL) : FOGHEE TR 1006 H (F§E2 2 mol/L ¥aik)

(3) fiHl& (68 %) : ZEE{LE T.3% TAMAPURE-AA100

(4) HEWE (36 %) - FOLHisE T3 FE 48R EH

(5) BEERT L E= b FEHisR TR Frik

(6) EEME: FOLMIZE T3 K OB R b 7R FEfk

(7) ©abAmhIy s BEE i Rk

(8) HElET v =0 LR (pH 7.0) :HEEE T > E="7 A 77.08 g Z7K 900 mL (Z¥EML, KEfEZ N4 T pH
7.0 IZFR%EL, /KA 2 T 1,000 mL &L7z.

(9) HEfET »E=0 NRHK (pH 4.8) :HEFE T > E =7 A 77.08 g Z7K 900 mL |2V L, HEEE% A T pH
4.8 IZFRFEEL, KREM AT 1,000 mL &L7-.

(10) Ea ARV Y LEEHR (0.1 mol/L) - a ALEEAY Y A 33.03 g Z/KIZHEML, 1,000 mL LL7-.

5) 7

(1) EHR DT R

TR S IR BEOIR B T ED LN HEDOMIT 5 g + 50 mL L7Z. (BIRIEEHCH-TIL, @
W R SN EITEIE 2RI L TIRE THDHIE R Y AAS TOE & Al fE/ R E & TOmG %
HEOEL7=ZED D, 1 g+50mL L7,

(a) HEW% (0.1 mol/L) (LB EHA WK O

DigiTUBEs 125 mL (20K G IR AREL 1.00 g XL+ 10.00 g) ZiXA0 &0, HEE (0.1 mol/L) 50
mL ZIEFECIZ, £ 200 £,/ (RIE 5 cm) T 60 5 EHEVIRET-. A 5 B THBLRABHAKREL
7.

(b) pH 7.0 FEZR ATVE A R e EHR K O 7R #L

DigiTUBEs 125 mL (23 Hrakeh GHIEAEEL 1.00 g T 15 5.00 g) 21300 &0, FEfET > =7 LA
(pH 7.0) 50 mL Z IEfEIZAN 2, 9 200 111843 (BRM& 5 cm) T 60 3 IRVIEET-. A5 B TAHm LA
BHARELTZ.
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(c) pH 4.8 BEZE VA R I AeREHE IR O i 5

DigiTUBEs 125 mL (23 HralEE GBVEIEEL 1.00 g iX 123 5.00 g) 213020 &0, BEfR 7 & =0 LEIR
(pH 4.8) 50 mL ZIEFE(ZNNZ, #) 200 1118, 4> (JEHE 5 cm) T 60 53 MIRVIEE72. AHE 5 f B TAHil Lk
BHARE L.

(d) ©a AR RITE I R S5 EHE R O Y

DigiTUBEs 125 mL (243 BTkt (B UEAEEL 1.00 g IF 138 1.00 g) 21300 &0, B R BRI VD AR
(0.1 mol/L) 50 mL # IEMEIZINZ, #7200 1118, 4> (HRE 5 cm) T 24 ReE#RVIEET-. 3,000 [l 75 (K
1,600xg) T 5 ZrfEliE O BEL, REAREZREHAIRE LT, WM EE O EO/ NS E D5 O BT X
0o BER FTREZR S A TR Dy BE L I AR S T B TABLBRENATRE LT,

(@) ~ (D IZHBWTC, R, RIEOLDZERBRIFIROFMEIT 7. £z, (a) ~ () IZBWTAHIBEE
DR B2 A2, 3,000 B4y (K9 1,600 g) T 5 Ay fElE Oy BEL -1, AilaiT -7,

(2) HRIVLOHE

(a) AAS ITXD1H TR NEE R EHE IR OB E

FABHAK 25 mL % DigiTUBEs 65 mL (ZIEfEIZEY, HEE (5+7)5 mL Z/1%, 105 °C Db—h~7 w77l
NS R4 B C 10 43R L= A L, 50 mL O ETRAZ M A THIE FEEE L. kot
BN ECTG AT, BEMRETKEMZIRE Lt:, A# 5B CTAHBLIIEREKRE L. WERERE >
L— LR T B EIE AL, R 228.8 nm OWEEZRIE L. RFFCARIT AE#ER (0, 20,
40, 60, 80 pg/L) ZMIEL, HEMEIERL TREIFFOIRIVAREZFE I L2, IRIY AEHERIZOWN
T, HE2 (5+7) % 50 mL 729 5 mL #AML7-.

(b) ICP-MS (255 HHEBBHA R DM E

MR AT VA IR L bR B 7=, REHATE 25 mL % PTFE B — % —300 mL (&9, g2 10 mL 201 %,
PTFE Rf5HIL CTEWAY 7L —h BT 10~15 mL F2E L TMEYRAMEL, Hh# DigiTUBEs 125mL (2L
IAZx, 100 mL O F TR ZM Z CRIE ARIRE LT, hoodh ik TrEEHAR 25 mL % DigiTUBESs 65
mL [ZIEREIZED, R | mL 2%, 105 °C Ob—h7 vy 7 BUNE S fiR 4415 C 10 /I B L7 1% s L,
50 mL OFEMEETAKRAE M % CRIE AERE LT, MBI R A U5 A 1, R ETKEMZIREGL
7otk A5 FE B TAHIBURIE RS L. JE SR & O'r Yy ANFEHERS IR (100pg/L) % B B R4
B TRALE ICP-MS (28 AL, "'cd ZHEL, '"Rh THEERIELT.

[FIRF S, WRID AEAER (0, 0.5, 5.0, 50 pug/L) ZHIEL, MEMRAERL CGREFHT ORIV ARELZE
HLU7c. ARID MERERIIERER Z LI, SOEHK & [R] & O E R K O A B A RN L7278, SR e vl v I

fllig DA UM LUTE.
ICP-MS OH#IEFRMITLL T DLIY.
e JE I HH 1.2 kW
P TV TS 3.5 mm
= NIAfi® 7.0 L/4y
TR~ T A 1.50 L/%y

X UT H A& 0.60 L/%y
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1 RO 2 12 r7e—anRLr.

[ skl 1g | shitizsss

<~ (0.1 mol/L) 50 mL

I 7@?&&5 | 200754/ 60531
[ 28 ] »iistis
| %\E&(ZS l‘IlL) I ﬁﬂ@ﬁnn

iR (5+7) 5 mL

| F | e—Fr7mv2 105°C
I
I TEAY |
I
I I E | 7V — Lo

W PR RID Loy m—

| obrelkl1g | HiHAES:

—HEfR T E=7 . (pH4.8) 50 mL

I 7@?&&5 | 2007E#/%5 60531
[ 2B ] »wsiis
[ omQ5smL) | ofisss

X% (5+7) 5 mL

| Fh | e—Fr7my2 105°C
I
I TEA |
I
[ HIE | v —2JE ey b

pH4 8HEZ YA R DAy Hr 7 —

Lottt lg | #hibizss

—HEfE T E="7 25 (pH7.0) 50 mL

I 7@';9@9:5 | 2007E/%5 60514
| 2 | 2itsHiB
[ S Q25mL) | syfiess

W% (5+7) SmL

| F | e—r7m=v2 105°C
I
I ER I
I JHIE | 7V — LA

pH7. 0L YRR Doy HT 7 m—

L obradklie | Hhib&

[ ORTRES | 200%:/4> 24051
[

| LR | 1600xg

[ Hm0Q5smL) | s

& (5+7) 5mL

| A | e—r7myz 105°C

I Elﬁ |

| 73|i@ | AHESHEB

| HIE | 7V — 2T

) AR FTEEAI RID Do 7 m—

1 {BIEIEEF ARIY DO EER /5T 77—

—'mY AfEH Y7 (0.1 mol/L) 50 mL

dt
S

1
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[ okl 10g | #hiHiass [ omdtesg | #hian

—H# (0.1 mol/L) 50 mL —HElET - E =7 4 (pHT.0) 50 mL
| IKFEHRED | 2001F18/45 604554 | AKFARED | 2001%18/45 6043F4

I I
| Sl | »#estEB | 5ith | »#estEB

I I
[ Sm@smL) | PTFERE—n— [ s ml) | sfisss

—fH 10 mL —fHEE 1 mL

—PTFERLAFF ML

| b | e—r7wvz 105°C

| N e | Hvr7FL—F. 10~15 mL¥E gl |

| T
| B |

| [ DSBEE TSR | WAL 5E
| B LA | 100 mL PP ETT2= [

[ | HIE | Bumarsx~gaoIiER
I

| PH7.OBF % WA RS0 B4y 7 v
| I E | HumarsX~EESITER

HEREFIVA T R ID DA 7 m—

[ obratelse | #baEs [ oateig | #haEm
—HEiE7T . E =7 2 (pH4.8) 50 mL —EmY AR 2 (0.1 mol/L) 50 mL
| AKHRED | 2007%:18/55 6045 | AOERED | 20073:18/55 245
| 5Ii@ | »#estEB | ﬁ'L\Iﬁy\%ﬁ | 1600%g
[ omOsmL) | s [ om (Is mL) | SRER
<2 1 mL <—Hig2 1 mL
| ik | e—r7wv2 105C | ik | e—r7wvz 105°C
I ”EIE I I EIE |
N EIE AWM | R USRS [ 6Ii@ | ~#kstEB
| (E'I | FEEAETIRAVE RSP ER | {EJIE | FEEe IR E RSN ER
pH4.8HFZLE WA RID Lot 7 m— VR AR FIE I RIT A7 e —

2 HIEFHRIV LD HTETm—X

3. MERBIUEE

1) FhnE IR ER

[ 58 e OV UK FE A e R 9~ 5720, iRINIEIIR G SR 2 it L 7=
(1) {BRIEEOREREZFE 3 IR, 2 BEOMEREZ AV, IRIVLALL T2 mg/kg Y EDIRIY
I HER 2 H 14 ORUEHE IR IR, SRBR L7, [BIERIT 92.6~105.7 %, Z O UKE BE 13 4H X% e
Wz (LLF, RSD) (LT 0.2~1.8 % ThH -7z,
(2) HHEOMKRAEE 4R, ARITLEL TS50 K500 pg/kg HHY BOHRIY MMEAER 2 H % O



66 FEEHFZEERE Vol. 3 (2010)

AEHARIZESNL, BRBR L 7=, [BI R RE ATV, pH 7.0 BEZE I & OF pH 4.8 BEZE A TA TENZE AL 106
~113 %, 101~106 %, 109~121 %, = O UIEE X RSD L TEIZ4 0.3~3.7 %, 0.5~1.3 %, 0.6
~4.9 % ThoT-.

73 A Fl G VAT AR OFEHE IR N [F1N EABR R

e s MEUOMY RSD ARAMREE e RSD [N
B (mgkg) (%) _(mg/kg) (mg/kg) (%) (%)
e AT a-4 437 0.2 2 6.42 03 103

b-2 278 0.4 2 481 02 101

pH7.0EFZ "l a-4 0.26 4.8 2 2.27 0.3 101

b-2 028 3.7 2 227 06 100

pH4.8HEZ: WV a-4 280 0.8 2 472 03 96

b-2 0.77 4.2 2 262 05 93

vEu) A AlvE a4 2.87 0.7 2 477 0.8 95
2

b2 028 47
a) 3P T AT EGR D P

2.40 1.8 106

24 28 T HUE O R R INIE] Y SRR s B
St} myin® RSD BN EE  yohn® RSD [EIREE

SHE
e gke) (%) (ughke)  (ughke) (%) (%)
e S- 64 4.2 50 121 22 113

500 605 2.3 108

S22 155 1.1 50 209 0.3 108

500 687 3.7 106

pH7.0HEZ FI¥E  S-1 19 1.8 50 66 0.8 95
500 532 0.6 103

S22 25 1.3 50 78 1.3 106

500 548 0.5 105

pH4 8HEZZ Al S-1 52 3.7 50 113 3.2 121
500 620 0.8 113

S22 101 0.9 50 160 0.6 119

500 647 4.9 109

a) 3RPHT T RGED T E

2) EETROMHER

BIAEEHIBITAE R TR (LT, LOQ &) s 35720, KR E O 5T HEEHZ DWW T, 7 Aff
FTOMLCTHRLNZRE RE2H S IORLTZ. LOQ ITIEHE(R 2 (LT, SD)x10 L ORSNDDT, HFE AlVA,
pH 7.0 BFZAIE, pH 4.8 BEL IR K CE R AR FIVE I RIV LD LOQ (XZE M, 0.1 mg/kg, 0.2
mg/kg, 0.1 mg/kg, 0.1 mg/kg F2EELHEE ST,

#S {GIRIEEHE B T IRMEREEBROHE R

A v FHERfE?  SD LOQo#Efi”
(mg/kg) (mg/kg) (mg/kg)

T AT HY c-7 0.28 0.01 0.1
c-8 0.34 0.01 0.1

pH7.08E % AT ¥4 a-4 0.20 0.02 02
d-1 0.24 0.01 0.1

pH4 82 AT VA c-9 0.40 0.01 0.1
a-2 0.34 0.01 0.1

v AR AT a-1 0.44 0.01 0.1
b-2 032 0.01 0.1

a) TRGHT M RAE O FH){E, b) SD*10
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3) FBEEMPHFIVLORMERRE
FE AL RBRIE S LD IRAL-EK I HH AV RIT ADRIEEDS 1 mg/kg LLEDIHIRALEHISWT, JEHE

BIARIT LD HTiE RES 6 12, &

SHERI IR DO FRAL-F AR AR I M3 28 & (BT,
M ER) 2R 3 e E R, ek, BHICHOWT, BIEES LOQ KiliD#H A TIX N.D.LREL

7=.
6 JGIRIEEH T O EERI I RIY AEH &
a—1 a-2 a-3 a-4
HEME RSDY  WIEM RrRspD?  MIEME RSDY  HIEME  RSDY
e R Y 1.6 (76) 0.5 1.4 (71) 15 22 (88) 03 44 (96) 1.0
HERERh R OpH 1.5 1.8 2.1 1.8
pH 7.0EZ A5 N.D. (0) - ND. (0) - ND. (0) - 02 (4) 108
pH 4.8FEZ A | 0.7 (31) 1.6 04 (19) 6.4 0.7 (27) 23 22 (49) 3.1
v AR AR 0.5 (22) 5.6 0.6 (30) 1.8 1.1 (44) 0.8 2.8 (62) 12
JRAL-FE A | 2.1 2.0 2.5 4.6
b-1 b-2 c-1 c-2
BIEM  RrRsDY  HIEM RSDY  BIEME RSDY  BIEME RSDY
e R Y 0.8 (55 0.8 2.8 (80) 1.4 20 (78) 14 13 (52) 1.7
HE R R OpH 2.6 1.9 1.8 1.7
pH 7.0EEZ Al [N.D. (0) - 02 (7) 61 ND.(0) - N.D. (0) -
pH 4.8FFZ Al [N.D. (0) 8.3 0.7 (21) 2.9 1.0 (37) 1.7 03 (11) 48
o AR AT Y |ND. (0) - 03 (9) 48 1.0 (40) 1.4 1.1 (41) 22
JRAG-F A | 1.4 3.5 2.6 2.6
c-3 c-4 c-5 c-6
HEM rsD?  MIEM RSD?  WIEME RSDY  MIEME  RSDY
He s Y 2.7 (64) 1.1 1.9 (95) 0.6 3.1 (95 0.3 2.5 (93) 03
A R OpH 2.9 1.9 1.7 1.8
pH 7.0EFZZ /A~ | 04 (10) 29  ND. (0) - ND. (0) - ND. (0) -
pH 4.8FFZA[EY | 1.5 (37) 04 12 (58) 0.6 0.7 (22) 0.9 1.0 (36) 13
vy ARt AT A | 2.7 (63) 0.8 09 (44) 1.6 1.5 (47) 1.9 06 (22) 12
JRAL-FEAHIH | 4.2 2.0 3.3 2.7
d-1
HIZEfE  RSDY
teme 0.1 (2) 19.0
HEEA A ik OpH 6.0
pH 7.0EFZZ /5~ [N.D. (0) -
pH 4 82 A[IE™Y | 0.6 (16) 1.7
v o A ATES | 1.8 (46) 1.3
JRAL-FE ARG | 4.0

a) BAZiTImg/kg, b) B PIEIRAb- RIS T 285 [%] o) HAE% d) F1XLVEE
CVBUBFEBENEEL,  d:/KPERIFEMSEBENDECTHB.

AL I Eh T,

a: LIRTGUENEEL,

b BERTGIEALEY,
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100

o B
o
80 > < >
o
60 O ©
© o
A
O o) C O
40 GO
R )i A A
© A
@) A A A 8]
20 A
= A
A A O
O
= o T - B S = g =S
%] a1 a2 a3 a4 b1 b2 el 2 3 o4 o5 o6 dl
| oMWY OPHT.OMZEWA  APHASHEZWYS  OEm 0 ABMETI

B3TEIEAEE R DT RERI NI L& H B JKAL-FE KA BT 251E Gl ER) [%]

WA P Cd 12 2~96 %D fliH =R Th o7z, BERSIGIEIEE b-1, G IEREENEE! c-2, c-3, KPERIPE
YRR d-1 2FR< 7 8T, BIRIBEIF CdIxEF ED 7 EILL NG A TH-7-.

pH 7.0 BE% A[¥A Cd % LOQ UL L&A 4575 IRIEEHE 13 A 3 AT, fiHEIIR K Th -3 D 0.4
mg/kg ThoTo. ZOHEMEED Cd IFHIRIEE FIZIXIZEAEE N TV T,

pH 4.8 HEZZ AR Cd 1 0~58 %DM T, a-2, b-1, c-2 KLUV d-1 1% 20 %Ll FE 72, $EIZ b-1
Te<HHEN 2D -7, I EOREHED pH 1T 4.5~4.6 LIFIE—ETHY, HHE R OHHRED
HELRbNZh 7.

Er ) AR AT Cd 1% 0~63.1 %Dl H 2T, FriZBERTG JEAEHZ 10 %Ll T CBE K o7,

R H R pH 7200, 7K FERIFE W R BEREEL d-1 Z2FRIT1E,

HEEEAIYA Cd O pH 4.8 FFZZAIVA Cd D pH 7.0 A[¥ Cd

DI B EBMRICHDEHERIND. HERRICI DM T, WO KFAA LD, bW s
RAERRICEDEHOMIZ, —FOEK, TAI=T AOBALYCKBEL PRSI TZ I RIT LOFE H
ZHELTOVAEEZLNTODY, RE-IAEREE 1:50 THIH LB AL, MiEEh oEBRAZND
D INZDOWTARE LTV, Cd DI RIZ T 235.

R AT YR 3R 2 % LB iR (2D 7e o T K EERIFEM R BEIE R d-1 1%, BN T HA2FUEIEL TRY, AJKAE
& (Ca0) LL T30 %RREE AL TWDIO SO S ARSIV TWDHZERH L Tho7-. L
DU R FIE R ITE WD O D, d-1 HIZIX pH 4.8 BFL FIECE B URRIE IR O Cd 38 D720,
H7adld 50 %R I Y I A A AT RERTERE Ch DB b,
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pH 4.8 A7 Cd LRV AR AR Cd 1, a-3 X° c-4 TENLOMHEDOFIN 100 %r B2 520
5, BLTLL EWICHEL A2 BEFR Tlded, —EBITEBEL CWDAREMERHD. LnLARND, Zib 2
SO HROFIAHER T Cd OffH R %Z2 FEI-7230E28 13 85 7 550, 4 MOREEDH HIERED
FTEE T D Cd BFIEL TVDTENR DD,

BERIBIRIEE b-1 IZE A SND Cd 1T, LIS O L TOMBIASICEE CHY, BHIEH TS
WEETIIeleoTHY, FEREAIIEED 55 %ELEMKME CTHD. BILAIRITAIT =0 LK
WA IRTHZENMBINTNDENT, pH 7 KO pH4.8 OEF LRI RIE THDHIEDD, b-1 F D
Cd IZHMARBRE W RIT AL TUHFEAETFEEL TORNZEDRINNZD. —T5 b-2 Tid, pH 4.8 HE
ZRE Cd & tel-®, WA Cd O ERE 2o TNDHEB I BND. FBERICIV Y%
EHLAR b-2 T AR ATYE Cd 28 0.3 mg/kg IS TWD. B AEE YT AT A RREER D
BIAIEL T, IBIBENRE DMK T2 0 BSEL B THWLILTW=ZELHY, MR I/l
7= O R VE OB - 2338 Dy BE I VA TR ESN T, TO% ORIV I RIT L%
TBELT-Z LY, Cd BRESNIZH D LHELE SIS,

1BIEFEBENEEL c-3 @, HEL AT VA Cd LA DIEBEIZ LD Cd OISOV T, Wb RRREH
L7 R TV KD 72, LinL, Ea AR PSRN RIKEEICH D a-4 LT DL, c-3
TR FTEE SR AME . ZOZEIZRVE Y AFRIEER IR T Cd @, 0.1 mol/L M B8~ ¥ (e ) 1 L0k}
IZEVEIRS>TNDI LoD, Bul) VBRIETRIRIE, OB WLNDLZELH IR THIY,
ARYETIHE, EREICAE A LI EE 372 Cd 2B 2 K> CTo ST HIEL ThD. BIRIEEHF OF
BemiL, ML ERELTE D FREEAREGE 2+, MEOFHELIILTLL—H L2V, v'ab
IEBEEIRIE NI ND DB M ZIEIEL CODZENINN 2D, L LATR L7 M) O 7y #ish B0
A Cd ZHAETHREDEWCEY, MBS IR RAEAE R0 B bns. £77, -3 Dif
Feth R IX pH 2.9 &, d-1 ZBR T IE R EE TH 5. pH 3 £ TIIK B 8k DIASEEE MR-, FD
M IR @S Cd A M LIZKWEE 2 b,

1HIEFEEIEAEL T c-2 O CAITEWERE PR R A2~ L7203, pH (3R PR RO E Y a-4, ¢-5 % L [F]
FREETHY, TIVHVE S DEEIIFRDO LR, -2 13 D75 TR FEBERC L& e+ 5 & pH 4.8 22 7]
WHEN 11 %LRETHY, ZOZENEFEIERBAIERORIITEEL TV DLbOLEbhs. —F
a-4 e We-4 20O & LT, pH 4.8 FELZ FITR LD i KT 58 %l L SEELHY, ZHDiGREE T
X, BB IRE EIREL TQOVRDD, BRIV ARREEIER G728 O BRI 2 B EUIREE TEEL T
HTEDREBEIND.

INHDOZEND, NERKE EOEEORE T IS EO R EEEIE RSN W o
BHEREIZB W TS, i S ofEsr & & Ol SR 138k # ThY, £7- pH 4.8 BFEZ AT Cd LE RV A
FEE AT Cd ORI OBRE —HE TldZenoT-.

4) BEEHFMTEPICETIHERNARIVL

A2 Fa = al W BRI T AR EL T, BEHY CRAV LR WA Fa =g BRI L7
BB — Db DO THD, LIRIGIEAEEF a-4 K OY, BERG TEAEE b-2 IR U 7=, HEE RV RIY A0 H
NI E L, pH 7.0 BEL FIEIRIV LEZNEI 0.2 mgkg B8 5720, AFaX—Ta %@l
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T, FHNEHE AR TH -T2 Cd ORBAENELLDOTHIIL, ZORREZLIBHILSTWEE XL
%. Fiz, b-1 [THEBRICRIE: Cd BNEFED 20 %dHY, ZOHE 5 BARAL I EINEBIRITED.

BAR7 L CcoMmFERERC, #2150 g H7-0IBTRAEEL 2.5 ¢ A EE LY. 15 S-1 IZ/5TRAEE} a-4
K Ob-2 NI, ZIWHDREMIZHOWTIERER I RIV AZRE LM REFR 7 IRLZ. £,
TG IERHE RN 8 G S AR 220N L ORE B HZEL S CTE H L7275 TE AR R sk
RV LD FELER 7 IR

KT HIRIEEHRN R o551 AT RERI IR I 1
mr® RSD  wh®  RSD jEJRHisECd  iEIRIEERCd

s Esh-cd?

R

TR (ng/kg) (ng/ke) (%) (ug/kg) (%) HHHE (%) fHE" (%)

LIRTGE 217 e AR 64 23 274 8.3 97 9

JEkta-4 pH7.0FE % Al 5 18 13 35 6.8 8 4
pHA.8FE 22 Al Vs 47 48 172 4.0 58 49
vah AR VR 40 1.9 232 3.5 88 62

BERRIE e 164 e AR 68 23 194 33 79 80

JEEFb-2 pH7.0FE % Al 5 19 13 25 8.4 5 7
pH4.8FE 2 Al Vs 49 48 84 75 23 21
vab AR FIVR 40 1.9 2 7.1 31 9

) IRE DR,  b)3ROMTOIEGEOFIIE, o) KLV

ARECIE, — ekt &% KE< BRSO 0, {FIREEHAM LE ISV THIEME S WT o
REIZIUTH RSD 10 % LA FTh-o7=Z b, IRIVAEZ(LOBBNIFRE THHEE 2 i,

15 IR AL S OB TR, pH 7.0 BEZE ATV K OY pH 4.8 BEZR FIVE IR AL, (G IEAEEHEIR TR E L
TR LTI RBROE Tho7z. B ab A FVETIE, LRIGTRIEEHRINX, BEkis JERBHRm X &
B FEDO EAE RN BRI TOAFaX—2a @ B0 0 B B OJGEIEH ke e AR
FIVE CAMMH R IE, LRIGTRIEEHAI 13T 55 %, BERkIGIRAREHAIM L3 T30 % ThHh?, Bind HHEs
AWTWDEHO0, BERETRIEEHRMN L5 CIEAR R LIZEREOME M 2R L TH5.

4. FEO

GUENEE i L DA F a2 =g REROTZD DR RERI I RIY LD ST iEZEtL, el
BHEE DTG IR IEEF ORI RID L&A L.

