kR TE (2021)

5.6 A
5.6.a JL—LRFE;E
1) H=E
ZORBREIIIEENCE 5, ZORBRIED/HEIL Type B THY, T DF51E 5.6.a-2017 XX Pb.a-1 &3
Do

SrTEEE IRAL., AR — YRR (143) CRILEEL7-t% ., 7B F Lo — =X 7L — LI IHEFEL ., ML T
AR 217.0 nm XU 283.3 nm THITEL. 0HTelEHF 0gh (Pb) 2R 5, 725, ZORERIEDPEREILIE
Z510-7,

(2) HEFE EROKIL, KIZED,

a) JK: JISKO0557 IZHLET S A3 DK,

b) THEE: AEFSEINEM. KON H SULRIE O E ORI,

o BE: AESBENEM. BESIHULREOME DRI,

d) $MEEER(Pb 0.1 mg/mL) : [EFEFHEAEAEICIN— T 7 /L7 HENR (Pb 0.1 mg/mL) .

e) BREHZEAIMIZER (Pb0.5pg/mL~5pg/mL) V2 EAER (Pb 0.1 mg/mL) ? 2.5 mL~25 mL %4 &
77 A3 500 mL (ZEFERICED | AR ECHERE (1+23) 212 5,

f) REHAERBRKRY Y. o OfECHALER (1+23),

FEQ) FRRBITHY BENIS U B AR D,
(2) HIRTHRAFL., R 6 » A FLLERGHLIZS DI L2,

BE 1. Q) OMERERIC X T, EZFHEEEICI — V7 L7 MEHER (Pb 1 mg/mL X% 10 mg/mL)
Z AW TR B MR IR AR 5248 TE D,

(3) B EEIX. ROLBVETD,
a) JU—ALRFEADMTER: JIS K 0121 ([ZHUETHH T/ HTHEE T30 7 7 F0 R IE O HSHE
HTDHHD,
1) XBERE: bz 7 (N 7T RIE T REL Tl A7 MV T & WS40,
ZORHIIIEAKRFETT)
2) HR: ZL—20EJHH =
O BT A TEFL
@ BRI A: LA K OKGE TR ELIZZER
b) BRIF: 450 °C+5 °C ICHHEITEDHD,
¢) RYPTL—PXRIIRG: Fyh7L—NIFEIRE 250 °C ETHEITEDHHD, BIRIT, AR KL OV
WO BZFFEL | iMRIREZ 250 °C I TEAHIOITLIZH D,

F Q) A MOEIIE R, ¥ S HIE N2, FE T B IE 2k, B RO I
KL B,
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(4) BERERME

(4.1) #il HHIEX ROLEEBVIT,

a) oMKl 5.00 g 21T EY h—/LE—H—200 mL~300 mL (Z A5,

b) B —H—EERIFICAIL, FRONITMEAL TRIESEH W,

¢) 450 °C+5°C T 8 Fffi]~16 FEEFREVL TR EL W,

d) HBntk, D EOKTEREMZEL, WEEEK 10 mL & OSEFK 30 mL 212 5,

e) M B —I—ZIFFHILTEV, Ay — IR L CThiEL Tofii3 5,

f) BEtllZ 5L Ay b7 L — Ui ECn#vaie ) CruELr<E TG T 5.

g) SRt MR (145) 25 mL~50 mL© &3 iz, h—ve—h—Z Bt L CaV, HoM L <
BT,

h) itk IERRIRE K BT T A3 100 mL~200 mL (2L AL, E#RET/KRENZ A 3 FCAHIE
RENAIR ST 5,

i) ZERBREL T, BIDOR—LE—H—% T b) ~h) O EEFHL , 22 BRIRIEZ RS2,

E@) RAEKOURALERER] . S|IENHHI 250 °C £T 30 4 fE~1 FEFCHIB L= 1 RERMIFREE AL |
FIZ 450 °C £C 1 FEff~2 R CHIR TS,
(5) WFRFMLZAAL THEDZRY,
(6) FUBHEIR OYEIENR FE 3 EIE (1423) L7220 XOITERE (145) 2N 2%, Bl 21T, h) DEETRET T
= 100 mL Z W D54 133681 (1+5) 59 25 mL 2Nz 528875,

& 2. AWM EZEALLWIEEIOBE AL, (41)b) ~c¢) DEEEZFERLZ,
& 3. (4.1) DEAETHEENAIRIL., B E B IORLIZESICh i T&5,

(4.2) BIE WEZ, JIS K 0121 KORDEFBVITH, BARIZIEBAEIL, B 6 9257

B OEAEITIEIC

a) Jﬁ?u&tﬁﬁaﬁ%w,ﬂﬂi?ﬁ# JEF R AT OWE ST, LT ESBICLGRET 5,
YW . 217.0 nm X 283.3 nm

b) BREHRDIEM
1) BB S v N O Folt F Ze kB A 7 L — A2 ZE L 18R 217.0 nm X% 283.3 nm DI5-R

B2 wHE A LD,
2) R EER ISR R M OV i 25 e BRI D SR B2 LR E L DR i 2 AR T D,
¢ HABOAIE
1) REHAIKR 7% b) 1) EFRBRICERIEL CHE R LA TLD,
2) ZEERBRYEIRA b) 1) LIRIRRICEEL TR A BT A B . SRUBHAIRIC D W TR 7= R A A/ 1E T2,
3) MEMROEREA RS | SHTEER R O (Pb) ZH T2,

FE(7) AEHAIE T OIRE DR RO LIREBZ 2B ENDHLS 6T, —E R (1+23) THRT
50

& 4. ©)2) OHIIETEIHA T, 22617 280 S sRed THoralEt oo (Pb) 24 IEL Th &y,
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B 5. TEBIRIEE R OVGIEREEIEEL (5 ) 2 HWCRIGRERZ FEME L 75 . 100 mgkg KON 10
mg/kg DIRFEL L TOEILEEIL 99.1 %~100.6 %% T 97.5 %~99.6 % Th -7,
F70, BRIED Y PEfERE O 726D D S [RIFBR O Bl & TS RAE 11T T,
72k, ZORBRIEDE & FIRIZ 1 mg/kg FRELHEEINT,

F1  SRakBRIED 2 G MHERERR D7 8 0O 3[R FABR D it M OV G R

e rerarne ) REST RSD,” RSDR"

SUBF O TR A B E S (mg/kg) %) (%)
TARIGIENEEra 10 25.2 4.6 3.9
TARIGTENEED 11 29.4 3.7 43
15 VEF I B a 10 18.6 3.2 5.0
15 IR BN ELD 10 222 1.8 7.0
1HIEFE BN £l 11 86.8 1.3 4.0
1) fEFTIC W EBRE K 3) DT (R 2=
2) SEEIfE (n =3B = HoalRHR (2)) 4) SRR Y (R 2=

SEXM

1) filERR, FAIRE 2, KEFREME: JBIRIEEFFOIRIVA, 8, =07 VR O bOBIE  — 055D
R —, JEEMFIEHE, 1, 41~49 (2008)

2) B EAR, A . JBIRIEEIFR ORIV A, ), =7 KO asORIE — EH
S, 1, 50~59 (2008)

3) AR, PIIEEC: BERUGTRIEEHF ORIV A, =7V RO LE  — EREIEE O 55 i
EOEH —, BB, 3, 30~42 (2010)

(13

AR BRE —, I

k={11
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(5) sAEEBREIOD——b R OEBED T r— — MRITR T,

| btk 5.00g | b—e—%— 200 mL~300 mL
[
AL FERHITINEN
KA 450 °C5 °C, 8~ 16 A
|
| Hethy | =m

—IK D& FR-EYETET
— AR 10 mL
—IE % 30 mL

| fnEA | I, Sy

| ﬁul?r?%& | mrEtmasL, Boks

| fﬁcl‘/% | =i
—HE e (1+5) #925 mL~50 mL

| e | s mcm, v

| fﬁcl‘/% | =i/

| X%Ll)\h | AF7F27 100 mL~200 mL, 7k
Ik (AR ET)

| 2 | AHHE

| ﬁﬁ%ﬁ |

| iEJJIE | BT (217.0 nmE283.3 nm)

AR OFRERIEY B— —h
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5.6.b ICP &N HTiE
(1) #=E

ZORBRIEITIGIRNLEF S 2, ZORBRIED ST Type D THY, L DFLE1E 5.6.6-2017 (L Pb.b-
1&7%,

OIRTEREE AL, R —HElE (143) CRILERL7-1% ., ICP Ft/0 /T3 (ICP-OES) IZE AL, #7285
FIEEW R 220.351 nm TRIEL ., 0HralE R Ofh (Pb) 2R 5, 7eds, ZORBIEOVERIXEE 7 177,

(2) BEFE FUEKLUKIT, KITED,

a) JK: JISK 0557 IZHlET5 A3 DK,

b) THER: AFEEAEM. KT SUIRED SE OFREE,

o 1BER: AESENEH. KT SULRIED S E OREE,

d) $MEER(Pb 0.1 mg/mL) : [EFEFHEAEAEICN—F 7 L7 HENR (Pb 0.1 mg/mL) .

e) SREZER (Pb 2.5 ng/mL)D @ EFEUERR (Pb 0.1 mg/mL) — & &AHIEE (1423) TARL ., =R (Pb
2.5 pg/mL) A5,

FEQ) RREITHY BENIS U B AR D,
(2) HIRTHRAFL., FRR 6 » A FLLERGHLIZS DIIEH L2,

BE 1. Q) OEMERIZHZ €, [EFFHEIEMEIZ N —H 7 L7 %87 (Pb 1 mg/mL X% 10 mg/mL)
a2 IO T B SRR 2 A L 5 288 TE D,

&% 2. ICP-OESIHMEE DR ICIHWTIROLIDIEREAS, ST (U5 17 K Ol 7 7)) 243 62
DFEFIC L > CTEBT 572, 5 H T Dae 2l L7 AR O 1R BE#iPH 2N 70 D, Ko THANMEHR T 5
BEERITE L7 R O IR FE RGP AR L M i AR EIR AT 5 L v,

(3) B EEIX. ROLBVETD,
a) ICP ERDNAHSITEE: JISK 0116 ([THE T DR HrEE,
1) AR: JISK 1105 ([ZHETHHE 99.5 % (KFE/33) L EOT V2 7R
b) BRIF: 450 °Cx5 °C |[ZREFFTEDLOD,
o) RYFTL—bRIEWIB: b7 L —NIRERE 250 °C FTHRE FIERD O, IIRIT, TARE LT
WO EZFHFEL  IRIREZ 250 °C |2 TXHIOIZLIZH D,

(4) BUERERME

(4.1) M HHHIE KOLBVITI,

a) OHTREL5.00 g 21300 EY h—/LE—H—200 mL~300 mL ([Z A5,

b) =B — A —ZERIFICAIL, FRRNITINEAL TRILEE 2O,

¢) 450 °C+5°C T 8 Wi~ 16 FFHTRELL CTIRALEEH),

d) mtk, D EOKTEEYEZTEL ., EEK 10 mL & O 30 mL 2122,

e) Mt —I—ZREHILTEV, Ry ML —h X3 L ThEL CTofigd %,

f) BtllZ 3 HL0, Ay b L — R ECIEVE R CHZE < E TR 5,

g) m g, R (145) 25 mL~50 mLOZ @Iz, h— e —h—ZREHIL TRV, E BT
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VNG IR

h) A IR E K TR T 542 100 mL~200 mL I L AL, B ETKEINZ A3 FETAEL,
AENRIR ET 5,

i) ZZBREL T, BIDOM—LE —h—% T b) ~h) DEEZEfEL . 28 BRIFIK &2,

EG) RIEKOIRALERER]: |IENHHI 250 °C £T 30 /rfE~1 FEFCHIB L= 1 RERIFREEINEL |
FIZ 450 °C £C 1 FEff~2 R CHIR TS,
(4) FERFLZINL CTHEDZR,
(5) AENAIR ORI IE SRR (1423) L7225 XOICHERE (145) 225, BIZIE, h) OFETERET T
=100 mL ZHWAIGAT3ERE (1+5) 59 25 mL 22528 L70 5,

{&E 3. AWM EEALLWIERIOEAIZIE, (4.1)b) ~c) DER/EEZ TN L 72\,
BE 4. (4.1) OBETHEIRENARKIL, MfEE BIORLIZEDICH#E A TES,

(4.2) BIE W& GEMERINE) X, JIS K 0116 X UNROEHVITH, BARZHIERIEX, WEITHER T2
ICP JE 53 e T 3B DA E T TEIZ LD,
a) ICP RADADHEBEDBRIESRMYE ICP H N/ HITEEOHESRIMIT. L TESBICLTRET D,
OYHTRRIE & 220.351 nm
b) REROERRUEMOEIE
1) BEHAWK S mL #2ZNZEN 3 HOLET7T7 A2 10 mL 1285,
2) PAEYERR (2.5 ng/mL)2 mL Y 4 mL % 1) OLET7 7 AN, TITHRE (1423) =R ETNZ T
TEHERINEORBRAR ST 5,
3) 1)DEVOEET TR, i (1423) ZAEM E TN CTEER ERINOREHE IR E T 5,
4) IEHERINEDO B K QIR ER RN OREHA IR A 755 7 7 X~ gL, & 220.351 nm O
AR EE B IS,
5) ZeRBRIANR SmL A2 E 77 A2 10mL (280, 3) ~4) LRIBRICHEAEL TR RMEZ SE A B0 | 23 UBHATR
TR REEMIET D,
6) FEYEIRINEDREHAIR K OREHERR BERIN ORI T DT IRINU 728 BE S A IE L7248~ EE D
MR T D,
7) BREFROY DDA KD | S HTEER O$h (Pb) A 35,

