kR A (2018)

5.7 RIVIFPIVEE(TSFRRER)

57.a 4429357

(1) #=E
ZORBIEIIEET o E=TCHH 15, ZORBRIED 3L Type D THY, DL 51T 5.7.2-2017 X%

AS-acid.a-1 &%,

SINTREHI AR ZEINZ CALV T 7V i H L, A4 7 a~hr 57 (IC) Xikm#ikik7a~ k757 (HPLC)
\BAL, AF L AZHTH T L THBEL  EXRUSE R R TRIEL . el Et o2 L7 78 (7 INE)
wRDD, 7085, ZORBRIEOVEREIIEE 5 1”7,

ZOFIEIZEST, AT 7V R O E A b (T AT TV T o E=0 L) BEKERETES (EE 4 &
),
(2) HEFE FEROKIL, KIZLD,

a) JK: JISKO0557 \IZHIET D A3 DK,

b) FHRILEE: B 98 % (H EyER) Ll EOREK,

¢ pEFAXLREBER: HE 95 % (&) DL EORIK,

d) 1-FOBDRIKRVEEF NI L B 98 % (B 85y 3R) LLEDRREE,

e) 1-ANXHURIVKRVEEFRI DL M 98 % (B Ry UL DK,

f) [ESBR: JIS K 8863 |ZHIE T 24mfk ILFHD S E D,

g BEERDP: THLEE0.083 g, p-EROX TR BERE0.552 g, 1A 22 AR EEF R 40,195 g, 1-
KV EET R A 0376 g, 1FHE 6.183 g 42 &7 7 A 1000 mL (Z1E20ED | KK 500 mL %
Iz TN, BITHERETKREMZ S, #AM: PTFE DA77 V& — (FLEL 0.5 um BLF) TAIl
ERAN

h) RILVIPIUERIZEEERK (1000 mg/L) " FESVAEEYE 7IRMEE (HOSONH,: SYH7 LTy
Ir—H—HTC 48 IR L -0 D) 0.1 g #OrH&EMIZED, EOE EX 0.1 mg OHTETHET 5. V&
DKEMZTANL, BRETZT7A22 100 mL (T LA, R ETKREMNZ S,

i) RILIT7IUBREERA0mg/L) "V AR, AT 7V EREYER (1000 mg/L) 2.5 mL &4 B 7T A2
250 mL {Z&D | R ETREINZ 5,

i) BRERRBRLI7FIVBIRER (0.3 mg/L~3 mg/L): RV T 7 WEAEAENL (10 mg/L) O 3 mL
~30 mL #2877 A2 100 mL [ZBRERICED | R ETREIZ D,

ﬂy‘llﬂ

FEQ) FAEGITHY, BLEISUT-REZTR T 5,
(2) PRI OWREEIL, 742V 0.5 mmol/L, p-ER 22 B4 4.0 mmol/L, 1-4 74 ALk
2R 2 0.9 mmol/L, 1-~FH 2 2V iR’ A 2.0 mmol/L. 1EFHEE 100 mmol/L L7285,

(3) WEARUEE HFHAKOEEEIL, kOEEBVETD,
a) 44290 357300 RIFEEKFEIOTNTFTHPLC): JIS K 0127 IZHET S IC L JIS K
0124 |ZHET 5 HPLC TIROEA/ A= 9H 0,
1) AS5L: N4 mm, X100 mm DAT UV AED T LEITRIPE 5 um O 4 T =0 DA
BUEBUKMEAZ VL — bRV EFETALIZED D),
2) hSLIE: H7LMRE 55°C~60°C THREITZ5H0,

421



kR A (2018)

3) BHE: ERE AR,
b) AVITL2I4IE—: FLEL0.5 um LLF, #kiE PTFE i

i¥(3) Shodex IC NI-424 2D 4 FRCHIRSIL TV,

(4) ERERIRME

(4.1) #HE  HhHIE KOLBVITI,

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

b) KK 50 mL ZH0% ., IRVIEE CAM L, FIHERETKEMZD,
¢) VRIRIRD—TEREZED, K TIEMEIZ 12.5 AT 5,

d) ATV 7nF—(FLE 0.5 um LLT) TAIRL, iEHARET 2,

(4.2) AlE WEIE, IS K 0127 XIT JIS K 0124 K ORDEFVITH, BARRZRIERRIEE, BIEICHEH T2
AF v ra~<hr 77 (1C) XidmsiRiA s a~ 777 (HPLC) DEAEHIEICL S,
a) AA2IRATNT57(1C) RITEERAEIOTLNT ST (HPLC) DRIESEME: WIE SO —HilZLLFIZ
KT, TNAEBEBIZLTRET D,
1) h3h: F AT =T LB LTBUKEAZ VL — RV 5 (NEE 4 mm, £ 100 mm,
KifE 5 um)
2) ASLFERE: 58°C
3) BEEE: Q) IlliRLbO,
4) ®E: 1 mL/min
5) EAE: 20uL
6) BRHEB|E: BERUSGEHRNE

b) BESOER

1) &REHRAEHERR 20 uL % IC XL HPLC IZIEAL, BRUIREED/a~ T LA FLEL B — 7 il
ks,

2) RS EEEORE LR O — 2 TR OB R RS,
BEBOMERRIL. BB ORIERHATS,

BE 1. FRENAEORIEIZB W T, v N w7 AR IV — 7 @S TORER H TR EME T
LEENDHD, 2O B —JHikEE O TR EfrE BT 528,

c) HAHEOAE
1) #UEHAWK 20 uL % b) 1) E[RIERICERIET S,
2) E—JHBENOBERIVANL T 7IVEREERD  SHEREITR O 2L T 7B (TINFRER) 2R T
éo

&% 2. BEROIEREFERRIC, EHAR T O~ Ny 7 2D B2 L 5720 B — 7 HfENOIRE 2R
A s N
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kR A (2018)

#E 3. BHHRICAA L _TREEHHL QDD NR—ATA U LZELDT=O IR A2 BT 50O THE
T2, MIEFAARTIC, 9 120 D RREORE(LRERAZ LD E X0,

{#%E 4. RRBETIIALVT 7R O F B LY (A T VBT o E=0 L) ORIHIED FHE T D,
ZOHATE, AT IV TRIERERR (1000 mg/L) , T4 T U BRT V=0 AMEHER (1000 mg/L) O — & &
FRAL, K CTHIRL CRAERER (10 mg/L) D 23R, (2)i) OFAEAER (10 mg/L) (T2 2 TR
%o LAF. (4.2)b) LRIERICERIEL , AT R O I E X S B IR 2 T H 35,

BES BT E=T (38 OBRIGREBROMERIX, 025 % (B ESHE) LT 0.075 % (B EyHE) DR
I~V TR R DY 99.4 %~103.5 % & T 94.4 %~100.8 % TH 7=,

728 ZORBRIED TE £ T IRIL 0.04 % (B 85 3R) FLE TH D,

SE X
1) BRI, BHMIG: A4 7a~ N I7EICEDMRT o E=T PO EFRILY K AT 7k

[RIREHIE, AEHFTEHE, 5, 1~23 (2012)

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

| 1.00 g | 2E7523100 mLICiEAWES
7K #J50 mL

| IRV | eRTIranBEL T
K (E#ET)

| AR | 1250, k
[

| 2t | AT T L s—(0.5 umBLF)
[

| A
[

| il | a7

WilE T =T ORIV T 7 IR IE 72— —h
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BE R EGIEER N OB R T E=7) DAL T 7R NTF A T U Bo 1C 7a~h s
LERITTT,

pSfemn
331.40 A

331.30 4
331.20 +

331,10 A
1

331,00 -
330,90 - )
330,80 -
33070 %f&"
330,60 -
330,50 h
T T T T
0.0 140 160

T T T T
2.0 4.0 6.0 8.0 10,0 12.0 18.0 20,0 220 24.0 26.0 28.0 min

(A)IRAOAEEW (AT 7V, TATT VBT = L LT 60 ng 14 & (3 mg/L, 20 uL))

pSIcm . pSjem |
331.30 A 33092 X/l/77if/ﬁ§“l:°_7*fﬁj(
33088 o
331.20 | 330.84
33080 o 1
331.10 A 330.76
33072 o
331.00 A moss |
_momT "
330,90 A m——————— | __-- -1-" 330,60 4
! 1 : --1"" 33056
1 56
330.80 A : : L4 16 18 20 22 24 26 28 30 32 34 36 38 40 42 'mm
\ 1
B0 | ! 2
1
330,60 —W_I ! '
I e e — 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, 160 180 200 220 240 260 280 min

(B) EHAE R (Wil 7 E=T PICANT 7V, AT VBT o E=0 L8 L TH 0.25 % (H &5
) (2500 png/g) FH 4 & IRN)

BERK ANVT IR N OTF AT RO IC 7ua~< T T A
(B—2: LAV T 7R 2T AL T UERT o E=U L)

IC DR E A

7172 Shodex IC NI-424 (N£E 4.6 mm, K& 100 mm, K€ Sum)
DM 13 (4.2) a) DHRE SO BIRDEFY
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57b BEREIOINTSTEENHIE
1) B=E

ZORBIEITIEEHZEH 2, ZORBRIED 53 F L Type B THY, £DFL 51X 5.7.6-2017 % AS-acid.b-1
&I %,

SINTREHIKZ A TRV T 7 et L, @ik n~ 777 B &5 ak (LC-MS) IZ3E AL T4
A — VEALFERES LTeS YIS N T T L CTHBEL | BIRA A R (SIM) i THRIE L, BTkl h oo 2
T 7 (TINHRIR) 23K 5, 7ok, ZORBRIEDO MRS 5 1R T,

