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Validation of a Heating Method Using a Moisture Analyzer for Moisture Content

in Organic Fertilizer
Satono AKIMOTO' and Sakiko TAKAHASHI'
" Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

We validated a rapid method for determination of moisture content in organic fertilizer using a moisture
analyzer. Samples were placed in a pan of a moisture analyzer, and heated at 100 °C on a built-in electric
balance. The samples before and after the heating were weighed to determine the moisture loss. The moisture
of 25 samples of organic fertilizer was determined by the rapid method and the oven-drying method
described in the Official Methods of Analysis of Fertilizers published in December 1992. The values of
moisture obtained by the rapid method agreed with those obtained by the official method. Seven organic
fertilizer samples were used to determine the repeatability by applying the rapid method three times. The
mean values, the standard deviation (SD) and relative standard deviation (RSD) were in the range of
6.26~10.19 %, 0.01~0.11 % and 0.1~1.4 %, respectively. The results indicated that this method (a heating

method using moisture analyzer) is applicable to measure moisture in organic fertilizer.
Key words  organic fertilizer, moisture, moisture analyzer

(Research Report of Fertilizer, 2, 1~5, 2009)
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Validation of a Combustion Method for Determination of Total Nitrogen Content in
Organic Fertilizer

Mariko AIZAWA' and Yuji SHIRAT®

! Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) 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 organic fertilizer. A total
of 21 kinds of fertilizers were analyzed by the combustion method and the Kjeldahl method. The values of
total nitrogen content obtained by the combustion method agreed with those obtained by the Kjeldahl
method over the range of 1.10~12.90 %. In the case of the combustion method, standard deviations (SD) of
0.005 to 0.04 % and relative standard deviations (RSD) of 0.1 to 0.7 % were obtained from 3 replicate
analysis of 5 samples of different organic fertilizers over the range of 1.09~10.83 %. The combustion method

was validated to be applicable to determination of total nitrogen content in organic fertilizer.
Key words  total nitrogen, organic fertilizer, combustion method, Kjeldahl method

(Research Report of Fertilizer, 2, 6~11, 2009)
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1. [FC®HIC

R 16 4, A EEHRIZ T KGR Z FUEHZ WD U8 BTG TR KA A REEE X O\UIR TG IR 2 8 BAS 7215
TR A B AR AL 2 JFUEHZ W BIR A TE TR G BRI S B IZICA E K IZED LY, R LTSN A EK S
DI RBEDIHLKRINREO NI, ZHUTFEW, (LEEE, B EIEE, BOBE S IR, #REA LT
FRER = HE G B O RN EBEICE BE2TFSNDA BT DR K EIKENED L.

AKEROFTLE 7 iEE LT, EREHERE HOCTNEAT 2 51k GRIRIE) Y E R BT TAAXAT DIy R 7 5
A2 FWTINENS 2 05 15 ([ 55 18) D BB ATk VIS g, LonLendn, ik, #H
DR PEE L LEEL, FIZHBHA R ORI R KRN EM D, ZEOMKEZ —F o $2280
TERW. — 7, Eﬁﬁﬁ—@ﬁﬁﬁ%ﬂqb‘fﬂbf?ﬁﬂﬂjﬁ‘éﬁkgﬂf 1L —EBDOIHIENEEF DRI ONT 5372
VBN GO o7, 22T, iR —BEERE N2 TEiR Tﬁﬂ?ﬂbf?ﬁﬂﬁjﬁ‘éjﬂf(&ﬁﬁ)ﬁlo
W’C(’?()EHEHEP@7f<fﬁ@(ﬁ'JKE/£7i’fﬁW’Cﬁ/ﬁfﬁ@tt MR UG B E & N RO MR K VBRI [ o
P a LizE 2, BRIELL COZ YRR LY. 4%, ZOW BIEICHOWT, GIRIEE LA o JE B
~OuE H#iPH DI R ZRFTLIZDT, ZOMEEZRET 5.

2. MHMRUVAHE

1 HABOERR VAR

TR O BT AR, FEYIMN TIEE, KE 3, o7cailiod, REAEERE, Lkier, @l
BE L, FRER A AR oW RA R E L TIEEL, 500 um D 55W\WA ST 5T L TH
Hr AR 2RI, SRBRICfEL 7.

2) H:I:E
Iy A E X AN —F —IZ L0 IMEAT A0 2 W=, Wi OEEIZRSHREF CHIZEL, 180~
200 ClZB I A& T WD & A2 EELT-.
KGR - e AT B T A AR A A LAY B SR R LK SR AT B RA-3 A L7-.

U Om) B AOKE Y B A A — 4 R A —
2O B AR KPE T B 22 RN L 2 — R L 22 R A
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3) AMBBRDAR

(1) BIEIE

HTEEE 2.00 g ARG ENE 0 iE 7 7 A=312E0, g (1+1) 5 50 mL 22 TIEL, 20002 5
BB LT-. i th, i~ B AUw AR (30 g/L) #120 mL 20Nz, 1 BERIINENU 7=, &~ b g
VT LOEPEZ 861X, Bint, RIS~ BBV Y LR (30 g/L) ) 10 mL Z00%, fF ONEL
L7z, IWIRIREZ 40 CIZED, IRFEWHL (100 g/L)10 mL Mz, HibERed T = LK (200
g/L) Zi~ U BV LOIREABEZLETH FL, MR OB~ Ty L& ik, 2E77
272200 mL (2B LIA K, KEFERETINZ, BT AMHEAKTHBL TRREHARELZ. (K1)

(2) WRIE

IIHTRREL 1.00 g 20 R 7T A2 (2B 7T A2 100 mL) 1280, MEEEK) 10 mL %, B2 IEVIRE 085610
DIEAED DI D ETORFINEA L. m e, W R MK 10 mL 201, 180~200 CT 30 43 ~1 K¢
INENL Torfig Lz, Btk , KA ETMZ TREHAKRE L. (K 2)

[ OHretpl 2000 | EEHEE N7 T A=
—fHfR(1+1) 50 mL
I o i | FEReA T SHR #
| jiﬂzlr% | =R <
A EETIVY DEEHE K20 mL S g 1104 B
| SR | 1R
I %zl‘/% | #940C

—JRFVAUE KI10 mL

—HAEREXR I LT BT AATR T
(REBNPHEZDET)

I BLiAT | 487522200 mL
—IK (FERRET)
| At | BT A AR
| %fﬁ*ﬂrl%*iﬁi |
| ﬁj\ﬁil5 mL | ETA
| ?E'Jlff | KGRI WS AT 2

1 e OKEGE T FIE
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[ oratel100g | 487523100 mL

—fiElE % 10 mL

| IES | i
I

I IR | =R

—IBHEFEE £ 10 mL

| Pay. s | 180~200 ‘COf# L T305y ~ 1] Nk
I ﬁﬁzlr% | =R
K (ERRET)
Z3H S mL | B

—OABEN -n-7 F V1 GBI 2% 6)

| HlE | KSR S A

2 JEBHR ORI RiEOTFIE

4) KEBDAE

ABHA 5 mL ZE A SN, BEIZECTOABEN -n-7 F v 1 ZINA, KR W65 47
PEIEAE L, filig (1+1) L O L9 (D R iU, 2Z2XEIERSE, & 253.7 nm OB
EZHE L.

3. HWERRUBER

1) HAHBIROAE (HEAE)

(1) ZBITiE R OB RIEDI R ITIED g

BIEE L O BIEICEDEEE (T AR (5 &), MEEMIN TR &), IREAEEEE Q2 &),
fEECHEARR (3 5, BIFERE AR (2 52, FEEBLA BEE (5 5) OV E (1 52) ) O K ER O & Bl o bk
M 3 IR Le. ERH0E £fE (0.07~1.3 mg/kg) D — KGR O EUFAH L O F 11X 1.004 KO
-0.005 Tho7z. ZOMEAFREL (1) 13 0.999 THY, @B RD DT,

2) Fhn[E YR ELER

IKEUNZIG Y S TVRWRE M, Zefz a3, LRCIER (2 45) K O A AEEHZ 40 mg/kg &Y
0.5 mg/kg fH Y EAIRIMLTZEHZ DWW T, KL 3 BT L CELN RIS 423 1 IR LE-. B
BN TE IR DA E AL O PR FIEIZE DSV TODAL R AEEH R DK SR D - IRIEITZE S, VA BE TN
BOAREFHE 1 %I2-2X 0.00005 % (0.5 mg/kg) THY, BITEORERTEFR, VAR X ITMEBOEFEORKK
DHLOT 80 %ITWHDNRHDHZEND 0.004 % (40 mg/kg) %, £z, 3, VAR UIMEOE G ENKIK
10 % THDHZEMBZD 1/10 DI FETHS 0.00005 % (0.5 mg/kg) &L IE IR E IR ELZ. ZhbH0
TR FEIZI1T D) [BU R J OVE S HE(R 2213, KER 40 mg/kg WINFE Y EARIMUTZFUEClX 98.5~
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101.5 % &Y 0.2~2.1 % THY, KR 0.5 mgkg HY EBLRMUZFETIX 100.4~103.3 %K O
0.8~2.8 % Th-olz. KIBOREFICLHEIITRO LN T RIF /2 HE CREIEIER) M ORI UFE FE (FH
S HEAR 72) MG BTz,

y = 1.004x - 0.005
r=0.999

BiiE (mgkg)

3 BWRIE K O BIEICE AR D AR E
BAEO i
FERR W5 O E B XA [l E R (h=20)

K1 AIMENERER O A

- YT SEHENR R R S
(mg/kg) (%) (%)
KREHNT R OEOB R 40 101.5 0.7
_______________________________________ 0.5 10332
AN PY T B RO aY /5 40 100.6 1.7
_______________________________________ 05 e 3
(B AEEFA 40 100.7 0.2
....................................... 05 ....reea S
{ERZIEELB 40 98.5 0.7
....................................... 05 . .ree 08
B & A 40 99.9 2.1
0.5 102.4 2.8

1) 3RO T R O P [l =

3) EETROHER

R TRAMER T 5720, (LA A K OMEAIEE B IZOWT, #ukL 7 BT L TR bk R4
F 2 1R LT, ) E BAEIX 0.010 mg/kg K& O 0.013 mg/kg THY, TOIEAERF T 0.0003 mg/kg & Y
0.001 mg/kg ThH-o7=. EE FIRITEAERZE X 10, /-, B FTIRIEHER 22 X2 Xt(n-1, 0.05) ELTRE
NoOT, KEEOTEE FRE O H FRIZ 0.01 mg/kg P2 & OV 0.003 mg/kg F2 5 LHEE S 7.
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2 ER TIRMERABROR R

A ko> FEAE SR EY EHEFE  EETROMEY B FROHE
(mg/kg) (mg/kg) (mg/kg) (mg/kg)

(LR HEEEA 0.010 0.0003 0.003 0.001

1L EELB 0.013 0.001 0.01 0.003

1) TS PHT T BE O S IE
2) HEAERZEX10
3) FEUE(FZEx2xt(n-1,0.05)

4. F&O

IKERD 53 T D BAEIZ DWW TG AL AS D JEEE~D 3 H DR it 21T > 72825, (1) ~ (3) DfE R %
5.

(1) LBREICEIDERMEL, BIEIEICLDE &M EOMICE WA BRI EO b,

(2) 2 FEFHOABE IR K& O 3 FiEE O M AR BT 40 mg/kg B OY 0.5 mg/kg FH Y DO KERZIRML
7o B e W TR N BN R ER 2 i L 7= & 24, PR EIER e O OFEHER 21T 98.5~103.3 %4 T* 0.2
~2.8 %L BAFRpAR ThoTz.

(3) 2 FHEOALRA R VTRV LR B2 L7222 A, & & FIRIZEEF T 0.01 mg/kg FEEEL
HeE STz,

F7o, BEHOIC LY = R B EE ARG S TR0, ARRBRIEITA R IEE R OVIEREZ IR L o7k £R
WE i CE DIV ERE 2 T2 LR MEERI L. ZDTEND, 2008 4 JE JEEF BT D %F
AT, ARRBRE TR B E (2009) ([ZIX#EE S 7.

X m

1) EEMOKFEAR S WIEFRK 16 44 H 23 B, BEBRKEESRE 971 5 (2004)

2) BHAT, HEEE, B A IEREH, 27, p.19~30 (1974)

3)  BEAROK PER R SEBR BT EUN B TR AT AR AT (1992 4RR) , p.102~105, H AR E W4, R
(1992)

4) B IER B GTERIE B AT, p.226~234, BE L, HAL (2005)

5) BERSCIE, RS, AT BRI OKBHETE — oM AFEO%E —, IERFEH S, 1,
60~66 (2008)

6) Bl SCIE, AR, o] Mg V5 VR AEE R O KR E  — MR RBR A —, IR TR S 1,
67~73 (2008)

7)) EMOKPEIE B 2L #— (FAMIC) : JEEMEEBR 17:(2009)
<http://www.famic.go.jp/ffis/fert/bunnseki/sub9.html >
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Development and Validation of a Rapid Digestion Procedure and Atomic Absorption
Spectrometry for Determination of Mercury in Fertilizer

Akira SHIMIZU', Kaori OKADA', Takeshi HASHIMOTO', Yasuto IDE' and Toshiaki HIROI?

" Food and Agricultural Materials Inspection Center, Nagoya Regional Center

? (Now) Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

A study was conducted to evaluate the applicability of atomic absorption spectrometry for determination
of mercury in fertilizers. A rapid open digestion method with nitric acid and perchloric acid was used to
solubilize mercury in a sample. The samples were then subjected to a atomic absorption spectrometer
connected with a reduced atomic vapor producing device. A good linear correlation was observed over the
range of 0.07~1.3 mg/kg between the data obtained by rapid open digestion and those obtained by reflux
digestion according to the Official Method of Analysis of Fertilizers published in December 1992. The
accuracy and the precision were assessed from 3 replicate determinations of 5 samples spiked with mercury
at 2 different concentrations (40 and 0.5 mg/kg). The recoveries from samples of concentration at 40 and 0.5
mg/kg mercury ranged from 98.5 to 101.5 % and from 100.4 to 103.3 %, respectively. The relative standard
deviations (RSD) were from 0.2 to 2.1 % and from 0.8 to 2.8 %, respectively. On the basis of 7 replicate
measurements of 2 naturally contaminated samples, the LOQ values were 0.01 mg/kg. The rapid method was
evaluated for accuracy, precision, and sensitivity and proved to be a simple and time saving method

particularly in simultaneously preparing a large number of samples.

Key words  mercury, fertilizer, rapid digestion, producing the atomic vapor by reduction,

atomic spectrometry

(Research Report of Fertilizer, 2, 12~17, 2009)
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1. [FC®HIC

AR 114 7 A AR BRRE S S IE D SaU, FERRALEL S HE B S TV TEIG TR IR R K OV DL Y, BE
G IE, NSAIRLELY), FKia Kk ONFKE D 5 A DRVBRY) DS AR IK PE K B D B Gk L & 70 2385 a6 Ik
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DREAENRDENTET.
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2. MHRUVFE

D HAHOERRUVHFR

HIBOABRAIR 1A, M TOABEIEEL 3 4, IREGVABRIEEL 2 &5, My BR 3 48, HREE IEER R
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R REAEIE 1AL ABEEE 10 58, BA IR 4 55, IBATHRESIEE 1 5, Biodito1 1
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2) F&
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3) ABBBRDAR

(1) BEEFIHTIEIC L DREHA R O 7R B

INTEEL 2 g ZIEREICE > T 300 mL Oh— /B —h—(Z AN, D EOKTHELZOBHEE 2 mL, fHiE
5 mL K OUEBMEFEESR 20 mL 20 %, FEFHILCE WAy T L —RE7i3mis ETMmEVLT-. iz, REEtll%
PTOUTHED 2 mL LA FICRDETHIENL /1%, %, e 3 mL K ONE M WE 3 mL 2Nz, INEE
el T 6 BEEI MR, ZDOKIBEREED AENA ALK EN 2 mL UL FICRDECTRMm L. kmtk, i
iz (1+5) 25 mL Z200%, MEL THED L, it 100 mL O 287 AN UAERETREMZ 7214, 5
M3 A HNTAEL, SBHAKELT:.

A, RO HDOZERBRIRIE O AT~ 72,

(2) BEkhEERRBR T LD BB IR o 7 i

TR 2 g ZIEMEICE ST 300 mL Oh—/LE—H—I|Z A, Hilg S mL, 2 10 mL 200 %, eI
TR —EIREL, 170~220 COWE L TEEHNTHKI 30 43 MNEGE , 300 CLL b THRZUAB (A Ol R
HOR DT ANRFEAE LR 2> TOBIIRIND FAL, imte, W FEE 5 mL 2%, B OKEHILTEW
300 CLLETIEL, FiZ, Btz L CiREN 2 mL UL FIZAR5ETMEVL CilgfgL7-. Mm% Him
(1+10) 5 mL, 7k 20mL 2%, AHRL TE&EDL, m g AKZH T 100 mL OR&T77A2IBL, R E
TKEMZTI-#, A3 FEHAWCABL, SEHERELT:.

[FAIRFIZ, BRIED A D ZE RIS OFARA T o7,
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DR L 7oK F R A LB I - ER&EAN, BE, SIS, BAELTKFELMOREREAL- AR E
JUST LR CHEE, W 193.7 nm O E 2 E L.
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3 HRERRUBER

1) HAHBIROAE (HEAE)

2.1) THABLU 704 A s O CTHEE 2 AT 15 K OV 3Rk 1 0> 4o i 05 1 3R 72 31 7 il o> AH B
Z, M2 \R Uz, B BRI LA AT sl Bl th 0 R o0 8 Bl O % PH 13 0.0~28.8 mg/kg THY, Ik
SINTIENT KT 2EI G K DL 80~118 % CFIME 98 %) Th-o7z. Wi OE mALD M &V EE (o
=0.998, Y=0.972X+0.025) NiBDH L7,

D 2 FIEMIC REAE EOEWVICEIDEREOEITRO LN oT.

30
y = 0.972x + 0.025
25 | r=0.998
%
=
220
4
& 15
# 10
1
=
5
0
0 10 20 30
AR 73 Hr 1 (mg/kg)

B2 AEAR 3 B 15 LA S5 AR 1A O 4H B

2) Fhn[E U E R

AE B BRBRVE IS LD AR K OV E NAOR UAS A SR 2729, LISV A BB GRINT 810D
TEOPREE 0.12 mg/kg), KN T R ORZEOR KR (F 0.01 mg/kg), 77zl d kOE0k K (F 0.03
mg/kg), {LRAEHE (7] 0.10 mg/kg) K OV lz w7 £ A} ([7] 0.14 mg/kg) D 5 TR D AL B2 V- THON B
B ol L7-kE AR 1R LT, OFELT 50 mg/kg #1248 M OS5 mg/kg FH24 & & YN L 7=306k oo [a]4Y
13 98.5~109.8 % K% T 103.5~108.6 %, £ DUFATHIHE HE 1R 75 (RSD) 1% 0.4~6.5 % &% T 0.5~4.2 % T
HoT-.

o, —MRIZIAHEEL TODIEEHIE S IEEF O IEE B 2 B, AE RS TR EEHZ B
TOROEREHINIBH KR, BHE, VUK ONMEOEFHEDOEHFE 1.0 %l2-2% 0.002%(20
mg/kg) L ED DIV TS, BRI TODILAEEI OO E, 3R, VAR K CINEOAF &N -
EHLRENEDOUFE DR K EIX 1,900 mg/kg ThHDH. ZDIENH 2,000 mg/kg FH Y4 EARIMUIZFEHT
OV THRMEULGRER 21T -7, T ORI HEIL 105.8~108.2 %, T D HFHFTHHRHE AR 2 (RSD) 1 0.4~
1.3 % ThH-o7-.
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F1 FINEI SR A R

SR, AN 35S SR AR R FH R AR 72
(mg/kg) (%) (%)
5 103.5 42
jmj%%ﬁiwv 50 98.5 6.5
............................... 2000 ... lo82 05 .
- 5 106.9 0.5
j‘(f%ﬁ;@?;ﬁ& 50 103.3 1.1
............................... 2000 o .......leo 1O .
VAN e V5 VR BY)E ° 1086 1o
BN 50 105.5 0.4
............................... 2000 ... Meedl L3
5 107.9 15
bR AT 50 105.2 0.8
_______________________________ 2000 ... Mee7 L0
5 107.7 24
Pl At 50 109.8 0.7
2,000 105.8 0.4

a) 77 AL G W3R M TRUBR G O 2[RI R

3) EETROHER

B B IE O E & FIRA MR T 57280, {LEAEEHZ DWW, KL 10 BlISHT L TRDILE R 2R
2\ R LTz, ) E EfEIE 0.350 mg/kg THY, £ OFEMER 221X 0.005 mg/kg Tho7z. E & T BRITIEENR
72x10, £7o, B T RIFEHER 22x2xt (n-1,0.05) L TRSNDHDO T, RIEOE & FIR L O T IRIX
0.05 mg/kg FRFE J OY 0.02 mg/kg 2 LHEE ST,

2 EE T RO R
EEtORRE  EEaEY R E R FIROHEED B TR oH E
(mg/kg) (mg/kg) (mg/kg) (mg/kg)
bR 0.350 0.005 0.05 0.02
a) 10 0HT M B D FEH)fE
b) FEHEfRAEX10
c) IEYE(RZ=x2xt (n-1,0.05)

4. F&O

EAE 53 BT U5 S OB R FRBRIE D 2 {EIC KO SRS ATBE, A A IER A A LTS 5L, IRRHHTiE o
EREICH LT, B RBRIEOE &l S ERZED b,

B F S BB E O 2 U VA HERR T D720, TR AR, A REEIER 28 SFEIZOFELL TS mg/kg K Y
50 mg/kg AH Y FIRINL, WINENGUERZ F 05 U 7ol B, BIIRIT 98.5~109.8 %, £ D UK EE I3AH %F
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FEHE(F 22 (RSD) £ LT 0.4~6.5 %D i 1M D7z,

F7o, AR TR E L T DAL AR E D R4y B D O 56 O BLHIE 2 28 E B IS - TR b e
2,000 mg/kg FEEEL/RHZEMD, OFEL T 2,000 mg/kg FA Y EFAL, FMNEIEER 2 I 56 7=k 3,
[ 1% 105.8~108.2 %, & DI UNE B I3AH S E HE R 722 (RSD) L LT 0.4~1.3 %D A A5 7.

W2, B FIRIZ 0.05 mg/kg EHEE S, LLEDZEND, IEEHERER VAT SRR 0k, A R ekt
FOORSHIZEBNTS, FES, & FREFDOH —RBRE D2 N HRIN.

BEEROIZ L0 E R T EUR E SRS TR0, ARRBRIE A B IR & ORI R o OFRRIE IS

W CEDLFARVERER A T HZENHERSNTZ. ZDTEND, 2008 45 RS B i i & D F i o %
U, ARERBRE AR R R A (2009) (IR ST,

XM

1) AR IE « SOE Rk 11$7ﬂ 28 H, IEHER 111 5 (1999)

2) BEMOKPER G ERHEREE IR S X W @ AR O E B & B O DO, BIEERL 20 422 A 29
H, BMKPES SRS 320 & (2008)

3) RAROKPEA BB BN ST T IR AT IR, pa132~136, M FVE N B AR IERE R E 2, B
(1992)

4) EMOKPEL L - 2R A BRI T R MEOHIEICOWT, K 204E4 H 1 H, 20 12255 3749
5

5) RRBEA, AHAME, HEERR, BAM — GRIERTOORE —nITEOLR—, IE
BHIFFE A, 1, 74~81, (2008)

6) EREM, HEMERES, I HsLEE 5RO OFNE — LA —, B RE, 1,
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Validation of Atomic Absorption Spectrometry for Determination of Arsenic

in Fertilizer
Yasushi SUGIMURA', Naoki ASAO" ® and Shinjiro IDUKA"

" Food and Agricultural Materials Inspection Center, Sendai Regional Center
? Food and Agricultural Materials Inspection Center, Sendai Regional Center

(Now) Fertilizer and Feed Inspection Department

We validated a method using an atomic absorption spectrometer for determination of arsenic in fertilizer.
An open digestion with nitric acid-sulfuric acid at 170~220 “C and perchloric acid at 300 ‘C was used to
solubilize arsenic in a sample, followed by procedures using an atomic absorption spectrometer connected
with a reduced arsenic hydride vapor producing device. A good linear correlation was observed between the
data obtained by this method and the data by an open digestion according to the Official Method of Analysis
of Fertilizers published in December 1992 over the range of 0.0~28.8 mg/kg. The accuracy and the precision
were assessed based on the result of 3 replicate determinations of 5 samples spiked with arsenic at 3
different concentrations (5, 50 and 2,000 mg/kg). The recoveries from samples at concentration of 5, 50 and
2,000 mg/kg of arsenic ranged from 103.5 to 108.6 %, from 98.5 to 109.8 % and from 105.8 to 108.2 %,
respectively. The relative standard deviations (RSD) were from 0.5 to 4.2, from 0.4 to 6.5 % and from 0.4 to
1.3 %, respectively. On the basis of 10 replicate measurements of a naturally contaminated sample, the LOQ
value was estimated to be 0.05 mg/kg. These results indicated that the method is valid in determining

arsenic in fertilizer.
Key words  arsenic, fertilizer, producing the arsenic hydride vapor by reduction, atomic spectrometry

(Research Report of Fertilizer, 2, 18~24, 2009)
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5-1 ARERFHROOOTUCTIFEZERAE
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1. [FC®HIC

AR EFL LB O KGR 2 LMK RS A, $RE O 53 fR B FR 278 Tl &P IC B RE = R T E
THMRSNLK 1) . P37 T7IRDDIE, 2O RIEFRETOAERY T, MEEEAL IS R 2 R >720
EHROMEERIND R ZF SR EDBMENRHLD, 2 BIMFET D5 G ITMMICFEE L
LT ZENHMON TS, 20D, AERBVICBWTHIKEZ P TODY TP TINMEEHZLLTOE
AENERDSED 20 %L FEHIRINTNEY.

BAE, IEBSHE ICBWTHIREZ T O LT U O TINMEZOSHI= VT T =V R F kL
FERALTOWDR, ZOFEIIEHTLREOAFRRNETHLI LN EJICERMAZETLIE0D, Mg
LRI DT o DT IRDO L ThDEmdRIK 70~ N 7 EIX0 RIS E ‘T 528
AR E T o7, e, AKER AV FEPICE A T2V TP TINMERICOVTHZ
B DR AT o7z,

fIKEFR — AR
!
STFFIN - R — TUE=T — e

! T
VT VTN R H \ I "
(HyN),C=N-CN RALRCINHI ) A

1 AIKZE R D57 iR

2. MERUAE
1) SHRAEMOHRHE
FBL TODAIKESR 3 ML A IR E R AVLRRIEER 4 (G 7 50 45 2~3 kg Z7lBRAn &L TERIL,
DR THIPEL, HBIE 500 pm D520\ a2l I o RS L LKIR & LTz,

M) RO PETH R e B e s — L L 2 —
Pl B AROKEE Y B R RN A — L s — (B IR BN AR AT
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2) HAEZDORH

(1) AZ/—/: HPLC ] Jx OVl 35K

(2) 7E&Rr=RJL: HPLC .

(3) TEbhr: k.

(4) v T UTIRICHN, ] AL A (Fe i sk NS d)

(5) PUTUUTINERER (1 mg/mL) : PV TUYTIN01 g ZO O RILICEY, ZOE &% 0.1 mg
O ETHETD. LEOAY ) —NENMZTEML, 2ETT7A23 100 mL (IZBLAN, R ECRE
WA Mz 5.

(6) VTPV TINEEYER (100 pg/mL) : P37V TINEEER (1 mg/mL) D —EREAX ) —/LT
AL, DTV TINERERL (100 pg/mL) 23535,

(7) MEBRAY YT PTINERER (10~50 ng/mL) : f#HEFCO TP 7 IR (100 pg/mL)
D 5~25 mL Z2 877 A7 50 mL (ZEPERIICED, MR ETAY ) — L E MR 5.

(8) MEMAT LT UV TINEARER (1~5 pg/mL) : FHFEICRERHA YT U7 INERERR (10
pg/mL) D 5~25 mL 22877 A2 50 mL (B EICED, fEMRETAY ) — V&2 5.

3) HERUFE

(1) @mdEEra~~r o7 BHESYEFR LC-VP 2 U—X

(2) 71724 :Hibar LiChrosorb NH,(N £ 4.6 mm, £ X250 mm, KI5 um) , ShodexSilica C18M 4E (N
£ 4.6 mm, £ 250 mm, Fif% 5 um)

(3) LM : Retsch ZM100

(4) #EEHHE: AUXH KM Shaker, #A7 7% RECIPRO SHAKER SR-2w

4) DVFTUUTIRDBEIE

(1) BHA R O R

IIHTEREE 1.00 g Z 8D EY, ke = A7 T 22200 mL IC A2, A%/ —/L 100 mL Z 2T 10 43 RY
BT, BiE%, BRI EA T T 7 4% — (LR 0.45 um) TAHIBL, @ilkiksa~vrr o712 it5
LB IR ELTZ (K 2).

[ S 1.00 ¢ |34 =75 22 200 mL

— AH J—) 100 mL
| fliH | 1053 BHRVIEE
| 73!‘@ | 27T 7 B —(FL820.45 um)
| ?ﬂuli |E ik n~ T

2 VT UVTINOREBRIETE——]
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(2) ME

M BRI HER 10 pL 2@ @A 7 u< 5712 EAL, £ 1 OFETRIEL, bt — 7 miE
AL EDLREMAER L. BEHAR 10 pL @Rk a~ 7712 EAL, B — 7 mfE m S
MORBHRI T O TP TIREERD, Sl ol &t S E s E 2R H L.

3. BRRUEE

1) BIEFHGOBRE

B3 B L B DREBRL BRI A D43 BT T, A%/ — /LTI L NH, 17 2% W, BRI T &k
ZRNIARE )= VT D270 TODY (GoE 1, £ 1). — 05, SR ATEEY TIET7 £ b Tl
L. 2 UB-0DS BT L% WD Tk (GF 2, £ 2) bRtili SN TWDI2), ZRHD 2 JEIZ DWW TR 21T
ST VT UV T IR REAY ) — NV RO T B NATTE L TRERERZ TR, &0 1 OS2 THMr
L7z2a<hr T 0% K3 KON 4 1R LT, R 1 TIEV VT oo TIROE — 2 b thoe— 7138 TEY,
1~50 pg/mL OFPHTIE, EHRLHI LT o7, Fh 2 TRV T PT7INOE =7 DEZ MO —2
MBI, BENFEL /DL, HitoTLEST. Fo, S 1 TiX 1~50 pg/mL OHLFH THREMR ITERIEE
ALK 5), AH%OBMFHISEML: 1 TIToZeeLi.

#1 R
by P g AR ) — )L
HPLC#& & EHERERTR LC-VPL U —X
oA Hibar LiChrosorb NH, (FN4%4.6 mm, 250 mm, KifE5 um)
1T LEE 30°C
VAR T h=R)L- A% )— )L (6+1)
i 0.5 mL/min
g & 215 nm
22 &2
EiiilARpAYLS 7k
HPLCHE & EERERT R LC-VPY U —X
VAT ShodexSilica C18M 4E (N£%4.6 mm, 3250 mm, KiFES um)
T IR E 30C
VA Bl T Er=RL-K (4+1)
Vi 0.5 mL/min
B R 215 nm

2) HHEEREORER

HEER3 B T BRI 10 0 &7 > TWD. IR ZE 5 K OB A AEENE T, il R O e 38
o7z, HMHIEEE 2 5~30 23 RIE LT LIz BITIX 6 IR LIZERY T, SR I XD R D=
FRONRD 0T, ZOZEnD, S%ITHIHRFHZ 10 43 TITHZ&E L.
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‘;\/\ } om
X3 Dd 1 pg/mL (51 1) X4 Dd 1 pg/mL (514 2)
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3) SRR O EHETORREIZDOLT
JREHZHFOTTFINE, BIBZEORETHNREALIV T UV TIREARDY, 250 THRERIC
\/‘/77/‘/7‘#75%%5}2?%)7 EMENBDT-0, T sEHR I O ECTORFEIZ OV TRFTEZ T 7.
AIKREFZREHNT, BTV 7B ETORMIZOWNT, 0~240 70 EL TRETLIZRERZX 7 1I2RL
7o Yo7V 7B EFTOR M Z K<T DI O THIEE D @E<ARD, 240 43Tl 0 3L ~K 2 50
WEM LT oTo. ZOTENPLHTREHEEE CEXLET B T2 XL ERHLZ LN DI T2, Fiz, 77
Hr B OREITHIEE T OULERDD.

Y

(—R$o) MAE
(9]

1.0
0.5 |
0.0
0 60 120 180 240
fiiH ETORFHE (5)

7 BTV BRI E O

4) Fn[E YL R

£ K % 3 K OB BN U2 BHGGRER A5 R AR 3 IR, 3TV TIR(DA) LT 6 %Kk
0.6 %AH Y E 2N L7z ekl 2 DT 5 TR & B L 72824, FHENRIL 94.9~101.3 %
FTr95.6~103.5 % T, ZAHAEDIK URE EE AR I HEIR 722 0.7~2.0 % &% 1Y 0.4~1.7 % Th -7z,

23 WINEIGRER

B4 IR SEsyEm? PR’ BEERE R
AR (%) (%) (%) (%) (%) (%)
fIKEHE] 6 5.94 98.3 0.10 1.7

........ 0038 . .....06 _ ....0659 1035 . ...0009 13
IR EEFR2 6 6.12 101.3 0.12 2.0

........ 0044  _.....06 ....0653 . 1ole6 0002 .04
{ERAEER 6 5.99 96.9 0.04 0.7

........ 0176 __.._.....96 _ __.._....0769 . ..988 .00 _ L7 ..
{ERkAEER2 6 5.70 94.9 0.04 0.7

0.000 0.6 0.574 95.6 0.005 0.8
B AR 6 6.57 105.1 0.08 1.2

0.263 0.6 0.600 100.0 0.006 0.7

1) RBPICEETHOLT U TIN(DA) OE A E
2) SAOHTREBRODEHHE
3) EHERENODIE A EEELG &, EE RN E CBRUZAE
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5 EETROER

FIKZE B R O AR Z VY, 37 U7 INOE & T RMER OB e R4 L2 1082067
R AL L7225, EHEBMIZZNL0.062 %K% TR0.020 %, M0 U IXEH I HEfF #£0.001
% Cholz. ERE FRITEERAX10, /o, Bl T RITEHERZEx2xt(n-1,0.05) ELTRSNDD T, K
HEOEE FIRX O FERIZ0.01 %F2EE & T0.006 %FefE EHEE ST,

4 ERTIROMER
AIRZEFRI  ALAIEEH

) TE BAE(%) 0.062 0.020

FEAE(R 72(%) 0.001 0.001

7B T FR(%) 0.01 0.01

R T PR (%) 0.006 0.003
4. FEO

WAL RN HI A DT o P TIRD L CTHL @ RIR K/ a~ N 7 AIRERITBITHY VT
YUTIRMEREFZOSHIISHLIZ. A%/ —/L 100 mL T 10 23y MIRVIEE-%, @mEiRkrn~rrI77(c
g pzLlcdy, MENOREIERTHIETET .

ZOHECEY, STEEOV T NEEMAL, DT TP TIRELTNEIL6 %MK TN0.6 %ML TR0 E Y
B A S HE L7 R, AR T 94.9~105.1 %K% TN 95.6~103.5 % C, Z VD M0 I UKE FE 1A 1
YEMRZZ 0.7~2.0 % 0 0.4~1.7 % Th-o7=. £/, & FRIZ 0.01 %EHEH ST,

B

ZORBROEMICBONTERIAFETERKKSH LR —T Ik RS 7 2 2174k E
TFELTRBHNZLET.

X

1) EMOKFEA 5 IEHBURR A I S & B AR O N E S Z ED D5 OM, SIE AL 20 4 4 A 1
H, EMKPES SRS 320 5 (2008)

2) ERRER, EIOMLE, SEE: B A EREE (b T, p.37~45 (1997)

3) JRAMIKPER B SEBR BEEAN A JE T - AEBF AT i, I EIHE N B AR IEREE T2, B (1992)

4) BUEFIEZ . GT REMEIEER AT, p.80~81 MRS AR E A, HAL(1988)

5) AFEWEL, SESIEE . ILERSCIE, & A e, SRR O 2 BRI R HTIE, p.187~190 BEXSALEE
&, B (1962)
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Validation of High Performance Liquid Chromatography for Determination of
Dicyandiamide in Nitrolime

Masakazu SAIKI' and Miyuki ASAO?

" Food and Agricultural Materials Inspection Center, Sapporo Regional Center
? Food and Agricultural Materials Inspection Center, Sapporo Regional Center

(Now) Fertilizer and Feed Inspection Department

We validated a method using high performance liquid chromatography (HPLC) for determination of
dicyandiamide in nitrolime and compound fertilizer with nitrolime. Dicyandiamide in these fertilizers was
extracted with methanol. The extract filtered through membrane filter was analyzed using HPLC. HPLC was
performed with an aminopropyl silica gel column (4.6 mm internal diameter, 250 mm length) 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 6 and 0.6 % of
dicyandiamide ranged from 94.9 to 101.3 % and from 95.6 to 103.5 %, respectively. The relative standard
deviations (RSD) were from 0.7 to 2.0 % and from 0.4 to 1.7 %, respectively. On the basis of 10 replicate
measurements of 2 naturally contaminated fertilizers, the LOQ values were 0.01 %. The results demonstrated
the validity of HPLC for determination of dicyandiamide in nitrolime and compound fertilizer with

nitrolime.
Key words  dicyandiamide, nitrolime, high performance liquid chromatography

(Research Report of Fertilizer, 2, 25~31, 2009)
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5-2 BRERFHPOCUTUUTINEERAE
— SR BR L —

AR, TBASF L !
F——FK VT VTR, AIRER, @R~ o7k, LR

1. [FC®HIC

BULE . IERIHTIE (1992 4F) VI AIREB R T ODT T oV TIRMEZEORRIELL = LI T =)b
RFEEERAL TS, LinL, ZOHEEFHEHTRENATRETHY, FoERICERMEZLE LT
. EHELI, ML OV T O TIRORBRE THLEmEIEIK /< N T EE WD R
0, TOHICHSE IS ERTHIEZME LIZY . 512 ISO/IEC 17025 D PR IFIH THhHaRER i il 0 bL ik ik
BRIZ2WT, ITUPAC OFERIRB T mhan &2 B 1 C@mlikikr/a~ s I71080 0V T O TINEE R
ORBRIEOLFRBREE LML, HEML S OHRBREROMEEEEZHEL-OT, TOMELRE T 5.

