fEb R ERTE (2022)

5.7 RIVI7IVEE(TIFRER)

5.7.a 4A29RTNI 5T

(1) #M=E
ZORBRIEIIMEE T B =T I 35, ZOREBRIED53FAIT Type D THY, ZDFEH1E 5.7.a-2017 XX

AS-acid.a-1 £33,

IHFREHC KR EINZ CAVT 7V BE R L, A4 7u~h7T7 (1) XidEiEiR k7~ 72~ (HPLC)
(ZBAL, AF 52T T N ToHREL . RS E RS THEL . el B P o 27 70 (7 INhiiE)
R D, ek, ZORBRIEOVERRILIEE 5 1”7

ZOFFIECE ST, AV T 7V R O E B L) (T4 T Ui T =0 L) NERFE R TES ([B% 4 &
SO
(2) BERFE HEXOKIL, KITED,

a) JK: JISKO0557 [ZHETDH A3 DK,

b) J%ILER: M 98 % (B E53R) LI EDOEE,

¢ pEFAXLRBERE: HE 95 % (&) DL EORI,

d) 1-FDAVRIIREEF NI L HEE 98 % (&5 HR) LI EORREE,

e) 1-AFXHURILHRIEEF NI DL S 98 % (B Ey=) L EORIE,

f) [E3BE: JIS K 8863 IZHIE T Dk UL RS D St B DR,

9 BEEEYY: TXLER 0.083 g, p-EREF U EERE 0.552 g, -4 VX AVRUEETNIT A 0.195 g,
1-~F Y ZLR RN A 0376 g, 1EHFE 6.183 g & 1000 mL &7 7 A2 Zidn0 &0, /KK 500 mL
ZINZ TR, BITERET/KEMZ D, BANE PTFE oA TV 7 02— (L2 0.5 uym L F) TA
WD,

h)  RILI7IVERBAER (1000 mg/L) V: HESHTHEEYE 7INFEE (HOSONH,: S UAF LT v
Sr—4—HIC 48 IR 725H0) 0.1 g # O &RMICED, ZOE &% 0.1 mg OHTETHIETS. L&
DREIMZTHENL, 100 ML 2ET7 TAUIB LA, ERETKEIMNZD,

i) RILVIFIVEREER (10 mg/L) VRS, 2L 7 73U EREE HEG (1000 mg/L) 2.5 mL % 250 mL 4
BT TANTEY | B ETKEMA D,

) BREHBRINI7IVEIBAER (0.3 mg/L~3mg/L): AR AL T 7 EREEHERE (10 mg/L) @ 3 mL
~30 mL % 100 mL 57 7 A2 ZEREICED | MR E TREMZ D,

gu

X)) FARGITHY, LEIG U &AL TS,
(2) FELL7-¥RIE OB 1L, 7 #L2 0.5 mmol/L, p-t R %2 B &EE 4.0 mmol/L, 1-4 7% ALy
e RU7 2 0.9 mmol/L, 1-~F 5 ALk gt R 24 2.0 mmol/L, 1E5F2 100 mmol/L &72%,

(3) WARUEE HHEKOEEIX, ROLEBHIETD,
a) AA OIS STRIEERKEIOTNSST: JIS K 0127 (IHETDHAA L 7u~ 7 T7 LT IS K
0124 | ZHLE T D@k iR v~ 77 CIRO B A= T H 0,
1) 5L NEE4 mm, X100 mm OAT L ADOHT LEITRIFE S pm OF 4§77 T=0 LA
BLTBUKMEAZ 7V — RPN EFETALIZHD D,
2) ASLHE: HTLERESR 55°C~60 °C THEITEDLO,
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fEb R ERTE (2022)

3) BRHEER: EXSEERHER.
b) ALTL2I4IVE—: FL£20.5 um LA, #KME PTFE

3¥ (3) Shodex IC NI-424 Z=D & F#RCHRSILTUND,

(4) HERERM%E

(4.1) #H  HiHIX KOLBVITI,

a) HTEE 1 g 2 1 mg OHTETIENED, 100 mL £ &7 T A AND,
b) ZK&J 50 mL 2%, #iRVIEE TN L, BITERETKEMZ S,

C) RRHRD—E &AL, K TIEMEZ 12.5 57 RT D,

d) ATV T Z—(FLEE 0.5 um LA F) THBL . i EHATKRE 5,

(4.2) RE WEIE, IS K 0127 XIiT JIS K 0124 K ORDEFRVITH, AR ZRESRIEX, WEIHER T2
AA v ra~ N7 L@ R o~ N 57 OEEFIEICES,
a) AF29aTMSORIBERFIOATN FOOAREY: WESHO—FIEZU FIRT, Zhas
BIZLTRET D,
1) BSL: 5 ART =T LIEREG UTZBUKMEAZ 7V — 27V 7 5 (NS 4 mm, KX 100 mm,
RIFE 5 um)
2) WSLWEERE: 58°C
3) BEER: g lllviLIEbo,
4) FE: 1mL/min
5) FAE: 20uL
6) BRI/ BRUGE R HE

b) REWHRDIERK
1) SHEMTREER 20 uL 24> 7n< 77 d@msikikrn< M7 771IEAL, BRAREED/m
~b/ T LRER L, B IfRZ RO D,
2) HRESIEERORE LERIDEEOE — 7 HEEORBEREEK 5,
WERARO MR L, SEOHERFITAT,

fg®E 1. RENREOREIZB W T, Ny 7 A0 BV — 7 @S CTORER H CIEEICGRME T4
DA NDD, ZDT- B —7HfEE AW TR ERETERTHZ L,

c) ABOAE
1) FUBHAHE 20 pL 2 b) 1) LRIBRIZHERET 2,
2) E—ZHEBPLREREV AN T 7 EERD | DR R O T 7 (TN 2 H T D,

#E 2. BEROERLFERRIC, BEHAR T O~ Ny 7 2D B ZR LT 5720 | B — 7 RN bR E 25
g I N
8% 3. BHERICAA L T RIELL AL TODT2D | N—=2ATA L ZEALD T2 IR 2 2T 2D THEE
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T HZE, PIEBALARTIC, K 120 S FRE DL EALREMZ LD EL Y,

{BE 4. ARBETIIALVT 7R ORi TR LY (T4 T VBT =0 L) ORIHIED FIEETH D,
ZOLEX, AT I REEAERR (1000 mg/L) . T4 T BT B =0 AEAER (1000 mg/L) D —E
HRAL, K CAIRL TRAFERERR (10 mg/L) ZFHHLL . (2)1) DALT 7L BEEENR (10 mg/L) | ’/Txf
T2, AT, (4.2)b) LRERICEAEL | S W3k h o & E et M B iR EE A TR H 375,

% 5. g7 T=7 (3 $F) ORIERERORE Rix, 0.25 % (EES573) KT 0.075 % (B &5r3) O
AL~V T AN R AN 99.4 %~103.5 %K% ) 94.4 %~100.8 % T ->7=,

728, ZORBRIED TR TIRIZ 0.04 % (E B0=R) BRE LTSN,

BE
1) BEFFI, G A4 7a~v N I7EICE DT o E=T RO ERBIE) R AL T 7
[FIRFALE, IEEHIFZEER, 5, 1~23 (2012)

(5) REE7O—>—bF FiBT7 o E=7 ORIV ERIEDO 70— — NIRRT,

| lg | 1 mgoHifET100 mLA: 7 T A2 EA0 LD
—/K #J50 mL

| RO | 2RI 2a0BEL T
K (E#HET)

| AR | kcr2spicar
|

| At | AT T 02— (0.5 umLL )
|

| e |
|

| HlE | A4 a5

Wile 7 e T DAL T 7R A7 o — —]
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BE s HIEER K ORI (FEET o E=7) DALV T IR OTF AL T O 1IC 7a~hrZ
LB RISRT,

pSfem
331.40 A

331.30 A
331.20 A

331.10 A

1

331.00

330,90

330.80

330,70

330,60

330.50 il
T T T T T
0.0

2
T T T T T T T T T T T
2.0 4.0 6.0 8.0 10,0 2.0 14.0 16.0 g0 200 220 240 260 280 min

(A) IBRAHIEWENR (AT 70, FA LT VBT =T 5L T4 60 ng #9248 (3 mg/L, 20 pL))

I-IS.ftl‘n T ySfem :
331.30 - sz | e % TN
33088
331.20 4 330,44 -
33080 4 1
331.10 4
331,00 4
:og0 4 | dooo___ .
1 -
330,80 14 16 18 20 22 24 26 28 30 32 34 36 38 40 4.2‘,,”n

I
1
|
1
3070 4 |!
1
I
1
1

330,60 —,,,_I
________ 1
330,50
330,40
T T
0 120 140

T T T T T T T

2
2.0 4,0 6.0 8.0 10, 16[.0 ISI.U 20[.0 22l.0 24.0 26].0 281.0 ]min
(B) SEHAR (Wil 7 v =T HIZANLV T 7V, TATVT U T o E=TLELTH 025 % (B &
473) (2500 ng/g) A4 EERN)