(2) BE HIEKXOUKIL, &kiZED,

a) JK:JISK 0557 (ZHET D A3 DK, 72721, LC-MS [ ZE AT AIAEBER IOV T A4 DK SURFSED &
BObLOEERT 5,

b) 7Ek=FJJL: LC-MS HREEILFREFEDHEDHD,

o) FEE: LC-MS HREIIFAEDHEDHLD,

d) FET7EZDLBEER(pH 3.2): HMEE 95 % (HESHE) DL EOZWET L E=U L 3.153 g ZKITENL
T500mL &L, AT pH 3.2 IZHHFET 5,

e) RILIT7IVEBIEZERK(1 mg/mL): JIS K 8005 |ZHLE T2 B/ FAEHEYE 7 INHRE 0.1 g 20 xH i
MizEy, 2DOE &% 0.1 mg OHIETHET D, D EDOKEMZ THENL, 2ETZTA2 100 mL IZBLA
AR ETKREINZD,

f) RIIT7IUEIERERK10 pg/mL) O (R, FEHERE (1 mg/mL) 2.5 mL 242875 A= 250 mL 1220,
TIRECTKENNZ D,

g) RIITPIUBIZAEK(200 ng/mL)V: i K, FEVERE (10 pg/mL) 5 mL Z 4875 A= 250 mL 1220,
PR ECTREINZD,

h) RERAXILIFIVEBIZEER (10~600 ng/mL): fHKRHIANL T 7 BEEEHERR (10 pg/mL) % 2.5 mL
~6 mL % 100mL &7 IAIBEREIIZED AR E TREMZ D, FERIZ, 27 7 AR ERR (200
ng/mL) D 5 mL~50 mL %48 ~77A2 100 mL (ZEFERIICED | R ETREINZ S,

1) RRGITHY, BB UT B EiiR D,

(3) BERUEE HBEKOEEIX, ROLEBHVETD,
a) BERAEIOTNTSTEELSHE (LC-MS): JISK 0136 [ZHET D LC-MS TRDEM A 7245 D,
1) EEiRAR7a~hrF7:

O BT HTIFEIRE% 30 °C~45 °C THEITEHH O,

@ H72: W2 mm~3 mm, £ 100 mm~150 mm DOA7 L AHD 777 NEITRIFR 5 um OZEREH
CE—NEALERE A LTS U BT IRV ER 0 o A2 7L — e B TALT- D, B BT ek
DHD,

2) EEIHE
O A4A b =L 7haRAT L — A AL (ESD &
@ AR BIRAA R (SIM) 15
b) RTRFYIRE—F5—
o) FEDDEEE: 1700 X g TiEODBEFTRERL D,
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d) EERDSEERE: 8000Xg~10000Xg Tt Ly Al fEZRH D,

BE 1. Bk~ 77 &5 (LC-MS) Icf 2 CElikikra~ s o7 &y it
(LC-MS/MS) Z WA ZENTED, ZOWE . (4.3)a) Endikikra~ 7T 7 B & it OflE S (&
VI NAE—R) BB BICLTGREL, b) ORI LR EREER TEAZEEFANCHER T DL,

&% 2. 77203 LUNAHILIC X/ Shodex ODP2 HP-2D DA F TS TUVD,

(4) BERERME

(4.1) M HiHIX KOLBVITI,

(4.1.1) ¥RoTRAEM

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

b) 7K 100 mL Z#/Mx, 7 X F I AH—F—% TR 10 43 fEIRED,
¢ HEL. RE AR A IE DI 50 mL IZE 5D,

d) 3ELFI 1700 X g TR 5 4y LY . BB R EE s 95,

FE(2) [RERYAEE 16.5 om L OVEEREL 3000 rpm Tl /] 1700 X g FREE L7225,
EE 3. (4.1.1)¢) KOt d) DEAEITIRZ T, A 3 FiA WV TAIRL, AIREMHIREL Th L,

(4.1.2) BRHSWAREH

a) oMk 1.00 g 2130 e 2R 7T A3 100 mL (2 AND,
b) K% 50 mL Zh1 %, IRVIEE D,

o) HEMRETKEMA, HHKET D,

(4.2) R HHEROFEII, RO EFBVITI,

a) fhHK 2 mL 2487722200 mL 1285,

b) EERRETAKEMA, Hekem DR 1.5 mL 1285,

¢) D7 8000 X g~10000X g THI 5 4y M LAyBEL W | B ez BRI &5,

FE Q) AT arL SO e DL EE CHRIEIZE B LD O,
(4) [Al#REEE 7.2 em~8.9 cm M ONE[#EEL 10000 rpm T /L /7 8100 X g~10000 X g FRJE L7275,

BE 4. (4.2)b) L} ¢) DEAEITARZ T, BAKYE PTFE DA T L7402 — (FLE2 0.5 pym LAF) TA
WL, AIREREREREL THER,

(4.3) BIFE WEILX JSK 0136 L OWKRDEEVITH, BEARBLRIEREEX, EIHEHTHEmERIK 72~k
T E BT OEE T HEIC LD,

EECS
1) BEEEIOTNTST:
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O HT7h: BB A—NEALEEA LTSRN AT A UIRVERaS > A2 7Y —h (NFE 2 mm
~3 mm, £ 100 mm~150 mm, F7£% 5 pm)
@ ¥ 0.2 mL/min
@ WHER: T E=U MERENR-T =R (149)
@ H72fEEFE: 40 °C
® FEAH: 1uL
® WIERERF: 20 5y
2) BESWE:
O AF AL =LA L — 14 (ESD) ik
@ ®=—F: xTT47
@ FxbvIV—wEMH: -3.5kv
@ AFUPIREE: 300 °C
® FTIAYPH AR E: 1.5 L/min
® FINR—Ta 4R 250 °C
@D T=H—AF>: m/z 959

b) BREBROIEM

1) BREfR AR 1 uL % LC-MS IZHEAL, BE=F—A4 Y (m/z) DI/a~ T LGk, B — 7 Hif
ZRDD,

2) FRERTIEAER DAL T 7 I FRIRE LT = — (AL DY — VL DR B EVER T 5,

¢ HHOAIE
1) FEHAWK 1 uL % b) 1) L[RERIZEIET 2,
2) BREBRODANVT 7R EE RS | TR B OV T U (TIRKRE) 25 H 15,

&% 5. WiEETE=7 1 861N, RIPESRACEL 1 85I, BIPERGAEEL 1 840N, (LAIERE | 8040, IR S
JEEE 1 8IS S B R ED 1/5~4 [GF S BO AN 7 7 B E RN 3B 4 W TR G B 21T -7
FERIEL 0.1 %(E&EDE) ., 0.025 % (&) LTV0.005 % (B E573) DU~ TR R
97.6 %~104.2 %, 95.2 %~107.0 %} (X 96.4 %~111.2 %7,

F&EE DRI O 7280 | BREET =7 | Bl PE 2 R IR bR e B2 FHW T H 228 2 TO RKAERBRO
FRBR AL DU C— e Bl 0 BT A IO THRREAT L, DRSS R MM TR EE 2 R L7 e & 112
NI

E7z, BRBRIED 2 Y VEMEFR D 7260 D AL [FIFRER D Bl e OIS RAR 2 1R T, 7eds, ANV T 7k
TREZ 0.0116 % (B &E57=R) TIXlE T2 B MBIGE NGO -T203, AVT 7R E 0.0386 %
(B &%) ~0.401 % (E 557 3) OFPH T+ 72 =M BB LSOz,

427



kR A (2018)

K1 HEZEX TORERBR A O R

AR D THG EE Hh RS
Akl 4 i s s RSD,” sin” RSDyn”
7" )" (%) (%) (%)” (%)
W7 T=7 5 0.0974 0.0011 1.1 0.0027 2.7
Il 22 SR R 5 0.0656 0.0014 2.1 0.0017 2.6
bR AR 5 0.00510  0.00012 2.4 0.00029 5.8
1) 28073 E FE L 7o 38R B 4% 4) PHTIEEER 2
2) SEEfE GRER B (T X M TR (2)) 5)  DHTHERHE M (R 722
3) EEmyHE 6) IR (R 22

7) AR R VE (R

K2 AT 7 LU RAERIED BN VERERR DT 80 DL R FBR AR DR AT R

Bk o m@f}'ﬁ:) 3’4; RS(,Drs) ”6)3) RS?R7)
EE (%) (%) (%) (%) (%)
REET =T 9 0.203 0.021 10.4 0.024 11.9
Rl PE 22 SR ikt 9 0.401 0.030 7.5 0.035 8.8
LA 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
RS AEER 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 - BB S5 4) PHTAEME(R 2=
2) FIE (n=RBREFoa e (2) 5) DHTHIRHE (R 2=
3) EEFE 6) ZEH] FF BT UE(R 2=

7)  EH AR R R R 2

BE XM

1) OHEMEY, BREEFL T, BARZE, AHRIR: RIkra~hs 77 &0t (LC-MS) IZL D IEEH o
AT I FEORIE, IEEHITFEHE, 8, 38~49 (2015)

2) WIAHK: Wik7a~ TG BHTRHLC-MS) EICL DR DAL 7 7V BRORIE  — R
A —, NEBHIFZEERE, 9, 69~76 (2015)
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(5) BEZEZO——k EEF OV T FIUEERBRIEO 70— — N IRITR T,

[ 5HrakEE (000) 1.00 | J6ke =48 775 2= 200 mL
«— 7K 100 mL

| i | osir, 10490
[

| 33 DY | bbb L PR . 1700 x g, 553
[

| i |

1-1 JEEHR O T 7 IR LT v ——b (il #RE(4.1.1))

| Sobratht Geeth) 1.00 | 47522 100 mL
— 7K #J 50 mL

| i | moRe

— KUEEHET)

| i |

@12 RO 7 7 SRR B —h (R (4.1.2))

| Hhii |
|

| omsmL | aRTIz=100mL

— KAEEMET

| BT AE | SRR, 8000xg ~10000xg , 543
[

| ek |
[

| Wi |tk TR R R

X2 JEEtR OV T rIUEERERE T a1 — 3 — b (AR OV EERE)
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SE AT 7IVBOBRERAEER O/ O~ N T LB IRITRT,

ZIVT IR
ZNVT 7R

| |

| e WS | N—

oo 28 50 EA ! a0 25 50 75
REEE s
(A) FEHERR (B) EHAWK
(AT 7 EEELT 0.6 ng fH2Y4 &) (AT FIVERELTE & 0.1 %

Y B2 LRz TN
BEXK ANVTFIVEED IO~ T T A
LC-MS DOl E 14

#7172 : LUNA HILIC (N £ 2.0 mm, & 100 mm, ki 5 pm)
Z DD ST (4.3) a) LC-MS I E SO HIRD EFY
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58 FALTUBTUOE=DL(RERILD)
58.a /493N 57i&
(1) ;=