2. MHRUVAE

1) £RFABZAHH DR

FIREFR 3 B ML OAIKER AV AR 2 5 (GE 5 J) 4 2~3 kg R E L TERIRL, B =— 4%
WCANTEE L. B OB e (Retsch ZM100) TH BIZ 500 pm O 55\ a2l 2 THAEL, IR
B LT[R Rl Bk 2 R L 72

A FERBR R 2 ¢ 28 =—VRICANEEH L. — 07 7Nl et 35720, £t
O REEEO S [FFER HBABI ORI 2 RINDOFE 5 OT VAo, R AR (10 R) 2S8R
FIZEATLT.

2) XE

HRREICREL TODIROOE A O mEiR iAo~ I 7 B 2 L.

3) PVTFTUUTIRDBEIE

S ATRER 1.00 g 2 200 mL e fl & = A 7T 2|2 &0 ED, A% /—/L 100 mL /1% 10 53 RHEVIRE,
ZD LI A PTFE AT 50 74 NZ—TAHBULT-AHE, X3 0 8X10° g(10,000 rpm) T 5 4y (i
D BELT BV R AR BHR IR E LT, 2 ORBHE IR Z @ik 7 a~ I 712k, B — 2 mfE X x &
SMBRBHAIR P O TP TINEERD, GBI hO T 7 o OTINREAZRH LI (X 1).

HECHT> T, FRREO SRR 0~ T T7 DT IEICEST.

D) B AROK E VY B e Al 2 — AL 2 —
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4) HRFRBRAABMOYEEESR
IUPAC/ISO/AOAC DEREFRBR 7 rha L DM BRIZHE Y, 425 0 FEE R H B2
U110 B AP X0 A R BHZ DX 2 ST T ) I TH L.

[ Ohrakkl1g B =475 22 200 mL

— A% J—/L 100 mL
I Tl | 1053 IRV IE-H
%Iﬁl }‘/72‘/\7\1}1\/5 —(fL££0.45 pm)
Fo T 057 BfE(10,000 rpm, 5757)
?E'Jlﬁ |mEi A a~hr 57

1 7V TINORBRETR——]

5) HRFEHER
ARECS L 11 BBRELEA L@ HR Ao~ 77 K OBTAILLTOLEBYTHY, ZhEh
DR BB TEA L 10 FUEHZ DWW T 3ITHE > TRlBR 2 F2 i L 7=,

VYA U ARKE I AX~v—PR—- b F—
(GL-7400 Series, Inertsil NH, (IN%8 4.6 mm, X 250 mm, KI5 5 um))
RS EER AT v ¥ —  HEEE T
(EHB/ERT LC-10A Series, Unison UK-Amino (N£% 4.6 mm, £ 150 mm, Ki£E 3 um))
BRbF LRSI Fif LY

(TOSOH-8020 Series, Unisil Q NH, (P& 4.6 mm, X 250 mm, $7£% 5 um))
MEIEN BRSOt % — 2B

(BEBERT LC-20AD Series, Mightysil NH, (PN 4.6 mm, =& 250 mm, Ki£E 5 pm))
WA N B AR E =

(B EBERT LC-6A Series, Shim-pack CLC-NH, (PN£& 6 mm, £ & 150 mm, KifE 5 um))
MNIATBOE N BMOKEEHE Z 2Bt o & —F ' v & — KIRFEB T

(Agilent 1100 Series, Mightysil NH, (£ 4.6 mm, & 250 mm, Rif% 5 um))
MNIATBOE N BMOKEEHE Z 2Nt o Z —flikte v & —

(Agilent 1100 Series, Hibar LiChrosorb NH, (% 4.6 mm, £ & 250 mm, Fi£E 5 um))
MNAATBOE N BEMOKEHE 22t o 2 — et & —

(HEWLETT PACKARD SERIES 1100, Unisil Q NH, (PN£% 4.6 mm, £ & 250 mm, K% 5 pm))
MNIATBUE N BMOKEEE L2t 24— iRt % —

(Agilent 1100 Series, Mightysil NH2 (% 4.6 mm, £ 250 mm, F2£8 5 um))
MNEATBOE NBMOKEH & 22t v 7 — it o % —

(Agilent 1100 Series, Unisil Q NH, (£ 4.6 mm, £ 250 mm, KifE 5 um))
MNEATEOE N BMOKEEE 2RI v % — E&DE 2 2R A0

(BEBERT LC-10A Series, Shodex NH-5A (PN£% 4.6 mm, & 250 mm, K 5 um))
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(50 HNA)
3. WERUER

HREABRARHOHEMHHER
iéj'féf‘ RER O EAED S TUPAC/ISO/AOAC DHFRERER 7 by O - 7a it ik ICRk Sh T
Y () ICHWARGHEY 2R 1 IORL. B L% 2R R U O #E G 823 Z o) i I
L, B, REHE OMAHERER 21T 0.9~7.7 % THHIEND, 2 TOHhEFER HHUR A e [F 3 Bk
WCHWATZD DY ENEZA THZ 2R L.

2 2 2
S sam = Fio%an1 + Fos™an

5 am: BB ORE S #E (B OIEOB AT, 0 £75)
§%an R LD 4y 8
O an: A AT RETLRBI D5 (6%a=(0.3%0,)° 50, 1% Horwitz O3 12 X0 H )
Fi, F2:10 #UBHZ 2 ROHMT CHIELIE B D7 774 —
(F1=1.88, F, = 1.01;critical values for homogeneity testing(Appendix 1))

F1 VT TIRDE ;j)friﬁénu ui%oD{h%
AL OFESH i e fE R T YR 2

2 2
F 10 all+F25 an

(%) (%) (%) S s
fIKEFE]L 0.0246 0.0006 2.4 2.54E-07 6.06E-07
IR EH2 0.164 0.002 1.3 3.01E-06 1.39E-05
IR EFHS 0.266 0.003 1.1 2.08E-06 3.53E-05
BoA IEER 0.133 0.010 7.7 0 Y 1.23E-04
B & R 0.418 0.004 0.9 0 Y 7.64E-05

1) 1030 s PR T 50T O R -4 7 B fif

2) FBHE OFE (R 74

3) FEHHE O AH I (R 7

4) 52 DEHIER A DIE ThH-T-DTOE L=

) HREFEBRBERUSNANERTE

FARBR BN S S FRBR 2 # 2 1R U2, % RO B O BR S % TUPAC O 3L [F
B b Ot > TREFLEE L7, RBRE O B Z2 i H 3572912 Cochran DO E K Y
Grubbs DI EZ ERML72LZA, 11 MBREORBREADOODLAIKEFR 1 T2 #lBR=E, AKEHF2 T1LR
= OGRS E LS Tz,

3) BHTRERUVEMBEREE

SR A BR AN U7 BB AR L0 B L7 SR, OF 1T A YE (R 22 (SD,) , #H % £ ¥E (R 7= (RSD,) K& OF
HorRat & (Ho,) I ONZ 22 [ 7 B A e 7= (SDr) , FHXIAZE #E{fF 72 (RSDR) & OY HorRat i (Hog) 25 3 (7R
L7z. HorRat I35 H7 7 1L DK FE DFFAM A3 5728 ﬁﬁb\%hfio“ﬂ Ho, i% RSD/RSD, (P) &% O} Hog (%
RSDg/RSDg (P) IZLV3RDBNDT. 728, RSDr (P) 1L X & & EAD Horwitz 212X 0sk®, RSD, (P) 1X
Horwitz RUZFRH (1/2) ZF U TRDS 2. Shhfil %Eﬂf%w_nﬁﬁﬁma@Tri’ﬂ 1% 0.0321~0.410 % T
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D, Z® SD, & T SDg 1% 0.001~0.007 %L T* 0.001~0.008 % CT&HY, RSD, & X RSDg 1% 0.7~3.2 %MK N
1.9~3.8 % Td-o7-. £7=, RSD, &2 O} RSDg DA 12 V% Ho, & T Hog 1% 0.24~0.94 & TX 0.37~0.72
THY, Wb 2 LT Tho7219.

22 VT UUTINOFEIRBREAE (%)

B KA AIREEFR2 AR EE T3
A 0.0310 0.0314 0.165 0.165 0.264 0.265
B 0.0323 0.0307 0.149 0.151 0.251 0.254
C 0.0319 0.0335 0.159 0.164 0.243 0.243
D 0.0329 0.0354 0.155 0.152 0.245 0.246
E 0.0319 0.0310 0.153 0.150 0.249 0.250
F 0.0375 ¥ 0.0390 ¥ 0.164 0.166 0.236 0.235
G 0.0331 0.0314 0.164 0.164 0.243 0.246
H 0.0320 0.0331 0.155 0.156 0.241 0.241
I 0.0317 0.0331 0.165 0.163 0.242 0.242
J 0.0307 0.0312 0.172 2 0.159 ? 0.248 0.243
K 0.0354 ¥ 0.0374 ¥ 0.156 0.162 0.239 0.234
PR Bl A AEEH Bl & AEER2
A 0.126 0.128 0.418 0.417
B 0.121 0.122 0.418 0.421
C 0.125 0.123 0.406 0.400
D 0.128 0.129 0.406 0.402
E 0.123 0.124 0.402 0.403
F 0.120 0.121 0.409 0.420
G 0.123 0.124 0.415 0.408
H 0.122 0.122 0.406 0.400
I 0.121 0.122 0.414 0.402
J 0.124 0.124 0.418 0.407
K 0.122 0.123 0.422 0.401

1) ELFERB IS MU= O (EAR[R)
2) Cochran7 AN LB/ UE
3) Grubbs T AL D4 E

3 FRBR AR O MR R R
#E rE@?  sp”  RSD,Y  Ho,” SDR”  RSDy”  Hog"

ABOFESH

=3 (%) (%) (%) (%) (%)
AIKEF] 9 0.0321  0.0010 32 0.94  0.0012 3.8 0.57
A IKEEFR2 10 0.159  0.002 1.3 0.51 0.006 3.8 0.72
AIKZEFR3 11 0245 0.002 0.7 0.30 0.008 33 0.67
Bl A AERH 11 0.124  0.001 0.7 0.24 0.002 2.0 0.37
B A AR EE2 11 0410 0.007 1.6 0.71 0.008 1.9 0.41

1) fEMTICAW-RAEBRE

2) I (n=3BR B EOEUEHL (2))
3) PHTEEERZE

4)  PFTHE R e 2=

5) {F{THorRatfE

6) =[P BLEEE(R A=

7) = ELE R R =

8) =ZE[H 5 HiHorRatfE
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4. FEO

11 FBREICBVT 5 800 (10 7)) OAIREHR K A IKEFE AR AR Z W Ty 77 IRk
FtBRa ML, SEERr 0~ I71280 00 7 o P T INM R HRRIEOFAM AT 72, T OfE &,
S W] P HAE G A R 221E 1.9~3.8 % CThho7=. F7=, TOFEMIZH V5 HorRat fE1E 0.37~0.72 THY, 2
Z TFES>TWEZEND, %ﬁ%ﬁ@??ﬁ@tbi& (R DAEER 1L O = ] R BUR B 1T 2 T2 i Th o7z,

BEMIC IO EHiPH, N EEEDR EPRFISNTERY, KBIEITAIKER L PAIKERZ AVAL
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Determination of Dicyandiamide in Nitrolime by High Performance Liquid
Chromatography: A Collaborative Study

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

A collaborative study was conducted to evaluate high performance liquid chromatography (HPLC) for
determination of dicyandiamide in nitrolime and compound fertilizer with nitrolime. Dicyandiamide in these
fertilizers was extracted with methanol. The extract was injected into a high performance liquid
chromatograph connecting aminopropyl silica gel column Dicyandiamide was detected with UV detector.
The samples of 3 kinds of nitrolimes and 2 kinds of compound fertilizers with nitrolime were sent to 11
collaborators. The samples were analyzed as blind duplicates. After removing the outlying data using
Cochran and Grubbs outlier test, mean values were from 0.0321 to 0.410 % for each kind of samples. The
relative standard deviation (RSDr) for repeatability ranged from 0.7 to 3.2 %. The relative standard deviation
(RSDg) for reproducibility ranged from 1.9 to 3.8 %. The HorRat values (RSDgr/predicted RSDg) ranged
from 0.37 to 0.72. These HorRat values indicated that this method has an acceptable precision for

determination of dicyandiamide in nitrolime and compound fertilizer with nitrolime.
Key words  dicyandiamide, nitrolime, high performance liquid chromatography, collaborative study

(Research Report of Fertilizer, 2, 32~37, 2009)
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6 BENfEEEHRIOTNTSTEESHTET(HR-GC/MS)iEIZLD

BREEH DO (A4 XS U5 RE & DT

BESEAIEY !, AR | MR T2
F—O—F ARV, BREENE, SO MRET A n~ N T T E BIIATIE,

1. [FL®HIC

TAF X R, IR ORREE - BEAIE O e CIE R FEEASNDFRBEIE A G R E C
HY, Fio, W EITKHEBREA]ELCTHE A S PCP L ONCNP A HFIZ AR ML L TH Tz, Afkh
(IR ENTZF A AT L HHIE, DNA 126958 2 DFERICL > TRA M, [EHHIEEORMEZ D T
BKHETRTEZEZLNTWDY ., L A4 TV HHITZ O BRI > THEIEA AR D Z L5 T SRR
B (WHO) 12 ko TRk 2 Al 67 50 (TEF) MBFE S A, & A4 o B R Rl # B IR IC B W TRV LY
X7 (LLF, TPCDF W), ), MUY R - 3T -4 %0 (BLF, TPCDDJ &V, ) Rk
T —RUEEE 7 ==L (LT, [Co-PCBJEWV). ) X AAF U HHEERL TNDY .

D=, B, AR, RESOBRERE T OLAAF L HFHOWEFIEDOTARTA L, ~ =2 T L5%S
TEINANTREN, EREFAEMTONL TNV, BB OZ AF X R EIED T ARTA L ZRESL T D120,
BEHRIC LT E K OB TR IEEL o D& A 2253 A OB E IR E B R D& AT O E B IEE EH
ARTA AT DIENTELZ L HE LY. S, AT R, Mo E L F U~k
Uy I ATHY, RAARTAL BT TEHLEZZ D10 W ZLind, AR ORFHIAL R & % O M E
JEAE &S Gl Uz, T A4V FIR D TR E N E~ =27 V)7 RO OF A 4% O
EREEETARTA L )P EB B LU0, MEE LR Z Xt R L3528 BRTLER 5 IEORE L DT I
TRER LB C LR M TRAA KL CGRENARZ L, X A4V EHOWEEToT2LA, i d T 5k
ENR{BoNTZOTEOMEEZHRET 5.

2. MHRUVFE

1) &H

WEL CWAHiER T o E=T, b7 E=7, JRFE, TEN VTERKEARFE (CDU), AV T F LT L
TENHEG R FE (IBDU), 782 FR AR, YA A K, EiEA A K, LA BEE, &IFED AR
BE, BREEME (2 ), HALME 2 ), FRERIN R+, Rl H ARk, B Ak, ek ikt (0 A
TUER=T), @ EALR R R OV A AR A B L S U TR IRL, WA E Lo, B2 B B
500 pm D 5HWEEIET DI REL THOH R R Z R R 7-.

U Ok B AR PE T B e AT L 2 — R AR L2 R A
2 Oh) BEAROK E VY B e AN L 2 — IR RN AR AT (BB A —
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2) HE

(1) ~FHo, by, Thhy, Dranri, 770 R OFEE TN L (BEK) 1357 A A% A0 o
FREEAE e,

() VAT AT AA X S T RIS VA7 7L (Wakogel DX, FlYEHisE T3 8) 2 fu iz,

(3) ~FHUPEEIK: Auto Pure WQ501 & O Milli-Q I THEHRLL 7=, ~F Vo CHEELT-.

(4) PCDD - PCDF #Z#£jZ: DFJ-CAL-A (Wellington Laboratories $, k(33 1-1 LY. ) ZH W
7z.

(5) Co-PCB fZ#Ej% : PCB-CVS-JQ (Wellington Laboratories ¢, flpki33 1-2 ©LEY. ) ZH -,

(6) PCDD - PCDF 7V —>7 w7 247 FHNEE#EWE : DFL-CL-A20 (Wellington Laboratories f, #H %
3R 13 DLy, ) 2.

(7) PCDD - PCDF U YA RA7 HNEEHERL . DFJ-SY-A20 (Wellington Laboratories $4, #HAki33%
1-3 DEEY. ) 2.

(8) Co-PCB ZV—>7 w7 ANAT7 AR YERR : PCB-LCS-A20 (Wellington Laboratories %, #H k1358
1-3 DEEY. ) 2.

(9) Co-PCB UL ANRAY7 FHHNFE#EWL : PCB-IS-A20 (Wellington Laboratories $¢, #pki%5& 1-3 D&
BY.) M.

(10) EEREMEEME: ~ 74 nr/ratl (Lancaster Synthesis e, LI [PFK W), ) &
80 °C THEFESH GC/MS DAA AR ICEHEE AL,

(1) ZFRITEMEEFE T Z(99.999%LL £) & H iz, AU AE@EME AU A5 Z(99.999%LL |) %
Hu-.

2) FERUHRE
(1) B fREEH Ara~ T 7 G BT Et
HAra~<r757: Hewlett Packard # HP6980 Series
BEoNEt: BHARE & JMS-700D, — E KA
(2) YorAL—HiEEE T TAR,. MEARICHELIZKRESOLDT, KaEMET L0 D
Dean-Stark 74 7 X GHERE 9 SmL) ZHE27-bD. 28 &£ 200 mL.
(3) MfasiA#k: ADVANTEC % No.88R (U i) 4% 28 mm, @& 100 mm
(4) KD B FRMLEE : MORITEX # EVAN-k
(5) m—&Y—=x 3K —%—: BUCHI # Rotavapor R-114
6) %@ VN7 NHT 2 SUPELCO®E @ VDTN HT A (HTLE (N 15 mm) 23 UB7 1009 g,
2% KEEIL VT DB VT 7V 3 g, UL 0.9 g, 44 %l FES U7V 4.5 g, 22 %hiEyiE Y
N6 g, VBTN 0.9 g TN 10 %iEEEEREE S V7L 3 g AR A TR TASNIZLD. )2 Uh
T2 g R OWREEF RN A (K) 6 g ZNEKRFLR TR TALE.
(7) AEPER VAT NI N—=2T1F 2 BRACF RGN IR 3 B V7 NS —= 215 2
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31-1 PCDD - PCDFEEYE)E (DFJ-CAL-A) DFH L

B LD 4 M OV FE (ng/mL)

L (R4
CS1-A CS2-A CS3-A CS4-A CS5-A CS6-A
1,3,6,8-Tetrachlorodibenzo-p -dioxin 0.1 0.5 2 10 50 200
1,3,7,9-Tetrachlorodibenzo-p -dioxin 0.1 0.5 2 10 50 200
2,3,7,8-Tetrachlorodibenzo-p -dioxin 0.1 0.5 2 10 50 200
1,2,8,9-Tetrachlorodibenzo-p -dioxin 0.1 0.5 2 10 50 200
1,2,3,7,8-Pentachlorodibenzo-p -dioxin 0.1 0.5 2 10 50 200
1,2,3,4,7,8-Tetrachlorodibenzo-p -dioxin 0.2 1 4 20 100 400
1,2,3,6,7,8-Hexachlorodibenzo-p -dioxin 0.2 1 4 20 100 400
1,2,3,7,8,9-Hexachlorodibenzo-p -dioxin 0.2 1 4 20 100 400
1,2,3,4,6,7,8-Heptachlorodibenzo-p -dioxin 0.2 1 4 20 100 400
Octachlorodibenzo-p -dioxin 0.5 2.5 10 50 250 1,000
1,3,6,8-Tetrachlorodibenzofuran 0.1 0.5 2 10 50 200
1,3,7,9-Tetrachlorodibenzofuran 0.1 0.5 2 10 50 200
2,3,7,8-Tetrachlorodibenzofuran 0.1 0.5 2 10 50 200
1,2,8,9-Tetrachlorodibenzofuran 0.1 0.5 2 10 50 200
1,2,3,7,8-Pentachlorodibenzofuran 0.1 0.5 2 10 50 200
2,3,7,8,9-Pentachlorodibenzofuran 0.1 0.5 2 10 50 200
1,2,3,4,7,8-Hexachlorodibenzofuran 0.2 1 4 20 100 400
1,2,3,6,7,8-Hexachlorodibenzofuran 0.2 1 4 20 100 400
1,2,3,7,8,9-Hexachlorodibenzofuran 0.2 1 4 20 100 400
2,3,4,6,7,8-Hexachlorodibenzofuran 0.2 1 4 20 100 400
1,2,3,4,6,7,8-Heptachlorodibenzofuran 0.2 1 4 20 100 400
1,2,3,4,7,8,9-Heptachlorodibenzofuran 0.2 1 4 20 100 400
Octachlorodibenzofuran 0.5 2.5 10 50 250 1,000
1,3,6,8-Tetrachloro[*C,,]dibenzo-p -dioxin 10 10 10 10 10 10
2,3,7,8-Tetrachloro[ *C,,]dibenzo-p -dioxin 10 10 10 10 10 10
1,2,3,7,8-Pentachloro[ *C,]dibenzo-p -dioxin 10 10 10 10 10 10
1,2,3,4,7,8-Tetrachloro[ °C,,]dibenzo-p -dioxin 10 10 10 10 10 10
1,2,3,6,7,8-Hexachloro[ *C,,]dibenzo-p -dioxin 10 10 10 10 10 10
1,2,3,7,8,9-Hexachloro[ *C,,]dibenzo-p -dioxin 10 10 10 10 10 10
1,2,3.,4,6,7,8-Heptachloro[ °C;,]dibenzo-p -dioxin 10 10 10 10 10 10
Octachloro[”C1 ,]dibenzo-p -dioxin 20 20 20 20 20 20
1,3,6,8-Tetrachloro[ °C,,]dibenzofuran 10 10 10 10 10 10
2,3,7,8-Tetrachloro[*C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,7,8-Pentachloro[*C,]dibenzofuran 10 10 10 10 10 10
2,3,7,8,9-Pentachloro[ °C,]dibenzofuran 10 10 10 10 10 10
1,2,3,4,7,8-Hexachloro[ °C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,6,7,8-Hexachloro[ °C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,7,8,9-Hexachloro[ *C,,]dibenzofuran 10 10 10 10 10 10
2,3,4,6,7,8-Hexachloro[ *C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,4,6,7,8-Heptachloro[ °C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,4,7,8,9-Heptachloro[ *C ,]dibenzofuran 10 10 10 10 10 10
Octachloro[*C,]dibenzofuran 20 20 20 20 20 20
1,2,7,8-Tetrachloro['3C12]dibenzofuran 10 10 10 10 10 10
1,2,3,4,6,9-Hexachloro[ C,,]dibenzofuran 10 10 10 10 10 10
1,2,3,4,6,8,9-Heptachloro[ *C ,]dibenzofuran 10 10 10 10 10 10
1,2,3,4-Tetrachloro[ *C,,]dibenzo-p -dioxin 10 10 10 10 10 10

—
(=]

1,2,3,4-Tetrachloro['3C12]dibenzofuran 10 10 10 10 10
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712 Co-PCBIEHEHR (PCB-CVS-IQ) DAL

BV D4 K ONRE (ng/mL)

L4,
STDI1 STD2 STD3 STD4 STD5
3,3',4,4'-Tetrachlorobiphenyl (#77) 0.5 2 10 50 250
3,4,4',5-Tetrachlorobiphenyl (#81) 0.5 2 10 50 250
2,3,3',4,4'-Pentachlorobiphenyl (#105) 0.5 2 10 50 250
2,3,4,4',5-Pentachlorobiphenyl (#114) 0.5 2 10 50 250
2,3',4,4',5-Pentachlorobiphenyl (#118) 0.5 2 10 50 250
2'.3,4,4',5-Pentachlorobiphenyl (#123) 0.5 2 10 50 250
3,3'4,4',5-Pentachlorobiphenyl (#126) 0.5 2 10 50 250
2,3,3',4,4' 5-Hexachlorobiphenyl (#156) 0.5 2 10 50 250
2,3,3',4,4',5"-Hexachlorobiphenyl (#157) 0.5 2 10 50 250
2,3'4,4'5,5'-Hexachlorobiphenyl (#167) 0.5 2 10 50 250
3,3'4,4',5,5'-Hexachlorobiphenyl (#169) 0.5 2 10 50 250
2,2'3,3',4,4',5-Heptachlorobiphenyl (#170) 0.5 2 10 50 250
2,2'3,4,4'.5,5'-Heptachlorobiphenyl (#180) 0.5 2 10 50 250
2,3,3',4,4'5,5'-Heptachlorobiphenyl (#189) 0.5 2 10 50 250
2,3' 4" 5-Tetrachloro[ °C,,]biphenyl (#70) 10 10 10 10 10
3,3',4,4"-Tetrachloro[ °C,]biphenyl (#77) 10 10 10 10 10
3,3',4,5"-Tetrachloro[ °C,,]biphenyl (#79) 10 10 10 10 10
3,4,4',5-Tetrachlor0[]3C,2]biphenyl (#81) 10 10 10 10 10
2,3,3',4,4'-Pentachloro[°C,,]biphenyl (#105) 10 10 10 10 10
2,3,4,4',5-Pentachloro[]3C12]biphenyl (#114) 10 10 10 10 10
2,3',4,4',5-Pentachloro[ *C,,]biphenyl (#118) 10 10 10 10 10
2'3,4,4',5-Pentachloro[ °C,,]biphenyl (#123) 10 10 10 10 10
3,3',4,4',5-Pentachloro[ *C,,]biphenyl (#126) 10 10 10 10 10
2,3,3'4,4',5-Hexachloro[ °C,,]biphenyl (#156) 10 10 10 10 10
2,3,3',4,4',5'-Hexachloro[ *C,,]biphenyl (#157) 10 10 10 10 10
2,3'4,4',5,5"-Hexachloro[ °C,,]biphenyl (#167) 10 10 10 10 10
3,3',4,4',5,5'-Hexachloro[ *C,,]biphenyl (#169) 10 10 10 10 10
2,2’,3,3',4,4',5—Heptachloro[13Clz]biphenyl (#170) 10 10 10 10 10
2,2'3,4,4'5,5"-Heptachloro[ *C,,]biphenyl (#180) 10 10 10 10 10
2,3,3‘,4,4‘,5,5'—Heptachloro[”Clz]biphenyl (#189) 10 10 10 10 10
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F21-3 PUEAER O

s =354
PR VIR DO FESE HLME R4
(ng/mL)
PCDD  PCDFZY—2 77 2347 FPNAE R 1,3,6,8-Tetrachloro[ °C,,]dibenzo-p -dioxin 20
(DFL-CL-A20) 2,3,7,8-Tetrachloro[ °C,,]dibenzo-p -dioxin 20
l,2,3,7,8-Pentachloro[13C1 ,]dibenzo-p -dioxin 20
1,2,3,4,7,8-Tetrachlor0[BClz]dibenzo-p -dioxin 20
1,2,3,6,7,8-Hexachlor0[13Cl ,]dibenzo-p -dioxin 20
1,2,3,7,8,9-Hexachloro[ °C,,]dibenzo-p -dioxin 20
1,2,3,4,6,7,8-Heptachloro[ *C;,]dibenzo-p -dioxin 20
Octachloro[BClz] dibenzo-p -dioxin 40
1,3,6,8-Tetrachloro[°C,,]dibenzofuran 20
2,3,7,8-Tetrachloro[l3Clz]dibenzofuran 20
1,2,3,7,8-Pentach10ro[13C12]dibenzofuran 20
2,3,7,8,9-Pentachloro[13Clz]dibenzofuran 20
1,2,3,4,7,8-Hexach10r0[13C12]dibenzofuran 20
1,2,3,6,7,8-Hexachloro[13Clz]dibenzofuran 20
1,2,3,7,8,9-Hexach10r0[13C12]dibenzofuran 20
2,3,4,6,7,8-Hexachloro[13Cl ,]dibenzofuran 20
1,2,3,4,6,7.8-Heptachloro[ *C,,]dibenzofuran 20
1,2,3,4,7,8,9-Heptachloro[ *C;,]dibenzofuran 20
Octachloro[13C12]dibenzofuran 40
PCDD - PCDFZU—2 7 7 2234 7 F P Y 1,2,7,8-Tetrachloro[ °C,,]dibenzofuran 20
(DFJ-SY-A20) 1,2,3,4,6,9-Hexachloro[ °C,,]dibenzofuran 20
1,2,3,4,6,8,9-Heptachloro[ °C,,]dibenzofuran 20
Co-PCBYY—> 7 o7 Z/51 7 P E E 3,3',4,4"-Tetrachloro[ °C,,]biphenyl (#77) 20
(PCB-LCS-A20) 3,4,4',5-Tetrachloro[ °C,,]biphenyl (#81) 20
2,3,3',4,4'-Pentachloro[°C,,]biphenyl (#105) 20
2,3,4,4',5-Pentachloro[ °C,,]biphenyl (#114) 20
2,3',4,4',5-Pentachloro[ °C,,]biphenyl (#118) 20
2'3,4,4',5-Pentachloro[ °C,,]biphenyl (#123) 20
3,3',4,4',5-Pentachloro[°C,,]biphenyl (#126) 20
2,3,3',4,4',5-Hexachloro[ °C,,]biphenyl (#156) 20
2,3,3',4,4',5'-Hexachloro[*C,,]biphenyl (#157) 20
2,3',4,4',5,5'-Hexachloro[*C ,]biphenyl (#167) 20
3,3',4,4',5,5'-Hexachloro[ *C,,]biphenyl (#169) 20
2,2'3,3',4,4',5-Heptachloro[ °C,,]biphenyl (#170) 20
2,2’,3,4,4‘,5,5'—Heptachloro[13C12]biphenyl (#180) 20
2,3,3',4,4',5,5'-Heptachloro[ °C,,]biphenyl (#189) 20
Co-PCBI V231 7 I NS e 2,3' 4" 5-Tetrachloro[ C,]biphenyl (#70) 20

(PCB-IS-A20)

3) BEAXE

(1) VoI AL —H K ORIV —2 T T AL T RN

IIHTEREE 10.0 g B> THEAMIC AN, ~/7us VY% FWT PCDD - PCDF 7Y —2 7 w7 Ao
7 FANAEHERR 20 pL & Y Co-PCB 7V —2 7 w7 A4 7 NAEHERR 20 pL ZHh R IChn 2 72, 20 kg
FAY— VEBRHSZ DI CANTE. Zhvae Yy 7 AL —fH & IZ AL, MLV 350 mL &= A%
FRICHEAEL, 16 FFfEY vy 7 AL —HHI LT,

Zam DN R A 40 °C DL F ORI ETIREACTE THE TN L%, ~F 45 mL &2
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A, A1 IS DRUBHA R L LTz

Q) W 1B IITNITEIONTTT 4—)

~FY 150 mL 22U BTN AT HIIZ, ~FY O E N FE CARIO LIEICETHETH FS
BCLE SN AT LETELT-.

YT TA=Z 300 mL ZLE BT NHT LD FICES, RENAIRE 2@ V7 N7 RN, K
AR CARD LEICETDETH FSE7z. BaFad~FHr 2 mL 5T 5 BEEEL, EiREZ B
AFNHT BINZ, IR E DT CTAHID ERICET2FE TR FSE72. BICAFH UK 200 mL 2% @)
TN HTINIINZ, BATF U HE 2GR | TR OF R TR S8 72, Ik E 40°C L F oK BT
0.5 mL F2E ETHUEIRML, Fi 2 (ot oAk e L.

(3) KR 2GEWIRS YD T NI NR— AN T LIa~ T TT 4—)

ARBHAR G R S VB F NV R =2 T NN Z T2, BRERZE~FY 0.5 mL > T2 [mEEL, ik
AT ZTZ. 15 S E L%, ~F 2 60 mL ZFEBT7LITMNZ, FR 1 iR E OFEE Tt TS
7.

WRIE DT TAKIO BNl LIRS, 7237722 100 mL Z{EMER I A7 NV NSR—2AHT LD FIZ
B, ~FH—r a2 (3+1)50 mL Z[E BT AN, B 1 FEEEEO#E TE /4 /L Co-PCBs
ZHL, W5 A OFREHRIRELT-.

RIS FE CAFI D ESsICE LR, IEMER VDT NI —2AHT K KEEL, #Hi7212 100 mL D729
BT I7Aa% AT LD FIZEE, MLy 50 mL ZFEAZLINZ, /1 EREREORET /oAb
Co-PCBs, PCDDs } U* PCDFs ## L, Ei4y B DFEHEIRELT-.

(4) PERE R OV DAL TN

5y A K& OVH 53 B OFUEHA TR A 1 mL LA FICHUERME (40 C)L, ZhEnDr T F F =y = (L
TIKDIET2) BB, RoE~FH 1~2 mL CEEEGL, Veik% KD EfERicabher-. &
(272 30~50 uL AN 2 7=, EFREN F T 20 L ETRMELE.

Co-PCB VUL VAL FINAEYERL 20 uL 25y A & OVE[ 4y B OE#ME# (2, £7=, PCDD - PCDF 'V
YOZNSNAT IR HERR 20 uL ZE 5y B OEMIKIZENZE L~ A7 VP TMR T, ~FH 0.2~0.3
mL TZNENO KD Effias DBEAZ TV, ZHEL FT20 pL £TEMELZ. /72 80 uL ZFH5y A DR
Ma I, ¥7z, /T2 20 pL 253 B DOIRMEIRIZE L INZ, GC/MS (2324 50k & LTz,

(5) HARIa~NIT7E & Hr

PCDD - PCDF & HFEHAR O EIZOWTIE, JESME 1 K2 %, /4L k Co-PCB Il & 7
BHA R & O /4 Lk Co-PCB JI7E A BUEHA R OB E T2V CIE, MESRM 3 2Lz, BRIt 4%
BIRAA L E=HV T (LUF, TSIM) WD NEIZEDAF VRIICEEEL, £ 2 IR TR E EN
EREYE O TEOT=L —AF L RO ay 7/~ A O- BHERE L. B & IEEAEYE PFK
% GC/MS DAFALBITE AN LIRNG, Oy I~ ADIGE NG E LD, S ENER K OGEHATR 1~2 uL %
GC/MS IZIEALTHIEZATVY, BE LB R OB EEIZHOVWTEH SIM 7~ T 55157,

MG ED —SDOE=F—AF L OE—VHRBOMBE AR, & 3 IR T RARFEHETFE
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— T DHIEEMRR L. 2 ORERIZ, v/~ ADET=H—F v FIVDOMEREITT-.

E - ARiEStE
WE FHEmyr~2RUTED SIM &
Iy fERE 10,000 LA 1
AF AL B EREAA AIE (BD)
A AL FIF — 140 eV
A AL FE 600 pA
AA AR IR FE 1280 °C
AT INEEE K 10 kV
SIM J&E#1:1 s EL'F (100~120 ms/ch.)