BER AT FIVEER NTF AT RO IC 7a~ T
(B—7: 1.V T IV 2. TF AT VR T T L)

IC DRIE M

717 25: Shodex IC NI-424 (N££ 4.6 mm, =S 100 mm, F7£8 Spum)
Z DD (4.2) @) DRNEFRMEOBIROEFY

512
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57.b BEREIOTNSOBESE
(1) B=

ZORBRIEINEEHIE 5, ZORBRIED S HEIT Type B THY, ZDFE 513 5.7.b-2017 i AS-acid.b-1
s I

SINTRREHI K ZMA TAL T 7V BA I L, @liRiR s v~ 777 8 &3 rat (LC-MS) 1AL T4L
B A — VAR LT VAT NN H T N THEEL, IR A AR (SIM) 35 CHRITEL | o dralkl o
V7 7R (TIRERER) 23R 5, 7ok, ZOMBRIEOMEREIIEE 5 1R,

(2) BFE HERUUKIL, kiZED,

a) ZK: JIS K 0557 IZHLET D A3 DK, 72721, LC-MS |ZE A DIRBERIZ DUV TiE A4 DK UERIZED
EOLOE TS,

b) 7tk=FJJL: LC-MS MK ULFRIEDHEDHD,

¢ FE: LC-MS ARIEUIFAEDHEDOLOD,

d) FBE7UE=")LEBEHE(PH3.2): M 95 % (EENSF) L EOXET =4 3153 g Z/KITEDL
T500mL &L, EET pH 3.2 [ZHHFET 5,

e) RILI7SUEBIRER(L mg/mL) : JIS K 8005 (ZHLE T 2% B/ i FAEYEYE 7INAiER 0.1 g Z0%D
EIZED, ZOEE%E 0.1 mg OHIETHET D, DEDOKEMZTEENL, 100 mL & 7T A2BL
A, BERRETKREIMZ D,

f) RIWIT7SUBEIRERAO pg/mL) OV KA, FEHEKR (1 mg/mL) 2.5 mL % 250 mL 2287 7 A2(2&0 |
R E TAREMZ D,

9) RILVIPIUERIREER(200 ng/mL) "V : (EHRFIC, LR (10 pg/mL) 5 mL % 250 mL 2287 7 ALY
AR ECRENMZ D,

h) REHRARILI7IVEBIEZER (10 ng/mL~600 ng/mL) : ff I AL 7 7 B UERR (10 pg/mL) %
25mL~6 mL % 100mL &7 7 AL PERIC LD | B E TKREIMZ D, [FERIZ, AV 77 FRIEHERR
(200 ng/mL) ® 5mL~50 mL % 100 mL &7 7 A ERERICED | R ETKRENNZ D,

F 1) RREITHY ., BEIS U BRI,

(3) BARUEE HEKOEEIX ROEEVET S,

a) BEBREIOTNSTEESHE: JISKO0136 ([ZHBUETHmEIRIA 0~ T 7 E Bt Tk
A= THo,
1) mEiRE7a~hr77:

O BT BT IFERE % 30 °C~45 °C THETTEDHL O,

@ H72: N2 mm~3 mm, £X 100 mm~ 150 mm D AT L AFHD AT DEITRIEE 5 pm DOZEfER
A —NEALFERE A LT UL TRV R o A2 7L — e B TCALTZSL D, B EoNTatitk
DHD,

2) EEHHE:
@O AA AL =7 RT L —AA AL (ESD i
@ AA U B HiH (SIM) 15
b) RTRFVIRR—F—
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fEb R ERTE (2022)
C) SEIDSEEM: 1700 X g TiEOAHERTRERB D,
d) BEEEDSBEM: 8000Xg~10 000X g Tt Loy rlHE/b D,
fE®& 1. LC-MS (22 TEEIRIR 7 o~ 77 E B4 ATt (LC-MS/MS) & WA Z LR TED, ZOHE .
(4.3) a) FHRIK 7 0~ N T 7 EBWRIORESM: (I N~ AE—R) 2B E L THREL, b) D#E:
VRIC XV BB CED LA HRNCHER T 52,
{§#% 2. »5..0% LUNA HILIC. Shodex ODP2 HP-2D 4D 4 FrCifi IREALTUVA,

(4) HERIBE

(4.1) #H X ROEBVIT,

(4.1.1) RS TAEH

a) 7MTEREF 1 g & 1 mg OHTETIEIADED, 200 mL 42 =7 T A2 A,
b) 7K 100 mL #/Mx., 7 3F v I AL —F—% FTH) 10 3 I ZIRED,

c) ErER. LEAME 50 mL e LI EE LD,

d) ST 1700 X g THI 5 syl O BEL @, By A fhitik e 95,
FE(2) [FIHERPAE 16.5 cm L OVEERER 3000 rpm Tl /) 1700 X g FREE L7025,

BE3. (411)c) KON d) OB T, AR 3 FZ2 AW TARL., Aikziitike L Thlu,

(4.1.2) BRS>ITRARH

a) OHTEEF g & 1 mg OHTETIENED, 100 mL £ &7 T AU AND,
b) 7K 50 mL 2Nz, #VIEED,

o) HEMRETKEMA, HHKET D,

(4.2) R HHEROAIIL, ROLEFBVIT,
a) K 2 mL % 200 mL 2 &7 7 2a(2s5,
b) HEREETAKEIMZ ., 1.5 mL 3R E LIREE Ozl s,

c) 1071 8000 X g~10 000X g THJ 5 /s LBl @ | LB iz BRI 45,

F Q) RVF e RSO SR OIEBAE THIE ISR L RWb 0,

(4) A28 7.2 cm~8.9 cm K ONEIHEEL 10 000 rpm TizLr /7 8100 X g~10 000 X g F2E L7r%,

BE 4. (4.2)b) KV o) DEAEIT AT, BKVE PTFE DA T L7 42— (FLEL 0.5 ym LA ) TA
WL, AIREREREIREL THR,

(4.3) AT WEIL, JSK 0136 K IRDOEFVITI,
777 BT OBIEFIEICL S,

a) BEREIOINISTRESTEORMESME: WESRMFO—FIZLTITRT, ThaBBITLTRE
EE:S

HARHIZRRE AR, RE I D mdii s s m<
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1) BEEHIOTNTST:
O WL BERH — N 2AbFREE LI VAT NI T A AIARVER X o AZ 7V —k (N 2 mm
~3 mm, £ 100 mm~150 mm, $7f% 5 um)
©@ ¥Wig: 0.2 mL/min
@ K. BT =T LMEER-TER=R L (1+9)
@ HTAEEAE: 40°C
® VEAE: 1uL
® WERFHE: 20 4
2) BEEIHE:
O AAAbE: =L rbrAT L — A7 (ESD i
@ E—F: xHT47
@ EF=H—AF2: m/z 959

b) REWHRDIERL

1) SREHRMERER | uL 2@ @A a~ N I7HEOITEHIIEAL, =4 — 14 (m/z) D7r< |
77 bEridkL ., B2 IiEZ KD D,

2) BREMTRER DO AN T 7 RIRE LT =S — (4 DY — 7 HEL DO ERR R T 5,

o HEOARE
1) ABHAIE 1 pL & b) 1) EFRERICERIET S,
2) BREMRNOANT I BREERD | ST R OV T 7R (TINHRR) 2 H TS,

&% 5. BB E=7 1 8410, BIPEZRNCEL 1 800N, BIPEE G ACEE 1 840N, (LRIEER 1| 8040, BeIRE S
B 1 85125 2R D 1/5~4 [0 Y4 BD AL 7 7 L A RN UT- 308 F O CIEIN R BR A1 T o 77
FERIT, 0.1 % (EEH) . 0.025 % (R HR) L 0.005 % (E &3 H) ORIL -~V CEEEI R
97.6 %~104.2 %, 95.2 %~107.0 %} (X 96.4 %~111.2 %7,

FEEEDFHMDT=D | MitBET =7, RllFEZE FAEE K O AR R E T H 228 2 CORKAERBRD
FRBR AL DWW C—TERLE 0 BT A IO TREAT L, RS EE R MM TR EE 2 B I L7 R AR 112
R, PRERVE D 2 S MERERE O 726D D L [RIRRER D B K O s Ra R 2 1T, vds, AVT 7k
IREE 0.0116 % (B &5r=R) TIdii e T2 =M BB ENMEONIN -T2, AV T 7 FRIREE 0.0386 %
(B 53 3) ~0.401 % (B 753 3) O T+ 72 B W B GO,
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£ ANVT 7RO H AR Z T OSSR EGE OFFAT RS A