ZORBIEIIMEE T =T AT 5, ZORBRIEDOHIL Type D THY, ZOFL751% 5.8.a-2017 X%
SCN.a-1 £9°%,

SINTREHIKEMA TTF AL T VBT =y A (GBI 2L, 147~ hr57 (10) X dmiR
ik a~h777 (HPLCO)\ZE AL, A4V S HaH T L THEEL, T4 7 U lika B RS R HE CRIEL .,
SINTREH R OF AT T BT =y A REY) KD D, 7ok ZORBRIEOVERRIZIES 51277

ZOFELEST, AVT 7V B R OTF AT VBT E=0 A (EFBERY) BRIEETE5 (FE 4 &
),
(2) BEF FUEKLUKIT, KITED,

a) JK: JISKO0557 \IZHIET D A3 DK,

b) FHRILEE: B 98 % (H EyER) Ll EOREK,

¢ pEFAXLREBER: HE 95 % (&) DL EORIK,

d) 1-FOBDRIKRVEEF NI L B 98 % (B 85y 3R) LLEDRREE,

e) 1-ANXHURIVKRVEEFRI DL M 98 % (B Ry UL DK,

f) [ESBR: JIS K 8863 |ZHIE T 24mfk ILFHD S E D,

g) TAEEED?: THLEE0.083 g, p-EREX UL EERE 0.552 g, 1-A VX AVIRCEET Y 200.195 g, 1-

KV EET R A 0376 g, 1FHE 6.183 g 42 &7 7 A 1000 mL (Z1E20ED | KK 500 mL %

M TENL, BITHERETKRENINZ D, HAKME PTEE DA 7L 7 45— (FL£2 0.5 um LA T) TAiE

ERAN

h) FHITFUBTUEZYLIELERK (1000 mg/L) " : JIS K 9000 ([ZHETHF AL T UBET E=T L0
0.1 gZUVEHEIMICED, ZDEE% 0.1 mg DHTETHIE TS, DEOKEMZ TENL, BETTA2 100
mL (TBEL AN, R ETKREMAD,

i) FAVTUBTUEZDLEERO0 mg/L) "V AR, FALTUBET = LEYER (1000
mg/L) 10 mL 2875 Z= 100 mL (280, B ETREMNZ D,

i) BERRFAIITUBRTUOEZYLEER03 mg/L~3 mg/L): EHRHITATTUBT o E=T A
FEAERR (10 mg/L) @ 3 mL~30 mL Z42& 77 A2 100 mL (ZEERERIICED | R ET/REINZ 5,

ﬂy‘llﬂ

FEQ) PFERBICHY, MBS EE TR TS,
(2) PRI OWREEIL, 742V 0.5 mmol/L, p-ER 22 B4 4.0 mmol/L, 1-4 74 ALk
7R 2 0.9 mmol/L, 1-~FH 2 Z/LaR g R A 2.0 mmol/L, 192 100 mmol/L &725,
(3) WHRENHDDTT Vo —H—H CRIFTHIEEHELET D,

(3) W|EARUEE HEKOEEIX, kOLBIETD,
a) 4429o0%b35730C) RIFEERKAFEIOTNTFTHPLC): JIS K 0127 IZHET S IC L JIS K
0124 |ZHET 5 HPLC TIROEA/ A= 9H 0,
1) H35L: A4 mm, £ 100 mm OAT UV ASD T LETRIEE S pm OF 45k 7 =0 LA FE
BULIZBUKMEAZ UL — RSN ZFETALIELD W,
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2) WSLKE: LT 2EREE 55°C~60 °C THRIEITEAH0,
3) BHE: BEXEEER S,
b) AUTL2IqILB—: FLEL0.5 um AT, BlAKM: PTFE

i¥ (4) Shodex IC NI-424 2D R CHIRSIL TS,

(4) BERERME

(4.1) #l X ROLEEBVIT,

a) HTElER 1.00 g 2130 ED  £ET T A2 100 mL (ZANLD,

b) /K#I 50 mL 2%, IRVIEE THED L, FICHEMRETKREMZ S,
o) AREEO—ERBELY, K TIEMEIZ 12.5 %45,

d) ATV 7nF—(FLE 0.5 um LLT) TAIRL, iEHAIRET 5,

(4.2) AlE WEIE, IS K 0127 XIT JIS K 0124 K ORDEFVITH, BARRZRIESRIEE, WIEICHEH T2
AF v ra~h7 57 (1C) XiLmsiRik 7 a~ 777 (HPLC) D#EAEHIEICL D,
a) AA2IRATNT57(1C) RITEERAEIOTLNT ST (HPLC) DRIESEME: WIE SO —HIZLLFIZ
KT, TNAEBEBIZLTRET D,
1) BIL: FART =T LEEEE LTZBUKMEAZ 7V — R T V7 5 (NEE 4 mm, S 100 mm,
KifE 5 um)
2) ASLFERE: 58°C
3) BEER: ) lllviRLIEbD,
4) FE: 1 mL/min
5) FEAE: 20uL
6) BRHEB|E: BEXUSGEHRNE

b) RERDIEK
1) FRRESHERER 20 pL & IC T HPLC ICEAL, ERUREE O/ n~ T L% 70HL, ©— 7 HfE
KD,
2) AR B R U O L AR E DL — 2 FE L O BB YRR,
BEBROMERRIL. BB ORIE AT,

BE 1. RERROBEIZBWT, v N w7 AD B IWE — 7 m S CORER HTIRRIERME T4
DA NDHDH, 2D, B — A AW TR ERETERTHZE,

c) HEOAE
1) FUBHAWK 20 uL % b) 1) E[RIERIZEAET D,
2) E—JHBENPOREREIVT AT T VBT By AR RD | GHTRE R OF AT BT =T A
(i E Bt 2532,

&% 2. BEROIERESFERIC, AR T O~ N v 7 2D EZY L5720 | B — 7 HfENOIRE 2R
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H352e,

#E 3. BHHRICA AL _TREEFHHL QDD NR—2ATA U L ELD TR A2 BT 5O THE
T5HZ&, PIEBRLARITC, £9 120 HRREOL E(LR 2 LD 50,

{#%E 4. ARBIETIIT ATV BT oE=y ARG KA T 7 I FE ORI E DS FTRE Th D,
ZOHAIE, ANVT IV TRIERER (1000 mg/L) , T4 T U BRT V=0 AMEHERK (1000 mg/L) O — & &
FRAL, K CTHIRL CRAEAER (10 mg/L) D ZiRRL, (2)i) OFAEAER (10 mg/L) (T2 2 TR
%o LAF. (4.2)b) LRIERICERIEL , AT R O & I E xS IR A R H 35,

BES BT E=T (38 OBRIGRBROMERIX, 025 % (B ESHE) KTV 0.075 % (B &EyHE) DR
AL~V AN ERAY 101.8 %~103.7 %M T 93.9 %~97.4 % Th -7z,

728 ZORBRIED E & T IRIL 0.04 % (B 850 3R) FEE TH D,

SE X
1) BRI, BHMIG: A4 7a~ N I7EICEDMRT o E=T PO EHRILY K AT 7k

[RIREHIE, AEHFTEHE, 5, 1~23 (2012)

(5) REEIZO—S—F BT E=THOF AL T UBT B ARBRIEO 70— — NIRRT,

| 1.00 g | 2E7523100 mLICiEAWES
—7K #J50 mL

| WD | aRTIranBEL ST
<K (BEHRET)

| AR | 1250, k
[

| % | ATLr7 e s—(0.5 umbL )
[

| em |
[

| il | a7

W7 E=T P DOF AL T U T =y LidriE7 o — —h
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BE R EGEER N ORBNEE TR T =) DAL T 7V NTF A T U Bo 1C 7a~h 5
LERITTT,

pShemn
331.40 A

331.30 -+
331.20 A

331.10 A

1

331,00 o
330,90
2

330,80

330,70

330,60

330,50 I

T T T T T
0.0

T T T T T T T T T T
2.0 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 IROEAER (AT IV, TALT U T o E=U AL TH 60 ng #1124 & (3 mg/L, 20 uL))

pSfem | yshem |
331.30 A 330,92 4 =9 TR >
330.88 - Xﬂ/77:/ﬁ&t “—7T}z\‘j(
331.20 4 330.84
330.80 - 1
331.10 A e
33072 -
331.00 soss |
_ommi
33090 S —‘__,—"— 330,60
1 1 : - 3056 4_ . . . . . . . . . : . . . .
330.80 : 1 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42y
1 1
330,70 4 : : 2
1
330,60 -M,_| : h
| D 1
330.50 A
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, 160 180 200 220 240 260 280 min

(B) UEHATE (MR T =T HICANLV T 7V, AT T VBT E=U L LT 0.25 % (B &
33) (2,500 pg/g) AR 24 BEYSN)

BERK ANVT IR M OTF AT RO IC 7~ A
(=2 LAV T7IVER 2. TF AT UER)

IC DOHIE SR

7172 Shodex IC NI-424 (N£E 4.6 mm, K& 100 mm, K€ Sum)
Z DD ST (4.2) a) ORNE RO HIRDEFY
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58.b BE®EEFEIOTNTSTE
(1) W=

ORI RN 35, ZORBRIEDHEIE Type B THY, ZDFLE13 5.8.b-2017 XX SCN.b-1 &
SRR

SINTREHIKEIMZ CTF AL T VBT = L (G Bw) L . MBI UT pH 2303, &l
Wk o~ T7 (HPLOIWZEAL , 7/ B2 b A LIt =T v a— Rk~ — 7 L3373 ezt
FHREG LI VAT NI T L THBEL ., R 210 nm THIEL , 0Tl Bth O F A2 7 7 =0 A (G
b)) %R 2, 72k ZORBRIEOVERRILMES 5 127”7