(1) 7596 AE sk

WINENEER (RSN OG5, YEEE I, pH 7.0 BEZ PR, pH 4.8 BEZ v[IR K OB 10 AR
WRIE CRAFREINE CTh -T2, 7 SOHTREBRICL > TEE TR ZENE N, 0.1 mg/kg, 0.2 mg/kg,
0.1 mg/kg, 0.1 mg/kg F& & LHEE ST,

Tl L COAIETRAEE 13 IC oW CIBOMHEEZ W CGREL 2L ZA, D LIc B2 Ha R
L, {GIRRER O T LI R 2 8 13720 o 72, 7 S OFENC Cd DR TR RN 70 %LL ETH
ST, WE TR Cd IR OERWEREHI B W TY, pH 4.8 BF L AIYE Cd R e AUIE VS Cd 2 & h
LTHY, {BIRIEEF Cd DD 7Kt 50 %REITEHNICIT HER CIEHT I LOLEDbiILS.

(2) -8 K O9F e AR BRI 1358
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2 IO T O W TORMEN SR GEAER AN OG5 R, W\l r i, pH 7.0 B2 Al i M O pH
4.8 [F 42 "R T RAF72 BN ERTH o7, (G IR IEEHIN T3 2310 DT RERI I R IY A DM E 1T B 4772
T ThH T,

JR EASH RIS 7B IR IR SR U RID AT, R WA, pH 7.0 BEZ W ¥a ) OF pH 4.8 BF% W] ¥
T, G IEE A TR R SR I L CRIERBER B SN2, ©a A AT T, 15Ie ek
HIRTORMBHRBLIRRBEMB RSN, 5% | FFEOAFax—a BReEML, VRV LDHE
HE B LB 52887 5.

X B

1) HERE - B OF IR E L B SR Y R - IEEto3 L, p.43~44(2002)

2) EHEEL, H EEVL, R IR R, 2, p.58~69(2009)

3) Y5 Yook SR MU O FR IR DRIV LD BORE O EEZEDHE 4, B 46 4 6
H24 HEWREASHE AT 5, BREXE R 126 A 1 BREFSE 58 &

4) TEARWI BT - ARABIE - LARTEE: B AR LR FHEEE, 65(6), p.645~653 (1994)

5) TERE OIERES B HEERESHTE, p.341(1997)

6) Kawasaki, A. and Arai, S., Soil Sci. Plant Nutl., 42(2), p.251~260(1996)

7) AbFREEMARE S B2 AL F KRG MERIK 28 3 &, p.900 (1963)

8) MM HE - L HE - IR KEEMLIRAE L B SR D 42 - T IERLKERSL BB AR, p.341(1976)
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Determination of elution forms of cadmium in sludge fertilizers

using atomic absorption spectrometry

Shinjiro IDUKA', Yumi OIKAWA', Yuji SHIRAI', Fumihiro ABE' and Taku FUJITA?

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

? Food and Agricultural Materials Inspection Center, Kobe Regional Center

The chemical forms of cadmium in 13 sludge fertilizers were determined in order to evaluate their
availability. Four types of solvents were used for extraction of cadmium; 0.1mol/L. Hydrochloric acid, pH 7
ammonium acetate solution, pH 4.8 ammonium acetate buffer and 0.1mol/L potassium pyrophosphate
solution, associated with an analysis criterion for farmland in Japan, exchangeable, carbonate bound and
organic matter bound, respectively. Cadmium in Night soil sludge fertilizers and sludge compost was eluted
mainly in carbonate bound form and organic matter bound form. Calcined sludge fertilizers included a little
content of easily soluble forms of cadmium. Cadmium in sludge fertilizers was mostly extracted by 0.1
mol/L. Hydrochloric acid. Exchangeable forms of cadmium were scarcely included in sludge fertilizers.

These results indicate that cadmium in sludge fertilizers is mostly available in soil in the mid and long term.
Key words ~ Cadmium, sludge fertilizer, atomic absorption spectrometry

(Research Report of Fertilizer, 3, 60~72, 2010)
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8 2009 FE SNEHBEETEO-OOELERHERH:

RE#3 OD 3£ F S BR AAE D AR AT

INARFR !, ABET 2 HBEET S, HAK B
F BETS, KRB S, AHmE !, BIRERT
N SN RE A FR, AL EOIEEE, SESUVIITWERE IR EL, K4y, Bk, B ERST,
ISO/IEC Guide 43-1, ISO/IEC 17025, z AT

F—

1. [FL&HIZ

Ll AR O YR B A IR T DT D IS AT BUE N RAMOKEETE & Z 28t % — (FAMIC) 23
T2 TV ARAEICIB W T E LB D E Ry K O FRA DT IE AR R THY, £ DOFEBRIEIC
(XEEMEDOHERIROONTWD. IERHEEFRESOMEEHE, IR A% ORB T CI%, R
R AR DA B MEHE R K OV AT B2l O 1) B D720 (2 B R ST IR R SR AFAE Y B V12 LD N RS B A
B A ERNATON WD, I E R Z0E S YR o Zh 23 Lo, FANEIZIVTH ISO/IEC 17025
(JIS Q 17025)? DERFHEA S Z LR AE O E MR OZ X R EEHEINTND, ZOEKR
FIETIE, fEERE & O BER AR O FE A M DO R K O B I K 53R AR O (F FE I D R R S L ZH & 72
STNWD. 207, RERFTIX LB EHI LB E M O L [FRBRICS I COMIR B B2 i T 5%,
AR OEHEMEMRRIZE LTS,

INFETHREEE L Co@EREHC L2t o L [FRBR 1T, 2EIC 6 Db DMk ArE 8 R 2
WS IR 2 AW CEMSNTE . UL, a0 B & B O MR B 1355 pl i 2o
MBIV m T 52800, 2006 FFEDHIT, &g nEhmE R &M ESRE TORBFTEDO—&
ZMOb L2 E L EOREZ W TR Z FEi T 52 Lbholz. 7nds, REE LD, BEMEREBR KO
H R FRBR A& 12DV C ISO/IEC Guide 43-1:1997 (JIS Q 0043-1:1998) 3 &% & |2 fif#fr 52L& L7=. 2009
T, AL R O S W W E IEEHC W T E L@ 2L, LRRBRA L0
T, ZOREREW|ETD.

O AR OK PE T R 2 A N e 2 — IR R AR A

2 (i) bR AK BE T B 2 R T — LR 2 —

3OM) BEAROKRE T B 2 R 2 — B 2 —

YO EMOKENEB R et AR 2 —

S () EAOKFEN B R AT A — s E 2 — (B RoREE
6 () BEbRK PE T B 2 R BT o 2 — 1R 2 —

T EIE N B A AR E
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2. MHMRUVAHE

1) HERBRARHAR

AL R AR R (LT, TERAEE &) 1%, L THBAE 500 um O 500 E2iES 7. ME DR
ExM 57208 3 7 ABE R CHRE L%, RE2LIRAL, OUSRRICIRT TREMRIZ 9 %451, 1~9
DX FESEMHLUTERICBLEZ. RIS, k2 E 1| ORABEROMATIIE 4 KoEMIHL, X<
RELIZOSL 4 FH5 L TCROREGICR L. ZO#EEL 7 BIORLIZH%, 1~9 OFRoN6ENEN—E
BEPORBL, 14847208 250 ¢ AVOFREH 300 EEHBL, LIREL-BRV =T LU RS THEEL
THEAT R ECTHRIRMRE L.

PLEWTOVERE IR, L CHBZX 212 umOf SV EEESE-0L, REZIGREL, OUEE
WICIEF TEMRICOENL, 1~ DR SESEZMFLTRBICB L. KIZ, REE2R 1 ORABRIEERD
MEFITHEVA R SEMHL, IRELIEOL 4% 5L CRORRICRE L. ZOEMEE 7 REGR L-%,
1~9 DERFNOEENEN—E&T OWEL, 1 Y7204 180 g AVDFEL 170 HZFHHL, LIRAL
7=t RV F Lo RS CHEE U RS CRIRIRE L2

F1 REEIER
wRelH 1 2 3 4 5 6 7
4 1 2 1 1 2 4
5 3 3 4 2 5 6
x/\ =
ZAES o 4 s 7 3 7 3
9 8 7 9 6 8 9

IUPAC/ISO/AOAC DHEHRERR 7 b= L OHEHERBRIZHE, 1) THRBL -3 F B A RE 152
N 10 BB P& Bl TR MR s BR A BB L, (B AIEEHZ DWW TR VEE I B (W-K,0) K UK
Wt~ 77 (C-MnO) %, £7=, SE3WTWERE IREHZ > W TELKIAEME £ (C-Mg0) & 45 ¥ 8 Mk a8k
B HREHZ & 2 ST CRBR L TR MEMERRBR ORI E LT,

3) ECft
B S L7 ROBE, SEME B AE X OV T R i i B 2 S IR R T L2 26 LTz

3. ARFABRMMEDHAKRER RUVHERE &

1) HERIER

L RABEHZ DWW TiE, K4 (Mois), 7o =T MEZEFE (AN), B2 FE (N-N), A[EMED AR
(C-P,0s) , KIEMED ABE (W-P,0s) , KEEMEME (W-K,0), <M~ T (C-MnO), <I&EMHEIZHIFE
(C-B,0;), OFE 2 (T-As) KUOIRIV L2 E (T-CA) ® 10 HEZRBREH L L. Fio, SV WERE
FEBHZ W T, IEEPETVER (S-Si0,), 7V Y45 (AL) K OKEEMETE £ (C-MgO) @ 3 THH 2B HE H
L.
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2) HEBHE
FEEFHTIE (1992 /R P 2R OLBVEIR LIz, 7235, ZOMORER G LA A L-RBRE I, 20
THiEOBREDO@EZRDIZ.

(1) 743 (Mois) 1%, IEER I HTE 3.1.1 ONBGREE) .CICXVERTS. HL, HEYOMEIXITHAn
HDOLT 5.

(2) TrE=TMHER(ANIL, BEOITE 4.1.2.1 GREE) DICEVERTS. HL, REZERE TS
ANZEEERY, #EOKEKBILT N LAEEZMZACEETHLOETH. £z, ik 4123V AT
T ERIE).D ZHWAEAICE, YEZBEEHI VN AN E R L TS0, REHRR ORI 4.1.2.3.
CHTENIZEET B,

(3) MEMEMEZESHE (N-N) T, E2FEBLZEEIHIE 4.1.3.1 GELEE) .C ICXVHIEL, (2) TRDET
VESTHERDEELSIVWTERT S, L, EXREBLIEESITE4.132(F SV FE41K).CI2lD
BIEL, Q) TROETVE=THERSEEZLIIWVTERTS.

X, BEEHIATIE 4.1.3.4. (T —)VRREEIE) D ICKREHR AR LFEE.ED)ICIVERTD.

(4) AIEMED AUBEE (S-P,0s) 1L, IEEFIHTEE 4.2.1.C.e. DICEVREHEZFRIL, 423 (NFREVT T
W7 = LK) EDICIVERT .

(5) KIEMED ABR (W-P,0s) 1, BEEFIHTE 4.2.1.C.OICEVREHERZFARIL, 423 (NFREVT T U HE
TUE=ULE) EalllVERTD.

(6) JKIEMEME (W-K,0) 13, IEEFHTIE 4.3.1.C.b. (7)) IC kil BH 288, 433 (7L — 2 06E
EFEIRFROEHDEE) EICKVERTS.

(7) <¥EPE~= A (C-MnO) 1, AEEHIHTE 4.2.1.C.d ICKVRRENE ZFHBLL, 4.7.3 R EHIETE) .
EICIVEETS.

(8) <IAEMEIEHFE (C-B,03) 1L, MEEF ML 4.2.1.C.AICT0REHE ZFHRL, 4.8.3 (7Y AF L HIE) E I
IVERTS.

(9) UFELRE(T-As) 1%, IEEMIHTIE 5.241 (T NI F AN SIUEEERIE) Dal) iIZK0 R EHER %
FHELL, FTEEICIVERTS. XX, RO F ECTREHRZFHRIL, 5.24.2 JRFWOERIDEE OkF(be sk
FEAAEE LR RO AT AL E) ) E ICKVERT .

(10) HFIV L& (T-CA) I, IEEH L 5.6.1 Ui FHOBBIDETE) Daa.l) (KR (2R EHE A
FHELL, [FIE Ea ICXVERET S, BL, EEOBROEERITIIAN U DREZIRMUR NS DLL, B
FTHEAIE DT FETBG MIETHIE. XU, RO ik TRENEZHRIL, 5.19.1.E (AL H)
WD ERET .

(11) FAIEAEMETVEE (S-Si0y) 1, BRI HriE 4.41.Bb ([CEVRBHEZRTL, 443 (7o bhIT A
) DICKVERTS.

(12) 7hV455 (AL, IEEFSHrE 4.5.1.1.C.b ICK0REHEZFARIL, 4.5.22(=F Lo Y7 I TUFEE
Feta it (LU TEDTA #£]4)) D ICIVERETD.

XU, [FRROD J7 1L CRBHR A FHRIL, AT A K (RER AT 15 4.5.1.2.8) e OVRIVEMETE - (AR B i ik
4.6.2.E) Z#WEL, OB HTIE 4.5.2.3 JRFWEHIYEE) EICEVEHT 5.

(13) <M+ (C-MgO) 1 X, IEEHI ML 4.2.1.C.d ICKVREHERAZFRLL, 4.6.1 (EDTA).D.b 12XV
T D, UL, RO IECTREHREZRRL, 4.6.2 JRTWERIYEE) EICIVERT 5.
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4. METEN A ERVHBRBEDOFMA E
1) #SEINT=-HAERAE D
(1) e RANEILEDzRAaT ORD
F9°, 2EROME O F JfE (Median) 23R D 7-.
WAz, EDSArE R OV F Uiz sk, (a) iz Lo o pr & (IQR) Z& H L7-.
IQR= TNt — LN Aid -+ (a)

PR LS4 3 AL P (NIQR) % (b) ATV B L 72, IER A D%E, NIQR LARMER AT —E
5.

NIQR= IQRX0.7413 -+ (b)

z AT (2) % (¢) RUCKVHEH Lz, z 2a 713, £RBREORBRAE (x;) D Median 25 DR7-VE S WA
RTIEECHD.

z= (x;—Median) /NIQR +--(c)
(2) zAIATIZL DM

F— A DT FiEL LT, ISO/IEC Guide 43-1(JIS Q 0043-1) 2%\, £ B EORBREDzAaT
XD INFIM 21T 7.

|z| =2 R
2<]z|<3 eeeEEbLW
|z|=3 * e AN R

2) ABAEEREHEITIMEAE
BRSO SITCRBR R 2R 2R 95720, IROFERH B2RO Tz,

(1) MR ELE (T2 N) 2RO,

(2) z AaTICXDFHM N (2= |2) Lo o BR B I K O DEIA (%) 2R 7.

(3) z AT\ CLDRHI A EED L (3>]2>2) Eleo> TR BH L B DEIA (%) 2R D7,
(4) z ZaTIZLDREM AR (2] =3) Lo T BR BRI L O Z D EIA (%) 2R 7.
(5) ANEZEHL2NET —Z O E (Mean) 23R 7.

(6) 2EDOEDH LAl (Median) 2K 7-.

(7) NIQR ZAZ {7 & /2 L7z Median D RHENE (Ugsy,) % (d) UCTVE H L.

UQS%ZZXNIQR/[N "'(d)
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(8) &7 —H¥DIEHE(RZ= (SD) 2R 7.
(9) HEHeL =4 EFH (NIQR) Z (b) U KWE H L=, EROFA DA, NIQR 1% SD &—# 7

2.
(10) Horwitz fEIEFK ™ ((e) ~ (g) ) KV, FHJH)72 5 i BUE ¥ R 7 (Horwitz’ SD: HSD) Z i L

2. 728, CIIEHERSTOEAREDEIE T % OHEAIL0.01 EWHHEIZ/RD.

HSD=0.01 xC"? (0.138<C) e (e)
HSD=0.02XC**  (12X107=C=0.138) )
HSD=0.22XC (C<1.2x107) coe (g)

(11) RSDyop (&, BANZAMENDRDTAM IR ERAEDORB THY, (h) RUSIVFEHLE.

RSD,., = NIQR,Median «++(h)

(12) HorRat,, 1%, B NARNENSRD - HorRat fEO R THY, (1) Iz KVE HL7-. HorRat fl1%, 3t
[ ER CE O B B R 2, 185 O FERRIZ S <E I BB YR 2= o F s (2t

RCEOREN TR T HIEETHD. AOAC DHART AL Ti, 0.5=HorRatfE =2 Z#HFEHFHLL T\
5.

HorRat,,, = NIQR,HSD «ee (i)

5 BMRRUEE

1) HRFABRARMOHE R

PR M RRBR 0D A B UYL 2 [B] X 10 30K D — ST B IZ LD 0 B T DA b TR &2 R 2 1R
L7z, WTALORBHIIB W T, FEA F(9,10;0.05) % FEIS7-2E00, AEKEE S % 1TV TRUEHH I
FAREBRZETRDOLNRD o7 Fe, BB O XHEER 221X 0.5~1.8 % ThHY, 2 TOREEHD /T H

REHIWE THLZ LA R L.

2 BRSO R

ek FEE %) Mean " R RSD” Pl
(%) (%) (%)
R AR W-K,O 8.42 0.04 0.5 0.81
C-MnO 0.57 0.01 1.8 0.67
FLSUNT W ERE IR} C-MgO 2.29 0.03 1.3 2.79

1) 10ENER RO T /34 O 14 7E Bl
2) REHH O HE R

3)  FBHA] O AR Y 22

4) —I OB IV B S Bl
5) F(9,10;0.05) : 3.02
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2) AEBRAEDRETER

4.2) (1) ~ (4) ORBEEH I Oz 227 TrHlis - SRR EH L OZ0E §2K 3 ITRLEE. £SO
AR T | L ORF M Z 32 7B B OEIA X, (LEAEE P OREETEZEE (N-N) Y 81 % EibHIK
ABRRAERF R OO 2R (T-Ag) Y 93 % Lib@hoiz. —F, IR 1o
FIL3~13% THY, FLIWTWOERE JEEL R O R EEME T WOEE (S-Si0,) D 13 % 23b @<, {LEEEF o

HERMEZEZE (N-N)D 12 % DIETH-T-.

4.2) (5)~(12) TRO-FHEEZE 4 [ORLZ. FEAEDRK S TRIEDOFEYIE Mean X, H Al
Median S1FIT—FH L TEY, HTUBEDEELEZ T TN o=, LILARNS, £EOEHERZE SD 1%, u
AMEIZE > THELILZ NIQR [ L CRERMEZ/RL, HMUBEDFEZZ T T, ZOZEMD, NIQR
ENEYER 2 L 2272 L C Median EOBMREK 1 12771, Horwitz (8 EX 2 BE 5172 HSD, HSD X 0.5 O
HSD X2 Z A I FK R LTz, <IEMETE L2 BROTZ4 AUy OB AE O NIQR I HSD X 2 % F[a] - T =®.

2006~2009 4|2 JFE E i L7-7X B TH H © Median, NIQR, RSD,., 2 (N HorRat,,, 2643 5 (2~ L7=. £7=,

P A 2 52 1 7 Rk R == D

10 RERELL E#E OH 7235k 7 155D Median, NIQR, RSD,q, /2 OY HorRat,, Z %3 6 (2R LTZ.
¥, TNHEZEIT4) [ B OFRER AR DR TH R B ORBRAGEZ Rl 228 8T 5.

#£3 AT LD BREGE O R

RERIEH 0z PESR 2< 7] <3? 3=z
ABRES RABRER #E8%) 0 ABRERK 6% RABREK EHE%)
(b RiAEE)
Mois 145 121 84 15 10 9 6
AN 144 123 86 9 6 12 8
N-N 123 100 81 9 7 14 12
S-P,0 125 105 84 9 7 11 9
W-P,0s 144 121 84 11 8 12 8
W-K,0 145 131 90 4 3 10 7
C-MnO 126 105 83 10 8 11 9
C-B,0, 120 103 86 6 5 11 9
T-As 59 55 93 2 4 2 3
T-Cd 73 66 91 1 1 6 8
(FESUNT VR AEEL)
S-Si0, 69 59 86 1 1 9 13
AL 85 78 92 1 1 6 7
S-Ca0 58 53 91 0 0 5 9
S-MgO 58 51 88 3 5 4 7
C-MgO 87 71 82 8 9 8 9

1) zAa 72 X550 (2] =2) Lo T- R EH M ONF DEIE (%)
2) zAATIZEAEM NG L (2¢|23) E7p o= FRBR X K O F DEIS (%)
3) zZZa T RAEME AN E B =z)) &= BB ONFDEIE (%)
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F4 LFEABREGEOK

HERTEH  Mean” Median?  Ugso,” sp?  NIQR®  HSD” RSD,,” HorRat.,®
(%mgke)” (Y%o,mg/kg) (%,mg/kg) (%.mgke) (%.mgke) (%.mgke) (%)

({bRAERL)

Mois 3.54 3.53 0.02 0.44 0.15 0.12 4.2 1.27
AN 5.56 5.56 0.01 0.12 0.07 0.17 1.3 0.43
N-N 3.58 3.62 0.02 0.29 0.11 0.12 3.2 0.96
S-P,0; 6.39 6.37 0.02 0.27 0.12 0.19 1.9 0.62
W-P,05 4.56 4.57 0.01 0.14 0.08 0.15 1.8 0.56
W-K,O 8.35 8.35 0.02 0.18 0.13 0.24 1.5 0.52
C-MnO 0.530 0.543 0.00 0.05 0.020 0.02 3.6 0.83
C-B,0; 0.283 0.281 0.00 0.04 0.016 0.01 5.6 1.16
T-As 422 431 0.16 0.65 0.60 0.55 13.9 1.09
T-Cd 0.51 0.47 0.02 0.17 0.08 0.08 17.3 0.97

(FESUVFOERE AR

S-Si0, 32.71 32.67 0.15 1.28 0.62 0.57 1.9 1.09
AL 39.15 39.03 0.20 1.65 0.92 0.62 2.4 1.47
S-CaO 32.83 32.68 0.24 1.64 0.90 0.57 2.8 1.58
S-MgO 4.48 4.48 0.03 0.25 0.10 0.14 2.3 0.71
C-MgO 2.47 2.34 0.04 0.65 0.20 0.08 8.7 2.48
1) BEOFEE 6) Horwitzf& 1IE LN ED AT 14 7 52 18 P BN e R 2

2) BEOHRAE 7) BNANEDD RO T AR G U

3) BEROFI[ED A FENS 8) B NANENDLEK D 7-HorRatfi

4) EIROEHERZE 9) T-As O'T-Cdixmg/kg, & DDA 1E%

5) FRME(LSAU I o (A
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NIQR X% HSD

O e x X

1.0E-01

1.0E-02

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
1 H[FEFEBRONIQREHorwitzE E X & D %

Mois (ki AEEL)
N-N ({L R )
W-P205 ({LRkiEEL)
C-MnO ({Lp e C-B203 ({k.AchER})

T-As ({LEIEER) T-Cd ({b i IERH

S-SiO2 (FrxWFWERERED) X AL (SREWWTFWERERER)
C-MgO (FEWiIFVERE LR —-—-- B 3% (HorwitzfE Ex2)
B (Horwitzfg E) ===+ B (Horwitz{& I 7#:x0.5)

A-N (fE R R}
S-P205 (fpRAEH})
W-K20 ({EpAEkH

> O ¢ 1
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5 2006~20094F F D 4 [F BB DR R &
HERIEE  EMiE HERE B 2k % M Median” NIQR? RSD,,” HorRaty,” HSDY
T 5D ERFEE4 REREE (%,me/ke)® (Yomg/kg) (%) (%,mg/kg)
(LR AEEL)
Mois 2006 147 1.70 0.30 17.7 4.78 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
T-N 2006 IZES 158 14.60 0.13 0.9 0.33 0.38
2007 A E AR 145 8.74 0.07 0.8 0.26 0.25
A-N 2006 HREETE=T L VAERTVE=T 150 11.46 0.10 0.9 0.33 0.32
2007 M7 =T 143 6.20 0.09 1.4 0.47 0.19
2008 FREET =T WAETVE=T 147 12.56 0.16 1.2 0.45 0.34
2009 WETLE=T.@ETVESTERIES 144 5.56 0.07 1.3 0.43 0.17
N-N 2009 T E=T. T E=TERIEE 123 3.62 0.11 3.2 0.96 0.12
T-P,O5 2007 A E AR 140 10.35 0.10 0.9 0.33 0.29
C-P,0s 2007 VAEET E=T 143 9.81 0.13 13 0.47 0.28
2008 VIEET =T 146 15.82 0.13 0.8 0.32 0.40
S-P,0s 2006 BYABRGIK, VAT LE=T 144 10.88 0.11 1.0 0.37 0.30
2009 B0 AR K 125 6.37 0.12 1.9 0.62 0.19
W-P,0; 2006 @YAEEEIK, VABETE=T 157 9.02 0.12 13 0.46 0.26
2007 VAEET E=T 143 7.02 0.23 3.2 1.08 0.21
2008 WAEET =T 149 9.16 0.24 2.7 0.93 0.26
2009 &Y A B K 144 4.57 0.08 1.8 0.56 0.15
W-K,0 2006 AN 156 12.38 0.22 1.8 0.64 0.34
2007 I, 145 8.43 0.15 1.8 0.61 0.24
2008 AL 147 11.39 0.15 13 0.47 0.32
2009 ol 145 8.35 0.13 1.5 0.52 0.24
C-MgO 2007 Bl PE 5 Tkt 137 3.41 0.07 2.2 0.65 0.11
2008 KL Rk 142 4.62 0.12 2.5 0.80 0.15
C-MnO 2009 TR R R TSRS S AR 126 0.543 0.020 3.6 0.83 0.02
C-B,0; 2009 TR R 2 SR ) 120 0.281 0.016 5.6 1.16 0.01
W-B,0; 2006 [ESoY e Nlav s 132 0.40 0.02 4.2 0.91 0.02
2008 EO AR s 119 0.26 0.01 2.9 0.58 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 4.14 0.41 9.8 0.76 0.53
2009 59 431 0.60 13.9 1.09 0.55
T-Cd 2006 95 1.26 0.11 9.1 0.59 0.19
2007 85 1.24 0.12 9.6 0.62 0.19
2008 86 2.60 0.15 5.9 0.43 0.36
2009 73 0.47 0.08 17.3 0.97 0.08
BESDT WO ERE IEED
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 1.5 0.85 0.58
2009 69 32.67 0.62 1.9 1.09 0.57
AL 2006 75 50.56 0.64 13 0.91 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 2.4 1.47 0.62
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 2.34 0.20 8.7 2.48 0.08

1) &EodRiE

2) IREELSIT Y S
3) B ANAMEDNDRO T AR R 2=

4) ‘NANENGRK D 7=HorRatfE

5) T-AsK UT-Cdixmg/kg, DD 3%
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£6_FRBITERO L FRRBREOHE it

HERIEH R I7 15 W45  Median” NIQR? RSD,,” HorRat,” HSD
ABREH (%.mgke)® (%o.mgkg) (%) (%,mg/kg)
€195 [k )]
A-N AR 138 5.56 0.07 1.3 0.41 0.17
N-N R ITERE 12 3.64 0.07 2.0 0.60 0.12
TN G 84 3.60 0.12 3.3 1.00 0.12
7 x ) — Vi BETE 26 3.67 0.09 2.3 0.71 0.12
S-P,0; INFRENTFURRT =T S 124 6.37 0.12 1.9 0.63 0.19
W-P,0; INFREYTF T = W 142 4.57 0.08 1.7 0.55 0.15
W-K,0 RN E L 54 8.35 0.09 1.1 0.37 0.24
SRR vk 78 8.36 0.13 1.6 0.54 0.24
C-MnO JRFW% ik 110 0.547 0.017 3.0 0.70 0.02
ICPF 1k 10 0.517 0.042 8.2 1.85 0.02
C-B,0, T AT HE 110 0.280 0.015 53 1.09 0.01
T-As FEFOVINSIUERERE 37 4.27 0.60 14.1 1.09 0.55
SRR Sk 18 4.53 0.42 9.3 0.73 0.58
T-Cd W (VA SR ) 22 0.48 0.06 13.5 0.76 0.09
AR GEBEAZ MR IE) 17 0.50 0.09 17.8 1.00 0.09
SR AR SEiE (P —~ S 1E) 27 0.45 0.05 10.7 0.59 0.08
BEEVH O ERE L)
S-SiO, BN & DIZAN S 59 32.67 0.59 1.8 1.04 0.57
AL RSk 59 38.82 0.90 2.3 1.45 0.62
EDTAE 21 39.69 1.25 3.2 1.99 0.63
S-Ca0 SRR ik 58 32.68 0.90 2.8 1.58 0.57
S-MegO e SIReA 58 448 0.10 2.3 0.71 0.14
C-MgO JRTW Sk 75 2.31 0.17 7.5 2.14 0.08
1) 2o hfE 4) v NANEDLR D 7ZHorRatfE
2) AEME(LI T 43S G 5) T-AsK OT-Cdidme/kg, DDAy 13%

3) ENANEDNDRD T RE HE(R 72

3) AERREDIER

[l — OB (B W TR A SN R R DB D z 227 DR Z K 2-1~2-5 |TRLTZ. HIZ, z A=
TIREICME LR DB EEIMNZ 2. ZOBEMITFATH MO 7y MIFREEROH 5 1E X E — DRy
HE F BB TREOREOOBERBHDHEEZDLND. ZOZ LMD, W ETH ;l:wzéu\
BRI B O RIS IR (S-Ca0) — FIHEPE T + (S-MgO) IR HBIZRRY D ER 8 RO =0T, [Elf
EL#R B Vel A [ 2-4 IZFEALTE.