% 5. b)5) OHIEFIEICHZ T, Z2RBRICIS T D8 B4 KD Todratkl h o fh (Pb) ZH IEL Th LW,

%% 6. ICP-OES TIXZHRIKHAEMNAIGETHD, TDOHAIL, 4.9.1.b {FE 6 2D L,

& 7. BEOFAOTD, IHIRAEE (49 £) 2 T ICP 35 6T ORI E M (i 1.1 mg/kg~69.0
mg/kg) Kk O7 L — LR F-BROGEDHIENM (v) 2 Fei U7 5 [BlR=NT y=—0.31+1.045x THY, €D
FABIEREL (r) 13 0.993 Th o7z, TAKIGIRIEEL, LIRIGTEAEL, TEEVGURALE, IS5 URNEE, BERkiG T
JEEE K ONBIERFEAEELS 1 RIS 2WT, 3 AT CRIEL THROLN M TR 1%, M RHE (R T
0.9 %~3.3 % T D,

72k, ZORBRIED E & FIRIL 5 mg/kg FRESHEEINT,
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kR TE (2021)

1) BEIEZ, H BT, Bk R, B H: (BRIEETT ORIV A, $h, = v, 7alk, §i Kk O
DFRIFFAE  —ICP R i@ o H, IR —, 4, 30~35 (2011)

(5) sRERBRIEDO——bk  JERFOSRERED 70— — M IRITR T,

| obistE s.00g | e —%— 200 mL ~300 mL
[
Ak FERDNTINER
JRAE 450 °C+5 °C, B[] ~ 16 HiEL
|
| K | =R

—K D& EREYETET
—hEEeK) 10 mL
—HE AR 30 mL

| gk | wEmcEL, SR
[
| Sz | WEIAE L, Bk
[
| fiady | =R
—¥E R (1+5) 25 mL ~50 mL
| e | R IR, R
[
| K | =R
[
| BLAR | 487522100 mL ~200 mL, Kk
K (FEBET)
| i | A
|
| Bk |
1 BRI OgEREBRIET o — 1 (i HHRAE)
| AL |
[
| SESmL | A&E772= 10 mL, 3{H
—ENEERL (2.5 pg/mL) £ €40 mL,2 mL& U mL
Yk (1423) (R ET)
| il | ICPHe #5340 HT 44 (220,351 nm)
M2 BRI OgEREBRIET n— — b (B ERAE)
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5.6.c ICP HEN#ik
(1) #HE

ZORBREITIEENCE 5, ZORBRIED /AL Type D THY, TDFL X 5.6.c-2021 XL Pb.c-2 &3
Do

SINTEUEHZ IR — EER (L KR E N A ~ A7 el AHZZ0IME S fiE L, ICP & &3 HTET (ICP-MS) [ 238 A
L. $h & O"WAEHESCR (F VD L) DZNENDOE B/FBAHE (m/z) \IZB T DI EEARIE L. $rOTHE R EE N
YETLROFERMEE DA RD | HTEREHTF D (Pb) 23R D, 7ok, ZORBRIEOMREILEE 7 1”7,

(2) BEE EXROKIL, KIZED,

a) K: JISKO0557 [ZHETD A4 DK,

b) FHER: AFSEINER. K& H SRS O E ORI,

o) THER: AVEIR K OUEHAIR O A BUSAE F 9~ 2 AH0I JIS K 9901 |ZHE 9~ mfil i O ak 3L,

d) BEREKTFR: JIS K 8230 [THIE T HRHE ULIRIZED S E ORI,

e) ) LIEAER(TI000 mg/L) : [EFEEEHEICI —Y 7 172200 MEHERR (T1 1000 mg/L)

f) AU LRER(TI2.5 pg/mL) VPG ZUry AfEHER (T1 1000 mg/L) O — & B4 il (1+19) THRL
ZUr7 IEHERS (T1 2.5 pg/mL) Z 542,

g) AV LIBEER (T150 ng/mL) V3. XUy MEHER (T12.5 pg/mL) O — E B2 filE (1+19) THRL ., &V
7 LEHEE (T1 50 ng/mL) Z R SL45,

h) $RIRZER (Pb 1000 mg/L) : [EF G EAEHEIC I — 7 L7 8ntE MEHE (Pb 1000 mg/L) .

i) $A4Z4EK (Pb 100 ng/mL) V@ ®) . SVEYEKG (Pb 1000 mg/L) O —E AR (1+19) TAL . $nimye
i (Pb 100 ng/mL) Z 7R 542,

j) BREZFAMIZERER(Pb 2 ng/mL~10 ng/mL) V®: $HEHER (Pb 100 ng/mL) ® 2 mL~10 mL %4 &~
F A7 100 mL (ZEEFERIICED | AERRE T (1+419) 2N 2.2,

k) REHRAHREER(Pb 0.1 ng/mL~1 ng/mL) V3 FHEAERR (Pb 10 ng/mL) D 1 mL~10 mL 245~
F A7 100 mL (ZEEPERIICED | AERRE T (1+419) 2N 2.2,

) REHAZERBREY: 0.9 .1D.j) KOk OBRIETHEALIHEE (1+19),

FEQ) REBITHY, BENS TR A D,
(2) BREFTCTORAFL ., AR 6 - H RILL B L7zb Ol i L7au,
(3) A RAFT LB, Sne G ERVRI T e L U EOME THEMATED R a5,

wE 1. Q) OXVYLERRRIH A T, EFEH BRI N — T L7220 MMEAER (T1 100 mg/L X%
10000 mg/L) & W T 5248 T& 5,

@& 2. Q) OIEAERIEZ T, EFFHEEREICN — Y7 722 80MEHERR (Pb 100 mg/L 1% 10000 mg/L)
Z PO St SRR 2 T~ 5 2 8 TE D,

&% 3. ICP-MS DORIEIZISTRUBHA TR X I i AR & AR MBI A [AIRp L OB A L2V S ) .
K) KOV D) OBAEIZB W TH IR A TR T D88 ZOEIROF RO 1/10 FEOZVY LEAERR (T1 50
ng/mL) 2NN % %,

& 4. ICP-MS ORI FELL OOV ARE T L OT Fas it 5 X5, TNoEHAGHhE M
RO DD, ZDEIVREZIZB W CRIEEICEEN O — HF O A THIETED
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FOICTE AR YR E AR YRR OIREZZE L ThEL,

(3) B HEEIT. ROEBHETD,
a) ICP BESNWRT: JISKOI33 ITHETLEERK T TAEBEDHEICTHY, 2Vvar U7 7vartwLx
fHELI-H 0,
1) HR: JISK 1105 ([ZHLETHME 99.995 %LL EOT LT HA
b) EHNBRAMEE: HEAGCEESEEZ AU TN L LICIOAEZRNEAINERIEICL, IiE, nE
F OO BAE I Lo GRBI O iR AATH LN TER DB ZG 2T H D,
1) SMBEERE: ~ A/l z2 AW OINET 275 TIE, TERBEEEHEL TR IS Q0D JE
BEROCTEBRERAESEDLIENTEDIEB THHZ L, ENO B Y — THERIRNOE R
JEERE=H—TEHIENEEL, ZEE NITIERIN T, SRS SNAMMAMEEZD D WL 4e

Pz H 500,
2) HRVATL: WMREROER 7 7 2Fb, —EOMBETEENZZGL, FEHREZ —EL FIZ
ROMREZ A T 5b 0D,

3) ABEIFR: WUNRL T ORI EEIRINEE | Tt BEAPEE R L NETE L LSO S O, it ERR
REBZIGE BB IR MEBL . B ADBHIC IO NEE 2K TS, OB EF< Il D%
EHREER T 5H 0,

¢ FMDOBEE: 191700 X g T Ly EEATREARDL D,

(4) ERBRIRME

(4.1) M HHHIE ROLBVITI,

(4.1.1) HRDOEEIEF

a) OHTRREL20.0 g9 RNV LD BRI AND,

b) filf& 2.5 mL, M@EE{L/KFE 2 mL 2tk 4 12NZ5,

o) IR L RIS EAREKIC AN, v A7 alE HOTONEVT 5,

d) 180°C~220 °CC 10 43 LA EANE RO LCofiRd 2@,

e) Wtk IBfRiE /K CaRET T A D50 mL IZBLAND,

f) FEEETKEMNA, e LIEEAE P50 mL 12k 5,

g) =K 1700 X g THI S R D rEEL ® | B AR E RN ET D,
h) ZEiBREL T, BID 3R 2% VT b) ~g) DEEAEEL | Z2iBRia ka3 5,

(4.1.2) HRDOEREEH LS DREH

a) HTEREL 0.20 g 230 EY | HRAEZRICANLD,

b) fiff# 10 mL, e kK | mL 24k % 12Nz 2,

o) fRREEEALU S REEARICAI, v A7z W TR 5,

d) 180 C~220°C T 10 /LA FNE - RENS L Co3fig425©),

e) itk IR E /K CaET7T7AaD50 mL (BT,

) IERETKEMA, Hkem LILEE 750 mL 125,

g) =0 1700 X g TR S R D rEEL Y | EE AR E RN ET D,

h) ZEiBREL T, BID 3R 2% VT b) ~g) DEEZEIEL | Z2sBRia ik a3 5,
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E@) KD EHEENSHE L TOMRBHEEUE 20.0 g T OETES & A BT 0.5 g FREA EIRET 5, [HIE
e En EREEZDBENDOHLGE L., oA R B & 25 55T,
(5) ~AraPi iy E SR ERILER 1 0LRY,

K1~ AU oy AL E SRR E B

IREfiH] (min) R (°C) H ) (kW)
0 - 0
20 200(5-1) 1400
10 200 1400
40 =R 0

(6) BHELIZILEMIE B ORAFFRO OIS A ILEEE 2 mL, #@EE{k/kFE | mL ZZ, (4.1)
) ~d) DERVEZAK S,

(7) RV7ae' L AMEORZE THEITELLNWE O,

(8) % 16.5 cm L UNEHEEAL 3000 rpm CHEL ) 1700 X g FREEL7%,

®E 5. (4.1) OFETHE-FENAR L. R E B IR IChiEH T& 5,

(4.2) BITE T (PAEEYEE) 1, JIS K 0133 L OVROERVITH, BARMZHIEBRIEIL, BB A5 ICP
B &I OBAET BRI LD,
a) ICP BEEZWEHORMERMG ICP HESHEOUESRMEIT. L TE22EIIL TRET D,
$h: B E/EATEL (m/z) : 208, 206, 207
LU L BB (m/z) © 205
aval /L He-KED (GEH—RLX—Fp5]) E—R
b) BREBROIEM
1) FREMRHEMEAERL K& OV S 22 3Bt & 2 U MEHERR (T1 50 ng/mL) & IECFHERE ST T X~ Hic
MEFEL O IE XS nE ENEERE LR DOZ N T O E B/ BRI B B RED A Fi A E S 10,
2) MEXIGICHROPRELTERMED LD EARAAER T 5,
¢ HABOAIE
1) REHANK 2.5 mL LA FA22ET7T7Aa P50 mL &Y, filE (1+19) 72D IO liE 2 Nz MR E TR E
Iz,
2) b)1) LFEERICEIEL THRED ez 5l 22 LD,
3) ZERBRIAIRA 1) ~3) LRERICERIEL | BERIRIZ DWW TR NMED LA E T 5,
4) REMHNOEREZRD | SATEEh o8 (Pb) ZH T2,

E(9) WEMHERER E 13 B 22 R OB D 1/9 B EOPNERERZ FRFIZE AT 5,

(10) REBHART OMERENBERD EIREZBZH2BETNDOHLLE L. SRR ORI EZ /N &<
A0, iGEE (1+19) TART 5,
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{#% 6. o) 3) OHfiESEICHZ | ZERBRICIIT D80 B2 KD THdralE R o 8h (Pb) A IEL TH &,
{#%& 7. HEEOFMORD  IRAHEIEE G IR OMCIR DTG TRFSEEILE A VT 3 SO T CHRINENIR
BRI N L7 5L 80 (Pb) &1L C 2 mg/kg~100 mg/kg DIEEL ~ILTOFEEEIULHEIL 96.5%~101 %
ThH-oT=,

THIRAEEL (14 ) Z VT ICP-MS OHIEFE (x;: 2.00 mg/kg~101 mg/kg) & N7 L— AR G 1ED
HIEE () 2 Hele U7, AR UL y=-0.4586+0.98x THY ., ORI () 1X 0.999 TH-7=, [
BRI /AR (1 5) . iR ABEAIK (1 ) IRV ABRIEE (1 &) . ALsIEEr 3 &) . A IR
B2 R IRAHENEE AT (5 A | BIRE R HIEE(1 ) Z VT ICP B & HriE OMIEME (v 3.41
mg/kg~108 mg/kg) & N7 L — AT W CEDORIEAE (x;) & g L7 & BlR=NE y=-0.7161+
0.9923x THY, ZDOFBILRE ()13 0.999 Th-o7-,

2 FEFEO LSRG IRNERE B OLBAEE 2 F N2 803 U3 AT O il B2 2 C— Jnfic i 53 8053 #r & F
WTREAT L. RS R OV TR E A HE B LR A & 2 1077

728, ZORBRED E R FIRIZ, WIROIBTRINENT 0.01 mg/kg FREE, LA DIEENC | mg/kg FEE
LHEESNT,

K2 PHTREE KON RS S OHE T il

A8 DHTREE Hp R R
e H 4K Qi&]ﬂﬁz) sr4) RSD rS) K 1(1)6) RSD I(T)7)
7" (mg/kg)’ (mg/kg)” (%) (mg/kg)’’ (%)
UIRIGUEAEEE 1 5 12 0.7 6.1 0.7 5.7
UIRIGURIEEL 2 5 100 2 1.8 3 2.8
{ERAEAEL 1 5 4 0.1 3.0 0.2 5.0
{ERRAEEL 2 5 101 1 1.1 1 1.4
) 28T &2 5L 7= H X 4) PHTIEER 2=
2) EE (E B3 (T) X P74k (2)) 5) PFITHE S Y
3) HENE 6) I e

7) TR AR YE(R

&% 8. ICP-MS TIFZL LR FRHAEN FIRETH D, TDOHEIE, MIEE C2 K | 22 B TR HER S 27
L. (4.2)b) ~c) LRERIZEAEL TRk h o o R IR AR 3D,
723 ARVEIR LN IR OIREIT, fBF 4 12X EEEEL ThE,