%ﬁ *t & ) ‘& . PCDD 4 # M {K, 1,2,3,7,8-PeCDF, 1,2,3,4,7,8-HxCDF, 1,2,3,6,7,8-HxCDF,
1,2,3,4,6,7,8-HpCDF , 1,2,3,4,7,8,9-HpCDF , OCDF, PCDDs 4 [f] % &,
HxCDFs [Fl (& K& U8 HpCDFs [A % {4
VY 7 L ETV—HT7 L (J&W B DB-5MS, N 0.25 mm, £ 60 m, HE 0.25
pm)
% ¥ ¥ — & A:He 1.3 mL/min
A7 LR R AR 130 °C (2 43PR¥F) , AR 30 °C/min, 200°C, F-& 5 °C/min,
220 °C (16 73 P+F) , FE 6 °C/min, 300 °C (18 /7R F£F)
OB A 5 AT UYL A (90 5)
FOBFE A IR 1280 °C
SIM 7' v —7 4k
1 (20.0~32.0 min) : TeCDF (M, M+2) , '*Cj,-TeCDF (M+2) , TeCDD (M, M+2) ,
13C,-TeCDD (M+2) , Lockmass (330.9792)
2 (32.0~36.5min) :PeCDF (M, M+2) , "C;,;-PeCDF (M+2) , PeCDD (M, M+2) ,
13C,-PeCDD (M+2) , Lockmass (380.9760)
3 (36.5~40.5 min) :HXxCDF (M+2, M+4) , *C;,-HxCDF (M+2) , HXCDD (M+2, M+4) ,
3C1,-HxCDD (M+2) , Lockmass (380.9760)
4 (40.5~45.0 min) :HpCDF (M+2, M+4) , '*C;,-HpCDF (M+2) , HpCDD (M+2, M+4) ,
53C,-HpCDD (M+2) , Lockmass (430.9728)
5 (45.0~50.0 min) :OCDF (M+2, M+4) , *C;,-OCDF (M+4) , OCDD (M+2, M+4) ,
53C1,-OCDD (M+4) , Lockmass (442.9729)

& 2
oy Mr kF S ) 'E : 2,3,7,8-TeCDF, 2,3.4,7,8-PeCDF, 1,2,3,7,8,9-HxCDF, 2,3,4,6,7,8-HXCDF ,
TeCDFs [l (&} O° PeCDFs [l & {4
7 L:FXeIV—AT7 5 J&W B DB-17, N£E 025 mm, EX 60 m, E/E 0.25

pm)

&
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B E

¥ — A A:He 1.3 mL/min
77 LR IR 130 °C (2 %) , A& 30 °C/min, 200 °C, F-J& 3 °C/min,
280 °C (36 7y £ FF)
OB A 5 AT UYL A (90 5)
ABHE A EBIREE 1 280 °C
SIM 7' v —7fk:
1 (20.0~35.0 min) : TeCDF (M, M+2) , *C;,-TeCDF (M+2) , PeCDF (M, M+2) ,
3C1,-PeCDF (M+2) , Lockmass (318.9792)
2 (35.0~50.0 min) :HxXxCDF (M+2, M+4) , °Cy,-HxCDF (M+2) , Lockmass (380.9760)

ESAE 3

5y MF %t 82 ) "B : Co-PCB % EAER

7 L:FYETU—HT A (J&W £ DB-5MS, N 0.25 mm, £ 60 m, BEE 0.25

pm)

¥ v V¥ — 4 A:He 1.3 mL/min

77 LR HEHREE 130 °C (2 /3PREF) , FHE 30 °C/min, 200 °C, H-ii 5 °C/min,
220 °C (25 73 PRFF) , HiE 6 °C/min, 300 °C (20 53 PR FF)

OB A 7 B AT VYRR (90 5)

FOBFE AR IR B 1280 °C

SIM 7' )L — 74k

1 (18.0~26.5min) :TeCB (M, M+2) , *C5-TeCB (M+2) , PeCB (M, M+2) , HxCB (M+2,
M+4) , Lockmass (330.9792)

2 (26.5~37.5min) :PeCB (M, M+2) , °C;,-PeCB (M+2) , HXxCB (M+2, M+4) , HpCB
(M+2, M+4) , Lockmass (380.9760)

3 (36.5~40.5min) :HxCB (M+2, M+4) , *C,-HxCB (M+2) , HpCB (M+2, M+4) , OCB
(M+2, M+4) , Lockmass (430.9729)

4 (40.5~45.0 min) :HpCB (M+2, M+4) , Cj,-HpCB (M+2) , OCB (M+2, M+4) , NnCB
(M+2, M+4) , Lockmass (442.9729)

&
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#F 2 EF=H—AFLORTEEER

SSHTRIGME (native) i E (PChy)
R4 " " n " " n
M (M+2) M+4) M (M+2) M+4)
TeCDDs 319.8965 321.8936 331.9368 333.9338
PeCDDs 355.8546 357.8516 367.8949 369.8919
HxCDDs 389.8157 391.8127 401.8559 403.8530
HpCDDs 423.7766 425.7737 435.8169 437.8140
OCDD 457.7377 459.7348 469.7780 471.7750
TeCDFs 303.9016 305.8987 315.9419 317.9389
PeCDFs 339.8597 341.8567 351.9000 353.8970
HxCDFs 373.8208 375.8178 385.8610 387.8580
HpCDFs 407.7818 409.7789 419.8220 421.8191
OCDF 441.7428 443.7399 453.7830 455.7801
TeCBs 289.9224 291.9194 301.9626 303.9597
PeCBs 325.8804 327.8776 337.9207 339.9178
HxCBs 359.8415 361.8385 371.8817 373.8788
HpCBs 393.8025 395.7995 405.8428 407.8398

HEREAEEYE (PFK)

318.9792 330.9792 380.9760 430.9728 442.9728

F 3 AT D RIRFENARIEAE L
(%)
IR ERY'E (native)

[ A " " "
M (M+2) (M+4)
TeCDDs 77.43 100.00
PeCDDs 100.00 64.69
HxCDDs 100.00 80.66
HpCDDs 100.00 96.64
OCDD 88.80 100.00
TeCDFs 77.55 100.00
PeCDFs 100.00 64.57
HxCDFs 100.00 80.54
HpCDFs 100.00 96.52
OCDF 88.89 100.00
TeCBs 77.68 100.00
PeCBs 100.00 64.45
HxCBs 100.00 80.43

HpCBs 100.00 96.40
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6) T —XfiEHr
A)@%ﬁ@ﬁ%

BEERR DWW EIZEVBFONTZIa~ T T AIZONT, Kot G E (s) OxGT 57V —2 T 7 AR
A7 MNIEEYE (CS) IO — 7 (A) D R ORI T ORI R R E L) — 0 Ty T AN
A7 NEEYEDE ORFE (C) Dz HWT, FTRUCKVFIXEEREL(RRF) ZH H L7, 5 BB & E v
HRIZOWTHRDIKL 3 [EHIEL, B IHL7 RRF 2 ¥ LT,

Cos A
ch AL

RRF' Wt S8 k (DL T IRIAE) oo eIk 4% 4

Ccs AEHER P DIV — 2T T ALY I NEEEY)E O
C, AEAEIR P DT R R E DR FE

A, IR O3 HT X R E O — 7 A

Acs  EERT OV Ty T AN FNIEHEY E O — 7 R

RRF* =

FIREIC ) — o T P27 FANEE R E D) o 2S5 A 27 FH N EE HE)E (SS) (23 A8 kI FE 4R
¥ (RRFgg) R AU KOFE H L=,

CSS AI&‘S
RRFSS - CS A ASS
RRFy,  :ZU— T o7 A0 RS YERDE k(DL [RIRE) 004 sof ek FEE 1% 4
Cgs AEHEE T DY T AL T NAEHEY) ' O i i
Ces AEHEIR R DI)— 2T T ALY FANEE Y O
Acg ARMER P DIV =T T AR NI EY E OY — 7 ihifE
Agg AR T DLV VALY NI REY) B DY — 7 i FE

B) [EIROMERS

REHAIR O E LV ONTZ/a~ N T MBI DIV =2 Ty T A7 NS E OY — 7
FEEVV DALY I NEEEYE DY — 7 T FE O b K O 3-D M SR EE AR 3k E V¢, Uz kv
=TT ANAY N IEYE DRI (rec) 7T HL L, ATALEREAEIZI T DRI EE R D=

rect = QSS X ! x100
ASS ch RRFg
rec’ V=TT AN NEEEYE k (VLT IREE) ORI (%)
Acg AEHEIR TP DIV — 2T T ANSA T I NFEREY) B OY — 7 1 FE
Agg BN TP O D ARAL T N EY) E O — 7 iR
Qg SRBHEI T DD A RA 7 N HER)E DU INE: (pg)
Qcs SRBHEIR R DI = T T AL A NEEEYE OTRINE (pg)

RRFg  HREBRIERIFICROT-IV =T T 2L NIEHEY E DOV P AL T N
K HEW) BT 0t 5 2 A0 o Je AR 3
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C) EE

AEHATR OB EIZIVEONT=/a~ T T 5 ETE W RE K O T 57V —2 T T ALY
FNAEUEY)E DY — 7 2 )7 B S, Z O FE e K O s 3 D48 xR AR B -V ¢, Iz X vk o
BT B EDORELZE L. 2 DDEF=S — (A FNENICONWTHEONT- K IBEZ L.

ck = ch ><—
A’és “RRF W
c SN RE k(DL T RER) Ok R EE (pg/g)
A, FRBHAE T DT xS E DY — 7 AR
Acs  REHEIRT D2V — T o T 2, 7 FINEE Y E O — 7 H
Qcs SRBHI HRIZIRINUT= 2 ) — 2 T 7 2310 7 N HE) - O & (pg)
RRF R EBRERLIEIRD T2 T R G E D7) — 2 T o 7T 23,7 NI E 535
b S AR 2K
A AR R (g)

D) FHMEE~O#HE
WREHWT, B OX A AT OB E (TEQ) 3R 7. 72k, mMESMif%%k (TEF) IX
2005 AEIC WHO 23#2"B L7 (3£ 4) 2 H iz,

TEQ= ) C* x TEF*

TEQ B OXAAFT D 2,3,7,8-TeCDD %R (pg-TEQ/g)
c” SRR R E k (CAFREE) OREHTIEE (pg/g)
TEF CBIHT RIS D 2,3,7,8-TeCDD 73 1M 25 4% 5



HR-GC/MSIENZ LB MRS AR R D & A 4202 AR TEVE O T

4 PR (TEF) | & TR (LOQ) & Ok Hi FER (LOD)

= g A -
s R TR g R R
(IUPAC No.) (WHO.2005) (LOQ) (LOD)
PCDDs
.......... 2’39778'T6CDD11003
192’39778'P6CDD .................... 1 .................... 1 0 ............ 0 3 ......
1,2,3,4,7,8- HxCDD 0.1 2.0 0.6
1,2,3,6,7,8- HxCDD 0.1 2.0 0.6
e 1,2,3,789-HxCDD 0.1 . 20 ! 06, ...
1’2’3’4’6’7>8'HPCDD ................... 0 01 ................ 20 ............ 0 6 ......
1,2,3,4,6,7,8,9- OCDD 0.0003 5.0 1.5
PCDFs
.......... 2>3’7’8'T6CDF011003
1,2,3,7,8- PeCDF 0.03 1.0 0.3
........ 2’3’4’7’8'P6CDF031003
1,2,3,4,7,8- HxCDF 0.1 2.0 0.6
1,2,3,6,7,8- HXCDF 0.1 2.0 0.6
1,2,3,7,8,9- HXCDF 0.1 2.0 0.6
...... 2’3’4’6’7’8'HXCDF012006
1,2,3,4,6,7,8- HpCDF 0.01 2.0 0.6
1’2’374’778’9'H9CDF .................... O 01 ................ 20 ............ 0 6 ......
1,2,3,4,6,7,8,9- OCDF 0.0003 5.0 1.5
/A )V Co-PCBs
3,3',4,4"- TeCB #77) 0.0001 2.0 0.6
__________ 344,5:TeCB_ (#81) 00003 20 06
_______ 33445 PeCB T (#I26) TTOA TR0 06
3,3'.4,4',5,5'- HxCB (#169) 0.03 2.0 0.6
B A GO PCBs
2,3,3',4,4'- PeCB (#105) 0.00003 2.0 0.6
2,3,4,4',5- PeCB (#114) 0.00003 2.0 0.6
2,3',4,4'5- PeCB #118) 0.00003 2.0 0.6
_______ 2344,5-PeCB _ (#123) 000003 20 06
2,3,3'4,4'5- HxCB (#156) 0.00003 2.0 0.6
2,3,3',4,4'5"- HXCB (#157) 0.00003 2.0 0.6
..... 234455 HxCB____(#167)_____ 000003 20 . 06

2,3,3'4,4',5,5'- HpCB (#189) 0.00003 2.0 0.6
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| I, | U Ak AL D 15 AR
<—CSIS

| i | oy vor AL —HiHSERE . 1605
|

| i | 2@ hr BT
T TR

| L[4y ] | IEER AT
T THR
—~FHr—TUraaAFy (3+1) TEH (A)

(EHE 7T A)
LT TR
(% i 53 B)
SS IS— —SS IS
| I | cc/vs

M1 BEEEE RN O A A AHREIEDOFIE

3. BMRRUEE

2.3) THRBLL =434 3B (CBERS T IERE 20 50 12O\ T, ARIEICRES TRILERL TE A A% 304
7EL, PCDD+PCDF # % &, Co-PCB BB L e HMESEB2R B LB R2R S IORLZ. Wi
DFREHIB N TY, By AE =L —DOELNE NCFRAT AT DX AFF L R OWNAEHEY)E O E %
PETHE—=2IEROONR ST, 1220, BEFRIEEHI DWW, IHIREZRME LA, BN
(i 38) N BIHT L, ~F VAT ENT, LRIV AT LA LENRST2T20D, ZDH%
DEEE LR L7257z,

(ZAFF T P FNARD PR AN E ~ =27 V) OREEE PN - T, & LR IR R & OV 5E {b ik
FEEHZOWTHH TR Z T L=, TORER, FRl~==7 /L0 B2 E & FR EOJHEMIT, %@k
NEEHZ 3T 3 AR S A7z, 2 O & O E B O BB T 2E A (Yo) (= E B 1 SV E it 2
/ CCRNEE 1+ EM 2) 2)) X 100) 1 X FEEMED =7 %LANTHY, [Fl~==T VO FEE B HED BK
(£30 %LAW) 7= L Tz,

FTo, 2V =0Ty T AL NI EE ORI REZ R 6 [RUIZ. ZNHO RN OFLFR L9k = 57
NEEFZ BT 52~117 % THY, [FAl~==27 /L OREEE BEREDER (50 %L E 120 %LL T) A 7235 D
ThHor-.

MR DOZ A4 X DT BIEE EHART AL [P TIX, FAAF VB L7t , WREELEE
LB VN TNTIT LI T TT SIEMNR T VAT Ay a~< T 72 K0k OV il L CRUBHA
RERHT DL/ TND. ZORBRBIEDI G, HRERLEIT, ZEOAHY, & GH, L85 EHRR
LARFHEDOREDTDOEIETHD. Tz, BBV NATAOFETAKIOREE Y 77 VDS g LB
DEENZETD. LoC, ME R BB ADEHI IR E L% &1, ZOBER F 8 3 IS 3URA ik & 77 U
LTh GC/MS TORIEITHELIRNEE Z DI, ZDOIEND, W82 F R < SERE R A B UEHR K D
RN IWNTIE, BRERALERICE 3 D E 3R] (2 B RRBE) 23 S, SBR[ o b A3 X L7z
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#5  EEEIEEI T OX A4 FORIE E(pg/g)
TN AT TF v
Wike7 kT [ NTER  TATER SRR
=T =7 R WER#AE  WERE AKX
(CDU) (IBDU)

PCDDs
e .2.’.3.’.7.’.8.' . TeCDD .................. ND ......... ND ......... ND ......... ND ........... ND ........ ND .-
12378 PeCDD ND. . ND. . ND. . ND.__ . ND. . ND.
1,2,3,4,7,8- HxCDD 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.
123789 HxCDD ND. _.ND.___ ND ND. .. ND. ___ND.__
1234678 HpCDD ND. . ND. ND. ... ND__.... ND. .. ND.
12346789-0CDD_ . ND. __ND. ND. .. ND. ND. . ND.
TeCDDs N.D N.D N.D N.D N.D N.D
PeCDDs 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
HpCDDs N.D N.D. N.D N.D N.D N.D
PCDFs
o AT TECDE ND.___. ND. __ND.____. ND.___ . ND. . ND.
1,2,3,7,8- PeCDF N.D. N.D. N.D. N.D. N.D. N.D.
e 23ATSPCDE ND.___ND.___ ND_ ND.__.. ND. ___ND.
1,2,3,4,7,8- HxCDF 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.
1,2,3,7,8,9- HxCDF N.D. N.D. N.D. N.D. N.D. N.D.
2’3’4’6’7’8' HXCDF .................. ND ......... ND ......... ND ......... ND ........... ND ........ ND
1,2,3,4,6,7,8- HpCDF N.D. N.D. N.D. 0.8 N.D. N.D.
1234789 - HpCDE ND. __ND.___ ND ND. .. ND. ____ND._
12.3:46,7.89-OCDE ND. . ND. . ND. . ND.__ . ND. . ND.
TeCDFs N.D. N.D. N.D. N.D. N.D. N.D.
PeCDFs N.D. N.D. N.D. N.D. N.D. N.D.
HxCDFs 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.
/> F WV Co-PCBs
3,3',4,4- TeCB #77) N.D. 38 N.D. 37 75 0.6 "
el 344,5-TeCB | @81 ... ND. ... 2.9 ND. ... Loy 46 ... N.D. .
L O3AAS PeCB  (#126)  ND. ND. ND. . ND. ND. . ND.
3,3'4,4'5,5- HxCB (#169) N.D. N.D. N.D. N.D. N.D. N.D.
B B e 5O
2,3,3',4,4'- PeCB (#105) N.D. 48 N.D. 73 61 0.6V
2,3,4,4',5- PeCB (#114) N.D. 3.6 N.D. 5.4 8.1 N.D.
2,3',4,4'5- PeCB (#118) N.D. 92 N.D. 81 130 0.8V
L 23AAS PeCB  (#123)  ND. 44 ND.__ . 35 . 53....ND.
2,3,3',4,4',5- HxCB (#156) N.D. 150 N.D. 1.7 9 N.D. N.D.
2,3,3.4,4',5'- HxCB (#157) N.D. N.D. N.D. N.D. N.D. N.D.
LAAASSIIXCB | #167)  ND. ND. ND. ND. .. ND. ___ND.__
2,3,3',4,4'5,5'- HpCB (#189) N.D. N.D. N.D. N.D. N.D. N.D.
Y
PCDDs+PCDFs (TEQ) 0.000 0.000 0.000 0.000 0.000 0.000
s Co-PCBs (TEQ) ... ... 0.000 . 0.009 ... 0.000 ... 0.009 ... 0015 ... 0.000_ .
#EF (TEQ) 0.000 0.009 0.000 0.009 0.015 0.000

1) ¥t TR (LOD)LL FERE T BE(LOQ)?E?%@%EIJE@
2) TE TRAROREMOBMARO B EEITOLL TR L,
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75 SR ET N 0D & A A3 L O I E B (pg/g)
EiE0A IIYA BIFEDA BRERN N
i ZPR [ 3i[ak s [3i[ay 3 HA HB
PCDDs
2’3’7’8'T6CDD ................. NDNDNDNDND
R 1 ’2’3’7’8'P6CDD .................. NDNDNDNDND
1,2,3,4,7,8- HXCDD 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
. 123789-HXCDD ND. .. ND.______ND________ND______ND.__
.. 1234678 HpCDbD  ND. ___ ND._ _____ ND.______ND______ND__
J12346789-0CDD . .ND._ _____ ND. ______ND______ND______ND__
TeCDDs N.D. N.D. N.D. N.D. N.D.
PeCDDs N.D. N.D. N.D. N.D. N.D.
HxCDDs N.D. N.D. N.D. N.D. N.D.
HpCDDs N.D. N.D. N.D. N.D. N.D.
PCDFs
e 23708 TeCDF . ND. ND. __ ND._______ND______ND__
1,2,3,7,8- PeCDF N.D N.D N.D N.D 0.5
e 23478-PeCDF ND. __.ND._______ND______ND______ND__
1,2,3,4,7,8- HXCDF N.D N.D N.D 06" 13D
1,2,3,6,7,8- HXCDF N.D N.D N.D N.D 08"
1,2,3,7,8,9- HXCDF N.D N.D N.D N.D N.D
o 2346,78-HXCDF ND. __.ND._______ND______ND______ND__
1,2,3,4,6,7,8- HpCDF N.D N.D N.D 2.4 2.7
. 1.2347.89-HpCDE . ND. .. ND.______ ND_______ ND______ND.__
1,2,3,4,6,7,8,9- OCDF N.D. N.D. N.D. 20 29
T  recpRs T ND. ND. T ND N.D N.D
PeCDFs N.D N.D N.D N.D N.D
HxCDFs N.D N.D N.D N.D. N.D.
HpCDFs N.D N.D N.D 2.4 2.7
J )V Co-PCBs
3,3',4,4'- TeCB #77) 0.6 " 2.1 N.D N.D N.D
hmmmmmaan 3’4’4”5'T6CB ...... (#81) ........ NDNDNDNDND
R 33,4,4.5-PeCB (#126) .. ND. .. ND.______ ND_______ ND______ND.__
3,3'.4.4'5.5'- HXxCB (#169) N.D N.D N.D N.D N.D
B e L
2,3,3',4.4'- PeCB (#105) N.D 180 b N.D N.D
2,3,4,4'5- PeCB (#114) N.D 9.7 N.D. N.D. N.D.
2,3'4,4'5- PeCB (#118) N.D. 360 2.3 08" 1.1 b
R 2',3,44.5-PeCB #123) _ND. 6. ND.________ND______ND.__
2,3,3',4,4',5- HXxCB (#156) N.D. 77 N.D. N.D. N.D.
2,3,3',4,4,5'- HxCB (#157) N.D. 16 N.D. N.D. N.D.
2304455 HXCB @#en . ND. .. 25 . ND. _____ND. ____ND. .
2,3,3.4.4'5,5'- HpCB (#189) N.D. 3.5 N.D. N.D. N.D.
PRI )
PCDDs+PCDFs (TEQ) 0.000 0.000 0.000 0.024 0.027
. Co-PCBs (TEQ) . ... ... 0.000 ... 0.020 ... 0.000 . ___ 0.000 ... 0.000____
&k (TEQ) 0.000 0.020 0.000 0.024 0.027

1) #H TR (LOD) L EE

ETIR(LOQ) RO E R
2) EE FEARMOREEOBIEIROFEM SR L TR L,



HR-GC/MSIENZ LB MRS AR R D & A 4202 AR TEVE O T

x5 ERREIEEITOX A4 L HHORIE [ (pe/g)

Ao AR pRERAN BREREE EIER

HA HB B+ Tk Tk
PCDDs
e 2378 TeCDD L ND. . ND. _ ND._____ ND._____ND.
e 1,2,3,7,8-PeCDD ... ND. . ND. _ ND._____ ND.____ND.__
1,2,3,4,7,8- HxCDD 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.
e L23.7.89- HxCDD L ND. . ND. . ND._____ ND.____ND.
. L2.346,7.8- HpCDD . ND. . .ND.__ ND._______ ND. ______ND__
(12346789 0CDD ... ND. . .ND.___ ND._______ND. ______ND__
TeCDDs N.D. N.D. N.D. N.D. N.D.
PeCDDs N.D. N.D. N.D. N.D. N.D.
HxCDDs N.D. N.D. N.D. N.D. N.D.
HpCDDs N.D. N.D. N.D. N.D. N.D.
PCDFs
e 2318 TeCDE . ND. . .ND.__ ND._______ND. ____ND__.
1,2,3,7,8- PeCDF N.D. N.D. N.D. N.D. N.D.
e 2378 PeCDE L. ND. . .ND.__ ND._______ ND.______ND.__
1,2,3,4,7,8- HXCDF 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.
1,2,3,7,8,9- HXCDF N.D. N.D. N.D. N.D. N.D.
234078 HXCDE L. ND. . .ND. __ ND._______ ND.______ND__.
1,2,3,4,6,7,8- HpCDF N.D. N.D N.D N.D N.D
. 12,3.47.89- HpCDF ... ND. . ND.__ ND._______ND.____ND.__.
(12,34,6,7.89-OCDE . ND. _ ND.___ND._____ND._______ND.__
TeCDFs N.D. N.D. N.D. N.D. N.D.
PeCDFs N.D. N.D. N.D. N.D. N.D.
HxCDFs N.D. N.D. N.D. N.D. N.D.
HpCDFs N.D. N.D. N.D. N.D. N.D.
/L Co-PCBs
3,3',4,4- TeCB #77) N.D. N.D. N.D. 40 0.7V
et 3,44.5-TeCB .. #81) ... ND. . ND. . ND._ .33 . ND.__.
e 330445 PeCB (#126) ... ND. . ND. . ND._____ ND._____ND.
3,3'.4,4'5,5'- HXCB (#169) N.D. N.D. N.D. N.D. N.D.
B e N O TSR
2,3,3',4,4- PeCB (#105) N.D. b N.D. 68 1.7 9
2,3,4,45- PeCB (#114) N.D. N.D. N.D. 9.3 N.D.
2,3'4,4'5- PeCB (#118) 08" 2.3 N.D. 190 3.6
e 23445 PeCB (#123) ... ND. . .ND.___ ND. ] T ND.
2,3,3'4,4' 5- HxCB (#156) N.D. N.D. N.D. 6.7 N.D.
2,3,3',4,4,5'- HxCB (#157) N.D. N.D. N.D. 0.8 N.D.
234455 HXCB (#16e7) ... ND. _..ND.___ND. .33 . ND.__
2,3,3',4,4'5,5'- HpCB (#189) N.D. N.D. N.D. 129 N.D.
Ak
PCDDs+PCDFs (TEQ) 0.000 0.000 0.000 0.000 0.000
e Co-PCBs (TEQ) . ... 0.000 ... 0.000 _____.. 0.000 ... 0.013 ... 0.000
&t (TEQ) 0.000 0.000 0.000 0.013 0.000

) R FER (LOD) L F e B FIR (LOQ) FE O Bl E IR
2) B TR OB (00 Bttt fh D B B30 LC R L7,
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K5 ERENIEE T OX A% L HHOREE(pe/g)

fERIE
MO mi e Wil
=7)
PCDDs
2,3,7,8- TeCDD N.D. N.D. N.D. 03" 04"
v 12378:PeCDD T UND, U UND. N.D. ND. . ND..
1,2,3,4,7,8- HxCDD 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.
P 1. Z?: ’.:i ’1’.8. ’.9._. .I:I.)E.C_].).]:.) .................. jN. ‘.I?.‘ ........ N‘.D.‘ .......... N:I.).'. .......... I.\I. ‘.D.‘ .......... N:].).'. -
1’2’3’4’6’7’8'HPCDD .................. N D ........ ND ........... ND ........... N D ........... ND
1’2’3’4’6’7’8’9'OCDD ................... N D ........ ND .......... ND ........... N D ........... ND
TeCDDs N.D N.D. N.D N.D N.D
PeCDDs N.D. N.D. N.D. N.D. N.D.
HxCDDs N.D. N.D. N.D. N.D. N.D.
HpCDDs N.D. N.D. N.D. N.D. N.D.
PCDFs
s 23,18 TeCDE .. ND. ... ND. ... ND. ... ND. ... N.D.
1,2,3,7,8- PeCDF N.D. N.D. N.D. N.D. N.D.
et 23478 PeCDF ] ND. ... ND. ... ND. ... ND. ... N.D.
1,2,3,4,7,8- HXCDF 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.
1,2,3,7,8,9- HXCDF N.D. N.D. N.D. N.D. N.D.
234078 HXCDE ] ND. ... ND. ... N.D. ... ND. ... N.D. .
1,2,3,4,6,7,8- HpCDF N.D. N.D N.D N.D N.D
234789 - HpCDE ] ND. ... ND. ... N.D. ... ND. ... N.D. .
123407189 OCDE ] ND. ... ND. ... ND. ... ND. ... N.D. .
TeCDFs N.D. N.D. N.D. N.D. N.D.
PeCDFs N.D. N.D. N.D. N.D. N.D.
HxCDFs N.D. N.D. N.D. N.D. N.D.
HpCDFs N.D. N.D. N.D. N.D. N.D.
A )V Co-PCBs
3,3',4,4'- TeCB #77) N.D. N.D. N.D. 2.8 3.2
3,4,4',5- TeCB #81) N.D. N.D. N.D. 0.6 N.D.
o 33445 PeCB_(#126)  N.D. N.D. ... N.D. . ND. ... N.D. .
3,3'4,4'5,5'- HxCB (#169) N.D. N.D. N.D. N.D. N.D.
B O Sl 1 &= S
2,3,3'4,4'- PeCB (#105) N.D. N.D. N.D. 7.5 8.5
2,3,4,4',5- PeCB (#114) N.D. N.D. N.D. N.D. N.D.
2,3'4.4,5- PeCB (#118) 141 b 09" 13 15
s 2,3:44.5-PeCB_____. (#123) ... ND. ... ND. ... ND. .. ND. ... N.D.
2,3,3',4,4,5- HxCB (#156) N.D. N.D. N.D. 120 1.7 9
2,3,3',4,4'5'- HxCB (#157) 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. 0.7
2,3,3'4,4'5,5'- HpCB (#189) N.D. N.D. N.D. N.D. N.D.
CuRcs
PCDDs+PCDFs (TEQ) 0.000 0.000 0.000 0.000 0.000
s Co-PCBs (TEQ) ___.._........ 0.000____..0.000 .. 0.000 ... 0.001 ... 0.001 .
¥t (TEQ) 0.000 0.000 0.000 0.001 0.001

T B TR (LOD) UL - B TR (LOQ) ok O I E T
2) e TR O I 0D Tk (R 0D TR S B30 L C R LT
3) fiTatER
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%6 JV—2 T T A7 DR R

= FRE Nk ) AR R B ) T e (B AR AL
RAME H/ME RKXE &MEI RXE &ME SXE &ME &EXE &IME
FPEE (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
(PCDD)
2,3,7,8-TeCDD 80 68 77 62 81 63 78 73 79 77
1,2,3,7,8-PeCDD 100 85 104 82 107 87 107 97 106 91
1,2,3,4,7,8-HxCDD 96 79 92 85 98 94 99 95 100 90
1,2,3,6,7,8-HxCDD 95 77 90 83 95 89 98 93 94 90
1,2,3,7,8,9-HxCDD 103 83 98 88 103 97 102 94 101 88
1,2,3,4,6,7,8-HpCDD 99 76 97 91 98 94 94 90 97 63
.. 12346789-0CDD ] 100 . 89 92 105 9% .. 9 97 __.100 52
(PCDF)
2,3,7,8-TeCDF 92 76 91 73 90 73 93 89 92 86
1,2,3,7,8-PeCDF 103 87 113 82 108 84 105 98 102 95
2,3,4,7,8-PeCDF 100 93 107 87 108 94 106 100 109 99
1,2,3,4,7,8-HxCDF 94 78 88 83 93 87 91 89 92 86
1,2,3,6,7,8-HxCDF 91 74 86 78 91 83 89 86 91 83
1,2,3,7,8,9-HxCDF 101 81 96 89 98 95 100 96 101 92
2,3,4,6,7,8-HxCDF 114 94 107 97 113 104 110 105 107 80
1,2,3,4,6,7,8-HpCDF 98 76 95 88 95 92 93 88 95 71
1,2,3,4,7,8,9-HpCDF 100 83 99 95 101 98 100 99 99 58
1,2,3,4,6,7,8,9-OCDF 104 82 103 97 109 99 105 101 103 52
(/> Lk Co-PCB)
3,3',4,4'-TeCB(#77) 93 72 89 64 96 58 95 94 96 82
3,4,4'5-TeCB(#81) 89 65 86 59 92 55 90 90 92 76
3,3'4,4'5-PeCB(#126) 107 93 107 80 105 84 102 100 104 97
3314455 HxCB(#169) 112 | 100 .. 13 9L 106 9 .. 103 .. 101 109 __ 102
(*& /4 /L FCo-PCB)
2,3,3',4,4'-PeCB(#105) 83 58 84 54 95 78 84 82 101 83
2,3,4,4'5-PeCB(#114) 72 52 71 58 80 57 78 59 89 56
2,3'4,4',5-PeCB(#118) 75 52 76 60 84 60 78 75 90 78
2'3,4,4',5-PeCB(#123) 78 52 73 57 88 66 78 75 90 73
2,3,3'4,4',5-HxCB(#156) 86 67 91 65 89 73 82 76 91 73
2,3,3',4,4',5'-HxCB(#157) 89 76 93 68 92 80 87 81 94 78
2,3'4,4',5,5-HxCB(#167) 86 66 92 67 93 65 84 82 95 80
2,3,3',4,4,5,5-HpCB(#189 106 83 117 93 108 95 99 91 106 86
4. FEoH

HERSE AR P OX A4 O EFIEELT, TR OX A4 O E BIEEHEATARTA ]
OB 2B WL Cili H FTRE CHAIMRFTLI2E 25, UL T ORERAZHE L7z,

(1) BB FRAEEHZ DWW T, F oI BRI B3 GO, /v AE=4—DFELI
W RNERAT AT DEAF T ASH R OWEEEDEORNEZ L E T 28— 75580 o7,

(2) PHTRBROAE K OV =2 Ty T 27 AR EM B OBIRIE, Wb A3 F 2 IS
%2 FEERANE ~ =27 V) D ORE EE O ER FIHAW - TH DO Tholz.

(3) LA LEDZEND, #7E % F A B B REEL O FBHA R O U I W T, B R LBl |2 2
DIEZERER (2 B FREE) NS, AR O Rd b3 K7z,
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Evaluation of Determination of Dioxins in Inorganic Fertilizer Using a High Resolution
Gas Chromatograph/Mass Spectrometer (HR-GC/MS)

Toshiaki HIROI ', Yuji SHIRAI' and Mariko AIZAWA?

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

(Now) Sendai Regional centter

A rapid method for extraction of dioxins (polychlorinated dibenzo-p-dioxins (PCDDs), polychlorinated
dibenzofurans (PCDFs) and coplanar polychlorinated biphenyls (Co-PCBs)) from inorganic fertilizer was
developed using a high resolution gas chromatograph/mass spectrometer (HR-GC/MS). Dioxins in
samples were extracted by the soxhlet extraction method. These extracts were treated without applying
concentrated sulfuric acid treatment adopted in the conventional method of the guideline for
determination of dioxins in feeds of Japan, and were cleaned up using a multi-layer silica gel column. The
effluents were cleaned up with an active carbon-dispersed silica gel reversible column to obtain
mono-ortho PCBs fraction and PCDDs+PCDFs+non-ortho PCBs fraction. The dioxins in each fraction
were analyzed using a HR-GC/MS, and then toxic equivalents (TEQ) of PCDDs+PCDFs, Co-PCBs and
the total value were calculated. Isotop-labeled substances were added into inorganic fertilizer as internal
standards. As a result, there was not a decline of the base-line of the lock-mass by the coexistence
material. The recoveries of each internal standards obtained from the determination of 19 samples were
within the range from 57 % to 117 %. The repeatability obtained from 2 replicated determination of 2
samples was within the range from 93 % to 107 %. The recoveries and repeatability satisfied requirements
of precision management prescribed in the Investigation Measurement Manual of Dioxins in Soil. The
soxhlet extraction method without application of concentrated sulfuric acid treatment was evaluated and
successfully applied for determination of dioxins in inorganic fertilizes other than clothing nitrogen
fertilizer. The evaluated procedure is a time-saving procedure and consumes less acid in preparing
samples.

Key words  dioxin, inorganic fertilizer, high resolution gas chromatography/mass spectrometry
(HR-GC/MS)

(Research Report of Fertilizer, 2, 38~57, 2009)
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7 FREEMEALEICSHTIARIVLOBHTBREDERS

R LY, R RENLY, RRRg !
F—J—F TEIRIEEL, 15, ARITA, Ao FaX— g9, ICP/MS

1. [XCBHIZ

FAO/WHO & [ SR B9 52 &5 JECFA) 28 1972 FICHRIV 2O HMEE WD TR L =2 8%
ZF, a—T w7 AEK B ST 1988 A5 JECFA OYAZ I OFE B S, B FOIRIV LD FEE
FEYEZ G CE. Z2ORER, 2006 F0H 29 [Hla—F v/ AZ BRI ETITHK, /NERE 10 B
BRI DWW CE BRI DN IR R IRE NIz, — 7, A ARDEWNIEHEIZ OV TIE, 2003 FOJEA T 8748 75
DFEIZEY, B E 2T BN EMEEEETMAFZHL TWDEZATHY, ZOFHERE RIZFESNT
JEA G BE NENEEEE RET T ETHD. £7-, ZORRRNAZBEZ T, BARKES TIE 2003 £
DO DOARIT LA RRET T — LEFRIE L, EEEY D AR LI B 95 0 BR 5 55 Ok % 725k K %
FhL TW5D.

TP OHRIV MTRRITAFIET DO DML, HATIZZDOZ DRI - BUSRFT O A4 PETE BN - TR
BT DHEK, BEEIVEBIN T, BUE, B AEEICESCROANIVLEREEIL, TXKELT
1.0 mg/kg Kiifi ] THDHA, TAUTH A LRV KO FEITEE L SdLEbIT, B 15805 Yu b (YR IC 5L
DSEREFEOXRNEMINL TS, £72, 0.4 mg/kg PLE 1.0 mg/kg K& A T2 KICOWTE, BlEH
WP LR A ESENDEEHIT, BRMITAKHOKZRVFETZD, AIKREIZR) HEZFHEICT 250
R AWMl ek 5K Y 23 ST,

AEEH O BRI AT ARG RIS SSAE RS ICLY, HEA R HRESSE CEAEZTFSIND i
KREBEDOLNTNDD, WE O HCREOEHAICEY HRICERE T 2 iEERH Y.

INETIZHE B RO RIT LD ESCAEY OW IR BB T 27 A M 2R 51132 <ATh it T\
25, JEEH D DRI MO T2 HEVI TOI TR, JEBHED I RIV AL, L Tl »
HBRTHHYT XL T LR~ T L[ARRIRIBEME DT RE TR D IHEWITRI S I, <IETECH RS
REOEREIL, MAEMIERAS pH ZLE I TKBILLIE, (EWICRINSNDEE 2 bILD. 22T, M
SEATBOE N AR K PE Y 2 22 2 5l 22— (FAMIC) TIE, {EWICRINES NS IEEHH SR DA RIY LW
WARIE D7D DEEREFIALL T, AL 18 A EITITUEE L2 IERH I E A SO RIY LA RERINZ 40 AT
L7, ZORER, BHE IR, GIRIEEE G KIETEDRIT NI RIV AR EIZH L TO ETH-T20, <
PETRIY LA HhE G A NIV LAOFNE 1T @V ME o7z, AL 19, 20 AL I &
NG TRIEEHR RO A RIT LAOWE P EOHB AN 1| FMOAFax—Ta BB L OHERSG 7T
A EBSHTEEE (LLF, ICP/MS SV IZEAEEICIVHELTZOT, ZOMERERE T 5.

o) BMOKEMBELESNE 2 —thE e ¥ —
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2. MERUAZE

1) HEREMRULIE

(1) fEERAEE

URTBTRAEE (BWRIV A4 3.98 mg/kg BiW)

BERIBIEIEE (IR A48 2.94 mg/kg H)

AL, BB EEZL, HEE 0.5 mm D550 EiELIZH D% iz,

(2) a4
HEER H OB L E IR 1 0L, HERIIE, BEZ 2 mm O55WEELIZE D% -,

K1 R OB LA

O (R HAR7 4 (kLK)
+ M L

Koy (%) 22.87
RRAKE (mL) 106

pH (+:H,0=1:5)"" 5.7

BRLEE (mS/cm) 0.04
HHEW (G2 247-0) (%) 22.87

HRIV AR (mg/kgizt) 0.43

2) HRAL#HE FERUVRESE

(1) % #

A FaX—FZ— (ZFEERI MIR-252), #H#KEE (ADVANTEC  CPW-100), & 05 BERE (H
N TS himac SCT 5BA), b—h7 my 7 RUNE iR 4L E (27— /L% A= 28 Digi PREP Jr.), TH{E
[E] 5 AR & O 0 (B8 PR L T3 % MK-41), ICP/MS (Hewlett-Packard & HP4500 (0~84 H H &k},
Varian,Inc.f 820MS (133~351 H H#lEL) ), pH A—% (U35 RAEFTHR F-54)

(2) #&% 2

PP 4 & 7522100 mL, PP flu—h, FVOFa—T7 K ONFVF o—7 FE VTR (3 —x
A28 |y 7 PP BRI 50 mL (7 AU ) (83 B 1 mol/L F2JE ORERIRIRIZ 2~3 B UL E
RIELTZ%, AKIEK, BHRKDIAIZHEE L THEA L. )

(3) AR

ICP JLHIR AW (SPEX XSTC-760A), i gz (£ 5 1.2 TAMAPURE-AA-100), >V
L, BT AR ORI DEUERR (FEHiZE T3 W% 08 A 1,000 mg/L), erU @by AR O
ZAEE— KTy (B RS k), EMEAR (ADVANTEC No.131)

3) HAERAE
(1) Ao FaX— a3 5
O #ABRX
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7. URIB IR AERHE I X
A BERTE TR NEEHR N X
v, MK
@ HiE R
0H, 1T H), H2E04H), F54Q28 H), HW(G6 H), 5 1208 (84 H), 55 19 1 (133
H), %23 (161 H), %6 28 # (196 H), % 50 # (351 H)
@ RERAIE
W e TS50 gD HFELAEIEEL 2.5 g Z BRA LB E — I —100 mL IZ AN, HEORKEKED
60 %IZ722 897K (ARGERITAE I L 72K I3 CTHRGUE 18.3 MQ cm BL ED#EHMIAK) 2Nz 72, HEEDHz
BTz = — 0 EEZ T AIE THEV 30 COALFa_X—F— 2 ATz, BEINIXS R LH
L7z, (1) PATRBREUE, ARBRXIZOWT, 558 B o 3 e L7, o, sBRII M i ic I sz i
TAHIENRRNED, 2 B EICE —h—0EEZEY, RETHKTEMFELE.
RELIEE Ao 7oh, B = —% A0 FaX—F =10 L, HEZE=— L RITBLISNT
BREGLE. 2O A IRIVAOE BT 2B L Uiz, $7, SHE OO Y5508 oK 5y D
HES P CHEME L.