7%, 2) O 3) 5B 1214) (53 B OFK R BAR O FEAT ) TH& RS B OB AE 2 3 E M 32288 5.

- [Fl— o R ER HRE K ONRER DR H 5 1k TR DRy
(LR AEE R D KR PED AVBE (W-P20s) — KRIEME B (W-K,0) <&M~ H 2 (C-MnO) —<IEME
F (C-B1203) K OFES UM W ERE AR AL H O IR M A K (S-Ca0) — AIEME T + (S-MgO0) )
[l — > 3 [F] 35 3Rk ) OVl 49 C R 72 2l HH 7 v
(LR B AL H D RIEEMED AR (S-P20s) — KIEMED AR (W-P,0s5) , SEE WO ERE IR o> RIS M 35
+: (S-MgO) — <&M 1 (C-MgO) )
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S-P20s

C-B20s3

20
10 .
0 | |
-10
-20
-20 -10 0 10 20
W-P20s
X2-1 LR ERF DOW-P20s—S-P20sD
zZAa 7 O %R
o [F—RBREIIBITLzR2aTOTayh
"""" W A2 7 BECEE R T ER)
20
. .
10 o * )
o
* ‘
-10 ¢ e
-20
-20 -10 0 10 20
C-MnO
X 2-3 fbAkAEEH > C-MnO— C-B.0s ™
zAa 7 O REf%

¢ [F—RBREILBFIz2AaT7 D7 ayh
------- BRI A7 BEICEZ R T ER)

W-K20

20
10
0 | |
210
220
20 -10 0 10 20
W-P20s
2-2 ALRAE R DO W-P20s — W-K20D
2237 O
¢ [F—HBEIIB T 222707 ayvh
------- B (2227 BRI UE R R T ER)
20 '
y =0.529x - 0.06
r=0.387 ¢
10 1
.
= 2
2 ﬁ ;
& < .
-10 R ¢ o
20
-20 -10 0 10 20
S-Ca0

X2-4 FLSVTOERE AR DS-Ca0 —
S-MgODzAza 7 D Edt%
¢ [F—HEmEIcBTb2z2a7 07T myh

..... WY (2227 BRI CE 2R T ER)
Fl—RBEORBEEOzZZAa T ICLA RN E R
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20

10
S
= 0 | |
n

-10

20 L

-20 -10 0 10 20
C-MgO

[X2-5 LSV WERE LR O C-MgO
—S-MgODz2a 7 DEIIR
o F—RB=EICBIIszAa7OFavh
....... B 227 NECEZ T ER)

4) R4 Bl 0 & BR B AE O BT

(1) A AEEH DK 55 (Mois)

20 145 uﬁﬁéb %i&iﬁ%omk 7> (Mois) DFRER AR D BEE oy A 22 (X 3-1 1SR L7z, SFHIMHE 3.54 %
& Median 3.53 % [XFEF—FH L7z, F7e, e | LRl SN2 EITIRRD 84 % THY, 204 AMIT
iZEExﬁ/’FT%o?‘:. ZDZENDL, BMLT-ZLORBEEIZZORERE HFIEICEHAL QWL EEZLND.

7235, NIQR 0.15 % 1%, 2006~2008 4= O NIQR 0.24~0.35 % LI#d DL/ NSWETH 72728, HSD
0.12 % JOREVMETH-72. 2006~2008 4 D HorRat,op 13 2.21~4.78 L1 2.0 ZB 2 TWHIE

M5 AR DK 4y D[RR ER & I Horwitz (B IE RSN LB M OERA STV, 2009 45
@ HorRat,p 15 1.27 THY, 2.0 LLTF &72o7z.

(2) AbpiERF DT E=T E FE (A-N)

2 144 HBRENOHREDDHST2T U E=TPEEFE (A-N) ORBRABGR O Ry Ma 3-2 1TRLEz.
SEHIE 5.56 % 1X Median 5.56 % &—%L7=. NIQR 0.07 % %, HSD 0.17 % XO/hEWETHY, 2006~
2008 AEFED NIQR 0.09~0.16 % SIFIFEDLLARVME TH-oT-. £z, TR | L MEn-RERE I 2ED
86 % THY, TONMITIIEELE XN THoTZ. ZDOZEND, BILTEELORBEIZZORER HIEICH
HLTWHEEZE LN, focio, (R 2 ) CRE S 7B RIL 2R D 8 % THY, (KMl 2 7% 3-8 1] 23 A
Sz, R e LRSIV R E T, W EICH AR O, KR IEE ORVE DD ORI R
DB INDD.

6 BR =0 B B Mk B 4 W ICRBR AR O W5 3o 72, 3 BB = 1T T 2 | LRI S 2 ek BR Rl
THY, 3 RBRE TR R | LIl SN B AGE Ch o7z,
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30 30

20— ||| 20 ]

|
e

P

10 + 10 +
FoESaasInle 88 e FERASTInanE8E8 N LY
?_\ﬂmmmmmmmmmmmmmaﬂ RN unnnunnnnX
o O A A A A A A AN A O O O O A A A A AR A SRS
B3-1 Ak A ELH O Mois O F Bk R A [K13-2 fLREAEERH 0 A-N DB AL i
O 2 DOR%bLYy ORZE OfiE O%bLy ORHE

(3)  AbRS AR R oD i e 1 P 28 R (N-N)

SN 123 B EOLHE N H ST EEPEIEZE FE (N-N) ORERAGE O EH %K 3-3 ITRL-. FY
fi 3.58 % & Median 3.62 % 1ZIFIE—FKL7=. NIQR 0.11 % (%, HSD 0.12 % 1ZFEREDETHY, =
OHIZIEEDLRWE TH -7, Ez, [ | SN2 EITRED 81 % THY, TDOHMmILIEE
FEAERBChHoT=. 7ok, TRTE | LFFIiS N BREIT2ED 12 % THY, {LkEEtO 5 HrE B o
TiRORERFEG ThoT-.

EoegkiE (12 3B E) ORBRAIE, 7V F 64k (84 B E) K U7 =/ — Vil % (26 3B =E) 12X
DR BR AL AR D Median 1%, 3.64 %, 3.60 % K N3.67 % LIEE—FH L7z, £/, TN 50 NIQR (X 0.07 %,
0.12% K Tr0.09 % EZFEDLLRWE ThHoT-. ZOM, 1 RERENSV VT IVERRLEE 75 7 151 L5585
AR D13 HY, Nl & | LRl SN HRBRAHE Th o7z,
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30 25
] 20 411 I/------------
20
— 15 -4 | | |----mme -
48 # ]
s o ||
- 10 -

5
0
2
<
© S-P20s (%)
1243-3 ALRAEEFHON-NOBERAK 13-4 {LAAEELF OS-POsD BB
— ‘ﬁ% S
 — N - 528 BEITERE . - .
————— ST i e S 02 O 5EbLL O Rl

(4) bRk AR O FTIEMED AR (S-P,Os5)

SN 125 RERE NS N H -T2 [ VEMED AR (S-P,0s) OFRER R O B2 X 3-4 | Lz, )
fif 6.39 % & Median 6.37 % 1ZIEIEF—EL, NIQR 0.12 % %, HSD 0.19 % X0W/NEUVMETHY, 2006 4
D NIQR 0.11 % EIFIEEDOOLRVMATH 7. £, Nl ) LM SN/ BR = 132D 84 %, [ 2
ERFH SN EIIRED 9% THY, mWMEZHELT-RBENE o7,

7, 1 RBRENOIEEV AT E 4.2.1 F UV BEEEBEICIOHRBREORENHY, [ ) LFE S sk
Rl AE ChoTz.

(5) ALECAEEEF OKEEMED AR (W-P,0s)

SN 144 REREBEDSHE 03> T2 KIEMED AUFE (W-P,0s) DFRER AR D B 5 i 2K 3-5 IR LIZ. F
YIfE 4.56 % & Median 4.57 % (XIFIE—EL7=. NIQR 0.08 % &, HSD 0.15 % XW/hSWMETHY, 2006
~2008 D NIQR 0.12~0.24 % FV&/hSVMETH -7, F7z, N | LRl S 72 E 1T 2K D
84 % THY, TONMITZFEELARFF THoTZ. ZOZLND, BIMULIZZLOREERIZZORER FiEICE
AL TWAEE LD,

2-1 LU 2-2 OERY, ALAAEEF O AKEMED A FE (W-P,0s) DFRER g & 7D AUEE (S-P,05)
e OUKIEPENT R (W-K,0) ORBR AR D z A 7 I3 BIERE D SR o722 e, JIE 5 ik K Ol H
FEICE DR MBI BRI LD RO DN EDNTRS T,

7, 1 RBRENSIEE AL 4.2.1 F UV BEEEBEICIOHRBREORENHY, [ ) SRS sk
BRAAE ChoTo. iz, 1 RBREND ICP MBI RBEEOWE1’HY, T & ) Ler i Dk
iR (Y ME) Th-o7z.

(6) AL A%AEELH DK FEMEI B (W-K,0)
Z 145 RERENDIRE N D> T2 KA B (W-K,0) ORER B D S 2K 3-6 ISR LIZ.
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f 8.35 % & Median 8.35 % [Z—%tL7=. NIQR 0.13 % %, HSD 0.24 % JXV/NEUWMETHY, 2006~2008
FEFED NIQR 0.15~0.22 % LIFEEDLRVMETH-7=. 72, T e ) EFHl SN 7B =1L 2D 90 %
THY, TOHAHIXFEELARNFRTHoTZ. ZOZEnD, BIMLTEELORBREITIZORBR FIEIC
WHEEZ LD, foaio, TR R LRl S =R | I LI RIK D 7% Tholz.

2-2 1T L0, (LR B DK EEHEANE (W-K,0) ORER AT &K EMED A (W-P,0s) D FRBR R
FED z 227 \ZHBNTR DT, HIE T ik K O 515 LD R R BRI L DR S 137207z,

Fiz, T — DN (RN 54 RBRE) ORBREGRE & OUR T WOEE (78 BB =E) IcL o BR K
FE D Median I, 8.35% MK1Y8.36 % LIFIEF—E L7z, £z, ZHLHD NIQR 1£0.09 % & T0.13 % LIFE
OLIRWVE TH-I2. 8 BMEREND ICP HIIEICLHRBAGEOWENHY, 6 B IXHE | LFE S
NORBRAAE CTHY, 2 BB EIXTRE R | LFHmS AL, &ME (1 3R =) L OMRWE (1 35 =E) Thorz.

S HERED DB HTE 432 TR 7 2= W FHIE N Y AR EBIEICIORBEEOHRERHY, Wb
Mt 2 ) LR SN DR BR A Cho 7z,

22 5}‘14 L/-’C

40 30
30
20|
P I R _
= B T //\\ B
_ - P ARRNEA
ISR S — 0 :
29SS ana88rmeRy S8 AR 8STRE S
I T T i : %6 o6 o6 06 06 © B B B N
o A A A A A A B R B = ‘ O A A A v
) . ) 2
N W-P20s (%) N W-K:0 (%)
. e [X]3-6 A OW-KOD 3B il i
3.5 (AR OW-P0sOMBE AL -6 LRUIERE P
— {FEE %%2}0}]/1/\\/
O @%bl O Rl ii{\f@ﬁ%;{/f """" PRFIEE

(7) ALRZAEEFF OLEEME~ > F > (C-MnO)

2N 126 RER B LWL N H 1= IEME~ 2 B (C-MnO) DOFRER AR DO FEE A% X 3-7 1 2R LTz, F
YIME 0.530 % & Median 0.543 % (HIZIE—EL, NIQR 0.020 % %, HSD 0.02 % &—L7=. F7-, [iif
B EFEESNIZRBR EIT2IED 83 % THY, ZOSMIKFEEL S TH-T. ZDOZEND, BhLT-
ZL<ORBEIZIZORRFIEICTH AL TNDHEZZLND. focia (R JE | EREfE Sz iR == 1T 2R o
9% THY, [ERWMEZRTHEm AL

2-3 1R TERY, ALRRIEEF OLEEM~ 2 B (C-MnO) — IEMEI1EH #E (C-B,0;) DRRBR AR (2 HH BY
FEROLIVT, RO FIEICB T 2R A7 BERICE > TR A T R o7z,

10 FRBREND ICP BB LARBEGEOME N HY, 5B E I 2 LSRR EGE THY,
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3BT 2 | LRl S, WL ERWETH 7.
Fo, 6 ABREDOIEE ik 4.7.2 BIOKBRAVY MEICIDRBRAEOBWmE 1 HY, 3 sBRE 1L ik
B LR SN ARBRAGE THY, 2 B EIXIART R | LF-isi, WIhbIERWETH 7.

(8) ALAAEEFF DIEMEIEHFE (C- B203)

£ 0 120 RBR == foi&ﬁtz) o Te<IEMEIED FE (C-Bo03) DFRBR AR D EEHU oy A 4 3-8 (TR LTz. Sy
i 0.283 % & Median 0.281 % (LIFIE— %,’zl/ NIQR 0.016 % X HSD 0.01 % &E[RZDfETH-7=. Fi=,
it & ) ERFI SN2 EIX 2D 86 % THY, ZOHAMIXIEELARIFRThHoTz. ZDZlnb, B0
L7 Z<ORBREIZZORBFIEITEHRAL CWDHEEZIDBND. tﬁk TR R | LR s =R = X2 f
D 9% THY, EVMEOMEZIT B ENONE T,

9 EREND ICP HBIIEICLARBR A O ENHY, 5 BRE LR | LRl 53 BR sk iE THY,
2 BB E T TG 2 | LRI AL, AU ME (1 3B E) K OMEVE (1 3B E) Thorz. 1 BBRENOIEE
Wik 4.8.2 I NVIIAEIZLDRBAEGEOME R HY, [ | LS, @V ETh-o7z.

35 25
30 | N ]
20 p----m-e-oe- e B S
25 r
,,,,,,,,, 15
EIO *********************
¥ 5 1 [ ]
=1 . . = o L i
0O T ANO 0 O T Al © 0 O o O S~ <t — [\l
L SEERRSIREERY LSR5 EREE858852Y
S oo oo oo oS oSS SO PR =T = I e e S S S i S =
O O O A A A A A A S A A A S S A S R S S B B
S C-MnO (%) = S C-B:0s (%) S
3 - g _ SR ot
m— 5 Eomm EebLLY O g B BEbLuv O R
— N )Y — RFBOotE
------- ICP-AES}:

(9) ALRRIEEF DO OFE 42 E (T-As)

SN 59 RER ENOME NH-T- O FE L& (T-As) DRBRENAE DFEE 45 A 22X 3-9 1R LT-. SEHIHE 4.22
mg/kg & Median 4.31 mg/kg IZI1ZIEF—FL7=. NIQR 0.60 mg/kg IL HSD 0.55 mg/kg LSRR ZWMETH
572. RSDyep 13.9 % 1, 2006~2008 4= RSD,op, 9.8~10.1 % LW RKEAREE/e~T-. Fiz, Ti/d | L7F
SN E IR D 93 % THY, TOHAR MRN8 o7.

VTN T ATV NI FEERE (R ETE 37 RBRE) K OVRFRETE (18 R E) I 5Bk
#8 D Median 1%, 4.27 mg/kg & 1U14.53 mg/kg THY, ZIZLDME LT o12ETA, TNENDFEIEIZS %
DKETHBRZTRD LN DT, -, ZN5HD NIQR 1X 0.60 mg/kg & TN 0.42 mg/kg SIEIEE DL
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IRMETH -T2, 4 RERZE)DD ICP FEIEICLDREBREOR L1 HY, 3 REREII 2 | LR bet
B g CTh o7,

15 15
10 f-----mmm 10 f----------- e
0 " % |
5 AN\ 5
0 0
b= 4
N 2
= 5.
el T-As (mg/kg) g
[3-9 {LHIEE D O T-AsD KBRS [43-10 fLRRAEEF OT-CAdD R BR Rl
— FEbLL 7 5 gEbLLY
m— R0 etk m— S R Al
"""" WSt St B i — = HEASTMUIE s B U D ARHE

(10) ALRRAEEFF OB RIY L4 (T-Cd)

LN 73 R EDOME N H ST HIRIV AL E (T-Cd) OREBRAGE DO E DM %X 3-10 (IR, FH
fiE 0.51mg/kg & Median 0.47 mg/kg 1Z1FIE—F L, NIQR 0.08 mg/kg (% HSD 0.08 mg/kg &—FL7-. F7=,
i | ERFM SRR EIXEIRD 91 % THY, TOHMITIEELANH THoTo. ZOZEnb, B
L7eZ<ORBEIZZORB FIEICH AL TWDHEE2LND. $To, TR E ) LRl SN AT T~ THE
VMETH-T-.

MIBK (XA A (22 BBRE), #iE AT MUHIE TR (17 R E) K OB —~ R/l IE X
(27 RBRE) [ XD AE D Median (3, 0.48 mg/kg, 0.50 mg/kg & 8 0.45 mg/kg &1FIE—F Lz, £/,
Z 50 NIQR X 0.06 mg/kg, 0.09mg/kg K Y 0.05 mg/kg SIFITEDOORVMETH-T-. 7 R REREDS ICP
FENIEICLDRBR B O A 23HY, Median 1, 0.52 mg/kg, NIQR (% 0.19 mg/kg £720 , DM, 5 kR
X | LM SN ARER R THY, 2 BB E LT R 2 | RIS, SVETH-TZ.

(11)  FESWTOERE L F D WM TV EE (S-Si0,)

N 69 FRERE NS HAE N7 ARV ER (S-Si0,) ORBREAE DO E R 54K 4-1 ([TRLEz. F
Il 32.71 & Median 32.67 % (XIZIX—2EL7=. NIQR 0.62 % %, HSD 0.57 % LV KZWETHY, 2006
~2008 £ D NIQR 0.49~0.87 % ELIZIEFEDOLIRVME ThH o7, Fi2, i | Rl Sz = X 2k
D86 % TV, TONMITFEEA R THoT. ZDOZLnD, BIMLIZELORBREIZZORER T IEIC
BRLTNWDEBZDBID. ok, HEL TORWRBREOREMEITMEWVEE &S VES R &I AmL,
WILALIN 2Tz,
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St VT L (59 3ER =) K OVEEH ST L 4.4.2 i@ H FEe1E (7 B E) I L2 BREE Median 13,

32.67 % FKTN32.55% LITIF—H L. £, Fnbo NIQR £ 0.59 % A Tr0.83 % LRI EDOBIRMHE
ThoT=.

15 30
25 —
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0 g [ ] 2 . rj/J/_
FRIBR2]IBR2]33RSY redidedndndn dnd
Anmnadddddddadasl SERnEEaasSSryddY
SUU XX NE SRR N SR AR R AR AR AR
— <t
- S-Si02 (%) @ “ AL (%) -
[R4-1 SEE BB 0 S-Si0200 42 FEEVTRRE AL OALD

PR AT AR
C— e 1 bl
O i 2 B EbL O R 2 — EDTA V£

— ROk
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15 15
wr-- - 10 F--——------——— - -
%,E | »H |
e — & —
5 L S| | |1 [
| 0 T []
LeggSR2SSSS88L G 0aaTISanans
LI I S SR S e i B Y AT FFFFSFSISIFT SIS SIS IR
DR cm M mmmmmo o oo D SR S A AN S S S G G I A,
SRR A A A A i i S S-MgO (%) -
o S-CaO (%) N
X4-3 FESUNT W EREIER DS-CaO D [X|4-4 FLENTUWERE LR DS-MgOD
FERFAE BRI
O i & O &bl O < & O i & O &EhLuy O i 2

(12) SESWWFWERE AERF T v 5V 55 (AL)

S0 85 REBRENOLRENHST=T VA5 (AL) OFRBRAE O E S %X 4-2 ([RLTz. EHTE
39.15 % & Median 39.03 % [XIFIE— ﬁui NIQR 0.92 % 1%, HSD 0.62 % XD KEZUWMETHY, 2006~
2008 £EFED NIQR 0.64~0.76 % LIFIEFZEDHE TH-T-. £7-, R | i lEn-RBR =132 ED
92 % THY, D43 ffntﬂ%%ot. ZDZEND, ZBILT-ZLOREBEEIZZORER HIEICE
AL TWHEB 26N,

JR - e E (59 38R E) K OVEDTA 5 (21 38R =) IC L3R FORE Median X, 38.82 % K 1139.69 % &

IE—E L. Fo, TNOHONIQRIL0.90 % K TN1.25 % LIFZIEEDLLRVME TH -7z, 4RBR=E)D ICP
%\é;‘n/f CRDRBRAE OME D HY, Wb i e | LRl SN DB EGE Cho7z. 1 SRBRENO Ik 5
Hrik 4.4.1 WEEEICLARBRE O R E DR HY, T e | LRl S DB kA Ch -7z

7%, JRAWNIETHIEZITV AL OB AR ZHE L7z 59 BREON, 1B ELFRS 58 SBREN
O A[YEME A IR (S-Ca0) J OVAl A 1 (S-MgO) D3RR Al i D & & 5 1 7. %W&@%ﬁ%ﬁﬁﬁ%@f%&
A& 4-3 e MK 4-4 ([ZR UTe. RIS K OF-14 1B 32.83 % & Median 32.68 % (XiZIX—#L, NIQR
1% 0.90% CTh-orz. E£72, 5 REBENTARGERE | (2|23) VOt Tho7o. — 77, T(ﬁﬁﬁi@q:f/ﬂﬁ
4.48 % & Median 4.48 % 1X—2L, NIQR X 0.10 % Th-o7-. £7z, 4 REREDTARW R ) (1z|1=3) eV )5F
i cHo7-.

X 2-4 OEEY, FLIWITOERE AEEF O RIEEME A K (S-Ca0) — FIIEMET £ (S-MgO) DFRERAAED 2z
AATNILRME R BRI L H59 VO EEE (1=0.387) 3RO LAV, ZOZEIE, MR ICBIT AR A2 Y
EEZONDTD, MK OFR T ik K O R FE IR E T O ERHLHEZZHNDS.

F72, K2-5DE80, Téb\w‘b\ﬁﬁgﬂlﬂﬂﬂF'@Eﬁﬁ‘i—ﬁi(S-MgO) —<TEMEE £ (C-MgO) OFRER AR
D z AaTIIFMHEBIIEEO LN o7e 2 e, JIE 7k K O 7RI XD R R 72 BRI K Dm0 A
RN EDRENT.
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(13)  FRSVMFWERE AR O <EE M+ (C-MgO)

SN 87 FRBRE NS H A 23 - 7 VA £ (C-MgO) OFRER 5l AE O FE Uy i 21X 4-5 (TR UT-. S fE
2.47 % & Median 2.34 % X—%L7-. NIQR 0.20 % (¥, HSD 0.08 % LV KZVMETHY, 2006~2008
FEFED NIQR 0.13~0.21 % LIFIFEDOLRVME TH-o7-. iz, Nl | LRS- BR = IX 2R D 82 %
THY, TORMIIREFRFRTHoT-. ZOZEDD, ZMLTZLORBREIZZORER FIEIE AL T
WAHEEZ LI, 728, B TR W EREBR S IE N ME A R S A S A DT

8 MBREND EDTA JEICLDRBR KA OHENHY, 4 SHBREILH L ) LRl SN2 B E THY, 4
ARBR XN R SRS, mVWVMETHoT. £z, 4 RBREND ICP GBI LR AR O 521D
0, 2 RERE TR | LFH SR B EGE CTHY, 2 REBREIL TR ) LRE S, mUVETH-o7-.