SEXH

1) JUKFFG: ICP HE/HTEE (ICP-MS) K ONETTRALIEFWOEEEE R (CV-AAS) I L DWRTG TR LA

OHEEBEORE, BTt , 8, 26~37 (2015)

2) I\AKFEG, AR, FBARZE: ICP-MS (X575 RIEEHh o BEAJEORIE, IEEHFZEEH T, 9,
21~32 (2016)

3) BB, KBES, FIIES, AHBIE: ICP-MS EICEAIE R OF FERSOBIE, IEEHIFSE
HE, 12, 52~68 (2019)
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(5) #RABEIO——b TIRIBIRIEEHF O ERED 7o — 2 — N RITR T,

SHrakER 20.0 g Ay [t

—fgE2 2.5mL
—iEfE{r/kFE 2 mL

~ A 7 ISR

B LUIA I ETTIA3 50 mL., /K
/K (FEHLET)

Ty e Sehe i DILBAE | #91700xg | 557[H]

AUEHATR

BT R OTGIERERL DR IE Y m— 3 — (Al R 1F)

SrHTEE 0.20 g Ay ]
—fif§lz 10 mL

< bkFE 1 mL

~ A 7 vl iR
BLIAZA 87T A3 50 mL, /K
— K (FEARET)
Ny Iete s DR EAE | K91700xg | 553
AERRIR

X2 HARDOTGIENEE LS DONEE T Oghak s~ v — —h (Gl B E)
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AUEHAIR

3 H (2.5 mLELF) A 87523 50 mL

—fEEE REER (1+19) £72 5012
—/K (FERRET)

HIE ICP-MS (NE#E: T1, Pb: m/z 208, 206, 207 TL: m/z 205)

43 gt oghakERiE 7 v— o —b (R E#AE)
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5.6.d (X&)
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5.7 RIVI7IVE(TIFRER)
5.7.a 4FA29RTMN 5T
1) H=E

ZORBRIEIIMEE T =T A5, ZORBRIEDO/HEIL Type D THY, TDOFE 1% 5.7.a-2017 X
AS-acid.a-1 &35,

INTRREHIKE M TRV T 7V it L, A4 7a~ 777 (10) idmiEik ks a~ 757 (HPLC)
(DEAL AF L ZMpH T L THEEL  BRUBEE IS CRIEL, ATRB R O 2L 7 7 B (7 INFER)
ZRDD, ek, ZORBRIEOVERRILIEE 5 17T

ZOFEE ST AVT 7V R O T AL (TA S T U7 =0 8) SRR ERTES ([FE 4 &
)

o

(2) HEFE HEROKIL, KiITED,

a) JK: JISKO0557 \IZHIETD A3 DK,

b) THILER: HE 98 % (B EyE) LLEOREE,

¢ pEFOXREBEEE: HIE 95 % (EEF) Ll EORIE,

d)  1-FHBDRIVERIEEF NI L B 98 % (B By ER) DL EDOFRIE,

e) 1-~AXHUZILKRUBEFRI DL HE 98 % (H 85 LU EDREK,

) [E5E&: JIS K 8863 |ZHIE T 2Hpfk XILIF D B DI,

g) TAEERYY. TXLEE 0.083 g, p-tREF U EFEE 0.552 g, 1-4 VX AVRUEETRIT A 0.195 g,
1-~F W 2VREET NI A 0.376 g, 1EHFE 6.183 g 8T T7F7 A2 1000 mL (Z1E20ED, KK 500 mL
EINZ T, IR ETKRENINZD, BAKM PTFE oA 7L 7 V2 — (FLE2 0.5 um LLF) TA
WD,

h) RILI7IUEBIZERERK (1000 mg/L) V: BESH HEREDE 7IRWEE (HOSONH,: YA LT
Sr—2—HC 48 IEREEEL725HD) 0.1 g #0 O RMIZED, ZOE &% 0.1 mg OHTETRETS. V&
DKEMZTHEMNL, BRETZI23 100 mL (2B LAN, R ETKEIMNZ5,

i) RILITFIUEBIEER(10mg/L) V: RIS, AL 7 7 BAEE #ERK (1000 mg/L) 2.5 mL 2475 22
250 mL (Z&D | FERRETKRZMA D,

i) BEBRAANIFIVEEIEAR (0.3 mg/L~3 mg/L) : AR AL T 73 FREEHER (10 mg/L) @ 3 mL
~30 mL #4877 A2 100 mL ([ZBEFEACED AR E TR EINZ S,

F Q) FAGITHY, LEIG U AT 5,
(2) FABLTZIEROPRE L, 72V 0.5 mmol/L, p-t RuXx 2 B&FEE 4.0 mmol/L, 1-4 74 AR
fe U7 0.9 mmol/L, 1-~FH 2 2L Rt R A 2.0 mmol/L, 192 100 mmol/L £72%,

(3) BERUEE HEKOEEIX ROLEBHVETD,
a) AAVHOTNTSTIRIIERKEFEHIOTNT ST JIS K 0127 ITHETHA4 70~ F7 T IS K
0124 |ZHUET Dk iR v~ 57 TIRO B/ A2 TH D,
1) 3L N4 mm, EE 100 mm OAT L AHD AT DETRIFE 5 pm O 4 57T = DA fE
BLIZBUKYEAZ IV — R NV EFECALTZH DB,
2) ASLKE: HTLREE 55°C~60 °C CHEITE5L 0,
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3) BHE: EXE R,
b) AUTL2IqILB—: FLEL0.5 um LA T, BlAKME PTFE

3¥ (3) Shodex IC NI-424 ZED A FRCHRSILTCUND,

(4) BUERERME

(4.1) M HiHIX KOLBVITI,

a) HTEER 1.00 g 230 ED £ET T A2 100 mL (ZANLD,

b) KK 50 mL ZHNZ, IRVIEE CTADL, FITERETKEMZD,
o) RRHRD—EREED, K TIEMEZ 12.5 54 RT 5,

d) ATV T H— (L 0.5 um LA F) THBL, iEHATRE 5,

(4.2) BT WHEIE IS K 0127 X JIS K 0124 K ONMRDEFV1TH, BARMZLMIERRIEZ, MIEIHEH T2
AF v ra~ b7 T7 AT EIRIR R v~ N7 77 DEE IR LD,
a) AA2IOTMSTOREERBRFEIOTNTSTDAEEE : WESKO—FIEZLTFIRT, Zhas
BIZLTRET D,
1) AL FA4RT U=y L EEREA U BAMEAZ VL — R VT 5 (N 4 mm, £ 100 mm,
HIFE 5 um)
2) WSLIERE: 58°C
3) BEER: ) lllvFRLIEbD,
4) FE: 1mL/min
5) FAE: 20uL
6) RERB/: BEXUSGEHRNE

b) REBRDER
1) ABEHRAERER 20 pL 24> 7a~ b 7 O3m sk n~ b7 7712 AL, ERnEED /0
v NI LEFIERL B — AR DD,
2) HRESAEERORE BRI EOE =7 R EOREREEK 5,
MREAROMERUL, FEHOHERFITAT,

fwE 1. HEHRROWPEIZBWT, v N w7 AR IWE — 7 E S CTORER HTIREIEEME T4
DA NDHDH, 2D, B — I A AW TR ERETERTHZE,

o) HEBDAE
1) FUBHATE 20 pL % b) 1) ERIBRIZHEAET 2,
2) E—7HEBEPLRBERIVANT 7R RS | SATREH R O 2L T 7R (TINER) 2R T 5,

BE 2. BMEROEREERIZ, SEHRIRTT DO~ ) w7 ZADEBZBS I 5720, B — 7 HENHIR T 2 H
H3azt,
BZ 3. BEEHKICAA XTI L TNDI2D  R—=AT A L EAC DT IR A B4 50 Tl E
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THZ&, PIEBRLARITC, £ 120 HRREOL E(LR 2 LD e 50,

#E 4. ARBIETIIANV T IV B R O BAL) (FA > 7 U7 =0 L) ORIREIE N FTRE Th D,
ZOHEX, AV T I FRFEAERR (1000 mg/L) . T4 L7 VBT =0 LMEUER (1000 mg/L) D — E £
ZIRA L, K THRL GRAIEEER (10 mg/L) 7R 8L | (2)1) DAL T 7 BEEHERR (10 mg/L) IZZ 2T
T2, BAT. (4.2)b) LRERICEAEL | /3 A3k h o &1 E et S B iR LA T H 372,

% 5. g7 E=7 (3 $4iF) OBEIGREBRORE RiZ. 0.25 % (HES572) KT 0.075 % (B &5r3) O
AL~V I EN R AN 99.4 %~103.5 %K% U} 94.4 %~100.8 % T o7,

2B ZORBRIEDE R THRIL 0.04 % (B &5 R) BE LTS,

BE XM
1) FEHRIA, ARG A4 7a~ N I7RICEAMIRT =T WO T IRILY B AL T 7l
[FIRFHE, IEEHIFZEER S, 5, 1~23 (2012)

(5) REEIZO—S—k HiET7T L E=T7 FORL 77 IUBERBIEO 70— — NIRRT,

| 1.00 g | 2E7523100 mLICiEAWES
—/K #J50 mL

| WD iR | 2RI ra0BEL TR
<K (FE#ET)

| AR | 125fEER, K
[

| i | AT T s — (0.5 pmBLT)
[

T
[

| il | a7

e T =T HOAL T 7 I ERERE 71— —h
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BE MER R K OREHATR T E=7) DAL T 7B R OF AT UBEO IC 7a<vh g5
2B EIRIZ T,

pSlem
331,40 A
331.30 A
331,20 A
331,10 A

1

331.00 A

320,90 2

330.80

330,70 - i/&F

330.60 ( /

330.50 I
r T T T T T T T T T T T T T
00 20 40 &0 10.0 140 160 1

T T
8.0 | 12,0 8.0 20,0 22.0 24.0 26.0 28.0 min

(A IR (AT IV, TATT U T o E=0U AL TH 60 ng #1124 & (3 mg/L, 20 uL))

pSjern | e |
331.30 - sz | AT I RE — 7R RN
330.88
331.20 A 330.84 -
33080 4 1
331.10 + 33076 -
330.72 A
331.00 + mss]
_momT "
330.90 4 Il B U i WY
| 1 1 -7 33086 1__ . . i . . . . . . . ; . v .
330,80 o : : 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42y
\ 1
B0 | ! 2
1
330,60 -,__J : '
| . I
330.50
330,40
T T T T T T T T
0 120 140

T T T T T T T
20 40 6O 80 10, 160 180 200 220 240 260 280 i

(B) AEHAME (BT =T HICANVT IV, TA VT U T Ty AL T 0.25 % (8 &
4y3R) (2500 ng/g) A4 BEERN)

BEX ANT IV OTF AT RO IC Ja~ T A
(B—27: LAV T 7V 2T AT UET = L)

IC DRE M

7172 Shodex IC NI-424 (N£% 4.6 mm, =X 100 mm, F7£E Sum)
Z DML (4.2) a) ORTE SO B RO LI
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57.b BEBEIATINTSTEENE
(1) ;=

ZORBRIEIIIERHTE 95, ZORBRED LML Type B THY, FDFE 513 5.7.b-2017 X% AS-acid.b-1
&35,

IHTREHIKZIMNZ TAL T IV BE I L @EiRIE 7 n~ 7 77 8 &5 Hrit (LC-MS) IZE AL T4
B — N AL FRE S LTS U D7 VT B CorBfEL . B RA A M (SIM) HETHIEL . il oo 2
NI 7V (TIRKREE) 23k D, 72k, ZORBIEOMREIXESE 5 17T,

(2) BE HERUUKIL, ®kIZED,

a) ZK:JISK 0557 ([ZHIET D A3 DK, 72721, LC-MS (ZE AT DIRBERIZ DUV CIE Ad DK UL RSO §
BHObLOxEEHT 2,

b) 7tbk=FJJL: LC-MS HEEXIIFRIEFED MEDHD,

¢) FE: LC-MS HRIEULFRFEDHEDHD,

d) FEMT7UE=VLBEER(PH 3.2): M 95 % (HESHE) L EOEEHT L E=0 L3153 g #KITENL
T500mL &L, /AT pH 3.2 ICHHHET 5,

e) RILTPIVEIZER(1 mg/mL): JIS K 8005 |ZHLE T4 BT FAREME 7 IRl 0.1 ¢ OO =
Miz&y, ZOE E% 0.1 mg OHFETHET S, DEOKEMZTENL, RETZT7A2 100 mL IZBLA
U, B E TR ENZ D,

f) RILTFSUEIRZERA0 pg/mL) V: RIS, AHERR (1 mg/mL) 2.5 mL #2877 A2 250 mL 1280,
EERRETAREINA D,

g) RILIPIUERIZAERK (200 ng/mL)"V: AR, YRR (10 pg/mL) 5 mL &2 42 &7 7 A= 250 mL 1Z&Y),
THRECTKENNZ D,

h) REFARLI7IVEBIZER (10~600 ng/mL): i R AL T 7 BEIEAERR (10 pg/mL) % 2.5 mL
~6 mL % 100mL &7 7AIBEREICED AR E TREMZ D, RERIZ, 27 7 I AR HERK (200
ng/mL) ® 5 mL~50 mL %48 ~7F A2 100 mL [ZBEPEAYIC LD B ETKENZ D,

F ) FARGITHY, LEIIDSUTBERHRT S,

(3) WERUEE HFHLOEEIL ROLEBVETD,

a) BEBREIOTNTSTEESHERE JIS K 0136 ([2HUE T HmER A7 o~ N 778 B Mt Cik o3
W=7 H o,
1) ®EREk7a~vhs77:

O BT BT IFEREA 30 °C~45 °C THEITEHH O,

@ HT7L: N2 mm~3 mm, X 100 mm~150 mm DO AT L AHD 7T LEITRIER 5 pm OZEREH
A — VAL RS G LT UV IRV e R e X U A VL — e TR CALTE O, B & T et eR
DHLD,