15850 g Rz EL0)
+IEER2.5 g

I
I BE | ©—#—100mL

K (LD REKEDO0 %2725 8512)
L_T7rsiEchE |

I
| R | 30°C

X1 ArFaX—a R0 FE

(2) ICP/MS ([ZED BRIV LD JE &

3) D (1) TUELE HHEICOWT, L FOFEICEOE Y B IRIRTE Y HRIT A, RTEATRIV ALK
OUKIEMEARIT 2ZE R LT

O PNAHEHERR O Y

AP 61510 (R T AOFE #ER (1,000 mg/L) 1 mL % PP 4287521 100 mL (2&0, KK 20
mL, & 4 mL 201z, KCTERLZ. D 5mL % PP AL BT 223 100 mL (229, KK 20 mL, Az 1
mL # %, KCTEEL, WEHER (0.5 mg/L) L7, (X2)
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AT LK ATy
LEEHETE 1 mL

«—7K #J20 mL
—hHEE 4 mL
—/K (ERRET)

[ »EGmL) | PPi4AETZ23100mL

PPH#IEE 7T 22 100 mL

7K #J20 mL
—fiE% 1 mL
—K (HEfRET)

| NERHEK |

X2 PR HER O FTRFIE

@ PRIV LFEHER DO Y

ICP LR A (IRIVLHEE 1 mg/L)0, 10, 50, 200, 1000 uL ZZ 2+ PP fil 4 & 7722 100 mL
\ZED, K 20 mL, FYEE R O'WAEHERR 1| mL 2Nz, K TERL, PRIV LEHER (0, 0.1, 0.5, 2, 10
ng/L) L7z, (1% 3)

ICPULHIE AW 0,

IS
10, 50, 200, 1,000 uL, PPHU 4 & 77 A2 100 mL

7K #J20 mL
—THE 4 mL
—PEEHERR 1 mL
—IK (FEMET)

| HIE | ICPEL R/ E

X3 AR LEAER O R TIE

@ flit H ik

(1) ErVUBEREEIRIT A

A g 2% vy 7 PP BEILE 50 mL (229, 0.1 mol/L B vV AUy AFRHE 50 mL 21 %.7=. 30
CTIREEHERRED LIZ1%, 3,00 Orpm T 5 iz D0 BEL, 20 A 25 mL 2 ERRBRE (T
2—7)50 mL{Z&o7z. il 500 uL 2002, WV TREGHIILTE Y, b —h 7 my 7 BRUINES fig 2415 C 100
C, | BEfINB AR U7, fvn %, WEEHER 500 uL Z %, /KT 50 mL IZER L%, PP #le—hz v
THMmL, BEHERELTZ. (K 4)
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| AEH g | vy 7 APPRLE LS 50 mL
0.1 mol/LE' U R AU AVEHE 50 mL
| [ RS | 30°CT1E%
I
| D B | 3,000 rpm, 5451
I
[ omesmy) | FoFa—7
—ThH% 500 uL
| Pl | 100 °C, 1M
| Hhs | =R
—PEEYERR 500 uL
—7K (50 mLAZ#RET)
| 2 | AH3fE, PPl —h
I
| Wl E | 1CcPE RS ITER

X4 vr) BRI NI 2OH)E FIE

(i) <WHEARIT A

e g2 2ET7 723250 mL 1280, 2 %< X ABERYEHR 150 mL 201272, 30 ‘CT 1 FER][RIERIRES L
7ok, PP e — M W TABMLT. RO AR E ERRRE (7 UF 2—7)50 mL 1ZED, fiflE &k AT
YEWR 2T NZ 4 500 pL Nz, SHIZAHRT SO0 mL IZERL, sEhEik Lz, (X 5)

| AEH ¢ | &&772=250mL
—2 %< Z ABRTAIE 150 mL

| IR L) | 30 °CcimER
I

| A1tk | ~A#%37E, PPl —h
I

| Sy B (G ) | FoFa—7
—fil§& 500 uL

—PNAEHERR 500 pL
—25ik (50 mLIE#L £ T)

| e | ICPHE B prikiE

5 <EtEARIT LOMEFIE

(iii) AREHEARIT L

kS g 22 ETT 23500 mL 12ED, 7K 400 mL 2012 7=, IE T 30y MElHEsEEHLiz1%, PP o —
M AWTABLEZ. MEOAREZERARRE (FVF2—7)50 mL &Y, RNk OCONEERE T
500 uL MMz, SHITAHRT 50 mL IZERL, kEhaime Lz, (K 6)
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| SRS o | 47522500 mL
«—7K 400 mL

| ELR ) | =R, 3040
I

| 23t | A#3fE, PPl —|
I

[ oWGER) | FYVFa—7

—ThH% 500 uL
—PNAEAERR 500 pL
—Aik (50 mLE# £ T)

| HIE | ICPEL R/ E

X6 Kt RIw LOHIEFNE

@ ICP/MS |ZXBE &

@ THBLIZHBHARIZOWT, A PT LK RRYTLENEETLHREL T, IRIV L% ICP/MS (28D
HE L.

ICP/MS OWESRMITLL T DL ELT.

(i) HP4500 OHE S

RF /87— : 1500W
RF vvF 7 D2V
YTV : 7 mm

XY VT H A& : 1.1 L/min
YR TRIE : 0.1 1ps
S/C B : 2 degS

FE 57 IRF ] 0.1 sec
(i) 8208 DlE S

IR : 1.30 kW
TSR T a— : 15.50 L/min
1 Bl s : 1.55 L/min
= AN ADFRIL : 0.20 L/min
AT ITAFTr— : 0.95 L/min
YTV T T T A : 6.00 mm
VAL 7214 © 5rpm

AT —F 3 —{iE : 3.00 C
A3 R : 161 msec

BONREMIZOWT EEIK G E2MIEL T, 8 LR OARIY A& (mg/kg ¥ 142) IZHBE L.
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3. B

1) FRhnE IR ER

BRI A RIY Lot L= OFEHATRIZ, 0.5 mg/kg B HAH Y EOIRIVLEENL, 350721
IR IR R AR YE L R ORINCER 2 IR LTz,

AV VY LCEDMIETIL, IEMEAIRIV LR OVKIEMED RIY ADENLEL 92.3~97.1 % THoTZA,
2l R R VS IR I ADO BN 74.7 %li&D o7z, Py MIZEDHMIETIE, WThotikicksir
HHNIT LOELER I 89.4~98.5 %k, A2 VT AZEHMIELYEIL RN @0 o7z, FTe, ZIUDOFH R
(R 213 0.3~0.9 % THY, BTV AMILHHHIEIZB VTR 2 EfS SR UK E B S5 T-.

722 WRINIEIGRER O fE

NIZHE LR R SO A ik VRN g TR Y MR v

(mg/kgiiz 1) (%) (%)
AT R UEREIREME I RIT A 0.5 74.7 1.1
SERMEARID L 0.5 92.3 1.0

R\ (-4 £ S 0.5 ELFS S 04 ...
oYL Ea) U ERERIEME R IT A 0.5 89.4 0.4
STEMEAIRID A 0.5 94.6 0.9
IRIENEH I 0.5 98.5 0.3

1) 3BT AT BRARR D[RV =R

2) ERIBHAZEODARIVLDAHMEDHTE

GIRAEEHHE R DRIV LEZE Z HNDUIR EITBERTG IR AREHRIN X S AN X E D2 (LU T, 15T R
BHESROARIT ALY, ) OHEBEZIK 7, 8 IRL (WAERE L 0P U L) . 7eds, WRIV AR RITR#
IR 2 b L7aneE 265720, S EHIE LR -T2 ISILTGREEI ORIy A2 BENLEH L
TR OURGIRIEE B SEDO A RIT A4 E1E 0.19 mg/kg 5+, BER TG TRAEEH SK1X 0.14 mg/kg .+ T
HoT-.

(1) ealoBEREEIRIT A

LSRG VENEEL R O e BRI A E I RIT A3 0 H B @ 0.12 mg/kg #2175 14 H BHIZ 0.19 mg/kg
B ETEINLT. Z0% &2 2L, 196 B H T0.11 mg/kg #1272 ~72%%, 1EIE— TR 7=. BERk
VGIEAEER S TH 0 B B @ 0.05 mg/kg #2125 14 H B2 0.13 mg/kg #2 L FTHEMLZ, 20Kk 41
WAL, 161 H H T 0.04 mg/kg ¥+ >7%, 1FIE—E TR 7.

(2) <BEMEHRIT L
BB, URTGTEIEEH S OIAEME A RIT A0 0.15~0.19 mg/kg .+, BEAIG IR AEEFHE SRIX 0.11
~0.14 mg/kg ¥z - Th-o7z.

(3) KEEHHRIT A
R WIR R, USRIGIRIEEH SR D KIAEMEDRIT 2% 0.000~0.003 mg/kg §2 1, BepkiGIRIERH kI
0.000 mg/kg ¥z - Th-7-.
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7 L& (mg/kgrz 1)

\
3
~

AR

U b E(mg/kgH 1)

\
=~
~

AR

0.24

0.20

0.16

0.12

0.08

0.04

0.00

0.24

0.20

0.16

0.12

0.08

0.04

A
\
Rl e
..... o N g WU o LTI o VRPN o NSy PP o |
0714 28 56 84 133 161 196 351
BEEK (AE)
O Eul BRI NIV A - A KEMARIVA --0-- KBHEVFIVA]
B7 URIBTRIEEE DA RIY LDV HEOHR (WIEETHR  uv L)
% ‘‘‘‘‘ A—/’%“--v& ____________

———————— FaY
.
0 O O O O O O
0714 28 56 84 133 161 196 351

LR A% (HB)
O Eul  BEREEINITS - A- SEMEARIVA --0-- KBEHEVIRIVAL]
8 HERBETRIEEL ROV I MO IBOHER (FABHE T  m DT L)
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3) TEpHDZEL

HIRE N L7z B0 E A B O HIE 13 pH OEBE2MIZITHIENMEN TS, 15 pH

DEACIZED I RIV LD E MR DAL AR 5729, £ BRX O 18 pH (1 :H,0=1:5) ZHEL
7=. (K1 9)

IEIRINIX O 3 pH (3B YIM F 5.5~5.7 THY, IFEAEEL Uo7, LIRIGTRIEEHRINX O+
HEpHIZ 0 H HA 5.9 T, TO%B A KT THMMICHY, 56 B HT52 ETERTL, BIBIRITIE—EIC
2ol BERTG TR AREHAR N IX. 0O 158 pH (X5 # W H 5.4~5.9 THY, 1ZEAEEL LTz,

6.5

4.0

0 714 28 56 84 133 161 196 351
EEE%K (HH)

—O— LRBRIEBHENE - A BRIEERIEEHENK --0-- BHRMEX |
9 TEpHOZE(L

4. & =

1) REETRORKRE

ICP/MS (ZXDWEEHEILETIE, — X ICNAEEE TR 1T E LR O Eﬁ%%x*‘ WHDOM, A A AL FRF
—DEWHDERINT 218, A VT A, BT ALBE BIITARIV ALV, | RAAALZ X —
;UUI\"?A@8993 eV ITKILT, AT LN 5,786 eV, BV T LN 7.460 eV THY, a7 LD IFHIIRI
UL, F2, v Ny AR ENEOVREE T I A LTS A, YNy I RE SR D10l
A2 DEFNF—PHEESI, JETLEDHTICATALSNIRNZER DY, FRZHish, TRIV A, KERE
WO T L FEITA A ALSIUTNY L RINEN R BR TO K FEHRIR O A RI7 LR e n Y B im At
FIRIT LW 3~5 pg/L, IEPEHIRIV LD 1~3 pg/L, KIEVEIRIV LD 0~4 pg/L FLE THY, v al @@
HWIRIENE NIV AOBHEIR Tl ~ Ny 7 AR EREWEHELRE ST, T7ebb, tn)/ﬁ&iﬁ«ﬁz{aﬁﬁ%
SVLDRIETIE, M~y ZARERT, (VUL T LD RARIVLDOAT AERITIE T
728, AR E -T2 E 2 b7,
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LLEDZEND, KR TIIA L VU LIV Y AT SPIERE TR EL Tl Y B XDNTDT, Ltk
Te2y A IEIC XD HEE THEEE2T T

2) ERIEHBEDHARIVLDBHBEDHT

UIRIBTEAEAL, B85 Je IR Eb AL B e o v m ) o B Mk 7R M 7 R X A 8% 28 1 ) o 9] ¢ — B2 3
I THBERZITHA L, P TIREHRINE#Z ORIEICE > T BB m A b o7, B rl s BRI
PEARIT DI EFE B REARIVLE KL CNDEZEZLNDY . #oT, BB OARIT AMREREED
L EMEL T ERVIAENT L, R4 IS THID DORREIZRE 72 2E 2 b,

GIRP ORIV IR THZ Lo THIRLL, EM~OWRINPKIHSNDES 2 DD . BRI
TRAEEFE SR DB RIT MR ER 7 BEEAAL L7=<IAEE B 2 BN, BRI P L OB ESHERISh, KA
{bLpoTe & 2 b7z,

URTGTEAEEH S DRI R I AL R IR IEE AL B Lisd o7, LinL, URTGTRIEEHRINX
IZBWTC, BHEIEZE FNMALL TREERA A M ERR L, 188 pH 2ME FL7220 2V EE 2615 56 H B LI,
IREEMEAIRIY A0 ICP/MS JIEME (A A FREEAE) DML O 2 XTI R TEL 72D, FHEETHLIRIV LED
ENTHLINEIMUT. ZOZEE, URIGIEEEHSMX CHALNARED pH K FCTlE, IRIVADKE
{EIZMED LD Z D728, 15U AEEE O 18 B2 i SCER ME RN IS 0 TN BB PRk L7235 6, IR AAK
FALTHZEZRBRL TNWDHEB LI, Fo, EBEIEME KL LT-SA, pH IR TICKO KB (L LI
BOHRIT LADPMEBICRINEI, T T EEOEHDR BEHERE?? D720 ARIT AAVUKE LS, B
HINAER TR S AT A R IR M 32 T REPE Y B 2 BT,

PLE, R CIEIE ) U BIEREME IR ML D OB DT D0, SEEMEIRIT ATIZEALE
AL, KEEDRIT NTFEAER B SN -T2, o T, TEWICHEIT ARRIESNDIREE~D
TEEEACIT R o TEB 20N, SR OMFREEL L, (EWEREE LG 60 BI85 IRy
LOROHER, FIFEEBAIRIVLADIBRELL TE O THINHILTND 0.1 mol/L HEEE A RIT A
0. 2329 P TE L NFB 2 BTz

5. F&EH

T SV IG R IEE SR DO I Ry ADWE B REDHEB A A F 2 —a R K OV ICP/MS 12
FOEEICIOFELIZEDA, L TFTOZENRELRINT-.

(1) FINENGGRBR OFE R LY, 5 EORERTIE ICP/MS THRIVLZHE T HEE0NIE#E T 120
VU LN Y ThoT.

(2) BRI kO a) BRI VAE A RIT AT R MR ORI ©— EHIML CTHD, #HRrx 2D
THMHEM BT,

(3) VBIRHEEH SR OLIEMEDRIT AT, BRI FIFEA LB L L o7,

(4) VHIENEELH SR DOKEEMEARIT IR Y HIZEA RIS o7,

(5) UIRIGVEAERHRINX CIE, 138 pH 2ME N9 m A Abi7z.

X M

1) JRMOKPER JRSLAT BUE B 2 BR 5 B JE AT : KRR D A R WA D 726D DR R B~ = =27
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Jb, (2005)

2) A £ B AR RHEIEEFHERS, 71(2), 231~242 (2000)

3) R -AR VERE L RNE - K LT - S B R B - HOR R MERE, 73 (4), 391~396 (2002)

4) RFREA R TERT KL SR B R S - B R R ERE, 75(5), 605~608 (2004)

5) BRRTEE . RO ERYE, 67, 19~27 (1993)

6) UM ARTBINT -9 B - KT — B 55 117 [0l H AR S KSH#HEEE, p.734 (2006)

7) MK B8R SRR E IR R ERIBRIG AT SRR, 38, 55~94 (1982)

8) KA EtE LT IR 2 R R JE s, 20, 1~77 (1992)

9) JBJISCHT K H IR 3R G pE JE s, 35, 1~64 (1994)

10) ZEJFZZ 5% - P04 - FI 2 0 B AR HHER B HERE, 76 (1), 27~34 (2005)

11) EMRKPER - IMSTAT B L 2B B AN A 2 I - X A XD AR I RN D728 DO F i r~ ==
7, (2007)

12) B AE - PR IG: B A BB FHERS, 61(2), 134~141 (1990)

13) 7§ HREE B BFEEZANCRT Y7, p.193~194, FE A, B (2001)

14) EARMH] -8R HE - ARA R IE - WA E T B AR TR HERE, 65(6), 645~653 (1994)

15) ARFFZ-FHE PR - LRE— : B AR TR FHERSE, 74 (4), 493~497 (2003)

16) (LIRS —« TR S - R IE B - AMFIE . B A L IRE A B 54, 47, p.18 (2001)

17) AREBIE 2« A A B IEEFHERE, 69(2), 135~143 (1998)

18) BT FVT 4TV AT LA ICP B 'y diE HP4500 77V r—al U R7 v, 4-4

19) HE)IT VT 4V AT LA :4500/Chemstation A XL — a5l hL—= 7T % AN, f1§%-6

20) hEEERMEEZBSR: HIEE S A, p30~31, EFEH, HH(1970)

21) B L OBREIE, p.287~292, 7V TV VAT A, HAE (1997)

22) BRATRE —: LEEOWEEYE, 67,19~27 (1993)

23) i Hh 35 Yok SR MU O FE & IR DI RIV LD BDORIED FFiEEEDDHE S, B 46 4F 6
H 24 HEWREDE 47 5, BAKKIE AL 1246 A 1 BREFSE 58 5

24) KIIRERA B — BRI AR L T DA NI L 0 5 R 6 25 5 LI - HEE R %

Mk, (2004)

25) FUSTAT B R SEBR BE RN FE AT : AR A WA R AR D A R A5 YK B O ¥ b H il (7

TAR AT g —al) HBSE — B /e R AN HEE b xR Al & LTI RE —, (2009)
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Transition of Soluble Forms of Cadmium Derived from Sludge Fertilizer
Applied Soil

Taku FUJITA ', Tomoe INOUE ! and Manabu MATUZAKI*

'Food and Agricultural Materials Inspection Center, Osaka Office of Kobe Regional Center

In order to obtain the basic data for absorption reduction of the cadmium derived from fertilizer absorbed
by crops, transition of three soluble (pyrophosphate-soluble, citric acid-soluble and water-soluble) forms of
cadmium derived from sludge fertilizer applied soil was investigated. The cadmium content was measured
by an inductively coupled plasma mass spectrometer (ICP/MS) throughout the incubation period of one
year. Three plots were set up: a plot of 50 g soil added with 2.5 g human wastes sludge fertilizer as dry
matter; a plot of 50 g soil added with 2.5 g calcined sludge fertilizer as dry matter; and a plot of 50 g soil
added with no fertilizer. Each plot was incubated at 30 °C in triplicate and subjected to measurement of
cadmium on days 0, 7, 14, 28, 56, 84, 133, 161, 196 and 351. The measurement comprised of extraction of
the three soluble forms of cadmium, followed by measurement of their contents by ICP/MS, using indium or
rhodium as an inner standard element. First, the accuracy and the precision of measurement were assessed
using extraction solution spiked with cadmium of 0.5 mg/kg-dry. Judging from the average recoveries and
relative standard deviations, rhodium was suitable as inner standard element. Transition of the cadmium
contents for each soluble form originating in sludge fertilizers showed a similar tendency. The
pyrophosphate-soluble cadmium contents increased at an early stage of the incubation period, but decreased
gradually and stabilized at a later stage. Throughout the incubation period, the citric acid-soluble cadmium

contents changed little, and the water-soluble cadmium were hardly detected.

Key words sludge fertilizer, soil, cadmium, incubation, ICP/MS

(Research Report of Fertilizer, 2, 58~69, 2009)
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8 BEREMDIELELICETA2EETRIFDHR

FHERIR L, AT 2, S TE— °, RORH Y, MR E T 2
fE e U BT SCyE Y, WS EKE Y, Bl s S
X——F  BEFREM, VR, BELE, RELSE, K, BETHE, B hHF

M

1. [ZL&®IZ

HHEICK> TR T EEAEEMET-WIRSE R OB EM Lo THB T2 L3t Lo
JEIRE 2R 92720 I B THD. HEMEM IS oAy, EhERELETIWE,
MR, AEMEDENEG EINTVDID, ZROED iR TR SE DO EEN T D
NTNBHL 2D GEE, FWESE A Y O HZ2 R ARET 21 S3KO~OBLREELH, W RO 4
BT IE A Z R L, 2007 4E TIEK 550 T RACEELTWAY . F7, SERL 12 F 12T @R T I 5
G OFEWALE BT DB (BRI A NE) VRS, KER—RS OGN %187
WIBZEDJFEFEL T A7 035X TG 23T it TV b,

— 7, IERtOZ 270 HICEE T 5B .Lbm ED, WIBOEPE TRIZHITH I, BiE Y E, 1K
WO TRE DT TGS 0 b DS EE M T IR A5 o ff B R 23 b
250650, AR, HBRAFOTLWVIE~OBITHRBREIND. LoT, mWIBEEZAFEL TWHHEEY,
D %15 T, BEFREMOARM Ty 7 R OEOMIFERZIREGL, 8 #AMIWEBEESE, 20 W’
HIZBITA2INLDOR Yy OHEBETHE T L L.

LALZeis, B 0 Te WG OREBT DV TN TV T T LIRS TRy, Z
DIz, FEFH ST JIS K 0060:19920 %5 & Y TV T EAT 12, 2OV T IV AT )L ToMr
MRBIZRRL, SR 0 E, KELE, INIVA, 6, OF, ABERRAZ DA, CLAa/RRE R
FNZ DN TIWERF B OB O (L2 BB A L= T, TOMEEZHETD.

2. RBEMBRUVYUTIVITHE

1) WEREBEIR

EEPEM R DM S NIZAM Fo 7, Fiibh, Kk¥ad, HEEEEOFEMEZIRAL, KoEs
1Tol2t%, A O =— A T AN TREESE -, TEBICIRREACERYVEL Tr—2)—
BECHRAL, HFOTTONTRZRERLTIEWHELEZ. 28, "NVADJRIZH 7 B LT L —1ar LT

bR AR OK R T A 2 A B A o 2 — B A R 22 A A A

2 O) BEAROKEE W B 2 A il e A — IRA BN AR AR (B e e —

PO REARK PE Y 2 AT e 2 — AR R AR A (B s —

YO BERROK EE T B e R i e S — AR AR A (L) W e A W

SO MK PETY B L AT e A — IR BN A (B BRAWOKER R R R R L

A PR
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1Y) 725 B B (50~70 CRREE) 24T\, 8 FE DR EEIRE L/ D20 IOICHEE LT,

2) YT GEREUVYUTIVY FIE

FEM B ZIRA LB, REERG 277,470,651, 8 » HHBICKROFINETY 7V 7 LT (K
1)

FEX50 m OL—RICLIZTZWE MK 50 bz s EILTENEN 10 m DX a8 R L
BHRE O 20 HFOKERY, E=—L i —h FIJRTTRAL, KARBELE. & kR E4H
TV ST 3 EIfE L, TREERBRGL (2 kg FRE) L TE =— LIS I AT,

i ERe SRR

0

X 1

0

0

YTV T IO

OBk
00000 OO000O O000O0O 00000 O000O
O0000 OO0000 O0000O O0000O 00000
00000 00000 O0000O OO0000 ©]0]00]e;
00000 00000 O0000 00000 00000
20 » f 20 » f 20 7 f 20 7 F 20 7 F
! ! l ! !
OXx Rk
& 77 & o7 & 7 e 40 e 0
! l ! ! !
OB i

0

HBR G % 40°C, 70 BRI CT SR L, SRR B L. U0 50 L7 SRR 2 2 3 A ML
Li<t%, 83 OB C H BIE 500 um 0 52\ 258l 2 E CHFEL, AL TN ARELLEY.
228, SHT RN T RIS AR, RIS LT

3. HEBAE
1) BEEE
(1) @zl Kk 4y 3. METTLER TOLEDO # HG63 /N7 Kk 45 &f
(2) BREBEERERRFBNEEE: Fboth 2 —i SUMIGRAPH NC-220F
(3) WY HrEE . R ET R AA-6800
KRB F A E . HEHEREN R HVG-1
(4) TnigZrvu~hr 77 (GPC) : HEHEAEFT L LC-20AT GPC ¥ A7 A
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(5) HAZu~r T TI7E &R (GC/MS) @ BEREF L GC-2010/GCMS-QP2010Plus
(6) EFHiEMMR A/ ZRVAMRM BT EIT A~ ~7T77 (GC-ECD/NPD) : Agilent
6890A

(7) KEBATR AT EERE: BHARAL AV LA VELRA-3

2) ABRIRME
(1) K%
I B K 4y G2 DT AT HBCEFR ok 3 2 ES O L (K 2), (1) Kok TH o4 H e

DR R AR E A R H L2,
BRI () =A/B e (1)

A BRIRL7Z3 sk O & (g)
B: WO EUEOH & ()

ISHFRENG 5 g O XHEMIZEY, EX10 mmLl FIZyEiT 5.

1 mgETHEANET .
| ﬁzldfﬁé | 100°C
| ﬁi%ﬁ'@lﬁ%@T | 1E&
| E%lfﬁﬂﬁ | 1 mgETHEBEEZIETS.

2 IkoyaEte OB ERIE S L DTG IRIEE R
KoyaBriE 7o — —h

(2) FEFK
RBEIE R ER KRB EEELANVCON AR PTOERLES O L ORELEVERE L
(B4 3). 723, (1) THRONTZHE M EAREZ R Tz

FORZBEBLVEZLEEOGAHELE L
Lz, F72, Bon-RIEENOREERZL ((RELE EHEE

)R ML

| 9HTRRH0.1~0.5 g | IRBERAERZ0.1 mgDHTETRILS.
I

TRBETE 22

R SR E S [

X3 BREEEICIAERZ BN NRFBEERBRETD—2—k

(3) K%y

AR BB IES 1T Lo TR T I REE O IK  2 M E LT (1K 4) . 7eds, (1) CRLNTZEMHRE
FREERC T T DR yOEH BEFHLE.
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(4) DRIVLKOEH

AEAE 3 AT 151202 Ko CRBHA I AR BLL (4 5), IERHERBRIES ICX o TH oA B P o AR
TAKR O ERE LT, 723, (1) TR AR A R TN TR OAIRIVLL RO EH
BARHHLE. IRIVLAOEE FRIT 0.1 mgkg L, $10OE & FIRIZ 1 mg/kg £L7-.

| ofrakkf2g | 2201Fcky, | mgE THEEZHIET 5.

| RAk | EwRUF RTINS

| }7<|4t | 550°C, 4meRLL L

| ﬁﬁzl‘/% | Fvr—s—

| = %liﬁﬂfﬁ“ | 1 mgETHBEZHETS.

X4 JEEFROIK Sy ERET v ——h

[ #ratkls.00g | b=t —5—300mL
|

AL IEESN I I
JRAE 450 “CTHREL
|
| ity | =R

—fiHA%) 10 mL
— K 30 mL

| IR | WEEFMTEBY, 4R
| bulﬁil | R mEFoL, BokE
| ﬁﬁz"/% | =i
—Hif% (1+5) 50 mL
| e | mEmcEy, B
| e | =i
| %ZLIQ\%L | &&7522200mL, Kk
K (EERET)
[ %38 | ~uesfE
i (ARRLEUIN
(7RIY 2 228.8 nm, $1 283.3 nm )

X5 ARIV LK OEREBRE72——]h

(4) OF*

AEAE 3 AT 151202 Ko CRUBHR I AT RLL (X 6), IERFERBRIEY Lo THE T R o0&
ZRELL. ok, (1) THONTCEDREREZ R VT ORESRBOGAEEZHE N L. OFD
E& FIRIEL, 0.1 mg/kg &L7-.
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[ el 2.00g | F—t—H—300mL
—fygfE SmL

—fifiE 2 mL

—iBHEFEEE 20 mL

| JINER | EEHI B, ELENT E TR
|
| s £l

| JNEL | BEERILCRE, 6RER] iR

| MR | wEi

I e | =i\
—K

I JJDI’f}I | wEhmcEY, B

[ ﬁﬁzl‘/% | =R

| BLiAT | 287522100 mL
—IK (FERRET)

I %Ii@ | AHk3nE

| %iﬁ*ﬂrl‘lﬁ‘?ﬁi |

| HE | KB FE A AT & SR WO BT

X6 OFERERE7o——h

(5) B HEHE = R 7 BAl

FABF YT FLYE S WA B EZICL, T R OE LICEDR AR ZF KL, B g R a i & A
ra~v 777 (GC-ECD) Z HWTH# 2-1 OFMFETHELZ. o, SN S Ic O TH A~
7778 &5 HTEF (GC/MS) ZHWTE 2-2 VR 2-3 O THRER L. 703, (1) THELZZY
FAREBAERUCMPOARER AR A OGAFELR L. £, F#EE FRIZ 1 pgkg &L
7-.

F£1 FIEHra~ T 54

H—KHT A Shodex EV-G (N£& 20 mm, £ 100 mm)
VAN Shodex EV-2000 (PN£% 20 mm, £ 300 mm)
) sra~Fr — 7k (4+1)

itk 5 mL/min

PEHE A & 5mL

53 B 5y (AR R R A 70~120 mL

(BLRAaAR R B 60~85mL
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[ H#rakE10g | 200mL =f752a
<7 Eh=F)L—7K(3+1) 20mL
| . | 15 min
—7%h=FJ/L 100 mL
| ) | 3045
| %é%lléi@ | A#%(5HEB)
| ?@%E:I?;;%%ﬁ | 40°C
—fufI &K 20 mL
Z AT NES L T —h
VIEN A&E20mL
| WII% | 5 min

—~FH 20 mL TR BV (A H)
—~FH 60 mL GEH)

T Tt

| 40°C

—>ra~FHr—7Er (4+1) 10mL

V%27 ZA=adN
757

5mLiEA
STBESRIE R 1CED

I
53 X

| misy 70~120 mL

|
T Tt

| 40°C

T 2mL TR AR A 3EIE ()

A=V v N

Yy Ry F SRR T TE)P N (910
mg)

—~FHr—VF L —F /L (9+1) 15mL (EH)

I8

| 40°C

22 4-R)AF A H e —T R (4+41) 1 mL

GC-ECD (&)
GC/MS (Fe 2

AEHAE 1 pLiEA
HIESME #£2-1,2-2,2-312%%

7 AR AIEE 7 v ——h

2-1 GC-ECDZA (F piE 38 R A% HiAl)

VNN

RS
AEHE AR 1L
ARSI B
X UT A
Tt

TR HH # L
AATT T T A

DB-1701 (%% 0.25 mm, £ 30 m, 5 0.25 um)

60 °C (2 min) —20 “C/min—180 °C —2 “C/min—260 C—5 C
/min—275 °C (1 min)

Z 7Y A (1 min)

250 C

~VUr7 4 1.5 mL/min
B e A s (ECD)

280 °C

223 40 mL/min
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7<2-2 GC/MSEA: (M T3 7 7% Hi )
(GCHB)
VAT Rtx-1701 (% 0.25 mm, £ 30 m, &= 0.25 pm)
. 60 °C (2 min) —20 °C/min— 180 °C —2 ‘C/min—260 °C—5 °C
FHE A /min—275 °C (1 min)
ABHE A 1L A7V’ A (1 min)
AUBHE AR B 250 °C
T YT A ~VUr7 A 1.5 mL/min
AYA T AR 280 e,
(MS#E)
AT ALE—R BbZAA Ak (NCI)
A ACEE 35V
AT PRI E 250C
AF i EIRAA R HHTE (SIM)
7$2-3 GC/MSOWMEA A
HE R4 WEAA e AA
L 286 ...
a-HCH 71 255
B-HCH 71 255
y-HCH 71 255
CBHCH e ML, 255 ...
p,p'-DDE 35 37
p,p'-DDD 35 37
R D e (L
o,p'-DDE 35 37
o,p'-DDD 35 37
B i 33 eeeremennes 37 e
NS E T 35 300
cis -~NT AL TIRFUR 35 37
Lrans 727N 33 ] 3
cis -7 VT 35 300
trans -7 VT 35 300
FX T 35 315
cis-/ 17w 35 334
L A A AR 3 e 34 ...
TILRY 35 37
F AR 35 37
TR 35 37

(6) ELABARRRERH
fifl B} oy AT FEUETS 1D A Z L, X 8 K UE 1 ICKVREHAIRAF L, FAIa~vhrT7

=AY
HE=7

Hr

7 (GC/MS) ZHWWTER 3-1 KL 32054 THIELE. 728, (1) THONT-EWHE AL Z T T

B O L A AR R

HAOEEEEHEH L. 2, & FIRIX S5 ngkg ELT-.
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[ H#rakEi10g | 200mL =f752a
<7 Eh=FL—7K(3+1) 20mL
| . | 15 min
7 &r=kKJ/L" 100 mL
| ) | 3045
| %é%lléi@ | A#%(5HEB)
| {Wﬁ/&%fﬁ | 40°C
—fafnEK 20 mL
ZIMEFNEI L | AT—]b
B I 820 mL
| Wllﬁ | 5 min
—F L 20 mLCA GRS
—~FH 60 mL
| VT A | 40°C
—yrun~FPr =7 (4+41) 10 mL
TRBI R 5 mLEA
7 ?7 STBESRME F 1TED
| 45 B | sy 60~85 mL
[ eEE ] 40

—~FP 2 mL A RA 3 [E e

A=Y N0 AT

By Ry FF2mL 7 T7al L (910
mg)

—~FH 10 mL BeiF
—~nFH L —VF L —F/L (19+1) 15 mL & H (A)
—~F P —T 'R (19+1) 15 mL EH (B)

RS

| 40°C

22 4-R)AF A B —T R (4+41) 1 mL

GC/MS (&)

AEHAR (A) L ON(B) 451 uLiEA
WESM £ 3-1,32212k%

X8 ELAOAR R AN E L7 m——h
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#3-1 GC/MSEM: (B Au AR A% Al

(GCHR)
T 2 Rtx-200 (HN£E 0.25 mm, EX 30 m, f&JE 0.25 um)
IR 80 °C (1 min) —20 °C/min—200 C—2 “C/min—290 °C (10 min)
ABHE AT 15 A7V R A (1 min)
AUBHE IR B 250°C
Fy U7 H A ~VUr7 A 1.5 mL/min
LAY A T AR 280 e,
(MSER)
AFAbE—R AbFA A Ak (NCI)
A ALEE 70V
AT PRIRE 250 °C
AA T EIRAA R HHTE (SIM)

#3-2 GCMSDOPEAA

I TE AR 53y 4 HIEAA AT

(A)

F 7NN 241 243

NI NINZ 205 386

A=V SINZ 141 142

cis , trans -~XJV AR 207 209

D7 =18 N7 205 241

AL AR 207 209

AN 207 209

PIIAVESSIN 243 199

TN L—h 211 213

T ILHE AR 79 81
Ly N ... SO 29 ...

(B)

TL AU 164 165

4. ¥ B

) EFOWEHETOER REZRVRSOH#RE

TEWHEMIMICB TR BERIL KL OKSyOHERBZIX 9 IR L. RFBEHR T, WEHIRICE
WK FEMBZRL, IRAEE TIL 75 TH-2M, 8 » A BT 38 &K 172 fisbinotz. 7ok, Bl T
TR EZMIEL TNDIENG, KRB DK B A BEIL 56~67 %b—E TIERNoT. ZOTEN
O, TWEHIFIZB T O2K M IZ OWTH YR CRT2eel, EF2E, REFLEBLRKT D
ZBALZK 10 TR L7z, BHELEIL, IBRAEREZ TIL0.55 % THo77208, 8 » H %1213 0.94 %EH 1.7 1%
IR 2 THIME M A R LT, RFBEEIT, BEEED2O 4 7 HETIL41~42%THY, 6 LT 8 7 H [
WZIE 38 KTV 35 %& TR F LA, &7-VWEBIRICh-ZE—EOWEEE R L. K71, BRE
E % Tl 20 % THHT2M, 8 7 AR ITIL 33 %EH 1.6 5Lk 2 I INME M 2R Uiz, £, Koy, £
e, IRFEE KK OMRHEERZIL, 27-WEBRICHZY 0.3~1.7 %, 0.01~3.0 %, 0.8~
2.0 %K% N 2.4~7.1 %E/NSUVMEZRLT-.
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100 100 50 12
80 | 1 80
g
= 60 - 60 &
# K
20 | 120
0 0 0 0.0
RAEEE 2-rA% 4rH% 0rH% 8, Y BAOE® 2,-A% 45-A% 6,-A% 8yrA#
K9 72RO B ER IR O K10 ZWEEHIEIC B AR ES R, 2%
KGy DHER RN VK OHR (Y EE)
TS L AT S e 2 ot
—O— RFAERIL (FEfh) —>— K5y () —o—kFEER (L) —a— K5 (Kih)
—X—EFRLE (hHE)
1.5 25 8
~~ 6 i
en
= ~ B .
S R -
y g Eatf
;I; <o %{
4 DR
R > T
03 | 15
0.0 0 0
RE% A% A% A% SrAK ! 2 3 4 >
11 72BN T 2RIV L K Uh 12 72WEBIRICR T D0HROHER
DR (R A E) (R )
TN — IR R AR TT— N — IR AR
—— %

—o— HRIV L (L) —<— ¢ (i)

2) FWVEHRITOEETEDO#D
TEWEHIRNIZBITAIRITV A, S R POFEOHEB ZX 11 LN 12 (ZxLTz. IRIV A, $h K DNOFHE

X, IRAEE TIR0.52, 12 LTV 2.5 mg/kg Th-o7273, 8 » #1213 0.97, 20 K 10 4.9 mg/kg £ 1.8,
1.7 OV 1.8 5 LW FEHI R Ol L EHITHE NI 2 [ 2R Uiz, £72, 2D 0O E 4 8 %55 O FH < iE U
i Z21%, IREGHEAZ TIX 18.9, 11.1 LTV 10.3 % Tho7=M, 8 » H1% 121X 9.6, 4.4 LV 6.6 %t T/h&
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lpot-.
2B, IRAEBICBITLONRE R OKEERES 1D LIS, B FIR(0.01 mg/kg) Kiili TH
Sl $oT, mWHEREBHRIZB T2 /KBOBIHAEITE- LR -7-.