- ERE Y s RSD:’ ST RSD1n)
A4 " 1) 3) 3) 3)
A% (T) (%) (%) %) (%) (%)

W7 =7 5 0.0974 0.0011 1.1 0.0027 2.7
RIFEZE 2 5 0.0656  0.0014 2.1 0.0017 2.6
LR e 5 0.005 10 0.000 12 2.4 0.000 29 5.8
1) 28 0MT3ERE ML 738k H 4L 5) DR THEHE e 2=
2) EEME GRER HE(T) X PH 15 %% (2)) 6) I AR =
3) HESE 7) AR R

4) OHTIRfER 22

K2 ATy UTRABRIE DR L VEHERR O T8 DAL [FRABR AR Of AT A

Sk i %@{EZ) Sf);) RSODIS) SRG; RS(,DR7)
ik (%) (%) (%) (%) (%)
i e = 9q0) 0.203 0.021 10.4 0.024 11.9
BlpEzE 2 e 9(0) 0.401 0.030 7.5 0.035 8.8
LR AR 7(2) 0.0957  0.0043 4.5 0.0043 4.5
RIEARE S IER 9(0) 0.0166  0.0028 16.8 0.0048 29.1
KA A ERH 9(0) 0.0381 0.0022 5.8 0.0049 12.8
HRCRAE & IR 9(0) 0.243 0.011 4.5 0.018 7.6
1) FERER =R (O iizdes Uil =40 4) PHTEEAER 2
2) EXE (n =B 2B =GR (2)) 5) D TAH SR SR A
3) HESH 6) =S BUE AR =

7) S I R R 2

SEXH

1) GHRERS, BEHEH T, BARZE, AHWIE: ko~ 778 &5 05 (LC-MS) I X2 ek o
ANT IR ORE, IEEHITFEHR S, 8, 38~49 (2015)

2) WK WK7a~h 77 GBS HTRHLC-MS) IEICL DA D27 7 B ORIE  — AR
B —, IERHFIEHRE, 9, 69~76 (2016)

3) /RS, BHERETE, TAMEL, ARG 'K a~ N T 7B &5 AT (LC-MS) I LA Ik o A
NTZ I BRORIE  — LR —, IERHIFTERE, 11, 47~53 (2018)
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(5) REETIO—S—k RO AL T 7 BRBRIED T s — MR,

«— 7K 100 mL

| AR |~ ExFurAs—T— 1055
|

| EOOTHE | RSO, 1700 x g SAY
[

| g |

F1-1 R hoR L7 7 I BB ET -t — b (il ERE (4.1.1))

| OWTREN G 1 g | 1 mgORiET 100 mMLAEY 7 AUZANED
«— 7K #9 50 mL

| RO IRE |
— K (BMET)
| 2 |

B1-2 JEEFROAL T 7 SRR 1 — b (R (4.1.2))

| T |
|
| 572 mlL | 200 L4 F 23125
— JKIEMET
[ mbuBE | JERBLEE . 8000xg ~10 000xg, 5531
|
| WEREW |
[
| % | Wtk rne ST AT A

M2 R DAL T 7 D RERE T r— b (RO R O RE R AE)
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BE VT 7IUBROBREMMAEER O~ T L5 RIS,

2T TR

f

2T IR

l

ao 25 50 75 . ao 25 50 75
min min
PRARFIR R PREFIREE]
(A) FEAEK (B) #hEHA
(AT 7L FEELT 0.6 ng FHY &) (AT 7IVFRELTEESFE 0.1 %

A2 E 2 AR AEEHZEN)
HEN ZNTFIVBROIa~v ST

LC-MS O E G
#7172 LUNA HILIC (N4 2.0 mm, £& 100 mm, $7£% 5 um)
Fre TV —EE: -3.5kv
AZPRIREE: 300 °C
X7 FAYPH AP E: 1.5 L/min
TN — g R 250 °C
Z DD ZAME1E (4.3)a) LC-MS JIE SO FIRDERY
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58 FALTUBTUOE=DL(BRERIEY)

58.a 4A>HATMN 5T

(1) #M=E
ZORBRIEIIMEE T =T I T 5, ZORERIED53FAIT Type D THY, ZDF071E 5.8.a-2017 XX

SCN.a-1 £9°%,

SIHTRREHIKRZIMNZ TF AL T BT =0 A (i BRe) 2L, A4 7a~ 757 (1) XidEn#
Wik~ ~757 (HPLO) IZ AL, A4 BT L THBEL . T4 7 v B a B R AR THIEL .
IR R OF AT T VBT =T A (BFBRE) 23R D, 7ot . ZOBRBIEOMREILHEE 5 177,

ZOTEICEST, AV T 7V R T AL T VBT =0 L (BRI SRR EETE5 (B 4 &
SO
(2) BERFE HEXOKIL, KITED,

a) JK: JISKO0557 [ZHETDH A3 DK,

b) J%ILER: M 98 % (B E53R) LI EDOEE,

¢ pEFAXLRBERE: HE 95 % (&) DL EORI,

d) 1-FDAVRIIREEF NI L HEE 98 % (&5 HR) LI EORREE,

e) 1-AFXHURILHRIEEF NI DL S 98 % (B Ey=) L EORIE,

f) [E3BE: JIS K 8863 IZHIE T Dk UL RS D St B DR,

9 BEEEYY: TXLER 0.083 g, p-EREF U EERE 0.552 g, -4 VX AVRUEETNIT A 0.195 g,
1-~FH L ZLRU RN A 0376 g, 1EOFE 6.183 g & ET77A2 1000 mL (Z1d230 &0 KK 500 mL
ZINZ TR, IR ET/KEMZ D, BANE PTFE oA 7L o7 02— (L2 0.5 uym LLF) TA
WD,

h) FAITUBT7UE=DLIEER(1000 mg/L) V: JIS K 9000 (ZHHETIF AT TUEET =L
0.1g ZVXH&EMIZED, ZDOE &S 0.1 mg DHTETHIE TS, DEOKEZMZ TEHL, 100mL RETZ
AL, R ETKEMZ S,

i) FAITUBTUEZDLBER( mg/L) V. EHERHZ, TAVT VT VT =T AEHER (1000
mg/L) 2.5 mL % 250 mL 2 &7 7 ALY | MR ETKRENZ D,

) BREBAFAITUBTUE=DLBEERO03 mg/L~3 mg/L): HEHRHIT AT T UBT U E=T A
FEHEK (10 mg/L) ® 3 mL~30 mL % 100 mL 47 7 A2 PRI LD | FERRE TR AN Z D,

EQ) ARAITHY, BEITISUTEEWR TS,
(2) FHELLIZVRIEOWELEIE, 74V 0.5 mmol/L, p-ER 2% LA 4.0 mmol/L, 1-4 24 ALk
57 R 2 0.9 mmol/L, 1-~3FH 2 ZJLaR R F R A 2.0 mmol/L, 1E5F 100 mmol/L £72%,
3) WRED D DD TT 7 =S — P TRAFT HILEHELET D,

(3) WEARUEE HEKOEEIX ROLEBVETD,
a) AA OIS STRIEERKEIOTNSST: JIS K 0127 (ICHETDHAA L 7u~ 7 T7 LT IS K
0124 | ZHE T D@k iRy v~ 77 CIRO B AT H 0,
1) Hh5L: N4 mm, B 100 mm OAT UV AD AT LEITRIEE S um OF 4 f; 7 =0 LAFEAHE
BLTBUKMEAZ 7V — RPN EFETALIZHD W,
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2) hSLFE: HILHEIRIEZ 55 °C~60 °C THREITX5L0,
3) BRHE: EXLEALRHE
b) ATL2I4IA—: FL£20.5 um LT, Bk PTFE

(4) Shodex IC NI-424 F DX FTHiREN TS,

(4) HERERME%E

(4.1) #H X KOEBVITI,

a) HTEE 1 g & 1 mg OHTETITANVED, 100 mL 2287 7 A3 AINLD,
b) ZK&J 50 mL 2%, #iRVIEE TN L, BITERETKEMZ S,

C) WRHRD—E &AL, K TIEMEZ 12.5 7RI D,

d) ATVLr T Z— (L 0.5 um LA F) THBL . iEHAKRE 5,

(4.2) R WEIE, IS K 0127 XIiT JIS K 0124 K ORDEFRVTTH, AR ZRERRIEX, WEIHER T2
AF < T T7 TR IR 7~ N7 77 OBAEFIEIC LD,
a) AF2oaTNSORIBEERFIOTN FOOAREY: WESHO—FIEZLU FIRT, Zhas
BIZLTRET D,
1) ASL: 5 4RT =T LIEREG UTZBUKMEAZ 7V — 27V 7 5 (NS 4 mm, KX 100 mm,
RIFE 5 um)
2) WSLWEERE: 58°C
3) BEE&R: g CkVRLIL O,
4) FE: 1mL/min
5) FAE: 20uL
6) BRI/ BRUGE R H

b) REWHRDIERK

1) SBEHMERER 20 pL A4 7u~ b7 7 A3mdigik s n~ b7 7 712EAL, BRI S E D7 m
~b/ T L RER L B IfEZ RO D,