20
T
B 10 F--—--- I I
FE
5 I |7
0 i HE
Iy ~
= N
< 2
“ C-MgO (%) o
[4-5 FLSVNTVEREAE T DC-MgO
DOFRER A

O e O %bLY O R e

6. F&EDH

{EERIERE 10 BT I2OWT 153 RERE DS, 72, FLSWITWERE IEEL 3 B3 122 T 89 FRBRE MM
EEEHOOOFEREBRICS MU, FR BRI SAMEIZLD z 2372 FWCERE L7z, T2 )
LS NT7oBBRE ORI S 1L 81~92 % THY, ' & | LS /e R EDEI G 1L 3~13 % Thol.
Mt & | ERFM S A2 1Z e A& ORBR AR IR A A X FRO 34 Tz, — 75, TR Z | LFFH iS5 O
EODERELT, ZORBREOFIITFZ Y TR E HE DO EBLL TORNWIEND, REBRENE
DI FIEICBIHL TN ZERBIT DT 1ZEAE DR TRIRO YA Mean 1%, FJfE Median
CIFFE—FHL T, BIZ, Median—NIQR # 7'y L7z LA, Horwitz (B IER DI BI04 LTz,

Fio, BEORPIEICILHE (10 REEL L) Bdo7- iy OREBRAE IOV T, HIEMOFEIED
DM ELE EMLUI=LZA, BT L2 & TORS CHIERICH BRZITFRO DIV ol <EtE~u v
(C-MnO) ZFr<, KEMED AEE (W-P,0s) , KEEMEME (W-K,0), <EMHIZOHE (C-B,05), OFELE
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(T-As), IRIV L4 & (T-Cd), AIIEMEITWER (S-Si0,), 7V AU 55 (AL) K OEEMEE 1 (C-MgO) 123\
T ICP R HIEICLDRABREGE DA SN2, W ivh 10 RBR=E Rl CTh o720 TH LR O i O T
XTI oT.

7. % B

ZOkFERBREZEN T DICHTZ0, B O RS R, WEMRBREZ KR RIH helEL, 2 =77
RS ENF T RO B ARE TR A m TR OREMRE S MICREH B L £

X m
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Result of Proficiency Testing for Determination of Major Components and Harmful
Elements of Ground Fertilizers Conducted in Fiscal Year 2009

Toshiharu YAGI', Yuko SHIRASAWA?, Mariko AIZAWA?®, Akira SHIMIZU",
Tomoe INOUE’, 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
? 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
(Now) Food Labeling Monitoring Department
% 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 2009, using reference
materials of ground compound fertilizer and silicate slug fertilizer based on ISO/IEC Guide 43-1,
“Proficiency testing by interlaboratory comparisons”. Moisture, ammonium nitrogen (A-N), nitrate-nitrogen
(N-N), acid-soluble phosphorus (S-P,0s), water-soluble phosphorus (W-P,0s), water-soluble potassium
(W-K,0), citric acid-soluble manganese (C-MnO), citric acid-soluble boron (C-B,0s3), 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 153 participants which received a
compound fertilizer sample, 59~145 results were returned for each element. From the 89 participants which
received a silicate slug fertilizer sample, 69~87 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 81~93 % and the results from the satisfactory
participants were normally distributed. The mean and median of all data mostly agreed. 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 citric acid-soluble magnesium. 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, 3, 73~94, 2010)
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9 2009 FE IEBHZEMEEYEDRR
— VB R 38 B BB FAMIC-C-09 —

BEHERIBA L RER !, FEEERES !, BRE T, RIImE
VRS, BT SCs | B ARRIE !, SEmE A
F—0—F  GREHEMEWE, 5IRAERE, EERK Y, A ERSY, 1SO Guide 31,
ISO Guide 35

1. [FC®HIC

L0 AT R O 8 & AR T DT D ITIRNTAT Bk N R AROK E TE B 22 2 Hi i % — (FAMIC) 23
T TWDILAREIZIB WV TIRE LTI O D BELOAE ER SOOI RAIR THY, £ DORERIE
[T E ORI R OB TND. ERTD, IEEHERERIES OMEEHE, FZEFELNOOITIK
FE A 52 T 7 R o W B, I RHR 24 B 45 o 3B <, ABRAE O 13 B MEMERE R OV dr Bl o 1) B
D= B R USRI RS e VI X AN B RS BE A B Y B BT o, Bicdmaehick
LB E M O LFRBRICS MU EE L2 EhL T\ 5.

TAEEBEZ2ESEFMoB A EL R, TAEIZE W TS ISO/MIEC 17025:2005 (JIS Q
17025:2005) 2 O FE R FIHAZ S B 1T LIZRBPRAE OE HEMERR OB X N EBEHINL TS, TOTFERE
THIZIX, [FRGEAEYEYE o HIR9 7o ) ) J OV BRBR P ) O bl XUTH BB 7 0/ T L~ BN & F
i 9 HZEBHERS TN,

F7o, WERTHD FAMICIZIBW T, IEERFEE EYE A (B B LR R K& OVB (i @ LR AR L) % 78 8
HRFEL TN, 721, 04, GhE BB OBRIL AR O DI TWDIBTRIEE OIE Y D 1ERLE, [E R
BAMEZMEME T D72, 1ISO Guide 35:2006 (JIS Q 0035:2008) ¥ A& E (L4252 L1L, ISO Guide
31:2000 (JIS Q 0031:2002) ¥ &£ E |ZRGEE & 0T~V EAERLLT-. 2009 4FEE T, V5B R BEAL KL OIZ e
W G2 L, IR BRI S &, BIRIERORFEE IR TN ES N WD EE RSy
V(BFAER, VAMEE NME2E e HheE ARKEE) RORFEERLOENICKLERE
e, WOUS, BIRIEEIOATERE CERHFRENTEDOLN TODLHEER DY (OF, IRIV LA, KR,
=, Jab, §7) OFF 13 BTIZOWT, 12 REBRE THFEIRBRZ EMEL, FRIEEYE O %%
fEL7=DT, ZOMEEHETD.

O AR PE T B A2 R BT o 2 — R ) 2 A g A
2O REAROKEE T B e R BT oy — R R 2R A (B @y —
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2. MHRUVAE

1) HERBRARHAR

AR RREREHEN ' C DEMEL T, BEEE I KLBEH DR ETD LRGIREZFEEIEL TR IR
HEHA EHarARAN = TAESNCTIROGIREEEEE A AWz, M OREICHI-> T, K
NERRELT BEAERKE CEAHFEENEDLNTOWDAEERS (OF, WRIVLA, KR, =v7L,
kb, $0) N, GHEARED 110 L EEENTWAI LB LIEE L.

THIEEBENE KL 60 kg % E IR R I1C LD 65 CC 48 Wi HLIR L=, BiE Lk <, B BT 500 um
DSHNERIETHETHFLZ. AL 21 4E 5 H, FAMIC Ef k22 22 SRR R =280, 3B
ZIKBRAL, OUBHRICHLT TEMRIC 9 450, 1~9 ORSESEMLTRBICBLEZ. KIC, #fklz
1 OREBREROMETIZHEN 4 XK EMHL, IKRALTEOL4E L TROFRICR LT, ZO#
EZ 7 BRI, 1~9 OF R GbENEN—FE&ET DEIL, £ 130 ¢ T 2@ €072/
JLU, BELUTIERREEEEYE M C 2L, 2ok, IEEIEREE B G C 1T, WIRCHREL
7.

K1 RAOBIER

BAEXK 1 2 3 4 5 6 7
37 9 4 3 9 2
5 1 5 2 6 1 8

x/\ =

RAEST 4 6 7 1 2 3
9 6 8 5 8 7 4

2) HERIEH

AR E IS DX, BB ORIEE ISR T IIEBHESN TV DL EERR S (BEREE, VA
e, B SR, e BhesE, AKEE) RORFALERLORHICKLERAKRE, OIS,
BIRIEEOATERE TEAHFREDEDOLNTOWDIEER Y (OF, IRIVLA, KR, =y, Zai,
) OF 13 iy EARBRIEE LT,

3) HBRAE
REBFIEELT, IEEHERBRIED ORB S LR LTz, 723, ZOMORE ;T iEAH A LRBREC
X, EOFHEOREERDI-.

4) HEEERAER

IUPAC/ISO/AOAC DOHEHERER 7 o h=L® DY PERERICHE, IEEIEEAEE EY L B4 C 25 10 3
Bt B> TR MEMERRRB AREIEL, TN oORERIE B 25 58 Rl AR >& 2 &
OFHT CRBR L T EMErERERBR O R S L7,
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#2 NUEIEREEE EW B Al OFER T 15 (BIR)

=4 Oy i 7 1 X% ;
AR BB i s Sy
b‘l/&\\"— LR R4y 7’—/74;73'?5)3 197 72
EF AR (T-N) IS — VTS R — 7R R ¢$ﬁ¢&
- BRBELE
TVE — VR 53 iR NFREYT T

D AR 4 (T-P,05)

T e=Y MR E A

IR 25 (T-K,0)

7L — LRt T

BAt— iy i
IR 4k (T-Ca0) PRt = AR TL— MR T

b — Sl 55 fi
AR (0-C) /4= FN:{i731e Fe iR ool E s
il 4> 5 (T-Cu) JRAL— EAK 3R T — LR
HER 5 (T-Zu) KA — FK G5 7 — LR
U (As) Wil — fNle — IR R KB R ERFROGE
FIRIV L (Cd) AL — E K3 fiF 7L — LR
K (Hg) TP — a3 SR e 53 i BB FIROtE
=%V (Ni) JRAY — EIK 53 iR TL— AW E
2712 (Cr) KA — F KGR T — LR
#h (Pb) JRAE— EAK G iR 7L — MR PORTE

) HERB

HEﬂuu AEREYEM B el C Z LA T D 12 B ITIEA L7z, A RBRE IV T 3 AT T AR &
EhiL7z. 72k, WS EIT AR T 3HTICHDHIEELT.

Aot REEBAF

A tE RHEREE H b 2 —
RN iR IR BR B A= b Bk JE
WMHEN AARRSITE 2 —
WMHIEN AARIERERE RS BIE S
WMEEN BARIERERE RS AE

MSZATEE N
ZE?L??BZY&E/\

=

=
<t R
i

BEMOKEBEBE R eI 27— ME 7 —
FMOKEHEBE R et 27— it 7 —
BEMOKEBEBE R 22— latr s —
BEMOKENE et 72— AhBRE 72—
JEMOKEHE a2 — @2 —
MK EEH B e it 72— A&



98

FEEHFFEHR S Vol. 2 (2009)

1) #EHBRARMOHE MR

YE MR iR B DR iE e O 2 SR TRRER X 10

R LT=.

Ko HJEMERERR AR OAE R

3 HERRUBER

ARt O — TEE (S LD BT Db iRt B
£ 3R LIZ. WTFNORBRIE B 123 CTh, FEA F(9,10;0.05) % FlE-72ZEMmb, AEKES % 128
WCRBHEICE B EITRO IR, ZOZEnb, IEEEREHEEWE G C 13IWE Thily

S BRIE S fEY Sp? RSD? Pl
(%,mg/kg)®  (%,mg/kg) (%)
E#HxeE (T-N) 435 0.02 0.4 0.49
0 AUl 4 & (T-P,0;) 8.07 0.03 0.3 0.69
INE 4 & (T-K,0) 0.177 0.005 2.8 2.26
£ K 2% (T-Ca0) 2.51 0.03 1.1 0.58
AHExF (0-C) 31.8 0.37 1.2 0.66
#il 4= & (T-Cu) 815 7.91 1.0 0.60
High 45 (T-Zu) 1709 13.6 0.8 1.00
U (As) 11.9 0.48 4.0 0.72
JIRIT A (Cd) 2.77 0.02 0.8 0.80
KR (Hg) 1.07 0.06 5.9 1.37
=/ (Ni) 40.2 0.43 1.1 0.75
71\ (Cr) 66.9 1.45 22 0.26
#n (Pb) 50.2 0.34 0.7 0.90

D) 10RO T/ O V18 E Bl

2) B} A e fE 2
3) REHE O RHE (R 2

4) — o BT EIC KR S sl

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

6) T-N, T-P,0s, T-K,0, T-CaO% UX0-Cit%, Z DD Idmg/ke

2) #RFBRRERUVENER
(1) F[RBUBRAE & OO U R E

FRBRENORE SN NEEERGER EM E il C OEFRBRAEL R 4-1 L OFK 42 1ITRL2. &R

BRIE H ORBR B2 OV T ISO 5725-2:1994 (JIS Z 8402-2:1999) VA& & |ZHi ML+ H2 221,

A DO IVEZ B H T 572912 Cochran O E K TN Grubbs OELXEMMLT-. TOHRKE, MEL£E
(T-K,0), #igh & (T-Zn), O FE (As) X D=7 /L (Ni) TENZ I 1 R BR=E A NN H K 4 & (T-Ca0) T

2 B E OB I E S F R STz,
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F4-1 FEBIFRREAE HEY B 5 AH C D LRI BBR AR (%)
Hepas! EE e DA RE SR TN B4 R
A 4.15 420 4.09 7.93 7.98 7.87 0.145  0.148  0.146
B 431 433 432 7.89 7.88 7.85 0.158  0.158  0.163
C 427 431 433 8.24 8.15 8.12 0.162  0.166  0.164
D 4.08 4.05 4.09 8.11 8.12 8.09 0204 0203  0.205
E 3.97 4.00 4.02 7.91 7.91 8.09 0.161  0.147  0.154
F 430 427 429 8.07 8.06 7.98 0.185  0.192  0.183
G 4.15 4.09 3.95 8.08 7.93 7.91 0206  0.146  0.148 2
H 4.14 4.12 4.15 7.99 8.22 7.98 0.167  0.169  0.173
I 426 432 429 7.86 7.94 7.93 0.172  0.171  0.172
J 437 4.40 438 8.07 8.05 8.02 0.173  0.169  0.173
K 4.12 4.10 4.08 8.02 7.99 8.01 0.166  0.169  0.155
L 4.10 428 427 7.83 7.83 7.77 0.151  0.156  0.164
A" IR A R
A 2.55 2.56 2.60 31.2 312 30.6
B 2.63 2.76 2.62 30.6 30.2 30.8
C 2.62 2.57 2.59 30.9 31.1 31.9
D 2.49 2.53 2.50 322 323 30.8
E 2.60 2.85 273 ? 30.3 31.4 30.7
F 2.69 2.67 2.67 29.7 29.7 293
G 2.80 2.78 2.79 31.2 312 30.7
H 2.35 2.27 2.26 30.0 29.7 28.7
I 2.49 2.48 2.50 31.2 323 312
J 2.46 2.51 2.51 30.4 30.7 31.1
K 2.40 2.39 2.46 30.0 30.2 30.3
L 2.41 2.48 3.10 ? 30.0 30.0 30.5
) HFERBICNMU-EHBREORK S (EARR)
2) Cochran7 AMI LA UE
3) T IEOBMI LD ERIME
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F24-2 NERIFEREAR ED B ol C D 3 [ RAUSR Rl A (mg/kg)

A 4 i fh 4 V%

A 750 750 745 1650 1680 1690 9.8 10.0 10.3

B 781 787 792 1680 1690 1670 12.9 12.8 13.0

C 792 794 778 1730 1720 1710 12.6 12.5 12.8

D 841 875 855 1770 1800 1780 12.1 12.3 12.0

E 804 824 784 1740 1570 1680 2 113 113 11.1

F 811 817 816 1720 1740 1760 12.8 13.1 13.0 ¥

G 810 823 829 1760 1760 1760 12.8 12.4 12.7

H 828 837 858 1750 1740 1720 11.0 12.4 10.1 2

I 775 778 778 1550 1530 1530 12.9 13.0 12.4

J 819 806 819 1670 1650 1630 12.9 12.5 12.7

K 800 846 794 1620 1640 1630 14.2 14.0 14.4

L 789 810 789 1760 1730 1750 13.6 13.7 13.6
B o TR I KR =L

A 271 2.63 2.65 0.95 1.00 1.05 35.9 36.2 36.0

B 2.58 2.60 2.65 0.97 0.95 0.95 36.8 373 36.5

C 2.72 2.78 2.75 1.01 1.02 1.10 38.4 40.0 38.0

D 278 2.80 2.78 1.04 1.00 1.00 40.7 41.0 40.7

E 2.74 2.78 2.72 0.86 0.97 0.89 37.8 37.9 36.8

F 2.64 2.62 2.68 0.94 0.92 0.93 37.1 37.2 37.8

G 2.67 2.70 2.66 1.05 1.04 1.06 413 41.2 41.2

H 2.75 2.75 2.80 1.17 1.12 1.11 38.5 39.0 39.2

I 2.80 2.80 2.79 0.98 1.04 0.98 39.6 39.6 39.7

J 2.75 2.74 2.71 1.05 1.07 1.09 41.1 41.7 412

K 2.69 2.81 2.76 1.20 1.23 1.16 44.7 48.0 474 2

L 2.62 2.56 2.55 1.05 1.06 1.03 37.4 38.3 38.0
HBp! AN 0

A 56.6 57.4 58.2 46.3 46.3 45.9

B 68.3 68.7 67.5 44.6 44.4 44.1

C 75.2 71.2 71.1 49.5 48.6 47.8

D 67.6 68.5 68.6 49.0 49.0 49.0

E 69.5 69.5 64.9 48.7 47.7 46.8

F 57.0 55.7 575 425 43.7 43.7

G 56.0 57.2 55.7 472 47.7 47.1

H 71.4 72.5 73.5 49.9 48.2 49.5

I 65.6 65.2 65.2 43.7 43.7 43.7

J 63.7 62.0 62.4 51.1 50.9 50.9

K 63.4 64.8 63.1 47.8 49.7 492

L 60.0 61.5 60.0 46.3 473 473

1) HEFERBRICSINL-RBR=05 (ERF)
2) Cochran7 AMILAHMVE
3) T HIEOBMC LD ERIME
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(2)  DFTHE FE K OVER ) - B0 0 2

S IUIE Z BRI U723 BR pfAE 0 SR U7 S, OFT AR YE (R 22 (SD,) , BFAT AE SHE #E{R 72 (RSD,) K O}
f}#17 HorRat f& (HorRat,) 3 UNZ =5 [#] F5 BLAE & R 22 (SDr) , 25 ] 75 BLAH o 1 YE 4R 72 (RSDR) K OVEE [#] F
Bl HorRat fi (HorRatg) %3 5 (Z/~kL7-. HorRat fE (X551 HIEDOREE O 2 3 57-O AW HTEY,
HorRat, |Z RSD,/RSD, (P) & U} HorRatg {Z RSDg/RSDg (P) IZLVRHENHY, 72385, RSDg (P) 1L -H)E &
flinsn Horwitz RVICKORD Tz, Fio, FERNR S (R LR, VRS E, ME4LE, AKEE, 7
PR E) MO ER DS (e s, @hew, OF, IRIVA, KR, =v7L, 7an, §7) ® RSD,(P) I
Horwitz UZENZIERER (172) L OMRE (5/8) 2T U TR 7212 19 Sl & R L= E B il % &
O ER D EORBAAE DO RSD, 11 0.2~2.5% K10.9~3.2% THY, TNHDORSDIF1.4~9.8% ;&
W2.8~9.4 % Th-o7-. £/z, RSD, X U RSDr DFEAfli iZ V% HorRat, } O HorRatg (% 0.56~1.73 &}
0.14~0.45 THY, WINb 2 LLF Thorzt?.

25 SE[RIRABR AR O fR AT E A

HBRIE H W pwE? sp? RSD,Y  HorRa”  SDg" RSD;”  HorRaty"
=30 (%meke)” (%,mg/ke) (%) (%,mg/kg) (%)

=#FEeE (TN) 12 4.19 0.05 1.1 0.71 0.13 3.1 0.96
0 AU 4 B (T-P,05) 12 7.99 0.07 0.8 0.56 0.12 1.4 0.49
IR A2 (T-K,0) 11 0.168 0.004 2.5 0.97 0.016 9.8 1.87
£ K 4 (T-Ca0) 10 2.55 0.04 1.4 0.81 0.15 5.7 1.64
AR (0-C) 12 30.7 0.48 1.6 1.73 0.83 2.7 1.49
il 48 (T-Cu) 12 810 13.4 1.7 0.45 30.9 3.8 0.65
digh i (T-Zu) 11 1700 14.7 0.9 0.26 72.5 43 0.82
U (As) 10 12.5 0.19 1.5 0.22 1.18 9.4 0.86
FIRIT A (Cd) 12 2.71 0.03 1.2 0.14 0.08 2.8 0.21
K$R (Hg) 12 1.03 0.03 3.2 0.32 0.09 8.4 0.53
=/ (Ni) 11 38.8 0.46 1.2 0.20 1.85 4.8 0.52
e (Cr) 12 64.3 1.25 1.9 0.36 5.85 9.1 1.06
& (Pb) 12 472 0.61 1.3 0.23 2.45 5.2 0.58
1) fRHFIC R BR=S3 6) ZE[FMFHBUEERE
2) EME (n =B EHoEEHR (3)) 7) M FEUAERHE R 2=
3) PHTIE AR Z= 8) Z[# T BiHorRatfE
4) PHTHEHE AR 2 9) T-N, T-P,0s, T-K,0, T-CaO} (*O-Cl3%
5) {F{THorRatfi ZDOMO Sy iEmg/kg

3) REMERUVFTHEMNE

ISO Guide 31:2000 (JIS Q 0031:2002) ¥ 12 &\ CHERFFR AR HEW E ORRBFEE O LANE L L TEREN
TWHEREHE M Ol &% 3 6 (TR LTZ. F£72, 1SO Guide 33:2000 (JIS Q 0033:2002) 2 {23\ TAEEFER
AEREVEME O ICH T2 B L 25 E T — 2 GERIRBRICIB T 20 TIE ER 2, S BRI 2=
Fe OSEMTIZ W= RBRE ) 23 6 ITRLTZ.

(1) THENSOHE

EH S A DA HH ST AEAR O S E OFEERHENS (u) 13, FEARLN) B+ REWVEE, EARDEE
MR 7 (s) LD PATR A (a) TREND. EHERZ () 13, HFERBROBFEHEOEERELHNDLZLEL,
SR FER O OHTIE (R 22 (SD,), == [ HF SR ME(R 22 (SDr) & O SR = TO AT 0T [\ 2R (0)05, (b)
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KATIRDT=. F=, SREHEDO RHENSIL, JEERHENSTHY, EERHENS (u) I8 G154 (k) ZF 1L
TRD ((c) X)), BEEF 2 HLAPICHD 21D, 7ok, @AELRE () IZEH S A OIS HEAKAE 95 % 107%4
T2HR=2 LT

RIS () =s/ VN -+ (a)
=/ (SDx"— (1—1/n)SD,>) -+ (b)
%%K%ﬁ)é(Ugs%) =kXu e (C)

(2) FRIEEO®RE

H [F 7Bk DR ERIE H © HorRat i3 2.0 LN THY, #%Mﬁbxéﬁwﬁjﬁmzo% LUIFCThHZLahE

R0, 2 CORBRIEHZBAET 228U, 708, REEHEIX, HFERBRO LY MEEILERENSO
ﬁT ICHDTOFRIRLE.

F6 FEREHFICFEESHHA

) §m“61ﬁ E BET —H
HERTE H ZREEE Riensy sD? SDg” B
(%,mg/kg)®”  (%.mgkg) (%.mghkg)  (%mgkg) =¥

E£HR2E (T-N) 4.19 0.07 0.05 0.13 12
0 AUBE 4 & (T-P,05) 7.99 0.06 0.07 0.12 12
fnE 4 & (T-K,0) 0.168 0.010 0.004 0.016 11
fJK 48 (T-Ca0) 2.55 0.09 0.04 0.15 10
AR FE (0-C) 30.7 0.4 0.48 0.83 12
#i 4 & (T-Cu) 810 17 13.4 30.9 12
fifn & (T-Zu) 1700 40 14.7 72.5 11
U (As) 12.5 0.7 0.19 1.18 10
FRIY A (Cd) 2.71 0.04 0.03 0.08 12
KER (Hg) 1.03 0.05 0.03 0.09 12
=/ (Ni) 38.8 1.1 0.46 1.85 11
1.2 (Cr) 64 3 1.25 5.85 12
# (Pb) 472 1.4 0.61 2.45 12
1) JERAHENS (A ERE (R =2)) 5) T-N, T-P,0s, T-K,0, T-CaO} *O-Clid%
2) BHTIRMERZE Z OO RSy I Emg/kg

3) =ERIEHIREERZE
4) FENTIZAW-RER =

) REAREYEDENS
ISO/IEC 17025:2005 (JIS Q 17025:2006) 2 Ci, #RFEFE HeM & % F\ CikBRFTO H a@?ﬂ%ﬁ'ﬁ’%’*ﬁf_ﬁ'&
IXERBRT DB R L7k BR B O Y MR A M T 22 e RIS TWA. 22T, REHEEME
b\tuﬂﬁﬁkn’-a@/ﬁ\fﬁuﬂﬁﬁ@ BlaABRI T 5.
NS A BR OO 72D 2 T L 72 DR TRRBR O LK (n) W ONTFR 6 OFEAEME (0), PFHTHEE(R 7= (SD,)
Je OVER T PR RAZ HE (R 75 (SDr) 2 WV CT(A) X, (e1) AL V(1) RS LD, FHREREAR D70 DI M {72, %
AR LB R A RO DT 18 7ok, FHTREBOZNENORBRME CUTEEE) 2 VW25 A1, ik
LE(n) & n=1 &L, Zmi# ((e2) ) K OLE ﬁ((ﬁ)‘t) fziéttm”é
B E PR DL E RO LB AT SAE, To—BHORBRE RN EALL, BRBRAER TN



20094EFE JEEIFEIHAZ HEYE DOBR % —

{5 IR 3B R £ FAMIC-C-09 —

103

HEND. 2 BhERE L TEOmE & HRRE O E

R T T O LN EEND.