SO FFECES T, WRER N ONTF AL TR T = A (s L) BRI E R TEX5 ([§E 4 ),

(2) BE HIEKOUKIL, &kiZED,

a) K: JISKO0557 IZHIET D A3 DK,

b) JKEEIEFRUDL: JIS K 8576 (ZHLE T A SUTIFZE D S DR,

o YABKZREZF FUDL - 12KF¥: JISK 9019 [THET DR LR D S ORI,

d) YABZKFEF FUDLZKME: JIS K 9009 (ZHE T 248k IXFLED B DO,

e) BIEFRET MY I L—KIHY: JIS K 8227 ITHIE T A SR D SVE DRk,

f) FALTUBT7UE=YLEER (1 mg/mL) D JIS K 9000 [ZHRETHF AL TUBET L E=T40.1 g
ZOXOREMIZEY, TOEEL 0.1 mg OHTETHET 2D, PEOKELMZATHEIL, BETZT7A7 100 mL
IZB LA, R ETKREMNZ 2,

g) FALTUBTUOEZILEER(100 pg/mL) "V IS, FASTUBT T =T AEAEE (1
mg/mL) 10 mL #4877 A2 100 mL (280 FERRETKENMZ D,

h) RERAFALTUBTUOEZILIRER(1~20 ng/mL) : FHRKFCT AT TUBT o E=0 MEHETR
(100 ug/mL) @ 1~20 mL Z4=E 77 A2 100 mL [ZBEPEAYIC LY MR ETKREIZ D,

F ) FARGITHY, LEIISUTBERHRT S,

(3) WERUEE HAKOEEIL, kOEEBVETD,
a) EIEEAZOTRSST(HPLC): JISK 0124 [ZHET5 HPLC TR OB EZ7-3 50,
1) A35L: N 4mm~6mm, £ 150 mm~250 mm D AT L ARDO BT LETRILE S um DT Hez
EFHREA LRI = T a— L XTI LR A LT VA P T CTALIZL D,
2) hSLIE: H7LMRE% 30 °C~45°C THREITZ5H0,
3) BREER: POWOLERMEARTEE 210 nm L CHIE TELHD,
b) RTRFYIRE—F—
o) SEDSEEH: 1700 X g T LoyHE R EE/ b D,
d) EEEDSBEM 0 8000 X g~10000 X g TiE LAYBERTREZRL D,
e) pHEERM: ERFEEMIIPEARIAEYE, BESET-HO T, pH 1~pH 11 O#PHZRIE T, pH 1 [
FROZEARDIRMA S TNDHOD,

F Q) SUBTFNDERIFLT ) —VEIIAG L DRNEI B RIETIENHLDT, TDOT7 ) — V%
B CT A7 T N AORIENZE LI W7 L5628, JBFIELC, v a—2
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RY~— D) IRl LDV Y I SN D SERIWIE S 1D,

% 1. 7203 Asahipak NH2P-50 4E D4 #5 X i3 CAPCELL PAK NH2 UG80 D4 FR CHilk S Cud,
{#% 2. pH BRI UNIV B E DA T IRSN TS,

(4) BERERME

(4.1) #l HHIEX, ROEEBVIT,

(4.1.1) RS TARENH

a) ZHTEEE 1.00 g 2130 En, e =722 200 mL I AHLD,

b) 7K 100 mL Z#Mx , ¥ X F v I AH—F—% TR 10 43 fDEIRESD,
¢ HHEL. REARE IE DI 50 mL IZE 5D,

d) ELIFI 1700 X g TR 5 4y L ) BE e it e 35,

E Q) EERPEER 16.5 em K ONENHEEL 3000 rpm T L /] 1700 X g FEHE L7205,

(4.1.2) BREHTRAEE

a) HTEER 1.00 g 21300 ED | AT T 22 100 mL (ZAND,
b) KK 50 mL ZhNZ . IRVIEES,

o) AERRETAKREMZ, kLT 5,

(4.2) pHFAEE HhiHK O pH FEIZ, kD LBV1T I,

a) RO (VD &) 2L, pH iBRia I\ C pH 2895,

b) a) THIHIED pH 75 pH 5 LA EO5AIT, A ke OIS 1.5 mLi2&n, ) O#EE I,
REHAR AT T 2,

¢) a) CHIHRD pH 2% pH 4 LA T OBE1E, R 40 mL 28— —100 mL 12&5,

d) pH #t& W TKERET N LA (5 mg/mL) Z /12T pH 5~pH 7 IZFHFEL, K TRETT A2 50 mL
(9,

e) MEERET/AKAMA, HArE LILEE 1.5 mL 12k,

f) 10 7) 8000 X g~10000 X g THI 5 3l L yBEL D | R ERERAIRE T 5,

FE @) RAVTarr SO e DL EE CHIEICR B LD O,
(5) [Al#REEE 7.2 em~8.9 cm K ONE[#EEL 10000 rpm T /0> /7 8100 X g~10000 X g FRJE L7275,

&E 3. (4.2)b) LW e) ~f) OEAEITZ T, BIKME PTFE ®DAL T VL7 404 — (FLFE 0.5 um LLTF)
THmL, AREREHEREL THE,

(4.3) BAIFE WEILX JSK 0124 K OWRDEEVITH, BEARBIZLRIEEMEZ, EIHEHTHEmERIK 72~k
7'77 (HPLC) D#AEF1EIZ LS,
a) EERFEEIOTRT 57 HPLC) DRIEEYE: WESRMEO—FIZLTFIORT, TNEZBIILTRET
éo

1]
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1) BS5L: TIHMFEES L= AT A2 — LRI —HF 5 (NE 4 mm~6 mm, £ 150 mm~
250 mm, RIS um) X7 A LERES L2 VA BT A (N4 mm~6 mm, X 150 mm~250
mm, KLEE 5 um)

2) ASLFEREE: 30°C~40°C

3) BEER: WABRKFEFRNITL12 KFI 179 g VARG —I/KFEFNITAZKFI 0.78 g KON
RN T L—/KF) 14.04 g ZKIZEDLT 1000 mL &35, BkPE PTFE oA 7L 7 L4
— (L2 0.5 um LA F) TAHIT 5,

4) JRE: 0.9 mL/min~1.0 mL/min

5) FEAE: 10uL

6) IR WOCRERHER, WIER K 210 nm

b) BREHRDIEM
1) BMREHRAIEAER 10 uL % HPLC IZ3 AL, 5 210 nm O7v~h7 I 25508k L, B — 2z KD
50
2) H R AR DY R LI R 210 nm O —ZEFEE DM R A TER 5,

¢ HEHBDAE
1) #EHAR 10 pL % b) 1) LRIERICHERIET D,
2) BE—JHBENOMRERIVT AT T URT =T LEE RS TR EF R OTF AT BT =T A
(FmL) 2H 5,

{F& 4. ARBRIETIET AT UmT B0 A G RY) K OF SRR O [FRHHIE D ATEE Th 5, 2D
Br A3, HASFAREYERR (1 mg/mL) . FA LT BT B = MERER (1 mg/mL) D—EBEIRAL, KT
TR CTIRAHEAENE (100 pg/mL) D 235, (2)h) OF A T T =0 MMEUERE (100 pg/mL) (2
EZTHERTS, LLT. (4.3)b) LREERICERIEL . 0 HrakBl R O & E S LW B IR A F 5,

&% 5. WELT - E=7 1 841N, BB ZRA0EE 1 800N, BEOAERE 2 890N, [LRAEEE | 804, WA G An Bk
| FHHICEATBERED 12~5 (EYL BEOF AL T URT o T=0 LRI 2 AW CEIGRBR %
AT OTRERIT, 0.025 % (EHE3=R) ., 0.01 % (BH &), 0.005 % (H &5 R) LT 0.0025 % (HH555)
DTN~ CEH RN 95.4 %~100.5 %, 94.7 %~103.8 %, 83.3 %~109.0 %K N 87.2 %~
103.3 % T o7,

Fio RBRVED Z Y VML O T2 D DI FFAER D AR K O s R AR 1 IR T, FALT BT %
= AE0.00476 % (E 753 7R) ~0.204 % (E 553 2R) OFiPH T 7o =M B EZ AL TV,
2B, ZORBRIED E R FIRIL 0.002 % (E 255 R) FAE Thd,
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£l FATT BT = NRERTE DS MR O T2 O I [RIFBR AE O AT RS S
o Y s,Y RSDY sk®  RSDR

P =% (W) (W) (%) (%)” (%)
5[ 25 A Rk 10 0.00476  0.00019 4.1 0.00060 12.7
FIE [ 25 A A k2 9 0.00976  0.00029 2.9 0.00050 4.7
F LR 2= A A BEEL3 9 0.0506  0.0019 3.7 0.0022 4.3
bR 10 0.101 0.002 2.3 0.003 2.6
{EERAEEL2 11 0.204 0.006 2.7 0.008 3.7
{EAAEES3 9 0.00989  0.00037 3.8 0.00060 6.5

1) RT3 BRE K 5)  PHTHExHE e 7=

2) FHE (n=RBREFoa e (2) 6) =W B R 22

3) BEESFE 7) =B R 2=

4) PHTEE AR 22

BE
1) GHERIS S, KRETHIE, ROJNIER, ARG sk e~y 7355 Tz EEk o di Rz 36 L
WF AT U ORIRFAIE, H AR T-EEIEEEMERE, 87(2), 120~124 (2016)
2) ERIER, AFHRE: @l ra~hr 77 (HPLC) EIC KD IEE P OBl EE &k N T A>T VBT
RS A BREBEY) ORE  — HERBRAE —, IEHFEERE, 8, 70~78 (2015)

(5) HEEZEIO——F EBEFOFATTUBET = ARBRIED T n—3 — M RITR T,

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

< 7K 100 mL

| i | i, 105
|

| Lo | JERELILEE, 1700 x g, 55T
|

| i |

K1-1  JEEHPOF 4L TUBR T B ARERE 70— —k GhHERE (4.1.1))

[yttt et 1.00 g] - 4 R75 2= 100 mL
«— 7K 50 mL~70 mL

| s | RviRE
— K ERET)
| Hh i |

K1-2  JEEHPOF AL T U T Ty ARERET o — —k (G ERE (4.1.2))
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| HhH i |
|
| pHfEZR | pHE B
pHS5LL |
pHA4LLF
| sm@omn) | E—%—100mL