2) HRESIEERORE LB EOE — 7 HEORBERREEK 5,
RERROVERKIL, FOBHORIERHIAT,

fg®E 1. RENREOREIZB W T, Ny 7 A0 IV — 7 @S TORER H CIEEICGRIME T
DA NHDH, DT, B —HfEE O TRERATER 228,

o) HMOHAE
1) BUBHATE 20 uL % b) 1) LRIERICHAET 2,
2) VPO RBERIV T AL TUBRT =0 ABERD | ST OF AT T U ' =T L
(Rt RRAL#) Z 5 55,

IEE 2. BEBROIEREFERRIC, BMEHAE T O~ Ny 7 2D B ARG IE S 5720 | B — 7 RN DR E 2R
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HT52L,

#E 3. BEEHRICAA T REEFHL QDI R—=2RT7A L ELD T\ EE T 5O THE
THZE, MEFAARTC, 9 120 DRREO L E(LRFRA LD EX,

&% 4. ARBIETIITF AT T U7 =0 LB EREY) KAV T 7 BRO[RIREHIE 23 FTHE T D,
ZOHAEITE, AT U TRFERER (1000 mg/L) . T4 T U EET B =0 AEHERR (1000 mg/L) O—E &
ZIRG L, AR THARL CRAEEHER (10 mg/L) O ZFHHL ., (2)1) OF A7 VT - E=0 LMEAER (10
mg/L) IZZEZ TR 9%, LLT. (4.2)b) ERERICEAEL , ZoralBlth OF AL 7 U7 =y LR EA
BT,

&% 5. BT E=7 (3 8460) OEIGREBROKE RUE, 0.25 % (BHE55) KT 0.075 % (BHE&555) DR
I~V TR ER AN 101.8 %~103.7 %% O 93.9 %~97.4 % TdH o712,

2B ZORBRIEDE B THRIE 0.04 % (B 85 R) B L E S,

SEER
1) BEHFA, AHE: A4 7a~ b I7IBICEDMBET =T PO B I NAL T 701

[FIRFHIE, IEEHIFFEERE, 5, 1~23 (2012)

(5) HEETIA—S—b W7 E=THOF AT UBET E=y ARBREDO 70— — M RIS T,

| lg | 1 mg@HiETL00 MLART T ATZADES
7K #J50 mL

| B0 iR |
Ik (BEHET)

| AR | k12508 AR
[

| il | AT T s — (05 pmLl )
[

| s
[

| 5 | a5

W7 =T POF AL T U T =y ARERIE 7 01— —h
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BE s HIEER K ORI (FEET o E=7) DALV T IR OTF AL T O 1IC 7a~hrZ
LB RISRT,

pShem
331.40 4
331.30 4
331.20 4
331.10 4
1
331.00 4
330.90 4
2
330,80 4
330,70 4
330,60 4
330,50 A
I T T T T T T T T T T T T T T T
00 20 4.0 6.0 8.0 10,0 12.0 14,0 16.0 18.0 200 220 240 26.0 28.0 min
(A) IBRAIEWEGR (AT 7V, TA VT VBT =T AL L T4 60 ng F124 & (3 mg/L, 20 uL))
pSIcm 7 uSiem ]
331.30 o 330.92 ~ aLa1 L0 S
AT Y — IR
331.20 4 33084
33080 - 1
331,10 330,76 -
33072
331.00 4 vyl
| - - #0057
330,90 4 ) I 23080 4
1 - B e
330.80 1 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42mp

I
1
1
|
30704 !
1
I
1
1

330,60 —,,_J
________ 1
330,50
330,40
T T
0 120 140

T T T T T T T

2
2.0 4,0 6.0 8.0 10, 16[.0 ISI.U 20[.0 22l.0 24.0 25].0 281.0 ]min
(B) EHAK (BT =T HIZAN T 7R FAL T UVRT BT LELTH 0.25 % (E &
) (2.5 mg/g) ¥4 BN

BER AT FIVEER NTF AT UEED IC 7a~ T
(B—2: 1L.AVT IR 2T AT )

IC DRIESM:

717 25: Shodex IC NI-424 (N£% 4.6 mm, =S 100 mm, F7£8 Spum)
Z DD (4.2) @) DRNEFRMEOBIROEFY
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5.8.b ENEBEEIOCNI 5T
(1) #M=

ZORBRIEIIIEENE 35, ZORBRIEDSFEIL Type B THY, TDFE 1% 5.8.6-2017 X% SCN.b-1 &
ERAN

IHTRREHIKREMA TTF AL T U BT =y L (FERCY) 2L, MEIIEC T pH ZF%EL ., @l
ik a~ 777 (HPLOIWEAL,, T/ b FRE G LIt = AT v a— VR~ — 17 L XTI A
FHREG LIV N T T 5 THBEL, IR 210 nm TRIEL , oAl oF Ao 7 o7y e =0 b (i G
b)) 2R 5, 7ok, ZORBRIEOMEREIIEE 5 17T,

ZOFEEST, IR L T AL 7 VBT o B=r b (EREY) NFERFEETED (#% 4 1),

(2) BFE HEKXRUUKIL, kiZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) JKERIEFRUD L JIS K 8576 [THLE T 4Bk XILIAI 2D i B ORI,

o) YABKIEZF MY oL - 12 KHM: JIS K 9019 \ZHLE T DR TR0 B O K,

d) YABEZKFEF FUDLZKMY: JIS K 9009 (ZHE T DR L RSO HE DR,

e) MBIEREET MY O L—KIHW: JIS K 8227 (ZHE T D HEL SULIF D TVE DL,

f) FALTFTUOBTUOEZDLIEEER (1 mg/mL) P JIS K 9000 ([CHETHF AL T UERT VE=UL0.1 g
ZOLOREMIZEY ZOEE%E 0.1 mg OHTETHET D, D EOKEIMZ TEEHNL, 100 mL &7 T A2
IZB LA, R ETKREMNZ 2,

9) FALTUBTUE=DLIZEER (100 pgmL) V' ERARFIC, TATT VBT =T AMEAERK (1
mg/mL) 10 mL % 100 mL 2877 A=3|2E0 | EERETKEMNZD,

h) REBEAFALT7UB7OE-ZILBER( ng/mL~20 pg/mL) : FHBICTF AL TUBT o E=0 N
FEUERR (100 pg/mL) @ 1 mL~20 mL % 100 mL &7 7 A ZBPERICED | BERETKREMZ D,

gu

F Q) FAEFITHY, LEISU- RS,

() MARUEE HEKOEEIL kOEEBVETD,
a) BEREIOTNT ST NSK 0124 \THETDEEIAT 0~ 7 F7 CIROEHET=TH 0,
1) ASL: NE4mm~6mm, BI 150 mm~250 mm D AT 2L ASHOD 77 LEITRIAES 5 um O T/ Hs
EFREA LTRIE =T v a— 1V I T AL F A LTI VA SN Q2T TALIEL D,
2) ASLHE: HTLERES 30 °C~45°C THEITE5L 0,
3) BRHER: BOLLEMRMMAR TR 210 nm (L THIE TELHH O,
b) RTRFYIRE—F—
o) MDOBER: 1700 X g Ty EERTRE/RRD O,
d) BEIEEDSBEM 8000 X g~10 000X g T Ly B FTRE/RS D,
e) pHEREB#: fHrEARICYAIA T, HESET2H 0T, pH 1~pH 11 O#FHZEIE TE, pH 1 [
fROEARNFMAINTNDHD,

X Q) VUBTNOEGYT )=V IIFAT L DB EE RIETIERHDHD T, TDVT /) — )ik
WMPRL CTF A 7 U T N ADORIE B LW I T LB T, BT, v Va—r
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R~ —DHE)— 723G LDV 7N DRI PBE NS D,

& 1. 77403 Asahipak NH2P-50 4E, CAPCELL PAK NH2 UG80 D4 i CifiiREh T 5,
&% 2. pH HBHIE UNIV sRBRIREDO AT TSI TV,

(4) HERERM%E

(4.1) #H X KOLBVITH,

(4.1.1) RS ITAEM

a) 7MTEEF 1 g & 1 mg OHTETIEADED, 200 mL 42 =7 T A2 A,
b) /K100 mL Z/Nx, ~7 R F v I AE—F—% W TK 10 3 [EEEED,

c) ErE. FEAME 50 mL ke LI EE Il D,

d) =0F1K 1700 X g THI 5 oy OBl S | BB AR A mitiRE 35,

E () AR 16.5 cm K OVAIEREL 3000 rppm Tl 7] 1700 X g FRE L7205,

(4.1.2) &RSH AR

a) HTEUEF1 g & 1 mg OHTETITNDED, 100 mL &7 T7AUIAND,
b) k& 50 mL Z00% | #RVIEE S,

c) BEERRETKEIZ, ks3T5,

(4.2) pHEREE KO pH T, kO LBVITH,

a) RO (V&) 2L, pH iBRiE T pH 2835,

b) a) CHHE® pH 78 pH 5 LL EOBA L, A 1.5 mL 3ok OIS DI2en | f) OBfEE F L
AREHA IR A TS5,