3) LWEHR P OERFILD DHTRE

(1) JBALTWD IR 5y DR HY

FARLF OBEEO —F oHES DR EALT, RABEZOOHARE R OBEIEEK S DOA7Y —
=27 R LT, B E A4 AEE (EDIZED GC/MS O7ua~ I 7 1280 T, AHEEFR R KR
A, ELARAR R BH, AEVARBEDH R OEERREIEOE =728 S,

LU, 72O AEIZIEEEHZH WO WAREE DO Ny 7 ZAME N TND. LoTC, k54
BBV TR EBINIEE Z DN DE — 7 DRSS Z BT BRI, IR D & 5
BROWEHFETE—ORMINTZL T EHEHRDBTLOLERDD. TOH, AlbFAF4 AbiE
(NCDIZL% GC/MS Z W, AR BANTR 2-2 L OV 2-3 DT, £, ELRARAR R
BB ANTE 3-1 LV 3-2 OKM THERABRZFENL7-. £7-, GC-NPD #H W\ THE A R 7 BAl
IOEEFRRBECHRRBRELIEM L. 2ORE, £ 4 OFBERRERDH L O L An/N R 7%
BAOE =TSN, AHEOARE BAI R NEEFRRREOY =73 shenoT.

ZOZEND, ARERRBRBH KOV AaAA R R BFO—F oHiEEZHWT, RSNk R
O NFEFEEE T O&H BOHR ORBRZEiE T HZLEL7z.

(2) T2V T oA BEE SR R BAOHER

W REEWIM 2315 DDT A &, HCH(IH4 BHC) MG &, ~7 Y7oV iEf &, RUVEEG
BRIV T A RO ZX 13 1R L. 2, TNOOyBIOHER # X 14~17 (TR LT=.

DDT DG &EiX,. 27V 12720 27~32 ng/kg EIFE—EDEZRLIZ. LoL, I
HEIEEROPEMEIL, WOEBVENENRRST-HEBRZRLTWe. p,p’-DDT I, IRAE % TIE 11
ng/kg ThHo72Dy, 8 7 H#ITIE 3 pg/kg LR 2 I D A1 27~ L7z p,p’-DDE IX, IRAE % Tl 14
mg/kg Tho7=Dy, 8 # A% IT1X 22 pg/kg LR 2 2@ <D M %R L. p,p’-DDD I3, 4272V Vi B [#]
IZb720 6~8 pgkg LIFE—EOREMAET L. £7=, p,p’-DDT 7% DDT A 81T 5D LE & 1X
35 % Tho7eh, WEBIE - Z0EI G2 /S22, 8 # A#IZIX 11 %&72->7-. p,p’-DDE OZDE|
AL A5 % ThHoT=0, W HI R h Z 0B & 08 KRELRY, 8 » H1#121% 71 %L72o7=. p,p’-DDD D%
DEETL20 % THHTZM, 2~6 7 H % TIL25~28 %L K& > TUIIE—EDEERL, 8 » HHZITIE
18 %/ o7, 728, BEAMEIRD 0,p°-DDE, o0,p’-DDD K W o,p’-DDT i34 tH SN 7228, & & FIRA
W CTHoT-.

HCH A &1, IRAHE% Tl 43 ng/kg THoTM, 2~6 » H #% Tl 50~51 pg/kg Lmle->TiE
E—EDMEZRL, 87 H#% TiL43 pgkg LK< o7, SN - EMEAR D B-HCH 1%, 1R A E#% Tl
30 pg/kg THHEN, 2 »r HBICELRDEMEZRL, TD%IE 41~42 pg/kg LIFE— 7 ORI E %7~
L7z. %7z, a-HCH, y-HCH }& U 8-HCH I&, IR & [H.# TiX 35, 31 KU 24 pg/kg ThHo72hy, 720 FE M
MR 2 \TAK< e D M 2 7R L, 8 7 A R ICIXIZIEE & FIRICITVMEE /e >7-. £7-, B-HCH 2N HCH ¥ &
BEICEDDEIEIL 70 % Tho7ehy, W R EDOEI A B KRERY, 8 ¥ AT 96 %Linoiz.

NTRIVEIZOWTIE, BB EZOGHTRENO~NT X7V OH) 8 ngkg S, 2o
BB, # 2 &L E2RL, 6 » A BIILE R FRARMER-72.

RUFHIZHOWTIL, IRE EZOSHTFEINLT VR O BN 11 pg/kg Sz, 2700 FEH]
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2720 8~11 pg/kg LIFIEF—EDMEERLTZ.

VT A R, RGBT 93 ng/kg Tho7ohd, TV itk 2 IS @ <A Im AR L,
8 7 H1ZITIX 120 ng/kg &89 1.3 f5&heo7c. £70, M ESNTZBREER D cis- % O trans-7 v /L7 AR
\Z trans-/F 7V ORI EMEIL, IREE% T 35, 31 LWV 24 pg/kg Thortzin, 7mWFEHI R R &
EHITHR 2 ICEL A ZRL, 8 » A #%I121% 41, 39 KT 30 pgkg & 1.2, 1.4 H Y 1.4 {5127 -7-.
cis-/F v nE, B OEHBICHDIED 9~11 pgkg SIFIE— [EO){EI EMERLUZ. £77, cis- KO
trans-7 VT A N cis-J O trans- /270 u 3oL 7 U A ®ICHOLEIGIX, 2 WEFIC
D720 34~36, 30~32, 24~25 T 8~10 %&IFEF—EDEZEZ R L.

F72, 8 #r A2 10 pg/kg UL Bk S 7oA #3352 R & B 4113 p,p’-DDE, B-HCH, cis-& O trans-
VT AN cis-B N trans-/ 700D 6 fi5y THY, ZHOFE SRR Z21%, IR A E.1#% T
10.0~13.5 % TH-723, 8 ¥ H1£I1T1E 4.5~6.2 %&/hs<ixoTz.

F4 HHHEFEZRERF RO L 20 AR 2% BRI OMERIR I

ED gl P E K53 4 R
AR HOB o TER TR
R LA HCHH a-HCH Wem
B-HCH e
y-HCH T8
.......................... O-HCH R
DDT#A p.p'-DDE fifead
p.p'-DDD fifEad
p.p-DDT fifEad
0,p-DDE TE & T BRAT
0,p'-DDD E & T BRAT
e opDDT e EE 2R PR
A=Y ANZ | cis -7 VT TR
trans -7 VT e
Fxransy T
cis-/Fra) TR
.......................... trans -/ T e TERE
S A=Y | NI R a) ez
cis -~ BT TRF TR Ny
__________________________ trans -7 H7V AR VR TR
RUAH TILRY ST
TANRY TR
TR~ AR
'L AR % F7IVR) E B N RA T
e HAl [HZENA NN NN
e a=Ya DN Tk H
cis , trans -~V AR fiteid
DZAN=1 VN AR
AL AR & B T PR AT
TN A
PN E S AR
T\ L—h TR
FILH AR AR
PAIZAVE S Ak

TR A
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82
140 50
~120 F \
2 40
2100 | —~
/ vy 1
§ 80 | g 30 I:_
= o
M{ 60 B O 20 L
I =
= 20 >/v \7\ &
2 % 0 |
Rl 20 L |
M 25 S
0 = H] 0
REHEKE 2-A% 4r-B#% 6rA% S8,rA# REE®% 2-H% 4-H% 6,HA% S8yrA%
13 7= VARSI DA S5 R £ B K14 7= FEHARIC BT A% HCHOHER
HNDY N—T R REOHR (RZAp )
(W R TT— N IR R AR T
—o— feHCH —B= TV —o—o-HCH —B— B-HCH
—A— fw LTy X FRUH —A—y-HCH —%—8-HCH
—¥— #DDT
50 25
= 40
S
2 £,
& > 2
N
“\ F
N
"R@ 10 EH/H\X
0 0
REHEE 2-A% 47A% 6,A% 8yrA% BAER 2,01 4»A% 6,814 8,-A1%
K15 7= WEHIRICR 5570107 v K16 7-\WEEHIRIZIS 1T 54 DDTOHER
HERS (REMp MR M) (RL¥ AR AE)
TN IEREREERT TT— N IR EER T
—o—trans-Z7 L5 —B—cis-Z/ LT —&—p.,p'-DDE —A— p,p'-DDD —%—p,p'-DDT

—A—trans- /7 a—)L —¢—cis-/Fa—)L
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15 30
12 ] - -
— = 60 [
= 2
}D 9 | ~
- I pi 40
¥
A X
= N /
. A 90 )
3 &
0 P 0
REE®R 27A% 47H% 6rH% 8xHT REE% 2rH% 4-A% 6,H% 8yrA%
17 7o ICR T T Z 7V R DY B8 7ZWERICHIT DL ARAR R
TANRI L OHERS (W5 E) B BANOHERS  (FHEE)

T — N\ — [ IHE R A2 2R
—o—cis-~ULARNY —X—trans—~L AR
—A— TR L —}

T —N— IR R AR T
—o— ~TFHEI —X—F (LR

(4) T=WEHRF orr 2n/R R BEI OHER

TR ICBIT O L AnA R R B A OHER 2 X 18 IR LT, ELAnAR R HANTIE & E %
DN REMND cis-~ VAN 8 56 pg/kg, trans-~)V AR 78 20 pg/kg M N7 =2 /3L L —h3 24
ng/kg BHINZN, 2 » AHIZITWTF NG E R FIRARM o7z,

4. E =

) EFWEHEPOEREE RELE RORUVEETRHRDIER

T BJECEF OB O REB 0 1372 A BE, IRARAE R V7 = TRERRS AL TERY, FRICAM LW
FRbbF DRI DELT—Z T RAIELE—RF 70~80 % 5D TV, TOHEEDL, &Y
ORHERICEY, REET ALK ETHREINTZY, AEMOIERN CTHEMERLEWIZIRoT20T 5. 2L
T, 2FRIIMEYDOE K UTEREL T, RFETEEUIBEHEL TREWBE PICFET HIO72519.
A E OB TIiE, ZWEBIBICB D RFBEZLNME FEAEZRLTHDLIEND, TZWFEHI I
WA ORBHERICLVEANEATZ NIRRT, BEEBEOHBZMAEDONRFHCIVEES
NG 22— LL, IRBEBOHBEZMAED OB LIS LD 532 — L1, K
OB EMAEDICEIDNEOE BN/ NSNWE R - L TEHEAR, RRASEOHBEEETIHZL
L7z, 2B, IREBHEEDD 4 »y ARFTORZFL2EOEARITELOE—AKL OIBLE—ADRFE
B (44~45 %) IZIEPIL TWAEIEND, TmWBERE O BIZENOLN EREHERSNDN, 6, 8 » Atk
EEDEGHBIZK T LIEZEND, TOMBITELL CEXTEBZ LN,

RABEZDOHIRIVL, $h, =L, 70K OOHFEIL, WL KD OHER SE 1\ 28 EE L Tz,
ZDTEMNDL, ZIHDILH T VR P I C L TR NI ER R I,
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2) FOWEHETOERIERRABRRFNID#R

A R %% i AL DDT, HCH M O ray i Ab &M (RVHE, 7uL T U, ~7 2 7m)VHH)
N0, B ) O SRR, KW ARI L ERL, i THHIENL S BICHE RS TE
To. L L in, FREMEPBCEYRCREZHE YT 52800, FHEMICHISND X1, BARIZ
BWTHIEY 7 E M R 3K, 188 7% 4 M 2 3K % OVUK LG 1 2 3824 T8 &4, IR5E D2 1k & OVl R
MERITHTz. A EORBR TIXZFEBE O A BE R R MHI R 5 PRSI Zenn, 7B s
W U7 R LB A 1L, KL S U2 LURITIC R B Al o ff F 8 IR A3 B 70 D B A 2RI L 7= DR A S
bDLEZ LT,

DDT AlDOF#hik S Tihd p,p’-DDT 1%, AEM O FHHZLY p,p’-DDE i p,p’-DDD Z#H LT
e EAbShD. iF KPS T Tl p,p’-DDE O HIRR K T M Te 2, i MES M T Tl
p.p’-DDD ~DORHM MR ESNDZENMOLNTNASYY | S EORER T, mWERE LR T T —
VANl EBI RS R CTHLIEND, p,p’-DDT (X p,p’-DDE [ZZ L L CERBINAMHE I AHY, +
NHOB R E— L7z,

HCH FI DA #hk53 ThD y-HCH (V> 7)) X RMERILL, b ORHE B I3 A <k &4 Tl
LB 22 T THY, TNHD S EEFE IS RZENRNIENMBN TS . 4 E DR TlX, HCH
DEEIL, 0FE 2 » HHZIC 1.2 [5ICEMEL, EE2EORMEE(1.2) LB, TORIIRELEL
Pl7-HeRB A2 R L. HCH & &F D 70 %% 5525 B-HCH X720Vl 2 » H %12 1.4 (5 ICIEML, 0%
BAERIIE DS -7-. 728, a-HCH, y-HCH & OY 8-HCH [Z7-\W V#1720 i 1 &2 /s LT
WHZEDND, TWE 2 7 A £ FTIEEIZ B-HCH ~ BRI DE 2D, EOHITHECNITIIE TR % D5y
iR TR LT-EE 2 BT,

vra MBI O~T TN K T AR, 05 fEE R T T EE AN TR (BB 1)
LTATEZI7a VR X R R RTANVRIBRAERTDHIENAOITWD., £, TRFVNEIE, £0
B E D DA TR LTRSS IC KD 3 D2 SNDZENHBILTND ., ~TF 2 rauid, 4
DR DKM S T TIREAD T 2EmZ2RLTEY, cis-K N trans-~7Z70)L TRF VR I3H H
SR STZZEMD, NI ZE DR D FRIBFRIZBATL TmARF IR RER LT bDE LN
7o TANRYL, BELTEY, TARI~OMia e, =RV~ R EERIEN SN TnD!
DM, TILRU R N R S otz £z, TAAVRINL, RELSEOHEB LU B T
bole. XTIV T AINTZIaV R VR E T VR ERIBRICZRFURIKTHLN, £D
IR E ChH7aL T VHITTARX AL T Lo DNEME A ThWied, ~TEran kK RT7 VRI
EZOMRBRITIE S ICHEERN. S EORBRICB O TY, cis-/ T 7V BN A R FEOHER L P 7-HE
BTHY, cis-M O trans-7 VT W N trans-/F 7 )V i3 TR RTINS T2b DD E R 2 &
=R 2R L TR, BRI ORHM R ITEA TWRWZEDINNZ T

3) FOVEHBPOELAOSMRRZ R OH#RE

EL 2R BHIT, VR R OZEOEBRIE G THY, F R 03m<, D TR M TH L3,
ANE SO mMHEITABIERERLOmRD T/han. SEIOREBR TIE~NV AN R OT = b — D3 i
RENTZN, TR a T U BRAILL TORENRHD. ELARAR R EBE I AT LVEEAS O, ¥
Tx= =TV OB EIC IV S R 205, 205 R R T KR SR T R AF USRI T Tt T
TERMBN TS KRBRICBWTH 2 » H 72V EEE 5281280, mEShiZ2Tor L An
ARZR BANLE & TR STz,
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4) YTV T AFAEVICEREE, REZERVAERSDHH

JEEH AT IE ISR EN TWD Y7V 7 ki, JIS M 8100:199229% 2 & ([Zith ST\ D, A
PIVA R ATy T DTGB — IREUB 2 R E T, A 7VA N Aay P TV 7T —% T
fa oy TDZENHERES N TND. LLZRAS, 10~20 cm DESOROLNREEENZT-WETIEINS
D B CHRERY K O THZ TR AT RE TH 7272, JIS K 0060:19927 %% & (2 &y, M3
WIS EVRE D AT T2, SOV TV T I7 RO Z 4 K O 15y D3 A 2 FE BT 5720, 1R
BEE KL OTOE 8 » H %O WFE ML E 5 /0 EIL TOX 4y D3R BR 5 Ok BR kA 0O R % 12 e R 75 4 b
L7z, ZTORE R, EXELEK ORE DL BEOMEIMERERZ1L, WIS BEHOBRBEE O 22 M i
RBOT-DIZE N LTz BR O U MR 2 LIZE R E Thoto. F, W 8 » ABRDOFEFE LR K
OB A R 53 D FE X AR 2212 E 2 DO R BRVE O 2 Y P 58 O 72D 1 F e L 7= 3R 5k D i LA
YERZEEI I T, LD, IRAEH OO O MR 22130V 310 58 0 R UAE e R 25 &
DREREZRL TN, ZOZEND, ZOEE TR TIIMEDOH ERTICBWTHLZWE 8 » AT
FITH) T2 e HERIS LD, LOLRD, IR G B DOT-WFE L OF F R 134 X 5 O 4y il gl
WO EMDIELDENRKENIENS, KB TIHRBRMLEB/LI-DIT S ROV TV 7 G iEEE
L, FICSHRBMAZRS TOMENRDD. £io, B ORMF v 7 bG8 FRDTREML TNDHIEN
THREINLDT, RV T NE/{DHITITR G EEZOTZWE ML EFRREEDLELE 2 HND.

5. FEDH

BEEFEM, MDDLEOTWIEOFEEIZRAL, 8 » AT WHEEIR P IckToESR, & RAZED
FEaPALZEZA, (1)~ ) OfEREBPEFLNT.

(1) REERLIT—TEOEAE TR TLTEY, EBRANEALTWNDIERIDDZT-.

(2) HRIVA, SR OOFITERLREOHERB LEELIL TRY, 72O ICLD TIER O LR
MNoT.

(3) RAEZDOH AL v T VR DN EEE A T 5 A M 3 R 5 Al OB L A AR R
B B A DR SN

(4) AHIEFRZABHNT HCH L O a/LF I8 TR T 2R LD, BEEED
BRI TEISTWAIEND, —EB0 ML TNWAZENIDMNZT-. DDT A &I — E DI THER
L, ~FZ 7V Kk ORI+ A B Th-7=. £/, HCH $H1% B-HCH ~D AL AL 23 2
Y, p,p’-DDT (X p,p’-DDE (2L L CEREINAHE M BB O L.

(5) BLARARREZBANTIRE B % OS5I BN cis-, trans-~ VAN K N7 = /S L —R R
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The Behavior of Harmful Elements and Pesticides in Manure containing Construction
Waste during Compost Production Process

Yuji SHIRAI', Yasushi SUGIMURA?, Yuichi TAKAHASHI?, Jun OKI*, Mariko AIZAWA?,
Yukio FUKUCHI', Fumihiro ABE', Hideo SOETA' and Norio HIKICHI’

" Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
? Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Sendai Regional Center
3 Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Food and Agricultural Materials Inspection Center, Kobe Regional Center
* Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Affairs Information Department
> Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Ministry of Agriculture, Forestry and Fisheries, Food Safety and Consumer Affairs Bureau,

Plant Product Safety Division

Estimating the behavior of harmful elements and pesticides in manure is important for the
conservation of quality of manure. In this study, the harmful elements and pesticides, which were
detected from the mixed materials, were determined in terms of their contents during compost
production process (eight months) in manure. Sampling from the mixture was conducted according to
JIS K 0060:1992 every two months. Moisture, total nitrogen and total carbon were determined by
automatic analyzer. The harmful elements were determined by atomic absorption spectrometer. The
pesticides were determined by gas chromatograph/mass spectrometer. Each plot was subjected to the
masurement of the elements or pesticides in dry mater in five replicate. The concentration of total
nitrogen increased, and the concentration of total carbon remained constant through the compost
production process. The concentration changes of organochlorine pesticides without chiordans and
dieldrins agreed with the ones of total carbon. Those of the harmful elements and chiordans agreed
with the ones of total nitrogen. The pirethoid pesticides and dieldrin decreased throughout the compost

production process.

Key words construction waste, manure, total nitrogen, total carbon, ash, harmful element, pesticide

(Research Report of Fertilizer, 2, 70~87, 2009)
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The Effect of application of Neem seed meal and rice bran meal

on Brassica campestris cv. komatsuna Cultivation
Fumihiro ABE', Hideo SOETA', Shigeki YANAGISAWA?, Taku FUJITA? and Yuji SHIRAI'

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

? Food and Agricultural Materials Inspection Center, Kobe Regional Center

The neem (Azadirachta indica) is a tree in the mahogany family Meliaceae, native to India. The neem seed
meal is lees that are obtained by extracting oil from the neem seeds. We studied the effect of application of
neem seed meal on Brassica campestris cv. komatsuna cultivation, using rice bran meal as control.
Two types of soil were used: andosol and gray lowland soil. As a result, the effect of neem seed meal on
cultivation was superior to that of rice bran meal in both types of soil. The neem meal also showed higher
rate of utilization of nitrogen. This was probability because CN ratio of neem seed meal was lower than
that of rice bran meal, with the resolution level in the soil of the former being higher than that of the latter.
This result was similar to the result of a previous study on mineralization of organic nitrogen. The andosol
with high organic matter content was slightly superior to the gray lowland soil in its effect on cultivation,

with the standard deviation of the effect of the former being smaller than that of the latter.

Key words  neem seed meal, rice bran meal, fertilizer response

(Research Report of Fertilizer, 2, 88~96, 2009)
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10 2008 &EE S HBEEEEOHOELBERBEZHILV:

B A4 D 3 R SUBR AAE D AR AR

AR, PR, MR, Tk Y
BT, N LS, AFRIE T, RIRESS®
F—U—F SRR, (LRTEL, SESWITWERENEEE, Koy, TRy, A ERRT,
ISO/IEC Guide 43-1, ISO/IEC 17025, z =17

1. [FL®HIZ

B D VB S DR A B VA TE 7R IR B | OER D=0 I TR ANV TIL B O E RSy I OV E RSy
DI R AR THDH. IR PE S O 5 S BREE, IR A B % O R BT Tk, RBE O
FEPEHERE R OV T BT 0 1) B D72 60 18 B 30RE U SRR R SR AEATR MEM B VI LD RS FE A B Y B
FIZAT DO TV, ITFEE R0 SR o B 2 8ttt , TNEIZIBWTEH ISO/IEC 17025 IS Q
17025) ¥ DER FIHA BB (LI BUE OB MR OB 2 R EERSN Q0D TOERFIH|IC
1%, fLEE RS & DR ER A AE DO HE B PEDOfE R K OB B I L D3RR AR D15 M E O RECR S L & 72> T
5. 207, BT T I EEREHI LR B E M o L [FRBRICS I COMARE B & B2 30§ 255, 3Bk
DISFEMERERIZEE TIL TS,

INETIHTREE L CoERBHZ A BB O LR IL, £EIC 6 DhA s AL E R4
W IR U2 AW CEBSNTE ., UL, SRR & B O MRS B 13580 a2 1
T 222X 0m 32528030, 2006 FEDIE, & HUgEEH G EREHESE FTORBRTEO—F
ZMOb L EILEOREZ W THRFERBREZEE T 22U, Zods, FAFE LY, HEMRER K& O
A 5 BR Bk A8 (2 DV T ISO/IEC Guide 43-1:1997 (JIS Q 0043-1:1998) ¥ &5 & TN 5 2L L LT-. 2008 4E
FEV, @ AR IEEE R DR SV W ERE IR BHZ > W TR E L@ R 2L, SLRRBRA L= T,
ZORERERETD.

DO BEAROK PE W B 2 R R A — RER R AR A () 2 —
(k) AR OK PE VY B 2o Bl e 2 — L 2 —

S(h) FEAROKEE T B L 2 — B 2 — (B IR AR A D
COh) AR PE Y B L B e A — 4 R A —

S () B AR BETY B e T e 2 — L 2 —

O (fh) ARk PE T B e AT 2 — @ L 2 —

7)) B BROK PE T B e A BT v & — R R R 4 A A

S EIVE N B AR IR E
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2. MHMRUVAFE

1) HEGRARHAR

AL EE (LU, TERAEEF &) 1, B3Rl C B B & 500 um O S50 A2 2SSz, fWVE D%
ExM D708 3 7 ABE IR CHRE L%, BE2LIRAL, OUBRRICIT TRERIZ 9 %551, 1~9
DXy H/EFEMUTEREBICB L. RIS, Bz 1| ORABERZOMEATICHY 4 Kz, X<
RELTEDOH4ES L TIROFITR L. ZOBEL 7 EREDIELTZ%, 1~9 DK X GnbENEIL—E
BT OIL, 148857049 250 ¢ AVOFEHY 300 EAFRBL, LRA LB AR)=F Lo S TEEL
TR R ETHRIRMAE L.

FLEWITOERE I, BiFEL T 212 pmDOfES N2 2 BESEZ0L, B2 LRA L, OLBRRICHE
FTEMPRIZOESL, 1~ DR GFEEEMLTEMGICB L. RIC, ABER 1 ORGEIEROMEE
W 4 K2 L, KKIRBALIZOL 455 L CTuOREICR L. ZO#EL 7 [B#0IRLZ%, 1~9
DEXILENEN—E&ET DML, 148847205 180 g AVOFE 160 A2 FIRL, LIRA LI,
RV F L RS TR E URLA R ECRIRRE Lz,

#£1 IREEAER
wEehE 1 2 3 4 5 6 7
1 3 1 2 3 1 1
3 5 2 4 4 2 5
EIZAN =)
EAET L 7 8 s 6 1 6
6 8 9 7 9 9 8

IUPAC/ISO/AOAC DEHERBR 7 b= /L OHEEMERBRIZHEN, 1) TR 73 W5 AR B2
NI 10 3B P& Bl TR MR R B BB L L, ALRRAEEHZ DWW TIIKREE MY AV (W-P,05) , K
FEPEIN L (W-Ko0) K OVKEEMEIEI R (W-By03) &, 72, JESWIT W E REHZ W TEE S +
(C-MgO) &% ¥ B M e B i B 3UEHT o & 2 S 0T TR L TR MERERRBR O R & LTz,

3) ECff
FUBHR 5 2 A LToROBE, SEM 2R Mo OV AT il i i & 2 2 e BR T LSS L7z

3. ARABRMMADARKRIER RUVHERAE

1) HERIEB

LR IEEHZ DWW TIE, K4 (Mois), 72 E=THEFR (A-N), IEMED AR (C-P,0s), KIEMHY VL
(W-P,0s) , KIEMENE (W-K,0), <&M+ (C-MgO) , KIEMEIEHFHE (W-B,0;3), OFE 2 (T-As) KT
ARIVAERE(T-CA) D 9 HEZRBREHLLZ, 2, SL3WTWVERE AREHZ W, AIEME T VR
(S-Si0,), 7 /v AV 5y (AL) K O 1 (C-MgO) @ 3 I H ZaBrIE B L L7z,

2) HABRAE
AEEFHTIE (1992 4ERR) P 2R OLBVFIR LI, 7235, ZOMORBR T LA A L-RBRE I, 20
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TEOBEDO®RE RO

(1) 7K%y (Mois) 1%, BEEFZHTIE 3.1.1 ONBGE L) .CICEVERET 5. AL, HE M OMIEITITHR0
HDETD.

(2) TrE=TMHEEAN)IL, EEIHE 4.1.21 GERIE) D ICKVERTS. HL, B2 8% 77
AT EHERRY, #HEOKEKBL TR LEEZINA TEBT00LT 5.

(3) <IEPEWAER (C-Py0s) 1T, AEEHIHTIE 4.2.1.C.b IV EHEZFRIL, 423 (NFREVT T UBRT
VE=U L) Ec I ERETS.

(4) KIRMED AR (W-P,05) 1Z, BEEFIATE 4.2.1.C.d ICEVREHEZHRIL, 423 (NFREITF UM
ToE=ULE) EalllVERT 5.

(5) KIRMEINE (W-K,0) 1%, IEEHI T 4.3.1.C..2) 1KV EHE 20 8L, 4.3.3 (R EE LT
JE GRS ElCkE R 5.

(6) <¥EMEE A (C-MgO) 1%, MBI T 4.2.1.C.AdIC X0 EHE ZTHBLL, 4.6.2 R EHIEHEE) B
FOERTD.

(7) AREEMHIFOFE (W-B,03) 1, BB HTIE 4.8.1.C.a3) ICEVREHRZFHL, 483 (7 AF 2 H
5) EICKhERT 5.

(8) U FEAEE(T-As) I, IEEIHIE 5.24.1 (=F NI F A B IV ERERYE) D.a2) Ikl %
FHRL, FIEEBICIVERE TS, XU, [AEROFIETHREHRZFIRL, 5.24.2 (5186l evE OkFE{be i
FE AL E LR RO AT EEE) ) B ISR EET D,

(9) ARIVAEE(T-CA)IE, IEEIHTIE 5.1.2.D.a.2) i) (FARS ) I Z0ikhr 2L, 5.6.1 R 1
WEHIDEVE) Ba ICRVERET S, AL, EREDOBEOEERIZIT N T MR ERMLULWEOEL, B
FZTDYAIED, T 7T ETBGHIET A28, U, [AERD H ik CRUBHRZFIRL, [ ((150) 2. (B
M IZEVEETS.

(10)  FIEEMETWER (S-Si0y) 1, JEEF S ATIE 4.41.Bb ICEVEBHEZRTL, 443 (7 v{bHUD A
%) DICkvERETS.

(11) 7AhV5y (AL) I, HEEFSHTEE 4.5.1.1.Cb ICEVREHRZFIRIL, 4.5.22(=F Lo V7 TUHEE
Mg ik (LU TEDTA #£]4)) D ICKVE R TS,

X%, [FERD FETHEHRZ TR, "Itk A IR (ER T 15 4.5.1.2.E) K ORI 75 £ (EEF 3 AT ik
4.6.2.B) ZJEL, MBI L 4.5.2.3 UL HDETE) ElCkhHE 3 5.

4. MR AERUOHBRBREOEES X
1) MESN-HAERREDFTM
(1) aZAMEICLDzAaT DRD T
9, RIROMHE O Yf (Median) 23K D7z,
WAz, BTSSR E R N F Uz kD, (a) ik bz (IQR) 5 HL7=.

IQR="TFW L — LS -+ (a)

(LS o AL P (NIQR) % (b) IR L7, IEH DA D56, NIQR LARYER AT —Bd
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NIQR= IQR X0.7413 -+ (b)

2 A7 (2) % (¢) MITIVEH L. z 2a71%, £RBREORBR A (x,) O Median OOV E AW E
IRTHRETHD.

z= (x;—Median) /NIQR +--(c)
(2) zAaTIZL DR

F— X DM FEL LT, ISO/IEC Guide 43-1(JIS Q 0043-1) P&\, KRB R ORBREFEDzAaT
FORDITFE AT -T2,

|z| =2 + + il /&
2<|z|<3 e BEDLWD
|z|=3 - i 2

2) HERREEAETM I OMEE
K5y DA STTCRRBR IR R 2R 95720, IROFERT BAsRD Tz,

(1) ZINRBRELR (T —28: N) 2R 7.

(2) z AaTICEDEM AN R 2= |2)) o=k BR B H K NZFDEE (%) Z5RDT-.

(3) z AATIZLDRFM A B DL (3>|2>2) 7o T iR BR B E K O DEE (%) 2R T-.
(4) z AaTIZLDHE SRR (12| 23) Lo TR E L O OEIE (%) 2Rk,
(5) ANEZEHL2NET —Z O E (Mean) 23R 7.

(6) EEDAED 1 JAE (Median) Z 3R 7-.

(7) NIQR %A% {75 L Zr 72 L7= Median D ARHENE (Ugse,) % (d) ATV R H L.

Ussoy, =2 XNIQR,/V N <o+ (d)

(8) &TFT —FDIEHE(RZE (SD) Z K7z

(9) FEAELSILT-TU AL (NIQR) % (b) UKV R B L7z, EBLOA O 4, NIQR 1X SD &—F 7
.

(10) Horwitz fEIERS~8 ((e) ~ (g) %) XV, V)70 == [ F HLAZ HE (R 2= (Horwitz’ SD: HSD) % HL
72 728, CIIE RO OEHREOEIS T %DHATX 0.01 EWIEIZRD.

HSD=0.01 xC" (0.138<C) oo (o)
HSD=0.02XC"*  (12X107=C=0.138)  ---(
HSD=0.22XC (C<1.2%107) coe (g)
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(11) RSDyop 1&, B/NARMED LR D IZFA MR MER 22D RBLTHY, (h) RIZIVEH L.
RSD;o, = NIQR,Median -+ (h)
(12) Hoyop 1%, B/NANENGR O 72 HorRat fEOER B THY, (1) NIZKVHE L7, HorRatfii%, FEH

BRCIELIN - = R B R YRR 223, 18 25 D FBR IS EE W) B B A YR 22 O T HIME (2 e =T
EORENE MR T HIEETHSD. AOAC DHARTALTliL, 0.5=HorRat fE=2 ZZHFRHIHALL 5.

Howp = NIQRHSD -+ (i)
5. #HRRUEBR

) HRAFHBRARAMOYE R

PR AR O RRAE S ORI L 2 [B] X 10 3B O — SEALE IS LD 0 BT B b si st a2 2 12
AUz WTROREHI B W TY, F A2 F(9,10:0. 05)%Tlﬁlo7‘:_é:7b O, AEKES %2V TEEHH
ICH B ZITRO LN o7Y . Fiz, BB OMSHERER 21X 0.2~1.2 % THY, 2 TOFBED T
AREHIE T&)é;&é’ﬁﬁumbf_

2 WA VERERSRBR DA

REEE D FiEE Gy N % Mean" SpD? RSD” FlE?
(%) (%) (%)
{ERZAER W-P,05 9.61 0.04 0.4 1.45
W-K,O 11.33 0.02 0.2 0.90
................................. WBQ, .....025 .00 .12 . 068
FESUNTUOERE IR C-MgO 5.98 0.03 0.5 2.51

1) 1050BR SOMT 0T DR 2 E Bl
2) UEHE S UE(R 2=

3) BB OO FH R Y ffd 7

4) — I EBOMTEICEE Skt
5) F(9,10;0.05) : 3.02

2) HAEBRBREOREITER

4.2) (1) ~ (4) OFRBREH I Oz 227 CrAlis =SB B L OF0FI 52K 3 ITRLE. KD
BRI T 2 | E ORI A 52 T 72 BR B OB A 1%, AL AEE T OKEMEIEHFHE (W-B,03) 28 72 %l
HAKL, FEEWITOELE HEEL 1 O AIEPE O ER (S-Si0,) 2% 93 %kfb ot — 75, [N | EDOFFEAf
TR E ORI G 1L 4~14 % THY, LEALEFH DOKEEMEIZDFE (W-B203) D 14 %3 F&b @<, B
DA% (C-P,0s) K OIEMEE £ (C-MgO) D 12 %, 7 E=T1ZEFE (A-N) D 11 %DIETH-7-.

42) (5)~(12) TRO-FEEAR 4 (TRLE IFEAE DS TREDELIE Mean 1%, T JufH
Median 21EF — L TEY, SIEDEBELZ T TNED T LLRARD, 2RO REFE SD 1E, rA
ANEIZE S THLAZ NIQR [ZH#EL TREREERL, HFUVEDEEZZ 1T T -, ZOZED D, NIQR
ZAEUE(R 22 L 2272 L C Median EDOBIFRZIX 1 127”1, Horwitz (& ERX B 5172 HSD, HSD X 0.5 Y
HSD X2 Z[AKIZFK R LTz, KD EFRWZ% 50 DR BRSO NIQR X HSD X2 & F[a|-> T\ /=,
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2006~2008 (2 2 ht L 7= 3 BR T H @ Median, NIQR, RSD,., & 0" Hoyp % 5 IT/RLTZ

B LS 0o 7B 7155 O Median, NIQR, RSD,o, & OY Hopop 2543 6 1R LT-.
72, THESEITIA) i) B OFER AR O REAM | TH 5 B OFRBR g A R AL 8T 5.