[
| pHAFHE (pHS~pH7) | AKI{LT M7 20 (5 mg/mL)
[

| BLIAT | &7 72250 mL, kK
— A (E#RET)

| 33805y | SRR LR, 8000%g ~10000xg , 5531
[

| b |
|

| Wl | Esk a5

M2 BT OF AT URT =T MABRIET m—3 — bk (pHAEE K OV E 1)
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SE B LOTF AL T UBET o ET=Y A0 HPLC 70~ T 55 RITRT,

—1
2
!
L. JL
FIFEERI(57)
(A) IR B EEEWR

(HEfEE, TA LT UET =7 LE LT 100 ng #7124 & (10 pg/mL, 10uL))

1 —

2

] l
REEE (%)
(B) s BHA K

(REAHER, FA LT VBT =0 AEU TR E B3 0.1 % S B2l & IREHI AN

HEX WL ONF AT U T E=7 L0 HPLC Zu~ k7T A
(B—7: 1M, 2.7 427 )

HPLC OMIE 51

#1725 : CAPCELL PAK NH2 UG80 (N% 4.6 mm, £ 250 mm, ik 5 um)
Z DD S 1% (4.3) a) HPLC I E A D BIR D& X0
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5.9 FEAEER
59.a BERKIOTNTSTE
(1) ;=

ZORBRIETIEENTE 35, ZORBRIED I Type B THY, TDFE 1L 5.9.2-2017 XiE NO2.a-1 &
SRR

NN KA N2 CHEASER Z Al L, MBI U T pH 2L, A7 u~1+27'5~7 (HPLC) IZE A
L. TR L FRE A LI =T v a— VR~ — T L XTI e b FH S LT VB S NV 1T B Chy
BEL . I & 210 nm THIEL , AT alBH R O fAEEE 25k D 5, 7ok, ZORBUEOVEREIIEE 5 1”7

SO FFECES T, WRER N ONTF AL TR T = A (s L) BRI E R TEX5 ([§E 4 ),

(2) BE HIEKOUKIL, &kiZED,

a) K: JISKO0557 IZHIET D A3 DK,

b) JKERIEF KDL JISK 8576 ([ZHIE T 5 Frfk IR D B O,

o YABKZREZF FUDL - 12KF¥: JISK 9019 [THET DR LR D SHE ORI,

d) YABZKFEF FUDLZKME: JIS K 9009 (ZHE T 248k X FLED S O,

e) BIEFEFT MY L—KIHY: JIS K 8227 I[THIE T A LR ED SVE DRk,

f) EREERIZAER (1 mg/mL)": JIS K 8019 [ZHE T HREAEHAT N7 A 0.147 g Z O LHEILICED, | £D
B &% 0.1 mg DHTETHET D, D EOKEMZTEENL, BT 722 100 mL 2B LA, ERRETK
ZIMZ 5D,

g) EREERIEAEK (100 pg/mL) V: fHFRC, SAYEEHER (1 mg/mL) 10 mL 24257722 100 mL (2&
D, ERETKEMNZS,

h) REHRFABEEBIZEER(1~20 pg/mL) : {5 HFHZHASEREYETR (100 pg/mL) O 1~20 mL &4 577 A
= 100 mL (2B MERIZED | KRR E TR A 2D,

F ) FARGITHY, LEIISUTBERHRT S,

(3) BERUEE HBEKOEEIX ROLEBHVETD,
a) BERAEIOTRSST(HPLC): JISK 0124 [IZHIETS HPLC TROE A3 H 0,
1) AL ANE4mm~6 mm, £ 150 mm~250 mm DOAT > L AFHD AT LETRIPE S um DT Fiz
R A LRI =L T — )L LT 2 ARG A LT VB S L D2 TALIZLD,
2) hSLIE: H7LMRE% 30 °C~45°C THREITZ5H0,
3) BHER: BOULERMEEETHE 210 nm HETHIE TEHH 0,
b) RTRFYIRE—F—
o RDOEEH: 1700 X g TiEOLBETRERL O,
d) EEEDSBEM: 8000 X g~10000 X g T LABERTREZL D,
e) pHERERMK: fHREAMICAAEYE, WIRSEI-HO T, pH 1~pH 11 OFPHZHIE TE, pH 1 [HED
EORNRMINTNDLD,

F Q) SUBTFNDERIFLT ) —VEIIAG L DRNEI B RIETIENHLDT, TDOT7 ) — V%
VB CHEAE IR DO E IS B LW T 253528, WBEFIEL T, S Va—r R ~—D ) —
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PRI C LB N DS R N DD,

% 1. 7203 Asahipak NH2P-50 4E D4 #5 X i3 CAPCELL PAK NH2 UG80 D4 FR CHilk S Cud,
{#% 2. pH BRI UNIV B E DA T IRSN TS,

(4) BERERME

(4.1) #l HHIEX, ROEEBVIT,

(4.1.1) RS TARENH

a) ZHTEEE 1.00 g 2130 En, e =722 200 mL I AHLD,

b) 7K 100 mL Z#/Mx ., ¥ Ry F w7 A% —F—% T 10 2 fEIRES,
¢ HHEL. REARE IE DI 50 mL IZE 5D,

d) ELIFI 1700 X g TR 5 4y L ) BE e it e 35,

E Q) EERPEER 16.5 em K ONENHEEL 3000 rpm T L /] 1700 X g FEHE L7205,

(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) pH AT HhHKO pH FEEIT, RO LBVTTD,

a) RO (VD &) 2L, pH iBRia I\ C pH 2895,

b) a) THIHIED pH 75 pH 5 LA EO5AIT, A ke OIS 1.5 mLi2&n, £ O#EE I,
REHAR AT T 2,

¢) a) CHIHRD pH 2% pH 4 LA T OBE1E, R 40 mL 28— —100 mL 12&5,

d) pH #t& W TKERET N LA (5 mg/mL) Z /12T pH 5~pH 7 IZFHFEL, K TRETT A2 50 mL
(9,

e) MEERET/AKAMA, HArE LILEE 1.5 mL 12k,

f) 10 7) 8000 X g~10000 X g THI 5 3l L yBEL D | R ERERAIRE T 5,

FE @) RAVTarr SO e DL EE CHIEICR B LD O,
(5) [Al#REEE 7.2 em~8.9 cm K ONE[#EEL 10000 rpm T /0> /7 8100 X g~10000 X g FRJE L7275,

#E3. (4.2)b) KV e) ~) ODEAEITRZ T, BIKME PTFE ®OAL TV 7 02— (FLF2 0.5 pm LLTF)
THML ., ARz BHATREL Thd,

(4.3) BAIFE WEILX JSK 0124 K OWRDEEVITH, BEARBIZLRIEEMEZ, EIHEHTHEmERIK 72~k
7'77 (HPLC) D#AEF1EIZ LS,
a) EERFEEIOTRT 57 HPLC) DRIEEYE: WESRMEO—FIZLTFIORT, TNEZBIILTRET
éo

1]
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1) BS5L: TIHMFEES L= AT A2 — LRI —HF 5 (NE 4 mm~6 mm, £ 150 mm~
250 mm, RIS um) X7 A LERES L2 VA BT A (N4 mm~6 mm, X 150 mm~250
mm, KLEE 5 um)

2) ASLFEREE: 30°C~40°C

3) BEER: WABRKFEFRNITL12 KFI 179 g VARG —I/KFEFNITAZKFI 0.78 g KON
RN T L—/KF) 14.04 g ZKIZEDLT 1000 mL &35, BkPE PTFE oA 7L 7 L4
— (L2 0.5 um LA F) TAHIT 5,

4) JRE: 0.9 mL/min~1.0 mL/min

5) FEAE: 10uL

6) IR WOCRERHER, WIER K 210 nm

b) BREHRDIEM
1) BMREHRAIEAER 10 uL % HPLC IZ3 AL, 5 210 nm O7v~h7 I 25508k L, B — 2z KD
50
2) H R AR DY R LI R 210 nm O —ZEFEE DM R A TER 5,

o) HABORE
1) PUEHAHE 10 L % b) 1) ERIERICHERIET 2,
2) E—7HERENOR RS EHEER R KD | SATERE R O IR D,

{F& 4. ARBRIETIET AT VBT B0 A (G RCY) K OFREEE O FIRHHIE D ATEE Th 5, 2D
B AT, HASFAREYERR (1 mg/mL) . FA LT BT B = MERER (1 mg/mL) D—E&EIRAL, KT
AR CIRAEEAER (100 pg/mL) "V ZFHELL | (2) h) ORERSEREEHERE (100 pg/mL) 1282 T %, LA
T, (4.3)b) LIRERICHEAEL oA el Bl O E R R E IR 2 H T2,

&% 5. WiERT - E=7 1 84lN, BB Z AR 1 85I, BoOAERE 2 890N, [LRADEE | 80, WA G AT R
1 SRICEATRED 12~5 5N B0 HE IR 2T L2302 O CRIGRBR AT > 7255 R 1%,
0.1 % (&5, 0.04 % (E&E/5H) . 0.02 % (EEDH) KT0.01 % (B &S ORML~L TR
[EIX 228 99.0 %~100.8 %, 100.4 %~102.0 %, 103.1 %~106.6 %% O} 101.2 %~105.9 %dbH>7=,

Fio RBRVED Z U VEMERE O 72D O I [FIFKER D AR K O /G SR AR 1 10R3, BAHERIE 0.0255 %
(B &) ~0.291 % (B &5r3) OFiPH T HoR =R E 2 AL T,
728, ZORBRIED E R TIRIZ 0.0003 % (& £ 3) FLE THD,
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#1 AAEEEFERTE DY PR @f_&b®¢bﬂuit%ﬁﬁkfa®ﬁw?f*%

R4 R Wi‘i‘f S”4>3> RSOD‘ SRs; RS?R7)
EFK (%) (%) (%) (%) (%)
5[ 25 A Rk 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 BEEL3 9 0.150 0.004 2.9 0.005 3.6
bR AR 10 0.202 0.004 1.9 0.004 2.2
{EERAEEL2 10 0.291 0.004 1.3 0.005 1.7
{EEAEEL3 10 0.0498  0.0007 1.4 0.0010 2.0
1) RT3 BRE K 5)  PHTHExHE e 7=
2) FHE (n=RBREFoa e (2) 6) =W B R 22
3) HESR 7) =B R 2=