¢) a) CTHIHR® pH 2% pH 4 LL FOS5E 1, K 40 mL % 100 mL B — 7 —2k5,

d) pH #t& W TKERE T RN D 298 (5 mg/mL) & 12 C pH 5~pH 7 |[ZFH#EL . /KT 50 mL £ ~7 7 A2
IZBLANLD,

e) EMETKEMZ. 1.5 mL MmO @D1cs 5,

f) 2077 8000 X g~10 000 X g THI 5 /3l Lyl . EB AR ERERATRE T 5,

E @ RVTFrrr o fiEo e O EAE THIEITRELRNOG D,
(5) [E#EYEE 7.2 cm~8.9 cm K OMEIHEEL 10 000 rpm TizLr 77 8100 X g~10 000 X g FEE L7r%,

#%E 3. (4.2)b) L e) ~0) OFEAEICZ T, BIAKME PTFE #7107 v — (FLR 0.5 um LLF)
THEL, AIREAEHAIREL THEV,

(4.3) BE HEIL, IS K 0124 K URDOEEBVITH, HARMZRIERIEL, BB 2k a~h
777 DEAETEIZL D,

a) BERAIOTNISTORESE: WERMEO—HIEZLTIRT, ZNEBZIZL TRET D,
1) H5L: TIHAFEESLI-E AT Aa— LR ~—BT 5 (R 4 mm~6 mm, £ 150 mm~
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250 mm, BIFE S um) XII T/ AL FRES LIz U7 BT A (N 4 mm~6 mm, £X 150 mm~250
mm, FZFE 5 um)

2) ASLIERE: 30°C~40°C

3) FAEEED: VABRKIE FRNITA12 K 1.79 g, VAER “IKFEFNIT LT IKFI 0.78 g M OVl
WREBET N L—KFi) 14.04 g Z/KIZEENLT 1000 mL 35, BlAKM PTFE ®o A 7L o7 44
— (L2 0.5 um LLT) TAIET 5,

4) B|=E: 0.9 mL/min~1.0 mL/min

5) EAE: 10uL

6) BRI/ YOOLERKIEE, WIERKEK 210 nm

b) BREBIROIERK
1) FHERAERER 10 pL 2@ ER iR~ 77(2FEAL, JE 210 nm O~ T A% kL, v
— VTR D,
2) B EAR TSR OB E LI 210 nm OE — V7 HFEE OB EREERR T 5,

o HEOBE
1) #EHANTR 10 uL % b) 1) ERBRICERIET 2,
2) U SRERIVTF AL T U T B AEAERD ST OF A L T U T =T A
(W) 255,

% 4. KRABIECIET AT T VBT =0 L (G REY) & O HEEO [FRFRIE 23 /T RE CTh D, £ D
Be AT, FAYEREE HERG (1 mg/mL) . FA S T U T = AEAENG (1 mgimL) D—EBEZRA L, KT
A RL TRAFEUENL (100 pg/mL) O ZF8IL . (2)g) DF AT VBT =0 MEHERR (100 pg/mL) 12
R TR T2, LUT. (4.3)b) LIRAERICEAEL | /oA alkl h O & 01E t W B IR EE & R T2,

&% 5. BT E=7 1§40, BB ZERN0EE 1 85I, BL A TR 2 800N, (LRAEEE 1 804, BeRE G AT
| FICEATRED 12~5 MY BEOT AT UBRT =0 M RINUTZ 3 O Cla G ER 2
AT oTfERIT, 0.025 % (H&E533) | 0.01 % (E &5 | 0.005 % (E&5r3) LT 0.0025 % (H &)
DML L THELIELEED 95.4 %~100.5 %, 94.7 %~103.8 %, 83.3 %~109.0 %KL 87.2 %~
103.3 % T -7z,

Fro, RBRIED 2 Y PEMERR D T2 DL [FIFRER D s X ORI G Ra 2k 1 IR, TA LT VBT
=A% 0.004 76 % (EH &57r3) ~0.204 % (E #E532R) OFIPH THo R =MHEBEEL AL TV,
728 ZORBRIED E R T IRIZ 0.002 % (& 50y 3) B L E S,
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Bl FALTUMT V=Y DRBRIED B RO 200 BRI

—_y. ‘ﬁﬁ; TEE? s RSD:’  sx”  RSDR”

£ S ¢ M 2 M <O NN ) N ).
5L == A S R 10(1)  0.00476 0.00019 4.1 0.000 60  12.7
FRER 2= HE E IEER2 9(2)  0.009 76 0.000 29 2.9 0.000 50 4.7
FpER = HAE G IR 9(2) 0.0506  0.0019 3.7 0.0022 4.3
bR AEERL 10(1) 0.101 0.002 23 0.003 2.6
{EREAERE2 11(0) 0.204 0.006 2.7 0.008 3.7
LR AE L3 9(2)  0.0098 0.00037 38 0.000 60 6.5

1) A7l (O 2 L7z =)
2) TIE (n=f 2l B E oG (2))

= AN )
3) HENE

4) PrrrmE

SEXH

1) HEREE, KRR, RAIINER, 8RR
O T A7 U EREORIFEE, B AR LHEREIEHERE, 87(2), 120~124 (2016)

BER IR v~ 7T 7 (HPLC) ¥ KD AR O IR K N T AL T U T

— L [FRBR A —, AEHMFZEHE, 8, 70~78 (2015)

2) ERIIER, KRFH:

=L RLH BRI ORE

5) PFTHRAI AR 22
6) =W BIE R

7) = W SRR i 22

ENEIE IR v~ b7 T 7 i AT JER O HEARE 36 &

(5) BEEOIO——F BRI OFATT U T =y ARERIED T B— 3 — NIRRT,

| OHrER YO T e | 1 medHiET 200 mLste =475 AT AN ED

< 7K 100 mL

| R

| Ly i

| Hi i

X 1-1

| ~rxF Az —F— 105

| SeRML IR 1700 x g, S4yH

NEBHhOF A TR T ey AakiRiET n—2— (HH#ERE4.1.D)

| SHTRE G Lg | 1 mg@HiET 100 mLA R 5 A7ZI3A0 LS

— 7K 50 mL~70 mL

| RDIRE

— KOEHRET)

| Hh

X 1-2
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| i |
|
| Pl 2 | pHtR A%
pH3LL E
pH4LLF
| Hm@omD) | 100 mLE—h—icm TR

|
| PHAME (pHS~pH7) | /KER{LT N L3 (5 mg/mL)
I
| BLAR | kTS0 mLA BT IATICBLARS

— KUEEBET)

| B4 i | ki DL . 8000xg ~10 000xg , 543 fi]
[

| PUBHE |
I

| g | ka5

2 JEBHROF AL T oET e = AR BRET 1 — 3 — b (pHEA R K ONHITE #AE)
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BE HHBREOF 4L TUT o E= 50 HPLC Zu~ 'S MMila RIZ 7T,

—1
2
l
_ JL
oo Zéﬂ 4EIIJ 5&0 Séﬂ TDIEO 12'!:0 14'!]3
FIFEME (D)

(A) IR GAEYEIR
(4R, TA LT UET v E= AL T 100 ng #1124 & (10 ug/mL, 10 uL))

1 —

2
!
o ) +fn 500 ) 100 127m 1400
FIEEE ()
(B) #UEHA IR

(HAHEE, AT T VT BT LELTHE &3 0.1 %Y E2E S IEEHI )

HEX AR NTF AT BT ' =7 L0 HPLC 7~ T 5
(B—7: LM, 2.7 47 %)

HPLC OMIE S

7172 CAPCELL PAK NH2 UG80 (%% 4.6 mm, & 250 mm, Ki£E 5 pm)
Z DM D ZA1E (4.3) a) HPLC HIE SO B RDLEFY
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5.9 FEIHEE
59.a BmEREIOINT ST
(1) #M=E
ZORBRIEIIIEENE 35, ZORBRIEDSFEIL Type B THY, TDFL51E 5.9.a-2017 XL NO2.a-1 &
ERAN
IIMTRRENTKRZ N Z TR 2 L, LEISUT pH %KL, mliEikr7 o~/ (HPLC) (ZE A
L. T BB FRE A L = T v a— VR~ — BT WX T AL ERE G LIS U B SV 1T N Thy
BEL . #5210 nm TRIEL , /9413 R O HiigEE 2 R0 5, 703, ZORBIEOMREI I RS 5 1R T,
ZOFEEST, IR L T AL 7 VBT o B=r b (EREY) NFERFEETED (#% 4 1),