HRERTA O 7200 DIEHE(R 7 (6) =/ ((SDx’—SD;’) +SD,>/n)

B RTHERME =ut2Xo <« (el)
H— ORI T2 = p=2 X SDg -« (e2)
MBI THMER = uEt3Xo <+ (f1)
H—ORBRMEIZ T 50EM = =3 XSDg -+ (f2)

5 RIMEEYMEDOREMDE=R)VYT
POREAREYEY)E C ORERTE B iy 0@ EMERBAELER 7 IR,

A2 H L7-RBR R, W ORBRIE B 14) 5ERERE EME O T7 11

LT R D 2 B8 2 T S

i3, 2B H OB R EAEL,

-+ (d)

RERE J ICBITAFERB D14
Iég—kﬁﬂ‘%u%ﬁ“@%ok.

7o, T—XOREEOFAM FELELT, 1SO Guide 35:2006 (JIS Q 0035: 2008)”%7%% S ACIL A )
TN ERAT TG B, A EAKEE 5% CTEYGRITA B TR, WTINORKDLZE S HIEr s,
7 REVEABREGE
-y I A N DS
T WA TTEER LSRR T 0 Rk i
(%.mgke)”  (%omgkg) (%mgks) (%mgkg) (%omgke) (%mgkg) (%,mgke)

E=H#4LeE (T-N) 4.19 3.94 4.44 439 430 429 4.34
D AUl 4 5 (T-P,0s) 7.99 7.78 8.20 8.06 7.96 7.90 8.05
N4> & (T-K,0) 0.168 0.136 0.200 0.171 0.170 0.190 0.175

45 (T-Ca0) 2.55 2.26 2.84 2.49 2.60 2.61 2.66
R (0-C) 30.7 292 322 31.1 31.4 30.3 312
il 4= & (T-Cu) 810 751 869 813 795 773 799
HgH A28 (T-Zu) 1700 1557 1843 1660 1719 1739 1764
OB (As) 12.5 10.3 14.8 12.7 11.9 13.0 12.6
JIRI7 A (Cd) 2.71 2.56 2.86 2.75 2.79 2.65 2.79
KR (Hg) 1.03 0.86 1.19 1.06 1.05 1.07 1.06
=47V (Ni) 38.8 35.1 42.4 41.4 40.1 39.2 39.6
1 (Cr) 64 53 76 63 63 57 63
£ (Pb) 472 42 52 51.0 49.8 48.1 49.4
1 2R M TRBR O FE 3) T-N, T-P,0s, T-K,0, T-CaO 2 *O-Ci3%
2) F[FERRBRFEMFEH0~ 14 H R ORBAAE 2 OO 1 Img/kg

4. F&O
B x—IT, HEHMMEE% 7L CIE IR BB FAMIC-C-09 % B 3 L7z, 15 U8 % B B k)

FAMIC-C-09 13 AT ZRBRELTZ.

FOREHEIE, FLERERAZ FER L, ISO Guide 35:1989 (JIS Q

0035:1997) 3>%7%% (ZfiEHTL7=. ISO Guide 31:2000 (JIS Q 0031:2002) ¥ DR FHIH|ZHESWTRRIEE MK
DT~V ZBERR LT, IEEHEAEME /B ZE B S (2009 4E 12 A) OFELA=1T, 2010 F£1H Lo ek

AEREEY B DR TE A BR AR L 7=V
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AERFOREEY B X, EWNICIEMIZ/eL, E7o, ESNDOREEIR s> L E FIERRRD . ZO X Bl mD,
ZOBRERVE DIER 3 OE LR ICHE R T 2L 2A I REVL OIS ND.

5 #Ht &

A AR RIEAR HEW) ' D B FE (23 W TR SEAT BOTR N J 26 - 8 i E JE BN B & AT SEREARS & dn ik & W SE I

LB+ K OWERRGAE I3 TR EEES I TEHC L ET. Fi, FERBRICTH HTEV
A Sth BB, st BAEREEN o7 —, tEHIIE N BB R ER BE 4 T R ZEFT,
BN AARRMSITE 22—, MEEN AARERRED S AELOREEMOSMICHELERLE
R

X

1) BWKENEELZ 2N 2 — (FAMIC) : JEEH > BT Yk O Bl A B 55 Tt &

<http://www.famic.go.jp/ffis/fert/sub6.html >

2) ISO/IEC 17025 (2005): “General requirements for the competence of testing and calibration
laboratories” (JIS Q 17025 :2006, [FXERFT b O IERERI DRE /I B~ % — ik Bk #1H )

3) ISO Guide 35 (2006): “Reference materials— General and statistical principles for certification” (JIS Q
0035 : 2008, MEMEY'E —FRIALDT=D O —fRHY J UL & #7225 81 )

4) 1SO Guide 31 (2000): “Reference materials— Contents of certificates and labels” (JIS Q 0031 : 2002,
REME —BREE K T~V ONE )

5) %*}IWKF‘%‘&%:Hlﬂﬂﬁiﬁﬁﬁi’%ﬁﬂt%%*@”:%@ﬁfﬁ (ZHEEOE, Nk HUR 5 26 DU 4R 58 — TR
=5 It T oI B ORFEEICE DG A BEERHM T D EE R EDLOM, WIEF 12 4 1
H 27 B, BMOKESERE 96 5 (2000)

6) JEMOKPEA R IEEHIRRRE IS B D & B B LB O N E S & E D D5 O, BIEFRL 12 4 8 A 31
H, BAMKESERE 1161 5 (2000)

7) BRMOKPEIH B 2Nt 2 — (FAMIC) : IEEHERRER L (2009)
<http://www.famic.go.jp/ffis/fert/bunseki/sub9.html>

8) Thompson, M., Ellison, S.L.R., Wood, R.: The International Harmonized Protocol for the Proficiency
Testing of Analytical Chemical Laboratories, Pure & Appl. Chem., 78 (1), 145~196 (2006)

9) ISO 5725-2 (1994): “Accuracy (trueness and precision) of measurement methods and results—Part 2:
Basic method for the determination of repeatability and reproducibility of standard measurement method”
(JIS Z 8402-2 : 1999, HITE J5 ¥ K ONAE RS RO HES (L} O E) — 5 2 #0 AR MERE I7 ik D pf
ITHREXR OCBBEBEZROLODOIEARTTIE])

10) AOAC OFFICIAL METHODS OF ANALYSIS Appendix D: Guideline for Collaborative Study
Procedures To Validate Characteristics of a Method of Analysis, AOAC INTERNATIONAL,
Gaithersburg (2000)

11) Thompson, M.: Recent trends in inter-laboratory precision at ppb and sub-ppb concentrations in
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relation to fitness for purpose criteria in proficiency testing, Analyst, 125, 385~386 (2000)

12) AOAC OFFICIAL METHODS OF ANALYSIS Appendix E: Laboratory Quality Assurance, AOAC
INTERNATIONAL, Gaithersburg (2000)

13) Horwitz, W., Kamps, L.R., Boyer, K.W.: Quality control. Quality assurance in the analysis of foods for
trace constituents, J. AOAC Int., 63 (6), 1344~1354 (1980)

14) Codex Alimentarius: “Recommendation for a checklist of information required to evaluate method of
analysis and submitted to the Codex Committee on Method of Analysis and Sampling for endorsement”,
Vol.13, p.129 (1994)

15) ISO Guide 33 (2000): “Uses of certified reference materials” (JIS Q 0033 : 2002, [FEFEIEIEY'E D
ET5 1)

16) 1SO 31-0 (1992): “Quantities and units—Part 0: General principles, Annex B (Informative) (Guide to
the rounding of numbers” (JIS Z 8401 : 1999, EfED D F7 |)

17) ISO 13528 (2005): “Statistical method for use in proficiency testing by interlaboratory comparisons”
(JIS Z 8405 : 2008, [FRBRFT ] FLBHIC LD ERERRBR DT DREFHAITT 15 )

18) Thompson, M., Wood, R.: Harmonized Guidelines for Internal Quality Control in Analytical Chemistry
Laboratories, Pure & Appl. Chem., 67 (4), 649~666 (1995)
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Preparation of Fertilizer Certified Reference Material for Determination of Major
Components and Harmful Elements: Composted Sludge Fertilizer (FAMIC-C-09)

Toshiaki HIROI!, Toshiharu YAGI', Shinjiro IZUKA', Yuko SEKINE!,Hiromi OIKAWA?,
Hideo SOETA?, Fumihiro ABE', Yuji SHIRAI' and Masato SHIBATA!

" 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

Food and Agricultural Materials Inspection Center (FAMIC) has developed a certified reference material
(CRM): composted sludge fertilizer (FAMIC-C-09), for analysis of major components and harmful
elements. FAMIC-C-09 was certified for the concentrations of total nitrogen (T-N), total phosphoric acid
(T-P,0s5), total potassium (T-K,0), total calcium (T-CaO), total copper (T-CuO), total zinc (T-ZnO), organic
carbon (O-C), arsenic (As), cadmium (Cd), mercury (Hg), nickel (Ni), chromium (Cr), and lead (Pb). The
certified values were obtained from a statistical analysis of the results of a collaborative study on the
chemical analysis of the potential material 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 CRM was expected to be useful for
the quality assurance and the quality control in the analysis of inorganic pollutants in sludge fertilizer or

compost.

Key words  certified reference material (CRM), composted sludge fertilizer, major components,
harmful elements, ISO Guide 31, ISO Guide 35

(Research Report of Fertilizer, 3, 95~106, 2010)
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10 FEEH FOERVEREREMPOEELGRSFOD
ABRED R

MRS !, FARFZ 2, AHHIA’
F—0—F BRI, O, AEERE, EERS, ERRY

1. [FE®HIC

Tl BRI OB R T 5720, BEIOE/M Y, HERDEORBPIIR AR CTHD. MIAT
B vE N EAROKPETE B 22ty 24— (FAMIC) IZB W TIE, AR O iEOB %, B%H1T-T
BY, Hlolc Y EsERSN R BE, Rl RBEELZINZ T, RO 5B E PR E IS T2 TIEE
SRBRIEIVEREL, A==Vl L T A B EO 2 Y MEREFRIEL ISO/EC 17025 (JIS Q
17025:2006) 2 DE R FEIH CTHLHHBERER, JHTRER, E& FROMERSE% IUPAC* YO 7 ahar s 5%
WZEREL TS, F72, IREHERBRIEOR EICHT=-> T, IR (1992 FERD (BT, THEEN B
VD)V EDEEVENMET-NDENCHEE L TESHmABIER EfL TW5D.

AEASE 73 BT 45 Je ONT R BR AR 0D iy B s BEE ) (R AMROKES 5 R) O IR SN TV A T Ry 0 &
AEEOREFIE) (LT, [ToOBZEO ST iE]) T, BIRIEE, 720IER OB Ot >#dh ov i
ek MEeE A/KEE, FHEBKOHKSEORNARORB T IEEL T, ZFVE — Vo Rk,
AL — SRR WL, IRAL — SRR A Wb 5 K ORAL — R 3 FRIE DO, — D7 WL O FIENRERA S
TV, 72, BIRIEEFROARIV L, =7 v, 7ab Kk O ORERE CIIIKL — FERSMIEICL > T
BHEDRERINTND. 20X, EHERC ORBHER ORI SOWTEEO FIENFTEBR I TV, %
FHoi, RBRESORBALIHIGT D280, ZNHORERIEICOW TR S 2 E L TEORHlE
RAT=DOT, TOMEERETD.

2. MHMRUVFE

1) HHORRKRUAR

THIEARESE (B YRR BEAREE (2 A1), LRIBIEAEEL (2 45), TEEIBIRAEE (2 &), ZWE (2 &) K UEY
O (1 5)), B AEE (238 oK (1 420) R O BEM N TAEEL (1 48)), Wl - AEEr (R Elha3
(1 5) KR OZp7=daihind (1 52)) I QN A BEE CEBEA VTR E B & IEE (1 5) X OVE AV LA E (1
F)) GE 15 RO ZROEBVIEL THMrIcELz. 3B 0.5~1.5 kg BEZEHIL, E=—/LEIZANT
BEL, S ECTHEFEL, BEIE 500 um D525\ A2 THETHEL CTotr ke 2Rl L.

VOMSTATECE N BEMOK BETE B 2 il e 2 — LR 2 —
P OMSTATEOE N BMOKEE B Z 2 fifivo 2 —figtr 2 — B e 2 —
P MRSTATBORE R AROK E T B 2 e T 2 — IR AR 2 AR A
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2) HERUHE

(1) S3IEER: JIS K 0115 \HUE T 550 I 3 (R EERERTE, UV1800)

(2) TU—ARFUAIER: TS K 0121 ([THE T A WS HTEE (A A7 /ay—hl
Z-2310 %, HARYv—UV7T v 2 SOAAR M5)

(3) BRI RBRIRE £5 CIREFTE5L0 GREEREFTHL, FUW242PA)

(4) Wi

(5) WfR7IA2: SN —NTTA2

NG

3) HAE
Rk 2 3 BR 1 (2010) VICHE-> TSI L 7=,

4) FEMBROFRIRE
DABRERIZOWTIE), B) LT @)I2ky, MEEE R EIRERIZONTIE() ~ () I2LD, #
ERKOIEHEREICOVTI) KOG ICLVREHR R Z R R L.

(1) JRAb—FEARsfE (X 1)V

a) OHrERELS g & 1 mg OHTETIEDVEY, h—/LE—H—200~300 mL (Z A, h—/LE—h—%%E
KIF AT, 250 CTIMEVL CTAbLT-.

b) AL, K9 450 CTHEL TRILSETZ.

¢) k%, LEOKTHEREMEZEL, WA 10 mL & OHEEER 30 mL 2z, h—/Ab—h—%h
FHILCEW, Ay b7 L —hXUIE ETMEL CTofL7z. Rtz 350, Ay 7L — R 3wbir £ ¢
InEEfe 1T CREE < ETIRMEL 7.

d) g, H\Ee (14550 mL 20 @WIchnz, h—Ae —h—&BEEHILTEY, EImEL TED
L7-.

e) MntE, KTEETZT7A200mL IZBL, M ETKEMZ, A3 FETAHEL, REHRKELT.

(2) RAb—HEEeE D (X 2)> ©

a) HTElEl 5 g & 1 mg OHTETIENVEY, h—/LE—H—200~300 mL [Z A7z,

b) bbb —I—ZEXIFIZAN, 250 CTMEL TRILLT.

c) mtk, VEOKTEEYEEL, HEEK 10 mL 2% 2 2Nz, BIZKZMZ TR 100 mL &L7-.
F—/LE —h—Z BRI CTE, Ay L — b UTRIE ETMEL, 5 45 RME L.

d) Mm%, KTEET7T7A32250~500 mL IZFEL, SR ETKEMZ, AR IFETHBL, REHARE
L7-.

(3) JRAb—HEEe#E Wb (XK 2)©

a) rekEl 5 g % 1 mg OHTETIEAVED, b—/LE—H—200~300 mL (Z A, b=t —h—%E
KIFIZAR, 250 CTHMEL CTibLT-.

b) AL, %550 CT 4 KLl EREAL TR LS 7.

c) mtk, L EOKTEEYEEL, HEEK 10 mL 2% 2 2Nz, BIZKZMZ TR 100 mL &L7-.
F— B —H—Z WL TE, Ry L —h T LTz, 5 5 mE L7~
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d) Wik, KTEET7T7A3250~500 mL I L, EEETKEMZ, A3 FETAHEL, REHRIKRE
L7-.

(4) T —n i3 (1K 3)

a) HTElElL 5 g & 1 mg OHTETIENVEY, 73 fE 77 A2 300 mL ([ AT,

b) BREEH VD LK OFREES (11) TLAKF % 9 %F 1 OEIE TIRA LIS RIEER 5~10 g Mz, EIiC
il 20~40 mL Z 0% TIRVIEE, FA0/ B 72, VAR E UK R TR O A AR AT 5ET
TN, B e R RS D ETHELT.

o) fmtk, VEOKEMZ TEIEVRYE, KTE2ET7T7A3250~500 mL 2B L. Hmitk, ERE
TAREMZ, A3 ETHBL, EHREELT.

TR -y miomll I IE g - e
ﬁlm FEoM TN EL u%lﬂz 250 °C
JXAE. 450 ‘CCHREA TRAL* 550 C CHREN
| ﬁﬁzl‘/% | =R | ﬁﬁzl‘/% | =R
K D&, FREWEET K D&, R

—fiHfEEK) 10 mL
R 30 mL

—HEFEKI10 mL
—7K (100 mLET)

JINER | EEERILTE, 4R PIESS | EEEFILCEY, SR
iJDI,’fII& | EEIMEZTHL, BokRE %zl/% | =R
ﬁﬁcl‘/% | =5 %zbli/_\if | 287522 250~500 mL, /&
— i (1+5) 50 mL K (BEHET)
JINER | EEEFILTEY, Wi A | A3
/?&I‘/% | =R %fﬁ*ﬂrl%%& |
%%?Llizx%k | 4287522 200mL, &
K (BEMHET) PRAL S ONRAL — M FR A i I S KD EHA IR O
%Ia‘@ | ~ik3HE PSR Tn—2—h
AOEHATE * BRAb— HaEE BT LD AL B (R O B A 1,

X1
77— —h

JRAE — EAR IR LD R DR RLT5 14

JRAL R EZ B
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MR S g ;:r?fifgﬁi@?x:z 300 mL
I FRARTERIK) 5~10 g
—Hhithz 20~40 mL
e | fEemic
| TANFAELI 2o ThD, F
JINER 1;5%};%755‘%@:/ METHETIHR
| %zl‘/% | =&
—K D&
| BLIA T | 4&7722250~500mL, 7
I G | =&
—7K (R ET)
| A | A#k3fE
| %it*ﬂrl‘%*‘ifﬁi |

X3 T — VS RIZ LA FENEIR ORI ik
77— —hk

5 B/ DAEEDHERIRME

(1) DARRER DI 6 K O E ORI

2.4) (1) Je O (3) ~ (4) 1T » TR L 728 UBHRIR IC DWW T, IERH SRR L 4.2.1.a N TRV T 7 B2
TR LR EIED (4.2) FE A KO (4.3) FIEIZHE > TERIEL, St h o Ak e B 2R 7.

(2) NE4EOHIEOREREE
2.4) (1) ~ G It > TRELL 7= & 3UEHA IR IZ W T, EEMERRBRYE 4.3.1.a 7L — AR IO iE >
L — AW EED (4.2) JITEICHE S THRIEL, oAtk OB 2 82RO 7.

(3) AIREEOREDORBREEE
2.4) (1) ~ ) It > TR L - S BEHRKIC OV T, IERHERBRIE 4510 7V — AR TR IEED
(4.2) PIEZHE~THERAEL, oMl F OH K EEEZ RO 7.

(4) $HEEOHIEDORBRERIE
2.4) (1) L OB It TR - RBHATRICOWT, IEEHEERERE 4.10.1.a 7L — AR W EED
(4.2) MIEIZHES THEAEL, sl Ol 2 & 42RO 7.

(5) W EONIE O EAE
2.4) (1) LG It > TR 7= R EHATRIZ DWW, IEEHEREBRIE 4.9.1.a 7L — A FIEED
(4.2) MEIZHES THEAEL, oMl h o sh 2 EE KR DT,
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. R

1) BEMBBEOARFERICLDER S DRIEED L

(1) WAREE

2.1) CHRBIL 7241 A EEE (15 B) 122\ T 2.4) (1) JRAL — EAR S R OFEHE R ORI EIZ LD 547
HEF OV AR EORIEMIZH T 52.4) 3) KL —EEEE B & 1 2.4) (4) 7 /VE — )V o iR\ X500 E il
DOBEZX 4-1~2 2R L2, ZRHORIEM (0.58~10.56 %) O — K [BF O al 7 {R 3 % O F130.978
~1.009 & U~0.05~0.08 ThH-o7z. ZDOFBEFRE (r) 1X0.999 THY, @mWFHBENRD DT, £z, KL —
FE KRR LD P EME IR DK — B E W R TV E — VG RIZE DB EMEOE &1L 91.3~
103.7 % THY, ZNHORIEMIXIZE KL,

12 - 12

10 y =0.978x + 0.08 g ' y = 1.009x - 0.05
= r=0.999 e 9 | r=0.999
X X
N— 8 N>
= &
i R
& 6 N6

2

= J
| ES
o 4 S
= 5 3t

2

0 0

0 2 4 6 8 10 12 0 3 6 9 12
JRAb.—EKG R (%) JRAG—EKR G (%)
X4-1 YAREA ORI E MO (1) BJ4-2 DAFREEORIEMOFER (2)

(2) ME4E

2.1) CHAMLU 7= FARE @ IEEZBRS. ) (13 ) 122\ T 2.4) (1) JRAL — FAKR DRI LD 0T
AREH OB 2 BEOREMIZH 35 2.4) (2) RIAL —HEEEE W & O 2.4) (3) JRAL — HEELE W L5 M E
OFBZE 5-1~2 (ZRUTz. JRAL — FEK iR K OVRAL — MR & 12 L 531 E 8 (0.123~12.39 %) D—
wE R 2O BHFERE & OB 1 1.009 K 8~0.01 Th-o7=. ZOMBIFREL (r) 1% 1.000 THY, @&\ OFEEE A
RBOLNTz. Fo, KL — EKRSFRICE LB E MBI DRAE — A B ICLDHEMOEIEIX 96.1~
106.4 % THY, ZHHOREMEITIZIE— L7z

LNL72 230, VHIRFBEIEE (1 550 R OE OHEY (1 5 O R — HEER A I LW E i (0.130 K&
UV 2.03 %) 1X, JKAL — FEREMRICEDBEM (0.173 LTV 4.16 %) D 75.1 KTV 49.9 % LARWMEE RLTZ.
72%, AL —HEAE W IC LI R U7 SRR, R — A B IS K IR L 7o BB IR 12~ T, &
REYICHE TRMERBHY, B BL T,
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12.5 , 12.5
y =0.995x - 0.11 y = 1.009x - 0.01
10.0 | r=10.988 10.0 r=1.000
8 75 ¢ = 75 |
® 50 f Foso |
S S
= s =
: F2N 2.5
0.0 ¢ 0.0
0.0 25 50 75 100 125 0.0 25 50 75 100 125
JRAL—EKRG R (%) JRAL—FAK G iR (%)
X5-1 AnE 4 E&OH EMOFE (1) (45-2 R AEORE MO (2)

(3) AIKAEE

2.1) TRRBLL 7215 IR AERHEE D43 T R EEE (9 45) 1o\ T 2.4) (1) JRAL — EASRIZ LD sk et h o
IR BEOREMIZIT 5 2.4) (2) b —HEEEE KO 2.4) (3) JK AL — HEFA A B I LM E B O H B %
6-1~2 |[Z/RL7Z. ZNHORIEM (0.790~27.3 %) O— &k [E RO [ENF4RE K& O] A1 0.957~0.990
J U-0.10~-0.03 Toh-7=. ZTOMEAFREL (1)1 1.000 THY, @mWEBENRD L. £z, KL —F K
FRAZ XD E M5t 35 AL — SRR A Wb M OVRAL — R EE B B I LA B E M O FI 515 90.8~100.9 % ThH
0, ZHOREMEITITIE—H L.

30 ~ 30
95 y =0.957x - 0.03 . 55 y = 0.990x - 0.10
. r = 1.000 = r = 1.000
X " X
=20 ~ 20
ﬁ =
& 15 ﬁg 15
g =
|
s 10 510
K X
5 5
0 0
0 5 10 15 20 25 30 0 5 10 15 20 25 30
IRAEEAR SR (%) JRAL —EAKRG R (%)

X6-1 KO EMOMEE (1) X6-2 fIKEROREMDOER (2)
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(4) e

2.1) THRBLLZI5IRIERME D43 B (9 ) 125\ T 2.4) (1) JKAL — EASRIZE D e b o
MEBEORIEMIIH TS 2.4) 3) KL —ERERICLIMEMOHBEZK 7 (RLE. ZOOHIEE
(29~819 mg/kg) D—RENFRDOEFHRE L T A1 0.976 K TV-0.3 Th-orz. TOMBERE (r) 1%
1.000 THY, @B L. £, KL — KRS MEIC D0 E BT 5K AL — R A W I LD
HEMBOEIEIEL 94.3~101.6 % THY, ZNHOWEMITIFIE L.

1,000 . 2,000

B y=1.018x - 12
y= 0.976x - 0.3 ’ r=0.999

r=1.000

[02e]
S
(=]

1,500

1,000
400

500

JRAL — e (mg/kg)
R —tamea#  (mg/kg)

[\
(=
(=]

0 0
0 200 400 600 800 1,000 0 500 1,000 1,500 2,000
JRAb—F KR (mg/kg) [RAt—FAK R (mg/ke)
X7 48R EEOFE R X8 HignaEOHlIEMOAE

(5) ®gheE

2.1) THRBLL 715 TRIEEE D431 R (9 45) 125\ T 2.4) (1) JRIL — EAR DRI LD etk o
Hfgn 2 B ORI E B ISR T2 2.4) (3) JKAL — HEEE A I L DM EM OFA B A B 8 [T Lz, EAH D HIE fE
(100~1740 ng/kg) D —WEFXOEIFHEE KL MG IE 1.018 K TV-12 Thoto. EOMEBARE (r) 1%
0.999 THY, EWHHENRD LI, T, KL — FARSARICLDRE ISR 32K — R E HIC LD
HEMBOEIEIL 94.7~104.4 % THY, ZNHOWEMITIFIE—BLI-.

2) BHTHBRMIE

HHAVTE EBL A IR & OVE #E A VLB AR R D0 A fE 4 8 N OV 42 800 NS5 TR R AR B (2
S, URTBIRIEEF (2 &), mWEF oA SR, MBS E, A/KEE, ek OHi 282 OV T
JRAL — HEEE & Wp (L DREHA TR O TR T 2 VT 3 BT CHIE L7 E, O THEHE(R 2 (SD,),
OFT FE XHZ 4R 72 (RSD,) & OMIFAT HorRat flia 3% 1~2 |Z7RL7=. HorRat BI04 )7 15 O K5 EE O §FAffi 2
T HDICHWLITEY, #f1T HorRat i 1X RSD,/RSD, (P) }% ) Hog I RSDg/RSDg (P) IZL0sRDHNDHT.
728, RSD, (P) 1%, ¥ E B2 D Horwitz 27IZLDR 7= RSDg (P) 124735 (1/2) 2 F U TR =5 9.