4) PHTEE AR 22

BE
1) GHERIS S, KRETHIE, ROJNIER, ARG sk e~y 7355 Tz EEk o di Rz 36 L
WF AT U ORIRFAIE, H AR T-EEIEEEMERE, 87(2), 120~124 (2016)
2) ERIER, AFHRE: @l ra~hr 77 (HPLC) EIC KD IEE P OBl EE &k N T A>T VBT
RS A BREBEY) ORE  — HERBRAE —, IEHFEERE, 8, 70~78 (2015)

(5) HEEIO—I—b JERPORMRRAERIEDO Y n— — M RITR T,

[ oybratt (00 1.00 g J6EE = 57522 200 mL
< 7K 100 mL

| Hht | mxEe, 1050
|

| 3320y e | dtesm O IRREE, 1700 x g, 5537
[

| i |

1-1 Rt O #RERRRERE Y v —2 — R (R (4.1.1))

| Sytrathl Gieik) 1.00 g| - 2R752=2 100 mL
«— 7K 50 mL~70 mL

| it | EvRE
— kEHET)
| Hh i |

1-2 g off R E 7 n— —h (Gl #ERE (4.1.2))

444



| HhH i |
[
| pHfEZR | pHE B
pHSLL E
pH4LL T
| sm@omn) | E—%—100mL

[
| pHAFHE (pHS~pH7) | AKI{LT M7 20 (5 mg/mL)
[

| BLIAT | &7 72250 mL, kK
— A (E#RET)

| 33805y | SRR LR, 8000%g ~10000xg , 5531
[

| b |
|

| Wl | Esk a5

2 B o EEEERER L 7 v—— (pHFH % K& OV E 1 4F)
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SE MR LEOTF AL TUBET o T=Y A0 HPLC 70~ T 55 RITRT,

—1
2
!
_ JL
FIFERE ()
(A) TR IR

(HEfEE, TA LT UET =7 LE LT 100 ng #7124 & (10 pg/mL, 10puL))

1 —

2

] l
REEE (%)
(B) sl BHA K

(IS, TA LT UET BT LELTEE &% 0.1 %Y &40 S IEEHIERIN)
ZEX WA ONF AT T =7 A0 HPLC Z7ua~hr T A
HPLC OMIE 51

#1725 : CAPCELL PAK NH2 UG80 (N% 4.6 mm, £ 250 mm, ik 5 um)
Z DD S 1% (4.3) a) HPLC I E A D BIR D& X0
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510 EDLYMEEFR
5.10.a BEBRAEIOTNT ST
(1) ;=

ORI IEENTE 35, ZORBRIEDFEIE Type B THY, ZDFE51E 5.10.a-2017 XL B-N.a-1 &
SRR

SHTEREHIKEINZ T Ly ML, @A e~ 27 (HPLC)WZE AL, B3fePEA A4 R 7
LCHBEL, B R 190 nm CHIEL , ol oLy MEZESE (B-N) kDD, ZOHIEOVERIZESE 6
[ e

ZOHBZEST D7 VT INERESE (DA-N) | RFEMEZEFE (UN), 77 =V MEHR (Gd-N) k77
=VIRFEMZE R (GU-N) BRIFHIHIE TX5 ([§E 5 3 H),

(2) BE HEROUKIL, KIZLD,

a) JK: JISK 0557 \ZHET D A3 DK,

b) YABEZKFAUDIL: JIS K 9007 ([ZHE T D UTFZED HEDOLD,

¢) YABE: JIS K 9005 IZHLE T DR UTFED S EOHD,

d) EYLy FMEEFREERK(B-N2mg/mL)": 7L v CHN;0,170.491 g 205 EIMICED, 2O
B% 0.1 mg OHTETHET D, L EOKENMA T, RET7T7A2 100 mL IZBL AL, 50 °C [ZHHRL &
L, it O BIERETARENZ S,

e) EvLy MEZBFRZER(B-N 200 pg/mL) : BV MEEFREHER (B-N 2 mg/mL) 10 mL %4 & 77
A3 100 mL (Z&Y, FERRETKEZMZ D,

f) EYLy FEZERIZEZER(B-N 50 pg/mL~100 pg/mL) : 7L MEZEFREAER (B-N 200 pg/mL)25
mL~50 mL 2287722 100 mL (280, i ETREMNZD,

g) REHBAEYLY FEZERIEER (B-N 1 pg/mL~50 pg/mL) : i FHEHIE 7L M 22 18 Y
(B-N 100 pg/mL) % 1 mL~50 mL % 100 mL 477 A EEFEIZED | =R E TR ENZ D,

FEQ) FHRAICHY, MBS EA TR T D,
(2) EULyRELT 97 % (E &5 3#) LU EOMEE ORI T RSN TN D,
(3) B ULy MEZEFIFERER (B-N 2 mg/mL) Z M E CIRAFT HEHT N BINLZENHHDO T, Fik
TORLFEHEET D, Tz, BRI ENTRET 72713 80,

BEE 1. EULyNIE L7 AAOVARDEHEE, BIRET R O E R T2 TS TOD,

(3) W|EARUEE HHEKOEEIX, kOLBIETD,
a) EERFEEIOTRTST(HPLC): JIS K 0124 ([ZHLE TS HPLC TROEM A= H0D,
1) AS5L: HNEE7.5 mm, FE100 mm D AT UL AHD I T DE TR 5 pm~10 pm DO FIERMEA A A5
BIEZFETALIZLD,
2) ASLIKE: BT LHEEEE 30 °C~45 °C THEITTEDHL O,
3) HWHER: WO AR TR 190 nm (U THIE TE LB 0,
b) RTRFYIRE—F5—
o) EEEIDSEER: 8000X g~10000X g Tt /Ly il HE/L D,
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% 2. 77..0% Asahipak ES-502C 7C DA FRTHIIREN TS,

(4) BERERME

(4.1) M HHHIE KOLBVITI,

(4.1.1) BRoFTRAEE

a) HTEUEF 1.00 g 2130 &0 | e = 47523 200 mL (2 Ai1D,

b) 7K 100 mL 20z, ~7 RXF w7 AZ—F7—%HTR 10 53 HEIRES,

) BiEME, RIEARIED E R E O O 1.5 mL 12ED,

d) 3E.L7) 8000 X g~10000 X g THI 5 Sy fElis L4y EEL © . BB AR EHATR ST 5,

@) AR oE Ly MEZER (B-N) IRED R ERO FRAHZ 2B EN0NH561E. LEAIK
D—EBHEKTHRT 5,
(5) RV7 el RSO R E DILEE CHIEICE LR 0,
(6) [Al#R£E 7.2 cm~8.9 cm M ONE[#EEL 10000 rpm T /L /7 8100 X g~10000 X g FRJE L7275,

(4.1.2) BREHTRAEE

a) HTEER 1.00 g 2130 ED | BT T 22 100 mL (ZAND,

b) 7KK 50 mL ZMZ T, I;RVIEED,

¢ HEEETAKZMZ D, HkE OIS D 1.5 mL 12k5,

d) 3E.L7) 8000 X g~10000 X g THI 5 Sy fEliE LAY EEL © . B AR EHATR ST 5,

(1) BBHERT OETLy MRS (B-N) B D RO LIRE# 2 5B TN HEE, ERLE
FRIE D — T RA A TAIRT 5,

&3, 4.1.1)c)~d) Xix(4.1.2)¢c) ~d) DEAEICRZ T, BIAKMPTFE D AT L7 02— (FLER 0.5
pum LLF) TAIEL, ARE BRI EL THu,

(4.2) BIE HIEZ JISK 0124 LR DEFVITH, BARRIZRREBRLEZ, E AT 2@l k7 e~k
757 DEAEITIEIZL D,
a) EERBRAIOTNTSTDOBRIREL: WEFRMGO—BIZLLTFIIRT, ZVEBZIZLTRIET D,
1) BIL: GGEVEAF ARG Z 2 (AL 7.5 mm, K 100 mm, FZEE 5 pm~10 pm)
2) WSLIERE: 40°C
3) AEERD: DA KFEHITL3.92 g HTWARE0.12 g ZKIZHENL T 1000 mL 95, #KMEPTFE
FIDA TV T 4N — (FLR 0.5 um LA T) TAila T 5,
4) FHE: 0.6mL/min
5) FEAE: 10uL
6) RHFF: ORI, HIER K 190 nm

A& 4. BEERIT. VARE —KFEHVT2L19.6 g L OV AL 0.584 g Z/KIZIEDL T 500 mL &L, HWEERTEL
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EARHZEDO—E &% 10 512, BIKYE PTFE 8 DA 7L 7 4052 — (FL£2 0.5 um BLF) TAild
LCRABLTHEN,

b) BREROERM
1) FMERAEER 10 uL % HPLC IZIEAL, K 190 nm O/~ I L% 08kl B — 7 E %Rk
50
2) FRRERHAEEROE YLy MEZESE (B-N) IRELEE 190 nm OB —7 &S E O ERE1ER T 5,

¢ HHOAIE

1) FENRI 10 uL % b) 1) L[EERICHRIET D,

2) E—IESHLIREMRIVE VLY MEZESE (B-N) &23RD , i oL o MEZE SR (B-N) 25 H
T 5,

& 5. CORBRIETIIE YL Y MEZESE (BN), DU T VT INEE S (DA-N) | REEEHE(UN), 77
=V UMEEFE (GA-N) KO T =)V RFEMEZE FEER (GU-N) ORIFHAE RN W HE Th D, £DHEIE. B
ULy MEZEFEIEMERK (B-N 2 mg/mL) | JRFEMEZEFIEAER (U-N 2 mg/mL) , P 7 U7 INMEZE RE 1
% (DA-N 2 mg/mL) , 7' 7 = P22 HBIEHERR (Gd-N 2 mg/mL) e OV 7 = /LR M 22 AR HERR (GU-N
2 mg/mL) D—ERERAL, K THIRL TRAFEAER (200 ng/mL) D ZFREL, (2)e) DE YL vIMEZE
FIEYERR (B-N 200 pg/mL) ICZEZ TR 92, BUT. (4.2)b) ERERICHEAEL | s Hrasiel dh oo 45 1 e 5
WEREZR LT D,