2) ERIE
@ AAAkE: =L 7baRT L — A AL (ESD
@ AR BIRAA R (SIM) 15
b) RTRFYIRE—F—
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o) SEDSEEE: 1700 X g TiEODBERTRERL D,
d) EEBEDSEERE: 8000Xg~10000X g T LayEE AT RE/RL D,

& 1. LC-MS |22 TEEIRIR a~ 7 77 E E5HTe (LC-MS/MS) & FIWA Z LN TED, ZOHE .
(4.3)a) BHIKIK 7 O~ T 7 E &Sy

BrstOMIESE U TN~ AE—R) 2B EICLUTHRIEL, b) D
TEIC XV MR AR T D Z L Fall iR 22 L,

{§#& 2. 775 .241% LUNA HILIC. Shodex ODP2 HP-2D % D4 #rCili RS TV,

(4) ERERIRME

(4.1) #HE HhHIE KROLBVITI,

(4.1.1) #HRoFTRAEE

a) HTEUEF 1.00 g 2130 &0 | ek = 47723 200 mL (2 Ai1D,

b) 7K 100 mL 20z, ~7 RXF w7 AZ—F7—%H TR 10 53 [EIRES,
o) HER., RE AR A eE DL 50 mL 2k,

d) 0TI 1700 X g T 5 oyl 0oL @, Eis A fh ik e 75,

Q) AR AR 16.5 cm K ONRI#EEEL 3000 rpm Cimf /) 1700 X g FEFE L7225,

&5 3. (4.1.1)¢) KU d) DEAFITARZ T, A3 Tl AW TAHEL ., AIREHIREL Th R,

(4.1.2) BREHTRAEE

a) HTEER 1.00 g 2130 ED | AT T 22 100 mL (ZAND,
b) KK 50 mL ZhNZ ., IRVIEES,

o) AERRETAKREMZ, kLT 5,

(4.2) FR HHHIEOFRIZ, kDOEBVITI,
a) MK 2 mL 2287722200 mL 1285,
b) FEMRETKAMZ ., ke OrhEE 3 1.5 mL 12,

¢) imL:7] 8000 X g~10000X g THI 5 srfilim L oyBEL @ | R Ak A s E T 5,

E Q) AT MBSO e DL E CRIE ISR B LIRS O,
(4) [A1#EYEE 7.2 cm~8.9 cm K OVAE[#E3K 10000 rpm T L 7] 8100 X g~10000 X g FEEL72D,

& 4. (4.2)b) L o) DEAEITANZ T, BIKME PTFE oA TV o7 02— (FLEL 0.5 pum LA TF) TA
WL, ARAREHEIRE L Th R,

(4.3) BAIFE WFEILX JSK 0136 X OWRDEEVITH, BEARZRIEREREX, BIE AT 2EER k7~

777 EBNTRI OBIETIEICE D,

a) BEBEIOIN STEESHHOBESE: WESHEO—HIZUTIIRT, ThEaSBIZL TRE
EES

494



kR TE (2021)

1) BE#EEIATRTS7:
O BTLh: BE A =N FRE A LI I HT A UIRVeR a2 AZ 7Y —h (N 2 mm
~3 mm, £ 100 mm~150 mm, F7£% 5 pm)
@ ¥ik: 0.2 mL/min
B W XERT LT = MEE -T2 =L (149)
@ HT7LIEIEAE: 40°C
® ¥EAE: 1uL
® WERHE: 20 4>
2) HEESWE:
O AAAE: =L IhaRAT L — A4 (ESD i
@ F—F: xHT47
@ FT=H—A4>: mz 959

b) REBRDER

1) ABEMAELER 1 gL Z2@&diliisra~ N 7B &8oaHIEAL, E=F— (4 (m/z) D/a~h
7T MRS B — A SR D D,

2) BRERFAEERO AT 7 BRIRE LT =S — A4 DY — VR OB R 5,

¢ HHOAIE
1) FEHEWK 1 uL % b) 1) L[RERIZEAET 2,
2) BREBERNOANVT IR EARD | GHTREBR OV T I (TIRGRE) 25 15,

&% 5. Wil E=7 1 §41N, RIPEZERNDEL 1 8040, BIPERE G AEEL 1 850N, (LR imet 1 80, iRkE S
JEEE 1 85I S B R ED 1/5~4 {5F S B AN 7 7 a3k 4 W TR BR 21T -7
FERIEL 0.1 % (&) 0.025 % (B &53) KT 0.005 % (E&53) DU ~L TR R
97.6 %~104.2 %, 95.2 %~107.0 %} (X 96.4 %~111.2 %7,

FEEEDFHMO 7= | BRlET =7 | Bl R IR OMEREEHA W T H 228 2 TO KIERBRO
ARER I DWW T TeEL B BT O CTHRATL . PR R O TR 2B LR R 23R 112
Y, AERVE D 2 M PERERE O 76D D S [RIFAER D Bl O RE Ra R 2 (T, R, AVT 7Bk
TREZ 0.0116 % (B &E57=R) TIXlE T2 MBI E NGO o723, AV T 7R E 0.0386 %
(B &%) ~0.401 % (E 557 3) OFPH T+ 72 =M BB L SOz,
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Kl ANT7 7RO H AR 2T ORATTBR G O BT R

e }i?ﬁﬁisﬁﬁ?\ rE? s RSD" s’ RSDiw

B ()’ ©%)” (%) %) (%)

W7 E=T 5 0.0974  0.0011 1.1 0.0027 2.7

Il pE 22 k) 5 0.0656  0.0014 2.1 0.0017 2.6

A e 5 0.00510  0.00012 2.4 0.00029 5.8

1) 2580HT3BRE I L7305k B £k 5) DM TR HZE E(R 2=

2) F¥IE GRER B2k (T) X O T3R%(2)) 6) HREYE (R 24

3) HEmy® 7) AR R A

4) PHTIR R 2=

K2 ANVT 7 IUBEREERIE D 2 G PEHERR O 72 O O I [RIBBR KA O BTt R

4 j%i %@%m S’4)3> RS(,DP SR(); RSf)R7)
EI (%) (%) (%) (%) (%)
REET =T 9 0.203 0.021 10.4 0.024 11.9
Il P 22 SR IR 9 0.401 0.030 7.5 0.035 8.8
LR AR 7 0.0957  0.0043 4.5 0.0043 4.5
RIPERE A IR 9 0.0166 0.0028 16.8 0.0048 29.1
R A LR 9 0.0381 0.0022 5.8 0.0049 12.8
RS IEER2 9 0.243 0.011 4.5 0.018 7.6
1) AT AV B = 5K 4) PHTIEHER 2=
2) “EEIfE (n=3BR s HoaleH R (2)) 5) DM TAEXHZE AR 2=
3) EEFE 6) S P B (R 2=
7) = [ B R R 2=
BEXM

1) GHERES T, R, BARRE, ARG WEkya< 78 &5 05 (LC-MS) I XD ek o
AT I FEORNE, IEEHFTEHE, 8, 38~49 (2015)

2) PR AE: IR a~ NI BOHTRH (LC-MS) IRIZ KD IER R D2V 7 7R ORIE  — 3L [FER
AiAE —, MBHIFZEERE, 9, 69~76 (2015)

3) /NGEER, OHREEE, BRMEL, ARG B e~ T 7 &5 0T (LC-MS) EIZ KD AR oo A
NT I FRORIE  — HFRIFERAGE —, IEEHITFEER S, 11, 47~53 (2018)
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(5) ABEIO—L—F EEhoOAL T U EERBRIEDO T n— L — M RITR T,

| SHTatkr (iR 1.00 g | 248 = 9775222 200 mL

«— 7Kk 100 mL

| A |~ xForaE—F— 1053
|

| 335 0y | SRR, 1700 x g, S5
|

| st |

1-1 JEEHR O T 7 IR IE T v ——b (R (4.1.1))

[ oobrakl Gietk) 1.00 g 4Hk75 221 100 mL
<~ 7K #J 50 mL

| RO IR |
— K (ERET)
| i |

12 BRIV T 7 I BEERERIE T n— —b (iR (4.1.2))

| it |
|
| 572 mL | &&77522 200 mL
< K AERET
| B L5y e | A= DR RS . 8000xg ~10000xg | 545
|
T
|
| B | ikon~ TR RS R

M2 BT DAL 7 7 S RRERIET B — s —h (R ORIERE)
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SE A7 7IVBOREBERAERERO/ 0~ T AH 2RI,

2T 7R

f

VT TR

[

oo eh 5.0 75 7 )

s am 28 5.l 75 )
R R rrpnsp ™
(A) HEHER (B) #REHARK
(AT 7 FEELT 0.6 ng fHY &) (AT 7IVERELTEETFE 0.1 %

FH Y B2 LR BRI
BEX ANT IO N T A

LC-MS D HIE 14
#7172 LUNA HILIC (N££ 2.0 mm, £ 100 mm, $7£% 5 um)
Fr I —EE: -3.5kv
AFPRIREE : 300 °C
X7 TAPH AP 1.5 L/min
FINAR— g 4B 250 °C
Z DL 1T (4.3) a) LC-MS JIE SO BIRDEEY
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58 FALTUBTUOE=IL(FRERLEY)
58.a /AR 57
1) H=E

ZORBIEIIMEE T =T AT 5, ZORBRIED /AL Type D THY, TDOFRE 1L 5.8.a-2017 XX
SCN.a-1 £9°%,

IHTRBHOKREIMNZ CTF AL T V7 =0 A (EFRRD) AL A4 7a~< 57 (I0) XidEnE
ik~ 757 (HPLO) IZB AL, A4 BT L THBEL . T4 7 v A BRI EH H AR THIEL.,
SHTREIROTF AL T AT =T LB FRRA) & RO D, 728 ZORBIEOMERRIXES 5 1277,

ZOTECEST AV T 7V R OTF AL T U BT =0 A (E R SR EETE5 (' 4 2
)

o

(2) HARF WIELOKIT, KiTED,

a) JK: JISKO0557 \IZHIETD A3 DK,

b) THILER: HE 98 % (B EyE) LLEOREE,

o pEFOFREEFR: HE 95 % (EEHF) DL EORI,

d)  1-FHBDRIVERIEEF NI L B 98 % (B By ER) DL EDOFRIE,

e) 1-~AXHUZILKRUBEFRI DL HE 98 % (H 85 LU EDREK,

) [E5E&: JIS K 8863 |ZHIE T 2Hpfk XILIF D B DI,

g) TAEERYY. TXLEE 0.083 g, p-tREF U EFEE 0.552 g, 1-4 VX AVRUEETRIT A 0.195 g,
1-~F W 2VREET NI A 0.376 g, 1EHFE 6.183 g 8T T7F7 A2 1000 mL (Z1E20ED, KK 500 mL
EINZ T, IR ETKRENINZD, BAKM PTFE oA 7L 7 V2 — (FLE2 0.5 um LLF) TA
WD,

h) FALTUBTUOEZDLIELERK (1000 mg/L) V: JIS K 9000 (ZHETHF AL TUMRT =0 LG
0.1 g ZVXHEMIZED, ZOE &% 0.1 mg ODHTETHIE 5. DEOKENMZ THENL, BETTA2 100
mL (T LA, R ETKREMNZ D,

i) FAVTUBTUOEZDLEBERA0 mg/L) V: R, FAUTURT =T LEERERL (1000
mg/L) 10 mL 2487722 100 mL (280, FERETKEMNZ D,

i) BRESBAFAITUBTUOE=ZILEBER.3 mg/L~3 mg/L): FRAFHIF AL T U7 T=T A
FEHE (10 mg/L) @ 3 mL~30 mL Z43 575 2= 100 mL [ZBEFEAIC S0 | FERE TR AN Z 5,

FEQ) FARHICHY, LEISUT AR T D,
(2) WL VRWEDOPELE L, 75 LHE 0.5 mmol/L., p-t R a2 B AW 4.0 mmol/L, 14274 Z/L7ky
BRI A 0.9 mmol/L, 1-~3FH2 2Ly iR A 2.0 mmol/L, 1EHHE 100 mmol/L &725,
(3) WML HDDOTT =2 — P CRAFT 22 Ea T2,

(3) BERUEE HERKOEEIX, ROEEBHVETD,
a) AAVHOINTSTIRIIERFEFEHIOTINT ST JIS K 0127 ITHETH A4 70~ F7 T IS K
0124 |ZHUET D@k v~ 57 TIRO B AT TH D,
1) AS5L: N4 mm, X100 mm DAT UV AED AT LEITRIFE 5 um O 4 T =0 2IEEHE
BLIZBUKYEAZ 7V — R T VBT CALTZHD W,
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2) hSLIE: H7LMRES 55°C~60°C THREITZ5H0,
3) BRHEE: ERSEERHER.
b) A2TL2ITAIA—: L% 0.5 um LU T, Bk PTFE

3¥ (4) Shodex IC NI-424 ZED A FRCHRSILTCUND,

(4) BERERME

(4.1) M X KOEBVITI,

a) HTEER 1.00 g 21300 ED | AT T 22 100 mL (ZAND,

b) K 50 mL ZHNZ, IRVIEE CTADL, FITERETKEMZD,
o) RRRRD—EREEED, K TIEMEZ 12.5 54 RT 5,

d) ATV T H— (L 0.5 um LA F) THBL, iEHARE 5,

(4.2) BT WHEIE IS K 0127 XITJIS K 0124 KR DEFVIT, BARMZLMIERRAEZ, MIEIHEH T2
AF a7 AT ERE R o~ 777 OEEFIEIZ LD,
a) AAIOTRISTORIEEERFEIOTNITSTDRAEEE: WESKO—FIEZLFIRT, Zhas
BIZLTRET D,
1) hSh: F AT E=T LREEELBKEAZ VL —NRF VBT 5 (NEE 4 mm, £E 100 mm,
HKIFE 5 um)
2) WISLIERE: 58°C
3) BEER: g lllviRLI-bo,
4) FE: 1mL/min
5) FAE: 20uL
6) BRERB’: BRSGEEHRNE

b) BREBROIEM
1) BREHHEER 20 pL 214 70~ 77 ImdikiE s a~ s 771 2FEAL, BRUREE O /1
v T LEREL ., B HEEERD D,
2) A RAER DY B LB RUREE DY — VL DO B AR T 5.
BREFROVERIL. BB O RIERFIZAT),