DABE A RL, EYIE 0.588~10.13 % OHLFH T, T OFE (R 25 M OV RHZ R 2213 0.003~
0.09 % K Ur0.1~0.8 % Th-o7o. BRI, FHHE 0.163~12.40 % O T, ZNOOERERZE K
OFERHE R 7213 0.001~0.03 % K V0.1~4.4 % Thol-. AIREEIL, FHIMHE 1.38~2.44 % D#iPH



114 JEEHFZEERE Vol. 3 (2010)

T, TNOOEUERZE K ORI AHE HER 2213 0.004~0.02 % TN 02~1.5% Thotz. dieglx, FHHE
39.2~794 mg/kg DHIFH T, TNOLDOFIIEHEMRZE1L0.3~1.4 % Tholz. L EIT, FHIME112~1,756
mg/kg OFIPH T, THOHDOMEUERZEL 0.1~1.4 % Th-o7=. £/=, RSD, DFEAfIZ A5 HF1T HorRat
1% 0.04~1.68 THY, WThb 2 L FTho7210.

F1 KA —ERRE B LD Ry DO TRER (2D 1)

e e e DA EERZE MHEERZ T
R4, ko R Tffj/f; o o o
DAREERE  THIEFREEIEEIA 7.88 0.02 0.2 0.16
1GIEFEBENEAEIB 4.72 0.01 0.3 0.18
UIRTGIEREELA 5.75 0.01 0.1 0.07
UIRTGIEAEEIB 5.60 0.01 0.2 0.14
TZUME 0.588 0.003 0.5 0.21
AR El & ek 10.13 0.09 0.8 0.60
AL AEEL 9.48 0.01 0.1 0.06
NE4AE HIRFEEEIEIA 0.163 0.007 4.4 1.68
15 IR FEBENEIB 0.408 0.005 1.2 0.53
UIRIGIEAEELA 0.240 0.002 0.7 0.27
URIGIEAEEIB 0.232 0.001 0.3 0.12
7=V Ve 0.994 0.006 0.6 0.28
AR ER & IEE 12.40 0.02 0.1 0.10
AL AEEL 8.91 0.03 0.4 0.27
fAIKER 1HIE3EBEIEEIA 2.44 0.02 0.8 0.45
15 IRFEBEAEELB 1.38 0.02 1.5 0.77
UIRTGIEAEEEA 2.24 0.004 0.2 0.10
LIRIGIEAEEIB 2.17 0.01 0.6 0.35
T2UME 1.52 0.01 0.5 0.28

a) 3ROHTRERO I E

K2 KA — RIS LD O P TRER (£ D2)

e - SEp R AR E R DT
T E R 3 4 FEAE} oD Fl 2 55 (mg/ke) (mg/ke) (%) HorRatl

$iesE  IHIEREEINEIA 794 4 0.6 0.19

15 IR EEIEB 509 4 0.8 0.25

UIRIGIEAEELA 193 2 1.3 0.36

UIRIGIEAEELB 470 1 0.3 0.08

72U VR 39.2 0.5 1.4 0.29

figh e (HFIRBEEIREIA 1,756 11 0.6 0.23

15 IR H BN EIB 1,287 4 0.3 0.12

UIRTGIEIEELA 617 4 0.7 0.22

UIRIGIEAEEIB 1,368 2 0.1 0.04

7= 112 2 1.4 0.37

a) 3ROHTRERD - E
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5. & I

TR, EIREE X OCESEER R o ABEeE, B 28, AIKEE, fleE Kk Ofih 2 EORER
EIE, BWOKER S RIORINTWD. LLEND, ZNH0RBRIEZHWSE, £3DLEY, 3FEEOR
BHARZFAR L 2T IR0k, VARRS R, B8, AIReR, &k N E'EORBRER O
Al Kk O dE b D728, KL — EK i (B8 DO fijls) , At — EEEE W, IKAb — HEER & ik K
O W — Vo3 RO F B IR O T IEIC LD R & i L 7oL 25, IRAL — EKGRIZE DM E
L6t U CIRAL — SEER A e O v — L 3 fr ORNE MBI L@ WAHBA RO bz, 7ok, Ik — A
WL DMBE 2B MR ORE ML, KL —FAKRDAEICKHLTT5.1 L1499 % SEWEZRLE.
F72, RAL — B E I IC LR SN REHA TR X, L OREHATRICH X TR H 72, ZoZlnb,
AREHRR ORI ZEICIVFE WIS E IC BT 2B T, (LT HRERBENL AR ESN
7.

BHEANHE TR A IR R OVF AN 0L IR R oo v A Bk 4 8 OV B 42 B 3F DN Y5 B 36 BE AL (2
R, URBIEIEE (2 ) K OT-WIEF o ARRe R, B 2R, AKX, esEk OClihe &0 0T
K BE % 3K oD TR W R AL — HBR & W IS LA EHA TR OB T B IC OV T TR A EMi L 72L 25, £ D
BFAT AR e #E (R 25 (RSD,) (£ 0.1~0.8, 0.1~4.4, 0.2~1.5, 0.3~1.4 LT 0.1~1.4% LRIF/METH-
7. Fie, ZOFHMmIZ WA OH1T HorRat fEIL 0.04~1.68 THY, Wb 2 LN ThoT-.

FoT, R3IDLEED, WE, BRES R OARERESFOVARSE, ME2E, AKEE, feE
Fo OV g 42 B D RBR A VR I S i 357280, AUEHEIR DR 5 5 LU T RID L% O H & 8 % [F IR (1
ET ALK — FKR DR (BB O S IRIE) %2, 72, BERBEZHE LW AI3R(L —HERE %
WLz ez HEsisnsg.

#3  HRBIECHESN TOSEREHEIRO RS 15

AN S EA - A A — JXAL— JXAL— SE =k L\ AT FIVH— L
sl PBILSE e  sgmeren Tk oM T m
VAR R EESHTE (1992) oY 0?
R AR 0D B L v ©
el a1k (2010) © O ©
INEAE JERMHTE (1992) ©
R AR 0D B L v ©
fEEF 23 BR 1 (2010) AD © O
AR BRI AT E (1992) ©
BRI 5B FL e ©
JEELEEEER 1L (2010) A © O
e AR HTE (1992) O (f§H2) ©
BB oD VBT R v ©
JEEL B 1L (2010) O ©
fhfnem JEEHI Tk (1992) O (fH2) ©
AR oD VBT R v ©
JE R 1L (2010) O ©

1) OEFAUIFER RSN TNWDITIE
2) ORI A SRR S T D7k
3) AFHIBRfSE TRB SN TS T TE
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6. F&BH

KA — EAK Gy i (B8O fRk), kb — SRR A, IR —HEE A B e OV V& — L 53 R D 4 5K}
IR OFR S EICED 5 R OHBRBRAER LT-225, JRAL — E KSR L HHE E I L TRAE —
W Ih [ OV VA — VA3 R O W E B 1 WO R B SRR Sz, A AR EEL A IEE X O AL
FAEEE R DV Aol 4 8 e OB 220 NG TR BB NE R (2 ), LIRTGIRIEEL (2 55 KOz iR Db
AR E, MBE2E, AKREE, ek M2 EO TR EZ RO QW RIL — R EHIZLD
REHATR OFR ST IEICHOWTHITREBRZ EM L 7-L 25, ZOPHTHHE MR 72 (RSD,) 13 B 47 2B A ©
holz. Ko C, KL —EEEE P RAE XULIRAL — ER D R BAE CRBHRIR AR T 2281285 T 5 sy
T RGHNCHE T HZEN AR LA o Tz,

ZOTEND, 2009 FEEE FEEIFRFSOFRLZ T, VARSE, MESE, AIKEE, HeEK
O $h 2 B OB BB W TR AL — RS A Wb 12 LD 3UEHATR O TR L7 15 AN AR RN 5B 1 (2010) (2L
ahiv.

X M

1) MSZATBUE NRRKPEH B 2 2 E £ 2 — (FAMIC) : IEEHERABRTE (2010)
<http://www.famic.go.jp/ffis/fert/bunseki/sub9.html>

2) ISO/IEC 17025 (2005): “General requirements for the competence of testing and calibration
laboratories” (JIS Q 17025 :2006, #BRAT & UM IERKBI D BESIIZBE 3% — ik 2R FIH)

3) Thompson, M., Ellison, S.L.R., Wood, R.: Harmonized Guidelines for Single-Laboratry Validation of
Methods of Analysis, Pure & Appl. Chem., 74 (5), 835~855 (2002)

4) Horwitz, W.: Protocol for the Design, Conduct and Interpretation of Method-Performance Studies, Pure
& Appl. Chem., 67 (2), 331~343 (1995)

5) FEBROKPER B3R BEEATAT JERT LB AT (1992 420 , p.21~22, p.34~37, p.70~71, H AJEHEHR
FEWE, ®aL (1992)

6) EMKIES &R RIS EOSE R ORI, SERK 12 £ 8 A 31 H, BWKERETRE 1163 5
(2000)

7) Fearn, T., Thompson, M., A new test for ‘sufficient homogeneity’, Analyst, 126, 1414~1417 (2001)

8) AOAC OFFICIAL METHODS OF ANALYSIS Appendix E: Laboratory Quality Assurance, AOAC
INTERNATIONAL, Gaithersburg (2000)

9) Horwitz, W., Kamps, L.R., Boyer, K.W.: Quality control. Quality assurance in the analysis of foods for
trace constituents, J. AOAC Int., 63 (6), 1344~1354 (1980)

10) Codex Alimentarius: “Recommendation for a checklist of information required to evaluate method of
analysis and submitted to the Codex Committee on Method of Analysis and Sampling for endorsement”,
Vol.13, p.129 (1994)
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11 BREEMRUEWVERORKRRABREDZ SR
— Z o SRR R EOFE fif —

AT | BIARE T, BRI
F—U—F  {HIRREE, 2O, AKRE, rusiRiR ik

1. [FL&HIZ

s BRI EE O T B A FE R T 5720, BRI O RSy, BERS S ORBRII R A K THD. MILAT
B vE N EAROKPETE B 22ty 24— (FAMIC) IZB W TIE, BRI O iEOB 3, MitEbiT-oT
BY, Frilc YN ERESNRBRE, RERBRIEELMZ T, BE O EEHE G &L TIEE
SRHBRE VAR EL, A=A RX—VIZB LTS, R EOZ YRR IT ISO/EC 17025 (JIS Q
17025:2006) ? D E R HIE CTH A LLEGGAER, HuRUMERE, © & TIROMR%L IUPACT YO ahaL %
BECEML TS, £, BEHERBRIEO R EICHTZ>TUE, BESITIED LB EERETZND LT
HELTEXRABIER EEL T,

AEASE 53 BT 5 C I A B B R R BRE O — 7 n AR IR L B E O IR B IC B WOk RIC L D i ge &
FAWTERLTCWDED, KEOFHBENMAZEL, /-, BEfEaE I m STz, B
BRI DR EIZHTZ0, KERBIEIFE RSN TODREL 3R T T A% VT, 22 I X5 8 72 EdE
EEBRR 52525 272, BIMRMEIETHDH, ISO/MEC 17025 (28T DR BRIED % Y PEMER OB R F
HIZBL CREZFEM L0 T, ZOMEERE TS, 208, BEMOBREEEIC LD R FE 2 BB IE L
L7-.

2. MHRUVAFE

) EERUHFE
(1) FAyhFL—h
(2) BV RT AT AT VT T AR 2 87T 23 100 mL (425 180 mm, H£& 13 mm)
(3) BB RERERFNELERE (E(L i 4 —H SUMIGRAPH NC-220F

2) HE
Rk 2 3 BR 1 (2010) VICHE> TSI L 7=,

3) ZUDLEEELEDREREE

(1) Z3#rakkl 0.05 ¢ % 0.1 mg OHTETIINVED, B iET7 T AT AL, Z7abfEHVT A — ik
WK 25 mL Mz 72, 200 CORY L —h ETIEAL, 45 pf~1 AL, Bmtk, mEMRETKE
Mz, ZhEsBHERE L.

OMSTATBOE N B AR E T B e R B v 2 — IR L2 AR A
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(2) BEHEHK D 20 mL % =/ 7722 100 mL 12V, Z 7 AfBAA 2 O ENZOEEHHITIFEHE K
T HFET0.2mol/L Ktz 7 o E=r L8k (D) EREZFEMLT.. N-T7 2= VT U N7 = VBT IRER 2N %, U
DGR TRR AL R EIZ/25ET 0.2 mol/L filE 7 E=r A8k (11) IRIE T E L.

(3) ZERBRIAEE 20 mL 2= 77A2 100 mL (AN, (1)~ Q) DEELE L. EEHERKERE
(2010) VIZHE > Tortrat Bl O G ik R BA R LT

0.1 mgDHTE TREIIET T 2= 100 mLIZIZ0 LS. (AHH S

I\ =R
SHTEEL 0.05 ¢ LLT28 megfeEE )

— ZIa LRIV N —BiBETA TR 25 mL

| e | 45 25 M~ 1R
I ﬁﬂzl‘/% | =i
K (M ET)
[ oW20nl | =A752= 100 mL
ﬁﬁlm 0.2 mol/LAfifET > € =0 Lk (DK
(DD —7a b A A DB ENFITIHETHET)

“—N-7 == /LT b7 = )LERRIEK10.25 mL

oo 0.2 mol/LEiEE T =y 28k (1) 1K
(BEDPF A2 FET)

X1 BIEE, 20RO R ERERE 7o — —b
4) BREEEDRERIZME
DL-7 AT BRFEYE 5 (S 99.0 % UL F)ZHW, L TOSUTIRELBLZHEL THREMEZIER

L7ct%, okl 0.1~0.5 ¢ &0, FRICoralBl R oRFEEZRELZ.

£ 1 BRBERER R ERERNELEORE LM

PRIGE T A L ERR SR, W 99.99995 % LIk, & 200 mL/min

X UT I A L A~UD A, BEE 99.9999 % LU _E, it & 80 mL/min

S BER T SUBFIVRAT LV ADT A

1 D BRI EE R 4R (TCD)

BESA7 R=TRER 60 B, TEBHABERFH 300 B, FHEIRFFE 270 £
1B S FSHF 870 °C, #ITIFIRE 1600 C, 77 LR 70 C,

B HHERIEEE 1100 C
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3 HERRUBER

1) EHREBFEOER

H BRI A 15, 30, 45 R OV60 Ay EZ28 2 7= 7 a AR AL IR I LA T5 VR FE e AR B} 2 640 H O G 16 1R 35
ORIEMEAEK 2 \RLTZ. TBIRFEEEILE A OB L& R 45 4 £ CIXE BRI S EL RSN T
AR FEOMEMD &SRO AR U0, ZD%—EDOHEME R LTz, ZOZEnD, Zra il
FEIZB T DEIBRFEIL 45~60 77 238 2 &8 2 b7,

35

s
30

25 ¢

OREME (%)

i

K @M—@
20 t
&

b

15

15 30 45 60
AWREE ()
X2 R3O MBS &R E E (n=2)
TT—N—=IZNENOREMEETRT.

—A— {GIERERFIERIA —o— 75 IR BEILELB

2) EEDOHRR

TUaLRERELIE R QYR BRI D7 v a—2, v a— 2 R OYE IR R EEAREL (2 861H) DA IR O M|
ElAE 2 IR, Z/aABRBLIEICB T A7 L a—A K O b a— A0 5 55 00 E 8138 5 E
(40.0 % KN 44.4 %) D 99.2~99.6 % Th-ol-. Fio, Z/arBLiEIcL7 Va—R, Era—2Kk
UG e FE B KL (2 %Wﬁ)@ﬁ%‘é%%@?ﬁwﬁkk@%ﬁ%z:iéiﬁumﬁfzttiiw:k:%, AT O E B
FHOWEMIZHLT97.5~99.9 % LIFIF—H L.

/4= N1 | AT ﬁ*&m%%u%IOD#&mAMT\M{tL, HERSNRD T2 0 ARETREE S — 8
THMEL, AHRE (0-C) 2 ROLFETHS. 200, “7u bR LEIEICB VT, IEUCL iR E
WD Ip o T Ia BRI UIZS G, BV iR LTz —/n L& ttmbfﬁ%é;—?%@/ﬁuﬁﬁ#k%
RHIEDBEINTNDY . S EIORF T, AE D7 TATOERH TOERIZLDER CKES
ROZEIZEST, 2R AP R T HZEEBLIE T,



120 FEEHFZEERE Vol. 3 (2010)

2 ﬁ*ﬁ%ﬁ%@@ﬂg%\ __ (%)

e =N AR PRBEE THEO L
AT i ms” v mes”
7 va—A [C¢Hy,06] 40.0 39.7 99.2 40.0 100.0 99.2
trm—2Z [(CH,0s)n]  44.4 443 99.6 443 99.7 99.9
1HIRFEEIEERA — 30.7 — 31.1 — 98.7
15 IR HBENELB — 21.3 — 21.8 — 97.5

1) MEEXIVEH L RBAEH R

2) 3RO TREBRDEEE

3) (CFHME, RFEH) x100

4) (Za LR LIRS LD SEE,/ RIEEIZ L5 fE) <100

3) BHITERER

THIEFEBENREL (2 $84R), LRIBIRAEEL (1 $41), T27GTRIEE 2 $1H), 72WIE G #61) K Od@h o
P (1 8810) 12 DWW, AR FEZ 3 ST CRIEL TRONTZRBREE AR 3 1R L. AHERFED
SEYIME S 14.2~50.7 % OFPH T, MEHEMRZEL0.04~0.6 % , A EAERZEIT0.1~2.6 % &, BAF20HTH
RGO

K3 I ABRIRACTEIC I D75 RIER R OF
TEOE R OB BEIR T OO TR
" EEmAE SRR ZE

4 6
RO %) %) %)
15 UEFE B} 30.7 0.4 0.1
15 UEFEBEAE R} 21.3 0.1 0.3
UIRIGIERERE 34.0 0.04 0.1
TEEF e el 38.5 0.1 0.3
TEEF ekl 50.7 0.2 0.5
72U R 30.4 0.09 0.3
72UME 38.3 0.6 1.6
72UME 27.8 0.4 1.6
i OPEY) 14.2 0.4 2.6

1) 3RPHTRERO - E

4) EETROER

TARVBRIEEHZOWT, AHRFEE 7 mOHMT CTHIEL TERLNZE & TIROMBRERME REE 4 1R
L7z, EHIMHEIZ4.97 % THY, TOEERZL 0.15 % Thol-. BE FIRIZGEHERZE) <10, £7-, Bl
TR I (R 72) x2xt (n-1,0.05) LL TRENBDD DT, KiEOEE FREOWME TRIT 1.5 % BER
V0.8 % FREELHEESNT.
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F4 TER TIRMERABRORM R

e T ERED EERE EETRO B TRO
(%) (%) HeE? (%) HEEY (%)
TKRIGIEAEE} 4.97 0.15 1.5 0.8

1) 7AGHTTRIEL TEOI-E O E
2) IEHERZEX10
3) HEHE(RZEX2xt(n-1,0.05)

5) EABRFTRE LB ER

15V FEAR L 2 610 % FH N CRRBRAIT ] H e B A4 2 U 72 BRBR AR S OV G SR 23R 5 LY 6 1T
L7z, (IR NEEE A 13 12 BBR | (IS E AR, (HIRRMLE B 13 6 B ICIME 2RO £z,
TN 3 AHHTHRER A FEm L. ORI, HIRFBELE A X O'B OFEIHEIL 307 % KT21.7 % T
b1, TNHDOPHTIEUER 72 K VR MR 1L 0.2~0.8 % ThHY, THOHLDOPH T RIE R 2 K O
[ FE RHE HE R 7213 0.9~2.8 % Th o7z, HIZ, RSD, & Y RSDg D aFAfi iz AV 5 1T HorRat fifl Jz V=R i
FF 8l HorRat 1% 0.82~1.73 KT} 1.30~1.49 THY, Wb 2 LLF THH72.

5 GIRIEE T O AR SR Ol 5 L FRBRAE (%)

HEps! IR R B AY IEIERBELICEIB
A 30.0 29.7 28.7 22.0 22.3 22.3
B 29.7 29.7 29.3 21.1 21.2 21.2
C 30.0 30.0 30.5 21.2 21.2 21.4
D 30.0 30.2 30.3 22.1 22.7 22.5
E 30.6 30.2 30.8 22.0 21.9 22.3
F 30.4 30.7 31.1 21.3 21.0 21.0
G 30.3 314 30.7
H 31.2 31.2 30.6
| 31.2 31.2 30.7
J 30.9 31.1 31.9
K 31.2 32.3 31.2
L 32.2 32.3 30.8

1) HEFERERICSMUZRBREDOR S (ERR)
2) FRGHAZYEY)E CEMH (FAMIC-C-09) THY | BFEEDOMEHT D7 dIZ Efii L7z
HFEFRBROME THD.

Fo JL[RIFBR AR D AR RS R
w8 pwE?  sp”  RsD,Y  Ho”  sD® RSDy) Hog”

B O H

xRV (%) (%) (%) (%) (%)
TG UEFEBEREEA 12 30.7 0.5 1.6 1.73 0.8 2.7 1.49
1GUERBEILEL B 6 21.7 0.2 0.9 0.82 0.6 2.8 1.30
1) NI R BR =% 5) {(F{THorRatfE
2) KEIE (n=aBR B H O TRER Sk (3)) 6) EEMIEHERZ=E
3) PHTIEER = 7) SRR YR 2

4) BHTHR R R 2 8) == F-HHorRatfE
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4. FEO

1B VRIEEL B OB R o0 A 1 b BB R O — 7 o AR R (LB IC B W ChEfE 22 IC LAk HRIcE

ZCREVD R T T AL D ZE M TR E A VD HFIEERFILIZEZA, ROMERERT-.

1) BB 45~60 DRE T2k, AKRFL I T 52N TE.

2) REOIRT TAIICEDZEH T /BN H OO fRT 52817,

3) JGURREEF(S $81) , 72\WHE (3 861R) Kk OB oMY (1 8610) 2 W CHMTRER A EiL 2L 25,
O TIEYER 2213 0.04~0.6 % Th-o7-.

4) REOTEBETRIZ 1S % BELEShE.

5) VHIRREEAEE 2 S5 % VW CRERFT I LR B A E i L 72224, =M FBUEER 21X 0.6~0.8 %
THY, B HHRAMERER L 2.7~2.8 % Thotz. £/, TOFEMICH WS ERM FH HorRat & 1%
1.30~1.49 THY, WThb 2 LT Thol.

ZOTEND, 2009 FEREEHERINRE S OF#EELZ T, RRBRIEIATLEBENSIESN, BEE

BRI (2010) IS NTZY . 22d, Z/n AR LIRIZ 7 0 8 E T 5720, IRBERIC KD R 2 %

BEICHE TG R OG R FEONE FEORT NS B OBETHL.

X W

1) MSZATBUE NRMKPEH B 72 2B £ 2 — (FAMIC) : IEEHEFBRTE (2010)
<http://www.famic.go.jp/ffis/fert/bunseki/sub9.html>

2) ISO/IEC 17025 (2005): “General requirements for the competence of testing and calibration
laboratories” (JIS Q 17025 :2006, #BRFT & UL IEFKBI D BESIICBE 3% — ik 2R FIH)

3) Thompson, M., Ellison, S.L.R., Wood, R.: Harmonized Guidelines for Single-Laboratry Validation of
Methods of Analysis, Pure & Appl. Chem., 74 (5), 835~855 (2002)

4) Horwitz, W.: Protocol for the Design, Conduct and Interpretation of Method-Performance Studies, Pure
& Appl. Chem., 67 (2), 331~343 (1995)

5) FRMOKIEL B EEBRBEEANAFJERT BT (1992 421K , p.21~22, p.34~37, p.70~71, H AEHER
FEWZ, ®aL (1992)

6) FAEBE, ERRIEFR, B R F a2V ABICIOAREBRBEEICBITLH S mHE OKGE) O
HRIZOWT, BARTEERE P HEGE, 49(3), 250~252 (1978)

7) Codex Alimentarius: “Recommendation for a checklist of information required to evaluate method of
anaylsis and submitted to the Codex Committee on Method of Analysis and Sampling for endorsement”,
Vol.13, p.129 (1994)

8) MEAK - RIRBERERNKREMR - EMREHASAE~=o2T7 VOKE, EE, KEEY), p.8~I11,
(2008)
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12 EERAEIOTNTSTRIZEDBEPD
FEER L RN &I+ SR BRE DR 1 RESR
— R AR D AT —
FBE T !

F—7—F HER LB IR, 1-73 7-2-F 4R #FE (ASU), N-2,5-v /a7 =)L A7}
IREE (DCS), 2-ANL T 7= L TINF TV — /L (ST), @liikikra~hr 571k

1. [FL&HIZ

FE AL O fE R L BN R 1T I O MR RE T R B AN R 52 LI XY, MRS 7o ER DS 58I
MELLTWT UV E=TREOFETRIGFETHIEEHIEL THESNIEMEITHD. Zhick> Tt e
BEOHIATE, FRFIZE bbb IfFSh TV D, BIEEN THIRSILTW D IEEHI#E S T ab ol
Tz T TIR(DA), 1-73P /2-F 4R F (ASU), N-2,5-7an7 = =)L A7 FIKNEE (DCS) K
2-ANT 7 =)VTIRF TV =)L (ST) THY, ZD7eThrbERSGHOZ N T TIRORPIEEICD
W ARV > TR HE2 IC BT D@k k7 vu~ 1277 (HPLC) HEIZ DWW COH B AZH T
HEZATED. TLIAOREEEAL B EI T IZ W TIETIEY, AMRY K OE FIC LD O F R
1990 ~199 1 IZHE N TWD. T4, /7 BEE & NI AR ICEN - mE iR R 7 v~ 7T 7 O T7 57003
PR STV DI EmD, EEHERERTE (2010 DR EICHZY, BAET RSN WD TLEHANTI-TR
T 2-FTHPRFE (ASU), N-2,5-7a87 =)L A7FIRNEE (DCS) K UR-ANVT 7=V TIRF TV — /)L
(ST) DIEHER DHPLCY B~ b7 T LHAERLL, M B O EMMEN LN ERPEZ MR L. £2E
OB T IRIZOWTHHELN =D TEOEEHE T 5.