&% 6. HEDOFHEDTZD, TN AT ERHES RFALE ALRACEL, B AR WK S IEEE & 055
Rl = A A AR 1 881A W CIRINENNGRER 2 EHE L 7R 3. 0.2 % (B &E53) | 0.1 % (E &5 %)
J T 0.02 % (E 553 2R) OB~V TONFLBEINERITENZ I 87.0 %~95.1 %, 90.6 %~101.1 %X
0 91.2 %~105.5 % Tir~7T=,

FEEOFL D726 | Bl A MR (LANEEE & OZE RE R 25 G 02 VT A 2248 2 TO g BR D
FRER RIS DWW CInBLE D BT A IO TRREAT L. R DR R MM TR 2 L L7 e & 1 12
R, Fo, RBRIED Y MERETR O 7260 O I [FFBR O B I OIS A2 2 1R T,

728, ZORBRED E R TIRIZ 0.005 % (& £y 3R) R Th D,

#1  AZZZTORAZRBR A ORI R R

AE AR DHTREEE Hh F G
A H 4K ﬁi&]ﬂﬁz) sr4) RSD rS) K 1(1)6) RSD I(T)7)
7" (%) (%) (%) (%) (%)
B A HE s 5 0.204 0.0006 0.3 0.0017 0.9
LR AR} 5 0.0969 0.0006 0.6 0.0016 1.6
F [ == A EE 5 0.0103 0.0001 0.9 0.0001 0.9
1) 20T I ML 7305k A L 4) DHTIEYE R 2=
2) E¥ME GRER A S(T) X O TR %L (2)) 5) DHTAEHE R 2=
3) HESHE 6) I HE(R 2=

7) TR AR E (R
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K2 BTy MEZESERBRTA O3 A MEREE ODf_b?)@ibﬂuﬁﬁE}Zn’*a@ﬁﬂﬁft%

e g oEymEd s RSD:” sk’ RSDR”
PR s )Y (%) (%) (%)” (%)
LRI 9 0.00963  0.00030 3.1 0.00029 3.1
LRk IEAs}2 10 0.0201  0.0003 1.6 0.0007 3.4
LR AEAEL3 12 0.114 0.013 11.7 0.017 15.3
LRk AEEH4 11 0.212 0.017 7.8 0.026 12.4
Eube 12 0.832 0.050 6.0 0.086 10.3
1) fEMTICHW R BR =% 5) DM T E(R 2=
2) FIE (n=aBr == HoalEHk (2)) 6) =B E(R 2=
3) BEAFR 7) =S ELE VR R A
4) PHTEEERZE
SEH
1) BRIEZ, RETEER, El#fﬁ%“?l“' ERIE IR v~ 877 (HPLC) A LD ER R DR FEE R, B oL
yMEERFEOWE — B —REREO Y MEMR —, B, 10, 72~85 (2017)

2) FAARHLTS, AKSHERE : .mﬁ_wz{wmvw 77 (HPLO) MEIZ L DR R O JRFBIEE R, B ULy MEZER
FEORIE —EBERGE —, IR, 10, 86~100 (2017)

(5) FEBEIO——F JEEFOr YLy MEEFRHBRIEO 70— — MERITRT,

| obratkl (k) 1.00 g | 4648 = 57521 200 mL
«— 7k 100 mL

| Eiii[ss! | MERHE, 1057 [H
|

| g |
|

| 50y e | S PR . 8000xg ~10000%g , 543
|

| SEHA | ki
|

| i | Wk ra~ 57

M1 EEHR oYL s MES

mm

KERIEO7 m——b (iR (4.1.1) L OWHIE)
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[ bkl Gietk) 1.00 g 47522 100 mL
— 7K #J 50 mL

| HhH] | woRe
— KAEFEMRET

| e | s LI 8000xg ~10000%g . 5531
|

| AR | Rz
|

| il | itk rn~tr 57

M2 fERtRoOr Ty MWEERRERIEOT7r— —h (I ERAE (4.1.2) L OWIE)

BE tULyMEEROBRBERIIEERO /0~ T L2 RITRT,

()

@

16.381

13388

v—r4
() R#FEMZEHE  QEULoMEER Q)T U I TINMES
@) rTr=yotER (577 =VIRFMESR
HPLC O E 44
A7 5 Asahipak ES-502C 7C (N£% 7.5 mm, & 100 mm, $if% 9 um)
Z DD S 1% (4.2) a) HPLC HIE SO B RDLEFY
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511 F3>
5.11.a ICP #AHHLHEQ)
1) M=

ZORBRIEIIIEEH A 35, ZORBRIED/FEIT Type D THY, ZOFE 51% 5.11.a-2017 X Tia-1 &3
Do
Oy BTRRERE R AR — e — i HE SEIE CRITALERL /-4, ICP &6/ /o HrdEiE (ICP-OES) IZE AL, T4 %
WK 334.941 nm TRIEL THOHEEIHROF 22 (Ti) ZRD D, 7ok, ZORBIEDOMREIXESE 3 1R,

(2) BREF FUEKLUKIT, KITED,

a) JK: JISK 0557 [ZHET D A3 DK,

b) THEE: AECENER.EE S SOLFEEO S E ORI,

o WRER: AHECENER. FBE IR SE ORI,

d) BIEFRE: AFSENER. BN HUIREO S E ORI,

d) EEE: JIS K 8180 I[CHETH2O0HR T A LITA FESBUEH . FEE ST H LR SE D
-

e) FHAUZEERK(Ti1 mg/mL): [EFFHEAZUEICN — P 7 L72F 2 AZHER (Ti 1 mg/mL).

f) FRABZER(Ti0.1 mg/mL) V: FHEHER (Ti 1 mg/mL) 10 mL 24257522100 mL 2LV, 2
FCHIRE (1423) 2125,

g) BREHBAFIAZLER(Ti 0.1 pg/mL~20 pg/mL) ": F X2 AEUERE (Ti 0.1 mg/mL) @ 0.1 mL~20 mL
T A7 T A3 100 mL (ZEEFERIZ &0 | AR ECHREER (1423) 212 5,

h) RESAZERBREY: &g OBRMETH HLER (1+23),

X

-

FEQ) FARGITHY, BEIISCT BRI D,

% 1. ICP-OES OFICERHD S BLNN G AU iE ., 5 i 5 X O 7 8L G X3 5., g) D
R AR oD Y B2 | R 5 T LR AU i 3 D% T D, Bl 18U =0 CIRIR EE DRI E R Sy
FCTHIE TEDIM . e B i P Tl SR O EAEGHNRN LD DD, Ko T, il Bl 5 =X
O ICP-OES & M55 4 288 851 S L 72 i EE R O M S 77 2 AR R 2 2 2 Ly,

(3) B EEIT. ROLBVETD,

a) ICP BADADITERE: JIS KO116 ([THE T DR IEOPrEEE,
1) AR: JIS K 1105 (ZHETHHIE 99.5 % (KA 3) LLEDOT T 5 A

b) RYFTL—ERIERYAE: Ao 7L —MNIREIRE 350 °C £ THHEIATHERL O, WX, W ARK TN
WO EZFHFEL  WIRIEE% 300 °C LLEIZTEAISIZLIZH D,

(4) BERERME

(4.1) M X KOEBVITI,

a) TR 1.00 g 21300 &0 h—/LE—4—200 mL~300 mL [Z A {15,

b) FHERKY 10 mL & OWREER) S mL Z00%x, h—/L B —h—ZREEHIL TRV, — R E 95,

¢) 170 °C~220 °C DAy 7L —R XTI ETRE0HT 30 43I LA EINEAL | Ja 3 Ulel o7tk ARk

452



kR A (2018)

T — IR OIRFEE 300 °C LA RICL TEFEmR( LY GEB CJE) DR AN ELETNET S,

d) Humte, mEREEK 5 mL 2% 5,

e) h—/LBE— D —ZWFFHILICHE, 300 °C LLEDRY ML —h X IE EC 2~3 FREEIIEAL Tofif 95
(€)

) FEEFILZTHLY, vy b L — U B CNEA 21T Tl 78 2 mL BL RIS/ 5 £ ClEiET 5,

g) Hmt ., Mg (1+10) 49 5 mL X OVKK 20 mL 22, h—/v e —H—ZREEHIL T FR0MIThIZEL T
W,

h) Jikétc, K TRETZT7A2 100 mL IZBL ., B ET/KEIMNZ, A3 FETAHEL, BENERET 5,

i) Z2RBREL T, BIDOR—LE —h—%& T b)y~h) DO EZ F2 ML 22BN a2 TR 5,

F(2) R IDA Y OO TARD TR TRIENNTEITT 5, ZD720 | fARORNESI
THERZ LD H M D53 i+ 53 1A T > T b SRR A RN 2,
(3) RN AEAN AL LS WIS RO B BFEOE CRROONLGETEBITMNEAEZ LD
Bt MBREINA . OB\ CTHRAF T2 2 0 9%,
(4) BFRFILASAL ThiEbDZ2R,

&% 2. (4.1)b) DEIEIZEBWTHONTREIDBEFE T 25613, LEIISCTTOLEDO K THHrEEZTHE
—é—O

(4.2) B HEIXIJSKO116 KORDEIVITH, BARRZ2 M EREIEZ. MIE I T2 ICP #6565
Hr&E ORIEFIEIZ LD,
a) ICP RESKSHEBEDAESEE ICP HOUUMITEEOMERIT. L TE2BEICLTRET
Do
SIHTHRRE R . 334.941 nm
b) RERDOIER
1) R T2 AR K O e ) 22 BRI A K 8 AE & 7 T7 A~ PITEZE L, IR 334.941 nm O
A B D,
2) REMHTZ AR K O @R 255 IR DT 5 P B L FR B L O R B A ER T 2,
¢) EHDAE
1) REHNARO —E & (FZELT0.01 mg~2 mg M4 &) 227727 100 mL (285,
2) AR ETHIRE (1+23) 25 mL 2125,
3) b)1) LRBRICERIEL TR NMEZ i A LD,
4) KREMINDT Z B2 R TR OF 2 (T) 25 T2,