EE 1. BRI OIEICIBN T, Ny 7 ADHBIZIVE — 7 S S TORE R H TIIEIEIME T
DB BN DD, ZOTD = HEE AW TREMATER T 528,

¢ HEHBDRAE
1) #BHAR 20 pL % b) 1) LRIERICHERET D,
2) BE—JHBENOMRERIVT AT T URRT =T LAEE RO ONTRE R OTF AT U T =T A
(Wi FmIL) 2H 5,

&5 2. BEROERLFERRIC, BEHART O~ Ny 7 2D EZY 1L 5720 B — 7 bR E A H
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95z,

B 3. BHHRICAF T RIEEFEHL QDT | R—AT A L ELDT= DI Z BT 5D THE
FT2ZE, MIEFAARTIC, K9 120 D RREO R E(LRERAZ LD E X0,

&% 4. ARBIETIITF AT U7 =0 L BRI KOV 7 7 BEO[RIREHRIE 23 FTRE T D,
ZOHATE AVT IV RFERERR (1000 mg/L) , T4 7 U EET V=0 AMEAERR (1000 mg/L) O — & &
ZIRE L, K THRL TRAEMER (10 mg/L) O ZFRH8L ., (2)i) OF A7 VBT =0 MEAERK (10
mg/L) (ZEZ T3 %, LU, (4.2)b) ERIBRICEAEL , ik Bt i OF A T VBT o e=0 MR E%
BT,

&% 5. T E=7 (3 $4iN) ORIGRER DR RIT, 0.25 % (H&573) KO 0.075 % (B &5r3) DOIR
ML~ TR AR DY 101.8 %~103.7 %K TN 93.9 %~97.4 % ThHh 7=,

728 ZORBRIED E R FIRIL 0.04 % (B By 3R) FLE LT ST,

BE R
1) EHFIA, G A4 7u~h 7RI KD T =T PO EER{bY K AL T 71k

[RIRERIE, AEHFFEHE, 5, 1~23 (2012)

(5) REEO—>—b BT =T HOFF LT UEET BT AREBREO 70— — NIRRT,

| 1.00 g | AE7522100 mLIZiEA0 LS
—7K #J50 mL

| PR A | aRvsranEEL T
<K (FEHRET)

| R |25, A
[

| 2t | AT T s —(0.5 pmBLF)
|

| e |
|

| i | A rnetr5

R T E=T P DOF AL TR T =y LidriE 7 o— —h
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BE MER R K OREHATR T E=7) DAL T 7B R OF AT UBEO IC 7a<vh g5
2B EIRIZ T,

pSicrn
331.40 4
331.30 4
331.20 4
331.10 4
1
331.00 +
230,90 A
2
330.80 4
230,70 + }M
330,60 ( )\/\ /
330.50 h
T T T L | T T T T T T T T T L} T T
00 20 4,0 6.0 8.0 10,0 12.0 14,0 16.0 18.0 20,0 22.0 24,0 26,0 28.0 min
(A) IROHEAEWL (AN T 7B, FAY T VBT o E= AELTH 60 ng fH24 & (3 mg/L, 20 uL))
uskm ] pShem
331,30 A 330,82 R T =
08t 1 ANT FIUPRE — 7R
331.20 A 330.84 -
330,80 1
331,10 4 330.76
33072 4
331.00 zuse |
| -~ P
330.30 A I' == ‘_,»”' 330,60 4
1 1 -7 30564 . . . . . . . . . i . . . .
330.80 + : : 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42
1 1
30704 | : 2
|
330,60 -M_I: :
| DA 1
330,50
330.40
T T T T T T T T
0 120 140

T T T T T T T
2.0 4.0 6.0 8.0 10, 16,0 180 200 220 240 260 280 min

(B) EHAR (Wile 7> =T FIZANT 7V, AV T VBT U E=U AELTH 0.25 % (E &
73R (2,500 pg/g) FH24 &)

BEMX ANVT IV OTF AT RO IC Ja~ b T A
(B°—2: 1.AVT7IVER 2. F 4 T UER)

IC DRE M

7172 Shodex IC NI-424 (N£% 4.6 mm, =X 100 mm, F7£E Sum)
Z DML (4.2) a) ORTE SO BIROERY
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5.8b EERBEIOTCN 5T
(1) ;=

ZORBREIIIEENE 35, ZORBRIEDFEIL Type B THY, TDFE 51 5.8.b-2017 X% SCN.b-1 &
T5,

TN KR ZMA TT AL 7 U7 =y L (FRERICY) L . LEIECT pH 230 L ., @ik
ik a~ 777 (HPLOIWEAL, T/ bR G LIt =7 v a— LR~ — BT L X370 Bz Al
Fi A LIS VAT N AT L THBEL ., 1R 210 nm THIEL , ol Bth o F 42 7 7 =0 b (i G
) ZRd %, 7ok, ZORBRIEOVERRIIESE 5 17”7,

ZOFETES T, IR K T AL 7 U T B =r A (E R L) NFIRFE & TE5 (% 4 1),

(2) BE HERUKIL, ®kIZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) JKEBIEFRUTI L JIS K 8576 [ ZHLE T Ak LR 2D SV Rk,

o) YABBKIEZF MY DL - 12KF¥: JIS K 9019 [ZHLE T 2R X IE[R %0 B O3,

d) YABZKFF FUDLIKIY: JIS K 9009 (ZHE T 28K LRSS O SE DR,

e) BIEREET MY OL—KIY: JIS K 8227 I[ZHET A SUTIF D SVE DR,

f) FALTUOBTUOEZDLIZEERK (1 mg/mL) V: JIS K 9000 ([ZHETLHF AL T UERT E=U L 0.1 g
ZOXOEMIZEY, ZOEEE 0.1 mg OHTETHIET D, DEOKEZMZ THENL, 2ET 722 100 mL
(CB LA R ETKREMNZD,

g) FALTUBTUOEZDLBERA00 pgmL) "V AR, FALTUBT U= MMEER (1
mg/mL) 10 mL 2875 2= 100 mL (280, B ETREMNZ D,

h) REFRAFALT7UOBT7UOE=ILELERK (1 ng/mL~20 pg/mL) : FHARICTF AT U7 =0 A
= HE3% (100 pg/mL) @ 1 mL~20 mL 2435~ 5 22 100 mL [ZBEPEHOIC L0 B E TR AN Z S,

1) RRGITHY, LB U B2 D,

(3) WEARUEE HFAKOEEIL, kOEBVETD,
a) BIEBEIOTNITT: JISK 0124 ITHE T Hmisik ik a~ b T 7 CIROBEMHZHT=TH O,
1) A5L: A 4mm~6mm, EX 150 mm~250 mm D AT L AFHD BT LB ITRIFR S pm DT 5%
BFFEA LIZARIE = T v a— L LT AL EE S LT VA AV QBT CA LT D,
2) hSLHE: D7 LMERE% 30 °C~45 °C CHREITE5LD,
3) BWHE: UOLLERMEETEE 210 nm L CHIE TELH0,
b) RTRFYIRE—F5—
o) SEDSEEH: 1700 X g Tt orHERTEEZRR S D,
d) BEEEDSEEM . 8000 X g~10000 X g TrE L4y BERTREZRS D,
e) pHEEBR#M: fHrREAMICYAIATE | HESET-H 0T, pH 1~pH 11 OFFHZAIE TE, pH 1 [
WaDZEEARPITSITNDHD,

F Q) VBTN DOEGFLT ) —NVIIIAE L DRNEIEE RFTTIENHLD T, TDOT7 ) —/VIE
PR CTF A T T N AOREITHE LW T LEEH T2, EFEL T, v Va—>
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R~ —DE— 72N LD U7 N DSE I D DD,

% 1. 77203 Asahipak NH2P-50 4E, CAPCELL PAK NH2 UGS80 ZD 4 M CHilREN T,
{#% 2. pH HBIKIT UNIV BB E DL TSN T,

(4) BUERERME

(4.1) #H X KOLBVITH,

(4.1.1) ¥RoTRAEM

a) HTEUEF 1.00 g 21300 &0 | Heke = /47723 200 mL (2 Ai1D,

b) 7K 100 mL 201z, ~7 RXF w7 AZ—F7—%H TR 10 53 [EIRES,
¢ HE%, REARE IeE DI 50 mL 2l D,

d) =0J1K 1700 X g THI S5 oy D BEL S | BB AR EhiiRE 35,

E () [EEREER 16.5 em K ONAI#EREL 3000 rpm Tk L /7 1700 X g FEHE L7205,

(4.1.2) HBRoAEM

a) oMtk 1.00 g 2130 e &2E 7T A3 100 mL (2 AND,
b) K% 50 mL Zh1% ., IRVIEE D,

o) HEMRETKEMA, HHKET D,

(4.2) pH FAEE HhHIEO pH FHEEIL, RO EBVITH,

a) RO (V&) 2L, pH Bk O C pH 27895,

b) a) THIHIED pH 2% pH 5 LA EDOGE T, iz ke DL S @1.5 mL I2E0 f) OFR/EREHREL |
AREHA IR Z TR 5,

c) a) TR pH 23 pH 4 L O%-A1%, il 40 mL 28— —100 mL (285,

d) pH sH& AW TKERET N T 2% (5 mg/mL) 212 C pH 5~pH 7 ([ZFH3&EL, K TaE7T A2 50 mL
IZBLAND,

e) IEMETAKEMZ, Hheim DA @ 1.5 mL 12k5,

f) 3077 8000 X g~10000 X g THI 5 srfflim D orBiEL | i Az iR E T 5,

E @) AVT e RSO e DLEE CRIE ISR LIRS O,
(5) [Al#RYEE 7.2 cm~8.9 cm K OVAE#EEK 10000 rpm T L 7] 8100 X g~10000 X g FEEL72D,

@& 3. (4.2)b) L e) ~f) DFAEIZINZ T, BlAKYE PTFE RO TV o7 0% — (FLR 0.5 um LLUF)
TAIL, ARz REHAIREL Th &,

(4.3) BIE HIEZ JISK 0124 XL ORDEFVITH, BARRIZRRERRLEZ, E AT 2@ sl 7z~ k
757 DEAEFIEIZL D,

a) EERBREIOTNTSTDOREES: WESRGO—FIEZLFIRT, ZVESBIZLTRET S,
1) HhSL: TIHEAEEREALZE =L T b a— ViR~ —h7 5 (N 4 mm~6 mm, £ 150 mm~
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250 mm, BIFE S um) XTI T BEAELFERES LIz U BV BT A (N 4 mm~6 mm, £X 150 mm~250
mm, KLEE 5 um)

2) HWSLEERRE: 30°C~40°C

3) TABERY: WABRKE T RITLA12 KR 1.79 g WARE “IKFEFT NI LT IKFI 0.78 g KON
RN A—KFi) 14.04 g ZKIZEENLT 1000 mL &35, BlKM PTEE fo A 7L 7 404
— (FL#2 0.5 um LA T) TAHIHET 5,

4) ®=: 0.9 mL/min~1.0 mL/min

5) FEAE: 10uL

6) R YOOI, MIERKEK 210 nm

b) BREBROIEM
1) FHREMRAELER 10 L 2 EER A7~ N 713 AL, E 210 nm Or/u~h7T L% Fekl, v
—JHfEZ R DD,
2) BRSSO RRE LI 210 nm O — 7 HFEE O B EVERR T 5,

¢) HEOAEE

1) FCBHAWK 10 uL % b) 1) E[RIERIZEAET D,

2) E—JHENPOREREIVT AT T BT B AR RD | GHTRE R OF AT BT =T A
(i E Bt 2532,

{#%F 4. KRBIECTET AT T VBT =0 LW H R Y) K OFERSEEO [FRERE D /e Th D, £ 0D
BAE, WASEEEAER (1 mg/mL) . FA L T VBT = LMEHER (1 mg/mL) D—ERZEAL, KT
AL TR AR (100 pg/mL) O 238U, (2)g) OF A7 BT =0 LMEHERK (100 pg/mL) 12
BRI 5, LIT. (4.3)b) LRERICEAEL | /o Aralbl h O #-1E et R B IR EEZ R T2,

&% 5. Wil E=7 1| §4IN, R N0E 1 8040, BOAIEEE 2 851, (LRcilBE 1 8040, WoRAE & e
| FHHICEATBED 12~5 (EYL BEOF AL T URT o T=0 M RN 2 AW CEIGRBR %
1T o7 RIEL 0.025 % (HE575) . 0.01 % (B &) | 0.005 % (B &%) LT 0.0025 % (B &%)
DML~V TELENERD 954 %~100.5 %, 94.7 %~103.8 %, 83.3 %~109.0 %} X 87.2 %~
103.3 % T -7z,

E7o RERIED 2 Y VEMETR D 7280 D L [FIFRER D Bl OFTRE RA R 1 TR, TATT VBT E
=T AE 0.00476 % (H 53 3) ~0.204 % (H 57 3R) OHiPH T+ =M B EZ AL TV,
725 ZORBRIED EE FIRIL 0.002 % (B 85y =R) L L E S,
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Kl FALTURT =Y DGABRIED % A PEHERR O 728D DO LRI FBR BRAE O FFAT s R

=b 7 b f2) 4) 5 6 7
e :W% ﬁ’ar}[ﬁ) St ) RSD:” SR ; RSDR”
EK (%) (%) (%) (%) (%)
FRER = HE A IEEH 10 0.00476  0.00019 4.1 0.00060 12.7
FE R = A IEER2 9 0.00976  0.00029 2.9 0.00050 4.7
FER = A IEER 9 0.0506  0.0019 3.7 0.0022 4.3
{ERZAEEL 10 0.101 0.002 2.3 0.003 2.6
{ERAE 2 11 0.204 0.006 2.7 0.008 3.7
{ERZAEEL3 9 0.00989  0.00037 3.8 0.00060 6.5
1) AT R B 5 5) DR THE oA 2=
2) FEIE (=B E S (2)) 6) =W B MR 2=
3) EEpE 7) =R [ T B R Y 7