(2) BFE HEKXRUUKIL, kiZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) KERIEFHRUDL: NS K 8576 [ZHLET D REfk XULIF %0 i DOFREE,

o) YABKFEZF MY oL - 12KHM: JIS K 9019 \ZHET DR TR O B O K,

d) YABEZKFEF FUDLZKIY: JIS K 9009 (ZHE T 2R L FLSED HE ORI,

e) MBIEREET MY OL—KHW: JIS K 8227 (ZHE T D4 SULIF D TVE DL,

f) FERFHERHRZEERR (L mg/mL) " JIS K 8019 \ZHUE T HHANEE TR Y A 0.147 g Z O XH EIZED , ZD'E
% 0.1 mg OHTETHET S, L EDOKEMZTHENL, 100 mL &7 7 AL AN, B ETKE
Mz,

0) FERHERERHER (100 pg/mL) ¥V (EHIIFIC, HEASEAIEMERZ (1 mg/mL) 10 mL % 100 mL &7 7 A3|ZL
0. BERETKEMZD,

h) REHRAEHEBZEER (1 ng/mL~20 png/mL) : i TR ASFRAZ R (100 pg/mL) @ 1 mL~20 mL
% 100 mL 287 7 A BRI ED AR ETKREMZ D,

F Q) FAEFITHY, LEISU- RS,

() MARUEE HEKOEEIL kOEEBVETD,
a) BEREIOTNT ST NSK 0124 \THE T DEEEIAT 0~ 7 F7 CIROEHETT-TH 0D,
1) ASL: NE4mm~6mm, BI 150 mm~250 mm D AT 2L ASHOD 77 LEITRIAES 5 um O T/ Hs
EFREA LTRIE =T v a— 1V I T AL F A LTI VA SN Q2T TALIEL D,
2) ASLHE: HTLERES 30 °C~45°C THEITE5L 0,
3) BRHER: BOLLEMRMMAR TR 210 nm (L THIE TELHH O,
b) RTRFYIRE—F—
o) MDOBER: 1700 X g Tim L BERTRE 2L D,
d) EEEDSEM: 8000 X g~10 000X g TimLorBE iTRER S D,
e) pHRE#E: RS ATE | @RS H 0T, pH 1~pH 11 OFPAZHEIE T, pH 1 FFED
BERDIRMHINTNDHD,

X Q) VUBTNOEGYT )=V IIFAT L DB EE RIETIERHDHD T, TDVT /) — )ik
SLVER L CHEAHER DO E I B LW T 2T 528, MELFHIELC, v Va— 2R ~—DH—
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TR XD U DT IV D SERTTB S 1N D

& 1. 77403 Asahipak NH2P-50 4E, CAPCELL PAK NH2 UG80 D4 i CifiiREh T 5,
&% 2. pH HBHIE UNIV sRBRIREDO AT TSI TV,

(4) HERERM%E

(4.1) #H X KOLBVITH,

(4.1.1) RS ITAEM

a) 7MTEEF 1 g & 1 mg OHTETIEADED, 200 mL 42 =7 T A2 A,
b) /K 100 mL M., 7 Ry TF v I AB—F—% FHWTK 10 3 H0ZiRE5,
c) ErE. FEAME 50 mL ke LI EE Il D,

d) =0F1K 1700 X g THI 5 oy OBl S | BB AR A mitiRE 35,

E () AR 16.5 cm K OVAIEREL 3000 rppm Tl 7] 1700 X g FRE L7205,

(4.1.2) &RSH AR

a) HTEUEF1 g & 1 mg OHTETITNDED, 100 mL &7 T7AUIAND,
b) k& 50 mL Z00% | #RVIEE S,

c) BEERRETKEIZ, ks3T5,

(42) pH SAEE SO pH AL, RO L0479,

a) RO (V&) 2L, pH 3B E T pH 285,

b) a) TR D pH 73 pH 5 LA EOBATE, iR E 1.5 mL 36k i D InE DI2En | ) OBEE FEMfL
AUBNAIR AT 2,

c) &) THiHWED pH 2% pH 4 LT O 413, K 40 mL & 100 mL B —71—(2&5,

d) pH FH& MW TKEELT MY ABSHE (5 mg/mL) 212 C pH S~pH 7 [ZFH#E L, /KT 50 mL £ &7 7 A=
IZBLAND,

e) HEMRETAKEMZ, 1.5 mL 45 DILBE Picks,

f) 3077 8000 X g~10 000 X g THI 5 40 AT DAY EEL S | LBl s AR T 5.,

E @ RVTFrrr o fiEo e O EAE THIEITRELRNOG D,
(5) [E#EYEE 7.2 cm~8.9 cm K OMEIHEEL 10 000 rpm TizLr 77 8100 X g~10 000 X g FEE L7r%,

#@E3.  (4.2)b) L Ve) ~f) OEAEITZ T, BlAM: PTFE ®OA T L7 04— (L2 0.5um LLT)
THML, AREREHEREL THER,

(4.3) BE HEIL, IS K 0124 K URDOEEBVITH, HARMZRIERIEL, BB 2k a~h
777 DEAETEIZL D,

a) BERAIOTNISTORESE: WERMEO—HIEZLTIRT, ZNEBZIZL TRET D,
1) H5L: TIHAFEESLI-E AT Aa— LR ~—BT 5 (R 4 mm~6 mm, £ 150 mm~
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250 mm, BIFE S um) XII T/ AL FRES LIz U7 BT A (N 4 mm~6 mm, £X 150 mm~250
mm, FZFE 5 um)

2) ASLIERE: 30°C~40°C

3) FAEEED: VABRKIE FRNITA12 K 1.79 g, VAER “IKFEFNIT LT IKFI 0.78 g M OVl
WREBET N L—KFi) 14.04 g Z/KIZEENLT 1000 mL 35, BlAKM PTFE ®o A 7L o7 44
— (L2 0.5 um LLT) TAIET 5,

4) B|=E: 0.9 mL/min~1.0 mL/min

5) EAE: 10uL

6) BRI/ YOOLERKIEE, WIERKEK 210 nm

b) BREBIROIERK
1) FHERAERER 10 pL 2@ ER iR~ 77(2FEAL, JE 210 nm O~ T A% kL, v
— VTR D,
2) B EAR TSR OB E LI 210 nm OE — V7 HFEE OB EREERR T 5,

o HEOARE
1) FUBHAHE 10 pL % b) 1) LRIERICHERIET 2,
2) E—ZHEBEORER IO HEER E LR | AR O R AEIE A R D,

% 4. KRBIETIIT AT T VBT =0 L (EBY) K OHREEE O [ E 23 /] Re T D, £ D
BeA i, MRS EEYERR (1 mg/mL) . FAS T UmET = AMERER (1 mg/mL) D—E BEIRE L, KT
A RL TR IEMERK (100 pg/mL) O ZFR8L | (2) g) OHEASFREEHERR (100 ng/mL) 122 T35, LA
T, (4.3)b) LIAERICHEAEL , S AT ekl v O E ST R B FE A R T2,

&% 5. BT E=7 1§40, BB ZERN0EE 1 85I, BL A IR 2 800N, (LRAEEE 1 804, BeRE G AT
1 SIRICEATRED 12~5 {F5HY B0 HEEZIRINUZ508 2 D CEIGRBR AT o 7o R 1.
0.1 % (E&E5R) . 0.04 % (EHEDR)., 0.02 % (EHESR) LT 0.01 % (EESHR) OB~V THLY
[ ZR28 99.0 %~100.8 %, 100.4 %~102.0 %, 103.1 %~106.6 %% X 101.2 %~105.9 %7,

F7o, RBRIED 2 MR 0D 723D D [RIRRER D s M O R A3 1IR3, HAHERIT 0.0255 %
(B &%) ~0.291 % (H &5 %) O CTHorER BB EL AL T,
728, ZORBRIED E R FRRIZ 0.0003 % (& £y 3) F2 5 LHEE ST,
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#1 HREIREER 1A D 2 G PEHERR 00 72 D DL W] SABR Al DT R

R4 - *fi/’\j{;'? Srz RSODIS) SR@}) RSODR”
HEE (%) (%) (%) (%) (%)

FE R A e 10(1)  0.0502  0.0005 1.1 0.0009 1.7
FREE S A A e 11(0)  0.0255  0.0007 2.6 0.0009 3.5
FEE 2 A IR 10(1) 0.150 0.004 2.9 0.005 3.6
LR AR 10(1) 0.202 0.004 1.9 0.004 2.2
bRk L2 10(1) 0.291 0.004 1.3 0.005 1.7
bR A3 10(1)  0.0498  0.0007 1.4 0.0010 2.0
1) BB (SMVEEZ RS L-RBR=H) 5 TR v R 2
2) EBE (n=A2hilBR = Eo R (2)) 6) = [ PR R A2
3) EHESF 7) S TR R R