#3 AT L DR O R

.7, 10

RBRIEH & PESR 2< |7|< 3% 3=z
REES W BREEK H6%) B BREEK Ha%)  #{BREK HE(%)
({ERAEED
Mois 145 126 87 13 9 6 4
AN 147 120 82 11 7 16 11
C-P,05 146 120 82 9 6 17 12
W-P,0; 149 135 91 8 5 6 4
W-K,O 147 118 80 15 10 14 10
C-MgO 142 120 85 5 3 17 12
W-B,0, 119 85 72 17 14 17 14
T-As 65 57 88 3 4 5 8
L & 86 06 ... T ] L Y T A 8.
(BESUNT OB R
S-SiO, 68 57 93 3 3 8 4
AL 86 75 84 3 7 8 9
C-MgO 89 76 82 3 13 10 5
1) zAa 7\ ZE DN R (2] =2) Lo TR B O D EIE (%)
2) zZAATIZEAHEm NG LU (24|23) E7p o T 3RBR S E K O F DEIE (%)
3) zZAATIZEDFHHE AR B 3= z)) &7 o To BRI O ZF D EIE (%)
74 HFRIRBREGEOFH &
AR H Mean  Median?  Ugss,” sp¥  NIQR”  HSD® RSD,;,” Ho,
(%,mg/kg)” (%o,mg/kg) (%,mg/kg) (%.mg/kg) (%,mgkg) (%,mgkg) (%)
Cl95 420
Mois 2.86 2.87 0.04 0.34 0.24 0.10 8.5 2.50
A-N 12.47 12.56 0.03 0.33 0.16 0.34 1.2 0.45
C-P,0; 15.81 15.82 0.02 0.35 0.13 0.40 0.8 0.32
W-P,0; 9.19 9.16 0.04 0.35 0.24 0.26 2.7 0.93
W-K,0 11.36 11.39 0.02 0.31 0.15 0.32 1.3 0.47
C-MgO 4.57 4.62 0.02 0.29 0.12 0.15 2.5 0.80
W-B,0, 0.26 0.26 0.00 0.03 0.01 0.01 2.9 0.58
T-As 4.14 4.14 0.10 0.57 0.41 0.53 9.8 0.76
LICd 2.64 . 260 003 035 ... 015 ... 036 .59 . 0.43 .
(BEESWT WO ERE IR
S-SiO, 33.16 33.35 0.12 0.95 0.49 0.58 1.5 0.85
AL 50.82 50.90 0.15 1.17 0.71 0.71 1.4 0.99
C-MgO 5.80 5.80 0.03 0.31 0.14 0.18 2.4 0.79

1) EEROFEIfE
2) RO YRR
3) RO FIAED NS
4) BIROFERERE
5) KEAE(L S AUTZ Y A3 4R

6) HormizlE L L0 507 TI s E T e
7) B ANEA sR T AR e 2

8) M NANMNEMNGR D =HorRatfi

9) T-As O'T-Cdidmg/kg, Z DD AL 1E%
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1.0E-01

1.0E-02 -

1.0E-03 -

1.0E-04 -

1.0E-05 r

NIQRXILHSD

1.0E-06 r

1.0E-07 r

1.0E-08 -

1.0E-09
1.0E-08 1.0E-06 1.0E-04 1.0E-02  1.0E+00

Median

1 JE[EFERONIQREHorwitz{E £ L D B fR

X Mois ({bf e O C-MgO ({LRRiEEH
B A-N ({bp e O C-P205 (Ll
& W-P205 (fLplAEeh) O  W-K20 (vl
A W-B203 ({bpifEsh) T-As ({LREZAERL)

= T-Cd (fepihett) +  S-Si02 (Frw TV EREEEL)
X AL (@rswir g e A C-MgO (FREWTFVERE LR
B3 Horwitzf&£ 1 E) ~ ------- 23 (Horwitz & 1EX0<0.5)

— - —-- B3 (Horwitz{& iF 3x2)
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%5 2006~20084F £ D 4 [F ER B O R
HEREE  EfE SRBATE A |2 3k % Median” NIQR? RSD..” Ho.,>
FT50EREE4 BRI (%,mg/kg)” (Y%o.mgkg) (%)

(bR AEE})
Mois 2006 147 1.70 0.30 17.7 4.78
2007 146 4.99 0.35 7.0 2.21
e 2008 e 145 ..287..024 85 250
T-N 2006 SR 158 14.60 0.13 0.9 0.33
2007 FIGREIER, 145 8.74 ... 007 ... 0.8 ... 0.26__
A-N 2006 WiEETLE=T, VAT E=T 150 11.46 0.10 0.9 0.33
2007 W7 '=7 143 6.20 0.09 1.4 0.47
eeeeeeannnnn.. 2008 BRRT TS, VAR RS 147 1256 016 .12 ... 0.45 ..
P05 2007 FIGREIER, 1401035 0.10 ... 0.9 . 0.33___.
C-P,0s 2007 WABRT E=T 143 9.81 0.13 1.3 0.47
e 2008 DARET =T 16 1ss2 003 08 ....032
L SPOs 2006 BOAMEGIR, VAMT =T 144 1088 0l 10 037
W-P,05 2006 BYAEELIR, WABET > E=T 157 9.02 0.12 1.3 0.46
2007 WABRT E=T 143 7.02 0.23 3.2 1.08
eensnnn 2008 DAEET =T 149 906 024 27093
W-K,0 2006 AL 156 12.38 0.22 1.8 0.64
2007 7 IEES 145 8.43 0.15 1.8 0.61
e 2008 MEfEINR 147 139 ods 13 047
C-MgO 2007 Bl P A sk 137 3.41 0.07 2.2 0.65
e 2008 KBRS IRRE 142 462 042 25 ... 080
W-B,0; 2006 O RRE EEL 132 0.40 0.02 4.2 0.91
e 2008 VEOMBMRIEEY 19 ...026 00l 29 ... 058
T-As 2006 84 1.89 0.19 10.1 0.70
2007 68 3.84 0.38 9.8 0.75
e 2008 e W05 AN 04D 98......076 .
T-Cd 2006 95 1.26 0.11 9.1 0.59
2007 85 1.24 0.12 9.6 0.62
2008 86 2.60 0.15 5.9 0.43
(FESUNFWERE REEL)
S-Si0, 2006 66 33.92 0.60 1.8 1.03
2007 67 28.25 0.87 3.1 1.63
e 2008 e 083335049 1S 085
AL 2006 75 50.56 0.64 1.3 0.91
2007 83 48.70 0.76 1.6 1.08
e 2008 e 865090 071 1A 099
C-MgO 2006 78 6.18 0.13 2.0 0.67
2007 86 3.17 0.21 6.6 1.95
2008 89 5.80 0.14 2.4 0.79
1) 2RO YfE 4) TNANENLR D T-HorRatfE
2) AEAEALXAVTZ U S P 5) T-As} O'T-Cdidmg/kg, ZDMDRLST 1%

3) T SANEDNDRD TR U
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726 FRER T IERO LR RER G O &
ABREH R 15 #H % Median” NIQR? RSD,,”  Hop
ARBREEL (%,me/ke)? (Yo,mglkg) (%)

(fbRic A )
LCPOs  ANTRENTTUMT S ESUAL 1441582 013 .....08 .. 032 ..
L WPOs  NTRENT T RRT L EZUAL 146 916 | 024 2T ... 0.93 ...
W-K,0O RICICEETE 57 11.42 0.16 1.4 0.49
e B TS 1138 013 ... Ll 041 .
LCMeO Rk 127 Aea 0L 25 078
DWBO TYATI R 3026 001 29 058
T-As JZF LA ASIUEEER T 41 4.01 0.40 10.0 0.77
e B 20 438 030 .68 .. 0.53__..
T-Cd JF R SETE (PRI H) 26 2.70 0.16 6.0 0.43
AW SEE GEfE AT MUAR IE 520 33 2.56 0.17 6.7 0.48
SR AW (P ——~ oy GdadiaE )7 2) 18 2.61 0.07 2.8 0.21
(BESUVNFOERE AR
S-SiO, zpoﬂgja Ut W 55 33.34 0.47 1.4 0.81
. . o MammRk ] 13 ... 33.58 .. 042 ... 12 0.72__..
AL Jﬁ?%%‘n&a 62 50.81 0.75 1.5 1.06
SSSUSNS  21 ), - S 195106 042 08 058
C-MgO JEA-OtTE 76 5.83 0.16 2.8 0.90
1) Ao F Il 4) v RANENSRK D 7-HorRatff
2) REUE(LSAUTZ U S PH 5) T-AsM O'T-Cdidmg/kg, DD ALST1E%

3) B ANANEDNLRO T AR HE R 22

3) HMERREDIER

i — DR EIZIB W THE SN BB D z 227 ORfREX] 2-1~2-4 |ZR LIz, B2, z A=
T WA CAE L7 DR A EEIN X 7. ZOBEMUIEAT I MO 7wy MIRER Ol HH 57 75 X — O Rk 4y
HE FEZB W TRRIRWOOER P DDHEE X BIND. ZOZEND, (LEAEEF — LW OB E IR
B o< £ (C-MgO) IZ R A2 DR A RO 70T, Bl E &k OEIFEZR 2-4 1IZFA
L7z

7323, 2) KON 3) 5 B1214) {3 B OFREREGRE O RN | CH& A B OB AR A FLAT 52835,

- [l — O I [F R R ORI RR O fh H 5 15 TR e B RSy
BB D KR IED AR (W-P,0s) — KIEMEIN B (W-K,0) & OKIEPETE £ (C-Mg0) —<¥EPEV A
fi (C-P,05))
- [Al— O A B UL K OV 4y TR A Dl 5 1A
LR EL R D <IAMED AVBE (C-P20s) — KIAMED AUBR (W-P,05))
- [RIER O Fh 715 K ONA] — D 43 T HE 72 2 2L [ 3RR FH Bk
(BB EEH — SE ST OB AR <M+ (C-MgO))
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30 15
20 10
*
10 . 5
n o
o
g0 | | * 20
LI) ‘* L 2 B
-10 -5
=20 -10
-30 -15
-30 -20 -10 0 10 20 30 -15 -10 -5 0 5 10 15
W-P»0s W-P20s
X2-1 {bpfegld dOW-P20s—C-P20sD X2-2 AL EEF OW-P20s — W-K20OD
zAa 7 ORER zAa 7 DORAR
& F—HBR=IBITAzAa T DSy ¢ [Fl—#HE=EIZBITHzA=aT7OT vk
SEICEZ TR T B P N . P
....... ;%?ZZE%%%E&;%%@% S B (AT A CAE AR S EAR)
30 12
— y =0.7946x + 2.1363
20 T 8
g
10 %%2 4
6 >
20 T oo | —
1 —
© Y0
-10 8 4
o
en
220 = -8
&)
230 -12
-30 20 -10 0 10 20 30 -12 -8 -4 0 4 8 12
C-MgO C-MgO[{LRKHEA} ]
[42-3 {LRZAEEFH DC-MgO — C-P20s D B12-4 ALRAEEF T — SRS WO ERE R
zAa T DR EER D C-MgODFRER AR O Bt

&  [F—R B=EICBITzAa T 0T ayh
"""" B (2227 NFEICAEZ T ER)

¢  [F—RiBR=EICB I zAa T 0T ayh
"""" I (2227 3R CAEZ 9 EAR)
A — R BR = ORBRAE Dz A= 71285 Bl E AR
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4) R4 Bl 0 & BR B AR O BT

(1) AbECHEEH DK 55 (Mois)

20 145 ﬁ%ﬁ@b HHE D3 d 727K 5 (Mois) OFER RE D B i 21X 3-1 IR LTz, ﬂ?i’ﬂﬁz 86 %
& Median 2.87 %l3FE —E L7z, F/o, N2 | LRS- B EIX 2K D 87 % THY, TD 3 AT
Eﬁ'ﬁxﬁf’ﬁf“&)ok. ZDZEMNDL, ZMLT-ZLORBREBIZZORER FIEICEHAL QWAL EEZLRD.

7235, NIQR 0.24 %I, 2006~2007 A& D NIQR 0.30~0.35 % & R X732 7213727 7273, HSD 0.10 %0
KEVMETH 72, 2006~2008 4 D Hopgp 15 2.21~4.78 EWNTE 2.0 2B 2 THNDIENLY, RO
7K 4y D [E R BR A 1T Horwitz 18 1E R~ I LA FE MDA LY.

(2) ALRIER TR DT =T %S (A-N)

2N 147 HRENORE DR DT T BT PEEF (A-N) OREBRAGE O E Ry ME X 3-2 1TRLTzZ.
I 12.47 %& Median 12.56 %IZIFIE —EKL7=. NIQR 0.16 %%, HSD 0.34 %L0/NSUVMETHY, 2006
~2007 #- £ D NIQR 0.09~0.10 %EIFIEEDLRVMETH 7. Fiz, Hili e | M S 7z = 134l
D 82 %UTHY, FONMIKFELEL ST ThoTz. ZOZEND, BIMMLIZELORBREIZZORBR T EIC
B CNDEEZLND. 728, [ SN2 B = IX 2D 11 % THY, KMl Z 7R 3 #H 7 23
HONTZ. Rl R LM SN BR =, T IV DR DO PR, AR REIEE ORLE O DOIR ISR
TOMEEDRHD.

6 B =)D B # T 2E E 4 F W SRR R O s 3o 70, 3 BB i 2 ) LT S5 3Bk A
ThHor=, 1 RBREIT IR | LI SN DR AR THY, [KWMETHh o7,

50 50
40 Fommm S 40 F---—— |
30 -] L 1) J P
HH #
FE20 bo-ome— | | E 20 |
[ S — ]
o b e
%OOOOOOOOOO_}_}
LS EILEESEREY T a9 TN an g
Ko adadaC®a @@ a5 SRR R R e I R
IR A A S S S S SN SRR N Y- O N A S T S S T B B =
~ - a s
Mois (%) A-N (%)
X3-1 Ak HEE O Mois D 3 Bk Al A [X3-2 Ak HEE O A-N DR BR R
O BEgEbLVY O R Odfid O%bLy O K2

(3) AL AR OIENEY AL (C-P,0s)
ZN 146 RER BN R ED3 T- B AR (C-P,0s) DIRER EE D By i 2K 3-3 IR LT, B
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fifl 15.81 %& Median 15.82 %ZIFIE —2L7=. NIQR 0.13 %I%, HSD 0.40 %XLV/NSUMETHY, 2007 4
® NIQR 0.13 %&—EL7-. £z, Mi/d | LRSN3R E LR D 82 % THY, TOoMIXTT AL
K CTholz. ZOTEND, ZMULIZLORBREIZZORB FIEICTEH AL TWDEBZ L. tm‘, MR
il EREH I S NIRRT 2R D 12 % THY, HUVESRWEORBREOE S MTIFFR%E Th 7.

2-1 KO 2-3 123280, LR O SEENMED A (C-P,0s) O3B A AT & KD AR
(W—PzOs)&U@ﬁ‘i%i(C—MgO)@?ﬁgﬁﬁi%ﬁ@ z AATITHBNITERO BT, JIE H1E K& OHh i ik
R E N SN S I R VY (A | e aw/ oY el

1 HEBREDLOIEE AT 4.2.1 ¥V EEBRICIAHEBRAE O R E1HY, 2 | EiHiiS o BR K
BThote. £z, 1| BAEND ICP BIIEICLDRBRBGE O ENHY, [ 2 | LRl S 53 B Al i
THY, IKWMETH T,

35 50
30 - —
40 - [
25 ¢
20 |} 30 ¢ L
H|
FE20
10 +
RS2SR 88 SRy
N 0o 0o & o & & & & & X
3‘22222222223
w W-P20s (%) 2
[43-3 AL RAEEL 51 D C-P20s DA BR AL [43-4 AL B AEEF DO W-P20s DR BR 1 ik
Oyl O %HLV O R O i & O &bl O A 2

(4) ALRAEEFF DKM AUEE (W-P,05)

SN 149 R LEE 3B T2 KIENED ABE (W-P,0s) Dk BR AR O FE My A& X 3-4 (R LTz, -
YJfE 9.19 %<& Median 9.16 %% —%tL7=. NIQR 0.24 %%, HSD 0.26 %&[RIZEOfETHY, 2006~2007 4
JED NIQR 0.12~0.23 %EIZIEEDOLIRVME Th o7z, F72, e | EFHliS B = 1T 2Kk 91 % T
HY, TORAMITEFZ AR CThH oIz, ZOZEND, BIMULIEELORBREITZORBR T IEIE AL T
LHEZEZHILD.

B4 2-1 LU 2-2 DEEY, 4[:5&)15*%?@7}@@@@&@@(W-ons) DR AR & <EEMED AR (C-P,0s) K&
OVUKEEMENIN L (W-K,0) OFRER AL O z 2Aa T I BIEER O D20 o2 e, JIE J7 ik Kk Ol )7
EIZEZ DRI BRI L DR D72 EDRENT.

iz, 1 RBREDLDIEE T 4.2.1 ¥ /U2 BHEIEICEDRBERAE OMENHY, [ | LRl 5k
BRaliE ChoTo. £z, 2 RBR=EDD ICP BNIEICLDRBR A OHERHY, Wb [ 2 | LR S
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NDRBRAAE THY, ARME (1 3R =) KO ME (1 3R =) Th-o 7.

(5) AbERAEELF O KA B (W-K,0)

N 147 FRBRE DG 03 - T2 KAV B (W-K,0) DFRBR LA O B 5 A 22 3-5 IR LT,
fill 11.36 %& Median 11.39 %IZIEIF —EL7-. NIQR 0.15 %I, HSD 0.32 %L0/hSUMETHY, 2006~
2007 #EE D NIQR 0.15~0.11 %&IEEEDOORVME Th o712, $7-, R | LSRR =132k o
80 % THY, TONAMIKFITLEARNFFTHoT. ZOZEND, ZBIMUIZELOREREILZORBR T IEICH
%ﬂbfb\é}:?%z%zhé 733?5, TR 2 ) ERHI SN2 EILIRED 10 % THY, @V ME AR VE O ER
EOHIAENIZREFE ThHoT.

X 2-2 _mw:m, B RZRERE R D AR AN L (W-K,0) O3 BR Al &K IAPED AV (W-P,0s) D BR AR
KD z Za 7 \ZHBNERRD BT, JIE F ik K O 515 LD R AR BRI K AR S 13780~ 7.

Fo, TU— DN (RS EE: 57 %ﬁ%ﬁ%)@%ﬁ%ﬁﬁﬁ%&(ﬁﬁ%'ﬂﬁ‘é?ﬂ'%%(% A=) ICLHR
%ﬁma@ Median (%, 11.42 %& N 11.38 %EIEE—H L. £/, THHO NIQR (X 0.16 %% T 0.13 %&

EEDLRVMETH-72. 7 RBREND ICP 5%‘7‘5/2 ZEHRBR AR OWEARHY, 1 BRI ) S5F
ﬁéhb%ﬁ%ﬁﬁi%%@ 4 BRI TR R | LRI S, @M (2 3R ) K OMEV ME 2 53R E) Th-
7o T RBREDOIEEI I HTIE 4.3.2 TR 7 == )L35 T MU LK BIEIZ LD EE DM A 3H0, Wi
Aub i 2 | LRl S DR A T o7,

40 25
ol p (R ——— R
15 p----m-om- B
1o f o
5
" 0
aﬁ
o —
3 o0
(e} —
- W-K20 (%) -
[3-5 bk B R OW-Ko 0D 2R 5k il i
%3-6 {Lk IRt D C-MaO D 3Bk i it
= cmRnL, B3-6 (LB I ) C-MgO o) B
RS g D2 O ShLu B FilE

(6) AbEARASE R DL 1 (C-MgO)

2NN 142 RBRENPLIE N 7= IAVETE 1 (C-MgO) D3 BR ik D FE R4y i 2 X 3-6 (R LT-.
fif 4.57 %& Median 4.62 %/3ZIEIE —EL7=. NIQR 0.12 %I%, HSD 0.15 %L0/NSUMETHY, 2007 4EFE D
NIQR 0.07 %&LIFEEDLLRVME Tho7z. £z, [ | LRI/ BR B II RO 72 % THY, 2045
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MAFE LR CThHoT=. ZDZEND, BT ORBREIZZORBTIEICEH AL TWDHEEZLN
5. 728, TG ) EFHliS N7z 3R = IT 2RO 12 % THY, KW Z R T\ N AL,

2-3 1R T ERY, ALARIEE R O IEMEE 1 (C-MgO) DRk B i & <VEMED ABE (C-P,05) DFRER Al
WABIIEEE O LT, FH T IEIC LD R R BRI L > TR A AN 722 o7, X 2-4 [T 3880, 1k
R AR FF D IEMED AR (C-P,0s) D kB A S 9L ST BREL IR o<1 5 £ (C-MgO) DRk B ik Ak
D z A TNT AR BN L D59 VFEES (1=0.401) 3RO BV, ZOZ &I, HIERFIZIIT DR HAI72
ROEZ ZDNDT, FEYER ST T I AR O 787 15 K ORAF F B NS E R MHICE BT 5
VDD,

F77, 6 BRENLSILEM L 4.6.1 =F L7 I WEEEE G 15 (EDTA 1) (IC X 53R BR R O & 235
0, WG T 2 | ERHl S o3BT o7, 10 BBRE)D ICP F L J:éai%ﬁﬁ%’ﬁ@iﬁ%ﬂ%@,
8 FBR=IL 2 | LR SN REBR A THY, 2 RBREIX AW E | LR S, WL W ETH-
7.

(7) ALEAEEL T DK EEMEED 3 (W-B,03)

SN 119 REBREDLHREDH 72 KIBEMEITD T (W-B,03) OFkBR Al O B A% X 3-7 ITRLTZ.
%IE 0.26 %<& Median 0.26 %Il —EL7=. NIQR 0.01 %% HSD 0.01 %&[FR%EDETHY, 2006 4 FE D
NIQR 0.02 %ELIFFZEDOOLRMETho7o. Fio, Tl | LRSI BR T I I RED 85 % THY, D5y
MXZELEEN R ThoTe. ZOZEND, ZIMULTELORREBIZZORBR FIEITEHAL TWDLHEZ LI
%. i,m (AR 2 ) ERE S 7B RIL 2R D 14 % THY, @V MESKWEORER = OFEI & ITIFE R %
ThH-oT-.

6 ABRE)D ICP FE MBI DR BGE O HE 03 H, 4 FEREILTE L | LA SN2 pE THY,
2 RBREIL TR R | LRI S, Wb IRWE TH o7z,

n <+ w»v O I~ 000 O

FNNN(\{NNN—‘—]
X © © o oo o o o X
N o
N “@
o o

W-B:03 (%)
[3-7 {bE%IEEH OW-B03 0 3 Bk ik ik
O B bl O ARG
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(8) AbERAEEF DU 45 (T-As)

2N 65 R ENLME N o7- OF 2 (T-As) DR G DO FEE i 21X 3-8 1R Lz, i 4.14
mg/kg & Median 4.14 mg/kg IZ—2%L7=. NIQR 0.41 mg/kg |Z HSD 0.53 mg/kg LV/NSUVMETH-7-.
RSD,op 9.8 %1%, 2006~2007 4= D RSD,op 9.8~10.1 %lIFIEE D LIRVME TH o7z, £z, i | ERFM
SN EBIIEERD 88 % THY, TONMIKIIELEL N THoT. ZOZEMND, BIMLIZEL DR
FIIZORBRFTIETHAL TNWDEBZHND.

VTN T ATV SIFRERE (RS 41 R E) L OVR - WOERDETE (20 BBRE) Ik
BRAAE D Median 1, 4.01 mg/kg 2 TN 4.38 mg/kg THY, EICLDMEEITTLTAH, ENENDEEE
(25 %DKAETH BEREITRD LIV -T2, F2, 160D NIQR 1X 0.40 %MK TV 0.30 %L LIFITE DL
VME T o7z, 4 RERE)ND ICP FOIEIZ LD B AR O E 2 HY, 3 3B IL 2 ) LRl S 258

RAE CThHoT-.

20 25
20 f--mmm |
15 b ]
15 pommmof |
g0 | - 5
fie B L A
L —— A U S 1.k
5 F-p 7720 ) Ny
— /- _" N\
0 N DY =G
g - ~2srgRzss=+
n X N a8 & NN AN en oen X
! = SRR N R N A D A A A
i o o
T-As (mg/kg) ! T-Cd (mg/kg) !
3-8 L)k Mk of O T-As D 3 BR Al ik [23-9 AL AR AEAL Hh OT-CAD R B Ak i
il saveseres AN e Emmm e b L
. JR W e ik 0 A TR H
------- W B U — = = HEANRIINUVHIE e B U B AT

(9) ALRZAEELF DA RIT A4 B (T-Cd)

SN 86 ARERE LM N T IRIY A & (T-Cd) DFRERAE D B A% XK 3-9 1R Uiz, SEHIfiE
2.64 mg/kg & Median 2.60 mg/kg IZIFIE—EL, NIQR 0.15 mg/kg IZ HSD 0.36 mg/kg JV/hSUVMETH-
7o F e, TR ) SRS EIX 2R D 77 % THY, TONARIXTFELEH KR ThHoT-. ZOZEnD,
ST Z<ORBREIIZORER G EITEH AL TWDHEBZ 2D,

MIBK (ZX2¥E B (26 3B =), kAT MU E R (33 RERE) kOB —~ o 2 1E X
(18 R =) I LD BRIk AE O Median (3, 2.70 mg/kg, 2.56 mg/kg K& O} 2.61 mg/kg HI1EIE—FH L7, £/,
ZN5HO NIQR 1X 0.16 mg/kg, 0.17 mg/kg K& O 0.07 mg/kg SIFIFEDOLRVME TH-7. 8 RBR=E D ICP
NI LDRB A OMAE R HY, 3 B E (L2 | LTSN DB CTHY, 1 BRI 2 )
CRHE A, EVMETH T
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(10)  FESVMFWERE AL 1 oD " EEPE TV R (S-Si0,)

BN 68 RBREMNSW A N> T2 Al EME T OB (S-Si0,) OFRER Al iE D E B %K 4-1 (TRLIZ.
I 33.16 & Median 33.35 %I3IEIE L7z, NIQR 0.49 %[%, HSD 0.58 %Z0/NESUMETHY, 2006~
2007 £ D NIQR 0.60~0.87 %EIFIFTEDOOLIRME TH-T=. £z, Nl | LR Sz =132k o
93 % THY, TONMIKIELELARNHRTHoTZ. ZOZEND, BMULIZELOREREILZOREBR T IEICH
AL TNWBEBZBND. i,aio‘ FEL TR W ERBR SRV M A R T S A DAL, ZORIKIE, £ i
DA R OBRO B HIEE K VRN AR+ TholoZl, TOH%OA8 L OVEEFBIEICB TR K08 H-
T EBB 2N,

S b VT Kk (55 ;t%ﬁ@ Fe OEER M i 4.4.2 @M F e 1 (13 R BRR) (2 L 53 BR A Median 13,
33.34 %K% TN 33.58 %EIEIFE —H L. £/, THHD NIQR (X 0.47 %K% TN 0.42 %EiE

7.

FEDLRVMETH

20

20

15 ---------------- Tt 15 p-——---""""- -

0 I Mk
A TELIN
0 :
AR I AR A e “RC8GRL8ERRELREY
SHHNEERRARA ST e R e
Sttty ettt
“ $-Si02 (%) © = AL (%) @
[4-1 $5 VT OB IR BT 00 S-Si0s3k B4-2 GRSV WERE LK O ALDR
Ejzja
R R AR BB
 — Ca&bLwn  — &bl
= e e i i R e i = e e EDTA%:
Sofb Yy bk !

(11) FSWFWERE R D7 v Y 55 (AL)
2N 86 REREMNOMAA 1D -7-7 V1155 (AL) OFREREAE D EEE A& X 4-2 (IR LT. S E
50.82 %& Median 50.90 %31E1E — £ L7=. NIQR 0.71 %I, HSD 0.71 % &[R4 DOfETHY, 2006~2007 4F
J£ @ NIQR 0.64~0.76 % &1 HDE CThoTo. Fo, Nl | ERHliSN 72 R =E IR D 84 % THY,
%%ﬁciz&afﬁﬁiﬁ/ﬁ@%ot. ZOZEND, ZMULIZELORBEIZZORB T IEICHAL VD E
EBxbive. e, BHRLUTWRWEREBR SR MEZ R T 23 A b7,
E%Fﬂﬁ%?ﬁ'ﬁ%%(& A=) LY EDTA £ (19 B E) I L5 Median 1%, 50.81 %KX O
51.06 %llFEIE—E L7, £/, ZNHD NIQR 1E 0.75 % K N 0.42 %EIFIEEDLLRVWME TH -7, 5 ikBR=E
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25 ICP FEIEIC I DB AR OB 23D, Wb il 2 | LRl S DB Th 72, 1 #RBR=)
DK HTIE 4.4.1 ERRIEICE DR O WG 30V, Hig i | LRl S DB AR Th -7z,

(12)  FESVMFOERE R AL D <EE M+ (C-MgO)

2N 89 FABR E N H 5 238 o 7 <YM £ (C-MgO) DR BR 5liis D FE Uy fi & [X] 4-3 ([ TR LT-. S fE
5.80 %& Median 5.80 %IE—ErL7=. NIQR 0.14 %%, HSD 0.18 %LV/NSVMETHY, 2006~2007 £ D
NIQR 0.13~0.21 %EIEIEEDOLRMETH -7, Fiz, Nl | RSB B X 2K D 82 % THY,
ZOGAMIXIFFE LA THoT. ZOTEND, BIMLTEELORBREILIZOREBR FIEICEHAL TWHE
B2 7ok, BEL ORI TRWEZ R T A A BT,

[(6) ALRCAEEL D EEMTE 12 (C-MgO) I TOE L LFRERIC, IERFICIBITDRMA LI EE 2B
D78, FEUHER STV B0 AA IR O FR 87 1 M OVRAT J7 B0 ONCNE SR IC R B T D0 ERH5.

8 REREND EDTA IEICLDRBAGEOHENHY, 5 BRI e ) LS B kg T, 2
ARBR SR T AT R ) RIS, RVVE (1 3B =) L OVEWME (1 3B E) Tho7z. F70, 5 B=0 5 ICP
FEIAEIZLDRBR AR OB E B HY, Wb 2 ) LSRR Th o7z,

20

15 fommmmm e

LRR8BRLRLRRg SN

e NN N NN N0 O OO

Al O O O O O S A S S S A

ik C-MgO (%)

B4-3 FRSW T WERE IEEHH O C-MgO
DFER FAE

Ofifie OEpLy O R g

6. E&MH

IEREIEERE 9 543 12OV T 160 FREREE AN, F7=, FLSWITWEREIEER 3 B4 12UV T 93 BBR = 23N 4
FEEHOTOOILFEREBRICSINUT. FRBREGE T ASANEICLD z 2a7 2RO ML, T2 1 &
P S RBRE OBIG 1T 72~93 % THY, Rl | LRSI E OE|I G 1T 4~14 % ThH-o7-.
i e | EREM SN TZIEE AL ORB G X/ A RO N M Thotz. —F, IR ERflisns e
DHERELT, ZORBEOFIIIZE L T IO E HHEOSIEBEL QRN END, REBRE DT D5
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M T HEICEGRL TR W ERBIT BN 1ZEAE DY TRIKOFEEIE Mean %, H 96 Median &1F
IE—E LTz, ®|Z, Median—NIQR # 7' hL7zELZ 5, Horwitz (& IERDITEFIZ 34 LTz,

Fi2, BEORBRIECIDHE (10 REREL L) D720 OB kA& IOV T, FiEMOFEEED
ZEDORELR RRLT2EZ5, RN LT 2 TORS THIERICA B 2130 bnihor. IEMHED AR
(C-P,05), /KIAEMED AR (W-P,0s), KIEMNE (W-K,0), <&M+ (C-Mg0) , KIEMEIFZHFHE (W-B,05),
OFE2E(T-As), WRIVLEE (T-CA) L OT /LAY 55 (AL) 128 T ICP JEEIEIC LD A A3 A &
IR, WG 10 BRERE RIS TH-7-0 THIER O ik O I3AT a7,

7. # &

ZOHFEIABRZ K oI2H72), BB O -, HEERREZ KT 2B ELL, Fy Vil
R T3 RR A AR AR T R OV SE IR B SNt 4 i B 26 pr O BIR B S ALICIRS T B L %47

XM
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Result of Proficiency Testing for Determination of Major Components and Harmful
Elements of Ground Fertilizers Conducted in Fiscal Year 2008

Yuichi TAKAHASHI', Yuko SHIRASAWA?, Shinjiro IDUKA®, Akira SHIMIZU",
Tomoe INOUE’, Takeshi UCHIYAMAS®, Yuji SHIRAI” and Masashi UWASAWA®

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

? Food and Agricultural Materials Inspection Center, Sapporo Regional Center

? Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Sendai Regional Center

* Food and Agricultural Materials Inspection Center, Nagoya Regional Center

> Food and Agricultural Materials Inspection Center, Kobe Regional Center

® Food and Agricultural Materials Inspection Center, Fukuoka Regional Center

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

8 Japan Fertilizer and Feed Inspection Association

A proficiency testing of analytical laboratories was conducted in fiscal year 2007, 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), citric
acid-soluble phosphorus (C-P,0s), water-soluble phosphorus (W-P,0s), water-soluble potassium (W-K,0),
citric acid-soluble magnesium (C-MgQO), water-soluble boron (W-B,0;), total arsenic (T-As), and total
cadmium (T-Cd) were analyzed using a compound fertilizer sample. Acid-soluble silicon (S-SiO,), 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 160 participants which received a compound
fertilizer sample, 65~149 results were returned for each element. From the 93 participants which received a
silicate slug fertilizer sample, 68~89 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 [UPAC, ISO, and AOAC International (2006). The ratios of the number of z
scores between -2 and +2 to that of all scores were 72~91 % and the results from the satisfactory participants
were normally distributed. The mean and median of all data mostly agreed. The of median-NIQR plots were
distributed near Horwitz curve for each element, and the HorRat values were less than 2.0 for all elements
except for moisture. Where more than ten results were returned, no significant distribution difference was

observed between the different methods used.

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

(Research Report of Fertilizer, 2, 97~115 2009)
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11 2008 £/E EMEEIZEEYE DR

— = EALRIEE FAMIC-A-08 K OV 5@ (b sk Il FAMIC-B-08 —

%%7’% OBESRIBA 2, BT ETY 2, WRESERE Y, @i T, MR E T,
BT SOk %, IBEASE Y, |ANFZ 4, AR — 4, FIBET Y, AR BB
F—T—F  RGEEEMTT, LRIEE, £y, RS, ISOIEC Guide 31,
ISO/IEC Guide 35

1. [FL®HIZ

HE*%@%%?%@% S VA TEZ2 B | OFER D T=DIATOR AT BV T E O F il 43 B8 L O FH AL
IHIEAR AR CTHD. WERTND, HEHE?%%%@ WEEEE, RS ORI, R
%ﬁkﬁa(?)F%ﬁ R K OV T AT O 18] 7= 801248 B BB S AR B GR RERE HEW B D\ KD N0 RS
B H BT DI, BICHEREHC LB E R O LRSI CTHMNB R B B2 FE i L TV
5.

T A [E BR A 7208 A MR O B Z 3 Lo T, FeANEIZ IV T ISO/IEC 17025:2005 (JIS Q 17025:2005)
DOERFEIHAS B IR OE MR DOE Z G NEEHRSN TS, 0 REE T, [FR
REAEYEY) S O E IR 7l ) K OB T I8 0 be e Sk i e B 7 e o 7A«@f<ﬂw&;@ﬁm“é EMR
RSN TND. ZDZEND, 2006 LY, EERAIRES LRI D720, FMER B & PEEER (B ag it
BRI BT B ek Bk M O[] B BR A5 12>V T ISO/IEC Guide 43-1:1997 (JIS Q 0043-1:1998) 2 &%
BRI THIEE LT,

F72, PERTDBINLATBUE N PE B Z 2l 22— (FAMIC) IZ3B W T, R A (S Ak
FRAEEE) Je OREAEREE B (b p IEEE) 28 5 K OVMIRFE L T2, 2008 AR LD, [EI BRI EE A& 1 & e
35728, 1SO Guide 35:2006 (JIS Q 0035:2008) + % & & |Zfigfir 952 L &L, ISO Guide 31:2000 (JIS Q
0031:2002) ¥ 25 BFBAFE K 0T~V Z/ERK L7z, 2008 4EFE1E, & BEAL kI Ak B OV i (b sl A o4
W 2R, AT IR LR, T BT HER, <EMEVARE, KEMENE, B 1, KR
P, SBEHESV B R ORKEMEIZORICONWT, BEF T =T HER, ATIEEVARE, KIEMEDA
e, AKIEMEINE, OFF, IRIV A, $8 K OUKERIZHONWT, 17 RBr=E CHERBRZEmL, TN N0Es
FEHEW)E DA AT T 2 K L7 T, TOMEERET5.

DO BEOKBE R L AT A — R AR A (BT e —
2 () BEAROK PE VY B e R AT & — BB AR A

PO FEMOKEE Y B e B A — R R 2R AR (B A e s —
b)) B AROKPE N B e A 2 — L 2 —
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2. MHRUVFE

) HERBRARHAR

HEHM&WE%EW@A@M&LT PR3, WRlRT o E=7, HALINE, BIFEE AR, 15k s
FEAMEE, VAR O T =T 2 FEEL Ta—F 7 IRk 58 T8 CAESNZHT RO &
FEAL AR BEA V2. FAMIC RfRBE22 2 A AR B R B =123, i EEAL R AR L 80 kg & -k 20 4R
1 AL, BBRE 500 um D550\ EEESE, BRI AN THRE L TLE L. FRk 20 46 A,
FREEIZBNT, B2 EIRAEL, OLHRRICHLT CHEMNRIC 9 0L, 1~9 ORGFESEZMHL TE
B LTz, KIS, B ER 1 ORABIFEROME I 4 Xy aHitL, ot</ HLI=DO6 4 %551 Tt
DEMIR U, ZOEEE 7 BI#EVIRLT-%, 1~9 DK R SHLENEN—EE&ET OERIL, 150 g 9>
AFB— VRN L, BB U IR R R GRS Y BT il A 2 HL L 7. focio, FEBE R FEAR MED B il A
I, IR CHRELE.

JERFERFEAE e L e fi B DM LT, Wil T =7, @0 ABR A K M O AL N 2 JFE L L TE R
LR A S A T CAEES NI TR O @b IR A e, E72, @ AL A AR R E[RER TR EL
T, MEEIERGEAR e B ol B ARl , (R LTz,

K1 RAHER

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

X8

ZOET 4 s 7 1 2 3
9 6 8 5 8 7 4

2) RERIEH

AERLEEEAZ EM B A IS oW TIE, EREE(T-N), TV E=THER (AN), IEMHEY AR
(C-P,0s5) , K] iﬂuE(WKzo) SEMEE £ (C-MgO) , KIEME~2 H v (C-MnO) K O IEMEIED F#
(C-B,03) D 7 H HZFBRIA B LU, JEBRGER EW B 54l B lIZ DWW TE, 7o E=THEEHRH (AN), A
WYED AUl (S-P,0s) , AKEMED AUl (W-P,0s) , KEEPEITE (W-K,0), O 428 (T-As), IRIV AR E
(T-Cd), $h4 & (T-Pb) K OVKER A2 & (T-Hg) © 8 HH ZRBRIAH LLT-.

3) HBRAE

AR SR EAR W B Al A K OVERIRREAR M B Al B OB IEE LT, AR AT (1992 A0 ©
ICREHSNTWDHE 2 ORBRITIEEFIRLTC. ok, ZOMORER T IEZR A LIRAEBR=IZE, ToJ7ik
DR EDO W EZRDT-.