4) PHTEE MR

BE

1) GHERTE S, RFPEENY, RAJNIER, ARG sk v~ 77155 AT IEE o dERglE 3 L
WTF AT VRO RIRHE, B AR MERE, 87(2), 120~124 (2016)

2) ERINERE, AFHER: @BiREs7a~hr 77 (HPLC)EIC LD IEEH O HgE k N F A7 BT
=L (WREBRY) ORE —LRRBRAGE —, IEEHFZEHE, 8, 70~78 (2015)

(5) BRBZEIO—L—F ERFOF AT TUBT =y ARBRIEDO T m— L — MR T,

[ S aratk () 1.00 | 3648 = /75 21 200 mL

< 7K 100 mL
| i |~ 7T vrrs—F— 10551
| L | SR OILRE 1700 x g, 5591
| i |

K1-1  JEEHPOF AL TURT =y ARERET o — —k G ERE (4.1.1))

[ bkl Gietk) 1.00 g 4Hk75 221 100 mL
< 7K 50 mL~70 mL

| P i |
— K(EHET
| i |

K1-2  JEEHROF 4L TURRT B ARERE T 0 — —k (G ERE (4.1.2))
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| it |
|
[ ohwR | pHsts
pHSLLE
pH4LLT
| pW@omL) | E—%—100mL

|
| pHF%E (PHS~pH7) | AKER{LT N A% (5 mg/mL)
]

| BLAR | 4R752250 mL, K
— A (BEHRET)

| 330y | kR0 LR | 8000xg ~10000xg , 553
|

| PR |
]

| Wl | ik~

X2 JEBtROF AL TURET =Y LRBRIET v — 3 —h (pHAREE K& ONHE R E)
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BE HHBREOF AL TUBT =Y A0 HPLC 70~ S MMila RIZ T,

—1
2
!
. JL
FIFEERI(57)
(A) IR IR

(AR, TA LT U7 =7 8L T4 100 ng #8224 & (10 pg/mL, 10uL))

1 —

2

] !
RIFEE ()
(B) ABHA

(e, TA LT UBT T AL TEE B 0.1 %M Y B25 A IREHTRN)

HEX RN ONTF AT T UET o E=7 A0 HPLC 70~ T A
(B—7: 1R, 2.7 47 )

HPLC DHIE S/

7172 CAPCELL PAK NH2 UG80 (N£E 4.6 mm, £ 250 mm, KifE 5 um)
Z DD ZA4 13 (4.3) a) HPLC JIE RO BIR D EFD
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5.9 HIHER
59.a BEARKIOTNTSTE
1) H=E

ZORBIEIIIEENE 35, ZORBRIEDFEIE Type B THY, TDFE51E 5.9.a-2017 XL NO2.a-1 &
T5,

SYNTRREHI K Z N2 TR 2 L, MBS U T pH 2385 L, MRk o~/ 7~7 (HPLC) [IZ3 A
L, T/ A L =T v a— VR~ — BT A XX T AL ERE A LT U F NV T NThy
BEL . #5210 nm TRIE L, /904130 R O H IR 2 SR 5, 705 . ZORBRIEOMREIIEE 5 IR T,

ZOHEIZES T, BB K T AT U7 =0 A (BRI BFRIFEETE5 (B 4 21),

(2) BE HERUKIL, ®kIZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) KEBIEFRUDL: NISK 8576 (ZHLET D Rk XILIFIED S E DORkEE,

o) YABBKIEZF MY DL - 12KF¥: JIS K 9019 [ZHLE T 2R X IER %0 S O3,

d) YABZKFF FUDLIKINY: JIS K 9009 (ZHE T 28K LRSS D SO,

e) BEREET MY OL—KIY: JIS K 8227 IZHE T A SUTIF D SVE DR,

f) EFHERIZZER (1 mg/mL) " JIS K 8019 [ZHUE T HHAEEE TN Y A 0.147 g ZOEH EMIZED , ZD'E
#% 0.1 mg ODHTETHET D, L EOKEMZTHENL, £ETT7A2 100 mL IZBE LA, FE#ETKE
Mzx5,

g) FHERIEZER (100 pg/mL) "V fl FHREC, HASEREHERR (1 mg/mL) 10 mL #4277 A2 100 mL (Z&
0, R ETKEMZD,

h) REHAFHBIZER (1 pg/mL~20 pg/mL) : ff HFFZH AR HERR (100 pg/mL) O 1 mL~20 mL
ZA 7T 23 100 mL IZBERERIZED | AR ETREIZ 5,

1) RRGITHY, LB U B2 D,

(3) B|ARUEE HEKOEEIX, kOLBIETD,
a) BIEREIOTNITT: JISK 0124 ITHE T Hmisik ik a~ b T 7 CIROBEMHZHT=TH O,
1) A5L: A 4mm~6mm, EX 150 mm~250 mm D AT L AFHD BT LB ITRIFR S pm DT 5%
BFFEA LIZARIE = T v a— L LT AL EE S LT VA AV QBT CA LT D,
2) hSLHE: D7 LMERE% 30 °C~45 °C CHREITE5LD,
3) BRHE: WEEERIHEETEER 210 nm I THIE CEX5H0,
b) RTRFYIRE—F5—
o) SEDEEME: 1700 X g TiEOABERTREZRL D,
d) EEEDSEEM: 8000 X g~10000 X g TuE Loy BERTREZRS D,
e) pHRBRM: F A Ic A EE | RS E-H0O T, pH 1~pH 11 OFPHAZNE TE, pH 1 MFD
EERNIFFINTNDEHD,

F Q) VBTN DOEGFLT ) —NVIIIAE L DRNEIEE RFTTIENHLD T, TDOT7 ) —/VIE
JLERL CHEAEER OB I B LW T 28T 528, WBEEFIEL T, S a—r R <—DH)—
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IR XD U IV D SE RIS B S N D

% 1. 77203 Asahipak NH2P-50 4E, CAPCELL PAK NH2 UGS80 ZD 4 M CHilREN T,
{#% 2. pH HBIKIT UNIV BB E DL TSN T,

(4) BUERERME

(4.1) #H X KOLBVITH,

(4.1.1) ¥RoTRAEM

a) HTEUEF 1.00 g 21300 &0 | Heke = /47723 200 mL (2 Ai1D,

b) 7K 100 mL ZMZ, ~7 Ry F v I AL —F—% HTH) 10 3 ISR D,
¢ HE%, REARE IeE DI 50 mL 2l D,

d) =0J1K 1700 X g THI S5 oy D BEL S | BB AR EhiiRE 35,

E () [EEREER 16.5 em K ONAI#EREL 3000 rpm Tk L /7 1700 X g FEHE L7205,

(4.1.2) HBRoAEM

a) oMtk 1.00 g 2130 e &2E 7T A3 100 mL (2 AND,
b) K% 50 mL Zh1% ., IRVIEE D,

o) HEMRETKEMA, HHKET D,

(4.2) pH FAEE HhHIKO pH FHHEIL, RO LBVITI,

a) RO (V&) 2L, pH Bk O C pH 27895,

b) a) THIHIED pH 2% pH 5 LA EDGE X, iz ke DL S @ 1.5 mL 12k f) OFR/EREHMEL |
AREHA IR Z TR 5,

¢) a) CHiH#E? pH 23 pH 4 LL FOGATE, iR 40 mL 28— 7 —100 mL 1245,

d) pH sH& AW TKERET N T 2% (5 mg/mL) 212 C pH 5~pH 7 ([ZFH3&EL, K TaE7T A2 50 mL
IZBLAND,

e) IEMETAKEMZ, Hheim DA @ 1.5 mL 12k5,

f) 3077 8000 X g~10000 X g THI 5 srfflim D orBiEL | i Az iR E T 5,

E @) AVT e RSO e DLEE CRIE ISR LIRS O,
(5) [Al#RYEE 7.2 cm~8.9 cm K OVAE#EEK 10000 rpm T L 7] 8100 X g~10000 X g FEEL72D,

@& 3. (4.2)b) KW e) ~) ODFAEITAZ T, BUKME PTFE BOA T L7 002 — (L2 0.5 um LLF)
TAIL, ARz REHAIREL Th &,

(4.3) BIE HIEZ JISK 0124 XL ORDEFVITH, BARRIZRRERRLEZ, E AT 2@ sl 7z~ k
757 DEAEFIEIZL D,

a) EERBREIOTNTSTDOREES: WESRGO—FIEZLFIRT, ZVESBIZLTRET S,
1) HhSL: TIHEAEEREALZE =L T b a— ViR~ —h7 5 (N 4 mm~6 mm, £ 150 mm~
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250 mm, BIFE S um) XTI T BEAELFRES L2 U BV BT A (N 4 mm~6 mm, £X 150 mm~250
mm, KLEE 5 um)

2) HWSLEERRE: 30°C~40°C

3) TABERY: WABRKE T RITLA12 KR 1.79 g WARE “IKFEFT NI LT IKFI 0.78 g KON
RN A—KFi) 14.04 g ZKIZEENLT 1000 mL &35, BlKM PTEE fo A 7L 7 404
— (FL#2 0.5 um LA T) TAHIHET 5,

4) ®=: 0.9 mL/min~1.0 mL/min

5) FEAE: 10uL

6) R YOOI, MIERKEK 210 nm

b) BREBROIEM
1) FHREMRAELER 10 L 2 EER A7~ N 713 AL, E 210 nm Or/u~h7T L% Fekl, v
—JHfEZ R DD,
2) BRSSO RRE LI 210 nm O — 7 HFEE O B EVERR T 5,

c) HEBOARE
1) FUBHAHE 10 pL 22 b) 1) LRIERIZERET 2,
2) E—ZHEFEORERRL Y HAHER EA KD | TR O HE AR A D,

&% 4. KRBUETIITF AT T VBT =0 L (B EY) K OHEREERO [FRRFHE D /e Th D, €D
BrA . HANERIERER (1 mg/mL) . T4 T U T =0 MEHETR (1 mg/mL) D—EBERAL, KT
AR CTRAIERER (100 pg/mL) O ZFHEL | (2) g) D HAEFAEEERK (100 ng/mL) (2251 TREH 32, LA
T, (4.3)b) LIRERICEAEL S HralBl v O E S R B A R T2,

% 5. Wil E=7 1 §4IN, W RN0E 1 8040, BAAIEEE 2 8510, (LR B 1 8040, oRAE & e
1 #NICEATFRED 12~5 5SS BO MM IRINUIZ 3082 O CRIGRBR 21T > 7 R IE,
0.1 % (E&E53H) . 0.04 % (E&E/SHE), 0.02 % (EE/SHFE) KT 0.01 % (B &S ORIML LT
[EI =R 28 99.0 %~100.8 %, 100.4 %~102.0 %, 103.1 %~106.6 %% X 101.2 %~105.9 %7z,

E7z RERIED 2 Y VEMETR D 7280 O I [FIRRER 0D RiiE M OFATRG KA 1 IR, HAEERIE 0.0255 %
(B &) ~0.291 % (H &5y 3) OFPH T+ ER BB EEZ AL T,
2B, ZORBRIED TR FIRIE 0.0003 % (E &5y HR) g L He e Sz,
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F1 AR EERRER 1L 0D 2 S PEMERR D72 O O I [RIRBR B AR OB it R

kR TE (2021)

e ‘fk%ﬁ? el s RSD:  sx”  RSDR”

=) WY e ) WY (%)
F LR = A IERH 10 0.0502  0.0005 1.1 0.0009 1.7
FIE [ 25 A A k2 11 0.0255  0.0007 2.6 0.0009 3.5
F LR 2 A A HEEL3 9 0.150 0.004 2.9 0.005 3.6
dp9iliv 23 10 0.202 0.004 1.9 0.004 2.2
LR AERF2 10 0.291 0.004 1.3 0.005 1.7
{LRRAEAE3 10 0.0498  0.0007 1.4 0.0010 2.0

1) AT W BB E L

2) FEfE (n=RABREHOGRUBL (2))

3) MRS

4) DHTIR el 22

SEXH

1) GHEREET, RAERE, RA)IER, AHRG:
OWFA T UEREORIFFAE, B A LEAREIEHEGS, 87(2), 120~124 (2016)

2) ERIIERE, ARFHE:

=L (WREBRIEY) ORE —LRRBRAGE —, IEEHFZEHE, 8, 70~78 (2015)

(5) REE7O0—>—bF EEHP O BERERREREDO 70— — RIS,

5)  DHTA AR e 22
6) =[] PR e
7) S PSR R R 2

R v~ b7 T 7 iR IO T A O BN RS X

EE A7 v~ Z7 (HPLC) &I LA NEE R O RS ER K ONF A T BT

[ aratk () 1.00 | 3648 =475 222 200 mL

< 7Kk 100 mL

| MERAE

| ~rxForas—5— 1053

| i L4y

| SEHRELIERE . 1700 x g | 5531

|
| it

B1-1 JER P oOREEERRER LY n—2 —b (GliHEE4.1.1))

[ bkl Gietk) 1.00 g 4Hk75 221 100 mL

< 7K 50 mL~70 mL

| R0 IR

— K

(FEBRET)

| st

1-2 JERIPOFAEEERERE 7 —2 —h (liHERE (4.1.2))
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| it |
|
[ ohwR | pHsts
pHS5LL |
pH4LLT
| HBUomL) | E—%—100mL

[
| pHFSE (PHS~pH7) |  AKHER{LT N ™ A (5 mg/mL)
[

| BLAR | 48752250 mL, K
— A (BEHRET)

| 33 Ly | kiR | 8000xg ~10000xg , 5531
|

T
|

| Wl | ik~

X2 fEEh o g R L7 v — o —b (pHARHE K OV E #0E)
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BE HHBREOF AL TUBT =Y A0 HPLC 70~ S MMila RIZ T,