4) PHTIR R

SEXW

1) RS, KRR, RAINER, AR ®ERE e~ I 715 TR o fiig g3 L
O T A7 U BREORIFEE, B AR -HEREIEHERE, 87(2), 120~124 (2016)

2) EWIINERE, RFEN: ®ERiE7e~h7 77 (HPLC) IBIZ LD EEH R O Miigle  OF A~ 7 VW7
E=ULFERCY) ORE  —LFEFRERAGE —, IREHMFZEHE, 8, 70~78 (2015)

(5) HEZIO—I—F EETOREEERBRIEDO 70— — M RIR T,

| BrEE )T e | 1 mgdHET 200 mLstE =447 T AT AN ES

« 7K 100 mL

| MEIRAE | < xForaz—F— 105H
|

| 0 B | SeRBLILRE 1700 x g, 553F
|

| s |

E1-1  fEskh o iR ERE 7 e — — b (B #RE (4.1.1)

| SHTRE G Le | 1 mg@HiET 100 mLA R T A= ZIEA0 LS
«— 7K 50 mL~70 mL

| D iR |
— K (B ET)
| P |

1-2 et oOEHERERE 72— —b (iEERE4.1.2))
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| o |
[
‘ PHﬁ#ﬁ;E]\ | PHﬁft[gﬁ;(ﬁEE
pH5LL I
pH 4LL T
| (40 mL) | 100 mLE— 51—

|
| pHi% (pH5~pH7) | AKEE{LT 7 AFEHE (5 mg/m)
|
| BLAR | kT 50 mLA T TAUCBLARS

— KUEHET)

| 405y HE | ki DI . 8000xg ~10 000xg , 553 [H]
|

| AOBHE |
|

| g | ik n k5

2 fEER o ERERLT n— — (pHFAHE K QSR E#RAE)
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BE HHBREOF AL TUT =Y A0 HPLC Zu~ 'S MMila RIZ 7T,

2.&!3 4.&0 E.EIJ &,

EFEEEE (99)

T T T T
100 10,00 1200 1400

(A) IR GAEYEIR
(e, TA LT UET =y LE LT 100 ng #1124 & (10 ug/mL, 10uL))

1 —

2
!
o ) +fn 500 ) 100 127m 1400
FIEEE ()
(B) #UEHA IR

(MR, TA T TURT BT LAEL THE R HE 0.1 %Y &2 A IEEHTESIN)
HEX WM OF AT UBRT e =7 A0 HPLC Za~ ' J 4
HPLC OWIE S

7172 CAPCELL PAK NH2 UG80 (%% 4.6 mm, & 250 mm, Ki£E 5 pm)
Z DM D ZA1E (4.3) a) HPLC HIE SR DB RDLEFY
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510 EYLyMMEER
5.10.a EEBREIOCNT 5%
(1) #M=E

ZORBIEITAIKE R M NENEEG A URWIEEHZIE 35, ZORBRIED53FEHIT Type B THY, ZDFE
5% 5.10.a-2017 (¥ B-N.a-1 95,

SIFTRREHIKEINZ CE YLy s L, BRIk a~h 27 (HPLC) ([Z# AL, §9BeIE A4 25 h —
LCHBEL, B R 190 nm CHIEL., ekt oLy MEZESR (BN) 23R D, ZOHFIEOMERIIEE 6
WRT,

COFEIZIST, TP TINEF (DA-N) | JR#FEZEZE (UN) 77 =20 EFE (GA-N) KOV
=VIRFEMEZE S (GU-N) DRIFHZHIE CE 5 (6% 5 ),

(2) BFE HERUUKIL, kiZED,

a) K: JISK 0557 I[THET5 A3 DK,

b) YABBZIKFHUDL: JISK 9007 ([ZHE T HRHFESULFREDME DL D,

¢) YABE: JIS K 9005 (ZHLE T DR UTIFRED M E OB D,

d EYLy FMEZRRBER(B-N2mg/mL)D: £ ULy h[CHsN3021?0.491 g Z# O EH EMLIZED, DB
2% 0.1 mg OHETHET D, VPEOKENMZT, 100 mL 287 7A2THE LA, 50 °C IZIHRL &
L, B D BIERETREMA LY,

e) EvLy MEZFRFJER(B-N 200 pg/mL) : ULy MEZEFIEHENRR (B-N 2 mg/mL) 10 mL % 100 mL
BETIANILY AERETKEIMZ D,

f) ELy MEZEFRFEER(B-N 50 pg/mL~100 pg/mL): Bl MEZEFREAER (B-N 200 pg/mL) 25
mL~50 mL % 100 mL &8 77 A2(2&0 | R ETKEMZD,

9 REZRAEYL Y MEEFRIEER (B-N 1 ug/mL~50 ug/mL) : i FHERCE Lo MR % S UHEE (B-N
100 pg/mL) % 1 mL~50 mL % 100 mL &8 77 A3 TR ED | B ETKENZD,

FEQ) FARMITHY, BEIISCIZBERR D,
(2) EULyhELTI7 % (HE3) LI EOHMEE ORI R TRE THD,
(3) EULyMEZEREER (B-N 2 mg/mL) Z 5 EE CRAAFT DT MDA ENLLBHLOT, Hill
TORAFEHESES 5, Fo, B AT 72 T7 28 0,

EE 1. EULyNIE L7 AOVARDEREE, BIRL T R OB T2 I HiikE T %,

(3) BMARUERE HFHKOEEE L, kOEEBVETD,
a) EIEBEIOTNIFT: NISK 0124 ITHE T HEiEiR Ik v~ T 7 TIROBEMHE =T H O,
1) A5 N 75 mm, £E 100 mm DAT 2L AO BT LE TR 5 pm~10 pm OFFEEMA A28
Bl iE 2 KA LB O,
2) WSLWE: HT7LMERES 30 °C~45 °C THETTEDH O,
3) BRHER: WO ERE TR 190 nm T CRIE TEDH D,
b) RTRFVIRR—F—
c) EIEEDSEER: 8000Xg~10 000X g TiE LA FTREZRL D,
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%% 2. 7720% Asahipak ES-502C 7C 25 D4 BT RS LTS,

(4) HERERME%E

(4.1) #H X KOEBVITI,

(4.1.1) RS ITAEM

a) ONTERE 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =47 T 222 Anb,

b) /K100 mL Z#/NZ ., v 7 R F v I AL —F—7% FHWTH 10 3 [EIEIRE D,

C) HE%, FEAEYWE 1.5 mL i LIk EE S 1ces,

d) 077 8000X g~10 000X g THI 5 4y Loy BfEL © | B Az AR & 95,

F @) BRI oE Ly MEZE R (B-N) IREDS R ERO FRAEZ 5BZ200055 615, FERK
D—EBEKTHRT S,
(5) ARV el BRSO R E DILEE CRIEICR LR 0,
(6) [H#EYEE 7.2 cm~8.9 cm K ONA#EEL 10 000 rpm Tizfr 77 8100 X g~10 000 X g B2 L7225,

(4.1.2) BwRHHTRAKH

a) HTEUEF1 g & 1 mg OHTETITNDED, 100 mL E&ET T7AUIAND,

b) 7K 50 mL 200 T, #IVIEED,

¢ EETAEMZD, 1.5 mL MmO S O1cs s,

d) 077 8000X g~10 000X g THI 5 43w Loy BEL © | B iz AR & 975,

T (1) BRI T OE YLy MEZESR (B-N) IRESREMRO LREBZ 2B ENDHLEEIE ERLE
WD —TE B2 /K THIRT D,

& 3. (41.1)c)~d) Xix(4.1.2)c) ~d) DEAEICZ T #AKME PTEE 8o AT L7 02— (FLEE
0.5 um LA F) TAHIL | ARZFEHARKEL THEV,

(4.2) BIFE HIEIZISK 0124 KL OKDEFVITH, BARRIZRREBAEZ, BIEIHE A 2m sk k7 e~k
777 DEEITIEIZE D,
a) BEBREIOTNFTOREEE: WERGO—FIZL NIRRT, INESBICLTGRET S,
1) HhS5L: A A 2R 7 2 (NEE 4.0 mm~7.5 mm, £& 100 mm~150 mm, F7£% 5 pm~10
pum)
2) HSLFERE: 40°C
3) BHEERDY: VARE_IKFEHIITL392g KUVARE0.12 g Z/KIZEEAL T 1000 mL &35, Bk PTFE
DA TV T NH— (FLEE 0.5 um LLT) TAIET 5,
4) |E: 0.6 mL/min
5) EAE: 10uL
6) RHER: ORI, WIER K 190 nm
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& 4. REERIT, VAR KEHIT A 19.6 g L OWARE 0.584 g Z/KIZIEDLT 500 mL &L, MR
L. fEHBFCZO—E % 10 512/, 8K PTFE fo A7 L7 402 — (FLE 0.5 um LA F) T
AHimLUCHREL TH I,