2. MHMRUVFE

1) ZEERURE
(1) @E#EEE7avN7 77 BEREF® LC-VP v —X
() T4 BEELFE (Mightysil RP-18, % 4.6 mm, £ & 150 mm, KiFE 5 pm)

2) HAE
Rk 2 3 BR 1 (2010) O fE > CRRBLL 7=,

3) 1-7IV/2-FFHRF(ASOBIEDT=ODHREHMDERK
(1) 1-73IV2-F A R FHEHEHR (100 pg/mL)5~25 mL 2287742 50 mL (BRI EY, B E
TAKREMZT-.

D) AR PE T B e A I e 2 — L —
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(2) 1-73V2-F A JRFAEHER (20 pg/mL)2.5~25 mL # &8 7T A2 50 mL ([ZEEPEAIICEY, R
FTAKREMZT.

(3) AR EMFAERER 10 uL 2 @R k7o~ I 710 AL TR 1(FE DITRLIZEBVICHIEL

BOITE — 7 HFE L@ S DIR &R A ERR L.

4) N-2,5-29007x= LRI FIREE (DCS) BIE DD DEERDIERK

(1) N-2,5-v7n87 =)L A7 FINMEERER (100 pg/mL) 5~25 mL 22877 A2 50 mL (ZB MR
&0, [ ETAY ) —VE AT,

(2) N-2,5-¥7vn7z=)LA7 L FINEIEHER (20 pg/mL)2.5~25 mL #2877 A2 50 mL (2B
&0, fERRETAY ) —VE AT,

(3) &M AR 10 uL 2 @R AR e~ 7710 AL TE M 2 (R 2) ITRLIZEBIZHIE
BHNIE — 7 HFE L@ SR &R E ERR L7z

5) 2-RIIT7ZIVTFIRFTY—IL(ST)RIED=HDREHRDIERK

(1) 2-ANT 7=V TIRF TV — VAEHERR (100 pg/mL) 5~25 mL 2877 A2 50 mL [ZBEPERIIZEY
B ETAZ ) —/L—K(+1) Iz 7.

() 2-ANT 7= VT IRF T — )VEEHERR (20 pg/mL)2.5~25 mL Z & & 7742 50 mL (ZEXPERICE
D, R ETAZ ) —L—K(+1) ZhZ 7=

(3) #MEMAMEAER 10 pL 2 B # iRk 7 a~ b 71 CE AL TS 3 (3 3) ISR LIZEBICHIEL
BONTE — 7 EE B IR &R A B LT,

F1 51
BT L8 E 30 °C
VA BER AR )— L —7K (248) 1,000 mL |2 1-~FH Z /LR TR L

0.94 g VAN, FERETpH 3.15 (ZFHEEL, HKMEPTFE o A
YTV T4 NE— (FLAR0.5 nm L) TAIELT.

it 1 mL/min
TR R 262 nm
2 FM2
BT I8 E 30 °C
Vs HiEE A% ) — L — kD (55+45)
i 0.8 mL/min
TR R 246 nm
1) EHT DKL THVARETpH 3 IZHHFELT-.
#£3 3
BT G E 30°C
VA BER AR )—)L—7K (2+8)
it B 1 mL/min
e 285 nm

6) ZEEDHRE TROMER
(1) 1-TIV)2-F AR FEAEAENR, N-2,5-0 /807 = =)L AV FIRMAE YR K X 2-AL T 7= /LT IR
F T = WABHER D NF U DN TRV (0.01~0.25 pg/mL) DL % 7 [T OHIE L, £ OF %
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WlR AL RO M IRER DN 1 % RELRDREEND, IEOHH TIREZHEE L.
3. WMRBLUEBE

1) 1-7ED/2-FARFRAED-OHORELRVEEB DKL TR

Bk 3 BRvE (2010) O ICB U @R IR 70~ T 71D 1273 ) 2-F A RFEOREDTZD DI &
AR 1-1 1[ORL. ZOFREE, 1~50 pg/mL ORFEFFE CEIF y=51080x-984 T, IEHRK =
1.0000 &+53 IZF H CEOMEMNEOLNTZ. BUE, BEREZ T TWDLIEEIF D 1-7IV ) 2-FFIRFED
BHENEIZ 0.5 % BRETHY, IOICHHERIERIZ 100 FICHRESNLZENLHREISHEH T&HZL
FHER LTz, FEE OB THRIZ 0.1 pg/mL fRECHLLHESN-. 28, 2B 00, REHRH 1-7
IV 2-FAPRFAEYER D HPLC 7~ T 5% X 1-2 [ZRLT-.

v — 7 i fE
3000000

2500000 F
y = 51080 x - 984

2 _

1500000
1000000

500000

0 10 20 30 40 50
BE  (ug/mL)
1-1 1-73IV ) 2-FFRFZEORR &R
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£RT BIEEB

1-2 1-7IV ) 2-FAJRFBIEMERL D HPLC 7~/ T A

HPLC Ol 7E G4
717 25: Mightysil RP-18 GP (& 4.6 mm, £X 15 cm, KifE 5 um)
1-73Y /- 2-F A PRFEAFHENE (200 ng H 24 &)
ZOMOEMEITE 1 25

2) N-2,5-29RA7xZ LRIV FIFBAIED-HDRER

e 2 BR 1 (2010) ©12381F D N-2,5-2 7007 == )L 27 FIRIEOHIE D= D DB B4 2-1 12
RUTZ. ZOfEF, 1~50 pg/mL O B &P CHEIFA y=25854 x + 112 T, PRERE r*=1.0000 &+%y
IR TEAOMBRNEONZ. BUE, BEE2Z T TOAIEEF O N-2,5-Y7007 ==L A7 FINED
EHENEIZ0.06~0.36 % RETHY, EHITHHERIEREZ 100 FICARESNHENLHRIE IZH#F T
XD EEER LT, FEEORE TIRIZ 0.1 ng/mL BRE THHILHEESNE. B, 2EDD, BRER
M N-2,5-v7nn” =)V A7 FIRBIERER O HPLC 7u~ b7 L5%[X 2-2 |RLT.
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v — 7 HfE
1400000

1200000+ o _ 55854 x + 112

¥ = 1.0000

1000000

8000000

600000

4000000

200000

0 10 20 30 40 50
EE  (ug/mL)
2-1 N-=2,5-7un”7z=)LA7FINFED

0

R AR
(1. ]
Z
[T =
8
kN &
“""
(111 ]
L
T - ~
1 T 3 4 F§ " 29D
mik

2-2 N-2,5-v7/un7x=)LA7 L} IREED HPLC /u~<hJ7 A

HPLC O 7E 14
7172 Mightysil RP-18 GP (% 4.6 mm, £ 15 cm, K& 5 um)
N-2,5-V7un7 =LA77 FINBREYER (100 ng fH 2 &)
ZOMDOEMFEITE 2 S

3) 2-RIWITF7ZIITEIRFTYIY—IBED=-HDHRER
e 3 BR 1 (2010) 1215 2- AN T 7 =T IRF 7Y — L ORI E DT DI B A 3-1 (TR L.
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ZFOREE, 1~50 pg/mL O FE i THEIR R y=44979 x - 10302 T, PREMHRE °=0.9999 L4512 F
TEHMEBEMPBELNI. BUTE, BEEZIT TODIEEHF O 2- AV T 7=V TIRTF TV —LVOEH &N E
120.07~0.45 % FEETHY, SHITHHERIERFIC 100 £ RENDZEBHHEE 2 T2 L a T
WLz, FEEEORH TIRIZ 0.1 pg/mL BE THAHILHE TSN, ok, 2E 00, REHRH 2-AL7
FEIVTINF TV — VB W O HPLC 70~ b/ T 5% (X 3-2 ITRLT-.

E— 7
2500000

2000000 F y=44979 x - 10302
¥ =0.9999
1500000

1000000

500000

0 - 1 1
0 10 20 30 40 50

BE  (ug/mL)
X 3-1 2-A)T 7= )L TIRF TV — )LDk

-
L =t
s b
LM
AN
1]
(T
(T}
(1 ]
s 1 ¥ 3 4 5 ¥ T 0
i

X 3-2 2-ZNVT7=)LTINF T —)L® HPLC /a~<hr7T L

HPLC DO E F A4
7172 Mightysil RP-18 GP (4% 4.6 mm, £ 15 em, F7f% 5 um)
2-ZNT 7 =)VTINF T — VAR R (200 ng AH Y &)
ZOMDOEMEITE 2 ESH
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4. FEO

1-73ID 2-FFfR#E, N-2,5- 77 2= )L A7 FINEE KON 2- z/v77:/1/7\‘%“%7‘/“~/w>?ﬁuﬁz‘
DI DREREERLIZEZA, Wb 1~50 pg/mL OEEHFE CEBRMEEZRLEZ. BEROT B
DEARIR E J O i@ i FE DR H L7125 ﬁeﬁﬂ#@%ﬂ%ﬂmﬁ @aﬁ;@ , BEREE O S
NTWDLERAHE CEHE Thol. b, WTFNOBmERLZNENORHEIZHNDZIENTELTHR
DIMEREE A T HIENERIN. FEE ORI TRICOWTHERLIZEZA, WThb 0.1 pg/mL 2
ELHEESNTZ. ZOZEDD, ZIBREER(LEINHIR ORI E O 7= O Bk 2 R EHE BRI (2010) V12
BEHINT.

X

1) AR R ORBRCRINHEIM Y 7o TIROBEIE  — @l ku~ T EOHR R —,
AEEHFZE 8 2, 3, 42~49 (2010)

2) EMOKPEAL BRI ITAT IR T IE (199240 , p.21~22, p.34~37, p.70~71, H ARJEIEHR
E W, B (1992)

3) THE-QI: @EEEIa~ 77 4= 28D IR OFEER LI HIA 1-732 /-2-F 4717 (ASU)
DIFHIEITDONT, BB, 43 (4), 15~22 (1990)

4) Afr Bl @EEIEIK 70~ T7 40— I KD OREERAL RN HIFIN-2,5-2 7 a7 == )V A7
SREED 3 HTE DR FHIOWT, BB, 44 (4), 25~36 (1991)

5) BIHBIG: @EEEI A~ TT74—IZIDIER R D 2- ANV T 7= VT IRF T Y — VD E 'IEIZOW
T, AERRIEIER, 44 (1), 10~20 (1991)

6) MMSLATEOE NEMROKENEZ 22— (FAMIC) : IEEFERERE (2010)
< http://www.famic.go.jp/ffis/fert/sub9.html >
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13 BENfREEARIAOTNIST7EE S HET (HR-GC/MS) 1245

4

BER X (FARMMBINIER P DT A4 XS D 5RIE XD

BEHFIBE Y, AHmIE !, RFIR!
F—D—F AT HE, BERTETEIEEL, SESUWTWOERE AR, ISTEV AR, &4 fRGe 7T
Ara<h T 7 E &SR

1. [FL®HIZ

FAF XV HRIT, FEITFETY OBREE - BEHI % O CIHERIMICEASNORBEIEGRIGRYE T
HY, Fiz, BEIAKHEBREAEL TS PCP L NCNP A IR ELCH Ve, AR
IS X A4 F AL, DNA (ST 5%« OERICE> TR, BEBEEOFEMZMHRD T
BKHETRTEZEZLNTCODY . XAV 3T O BMERIZE - TERIENS R D 2 D i AR fd i
B (WHO) 12 Lo T 2 M #2 50 (TEF) 2MBIB IS4, & A4 oV SE R R Rl B A IC B W TR LY
X770 (LUF, TPCDE &Y. ), RUAL Y Ry X504 %20 (LT, TPCDD &), ) =
FF =R 7 ==L (B AAF U8k PCB EHE W, LLT, IDL-PCBJ &), ) BX A4 XV U HHEE R
LTn5? .

IO, B, BRERE P OLAAF VOB E FIEOTART A, v =a T VS RNREN,
FERRETONTND. IEEHROX A4 L R E LA ML T 57280, BERIZEZV 72O AR K& U5 T AR
B o A 4% EOBEL AR P OX A4 X O EBIEEEHARTAL |V @A 35280
TELZEEWELEY. TR, MW IER» TSI R R~ 7 ATHY, RIHARTA 2 HE H
TELEBEZLND W F o, AL S O RS E RN DWW, T4 A4V IR D R TR A 1 E
~v=a T VD RO O AL D EEBIEE ENARTAL |V BB LU FIEN#EF TEHZ
CERWAEL.

AREREE, IBEOREDOI S, FEREFTL TRV E IR TORRBE LR 22 212 X0 R L S 7 BE a5 TR AR
B2t G LU TR 2T o7, BBEIK S OB O X A4 U EE T 585 81%, REFFRF O T 1 HY
Gy OHFIE, JROWNEIDHE AF X AN R LN T2 BT v 7 AL — I S 2 1TH RN
FHMBREATOMENH DY . T D72, i IS K 0311:2005 HEATAFOZ AFFL A HHOHRIE
FE1D %, B OREHERO R BT RIX T B R OF A4 X O EBIEE EHNARTAL |V 5%
LT, FAF RV EHOREEAT12L2A, iR THMENEONTZOTEOMELHRET L.

2. MHRUAE
1 &8

FEBLUCOBIERLD AR (2 1), BIFEBA IR OS—AT via) (2 4), BIFEARIEE, BIEE 1+ ieE
AR 7 — MO RIEE, SRSV WEREIEEL (2 /), BERGTEIEEL (2 &), FEARIK (2 5), HIK (2

OMSTAT B B AROK BE T B 2 H T s 4 — IR R A R A



HR-GC/MSIEIZ LA BER ST IABLER S - AEB th D& A A2 LA E O 21l 131

), B OHEE SW OBRBEIK (2 ) J O IRIRBEIK (2 R) (BF 19 ) 2308k &L CRIEL, iR
RE L. BB A BB 500 pm AR AR, BIEAIRIERE, BIE® LRk, EKinar 27V —My R
FEE K O ST WO EREIEEHT 212 pm) D 550\ E 28T 5Ll Tt A 2 RS L 7=,

2) HE
(1) HERIIHEE S AREEZ AW, ~F Y, Moy, Trhy, Draairzy, )50 Kk OFiRE Tk
U7 I (BEK) (X H A A 8 AR IR Z V2.
(2) VAT NATF AR HE B FHRRIE S U7 L (Wakogel DX, FuEffi s T340 2 v 7z,
(3) ~FHUPEHEIK: Auto Pure WQ501 & O Milli-Q I THERLL 7214, ~F Vo THEELT-.
(4) PCDD - PCDF fE#E{fZ : DFJ-CAL-A (Wellington Laboratories %) % F\ 7=,
(5) DL-PCB IE#E{Z: PCB-CVS-JQ (Wellington Laboratories %) Z v 7.
(6) PCDD - PCDF 7V —>7 w7 A4 7 IR #Ei : DFL-CL-A20 (Wellington Laboratories #) % H
AV
(7) PCDD - PCDF LUV A1 7 FHINEE#EiR : DFJ-SY-A20 (Wellington Laboratories ) & V7=,
(8) DL-PCB ZV—27 w7 A4 FNFEHERT . PCB-LCS-A20 (Wellington Laboratories ) Z Fu»
7.
(9) DL-PCB VP A/ 8A 7 FANAE#ET . PCB-IS-A20 (Wellington Laboratories $) % Fy /-,
(10) BEEREHRE®EYE: ~L 74 usratl (Lancaster Synthesis 4, LLF TPFKJ &), )&
80 °C THi¥ SH GC/MS DAA AL RICEEE A L.
(11) ZERIIEMEER T A(99.999 % LLE)ZHAWZ, AU AT E A~V AT A(99.999 % LA
) EHW-.

3) EERURE
(1) ‘EOfREEEN AT a~ T T7 Byt
H A<k 757: Hewlett Packard #! HP6980 Series
BESNEN: BARE TR IMS-700D, " EIXFA
(2) HTAMAMEAE  FLEE 0.5 pm
(3) 77—t
(4) VorAL—i3EE  FERAT T2, [(EAMICHELZKESOLOT, Ko ZMET 5720
® Dean-Stark 7% 7% (FERE ) SmL) ZH 2 7-bD. Z 45 & 200 mL.
(5) MR A#E: ADVANTEC # No.88R (U If#fE ) 41 28 mm, &S 100 mm
(6) KD B ZERIRAMEE : MORITEX # EVAN-k
(7) v—xY—=x ;KL —x—: BUCHI # Rotavapor R-114
(8) RLHBE: X ATvr8l LT myz—H— SR-2w
(9) 2B VUBTNAT 2 SUPELCO BRI VUN 7 NHT A (T8 (NEE 15 mm) (23U A7 0.9
g, 2% KERAL VT DB U BV 3 g, S UBT V0.9 g, 44 Y% TRERWRES VA7V 4.5 g, 22 % Hilewh
BIVHTN6g, YVATN09 g K10 % MHEEEREE VTV 3 g ARG TR TAINIZHD. )
(2T 2 g ROWREE TR D A (HK) 6 g ZNEX A TR TALT.
(10) VEMERT VAT NI N—=2T1T 2 BIHRACFRUEVE IR 53 B U T NS —= AT 2
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4) REAHE
WIE HFEOBEE A 1 IR LTE.

(1) MEFRALER K OV — T 7 AL 73N

SIHTEEL10.0 g2 &> Th—/LE—#H—200 mL ([ZA#L, vA783 U P % HWTPCDD - PCDF 7 —2
T T ARA T FINFERE 20 pL }2 (X DL-PCB 7V —> 77 A3 7 FANAE HEG 20 ul 243 Brakehicin z
724, 2 mol/L ¥i& 100 mL 2Nz, B2 NERERNPORPEMIBLSOK 1 FERE L, #ICHEEZ M
ZTHIIWMI2 N EZ R L. IRIZHLER 0.5 umDO I T A MHEAKE AW T 7 —KFTAEL, ~F%
TR K Tl g, BICDEOT B CHEL TR ZRE B L7 ESA (2) #1135
B E L7z, ARIE (3) fh 2 1ot L7z,

(2) HhH 1(Vyr7AL—Hh)

R ALBRIZ I AR LTS %2 T T ABHMEARE DI R AKIZ AN, O EIZT7 TR — L E RS
DI TANTZ. Zva Yy 7 AL — B IC AL, ML) 150 mL 2 A2 Z #e I ERE L, 16 REfH]
Yy AL —fH LTz,

Z LN R A 40 °C L FOKIR ETIREACTHE T E TR LR, ~F 45 mL 20
Z7z.

(3) FhH 2(P 7oAz )

HWREALVER L 7= A% 300 mL 2k SHIZEE L, Y 7raA& 30 mL #1%, IEEOMEHK 5 cm, #457 100
EILLECK 20 3 MIRVIBE CHiE L7z, ZofhtZ 3 EfTV, fiHR A & Chitig T hw A (HEK) &
FAWTHAL, it 1 OYyrAL—fiHiRE G, (4) B 1 I3 23R L.

(4) W 1L IBTNHTIIO T TT 4—)

XYL 150 mL 22 BLIB TN DT AIMZ, ~FV OB FE CAAIO EEIZETHETH FS
VLB VTN HT2ETHEILT-.

72T T T A2 300 mL HZE VAT N ITLAO FICES, RENRKE 28 V7 V17 M, i’
mAFECAR O EEISETHE TR Pz, Bagd~F¥ 5 mL 32T 3 BIEEL, ks ZEY
TFNTTMIINZ, W BT TAFIO EEIZETHETH FSE, FIZAFVUH 200 mL %820
TFINTTINIINZ, ZAT L e R | HRRE OFE At Sz, IRHEE 40 °C LA F ok £ T
0.5 mL BEETHIERMEL, (5) B 2 2t 250K E LTz,

(5) W 2(EPER VAT NI N— AN T B0~ b TT 1)

REHRIR ZTEE IR VA F NV N—AB T MIINZ T2, Bz ~FH 0.5 mL 372 C2 [BIHEEL, ik
FAZ Nz T2 15 SRRAELZ#, ~F P2 60 mL ZFA7 LM%, B 1 HBEREOE Tt T
vz,

TR DT CTAFNO LI LZRIZ, 72T B 77 A3 100 mL &GRSV BT VY N—2 AT 5O FIZ
BEX, ~FYr—rrmmas s (3+1) 50 mL 2[RV T AIA, B 1RO #E CE /4L s DL-PCBs
AL, EHE S A ORBHEIRELT-.

i 23 e CTAAN D BRI LIRS, TEPER S VAT NN —=20T D KL, #7212 100 mL D72
7 I7A%E AT LD FIZES, MLy 50 mL ZFEATAIMZ, B 1 JWEEOW#E T/ A0k
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DL-PCBs, PCDDs }2 O PCDFs Z¥& tH L, ¥aH 7 B OFRENRRELT-.

(6) PEME KL O VDAL T ERIN

B A RO HE S B OREHARZ 1 mL LU TFIZRERNE (40 C)L, ThEhos/7 L) 2=

w2 (LTFIKD]ET %) BfEes

IZBL, Rasd~FVo 1~2 mL TEEIPEEL, Wikd KD B ca

YT, FIZ /T 30~50 pL AMZ -1, EFEKI T T20 uL FTEMEL-.

DL-PCB SV P23 7 FANEE e 20 uL ZiEHE4y A K OV HE 42y B O

Gt YA

Ma#k iz, %7z, PCDD -

PCDF S VP2 A7 FHINAEYEIR 20 pL 2V HE 5 B ORMERICENEN~ A7 VP TMR T2, ~

X4 0.2~0.3 mL TENZE D KD e gr DBEZ PR,

G O

PIRHE S A ORI

BB LT,

(7) A< II7' &S

HETJ

, £72, /T 20 pL ZIEHE S B O

e = =

ZEHRKPE FT20 pL FTRMELIZ. /72 80 uL

faRicEnZEnimz, GC/MS Icfk4 5

HAY A< 757 GBI OBEFRMAIE, BEHR'Y LD &I TIT o7

(8) F—Hiht

BMEMROIER, FIINKEOMHR, ©&, &t

7.

e

FEEA~D

R ICHOWTE, BRI ARIT 21T -

SrHrEdtt 10.0 g

| 200 mL F—nt—5H—

IV =2 T T AL FAPEEHERR
<2 mol/L & #9100 mL

I lﬁ@mﬁ I
I 28 | HF=iAEA
RS ik
AN 2
Vo7 AL —HiH TR—IRAR &S H
MLy, 161 A=1=5.C N4 CIE)]
|
| | TR |
| k1 | @I HT0
A F YU TIEH
| 82 [ 5y | imtER VB AT A
T TR
—nFHr — U rma Az (3+1) T (A)

(EHHE 7 A)
VALY I NEE R —

—MLT TR
(T H#4B)
UV R NI

HIE

| Gc/ms

X1

BERLTH TR NL RN th D2 A A2 2 L AJRRIEIE DO TR
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3. BRRUEE

1) DU—=2F7vFTRNAVBRRNBERDFMEE DR

[TIS K 0311:2005 PEH A DX A4 U HHOWPE 715 1Y Clk, ARIEEECoMMEIERIcZY)—r7
VT ANRA Y FANIEER 2RI T 52 LS TN, AT LB 21T 35 A 122V T, ZOR]
BEBLTHRMT IOV TUIHARE TR H SN TR, 2D, ZU—2 T w7 A7 NI R
DB TR REDER T 5720, IROBFEITo72.

2. 1) THRBLIERE OIS, BERGGTRALE K OVE IR 1 54 FWT, SRR LB DRI/ BT sl BHI B HE,
JV—2T T ALY NIEER ZRIMUIZ 56 (RMQO) , HEEELER -5 % OF% S AR E NI
WL A RNQ), M=y RO 7an AR A\l X554 M BRER IR A LI EHA R (RN L=
A M) 2>\, ZNENORENARIZC O W THE A F L VEHOWEEIT -T2, FT-, HEBLE % O
PSR OAERFOX AL DO ZE B Z R T D120, IRIMOIZOWTIE, IR PARENENICIY
=TT AN FANIEEEIRZRINL, ZOt%, ThZhottikz 2 5EIF 58T, BRSO HIHLOM
HR (IRINQ-7%S) , AIROH LD IR GRIN@-A1R) i O D Z % &btk (Rmo-iE
B D 3 IOV THIEETT-72 (K 2).

EAF XV FEORE N & O PCDD+PCDF 4% &, DL-PCB #HE &K O HESEELEH L
RAER SIS, V=0T T AL AR ERE ORIELE R 6 [Tz,

BERCIG TR AEEE K OV IR EBIZ, TIRIM@-75 31 ETRIN@-A1K 1 OREEE G 7T 2L THRMO-IRE 1D
HEMBUFE KL, TRMO-AiE ) T, PCDD i3 SN T, —#® DL-PCB i3 tiEniz. 2ok
D, HERALEREE DS IZB VTR, 13EAE D PCDD K O PCDF AESHICHFEEL TWWDEE ZHNT-.

EDFNNLE OREHEIR IOV TH, X A4 XV O EMITIZIERRE THY, 7V —r T w7 A0S
A7 FANERENE DRI R L, 54~118 % &, [F A4 T IR LERAERE~=27 17 O E
ERILHEDTR (50 % LLE 120 % LLF) &= Thot.