—1
2
!
. JL
FIFEERI(57)
(A) IR IR

(AR, TA LT U7 =7 8L T4 100 ng #8224 & (10 pg/mL, 10uL))

1 —

2

] !
RIFEE ()
(B) ABHA

(HAERE, TAT T U T B AELUTHRE B3 0.1 %Y &2 A IEEHCEIN)
HEX RN T AT T UET o E=7 A0 HPLC 70~ hF A
HPLC DHIE 54

7172 CAPCELL PAK NH2 UG80 (N£E 4.6 mm, £ 250 mm, KifE 5 um)
Z DD ZA4 1% (4.3) a) HPLC JIE RO BIRDEFD
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510 EYLyMEESR
5.10.a EEBRKIOCNT 5T
(1) W=

ZORBIEITAIKE R K NENEEA ULRWERHZIE 95, ZORBRIED 3 IT Type B THY, DL
1% 5.10.a-2017 X% B-N.a-1 & 75,

IIHTREHI K E A Ce Ly Rl L, @ik a~h7 77 (HPLO) (B AL | 55l A4 A3k —
LTHBEL, B 190 nm CTHIEL, Atk ory Ly MEE#E (B-N) 23K 5, ZOHIEOVERRIEE 6
WRT

COHEZL ST DT VT IRMEZESE (DA-N) | RFAVEZEFE (UN) |, 77 =00 MR (Gd-N) KOV T
=VIRFEMEZEFE (GU-N) DRIFHIHE CE 5 (f§F 5 ),

(2) BE HERUKIL, ®KIZED,

a) K: JISK 0557 IZHETD A3 DK,

b) YABZKFEHAUDL: JIS K 9007 (ZHET D4 UTFED SWE DL D,

¢) YAER: JIS K 9005 ([ZHLE T 24 UXFAED SEDOHED,

d EYLy FMEEFREER(B-N2mg/mL)D: £V v CHsN;0,120.491 ¢ 20 BH&MIZED, ZDE
B% 0.1 mg OHTETHET D, VP EOKENMZT, 2EZT722 100 mL [IZBL AL, 50 °C [ZHEL TR
U, B OB ETREMZ S,

e) EvLy MEBFIFEER(B-N200 pg/mL) : EULyMEEFRIEER (B-N2mg/mL) 10 mL #2&77
A3 100 mL (Z&Y, FERRE TREZMZ D,

f) EvLy MEZRIFER(B-N 50 pg/mL~100 pg/mL) : UL MEZFIEAERK (B-N 200 pg/mL) 25
mL~50 mL 24§75 22 100 mL (280, R ETKENMNZD,

g) REBRAEY LY MEERIEAER (B-N 1 pg/mL~50 pg/mL) : {1 ME%E I HEK (B-N
100 pg/mL) % 1 mL~50 mL % 100 mL 2877 A3 ZEMEAICED | FERETKREINZ D,

FEQ) PFRBICHY, MBS EE TR TS,
(2) EULyReLT 97 % (E&E533R) UL EOMEOREN T RSN TND,
(3) By MEZEFEIEER (B-N 2 mg/mL) 2R EE CRAFT DM MR BINLZ LD HHD T, ik
TORGFERLET 2, Tz, 2P ENTRET 7253k,

EE 1. EULyMNIE L7 AOVARDEMEE, BIRLS R O LAk T3 S TD,

(3) BERUEE HBEKOEEIX ROLEBHVETD,
a) BIERAIOTNTST: JISK 0124 [ZHE T DEEIRIK a~ N7 CIROBEAT-TH D,
1) Hh35L: N 75 mm, £X 100 mm ODAT LV AEHO BT LEITRIAEE 5 pm~10 pm OFFERMEA A28
Bt EZ £ CALIZH D,
2) ASLIKE: T LFREE% 30 °C~45 °C THEITEHH O,
3) #wER: WO RN TR 190 nm L TRIE TELH O,
b) RTRFYIRE—F—
¢ EEEIDSEER: 8000X g~10000X g Tt /LB Al HEAL D,
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%% 2. W7.2L0% Asahipak ES-502C 7C D4 B CTHiRSIL TS,

(4) ERBRIRME

(4.1) #H X KOLBVITI,

(4.1.1) ¥RoTAEM

a) ZHTEUER 1.00 g 21300 ED, A =722 200 mL I AHLD,

b) /K 100 mL Z#/Mx, 7 RXF I AH—F—% TR 10 43 fDEIRES,

o) FRER., REHIRYE R LIS O 1.5 mL 128D,

d) =077 8000 X g~10000X g THI 5 Zyflim L iyBfEL © | LA AREHRKET D,

F @) AT oOE YLy MEZER (B-N) IREDR &EHRO LRAEZ 5B E2N03H0551%. FEHIK
D—E K THIRT D,
(5) AVTmeL RGO E OILEE TRIE IR L0 0,
(6) [AIHEHEE 7.2 cm~8.9 cm & ONEIHEEL 10000 rpm T Lx /7 8100 X g~10000 X g FLE L7025,

(4.1.2) HRoAREM

a) ZHTEUER 1.00 g 21300 ED | 227722 100 mL (2 AL,

b) K& 50 mL ZH1% T, IRVIEES,

o) IEMRETKEMZD | ReE OEAE 9 1.5 mL 1285,

d) =077 8000 X g~10000X g THI 5 syl L iyBfEL © | LA AREHEKET D,

F (7)) BRI T OE YLy MEZESR (B-N) IRESREMRO LIREBEX 2B ZN0HL5 513, EALE
WD —E B2 /K THIRT %,

fE%E 3. (4.1.1)c) ~d) XiF(4.1.2) ¢) ~d) DEAEITRZ T, BIAKME PTFE ®o ATV 7 002 — (FLEE
0.5 um LA F) TAHML | ARZEHAKEL THEV,

(4.2) BIFE MIEZ IISK 0124 L ORDEFRVITH, BARRIZRME BT, IE D m s ks a<k
777 DEAETEIZL D,
a) EERBREIOTNTSTDOREES: WESRGO—FIEZLTFIRT, ZNVESBIZLTRET S,
1) HS5L: S A 2SS 7 2 (NEE 4.0 mm~7.5 mm, £ 100 mm~150 mm, $7£E 5 pum~10
um)
2) ASLFERE: 40°C
3) EEERY: WABR KFEHVTL392g KOV 0.12 g Z/KIZEEL T 1000 mL &35, Bk PTFE
WO TV T S — (FLEL 0.5 um LA F) TAIlT 2%,
4) JRE: 0.6 mL/min
5) FAE: 10uL
6) HRHER: YOLERILER, WIEKKE 190 nm
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A& 4. REERIT, VAR KEHIT A 19.6 g S OWARR 0.584 g Z/KIZIAEDLT 500 mL L. WIEIRTT
L. fEFHBRCZDO—EB% 10 52/ Bk PTFE oA 7L 7402 — (FL 0.5 yum LLF) ©
AL THREL TH I,

b) RERDER
1) Srast AR 10 pL 2@k a~ b7 771 AL, R 190 nm O7a~ I L5%508kL, B
— @S aRDD,
2) HREMAIEEROE YLy MEZESR (B-N) iRELER 190 nm O —7 @S LD EMRETEK T,

c) HEBDRAE
1) FBHATE 10 pL & b) 1) ERIBRIZHEAET 2,
2) E—UEEShbRERIVE T Ly MEZES (B-N) &2k | ikt oryLy MEZE S (B-N) 25 H
EESS

& 5. CORBRIETIIE YL Y MEESE (BN), DU T VT INEE S (DA-N) | REEEHE(UN), 77
=VUMEEE S (GA-N) KO T =)V R # 22 AR UERR (GU-N) O RIFHAIE A FTRE T D, £ DH A B
ULy MEZEFAENERR (B-N | mg/mL) | JRAFMEEE FIZAER (U-N 2 mg/mL) , 7 V7 INPEZE RAEYE
% (DA-N 2 mg/mL) , 7' 7 = MEEE FAEAER (GA-N 2 mg/mL) }x OV 7 =)V JR M %8 A UERR (GU-N
2 mg/mL) D—E EARAL ., K THRL TRAIEERK (200 pg/mL) O ZFHHIL, (2)e) DETL v MEZ
FIEUER (B-N 200 pg/mL) [IZZEZ T2, BIT. (4.2)b) LFEERICHAEL | /3 Hr a0k oo 41 7 et 5
WEIREAZR LT,

{#%& 6. HEDFHHOID, TN AT ERHEG RFIE (LRAEEE, Bl A IR R & IEE K 0%
[R5 A AEERS 1 861 -V CIRINEIGRER A FER L 7255 5. 0.2 % (B #4533) | 0.1 % (E &5 %)
J R 0.02 % (E 553 2R) O~V TONBEIERITZENZE I 87.0 %~95.1 %, 90.6 %~101.1 %X
O 91.2 %~105.5 % ThH -7,

KL DFHM D728 | Bl A REEE, ALRNEEE & OG5 e R = HE A B E VT H 222 TORERBRO
ARER I DWW T TeBL B BT A O CTHRATL . RS R O TR 2 LR R 23R 112
Y, T, RERIED T Y PERER D76 O I [FIFRBR O B e OIS a2 2 1R T,

2B, ZORBRIED E R FIRIZ 0.005 % (B 85y 3R) FLE L E ST,

£ 7. AKEFRIZITETL Y MEZESE (B-N) OHIE BT DR NHLD T EETHIE,
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#l  EULyMEEROH 22X TORAEREBRBGRE ORI A

ok RERR EEY e RSD"  sin’  RSDiw
i 7{‘/"% w 1) 3) 3) 0 3)
H#(T) (%) (%) (%) (%) (%)

B A ekt 5 0.204 0.0006 0.3 0.0017 0.9
LA 5 0.0969  0.0006 0.6 0.0016 1.6
FRE[ == A REE 5 0.0103 0.0001 0.9 0.0001 0.9
1) 280M 73 BRZ S0 L 7= 35k B 2K 5) DM TARXHE e R 2
2) F¥fE GRER B 20(T) X O T3ERE (2)) 6) HHIRE R =
3) BES% 7) WA R 2

4) BHTIR R

K2 BTy MEEFRBRIED Z S PR O72 8 O LRI TR BRAL O AT A

e *ﬁ%ﬁ;) u?i@ri[g;) sr4>3> RSOD > SR6>3> RSDR”
EP (%) (%) (%) (%) (%)
{LRAERH 9 0.00963  0.00030 3.1 0.00029 3.1
LR AER2 10 0.0201 0.0003 1.6 0.0007 3.4
{ERCAEREL3 12 0.114 0.013 11.7 0.017 15.3
{dpar v 11 0.212 0.017 7.8 0.026 12.4
IR 12 0.832 0.050 6.0 0.086 10.3
1) fRHTIC =R BR SR 5K 5) PHTAGHE (R
2) FEIME (n=BREHa B R (2)) 6) ] FF BT UE(R 2=
3) HEyHE 7) S B R AR E (R 2

4) PHTEE R A

BE
1) BEEZ, KMEER, ARG &Rk sa~hr 77 (HPLC) IEIC L DR DR FPEE S, B
yMEERZEOWE — B —RBREOZY MM —, IREMFFEHE, 10, 72~85 (2017)
2) WAAKLR, AFTEERS: EEIEAZ <~ 7 (HPLO) BIC AR P O R FMEEHR, oL MEZER
HORE —LEBEREGE —, IREHFZEERE, 10, 86~100 (2017)
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(5) #AEEZFIO—L—bF JEEHFOE ULy MEEZRHBRIEO 70— — RIS,

%1

[%]2

| BTtk (iR) 1.00 g | 4848 = #8752 200 mL
«— 7Kk 100 mL
PERE | ~rxForrs—5— 1050
|
i

Ty B

Heige i OIS . 8000xg ~10000xg . 545 [H]

AUEHAIR EEE
[
e ikra~rr7>7
et oLy MEEFERERIEOTm——h (FhHEE (4.1.1) K OHIE

[ o#ratkl Gre) 1.00 g] - 47522 100 mL

«— JK # 50 mL

fHH

| EviRE

— KIE#HET

1oy B

| e PR 8000%g ~10000xg . 543

| SBHA | Rz
|
| il | wtErn~tr 57
REEHR D L o MEZE BRI D7 — — |k (hHERIE (4.1.2) R OWIE
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BE ULy MEERORBERIIERIRO 0~ 7T LB 2RISR,

()

e
2
—
w
-~

8567

Z

o
8 »
B
>—a 368
S
/"-/
=

280 4o [ 1) 1000 1200 140 1600 1800 200

2EK  HmEHRHIREAEER (4 10 mg/L) ® HPLC 7~k A

v—r4
() R#EEZEHE QUL oMEEH Q) TrIT7INMEHR
Q)7 T7=U MR )T T=VIRBMESR

HPLC O #IE S
7172 Asahipak ES-502C 7C (N 7.5 mm, E& 100 mm, Kif% 9 um)
Z DDA (4.2) a) HPLC HIE SO FIRD EFY
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511 F3Y
S.11.a ICP #X A9 HiEQ)
1) #;E

ZORBEIIIEENE 35, ZORBRIEDFEIL Type D THY, ZDFL51% 5.11.a-2017 i Tia-1 &9
B

Oy HT RN TR — BRA — B R SRR CRILEEL 7254, ICP 865y e/ HrikiE (ICP-OES) I AL, T4 %
W& 334.941 nm TRIEL ToMralkEl o F 2 (Ti) 23R D, 7ei5, ZORBRIEOMHEEIIEE 4 (TRT,