4) BB MEHERAER

IUPAC/ISO/AOAC D#5HERER 7 ahL D OB BRI HE, IEERFEEEW B el A KOk}
FRRERE HE T Al B 0 DA 10 5B 2 H S B> T B PERERERBR A RUELE L, N2 o BRIE B
725 B MR R ER B N AUEHT o & 2 SO T TRUBR L TR B MR AR BR DRl L LTz,
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K2 NEBFEREREE B 0 sk 07 1 (B17R)
ARBRIEE  RBRGIA
(BRI HEV B A A)

T-N RS
A-N ARIVLT VTR
C-P,0s NFREVT T BT =0 L
W-K,0 T — LRI TV — DR A
C-MgO 7L — LR ROGTE
C-MnO TL— NE T
C-B,0; T AT HE

(B R REAE W) B A B)

A-N AL
S-P,0s NFREVT T UBT o E= LK
W-P,05 NFEREVT T UBT = L
W-K,0 TL— IR TT L — DR RO
T-As RSB RS A 7 R - e ik
T-Cd 7 L— LR
T-Pb TL— LR AR R
T-Hg & oAb 7 AR RO

) HREER
Heﬂmﬂﬁﬁ% Tpfl A K OVIEERFEAEEY G Al B L0 T 17 BBR=EICEA Lz, KRBREIC
BOWTE 3 mOMTCREBREZEm L. 72k, EFREE(T-N), 7E=TMHEFR (A-N), &EMHEHVAER
(C-P,0s), AIEEMED AU (S-P,0s) 7k?§‘$@/uﬁa’%(w P,0s5), KIEMENE (W-K,0), <¥EPEH 1 (C-MgO) ,
<k~ 72 (C-MnO) Je OEEMEIED 37 (C-B,03) DA (%) 13/ NS 2 ALiCHLeD, £z, OF ek
(T-As), #FIY L4 & (T-Cd), ’\/}EE;(T Pb) K OVKER 4 & (T-Hg) DB (mg/kg) 1LA 25T 3 Hri
HdbHZEELT.

- A St A ATy

« NIRRT EER R AL R T

s aA=T IV S R T

- BT ek At BT

Y ¥ E= VS G R i S

- EREFER AR EERIEE TS

- RS AT

- MHEEN AARERMRIERS BEPE S

- MHIEN AAEREREHS AR

© MSIATBUEN RMOKEH & Z =ity 2 — thrter s —

© MSIATBUEN RMOKEEH & Z ity 2 — fLiitr 2 —

© MSIATBUEN RMOKEHR Z it 2 — ety —

© MSIATBUEN RMOKEHE Z ety — AdREEr 2 —
© MSZATBUEN RMOKEWE Z it 2 — a2 AR
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© WSIATBOEN BMOKENE L et 27— w2 —
- Al = H bR S e F—

- SEFT UMK S ik T

(50 HIE)

3 BWRRUEE

) HREFABRARAMOHE R
%\i’]’f’f P e 3R AR BR 0D A M Y 2 JEBEAT RRBR X 10 BRI O — ERL IS XD B o i e 6%%%&71#@%
R IR, WTFAOREBRE B 1B\ T, FAEAF(9,10;0. 05)%T|Elo7‘:_t75>6 AEKRYES %I
WCREHICHE BAREITRO LN ZOZEND, IEEHRGERE Y S @%ﬁA&UﬂEﬂnwﬂTﬁ
VB A B IS E CThHOZ LR LT,

K3 A VEMERR Jﬁ%‘ﬁ@n’**%

BRIE H Mean" sp? RSDY FiE®®
(%,mg/kg)®”  (%.mgkg) (%)
(IR RE Y A A)
T-N 14.71 0.08 0.5 0.52
AN 10.63 0.10 1.0 0.92
C-P,0; 10.18 0.04 0.4 1.11
W-K,O 14.03 0.14 1.0 2.02
C-MgO 3.52 0.05 1.5 1.45
C-MnO 0.43 0.01 1.6 1.73
C-B,0; 0.20 0.01 3.0 0.60
(IERIR R YY) %= Al B)
AN 8.34 0.04 0.5 1.03
S-P,0; 8.14 0.04 0.5 1.03
W-P,0; 7.09 0.02 0.3 1.98
W-K,0 8.40 0.05 0.6 0.48
CT-As 222029 130 1.64
T-Cd 6.07 0.32 52 0.55
T-Pb 23.1 1.93 8.4 1.08
T-Hg 0.831 0.02 1.8 0.43

1) 1050BR S OH T 4T DR 2 E il

2) kR oo U =

3)  FRUBHE OFE 2 e 22

4) — I EOHTEIC IR Sk

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

6) T-As, T-Cd, T-Pb}x O'T-Hgldmg/kg, = DMD 57 13%

) HEHABRBERUVREITHER
(1) F[RFER AR & O U E R E
R BRE D DA ST I EEEE REAR VE oAl 0 S R RBR AR 2 3R 4-1, & 4-2, £ 5-1 KUK 5-2
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H
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¥
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i
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=
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KERIEHH O
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(2) BTG EE B OV [ B B R

SR IR Z BR AN U723 B A 0 SR U7 S, OFT AR YE (R 22 (SDy) , DFAT AH RHEE #E 4R 72 (RSD,) K O}
{f4T HorRat 1 (Ho,) W ONZ = [H] F5 HiAZ Y {75 (SDr) , =8 [ P S5 FH o 122 YE i 72 (RSDR) M OV ] P B
HorRat fi (Hor) % 6 (27~ L7=. HorRat L5 #T 515D FE EE DR &2 572D I H W B TEY, Ho ld
RSD,/RSD;, (P) % U" Hog 1% RSDg/RSDg (P) IZLVRDBILDHY. 7243, RSDg (P) 1L FHE B AEAD Horwitz
KN RRD -, Fi2, BRS (BHEEE (T-N), 7o E=TPE2#E (A-N), <IEMEVARE (C-P,0s), A3
PED AUFE (S-P,05) , 7k¥%~‘$@/\/@3{(W—P205) AKEEVEI B (W-K,0) , <8P 1 (C-MgO) , <IEtE~> v
(C-MnO) K O IEMEIEH F (C-B05) ) M OV F R4y (O F AR & (T-As), WRIV AL & (T-Cd), $h =
(T-Pb) K Ok $R 4 *(T Hg)) @ RSD, (P) i% Horwitz ZUZZE R (1/2) L OMREL (5/8) 23 LTk
72112 S R BRAN LT RS I OV E 4y DR BR A D RSD 13 0.2~2.0 % KL TN 1.5~4.2 % THY,
ZNHDRSDRIL0.6~3.7 % & N3.9~8.3 % Th-o7z. F7=, RSD, & ' RSDg DAl 12 V% Ho, & O Hog
1% 0.15~0.78 %11 0.24~1.30 THY, VTN 2 L FTHo72Y,

K6 I [FIFER AR O MEHTRE R

FHERIE H W EwE?  sp”  RSDY  Ho”  sD”  RSDR”  Hog"
=5 (hmgke) (%.mgke) (%) (%.mgkg) (%)
(MR R HE) B A A)
T-N 14 1476 0.03 0.2 0.18 0.09 0.6 0.24
A-N 13 10.82  0.05 0.5 0.34 0.16 1.5 0.52
C-P,0; 13 10.15  0.03 0.3 0.18 0.08 0.8 0.28
W-K,0 14 1376 0.06 0.5 0.34 0.21 1.5 0.57
C-MgO 13 3.8 0.04 1.2 0.72 0.11 3.3 0.99
C-MnO 14 0.41 0.01 1.6 0.72 0.01 3.5 0.76
C-B,0, 12 0.21 0.004 2.0 0.78 0.01 3.0 0.58
(R REERE HE) B Al B)
A-N 14 8.36 0.04 0.5 0.36 0.18 2.2 0.75
S-P,0; 13 8.15 0.04 0.5 0.34 0.07 0.8 0.28
W-P,05 15 6.96 0.03 0.5 0.30 0.11 1.6 0.53
VKO 13 887 ... 0.06 .. 06 ... 043 ... 033 .. 3T e 130

T-As 14 2.20 0.09 42 0.47 0.18 8.3 0.59
T-Cd 14 5.93 0.09 1.5 0.19 0.23 3.9 0.32
T-Pb 14 24.4 0.7 2.7 0.44 1.7 7.1 0.72
T-Hg 12 0.878  0.013 1.5 0.15  0.060 6.9 0.42
1) FEATIC W3R = 5 6) R BUEE(R A=
2) EEIE (n=3BREHE R (3)) 7) = ] AR ELAR AT HE (R 22
3) PHTEEERZ= 8) = HiHorRatfi
4) GHTHRHE R 2= 9) T-As, T-Cd, T-Pb}% O'T-HglImg/kg,
5) fifTHorRatfi Z DDA 3%

3) REMBRUFHEMNS

I1SO Guide 31:2000 (JIS Q 0031:2002) 2|23\ CTAERIFRAEIE YW E DRBFEE D MLBENKFEL TERI N
TWDREAHE M O HE /&% 3 712~ L=, F£72, 1SO Guide 33:2000 (JIS Q 0033:2002) ' {Z3 W THEELEE
AEAEEDE O H IV B L2 55 E T — &2 (LRI T DM TIE ER 72, =5 i BUE R 2=
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K OEATIZ OB =0 2% 7 1R LTZ.

(1) RHENSOHE M

IEH A D HH SHIARAR O EDIREARFEDS () 1T, FEARL(N) B3+ REWVGE, FEARDEE
ﬁﬁ#(SD)&@F%H%%(a)ﬁf‘%%éﬂé E7o, BEHEDO ARSI, JLRAHENS THY, RERHENS
() \IZEE B (R) 23U ((b) ) TR, BBMEEOHT T 2 HLLNIZADT . Znds, WEfR5 (k) 1X
1EXL S %ﬁ(?){u?ﬁ%kﬁ 95 %ITR%H T D k=2 LLTZ.

FEYER NS (u) =SD/V N - (a)
JLIEAHEDS (Ugsy,) =k Xu -+ (b)

(2) FRREAE OB E

H[E R ORI H O HorRat fEAY 2.0 LN THY, JEIRAFENS D EEED 20 %A T ThHI L%

LT, 2 CORRIEE 28T 5288 L7, 7283, REEEIE, KRB O EE LR R M ZD
ﬁr [ZHD T RRLT-.

K7 REREEFICRLES N EHA

Rl T HIH H BET—H
I H FREFE EN R sD,” SD” i
(%,mg/kg)”  (%,mg/kg) (%.mgkg)  (%.mg/kg) v
(R FEAEAZ EY) L A)
T-N 14.76 0.05 0.03 0.09 14
A-N 10.82 0.09 0.05 0.16 13
C-P,05 10.15 0.04 0.03 0.08 13
W-K,O 13.76 0.11 0.06 0.21 14
C-MgO 3.28 0.06 0.04 0.11 13
C-MnO 0.41 0.01 0.01 0.01 14
C-B,0, 0.21 0.00 0.00 0.01 12
(IR FRAEAE HEY) B B)
A-N 8.36 0.10 0.04 0.18 14
S-P,05 8.15 0.04 0.04 0.07 13
W-P,05 6.96 0.06 0.03 0.11 15
WK 88T 008 o006 ] 033 ] 13

T-As 2.20 0.10 0.09 0.18 14
T-Cd 5.93 0.12 0.09 0.23 14
T-Pb 24.4 0.9 0.7 1.7 14
T-Hg 0.88 0.03 0.01 0.06 12
1) JREARHENS (A E R (R =2)) 5) T-As, T-Cd, T-Pb} O'T-HglImg/kg,

2) PHTEEER A Z DD RS 1T %

3) =R EURE e =
4) FEMTIZ - R EBR =S5
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4) FIAREVEDFENA
ISO/IEC 17025:2005 (JIS Q 17025:2006) 2 Cl¥, #RFEAE HEME %2 H\ N CRERFTO H % O PN ER IhE & B
R PT SBH R L7 FIE O % M MR A i T 22 RS WD, 22T, RIEEEYE %

b\?‘_fﬁ?ﬁﬁkﬁa@EV@nﬂﬂﬁ@ BIZARITT 5.

PN b B BR OO T2 D I i L7 DR T RN BR Ol LE (n) W ONT SR 7 OFRFEME (), DR TR (R 2= (SD,)
&Uﬁéﬁﬁfﬁﬁ%ﬁﬁ%(sm) ZRWT() X, (dD)X KV (el) Rk, BRERFM D 7= DFE e (R 2=, 2

AR e QL E AR 2R D B0 1D 2p ks, HMTRBOZNENORBE CUIEERE) 2 AV 2546 1%, MK
LE(n) & n=1 &L, Zaift ((d2) ) L OLE#R ((e2) ) 2R T 5.

i B GE DN LE R ORI A 2 T2 A1, TO—HORBRARE A LL, AR EfiT52En
LEND. 2 [EhEFE L TEOMEE B AR B OFIHZE 2 72551%, 2B H oz RE & LL, 7
B A FEfE TN EEND.

TR REFTAM D 728D DA HE (R 75 (6) =¢ ((SDR*—SD;*) +SD,*n)) -+e(c)
YIS x T DE AR = nt2Xo -+ (d1)
B — ORI 25 # = pn=2XSDy <o+ (d2)
MBI T HULER = put3Xo «++(el)
H—OR BRI 3 HMLE R = uEt3XSDy <o (e2)

5 RIBREMEOREMDE=SL)VT
RAMEYEYE A OV B OFMBRIE H By 0% EPERBR kA # 8 IOR LT, MBRE A ICds 1T B LA R
%ﬁmﬁﬁé ZHME LR, WSO BB B S 14) SRR EM E O T ISR D BRI T
otz Fiz, 7 =2 OREMEOFAMFIEEL T, 1ISO Guide 35:2006 (JIS Q 0035:2008) ¥ 22 (245 71k
oy @ En (DL FE L, WOIDIZFHBZAT o7, TORER, WTFNOMRTHLIELH Sz,
2, WERE (R) IXIEBL AT OIS K HE 95 %ICi% 4§75 k=2 LLT-.

En =1 BTE

En > 1 - R%E

El’l:|u_m|/(kX[(UCRMz_umeasz)) "'(f)
pe RRREE

ucrm:  RORETEDOFEEARHENS

m: ZEMEDOFE=ZY TR O E

Umeas: ZENEDE =2V 7 5B R DB OFEEA TS
4. FED

Yo —3, IEIERREAR HEM E & L C i AL A IE B FAMIC-A-08 M OV @b ik Ak FAMIC-B-08 %
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BAFE L7z, @ BEALAIE R FAMIC-A-08 1% 7 0 23R EL, i@ b A IEE FAMIC-B-08 1% 4 Rk 4y
4 FER Y ZRBAELTZ. FBAES L, LR BRZ F2H6E L, 1SO Guide 35:1989 (JIS Q 0035: 1997)4%7"%%
fi#EHT L7=. ISO Guide 31:2000 (JIS Q 0031:2002) % DE R FHIH T ISV CRRAEE K VT~V &2 ER LT
AEEHE Y B VR ZE B2 (2008 4F 12 H) OF iz 1T, 2009 417 X2 b D REEEAEE HEY) E DK
Fer PR LY.

B ORE YER BT 1, B NICIE s 7e<, £, B O REEEE 2 ORI BE AN D 7260 (I & 5 128 B /g
5. ZOXRBLEND, TV OREEYE DREE AT OE FYEMERICE R T 5L 2AIEREVE D LHIfFS
ns.

K8 LEMERBRERR

SRR I B i
(%.mghke)”  (%.mgkg)  (%.mgkg)  (%.mgkg)

(EE R B A)
T-N 14.76 14.58 14.94 14.75 0.38
A-N 10.82 10.51 11.12 10.80 0.16
C-P,0s 10.15 9.99 10.30 10.15 0.95
W-K,0 13.76 13.35 14.17 13.75 0.42
C-MgO 3.28 3.07 3.48 3.31 0.82
C-MnO 0.41 0.38 0.43 0.40 0.31
C-B,0;4 0.21 0.20 0.22 0.21 0.18

S )
A-N 8.36 8.00 8.71 8.54 0.69
S-P,0; 8.15 8.03 8.26 8.13 0.48
W-P,05 6.96 6.75 7.18 6.93 0.60
W-K,0 8.87 8.22 9.53 9.01 0.73

T TAs 220 0T 187 254 T 213 029

T-Cd 5.93 5.49 6.37 5.88 0.38
T-Pb 244 21.1 27.6 24.8 0.40
T-Hg 0.88 0.76 1.00 0.86 0.42

1) 3ROHTREBROFELE
2) SLFEFRBRFEM D B O BRI
3) T-As, T-Cd, T-Pb} O'T-HglImg/kg, DD S513%

5 #t #

AR AR RIEAR HEW) B 0D B FE (23 W TR SEAT BOTE N J 36 + B i PE 36 BN S 5 AT JEREAR &2 dn ik & WIFSE T
LI+ R OWRRRCGAE L IXTHR S EHEEL TEH WL ET. F7o, LRI THW 28
XS ARIT 7, N T TERRNSHENE LY, a—7 I VRS8R L5, o7 7 ek
ASHE LTS, RS =57 27X, ERAER A Z IR T8, ZAR RS AT
5, MEITEN B PR AE 1 2 BAVE 588, WA N AAIERE UE T 2 ACHT, dbifiE = iR U4k
IS = RO =T T VRAR SN R T OB EERLET.
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Preparation of Fertilizer Certified Reference Materials for Determination of Major
Components and Harmful Elements: High-Analysis Compound Fertilizer
(FAMIC-A-08) and Ordinary Compound Fertilizer (FAMIC-B-08)

Yuichi TAKAHASHI', Toshiaki HIROI®, Satono AKIMOTO?, Hideo SOETA?, Sakiko TAKAHASHI?,
Mariko AIZAWA?®, Fumihiro ABE?, Kimie KATO*, Masayuki YOSHIMOTO", Masakazu SAIKI®,
Yuko SHIRASAWA®, Yuji SHIRAI® and Masato SHIBATA?

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

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

? Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
(Now) Sendai Regional Center

* Food and Agricultural Materials Inspection Center, Sapporo Regional Center

Food and Agricultural Materials Inspection Center (FAMIC) has developed two certified reference
materials (CRMs): high-analysis compound fertilizer (FAMIC-A-08) and ordinary compound fertilizer
(FAMIC-B-08), for analysis of major components and harmful elements. FAMIC-A-08 was certified for the
concentrations of ammonium nitrogen (A-N), citric acid-soluble phosphorus (C-P,0s), water-soluble
potassium (W-K,0), citric acid-soluble magnesium (C-MgO), citric acid-soluble manganese (C-MnO) and
citric acid-soluble boron (C-B,03). FAMIC-B-08 was certified for the concentrations of ammonium nitrogen
(A-N), neutral citrate-soluble phosphorus (S-P,0s), water-soluble phosphorus (W-P,0s), water-soluble
potassium (W-K,0), total arsenic (T-As), total cadmium (T-Cd), total lead (T-Pb) and total mercury (T-Hg).
The certified values were obtained from a statistical analysis of the results of a collaborative study on the
chemical analysis of these fertilizers. Seventeen laboratories participated in this study. In a statistical
analysis of data that reported from participants, outliers were removed by Cochran test and Grubbs test,
followed by the usual statistical procedure. The developed CRMs were expected to be useful for the quality

assurance and the quality control in the analysis of inorganic pollutants in compound fertilizer.

Key words  certified reference material (CRM), compound fertilizer, major component,
harmful elements, ISO Guide 31, ISO Guide 35

(Research Report of Fertilizer, 2, 116~129 2009)
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1. [FC®HIC

YR 11 AE7 A ORERHBGRREY OSIEIZEY, (GIRIEE S A EWEE & LB 0b 5 — O IEE )3 FF
PRAEED D W @ AREE~BITL, REMED BV TEROFINIAE RS ORKEEZED, MERE
DL ENEDNDLZLE/p ol ZOZEIZIY, BB O M EZIREL, £ DRIEREG| &% 2720 H O
TREH 9720, (FIRIEE T OREES R (WRIV L, §h, =y 7 K O7al) OREITID EERE R 2H5 X
INTTg o7,

GIRIEE R OARIT L, $h, =y VKO aLOREOREALDTZD, JRALLTZ % FKTMET 53K
BHATR OF L (S BE) 12X BEEBRBRIEICOWT, AEE BB HTE 1992 4FER) > 9o kit
B, MR UMERER, E B FIROMERS D ISO/MEC 17025 THEREIN TWDHRBREN O Z Y MR OR
B Ehi L, il e 3 A8 RSO . ISR HE O TR FIH CTh o BT O iR BRIZ oWV T
IUPAC OH:[FEIFRBR 7 uha Va2 B TIEREEI T OARIV A, $h, =70 kO A0 ER %O 3 [H
REBAEERLC, EHHBEBEORELITV, ML T2HE ChHo7Z2WEY L, Rk 19 4 k%
BRI B W OKRESTZ. LnLaenb, HEFRBROME, IRIV A, $h Rk D=y 7 /I OWTEE
[ A BURE BE (FEeH AR B AR 72 ) 25 3.2~7.0 %, £ DOFHililZ V% HorRat fii1E 0.25~0.70 TH-o7=DITHfL,
70 DN TR B B (R HE YR 722) 23 11.0~18.7 %, ZOFFfilZ % HorRat fli% 1.20~
1.92 THY, FEMFUED 2.0 X FES>TWR, thomFE L TEVWE TH 7.

AOAC DAKAYYRIZEDE, HorRat Y 1.5 #H 2 -5A X2 ORNEZFHETHIICFEEHINT
WBDZEmE, 7L OWTHEZITo72E25, HorRat fEA @272 KX, W& IS5 Al REMEN S
26T, 2o, HERSTE R OMIE LI HOW BB Z2ITo71-0T, ZOWMEEZRET5.

2. MHRUVAE

1) AHOEBRKR VAN
WE L COAIGIEAEEL 2 58 GHIEREEEIEEL 1 58, FAIGIRIEE 1 50 23 B E L CUNEE L, MR IC
PRAE L. BRI E 65 CT24 B EL, HBEE 0.5 mm D550\ ELETHI0THIEL Tor i alE
AL, BRIt

Do) AR EE R R AR 2 — R 2— (B4 TR A —
2 (Oph) B K PE VY B e R e A — R H—
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2) EERUZFRE

(1) TR : BT 7 /a0 — XM 7:5010 K O¥ 22310 &, AAYy—LL-Tia
PRA SR SOLAAR M5 J¥, i B/ERT . AA-6400F J 08 AA-6800F J&

@ BERIF: TR FO 610

(3) wWir

3) HE

(1) e LERER . FooedigE TaEpk e (87 o A HERR (1 mg/mL, JCSS) LN DOFEHERIKEL
T, BEYE R A R (1423) CAT IR L CREYENR (1~20 pg Cr/mL) ZaR L7z, £7=, T Uil v
2 110 HEIZ SR ERK (1~20 pg Cr/mL) 28 L 72,

() THIHIFNAR: —HERHYT A 100 g 2 /KIS T 1,000 mL EL7-.

(3) Hale (5 & 35 %) L OH IR (5 & 60 %) IG5 oA a3 e,

(4) JKIZJISK 0557 IZHIET D A3 tHY DAKRE .

4) HAMBROFH

SIHTEEE 5.00 g 2 200 mL A h— /LB —H—{ZED, BRUF THRSCOITINEL TRILEE 2%, £ 450C
THERAL CRALSH T, ith, D EOKTHEEYZEL, MEEK 10 mL & OEEEK) 30 mL 21 2 CTHE&H
MLCHEV, B ECMBV R LT, DB T LD, FERHILZT5L, BREIEEAC RS-, lntk,
Hlg (145) 25 mL 28Iz, b= —h—%BEHIL TR, FITIBL TR L. ik,
KTEETZTAT 100 mL IZBL, HERETKEMZ, A 3 FETAHBLIZEIREZRAS L GREHRIRE L.
(X 1)

5) £0OL®EIE
7aLORENZHT->TUE, FIRFWEDHEE DT 74V DS (3 1) IZHE-T2.



132

JEEHFZEER S Vol. 2 (2009)

[ ok 500 | F—2At—H—100mL

AE (ZINER
U?lf 4 450 ‘CCHh#h
[ 75&"(% | =l
[ OB 3 | VEOKTRBZET

88 30 mL
—fiE 9 10 mL

[ ﬁul’ﬁt | R mCE, SR
[ Dul?rf& | EEHMETsL. BokkE
[ s | =m

g (1+5) 25 mL

| ik | WEEHILICE, R

| ﬁﬁzl‘(% | =R

[ f%blaz\a:f | 100 mLOERETTAa~BLiATe
K GEHRET)

| Al | A3

I A E I

X1 JBIRIEER 07 a G ER R E TR

&1 AP ED M R

X EH ! ot ) oA )
3BT & (nm) 359.3 357.9 357.9
Y Mg (nm) 1.3 0.5 0.5
77 B (mA) 75 10 10
7 F b= VEDR 330
TA =TT 75%
NPT I REEIET P—v HIE D2 1E D2 IE
JR AL AEE TL—A AN AN
71— ADFEE I =Tk FLy =T —TEFLy =T —-TEFL
JRAEAT A 8 (L/min) 2.8 1.4 2.8
BB TT A7) (kPa) 160
BOR A7 A5 1 (L/min) 15.0 9
/N —F— 5 E(mm) 7.5 8.0

) ASNAT Y yay =X 8AR N —~ VR F RO A& 2-5010 LY Z-2310

ARy —L AT v 2 FANOE T EE SOLAAR M5
3) SR ERTEL I AA-6400F & O AA-6800F
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3. HRRUEER

1) HERREROBHEN

Rk 19 FEEICAT 572 3R ICI VT, HorRat 23S <o 7o JRIKZIB 2835720, LA O
RENERFZ LITITL, £ 2 1R, JRFPOE0 I E AAS-1 KON AAS-2 TORIEMIZH A, J5
T EEE AAS-3 KON AAS-4 TOREMOIFINEMEEL /> TERY, REM TENALNZ. 2
DZEMS, IBIRIEEF O a A0 R E X R E A, HOWVITHE SO EBLZ TLAEERE LR
7-.

722 FE[AERER AR O 7 v A OB TR R R % 5L

ERY e A—T)—4, et E¥E? RSD,Y  RSDRY
(mg/ke) (%) (%)
AAS-1 7 31.6 3] 11.7
i AAS-2 2 32.9 72 93
FRIGIENFra AAS-3 2 4123 0.6 1.4
AAS-4 ] 412 0.1 —
AAS 7 25.0 5.0 161
e AAS-2 2 238 44 6.8
FRIGIEACE AAS-3 2 33.4 5.3 45
AAS-4 1 32.6 0.03 —
AAS 7 385 44 84
. AAS-2 2 417 3.6 6.8
V= e N
IGIESEREIC AAS-3 2 47.0 09 79
AAS-4 | 453 0.02 —
AAS 7 288 54 107
. " AAS-2 2 28.7 3.7 38
Y =y e I
15 IERERERC AL AAS-3 2 357 5.4 71
AAS-4 | 36.8 0.07 —
AAS 7 818 6.7 126
. " AAS-2 2 82.9 1.6 54
Y =y e I
15U ERFIC e AAS-3 2 95.9 82 6.9
AAS-4 | 98.5 0.04 —

1) fEATIC R B s 5

2) ROEYIE (n ="RBREEOMR0IE L (2))
3) SRR UG EE (FHRHE M 22)

4) [ FBUREEE (FE o2 e i 72)

2) IMJORFHDORAE

VGIRIEEHZ BT D~ N I AT IOV CTIRAEZITO 72D, 1HIRIEENE £ K5 LT3R ik %, 5/4, 2
B OV 10 FRICATIRL, ZAVE VO BT M AR 2 N L7280, 2 mg/kg OFEERR A IR T- 3%
K, TGRS 2 mg/kg OREMERR ZIRIMUT-VEIR, (MHIRMUR VAR O 4 FEOEREERL,

JE AT EEE TRITEZAT 72, 2 mg/kg DIEMERZ RN UIZIEE OREMEDS, fIHIRIIL TV
W OREMZ, THIMHIARIRE 2 me/kg ODEMRERZRINUIZEEOREMD D, TH AR
WML OWEEZ 5, FLRZRODHIE TN I AT HOE G WA L7z,

ZORERITFER 3 ITRLIZEBVTHY, TGRSR ZRINU WG E1E, ArfRAF 235 mIEE [RIY
RBNBITHoT-. T, THWIHIFIEREZRINUIZSA1, fRMERNERDE A TH RN RO ZE N7
moTo.
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K3 SMEHOARET RIS T L THMHE AR O HEIZ L 570 LD BEIER (%)

TG TRIEE 5B HE BT
AEHAIR D TP A T Al
EIEiN 3 YR W RN AN
5/415 AR 93.1 102.9 85.5 105.7
215 AR 94.6 103.9 88.2 105.7
10135 A7 AR 98.4 106.3 96.0 107.4

D IL[EFERTO T KIGIEIEEL b LRI Y7L
BB ISR WL B & AAS-1(01) Z2fE L7

3) BB HERIRER

3.2) NIV ATV OFRA CTl H U7 G TR IR B TR EK R L, 4 KOV 10 547 BRU 72 30RHAR K OV
Yeith %o, JRSEATBOE N EMOK EW B 2 it 2 — O£ RBREGLIR B 2 —, B ' 22—, KES,
LR —, Emii e —, E X TENL, 3.2) EE— DT ETHIEZITV, JIE e o
NI ADEAEEL | AW Ay HT SE B O FR R OBV O W TR SR R THA LR 4-1~4-3 ITRLT.
TUHIH RIS R 2 BIMU2 W TRIE L7258 128 W, RO i 24 & AAS-1 LT AAS-2 TIERA4T
7REEERBZF DI, TR T E AAS-3 TIEEIEE B ST 127~150 %@V MEZRL, R
KW OEEBE KRED-7-. THIHIFEEREZRINL TELZE AT, WO OV TH B 4F72 R
INEREHNT.

B, BBEOD, KRBRETH 5 L FRBIE A LR iE@E o A—h—LBXEE 5 12
~LTz.

F4-1 JFAWSOHTIEE AAS-1 TOZa ORI (%)

A B2 EA TV A2 L TN A0
IR R s

EREA 108 111 102 101

AEREC 115 117 106 105

TARIBIRIEE HER=ED 99 99 100 99

RER=EE 99 102 107 109

R ZEF 100 99 100 101

PEREA 111 113 102 105

ABREEC 115 118 109 109

THUEFERENEEL 3BR=ED 99 101 107 107

AEREE 97 102 113 110

B EF 102 103 100 102

DILFEERERTO T ABIRIEE b ERIUY 7 v

#4-2 AR E AAS-2 TOZa LD (%)

Iy Ty AL T-HHIA 5
i': N e L. > e >R e % e =R
IR A AEFIR 10f55 IR AREFIR 10/ IR
- L) ABREB 109 115 103 101
Ne=ty un D)
PARTGIEIER S e 98 107 100 105
o pw PABREB 113 112 98 101
IGIEFEREIE Y ABREC 98 105 104 105

FEDIEFR3- 122
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F4-3 R RIES T E AAS-3 TOZa DAL (%)

R TV Al L TN A0
i MG A AR 0

HEREA 132 134 104 106

TARIGTRIEE ABREE 140 145 104 105

PR EFR 131 127 106 106

AR EA 117 127 103 105

TGUEFSEEEEL  FBR=EE 133 143 99 104

AR T 150 141 105 105

DX F4-12 2R

25 FLFETAE BRI L7 o o A&
)(_.

ARERED A= =4 () A—T1—4, () A —44 (R0
A AAS-1(02) AAS-3(01)
B AAS-2(01)
C AAS-1(02) AAS-2(02)
D AAS-1(01)
E AAS-1(01) AAS-3(01)
F AAS-1(02) AAS-3(01)
1) HLRBEERBRICS N 7R B = O L 5-(EAR)

4. F&O

YRR 19 AFEEIC I NE L7 LRI EBR O W E B A, 8 A U7 BERE B IS REAT L 72225, TR 7o i
8 AAS-3 Y AAS-4 ICEDIEMENE, WG BT SEE AAS-1 TV AAS-2 ([ZXDRIEM LY, 28
E <72 B DT

TGN RE 2 E K iR U= EHA T &, 5/4, 2 OV 10 5735 L, T2 OB E 2B W CT M AR
OO TICL D70 MERER OTINEIUL R E RO TAE R, THml AR Z2EMUe WG A%, 10
BARUTZE IR C RAFR BN R A5 72, Ee, Tl AR R A2 MU= 5 61%, RS RIC k2 R =R
DT AN T,

IHIENEEE E R R LT e B R 22 4 KOV 10 f5 AR L, [Fl— OFE AR IR & 0BHE 2 T TRk Rl F R &
ATV, MU ORI R Z RO 7224, Tt AR ZRML THIE LTS &%, WThok
FEIZONWTH BAFRBUCER GO, LLRRE, TEIHANER OWMNET O ITRE LIS A1,
JFE AW BT AAS-3 1B W TR NG EVME LD, fEHIEH DN TV,

PLEOFE NG, Rk 19 4F 125 i L= R FERIZIB VT, 7rA0 HorRat fEAM D L3 L Hb#EL T
BME S22 JRIKNE, T3 IHENA R ORINE Lisdso 2Dl — OB CHI @ lc B 5 T #ndh-o
= Y 4V e

TN HI RN Z RN T 5281280 AAS-1, AAS-2 K TNAAS-3 DWT ORIV TH, A RME =R
ERACT DL IEMEICHNE CTE/2Z e, B IENEENE £ K 53 R U7 ORI 4 L1 W ok o A 25 18 ©
WE T 25 AL, FWIH AR EZ RN T 5ZENEELNEEZ X L.
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AEEE D S DR A L VA TEZR BB OFELR DT, ZD Epy, B ERDZEORBRII R A K THD.
MSTATBOE N SRR PE T B 2 2l £ % — (FAMIC) ICB W TIE, MR ITIEDOR %, MatEd
ToTHRY, HICZ Y PRI RS, R RBEELZINZ T, EE oM EE S IEH T2
MEEHERBRE | V2R EL, A== I2B# LT D, RBRED Y MR 1T ISO/IEC 17025 (JIS Q
17025:2006) ? DR FIH TH L GAER, MoK UMERE, © & FIROMR%S%E IUPACT YO ahai s
BEICER LU, £z, PEERREOREICHI-->TUE, +OICBAENMEENDIIICEELTIER
SIRTIED DEE M X BIAR E i L TN,

LU0, SEER AT 1A CITAEEEMEE R L OVABE ORI EICB W OREESHVWLTEY, ZTO#
TEIZHEMECHD. IERHSERBRIEDOREICHTZD, JIS K 0115:2004% THIE SN QWD 72k B L2 BR
HF2ZLelic. L Ledn, @i ER CIImEROMENNSLRD5720, 2O EMBMEL MR TEHR
FERIPHAZ RO DU ENRHD. ZOZLnD, HEEERE K VAR OT-D DR EREIERL, BRMEIS
MO ERPHZ MR L. F, IEEH AT A TR &R OB EF#IH S BB REN TORNIEIFEIT DN T
HEREORBRZ ERLI-DOTEOMEARET 5.

2. MMRUVAHE

N EERUHFE

(1) SO EERE: BEEREFTR UV-1200
(2) Ayh7L—h

(3) fE A

(4) kTR R R R O R

2) HAE
JEBh s 2 BR 1 (2009) I29E> TR L 7=,

U)K PE TR L Al e 2 — LR —
2O AR K PE T B 22 RN o 2 — R R 2 A R A
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3) WHEMZER(N-N)BED-ODRERDIER

(1) WilEER — FiER SRR 200 mL 24|77 A= 250 mL (Z AL, KL/ 758 1 g M O JE
PERER~ 7 3T L8 1 g INZ, 30~40 [A]#i5 /43 C 10 Sy RHEVIRE . ERETKENZ, A3 T
AL, ZERBREEKE LT,

(2) RHEAMEFEYENR (0.01 mg N /mL) 1~10 mL Z/NUZRF LIZZ N ETLERRER) 2 SR E -T2,

(3) —HDOFRINO/NUZEFE M ENZERERAR 1 mL 212 7.

4) BIDRBNO/NFEFE MAIXZE BRI TR Z N Z 72T,

(5) 80 CLL EDKIE ETKOEHABIECHFELT.

6) famth, 7=/ —/VHilE 2 mL Z T, EHIZERMARERL, R COREWE T =/ —/L
Wil LB fihs7=. %9 10 o M iiE %, K 20 mL 200 % 7. ik, K TERET7T7A2 100 mL IZBL, K
DEPENECNIRDETTE=T K (R2) ZMATHTAAIEEL, BIZTE=TK(1+2)3 mL %
MMz 7=, ki th, ERRETKEMZ, 1300 KEL, % %510 0.01~0.1 mgN /100 mL &4 4 B2
FEHERE LT,

(7) BID/INZKFEMIZ DT, (O)ERIERDOEAEZAT > T s 223 Bk & LTz,

(8) M Eufy A 2 BRI Ak R E U O e A RS IR O R 410 nm OWOEEAIEL, &%
L T SRR YR D R 1 1 22 58 (N-N) 8 88 C RO JEE & DR R A A AR L 7.

4) YAEEE E (T-P,0s) RUIKBHEY AEE (W- P,0s) BIE D= DEERDIERK

(1) DABRFEAENR (0.5 mgP,0s/mL) 1~12 mL #4877 A2 100 mL (ZZ 3V IV EEFER 2 SR BICE 7=,

2) —FHORINOLEETTA2 100 mL [ZHEEE (1+1)4 mL 200, MWL CEMR L. flimtk, 7= /—
T HZLAERHE (1 g/100 mL) 1~2 22, WK DO APROIREGIZRDETT =T K (1+1) 22
THRIL-. IR OWVIREEAPTE R T2 E TR (1+2) Z N2 CHEEMEE L, B E&OKEMZ 7=

(3) BIDZRFNDAETZ7 A2 100 mL 1Z1E, Q)DO#EIEE T TITH & OKEMZ T,

(4) FEEARIEAENE (A)20 mL 2Nz, FITHERETKEMZT-%, 30 SMKEL, %3R800 0.5~6
mg P,05/100 mL Ok &6 0 A BREEHER & LT,

(5) BlDOAE7Z7 A2 100 mL (22T, )~ ERRDERIEEZIT > T B 22k L7z,

(6) B 22 3Rtk At FRE L T S 0 AV BRI YRR O 8% 1= 420 nm DO EEZ I E L, 1 &k H]
0 ATBIEYERR DY AT FE LW FE L DR B A AR L7z

5) AAMEY AR (S-P,0s) BIE D= DR ERDERL

(1) DABRFEAENR (0.5 mgP,0s/mL) 1~12 mL Z#4& 7722 100 mL (ZZIEILERRER) 2 RFI2E0,
R—TF N K Z VBRI 2 mL M O EE (1+1) 4 mL &2 7=.