HE 3. BEEOFMOD ., BERIEa 7 —MyRIEE 1REVABRIEEL, fLAAEEL, S~
AL, B G AEEL, R G AEEL, TR G HERNAE A AR A OV & AEREE L BSnEl R ER 21T >
T2HEHL. 0.01 % (&5 R) ~0.5 % (EE5R) DIRIML~L TOEBEINERIT 92.9 %~99.5 % Tdh-
77

FEIE DRl 728 IRE D ABEIEE . OMEAAEENE: FVT H 248 2 TO KRR O FRBR g 12D
T—Iohe & o B AT 2 IV CTRET L, R RTRS EE OV TR S 2 R LR R A % 1 IR T,
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B, ZORBEDOEE TIRIZ 0.001 % (H 85 %) fE Thod,

1  AZZEZTORAZRBR A ORETR R

A R PHTHRE HR FETA S
k4 B EwmEd s RSD;” sin”  RSDyn
" (%)” (%) (%) (%)” (%)
B AFEAER) 7 0.950 0.013 1.7 0.031 43
LRkt 7 0.130 0.002 1.4 0.006 3.2
1) 280MT3EBRE ML 7= 38k 0 5k 4) PHTEERZ
2) FEE GRBR B E(T) X M TaERE(2)) 5) PHATHA SRR He R 2=
3) HES®R 6) HHREVE(R 2=
7)  HR TR e HE AR A
SEXH

1) FIFES: ICP I N HHTEIC LD T 2o OllE, IEEHFZEH S, 10, 29~40 (2017)
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(5) FBEIO——F JEEFOF X RBRIEO 7 O—— M RITRT,

SYHrakER 1.00~2.00 g

=L —%— 200 mL~300 mL

—K D&, iRk A ET (MBS T T)
—hEfRAI10 mL
—hilE5 mL

— ek | EEEHICE
|
8 170 °C~220 °COAy M7 L — T £ T304 LA EEERAMT
PR
|
p 300 °CLL DA v R 7 L— b ST LT A DI AT
L
EHET
|
| Hehs | =R
—IEHE SRS mL
- IREFH LAY, 300 °CLL DRy b7 L — R LD | T2~ 3IRFfH]
gy
|
| i | BERRMAT B, 2 mLBL Flo/es & Tl
|
| fiath | =R
—I5M% (1+10) 95 mL
—7K#120 mL
| i | BERRILC L, FE
|
| Wy e
|
| BLIAR | #R7727 100 mL
K (FE#ET)
| Sifh | AHOH
|
| e |

X1 Rt oF 2o gERERE 7 v—2—h (il )

Sl |
]

()|

77 A2 100 mL

—Hi (1+23) %9 25 mL
K FERET)

7 | ICPH YA YA BT E T (334.941 nm)

X2 JEEhoFZ o ER LT m—— (HEERE)
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5.11.b ICP &K HTE(2)
(1) W=

ZORBIEITILSNT OB JEEHZIE 95, ZORBRIED 3T Type D THY, ZDFL751% 5.11.b-2017
XX Tib-1 £45,

IINTRREHE IR KR T E=0 LTRREL /- ICP F60 63 T2k {E (ICP-OES) I AL, FH 2 &
334.941 nm CTHIEL THHREHR OF &2 (Ti) 2K D, 7235, ZORBRIEOVERRIXESE 2 1T~ T,

(2) HEFE EROKIL, KiIZED,

a) K: JISK 0557 \ZHET D A3 DK,

b) BEKRTFTUE=ZDIL: HE 98 %(EESE) DL

c) EEE: JIS K 8180 IZRUETHOHE M A LITA ERBMNEN . K& o H 3T

d) FAURER(TI1 mg/mL) : EFHEEEIIN —Y T N7 TF X AEUERR (Ti 1 mg/mL),

e) FAZHERK(Ti0.1 mg/mL) "V : FXAEHERG (Ti 1 mg/mL) 10 mL A28 75223100 mLIZ&Y, FEHR
FCHIRE (1423) 2125,

f) REHBAFIAZER(Ti 0.1 ng/mL~20 pg/mL) V: FZAZEHER (Ti 1 mg/mL) D 0.1 mL~20 mL %
7722 100 mL (ZBERERIC LD | AR ETHERE (1423) 2N % 5,

g) REBAZEFHBRE: d).e) LUY) OBIETH AR (1+23),

E={11[

FOE DR

I

FEQ) FARGITHY, BEIISCT-BEHE TS,

&% 1. ICP-OES DFE IS0 2 Tid, S5 a8l 5 =k vl 5 il )y 03 %, 1) Dk
R AR YRR D i BE (3R e LI 5 AU o 9D DR T v D, #i 7 LI 7 AXCETR BE DI 7E Ak
Gy ETRIE TEHAL, ik B P TR EAROEARIENGONRNIEN DD, LT, w7 M5
XD ICP-OES Z Mo 6 4 2825 (2 L 7o R FE RGP O i B 2 AR e A 5 L &
VY,

(3) B EEIX. ROLBVETD,
a) ICP ERDNAHSHTEE: JISK 0116 ([ZHE T DRI HrEE,

1) AHR: JISK 1105 [ZHE T DML 99.5 % (KFE/D ) L EDOT LT A
b) HYNTL—bk: Fy L —NIREIRE 400 °C £ THEIFIEERDH D,

(4) ERBRIRME

(4.1) M X KOEBVITI,

a) S HTEEE 1.00 g 21320 ED | =L ——200 mL (Z A5,

b) WEEKET =LK 10 g Mz 5%,

¢) 350 °C LA DRy T L —RCHEAL | @R 7Rl k£ T T = A Hralbl & e 2o it w50,
d) FFEFILTHE, 350 °C LA ET 1 KEfINEVT 2,

e) Jtth. HER (1+5) % 25 mL Iz, h— B — A —ZEH L THE., B2/ TAD T,

f) [tk KTEEZT7A2 100 mL 2B L, EHRET/KEMZ, A/ 3 FETHET D,
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g) AIED 10 mL ZBIDOEE 77 A2 100 mL (220, =R ECHEE (1423) 22 GRENAIRET D,
h) ZEBRELC, BIDOR— e —h—% T b) ~f) OFEEFERL | 22 BRIRIE A TR T2,
FQ) WEBBKET T NIE RN DTZD | BIIEROIKIT 2 HWHZE,
(3) WREEAKFZET BT LREMRLI-%, b—/E — I — 2D O EE F2i L T bradeh S s
Do

(4.2) B HEIXJSKO116 XORDEFIVITH, BARRZR N EREIEZ, MIEIEHEH T2 ICP #6565
Hra&E OB 15T
a) ICP %ﬁ'ﬁﬁﬁ'ﬁﬁﬁ"*%w,ﬂlli%# ICP FEIH N AT HEE DOWERMIE, LT 2B B TRIET
Do
SIHTHRRE R 334.941 nm
b) RERDOIER
1) WRERRHTF 2 AR e O &R 22 B 2K 56 6 7 7 XA~ FITEEL IR 334.941 nm D5
B LA ELD,
2) BT Z AR HERR K OV i H 22 BRIR O T 2 R FE L FE R B L O S 2V ER T,
¢ HHORE
1) FEHAKA b) 1) ERERICEEL TR R 25 A T D,
2) BREMNOTF 2 BE RO, iralkthoF 20 (T) 2R T2,

&% 2. BEOFAMDT=D | JLSWIFVEREAEEL 2 & T IRINEIGRER AT 72 fEF. 0.1 % (E 557
) ~0.2 % (B &5 2R) DWW~V TOFEEINERIT 95.1 %~98.2 % Th -7z,
FEEE DRHMBDOT=80 , SESWITWERE AR 2 M2 HWTH 2R 2 CORERBROFEREAE IOV T—
TEELE ST A AW TREATL . RS R MM TR 2 R U7 R a3 1 IR T,
728, ZORBRIED E & T IRIZ 0.02 % (B 850 3R) FEE Th D,

#1  AZZZTORAZRBR A ORI R R

AR OF TR B r A
e H 4K Tl e RSD,” s 1(1)6) RSD 1(1)7)

" (%) (%) (%) (%)” (%)
BRSO IR 7 0.525 0.005 1.0 0.005 1.0
PESUNTUOERE AL 7 0.112 0.002 1.6 0.003 2.4
1) 2R 0MTRBRE FEE L 7= 3R B 24k 4) PHTIEER A
2) SEEfE GRER B (T X M TR (2)) 5) OFTARHE e (R 22
3) EHE% 6) HRHIEHE(R =

7) AR A E (R

SEHER
1) FILES: ICP BN NTEIC LT X OHIE, IEEMFZEHE, 10, 29~40 (2017)

457



kR A (2018)

(5) BBEIO—2—bk EEhOF 2 RBRIEO T — —MRITRT,

SYBEREE1.00g | b—sbe—%— 200 mL

—WREKET =T L5910 g

- 350 °CLL L DAy b7 L — N TINEL
il R L 7= B K 38 7B = DT A e A
[
| i | BEEILCH N, 350 °CBLE Ry b7 L — N T I
[
| Wy e
—¥Efs (1+5) 25 mL
| gk | SRR, FE
[
| W e
[
| BLIAT | &7 522100 mL, Kk
K (HEAE T)
| il | AT
[
| AL |
1 fEgbhoF & o mmgaERE 7 m——b (i EAE)
| A |
[
| 43 H10 mL | &E7522100 mL
—Hafik (1+23) (BERRET)
| il | ICPS 5 AT (334.941 nm)
22k OF S BRI T m—— b GHE )
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5.12 EEE
REERHTE (1992 EhR) D 5.3 #ERERD AT EIZ LD,

S5

1) EMKPER BEEBRBTHANIFZEAT: BRI (1992 4ERR) , p.78~79, A AIERME R 2, B AT (1992)
2) BUEFIEZS: B UGTREMREIEE I HTIE, p.196~197, FE AL, HUL (1988)
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