ZOFERING, TV =0T T AL FANIEEWE 1L, R EIT o728 OWRIMALE TH JIER R I3
BLRNWEEZONDN, BILEEEAE RO RAHER T 2LVHBLENG, RO O LF O FTIZHR
BHZ@EI 52L& T.
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HR-GC/MSEIZ LA BER U TR S 7 JEE R O & A 4203 L8 I E HE O 3T
| TR 10.0 g | 200 mL h—nE—H—
S IO
| TR ALFE |
I
I Dt |
RS A
A & SoIIITIITIIIIT RN
i1 2
Vo7 AL —HhH WRIRES T
MLy 16HERH Tran Az (3E])
Sy 4y &
s L mne-RES | s
in il
® @)
7% TR 5
& 1
DSt A O]
| 1 | @ vhrL BTN
—FY T
[ 2[4y i ] | IEMER A AT 2
e SRV RE
—~FYr—Urnn Az (3+1) TEH (A)
—ML=CEEH
(FRHE S A) (IR HE43B)
VDR N RE R — VD27 AR
| e | cc/ms

K2 2V Ty T ALY N YER ORI E
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#&5 V=TT AT ANEER O K RIMLBIZ BT 55 A 4% ORI EE (pg/g)
BERTETEAREL B IR

3 whn wn wn 5 3 wom wn wn 3

i © © © {7T<®7JD i © © © %Ju

R T O ms  Ar -mAe
PCDDs
2,3,7,8- TeCDD 04 Y 03D ND. 04 Y N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDD 09D 12 N.D. 09D 10 N.D. N.D. N.D. N.D. N.D.
1,2,3,4,7,8- HXCDD 1.1Y 09D ND. 1.0Y 09V N.D. N.D. N.D. N.D. N.D.
1,2,3,6,7,8- HxCDD 199 20 N.D. 19 1870 N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8,9- HXCDD 19Y 189 ND. 189 17V N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8- HpCDD 14 12 N.D. 12 13 N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8,9- OCDD 26 22 N.D. 23 22 N.D. N.D. N.D. N.D. N.D.
TeCDDs 51 47 N.D. 45 46 N.D. N.D. N.D. N.D. N.D.
PeCDDs 43 38 N.D. 38 40 N.D. N.D. N.D. N.D. N.D.
HxCDDs 80 70 N.D. 64 65 N.D. N.D. N.D. N.D. N.D.
HpCDDs 33 29 N.D. 29 30 N.D. N.D. N.D. N.D. N.D.
PCDFs
2,3,7,8- TeCDF 079 06" ND. 07D 077" N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDF 08 Y 07Y ND. 06D 070D N.D. N.D. N.D. N.D. N.D.
2,3,4,7,8- PeCDF 1.3 1.1 N.D. 1.1 1.0 N.D. N.D. N.D. N.D. N.D.
1,2,3,4,7,8- HXCDF 179 18P ND. 16V 17D N.D. N.D. N.D. N.D. N.D.
1,2,3,6,7,8- HXCDF 16 159 ND. 139 150DV N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8,9- HXCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
2,3,4,6,7,8- HXCDF 18P 16" ND. 16V 187DV N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8- HpCDF 7.6 7.0 N.D. 6.7 8.0 N.D. N.D. N.D. N.D. N.D.
1,2,3,4,7,8,9- HpCDF 1.1V 08Y ND. 1.0Y 100V N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8,9- OCDF 7.0 6.5 N.D. 6.0 7.0 N.D. N.D. N.D. N.D. N.D.
TeCDFs 10 13 N.D. 8.6 10 N.D. N.D. N.D. N.D. N.D.
HpCDFs 7.6 10 N.D. 6.7 8.0 N.D. N.D. N.D. N.D. N.D.
7V IDL-PCBs
3,3'4,4'- TeCB #77) 11 10 N.D. 10 11 100 65 14 76 82
3,4,4',5- TeCB (#81) 13D 09 Y ND. 1 120 8.1 4.7 13D 63 6.1
3,3',4,4',5- PeCB #1260 1.1 Y 1.0Y ND. 09D 100D N.D. N.D. N.D. N.D. N.D.
3,3'.4,4,5,5'- HXCB (#169)  N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
£ /7L ADL-PCBs
2,3,3'4,4"- PeCB (#105) 17 11 3 14 18 100 27 50 77 100
2,3,4,4'5- PeCB (#114) 1Y 079 ND. I.1h 21 22 N.D. 7 8.6 13
2,3'4,4'5- PeCB (#118) 40 24 9 33 40 250 80 120 210 260
2'3,4.4,5- PeCB (#123) 14 Y N.D. N.D. 07 Y 130D 11 N.D. 7.0 9.3 11
2,3,3'4,4',5- HxCB #156) 2.1 1.3 Y N.D. 1.5 2.1 N.D. N.D. N.D. N.D. 2.0
2,3,3,4,4,5'- HxCB #157) 0.7 Y N.D. N.D. ND.P ND."Y N.D. N.D. N.D. N.D. N.D.
2,3'4,4',5,5'- HxCB #167) 07 Y 04 Y ND. 06V 070D N.D. N.D. N.D. N.D. 07 Y
2,3,3'4,4',5,5'- HpCB (#189) N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
PSR
PCDDs+PCDFs (TEQ) 0.608  1.909 0.000 0.519  0.522 0.000  0.000  0.000  0.000  0.000
DL-PCBs (TEQ) 0.003  0.002  0.000 0.002  0.003 0.024 0012 0.007 0.019 0.022
ek (TEQ) 0.611 1.911 0.000  0.521 0.525 0.024  0.012  0.007 0.019  0.022

1) B TR (LOD) BA Lk 7E & TR (LOQ) At Dl E fE
2) EETIRRMONEMBORMEEOBRMEFRITOLL TRHL,
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#6 BIRNMNLEIZ BT D7) —2 T v T 23 A7 IR HER D [ (%)
JoE KT VR R HIXK

; wmoowm B ; ameoousm W

O ms 2w -me @ D s 2p me @
S f
(PCDD)
2,3,7,8-TeCDD 73 66 70 71 77 64 70 65 75 72
1,2,3,7,8-PeCDD 94 98 91 98 96 83 92 94 94 93
1,2,3,4,7,8-HxCDD 66 77 68 77 82 68 74 75 77 81
1,2,3,6,7,8-HxCDD 85 89 &3 89 92 81 89 87 88 95
1,2,3,7,8,9-HxCDD 80 85 80 88 90 78 86 &5 86 90
1,2,3,4,6,7,8-HpCDD 82 88 85 91 91 80 94 88 93 90
1,2,3,4,6,7,8,9-OCDD 77 89 82 87 88 77 84 85 91 87
(PCDF)
2,3,7,8-TeCDF 85 71 &3 83 83 71 85 76 84 80
1,2,3,7,8-PeCDF 100 98 100 105 101 87 105 92 100 96
2,3,4,7,8-PeCDF 103 97 104 103 105 88 106 99 99 97
1,2,3,4,7,8-HXCDF 70 71 68 74 75 64 73 71 76 78
1,2,3,6,7,8-HxCDF 81 80 79 82 86 72 85 76 81 87
1,2,3,7,8,9-HxCDF 78 82 &1 90 88 76 84 &1 82 88
2,3,4,6,7,8-HxCDF 81 88 85 84 88 76 86 86 84 88
1,2,3,4,6,7,8-HpCDF 89 90 90 94 92 83 96 &9 93 93
1,2,3,4,7,8,9-HpCDF 81 87 86 88 89 80 85 88 90 89
1,2,3,4,6,7,8,9-OCDF 80 85 88 85 87 77 84 82 90 87
(/> 7 /- DL-PCB)
3,3',4,4'-TeCB(#77) 91 89 88 82 93 81 67 80 89 80
3,4,4'5-TeCB(#81) 90 89 &1 81 90 79 70 74 88 81
3,3',4,4',5-PeCB(#126) 113 117 118 109 108 103 99 103 108 99
3,3'4,4' 5 5'-HxCB(#169) 109 118 115 104 111 100 107 107 106 103
(& /4 /VFDL-PCB)
2,3,3',4,4'-PeCB(#105) 106 82 103 116 116 70 97 76 105 93
2,3,4,4' 5-PeCB(#114) 88 71 86 103 82 58 86 72 54 57
2,3',4,4' 5-PeCB(#118) 103 74 93 111 114 60 91 76 97 76
2'3,4,4'5-PeCB(#123) 103 72 93 107 110 58 93 74 83 56
2,3,3',4,4',5-HxCB(#156) 89 79 92 94 93 78 86 76 89 92
2,3,3',4,4'5'-HxCB(#157) 93 80 100 92 96 86 89 77 88 100
2,3'4,4'5,5'-HxCB(#167) 106 86 107 108 113 97 100 83 107 114
2,3,3',4,4,5,5'-HpCB(#189) 100 87 119 94 94 85 97 88 91 102

2) BERGEREME~DERMEOER

2. 1) CTHARILU= 53 Hr SR (BERRVB TR AE IS 19 55) 122D\ C, RIEIHE > CRIAIEL TH A4 F 2 58
ZHEL, PCDD+PCDF % &, DL-PCB % &K R EBEESEEZEHLHERER 7107072
THOREHIB N TYH, By /v AE=X —OENT CNERAT AT DX AF X 38 e ONEZHEYE O H|
ExPETLHIE—7IIZFBOONR0 o 12120, ISR ARRIZOWTIE, 2. 4) (1) OB ZIT 7L 2
5, KSR A B R O OB LHER S SUG L7 AL L CLEWY, SBEEN TERN-T. ZOZEnD, ik
RVER | Z K DR AR O R 1308 CEARWV T EAHIBA L 7Z.

(ZAFH L RS TERENE =27 V) D OREEEFICHE ST, SRSV WOERE IR R K OBERL
GIEAEEHZ DWW T TRBR A FE M L7z, TORER, Rl~==27 /10 B IEE & TR EORIEMEIL, JrEu
TOEREL AR EHT I T 3 BAMER, BERRIBIRIEEHC W T 1 Btk sniz. 2O 2« ORI EM DT
izt T 2FE (%) =HIE M 1 SUXREM 27 (GRIEM 1+ BEE 2) 2)) x100 1ZFEEIED+ 0 ~25 %
LINTHY, [Al~=27 L OREEEBREEDTNR (£30 % LAN) Z7=L Tz,

Fio, V=TT AN HNIEEME ORI EELER 8 (IRl ZNOOEIEROFH ITHE R A
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MEZFRWT 51~117 % THY, Fl~==7 LV OREEEHEEDOERK (50 % LLE 120 % LLT) &6z 7%
D THoT-.

L EDZEND, @ik TOBRBELER 72 B XKL S TODIEEHZ DT, TIIS K 0311:2005 HEH A
FOEAAF HHOBE S )P O T IEICEIVZ A4 AL, LA TR Ic oW T
MR DX A4 X D EBIEE ETARTA L NIV E B I TN AT 200~ T F7 /TG RY
VBTN IT B0~ T T 7\ ZE0ER K OV BT 5 5 EICED, F A VORI EEZITHIZENATHET
HHEE Z LS.

£7  BERIBRIBEIS o # 4% ORI E B (pg/e)

Bl pE il pE - - AR FREV gREWN
we @e  WEOBE o, gom oem SO
R EE gy UM BUBR BER o
a b FAnE a1 a—2 =
PCDDs
2,3,7,8- TeCDD N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDD N.D. N.D. N.D. N.D. 0.5 Y N.D. N.D. N.D.
1,2,3,4,7,8- HXCDD N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,6,7,8- HxCDD N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8,9- HxCDD N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8- HpCDD N.D. N.D. N.D. N.D. 1.2 Y N.D. N.D. N.D.
1,2,3,4,6,7,8,9- OCDD N.D. N.D. N.D. N.D. 5.0 N.D. N.D. 3.0 9
TeCDDs N.D. N.D. N.D. 2.9 N.D. N.D. N.D. N.D.
PeCDDs N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
HxCDDs N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
HpCDDs N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
PCDFs
2,3,7,8- TeCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
2,3,4,7,8- PeCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,4,7,8- HXCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,6,7,8- HXCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,7,8,9- HXxCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
2,3,4,6,7,8- HXCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8- HpCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,4,7,8,9- HpCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8,9- OCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
TeCDFs N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
HpCDFs N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
7V FDL-PCBs
3,3',4,4'- TeCB #77) 1.7 Y 13 Y ND. 1.6 Y N.D. 2.8 3.0 11
3,4,4'5- TeCB (#81) N.D. N.D. N.D. N.D. N.D. N.D. N.D. 0.6 Y
3,3'4,4,5- PeCB (#126)  N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
33.44.55-HCB  (#169) N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
& /4 /L \DL-PCBs
2,3,3'4,4'- PeCB (#105) 3.3 1.7 Y N.D. 1.8 Y ND. 10 11 27
2,3,4,4',5- PeCB (#114)  N.D. N.D. N.D. N.D. N.D. 09 Y ND. N.D.
2,3,4,4',5- PeCB (#118) 7.2 4.0 2.6 43 12 b 36 36 55
2'3,4,4'5- PeCB (#123)  N.D. N.D. N.D. N.D. N.D. 0.8 Y N.D. 1.6 D
2,33'445- HXCB  (#156) N.D. N.D. N.D. N.D. N.D. N.D. N.D. 22
2,3,3445-HxCB  (#157) N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
2,3',4,4'5,5'- HxCB (#167)  N.D. N.D. N.D. N.D. N.D. N.D. N.D. 08 Y
233.44'55-HCB  (#189) N.D. N.D. N.D. N.D. N.D. N.D. N.D. N.D.
SR
PCDDs+PCDFs (TEQ) 0.000 0.000 0.000 0.000 0.000 0.000 0.000 0.000
DL-PCBs (TEQ) 0.000 0.000 0.000 0.000 0.000 0.002 0.002 0.004
HEF (TEQ) 0.000 0.000 0.000 0.000 0.000 0.002 0.002 0.004

1) i IR (LOD) LA & TR (LOQ) A o I E i
2) EETRRAONEMD RIEEOFMESFEIT0LL TR,



HR-GC/MSHEIZ LD BERL IR BB ST IRE D& A A2 o L HHRIE TE O RFAT

F7  BERIGTRARENE R O A4 L AR ORE E(pe/g)
15E 1578 15 EAK KK
I R i LS
a—1 a—2 b
PCDDs
2,3,7,8- TeCDD N.D. 03 Y ND. N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDD 0.7 Y 0.8 Y N.D. 09 Y 0.7 Y ND. N.D.
1,2,3,4,7,8- HXCDD 09 Y 1.0 Y ND. N.D. N.D. N.D. N.D.
1,2,3,6,7,8- HXCDD 2.0 2.2 N.D. 07 Y ND. N.D. N.D.
1,2,3,7,8,9- HxCDD 1.6 D 1.7 Y ND. 12 Y ND. N.D. N.D.
1,2,3,4,6,7,8- HpCDD 13 15 2.4 2.7 1.2 Y  ND. N.D.
1,2,3,4,6,7,8,9- OCDD 23 25 22 24 12 N.D. N.D.
TeCDDs 46 48 17 5.1 12 N.D. N.D.
PeCDDs 41 48 4.7 1.9 1.0 N.D. N.D.
HxCDDs 70 86 N.D. 2.1 N.D. N.D. N.D.
HpCDDs 32 37 45 5.9 N.D. N.D. N.D.
PCDFs
2,3,7,8- TeCDF 0.7 Y 0.6 " 0.3 Y ND. 8.6 N.D. N.D.
1,2,3,7,8- PeCDF 0.8 " 0.7 Y ND. 1.5 2.3 N.D. N.D.
2,3,4,7,8- PeCDF 1.2 1.2 N.D. N.D. 2.9 N.D. N.D.
1,2,3,4,7,8- HXCDF 1.6 D 16  ND. 2.0 1.1 Y ND. N.D.
1,2,3,6,7,8- HXCDF 14V 159 ND. 22 1.1 Y ND. N.D.
1,2,3,7,8,9- HXCDF N.D. N.D. N.D. N.D. N.D. N.D. N.D.
2,3,4,6,7,8- HXCDF 1.7 Y 19 Y ND. N.D. 14 Y ND. N.D.
1,2,3,4,6,7,8- HpCDF 7.5 7.0 09 Y 3.4 2.9 N.D. N.D.
1,2,3,4,7,8,9- HoCDF 09 Y 0.8 Y N.D. 1.1 Y ND. N.D. N.D.
1,2,3,4,6,7,8,9- OCDF 7.0 7.0 209 20 Y ND. N.D. N.D.
TeCDFs 9.0 9.8 N.D. N.D. 92.0 N.D. N.D.
HpCDFs 7.5 7.0 N.D. 3.4 2.9 N.D. N.D.
/4 L RDL-PCBs
3,3'4,4'- TeCB #77) 10 12 4.5 7.1 17 15 100
3,4,4'5- TeCB (#81) 14 D 12 Y ND. N.D. 15D 1.1V 8.1
3,3',4,4',5- PeCB (#126) 1.1V 13 Y ND. N.D. 13 Y  ND. N.D.
3,3'4,4'5,5- HxCB #169)  N.D. N.D. N.D. N.D. N.D. N.D. N.D.
< /7 /L DL-PCBs
2,3,3',4,4- PeCB (#105) 14 18 11 11 22 15 100
2,3,4,4'5- PeCB (#114) 2.0 1.7 Y 1.7 Y  ND. 3.0 1.8V 22
2,3',4,4,5- PeCB (#118) 33 39 30 23 63 41 250
2'3,4,4'5- PeCB (#123) 14V 1.5 Y ND. N.D. 14 Y 1.6 Y 11
2,3,3',4,4',5- HXxCB (#156) 1.8V 2.0 8.7 2.5 1.1 v 1.0 Y ND.
2,3,3'4,4,5"- HxCB #157)  N.D. 0.7 Y 2.2 07 Y ND. N.D. N.D.
2,3',4,4'5,5- HxCB (#167) 0.7 Y ND. 2.5 09 Y ND. N.D. N.D.
2,3,3'4,4,5,5- HpCB (#189)  N.D. 0.7 Y 09 Y ND. N.D. N.D. N.D.
A R
PCDDs+PCDFs (TEQ) 0.767 0.822 0.031 0.332 1.823 0.000 0.000
DL-PCBs (TEQ) 0.003 0.003 0.002 0.002 0.004 0.003 0.024
&t (TEQ) 0.770 0.825 0.033 0.334 1.827 0.003 0.024

1) i FER(LOD) LI & R IR (LOQ) A DR & fiE
2) EE FRARMEOREHEO B EOEFEMIERITOL L THEBLE,
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KT BERIGRIERSE R OX A4 O BIEE(pg/g)

féf?fi ?ﬁﬁg e MR
wops o K IREX

BeRa  BEICD a b

PCDDs
2,3,7,8- TeCDD N.D. N.D. N.D. N.D.
1,2,3,7,8- PeCDD 05 Y 3.2 N.D. N.D.
1,2,3,4,7,8- HxCDD 1.0V 2.9 N.D. N.D.
1,2,3,6,7,8- HxCDD 10" 5.4 N.D. N.D.
1,2,3,7,8,9- HXCDD N.D. 3.8 N.D. N.D.
1,2,3,4,6,7,8- HpCDD 3.1 16 N.D. N.D.
1,2,3,4,6,7,8,9- OCDD 20D 4.0 N.D. N.D.
TeCDDs 3.3 120 N.D. N.D.
PeCDDs 7.8 160 N.D. N.D.
HxCDDs 9.1 140 N.D. N.D.
HpCDDs 6.8 33 N.D. N.D.
PCDFs
2,3,7.8- TeCDF 09 Y 1.9 N.D. N.D.
1,2,3,7,8- PeCDF N.D. 1.5 N.D. N.D.
2,3,4,7.8- PeCDF 06 Y 10 N.D. N.D.
1,2,3,4,7,8- HXCDF N.D. 0.8 Y N.D. N.D.
1,2,3,6,7,8- HXCDF N.D. 1.0V N.D. N.D.
1,2,3,7,8,9- HXCDF N.D. N.D. N.D. N.D.
2,3,4,6,7,8- HXCDF N.D. 2.6 N.D. N.D.
1,2,3,4,6,7,8- HpCDF N.D. " 0.8 Y N.D. N.D.
1,2,3,4,7,8,9- HpCDF N.D. N.D. N.D. N.D.
1,2,3,4,6,7,8,9- OCDF N.D. N.D. N.D. N.D.
TeCDFs 2.3 170 N.D. N.D.
HpCDFs N.D. N.D. N.D. N.D.
/7 )LV "DL-PCBs
3,3,4,4- TeCB #77) 8.9 2.8 2.9 2.1
3,4,4'5- TeCB (#81) N.D. N.D. N.D. N.D.
3,3'4,4',5- PeCB (#126)  N.D. N.D. N.D. N.D.
3,3'4,4'5,5'- HXCB (#169)  N.D. N.D. N.D. N.D.
“E /7 /L "DL-PCBs
2,3,3',4,4'- PeCB (#105) 4.6 1.8V 6.0 4.7
2,3,4,4'5- PeCB (#114)  N.D. N.D. N.D. N.D.
2,3',4,4'5- PeCB (#118) 12 2.7 18 12
2'3,4,4'5- PeCB (#123)  N.D. N.D. N.D. N.D.
2,3,3',4,4'5- HxCB (#156)  N.D. N.D. N.D. N.D.
2,3,3',4,4',5'- HxCB #157)  N.D. N.D. N.D. N.D.
2,3',4,4'5,5'- HxCB #167)  N.D. N.D. N.D. N.D.
2,3,3'4,4',5,5'- HpCB #189)  N.D. N.D. N.D. N.D.
ML
PCDDs+PCDFs (TEQ) 0.031 8.194 0.000 0.000
DL-PCBs (TEQ) 0.001 0.000 0.001 0.001
3 (TEQ) 0.032 8.194 0.001 0.001

1) B TR (LOD) LL_E7E & TR (LOQ) A o E fl
2) EETRRMmORIEMDOBMEOFEEITOSL CHREL,



HR-GC/MSIEIZ LA BER ST IABLER S - AEB th D& A A2 LA E O 21l 141

#8 V=2 T T A BB DA

Ok

IR OREIE MERGRIER AR AR e BBRIRIER
R BoME RRME foME R foME RRIE foME BoRiE oMl BoRfiE SVl weoRi oM
FIEE (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
(PCDD)
2,3,7,8-TeCDD 71 51 79 62 80 76 70 67 6 57 73 53 76 65
1,2,3,7,8-PeCDD 97 77 101 87 103 9 100 97 9 73 8 69 102 93
1,2,3,4,7,8-HxCDD 93 8l 97 89 95 92 94 90 85 78 89 76 100 93
1,2,3,6,7,8-HxCDD 95 88 104 95 102 98 100 95 89 84 94 8l 104 100
1,2,3,7,8,9-HxCDD 96 84 97 91 95 93 95 86 82 8l 97 80 119 96
1,2,3,4,6,7,8-HpCDD 90 81 92 91 93 90 9% 93 89 76 95 74 97 92
1.2.3.4.6,7,8.9-OCDD 88 78 9 86 92 85 93 9] 79 76 89 7 93 9]
(PCDF)
2,3,7,8-TeCDF 72 53 82 66 85 78 76 68 71 58 85 58 83 66
1,2,3,7,8-PeCDF 97 71 103 88 105 99 94 88 9 72 70 9 92
2,3,4,7,8-PecCDF 95 75 103 8 104 96 9 95 91 74 9 7 98 93
1,2,3,4,7,8-HxCDF 83 66 8 73 84 8l 78 T 75 66 80 65 83 8l
1,2,3,6,7,8-HxCDF 85 71 90 82 89 88 82 80 78 71 82 68 87 85
1,2,3,7,8,9-HxCDF 88 74 94 81 97 89 88 68 76 75 92 73 94 86
2,3,4,6,7,8-HxCDF 91 81 98 90 96 94 85 8l 84 80 91 78 95 91
1,2,3,4,6,7,8-HpCDF 9 76 93 89 96 83 88 %2 8 78 83 75 95 9
1,2,3,4,7,8,9-HpCDF 84 7 92 85 88 87 87 77 8l 75 8 67 87 80
1,2,3.4.6,7,8.9-OCDF 83 73 88 84 88 82 8 79 78 75 94 69 91 85
(/> 4/ DL-PCB)
3,3'4,4'“TeCB(#77) 7157 70 57 79 71 75 64 8 T 76 58 78 63
3,4,4',5-TeCB(#81) 67 38 67 54 78 68 61 60 76 66 59 56 7856
3,3'4,4',5-PeCB(#126) 93 73 9 76 102 100 102 85 107 98 111 75 96 90

3,3.4,4',5,5'-HxCB(#169) 107 102 113 105 116 110 118 107 115 110 117 96 111 105

(& /4 /L FDL-PCB)

2,3,3',4,4'-PeCB(#105) 98 65 104 76 98 96 89 80 101 82 80 64 79 70
2,3,4,4',5-PeCB(#114) 66 58 66 59 88 78 52 52 73 57 54 53 70 66
2,3'4,4',5-PeCB(#118) 89 53 103 68 100 93 77 76 100 77 72 54 80 70
2',3,4,4',5-PeCB(#123) 85 70 96 63 99 92 68 67 94 69 65 55 68 63
2,3,3',4,4',5-HxCB(#156) 113 75 105 67 105 102 75 64 107 66 84 62 96 86
2,3,3',4,4',5-HxCB(#157) 114 97 107 83 111 104 98 73 110 85 91 87 106 95

2,3'4,4',5,5'-HxCB(#167) 109 75 104 60 108 97 72 68 101 73 75 67 101 87
2,3,3'4,4,5,5-HpCB(#189) 117 105 108 98 110 101 112 81 109 94 98 94 110 100

D) BIFEE A IEL, BIFEA PRACEL & OVRIPE o Lt

4 FEDH

i CORRBE LR 2 LI LV IRAL ST BERTG TR AR B R DX A A% o ORI E kL LT, i
EEIZTIIS K 0311:2005 HEA AR O A4 L FEORE I7 152 %, il % OFEHEIR OS85 113 T
B DX A A X D EBIEE EHARTAL 1D 03 AR THIDRFTLI2EZA, LLFOFERNED
ni-.

1) V=TT 28,7 AR R ORI E 2R F L2 2 A SRR LB O BIN CRIE i IC 213

AHHNIeD ST,

2) FERRDAIEZBRIEBHZ DWW T, +olcE a2 AR DS LI, vy /v AE=4—DOELE

CICARAT AT DEAFTF L AR OWNEEE ORE LT EFE T 28— 21338 bivknor.

3) GHTHRBROBAE K B =2 T v 7 27 N EWE OBNLRIL, Wb T2 4% U HHITR

5 THERENE~ =27 V| DO EEHEOERFHEA =T HOThol.

4) LA EDZ LD, D ANEZ BRBERTS TR AL B ORUEHA IR O i IZ I T, TIIS K 0311:2005

YT AR DF A X2 OB E I 1P ORI 5 15 R O AR R O A4 L HHD TE BIEE EATAR

TAV D ORERL, WIEHFIENERA AR THLEB L.
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