(2) HEFE EROKIL, KIZED,

a) K: JISK 0557 \ZHETD A3 DK,

b) THER: AESENER . EE ST SOLFEZEOSE ORI,

o WRER: AECENEH. FEE ST HULRZED E ORI,

d) BIEFRE: AECENTH. BESHTHXUIEZED BB ORI,

d) 18EE: JISK 8180 IZHET2HERBIEH . K ot FH XU LR %DM E ORI,

e) FRAUBER(Ti1 mg/mL): [EHFEFEEEIZIN —Y T V72T X FEHER (Ti 1 mg/mL),

f) FAUEER(Ti0.1 mg/mL) V: FXAEAERE (Ti 1 mg/mL) 10 mL 24287722 100 mL 1220, FEHR
FCHIRE (1423) 2125,

g) REBAFIVIZER(TI 0.1 ng/mL~20 pg/mL) V: FZAEAER (Ti 0.1 mg/mL) ® 0.1 mL~20 mL
ZARET A 100 mL (ZEERERIZED | AR ECHERE (1423) 22 5,

h) BREKAZESEBRY: )L g) OFIECHAL-ER (1423),

F Q) FARGITHY, BEIDSCTEBERHRT 5,

% 1. ICP-OES [T EOW R B\ TR LINAIEA Yo BIHI 2 (B T S Oi ) 043 .38
DRI Lo CEBT 270 | b A2l LT M B M FERGI 28 5705, Lo TR AT T2
BT B L B oD e FE R P 2 AR L M e PR e T 5 2 0,

(3) B HEEIT. ROEBVET 5,

a) ICP EXSASITER: JIS KO116 ([THETHINLIEPrEEE,
1) AR: JIS K 1105 ([ZHETHHE 99.5 % (R ) LLEOT V=T I A

b) RYFTL—FRIEEYA: Fyh 7L —NIFR®IRE 350 °C T THETATRERL O, BIRIL, A AR KOV
WS D BEEFRFEL . BPIRIRE A 300 °C LU EIZTE5ID0ICL=b 0,

(4) BERERME

(4.1) M HHHIE KOEBVITI,

a) TR 1.00 g 213000 h—/LE—4—200 mL~300 mL [Z A5,

b) HERKY 10 mL & OWREER) S mL 200, h—/L B —h—ZREEHIL TRV, — R E 95,

¢) 170 °C~220 °C D7y b7 L — R XUIHE £ TRSOMIZ 30 43I LA EINEAL | Ja 3 E el iao7a 4, ARk
T L— b XAFRME O E % 300 °C UL EICL TEFRER LY HIBEE) ORENINEDLETMET L2,

d) Humte., mEREEK 5 mL 2% 5,
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e) h— B —h—ZMEEHIITEVY, 300 °C LL EOARY L —h IR BT 2~3 ERRIINEAL CHfEd %
(3)

) FEFHILZ T 5L, Ay b7 L — Ui b CInEVE e QDS 2 mL LA FIZ25 £ T2,

g) Hmtg, HEEE (1+10) %9 5 mL K OVUKE 20 mL /0%, b—/b b — D —%IFaHIL TRV, 0L
TENT,

h) fumte, K TEEZTA2 100 mL IZB LA AESRETKREMZ, A 3 FTAHEL , sfEHATKE T 5,

i) ZZRBRELT, BN —h—Z T b)~h)DOEAEEZFSEL . ZEi BRI A R T2,

Q) HERRICI DAY O OS 3RO TR TRIENNTEITT 5, 20720 | fERDRNESIT
FHIRIC ﬁ’réﬂé%@ IR A3 T o T DI R A NI 2,
(3) WHMEFRmRAMSRAEL LS WIRICRE O, BREDOEAIBOONLGHITELITNEAZ LD,
Bt iR INA ., FFOVNEAL CTERAF T DA B & 0 iR 9%,
(4) BFRFLASAL ThiEDZ2R,

&% 2. (4.1)b) BBV TONREIBER T 25813, LIS TTODED R THOHTREEH
R
&% 3. (4.1) OEAETHIFEHEIRIL, MHEE B IR LI HE I T&D,

(4.2) BE REIE IS K 0116 M ORDEFVITI, BARBIZRRE AL, BIEZH 325 ICP 36507
& E ORI EIC LD,
a) ICP RAEDKSEBDRESEME ICP U IEEOHIESRMET. U TE22Z L TRET
D
SyHTRRIE . 334.941 nm
b) BRERDOEM
1) &R T2 ARER K O @& 22 BRIk A 35 545 G 7 7 A~ PITEFEL, K 334.941 nm D
A B D,
2) fREMH T Z AR S OB B M 255 BRIE DT 5 P LR R B L O R B A ER T2,
¢) HHDAE
1) AEHRIED —E & (FHZELT0.01 mg~2 mg FIY4 &) #2877 A2 100 mL (1285,
2) AERRECHIRR (1+23) 25 mL #2125,
3) b)1) LRBRICHEAEL TR Rl Z i A LD,
4) BREMNLT Z AR | B O F 22 (Ti) 25T 5,

{#% 4. HEOFHEO®, EXIE= 7V —MORIEE RGO ABEIEE, (LARE, LSV~ A
ML, BB G IR, R AEEL, RS HENEAE S NEEE & OB A IERE IV T IINEIGGRER A1 T -
ToAES, 0.01 % (E 553 3) ~0.5 % (E &5 %) ORI~ L TONYH R 92.9 %~99.5 % Th o7,

K& DR T8 1R G AR QYL EAEEHE - C A 228 2 TO KRB O R I D
T Bl iE BT & - CREAT L . R RS R O TR EE A R L7/ SR 1 IR T,
725, ZORBRIED EE FIRIZ 0.001 % (B 85y =R) 2 L E S,
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#1 FEOHEEZTORERBR AT OMHTHE R

e R i) RSD,” sin’’ RSDin
ﬁiﬂ'ﬁ w 1) 3) 3) 0 3) 0
HE(T) (%) (%) (%) (%) (%)
RAY AR 7 0.950 0.013 1.7 0.031 43
(A a et 7 0.130 0.002 1.4 0.006 32
1) 25 0H TR 2 S0 L 7= 505 B 4% 5)  PHTHAE S Y 2=
2) SE¥ME GRBR H B (T) X M35 % (2)) 6) HREE (R A
3) BEmR 7)  FRETRE o R I

4) PHTIE R

BE XM
1) FIFES: ICP B N oHTEIC LT 2o OllE, IEEHFZEH S, 10, 29~40 (2017)
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(5) BBEIO—L—bk R OF 2 RBRIEO T — L — MIRITR T,

| SBT3k} 1.00~2.00 g| kst —3— 200 mL~300 mL

—K D&, iRk AET (MBS T T)
—hEERAI10 mL
—hilEHI5 mL

— Il | meEbmcEs
]
S 170 °C~220 °COFy 7L — R Ebie T304 M LA EFE0miz
TR
]
p 300 °CLA ED R v b7 L— b XTI is b CTERR A D3 A 3T
=
FAHFET
]
| Hths | =R

IR IRKIS mL

P IFRHIL TR, 300 °CLA LDy b7 L — NS |- C2~ 3]
Gy fi
|
| gL | BERFIA L, 2 mLELFIce % AR
|
| Kt | =i

— Mgl (1+10) K95 mL
k#9120 mL

| i | I, Ve
| W e
| %LIJ\%L | 4f752= 100 mL
Ik (B ET)

| il | Ao
|
| etk |

X1 fEEtoF 2 R ERE T a— —h (lhHERE)

il

| SOBHA |
]

| B | 4®772= 100 mL

— M (1423) %9 25 mL
K FERRET)

| il | 1P 5y e TS5 (334.941 nm)

X2 ekt oFZ R BRiET m——b (EEE)
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5.11.b ICP &A% (2)
(1) #=E

ZORBIETILENT O ERENERHIIE 35, ZOMBRIED 73T Type D THY, TDFLA 1L 5.11.b-2017
L Tib-1 £9°5,

SINTERBI R K R T B =0 ATTRMRELTZ1% | ICP JE 60 o i d&iE (ICP-OES) IZH AL, FX U &l R
334.941 nm THIEL CTHOHREHFH OF 22 (Ti) KD D, 72k, ZORBRIEOMEREIXHESE 2 17T,

(2) HEE FEROKIL, KIZLD,

a) JK: JISK 0557 ICHIET D A3 DK,

b) HEKRTZUE=DL: HE 98 % (EESR) L E

¢) IGER: JISK 8180 IZHIETHAFAmME M | K% ot I XUXRE D B DO,

d) FRAZERK(Ti1 mg/mL): EFFEARHEICI—Y T V7T ZAZNERR (Ti 1| mg/mL)

e) FHAUIBHERK(Ti 0.1 mg/mL)V: FXZEAER (Ti 1 mg/mL) 10 mL 2287722 100 mL (220, 14
R ECHIRR (1423) 2N 2.5,

f) REBRFIVZER(Ti 0.1 pg/mL~20 pg/mL) V: F X7 AEHER (Ti 1 mg/mL) @ 0.1 mL~20 mL %
27T A2 100 mL (ZEEPEAYIC LD | R ETTHRRE (1423) 125,

g) REBARRBREY: o) LU OMIETHEALERE (1+23),

FEQ) FARGITHY, BEIECT BRI D,

% 1. ICP-OES [MEE DB KRB W TIRLNDIERED, SEOBLHIT; 2 (U7 7 S Ol 1) 043 e
ORI L > TEB T D720 i 3 DS I8 L7 BAR OB EEFEPH AN 5270 %, Lo THRNTHE M2
PRSI Lo RO IR E R AR L . s AR AT R 5 L J,

(3) B EEIX. ROLBVETD,
a) ICP ERDNAHSITEE: JISK 0116 ([THE T DR HrEE,

1) AR: JISK 1105 ([ZHETHHE 99.5 % (RFE33) L EOT V2 T2
b) HRYbTL—b: AyhT L —MNIFREIRE 400 °C FCHRIE FIERH D,

(4) ERBRIRME

(4.1) M X KOLBVITI,

a) s HTElEE 1.00 g 21320 ED | h—L ' — 4 —200 mL (Z A5,

b) HiEEKFET U E=T LK 10 g 2250,

¢) 350 °C LA EDRY ML —RTHEL | @R LTtk 27 B =0 L e el & Se I il S8 20,

d) WFEHILCEL Y, 350 °C LA LT 1 KERINEVT 2,

e) Jtth. HER (1+5) % 25 mL Nz, h— B — A —Z B LT, F20/ITIIEL TAD T,

) fntt, KTEEZT7AT 100 mL IZB LA, EERETKEML, A1 3 FETAIR T,

g) SO 10 mL ZR| O T7T7 22 100 mL (20, R ECHER (1423) 22 GRERETIRE T2,

h) ZEiBRELC, BIOR—L e —h—%& T b) ~f) OEfEEFEHiL , 22 BRI Z RT3 5,
FEQ) BEBBKET T=UAIERENS L0 BHEROKSUZ2 WL L,
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(3) WiERKFET =T LR LTIZIE . b= — T — 2L F O R FE L T tralEl L il s
50

(4.2) A HEIXJISKO116 KORDEFLVITH, BARRIZRNIEEAET, MIE I 32 ICP #6557
Hri&E ORI 1EIZ LD,
a) ICP RADADHEEDBRIESRMYE ICP KN/ ITEEOHESRIMIL. L TESBICLTRET D,
MR R 334.941 nm
b) RERDOIER
1) FRERH T2 AR R K O o 28 S BIR & 5 8 & 7 7 A~ HICE L, IR 334.941 nm O
A B HUD,
2) TR T AR ERR K OV i P 223 BRI D T 2 PR LR R E L O R B A AR T2,
¢) EHDAE
1) #REHAWE b) 1) ERBRICERIEL TRRMEZ B A HLD,
2) BREMNOTF 2 BE RO, Skt oF 20 (T) 2R 32,

% 2. EEOFHIOTD, FLSVNTWEREIREL 2 & AW T IRINEIGRER AT o 7o/ 2. 0.1 % (B &
7)) ~0.2 % (E &5 H) O~ L TONYLEILEET 95.1 %~98.2 % Th o7z,
K5 HE DR D=0 . FESWITWBRE LR 2 AA W THZZE 2 TORERBRORBR IOV T—
JCBLE S W T2 O TRESTL . FRTREEE R MM TR EE A B LT SR 23R 1 IR,
725, ZORBRIED EE FIRIE 0.02 % (B 8 R) FLE L HE T ST,

#1 FHDHEEZTORIERBRATOMRHTHE R

o R ey i) RSD: st RSDin
ﬁi*’,'% " 1) 3) 3) 0 3) o
H %z (T) (%) (%) (%) (%) (%)

FLESUNF IR IEBF 7 0.525 0.005 1.0 0.005 1.0
PLSUNTOERE AEER2 7 0.112 0.002 1.6 0.003 2.4
1) 25073 BR A F20E L 7- 708k B £k 5) GHATAR S YE R 2
2) SEHfE GRER B 2% (T) X O TalBR % (2)) 6) AR AE(RE
3) HESR 7)o R e Y A

4) PHTIE YR =

SEXM
1) FIES: ICP e mATEIC LT 2 ORlE, IREHFZEHE, 10, 29~40 (2017)
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(5) REsZoO——b PEhoF X GRBRIED 70— — kIR T,

OyBTREE1.00g | e —2— 200 mL

—WRIEKET =T L5910 g

kR TE (2021)

o 350 °CLL L DAy b7 L — M THNER
il Al L 7= e K 36 7B =0 BB R A 5 A
|
| i | BERHILCREL Y, 350 °CLL Loy kL — G TR NEL
|
| Wy | =R
—¥Efs (1+5) 25 mL
| i | I, VR
[
| W | =R
[
| BLAR | &f752= 100 mL, K
K (AR EC)
| il | 2utsE
[
| A |
X1 fEgthoF & g ERiET m—y—h (i ELE)
T
[
| 43 E10 mL | 4®7722 100 mL
Sk (1423) (BHRET)
| il | ICPH 5y YAy BTk (334.941 nm)
22 R OF 2 RBRET r—— b GRE )
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5.12 BERE
5.12.a JEEMIHTEE (1992 4ERR) @ 5.3 BERGERED /3T EIZ LD,

SEXH

1) BEMKPER BB BRI SR . NIRRT (1992 4ERR) , p.78~79, H ARREREME 2, B AT (1992)
2) EEPIEFS: B T OGTREMRAEEMOATIE, p.196~197, FE B, B (1988)

528