(2) —HDORINOARETTAZ 100 mL 1%, MEAL CEMBL. mk, #MEOKEMZ Tz

(3) BIDORYNDOAETT A2 100 mL X, MEGE3 5@ & DK EINZ 7.

(4) FEARIEAENR (B)20 mL 2%, FITHEMETKREMZ 7214, £ 30 MIKEL, %3510 0.5~6
mg P,05/100 mL Ok &6 Y A BREEHERR & LT,

(5) MDA TET7F27 100 mL IZOWT, _X—TF /<< Z B IE 2 mL & OWSEE (1+1) 4 mL 200 %,
(3)~(4) L [FIEE DEAEEAT - T B 225 BRIk & L=

(6) B 22 3Btk At FRE L T S 0 AU BB AR YE IR D% 1= 420 nm DO EEZ I E L, 1 &k H]
0 ATBIEYERR DY AR FE LW FE L DR B A AR L7z
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6) <IAMEYAEE (C-P0s)BIEDT=HDREMRDERL

(1) WABRFENERR (0.5 mgP,0s/mL) 1~12 mL 24877 A2 100 mL ([ZZNEHE R 2 Z1ED, <
Z ABRERE (20 mg/mL) 17 mL K Oz (1+1)4 mL Z /0 z 7.

(2) —FHDORINOAETZT7A2 100 mL 1%, MEAL TEW L. Mn, MEOKEMA T,

(3) BIORFNOAETT A2 100 mL 1%, MMEGEFICEEOKENMNZ -

(4) FORIKAR (B)20 mL 2%, FITEMRETREMZ =%, § 30 oBEL, %5510 0.5~6
mg P,05/100 mL O &Y AR AERE LT,

(5) BlDOAETZTZA3 100 mL (Z2WT, <X AMEERK (20 mg/mL) 17 mL & OWERE (1+1)4 mL 2%,
(3)~(4) & [FBE D AEAAT - T B 2 i Bk & LT

(6) R Eofy F 22 3Rk Ak FRE L TR AR D VBB A YR O 1 1= 420 nm OWOEEEZ R E L, 1 S fp
0 ABBREEIR DV /IR FE LW BE L O R AR A ERL LTz

7) KBMHIES5HR (W-B03) AIEDT-ODREMRDVERK

(1) 1FHFEEHER (0.05 mg B,O3/mL) 1~20 mL #4277 22 100 mL ([ZBPEAIICE 7.

Q) =F LTI MFFFRYIK 25 mL, FEEE T E=7 LK 10 mL, 7 AF > H ik 10 mL ZJER
Iz, FEIHERRETAREMZ 25, £ 2 BEFEE L, 0.05~1 mgB,03/100 mL O S FIED 35 R 1S U ik
LL7z.

(3) MOAET T A2 100 mL (Z2WT, Q)EFRERDERIEEZAT - Tl St 1 225l & LT

(4) H B N 22 Rk &t FRE L T B INED SRR MBI DI = 415 nm OWOEEEZHIE L, 1 &k H]
I FATHEIR DITD R E LW E L O B A ERL LT,

8) IBAMEIESFR (C-BO) BIEDT=HDIRERDIERL

(1) 1EHFEEHER (0.05 mg B,03/mL) 1~20 mL Z4 & 77 A= 100 mL (ZEEFEAICE -T2,

(2) <ZABRERHE (20 mg/mL) 15 mL, =F L7 I WUFEBR YRR 25 mL, HEEE T E="7 AFR#E 10 mL,
TV AT H IR 10 mL ZNER N Z, SR ETREMZ 2%, £ 2 FERAZE L, 0.05~1 mgB,05/100
mL O BT FERAEAEIR LT,

(3) BORETZ T A2 100 mL (ZDWT, Q)ERIROEIEEAT > T e 22 3Rk & LTz,

(4) H R N 22 BRik At FREL TR B 3D SRR MBI DI 5= 415 nm OO EEZHIE L, 1 &k H]
EDFAREIR DIFO R LW E L O B & ERR LT,

3. MRBLUBE

1) HEMERAIED-OHDEER

AR R BRIE VIS D7 = /) — VR R IE O EEME 22 E ORI E DD DR ERZX 1-1 [TRLEE. 20
FEF, 0.01~0.1 mgN/100 mL D #iPH Tl =t y=4.5801x+0.0017 T, PEMHREL 17=0.9999 &+%y
IR CTEOMBMBELN. ZZRBRIEE 1 mL Z2USINU 7B SRR e A v i 2 - Y e PE 22
FOREDT-D DR EMZK 1-2 ITRLTz. ZORER, 0.01~0.1 mgN/100 mL O &P TR y=
4.6301x+0.0007 T, JEREL 11 =0.9999 THY, JEOZEABRIFITEFRMOMRERE— LT

AEER I AT IE BT, BREHAR OSBRI 2 2R BRIRE GRET T 7) O — & BT R &N
ZTOREFEICTHBMEEZRZAETLI0EHESN TS, LLAanDh, ZRBRIRIKOEINOA BTk
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EMROMEE R OE R ICEELNZ 0D, IEHERBRE TIXERBRIA R 2 I IR E#RE 0.01~
0.1 mgN/100 mL O EFIPH CrER T 2I0ICRib sz, 7ok, ikl 1 g2 2 & 7723 250 mL 12k
v, FNFNOBTLEERETHTR L 723 BATZ 1 mL 2y BLL TR A ST I0E  o0 22 321 5 )3 i R
2y D FAKIR D 0.01 mgN/100 mL Tho7o56, HiTalBl R ORI E R O A 1T 0.25 %M Y &
ETRD . ZNHDZEND, MEMIELAERE BT LR IERSE D& A T REIREREEROR/ N E
(1 %) OWPEIZIEH TELZ LA MR LTZ.

0.5 0.5
\
y =4.5801x + 0.0017 y = 4.6301x + 0.0007
04 2 04 B 2
r =0.9999 r =0.9999
0.3 03 |
i i
=02 | oo |
0.1 01 |
0.0 <& 0.0 X
0.00 0.02 0.04 006 008 0.10 0.00 0.02 0.04 006 0.08 0.10
% F P2 (mg/100 mL) ZEFEE (mg/100 mL)
B1-1 N-NOH & X1-2 N-NO &
& 2R R VA iR SN A ZERRBR VSR 1 mLEsN

2) VABEERUVKAEVABIAED-HDRELR

AR R B EVIC BT AN FREY T F U T VB = AEOD AR A B K UKD AR ORI E D=
HOBEMBMEZX 2-1 [TRLTZ. TOFEE, 0.5~6 mgP,05/100 mL D FE & CHEE X y=0.2292x+
0.0069 T, EFREL ?=0.9997 L+ 3 CHH CEHMEMMNE O, £, BILEZ LR ERAVA
AR YRR 2 IV T2 AU R 4 5 S OVKERMED AR DT E DT80 DR B 2 (X 2-2 IR LTz, ZDfER, 0.5~
6 mgP,05/100 mL D FE i FH THIF R y=0.2295x+0.0056 T, PELRE 2=0.9999 THY, S&DHE Wil
HRL OB EMRE— BTz

AEEF I HTEC BT, EANVNAEBEE A T2BENNDHLY A, FEAERICAEE (1+1) 22 T
PILEE L CORZEVEICTOARE 2 & K OUKIEHEY ABRZJIE T 20 ST 5. L Lehin, Al
HOA L, BREROEE KR O ITEB LN LD, IS ERIE Tl AL P2 i3 10
B#t% 0.5~6 mgP,0s/100 mL O EEFIPH CIERL 2 IICFib STz, 7eds, DMk 5 g 22 BT7 T2
22500 mL I2EY, ZNF N OFTALERERVE TR L 72 3BHA T & 25 mL 4y B L T3 G S BT IR B 00 ATk
TP AR B AR 7 0y FO B AR FE D 0.5 mgP,05/100 mL THo7=35A, ST akkh i o0 A 4 i Tk
PEOABRDEH BT 0.2 %Y ELRD. ZROEDOIEND, MEBRIEL A ESK D IR HILRIEESE D
BAH T REVARE R E K OUKEEMED Al DN (1 %) ORI EIZE H CEDZ LA MR LT,
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1.5 1.5
\
= = +
12 y = 0.2292x + 0.0069 12 LY 0-3295x 0.0056
. ) i
r =0.9997 r =0.9999
- 0.9
" 0.9 "
=06 | =06
03 | 0.3
0.0 <& 0.0 X
0 1 2 3 4 5 6 0 1 2 3 4 5 6
0 A BB (mgP20s/100 mL) D AR (mgP205/100 mL)
[X2-1 T-P20sk O"W-P20s D [X]2-2 T-P20s K O"W-P20sD i
O FILBL A AL B B0
1.5 1.5
\
Ly | ¥ 702288+ 0.0064 1o | y=0.2289x +0.0041
' I’ =0.9998 ' r’ = 0.9999
0.9 | 09 |
i i
=06 | o6 |
03 | 03 |
0.0 <& 0.0 X
0 1 2 3 4 5 6 0 1 2 3 4 5 6
Y Al (mgP20s/100 mL) 0 AR FE (mgP20s/100 mL)
[43-1 S-P20s? fi [43-2 S-P20sD i &
O HhE L A F AL 5D

3) AIBAMYABRRBIED-ODHEER

AEEHE S BRIEVICBIT DT REV T T U T =0 AEO AEVED AR ORI E D7 O AR A X
3-1 TR LTe. ZDfER, 0.5~6 mgP,0s/100 mL O EEHiPH TEIF A y=0.2288x1+0.0064 T, HRIEFRE
’=0.9998 L/ ICFI A CEXHMBEMAEONT. BILEE UM R0 A BREE e 2 F O 7 ATk
0 AR DR TE DT O AR E K 3-2 1ZRULTZ. ZORER, 0.5~6 mgP,05/100 mL O FEFiFH CHEIFH y
=0.2289x+0.0041 T, JERE °=0.9999 THY, FEDEFLERRLOMERE LT,
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AR HrE I Z RO TIE, BRI (1+1) 20 2 TR ALEL L COR B IS TRIVEED AR 2 3
HEVFHMEIN TS, LL2n3s, ALHE ORI, MEROBE KU ICEELZ2NWIEND, B
BHE B L TIE B L 2 32 5 3 I iR A 0.5~6 mgP,05/100 mL O L P TIER 5 X927
WENT. Tk, SHTEEL 2.5 g ZRTALERERIEL, 2R T T 22250 mL SRR L 72 3UEHATR () & OFUEHA
#(b)Z4 5 mL ML TEDLE THAIELBWKTOVABIRENBRER T2y FORKIRED 0.5
mgP,05/100 mL THh-o7=34, ATabEH R O IS IE B DG 81 0.5 Y LD, ZRHDZEn
B, BEMIEL AN ERE DB DERIER SO E R T _RE A AR O F/ & (1 %) ORE i A T
THTEEMERE L.

1.5 1.5
\
12 y = 0.2289x + 0.0049 1y LY~ 0.2280x + 0.0050
' = 0.9999 ' r’ =0.9999
0.9 | 0.9 |
il #
= 0.6 = 0.6 |
0.3 | 03 |
0.0 & 0.0 X
0 1 2 3 4 5 6 0 1 2 3 4 5 6
0 /UM I FE (mgP20s/100 mL) Y AUBE IR FE (mgP20s/100 mL)
[K4-1 C-P20sD s &% [X4-2 C-P20sDH &
O AVER L A B BEELHY

4) <BEHYABAED-HDRELR

AR 2 S BR LV IC BT AN T REY T FUBR T = AEOIEMED AR ORI E D 7= O B4 4
4-1 lTRLT. ZDFER, 0.5~6 mgP,0s/100 mL O FE#iH CHEIFZ y=0.2289x1+0.0049 T, HEFREL
°=0.9999 &R TEAMEROGDILE. E WAL L7 B BT 0 A RS e & O T ERTEY
AEEDRTE DT DI B a X 4-2 IR LTZ. ZOFER, 0.5~6 mgP,05/100 mL O &P TRHEIFNK y
=0.2280x+0.0050 T, PRERE =0.9999 THY, OB FIMF /2L OB EMRE —FLT-.

AR AT IES BT, FE R IR R (1+1) 202 CE P L ORZEIBICTREME AR EJNE T
HIVFHEIN TS, LnL2nds, AWALHEOA I, REROBEEX KO R ICEELZ2NWIEND, B
BF RS CIIA WL A i & 3 IR B A ER T 280 disniz. ods, okl 1 g 22877
A2250 mLZ&Y, AiALEREAE TR L 72 3URHA IR A 25 mL 20 BL L TR B S W72 IR I OV A FR IR FE H3 R
BT 7y ORI E D 0.5 mgP,05/100 mL Tho7o356, ATkt F OBV A B OE A &130.5 %
Y ELRD. ZNHDIEND, RERIELAERKEDIZBIT LR ZE DGR T _XEEEVAIED
B/ (1 %) ORIEIZHEH CEHZ L& MER L.



WL IHTIC R DB TR, VAR K ONED FFRBRIED VRS — M iR o0 Al — 143

5) KBMEFSRRUGBEEIFSFRAED-ODRER

IR RBRIE VIS DT Y AF v H IEOKIEMEIZIFEORIE DTS DM EREZK 5-1 [ZRLE. 20
fEF, 0.05~1 mgB,05/100 mL O FE &GP Tl y=1.0391x+0.0048 T, REFRLL P =0.9998 &+
IR TELMBBRNEDI. <ZAMEAT (20 mg/mL) 15 mL Z¥RNU 7= B HIED B k4
TeKEEMEIEIFZDORNE D7D DR EMRE K 5-2 IRz, ZOFREE, 0.05~1 mgB203/100 mL D i
TEYFR y=0.8482x+0.0015 T, PEFRI 17=0.9999 THY, JeDKEMEIEIFE O BERIVEE /NS
<Tpo Tz,

AEEF AT IE IZ B W TH IR BRI I FZRE T 2L I TODDS, B I YK O
HiPH M O Z AVFR AR (20 mg/mL) @%bugrjﬂﬂﬂménﬂ\m\ IO FAEHEIRITIRIN L To< 2 VBB VA TR
(20 mg/mL) D BN LILDIEERBEMOMBEE D/ NESRDIENMOITNDD N, [FIR 15 mL RSz
0.05 mgB,03/100 mL D & F AR HE R 13 H wT RE72 W B (0. 042)1&;071 ZDZEND, IEFHFERED
72D DR &M A 0.05~1 mgB,03/100 mL D FEFEFH TIERL, FICEEMEIEH FE O & AR ERIZIE
A ARV R (20 mg/mL) 15 mL GRUBHAHR 25 mL #5248 O< 2 AUBRIA IR 7 ) %%bnﬁéb;ﬂtéht ¥,
IHTRRER g T 2.5 gA B ET T AT 250 mLIZEYD, TN ENORTLEEE/E TR L -3 BHA R % 25 mL
L TR ASETER T ORI E SR ER 7 0y MO RARIRE D 0.05 mgB,03/100 mL Th-7-3;
A, BT EUEE R O K EEME AFIEMEIZHFE O E A &1L 0.05 % X% 0.02 %Y & l/nd. ZNHDTlnb,
u\?‘ﬂ@*ﬁ%ﬁ&%ﬁ}fﬁﬁ%” BT AEE S O G H T R EKENE IIEMEIZOF O R/ &
(0.05 %) DR EIZHEH TELZ L2 MR L.

1.2 1.2
1.0 1.0 |
y = 1.0391x + 0.0048 y = 0.8482x + 0.0015
2
s | ¥’ = 0.9998 l ¥’ = 0.9999 P
piid i
206 | 0.6
= =
0.4 | 0.4 |
0.2 02 L
0.0 <& 0.0 X
0.00 020 040 0.60 080 1.00 0.00 020 040 0.60 080 1.00
39 F R E (mgB203/100 mL) IHFEE (mgB203/100 mL)
15-1 W-B20s D [45-2 C-B:0sD i i
O R ARV IR AR N A Z VBB RS mLERN
4. FEO

TEERPEZE SR, VAR K NIHFEOWE DT=D DO EMRAIER LT-LZA, IROKE a7, it E R
HIE DT D OFR I 0.01~0.1 mgN/100 mL D FE i CREARMEA R U, ZZRBREgiK GRE T 77)
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DFEMOA FEI IR EROBEE K N ICEB Lo, WA SR, KIETED AR, FTIAMED AR KO
SERMED AR DR E DT DR EARITOT Y 0.5~6 mgP,05/100 mL O EHiPH CEMRMEEZ R L. %
e B AR YR O A i AL BR 0 A BV R R O E K OO AT IZ 3B L 72 o 7. K EEMENED 3B K Ok
[ FO RO EFRIL 0.05~1 mgB,03/100 mL D HFiFH CEARMEZ R UTZ. MEMR O T 7y MO AR IR )
SEHLIZOHREI R OZNENOM T OEA BT, AT RE I T DL EE S D& f 3 &K/
EEHIE TELE THT,

VLB, WTFhomEFIELENENOR S HIEICHWAZENTEDL T e MEREE A T 22D MRS
7o, ZDOZEND, 2008 FEE LB E R S OFE a2 T, WICOCE ST I DR R, VA
e ONEH S DB E D 723D O R AR AT AR RS BRI (2009) (2B S N2Y.

X

1) JRSTATEE N EROKEN 2222 — (FAMIC) : EEHERERE (2009)
<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, #ABRFT & UM IEREBI O RE I ICBE 2% —fix 2R HIH)

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) REMOKPER B SR BE RN SR BT - AEAR /3 M1 15 (1992 4FAR) , p.21~22, p.34~37, p.70~71, H AAEHERR
EWE, B (1992)

6) JIS K 0115 :2004, Wt 56 B 45 A g Rl

7) JRMOKPEL s BRI S &l AR O A E B 2 E O D SOEERL 12 4F 8 A 31 H,
JEMOKPES & RE 1161 5 (2000)

8) MKW IEFE: E GETREMRALE O ATIE, p.184~187, EBE L, H AL (2005)



TETEIEBHE A S HHEIC- DUV T —2003~20074F % — 145




146 JEEHFZEER S Vol. 2 (2009)

<ERE>
14 FBREIEHMRZ STHEIZDONT

—2003~2007 4 —

INZAT BUE N RO PETH B 22 2 B & o 7 — NEERDEHZE i A 5 R BEER
F—U—F  HRIEEL, RS, REERWL, Ky, AEFEKS

1. [XC®IC

MSTATBOIE N AKX PETY B 2 2 5l % — (FAMIC) Tl AREF B i (BEFn 25 EiEHEE 127 5) 1
DX, BMAKERE DO RICEVIE A EF LG FE I LU TOLAREEZIT> TS, BRI O & A
BEII PO EICLDRV LR TERWIEND, A TITAEBZ I ZE (B ED L, FAMIC (2R 570
o B A mEEZSITL, #ERERMKEL ITREZIToTND.

FAMIC (ZHEWTIEHHIGHEIC IV BB AR A Z, B F R0 %5 T30 @\ G TE IR R A4 P 2
FHAEAEERSTWD, AEl, ZRBETRIEEIOAEES OMEE S IZET50720, JFak 15 4
FEMNBIRR 19 FEEEETO 5 FRITULE LT 1,085 MOTBIEIEEHI DWW TZ DTk RE LD ELDT-DT
WET2.

725, IEEHBGRHE B W TIIAE B O &8 UM DI A FEE T R ZEL IR T2 E0NRE TN
TEY, RIEZEOTHFHEL T, PEIOFEE, 2P, AFEEE OKA OMIIRIERN 7 & (G IEEEHZS
STTEERRGOEHE), REERLENEDOLNTND. T2, HRIEEOAEREIZBNTES
EAFSNADAERMS (O, IRIV L, KR, =v7v, 70l O) DR RENEDHILTND.

TG IENEE RO FREREIT FAVEIRIEEE, UIRIGIRIEEE, TG TRIEE, RATETEIREE, k5 Jeie
15 IR BE AL R & OVUK PE R PE D R BERE B O THREEE) 12> CX R By &L C, R AR, VAREE,
I A, flefE (1 Fa/ 755720 300 IV ILL L2 G A 3T5561CR5. ), e (1 Fur/Jn
W20 900 VT AL EEFTHHEICRD. ) ROAIREE (1 Fu/ T 04720 150 7700 EEH TS
GE RS, ) 2Rl T52LER o TWHDT, IEBIOTIEEIZ, ZHOD T I OWTOS T EEA FAK
G DR EDEED T

Fio, A RBDZ T ARIGIRIEEL, LRIGIEAEE, TG IEAEE, BERE Ve LR & OV U 76 B A Bt
WZOWTII T EER S MR LS E R LT

2. BFBEMDIEERIE

IHTELL TERZFTFSNDH FA I D K& (0% 50 mg/kg, WRIV L5 mg/kg, K 2 mg/kg, =
47V 300 mg/kg, 72 500 mg/kg, #1100 mg/kg) Z#E 2 72 JEEHZ ST, FAMIC ORMiA % RACHE S X,
APEFRES T THAA O W IR, [, S RS O i O E 2 LD E QYRR DB I3 X 5T
W5,

AR O FEFE LA E AL BV TLL FOINTED DB TND. Y& R OFHIZ S 7o T, Rk ofE
OB SR B EZ D LI ET LB R DD.



TETRNERLE 25 ST EIZ DWW T —2003~20074FEF — 147

(1) FRIGIREE
TAKE DRI O A DGR ZIRAE, THAL, BRIz L7zt o

—IZHBT D F ARG IR R BHI A B LUXB M E OB IR A LT-b O LI A L 7eb
—HLIE I D T ARGIRIEE AR A Lo O XTI N AL I-b D

l

[ ll

(2) UIRIGIRIEE

— LIRS R, SRR AL EE i 5 4 L <UZEABAE DDA U TG IR SUIT O E IR G LIcb D& IR,
?‘E’ﬂﬁ i AK ST RZ L T2b D

= LRXITEOPE O ERE AR E T DM B SUTE R AP T 28 B ARG L, K T
L7Zb D

= —HLLKE I T A URGIREEHI A E A LT E ORI ZIR G L72b D XTI a2 i
L7Zb D

W —, ZELLIE =BT OURGIEIEE ARG LIz O XX TNA LR L2 O
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TAKRIGUIEREEL (n =46)

FEIE R mORE &/AME
ERDRE (%) 3.64 3.87 6.89 0.81
0 AR B (%) 3.39 3.51 9.92 0.63
RSy (%) 0.21 0.16 0.60 0.02
il 4 & (mg/kg) 185 131 784 5
Hhgh 4 i (mg/kg) 420 326 1500 73
K 4 (%) 2.41 1.50 13.84 0.14
IRFEFR L 6.1 5.7 15.2 4.0
Koy (%) 38.73 23.89 86.33 1.34
[OF = (mg/kg) 6.8 5.7 43.0 0.3
JIRIY L (mg/kg) 1.1 1.1 1.9 0.1
KR (mg/kg) 2.3 0.3 87.1 0
=7V (mg/kg) 35 26 168 5
V4= N (mg/kg) 49 28 338 2
& (mg/kg) 20 19 49 0
UIRIGIEAEE} (n =274)
I Rl ROKiE R/ME

ERLR (%) 3.33 3.87 7.58 0.02
0 AR A R (%) 4.10 433 16.10 0.02
ILEEERE S (%) 0.26 0.23 0.92 0
4 B (mg/kg) 218 185 1084 1
i gh 4 (mg/kg) 604 466 11342 1
K4 (%) 2.70 1.44 46.70 0.01
RFBER 6.3 5.8 30.5 3.1
Koy (%) 38.71 26.77 99.66 0.72
(053 (mg/kg) 6.6 5.3 37.0 0
JIRIT A (mg/kg) 1.8 1.7 6.2 0
KR (mg/kg) 0.7 0.5 6.7 0
=y (mg/kg) 30 23 448 0
ZA=0A (mg/kg) 35 25 440 0
G (mg/kg) 21 19 140 0
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TG TR (n =77)

FEIE R mORE &/AME
ERDRE (%) 1.85 1.01 8.62 0.11
0 AR B (%) 1.28 0.68 7.46 0.06
RSy (%) 0.25 0.11 1.61 0.01
4> & (mg/kg) 48 17 468 0
Hhgh 4 i (mg/kg) 145 63 816 0
K 4 (%) 1.78 0.25 28.81 0
IRFEFR L 7.8 6.1 32.6 3.7
Koy (%) 64.65 81.91 98.73 0.88
[OF = (mg/kg) 1.7 1.0 9.6 0
JIRIY L (mg/kg) 0.4 0.2 1.6 0
KR (mg/kg) 0.1 0.0 1.8 0
=7V (mg/kg) 33 18 234 0
V4= N (mg/kg) 42 30 357 0
& (mg/kg) 11 6 70 0
IRAIGTRAREL (n =11)
I Rl ROKiE R/ME

ERPE (%) 3.14 2.83 7.55 0.72
0AFR A B (%) 3.20 2.14 11.70 0.55
ILEEERE S (%) 0.32 0.26 0.99 0.04
4 B (mg/kg) 182 145 595 21
i gh 4 (mg/kg) 406 405 1024 91
K4 (%) 4.03 2.35 14.34 0.10
RFBER 8.0 6.4 16.1 4.8
Koy (%) 37.13 40.66 82.97 1.90
(053 (mg/kg) 6.8 3.7 30.0 1.2
JIRIT A (mg/kg) 1.0 0.9 1.9 0.1
KR (mg/kg) 0.2 0.1 0.9 0
=y (mg/kg) 23 24 30 13
Z4=UN (mg/kg) 41 31 130 14
& (mg/kg) 23 25 50 4
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BERIG VAL B (n =44)

FEIE R mORE &/AME
ERPLE (%) 0.58 0.24 3.00 0.01
0 AR B (%) 17.11 16.29 34.91 1.85
RSy (%) 1.17 0.93 3.94 0.24
4> & (mg/kg) 627 615 1418 0
Hhgh 4 i (mg/kg) 1923 1651 5082 0
K 4 (%) 8.13 6.83 25.90 1.41
IRFEFR L 9.4 7.4 27.9 1.6
Koy (%) 17.31 12.24 48.79 0.22
[OF = (mg/kg) 10.6 8.8 36.1 0.1
JIRIY L (mg/kg) 2.1 1.8 9.9 0.3
KR (mg/kg) 0.1 0.0 1.1 0
=7V (mg/kg) 67 65 162 13
V4= N (mg/kg) 68 50 391 8
5 (mg/kg) 46 39 180 3
15 IR B AL R (n =628)
I Rl ROKiE R/ME

ERPE (%) 2.50 2.45 7.23 0
0AFR A B (%) 3.57 3.48 30.00 0
ILEEERE S (%) 0.73 0.47 5.78 0
4 B (mg/kg) 160 116 1200 0
G ARl s (mg/kg) 401 317 3055 0
IR A (%) 3.98 2.08 35.46 0
RFBER 10.1 8.3 33.5 0.2
Koy (%) 34.00 30.82 99.96 1.04
OF# (mg/kg) 4.8 3.7 32.0 0
JIRIT A (mg/kg) 1.1 0.8 13.0 0
KR (mg/kg) 0.3 0.1 2.6 0
=y (mg/kg) 35 26 604 0
4= (mg/kg) 41 31 370 0
G (mg/kg) 19 14 559 0




TBIRIEBEE S ST EIZ-OUVNT —2003~20074F )% —

7K PE Bl EE W) JE LY (n=5)

FEIE R mORE &/AME

ERDRE (%) 2.53 1.37 8.13 0.83
0 AR B (%) 1.94 1.35 4.72 0.85
RSy (%) 0.86 0.78 1.42 0.43
il 4 B (mg/kg) 23 24 41 5
Hhgh 4 i (mg/kg) 95 99 174 12
YEP RS (%) 19.39 22.30 27.74 4.04
RFEFR 9.8 10.2 13.9 53
Koy (%) 3.70 0.10 35.34 7.50
[OF = (mg/kg) 0.9 0.0 13.3 1.4
JIRIY L (mg/kg) 2.7 0.0 22.0 3.2
KR (mg/kg) 3.0 0.0 21.8 2.4
=y (mg/kg) — — — —

4= (mg/kg) — — — —

£ (mg/kg) — — — —

)1 BREENLAREREEITIIEM Y T-VOSHHE, OFD

FNETIIHD LTV DS HTETHS.

2 IR

ERIITRFEE (AR 2EREETHRLILETHD.
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MBI BE oy A 2%
(%) ]| ~0.50  ~1.00 _~1.50 _~2.00 ~250 ~3.00 ~3.50 ~4.00 ~4.50 ~5.00 ~5.50
RECBl D FIA
TAVETREE 0 3 14 1 1 2 0 2 2 4 3
URIBTEAEE 14 34 37 6 7 15 11 18 35 32 30
TEEFERE] 8 30 23 0 0 2 0 0 1 2 7
BERRIGTRAEE 29 8 1 2 3 1 0 0 0 0 0
TGIRREEIEEH 15 76 84 81 65 88 72 58 35 28 15
DAER S
(%) | ~1.00 ~2.00 _~3.00 ~4.00 ~500 ~600 ~7.00 ~8.00 ~9.00 ~10.00 ~11.00
AERl oD FER
TAKIEIRIEREH 11 5 6 2 12 5 2 1 1 1 0
URIGTEAEE] 40 47 15 19 39 60 27 11 4 7 1
TE5TRERH 53 10 4 4 4 1 0 1 0 0 0
BERRIGTRAEEH 0 1 0 1 0 0 3 1 0 3 0
TBIEIEAREH 109 107 74 69 83 86 57 25 7 7 1
PIEEREES s
(%) ]|~0.20 ~0.40 ~0.60 ~0.80 ~1.00 ~120 ~1.40 ~1.60 ~1.80 ~2.00 ~2.20
Rl oD FE A
TAKVBTRAREH 25 15 6 0 0 0 0 0 0 0 0
URIGTEAEEH 124 86 53 9 2 0 0 0 0 0 0
TEETRIER 54 9 4 4 2 1 1 1 1 0 0
BERTBIEAEE 0 1 4 10 9 2 2 8 3 3 1
TEIRSSEAAREH 108 158 128 64 36 24 20 14 13 8 13
G 4= 5
(mg/kg) [~100  ~200  ~300  ~400 ~500 ~600 ~700 ~800 ~900 ~1000 ~1100
Rl oD FEE
TKIBIRIEEH 17 17 5 2 0 2 1 2 0 0 0
URIGTEAEEH 91 60 57 31 13 10 3 3 4 1 1
TEI5TRERH 68 3 5 0 | 0 0 0 0 0 0
BERRIGIRAREH 3 2 2 5 6 3 4 8 4 1 2
TBIRREEIEEH 288 149 107 36 28 10 3 2 2 1 0
menem
(me/kg) [~300 _ ~600 __~900 _~1200_ ~1500 ~1800 ~2100 ~2400 ~2700 ~3000 ~3300
RECBl D FA
FAVETRIEEH 21 16 6 1 2 0 0 0 0 0 0
URIBTRAEE] 105 61 67 22 6 3 2 2 2 0 0
TR 65 10 2 0 0 0 0 0 0 0 0
BERRIGIRAEEH 3 1 2 3 10 7 2 3 2 2 3
BB EEIEEH 306 161 118 29 8 4 1 0 0 0 1
IRFBEERIL
~20 ~40 ~60 ~80 ~10.0 ~12.0 ~140 ~16.0 ~18.0 ~20.0 ~22.0
AERl oD FER
TARIEIRIER 0 2 31 8 3 0 1 1 0 0 0
URIGTRAEE 0 4 158 82 23 3 1 1 1 0 0
TEETRER] 0 5 32 22 6 1 4 0 2 1 0
BERIBVRIERE 10 2 10 6 4 6 0 2 2 0 0
TEIERIEADRE 8 17 132 143 78 67 58 36 24 22 14
K5y
(%) ]|~5.0  ~10.0 ~15.0 ~20.0 ~25.0 ~30.0 ~35.0 ~40.0 ~45.0 ~50.0 ~55.0
Rl oD FE A
TAVBTRAEEH 3 2 9 6 5 3 0 2 0 1 0
URIGTEAEEH 18 31 28 26 24 21 19 11 4 6 5
TEEREE] 5 8 1 1 1 0 0 0 0 3
BERTBVRAEEL 20 1 1 2 5 2 6 2 4 0
BRI E 3 14 37 55 78 117 80 58 50 36 32
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~6.00 ~6.50 ~7.00 ~7.50 ~8.00 ~8.50 ~9.00 9VL I
Nl oD FEEE
4 5 5 0 0 0 0 0 ARG IR AL
23 9 2 0 1 0 0 0 LIRIGVEREE}
0 0 0 1 2 0 1 0 TG TEEE
0 0 0 0 0 0 0 0 BERTG JE AR
7 2 1 1 0 0 0 0 15 IR FE B,
~12.00 ~13.00 ~14.00 ~15.00 ~16.00 ~17.00 ~18.00 18J) |-
R oD FEEE
0 0 0 0 0 0 0 0 TG IEAEE
2 1 0 0 0 1 0 0 LIRIGVEREEL
0 0 0 0 0 0 0 0 TG IRARE
1 2 3 5 2 0 3 19 |BERkiBIRAEE}
1 1 0 0 0 0 0 1 15 eSS T IR
~2.40 ~2.60 ~2.80 ~3.00 ~3.20 ~340 ~3.60 3.6LL I
REBE oD FEE
0 0 0 0 0 0 0 0 ARG IR AR}
0 0 0 0 0 0 0 0 UIRTGIEAEAL
0 0 0 0 0 0 0 0 TG AEE
0 0 0 0 0 0 0 1 BRI VAR
11 9 9 3 4 2 0 4 15 UESS I It
~1200 ~1300 ~1400 ~1500 ~1600 ~1700 ~1800 1800LL |-
Nl oD FEEE
0 0 0 0 0 0 0 0 TRIG IR}
0 0 0 0 0 0 0 0 LIRIGVEREEL
0 0 0 0 0 0 0 0 TG TEfEE
0 1 2 1 0 0 0 0 BERG JE AR
2 0 0 0 0 0 0 0 TG IESS I IR
~3600 ~3900 ~4200 ~4500 ~4800 ~5100 ~5400 54000k I
Rl oD FEEE
0 0 0 0 0 0 0 0 TARIGIEREE
0 0 0 1 0 1 1 1 LIRIGVEREEL
0 0 0 0 0 0 0 0 TG IRAEE
2 2 1 0 0 1 0 0 BERKTH R AEAE
0 0 0 0 0 0 0 0 15 UESS I R
~24.0 ~26.0 ~28.0 ~30.0 ~32.0 ~34.0 ~36.0 36JL I
REBE oD FEE
0 0 0 0 0 0 0 0 TG IR
0 0 0 0 1 0 0 0 UIRTGIEAEAL
1 1 0 0 1 1 0 0 T 75 Ve ek
0 1 1 0 0 0 0 0 BERG TEAERE
12 7 6 1 2 1 0 0 15 IR FE AR R
~60.0 ~65.0 ~70.0 ~75.0 ~80.0 ~85.0 ~90.0 90V |-
RO FEEE
0 0 0 1 4 6 4 0 TG IR AL
1 2 1 4 20 28 15 10 |UIRIGIEAEE!
0 0 4 2 6 12 24 7 TG IRARE
0 0 0 0 0 0 0 0 BERG TE AR
20 13 11 8 3 2 0 8 15 IR TR
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SN BE KR S AT 3%
OF#
(mg/kg) | ~5 ~10 ~15 ~20 ~25 ~30 ~35 ~40 ~45 ~50 500L I
B F 4
TAIGTRICEH 18 22 3 2 0 0 0 0 1 0 0
LIRIBTRIEEF] 125 109 26 5 3 3 2 1 0 0 0
T2E95RAEE 70 7 0 0 0 0 0 0 0 0 0
BERISTRAEEH 11 14 8 7 3 0 0 1 0 0 0
TGIRTEBEAEEH 392 177 40 14 2 2 1 0 0 0 0
KR
(mg/kg) |~02 ~04 ~06 ~08 ~10 ~12 ~14 ~16 ~18 ~20 2UL
REBF O FEFE
TAIGIRIEEH 20 9 7 7 1 0 1 0 0 0 1
UIRVBIRAER 54 52 45 47 30 17 13 4 6 2 4
TEEETRRIEE] 69 2 4 0 0 0 0 1 0 1 0
BERIGTEAREH 39 2 1 1 0 1 0 0 0 0 0
TGIRTEEEAEEH 362 80 76 51 34 9 9 4 1 1 1
A= NN
(mg/kg) |~50  ~100 ~150 ~200 ~250 ~300 ~350 ~400 ~450 ~500 5000L |
HEBFo> i ke
TAKIGTRAREH 36 5 2 0 2 0 1 0 0 0 0
LIRVBIEAER] 239 22 5 4 2 0 | 0 1 0 0
T2E95RAEEH 54 16 6 0 0 0 0 1 0 0 0
BERCIGIRAEEH 24 11 7 1 0 0 0 1 0 0 0
1B BEAEEH 462 133 16 10 1 2 2 1 0 0 0
&
(mg/kg) [~10  ~20 ~30 ~40 ~50 ~60 ~70 ~80 ~90 ~100 1000 I
BB FEEE
TAIBIREE, 6 18 16 3 3 0 0 0 0 0 0
UIRIGTRAEEH 50 111 62 28 8 8 3 1 0 1 2
T2E7ERAEEH 49 18 4 3 1 1 1 0 0 0 0
BERIG TR 2 5 5 11 7 5 4 1 1 1 2
TGIRTEBEAEEH 257 164 114 47 18 12 5 4 2 1 4
FIRIT L
(mg/kg) [~1.0 ~20 ~30 ~40 ~50 500k
NEBFO 5 HE
TAKIGTRAREH 19 27 0 0 0 0
UJRIGTRIEEL] 47 128 74 16 8 1
THEERIEEH 68 9 0 0 0 0
BERGGTEAEEH 11 17 6 6 2 2
TEUESEBEEEH 363 191 54 14 4 2
= %
(mg/kg) [~50  ~100 ~150 ~200 ~250 ~300 300LL |
B FHE
TAIGTRIEEH 40 4 1 1 0 0 0
LIRIGTRAEREH] 248 19 3 3 0 0 1
T2E75REEH 64 9 2 1 1 0 0
BERISIEAEEH 13 27 3 1 0 0 0
TR TEBEAEE 526 64 22 13 1 0 1
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