b) HREMRDIER
1) HEHARELER 10 L @ik v~ 7 7712EAL, R 190 nm O27n~ b7 Z L%FEiL ., v
— @S aRDD,
2) HRESVIEEROE YLy MEZESRE (B-N) RE LR 190 nm OE—7 @S LD BE#REER T 5,

o) RAEDAE

1) BUBHAW 10 pL % b) 1) ERIERICHAET S,

2) B—I@EE&hbRERIVE Ly MEEH (B-N) B2 KD, SRR oL MEE SR (B-N) 25 H
T2,

& 5. CoORBRIETIIE YLy MEZEFE (BN), DV 7oV 7 INE%EH (DA-N) | JR#EMEZEHE (UN), 77
=VUMEFR (GA-N) KOV T =)V IR FMEZE FAEAERK (GU-N) DORIRFIIE DS /I HE T D, £ DHa 13,
ULy MEZEFAEHERR (B-N 1 mg/mL) | JRAFEVEEE FAEAERR (U-N 2 mgimL) , 237 V7 IRPESE AT T
% (DA-N 2 mg/mL) , 7' 7 = 128 RAEHER (Gd-N 2 mg/mL) K& OV 7 =)L R #6148 RAEHER (GU-N
2 mg/mL) D —E BEREAL . K THNL TREIEAERR (200 pg/mL) D ZFHHRL ., (2)e) DE DL v MESE
SRR (B-N 200 pg/mL) IZZEZ TR 92, LLT. (4.2)b) ERBRICHEAEL . 2o Hrafieh oo 45 1 e 5
WEREZE LT D,

{#% 6. HEOFHEOID, TN VT ERHEE IR FIE ALRAEEE, Bl A IR BORE & IEE R OF
BRI 25 FHAE A AEELS 1 86174 O CIHRINEIGRERZ SR L 72 /5 5. 0.2 % (B &5 3) | 0.1 % (E &%)
TR 0.02 % (B 553) ORI~V TOFLEEIGRITZIZ I 87.0 %~95.1 %, 90.6 %~101.1 %K%
U 91.2 %~105.5 % T 7=,

KGR DRI D728 Bl A NEEE, ALAUEE X SRR = HE A& IEEH A W T H 228 2 TORAERBRO
FRBR AL S DWW C—TaRLE 0 BT A IO CREAT L, R RS EE R MM TR EE 2 B I L7 AR 112
Y, Fio, RBRIED M VEHERR DT80 D I [FFRER D Aol M ORI HE 228 2 1R T,

728, ZORBRIED E R FRRIZ 0.005 % (& 55y 3) FREE LHEE Sz,

& 7. AIKRERIIETL Y MEZESHE B-N) ORIEICEET LR DHLDO T RETHIE,
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#F1 EULyMEZEFEOHEE X TORIERER G OfRATHRE 5

e KERR  EayyE? s/ RSD Y sim”  RSDym”

HE MY (®w)? (%)* (%) (%)? (%)

Bic & Akt 5 0.204 0.0006 0.3 0.0017 0.9

epailives 5 0.0969 0.0006 0.6 0.0016 1.6

FBE[R 2= A A REEE 5 0.0103  0.0001 0.9 0.0001 0.9

1) A0 TRERE FML 73R A 2 5) DT AR 22

2) “EEfE GRER B 3(T) X O 7R (2)) 6) HEIRE R =

3) HENF 7)  HR TR R AT e 2

4) DHTIRE R 2=

K2 BVl MERERWIRTED % S VERERRO72 3 O 2 Al i B R O BT

Y e %”%m S"'4)3> RSOD;) SRG; RS?RD
EHK (%) (%) (%) (%) (%)
@D r 01 92) 0.009 63  0.000 30 3.1 0.000 29 3.1
fLRAEER2 10(2) 0.0201 0.0003 1.6 0.0007 3.4
fEECA L3 12(0) 0.114 0.013 11.7 0.017 15.3
bR ACER 11(1) 0.212 0.017 7.8 0.026 12.4
FR 12(0) 0.832 0.050 6.0 0.086 10.3
D) AahalB s Ot E s Ui s B =40 5) DT H o e 22
2) EEIE (n=A R B =GR (2)) 6) == TR BT MR 75
3) E&EHE 7) =M B RHE R

4) PHTIRHERZE

SEXH

1) BEEZ, KMEER, AFRis: mEiksa~hs 77 (HPLC) IEIC L DB DR FEZE S, B oL
MEERFEOWNE —H—RBREOZ Y MEMR —, ILEHMIFZEH®RE, 10, 72~85 (2017)

2) FARACTS, ARFTHERS . mEdiikru~hr o7 (HPLC) tkiIc kB IBEH o R FEMZER, oL v MEZESR
HORE — LFEBBREGE —, EEHFEERE, 10, 86~100 (2017)
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(5) ABREIO—I—F EEhoryLy MEEFRRBRIEDO T n— 2 — MeRITRT,

[ iratB O 1 e | 1 medHFET 200 LA = 175 2Tl 3 A0 LS

— 7k 100 mL
| A |~ xTForas—5— 105
| %ﬁ |
| @ﬁﬁ% | iR . 8000xg ~10 000xg. 5471H]
| ﬁﬁﬁ& ECEAT
| ﬁ&t |t~k r57

"1 AR OE L MEERRBRIEO T 2 — 3 — (lHERE (4.1.1) L OHIE)

| B G Lg | 1 med#iE T 100 mLA B 7 AT A0 LS
— 7K &) 50 mL

| ROIRAE |
— KUEERET)

| LY | s L LR, 8000xg ~10 000xg , 5431
|

| BN | Emni
|

| s | itk rnebr 5

X2 fEEHhoE L o MEEREREREO T o —k (hHERIE (4.1.2) & OHIE)
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BE UL yMEEZROMEBRAERER OO~ T LH 2 RITRT,

Q2.

15.381

aio.

oo,

Qos.

004

-ace.

200 400 600 a0 1000 1200 1400 1600 1800 2000

ZEK RERHRASEER (% 10 mg/L) ® HPLC 7r~h/J A

v—r4
() R#EMZEHE QoL oMEEE Q)T Uo7 INMES
@) rT=uMER 57TV IRFEMESR
HPLC O E 14
737 25: Asahipak ES-502C 7C (N££ 7.5 mm, & 100 mm, F7£% 9 pm)
Z DD LM 1% (4.2) @) HPLC Il E S0 Bl R0 LY

M
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511 F3Y
5.11.a ICP #XOHHHE)
(1) M=

ZORBREIIIEENE 35, ZORBRIED /AL Type D THY, ZDFL51% 5.11.a-2017 XL Tia-1 &9
%

Oy HT RN A TR — BRE — B R SRR CRITALEEL 7254 | ICP 65y e/ HrikiE (ICP-OES) I[E AL, 4%
K 334.941 nm TRIEL ToMralkEl o F 22 (Ti) 23R D, 7ei8, ZORBRIEOMHREIIEE 4 (TR,

(2) BERFE HEXOKIL, KITED,

a) K: JISK 0557 IZHET D A3 DK,

b) THER: AESBINEN ., KT LR O M E ORI,

o TRER: AESENEMN. KE ST XILFEEOME ORI,

d) BIEFREE: AESENEH . RO SOXFEE O M E ORIE,

e) IEER: JIS K 8180 IZHIE T HA EamMIE . K% ot F UL R % O B DO,

f) FEARER(Ti 1 mg/mL) : EHFEFEEEIIIN — T N2 TF ZAFEHERR (Ti 1 mg/mL) .

9) FRUEHERE(Ti 0.1 mg/mL) V: FHAZHER (Ti 1 mg/mL) 10 mL % 100 mL &8 77 A IL), 1
BRECHIRE (1423) 2N 2 5,

h) BRESRBFIVRER(Ti 0.1 png/mL~20 pg/mL) V: FZAZHERE (Ti 0.1 mg/mL) ® 0.1 mL~20 mL
%100 mL A&7 7 ARSI ED | AR E TR (1+23) 2N % 5,

) REBAZEHEEY: o LU h) OB/ETHALER (1423),

FE Q) RREITHY, BENSCT B 5,

#%& 1. ICP-OES (IMEE DRI THRLNDFEREAN, Y@L J5 2 (B5 1] K O 5 16]) 053 e dis
DFEFEIC Lo TEE T 2720, ] 3 2B 8 L7 B O IR EERIPAN 705, Ko THANMHEN T2
S E Lo RO IR R AR L . s AR R AR R DL 2,

(3) HE EEIT. ROEBVETD,

a) ICP EXNDESIFTEE: JIS KO116 [THET DI PrEL®E,

1) AR: JIS K 1105 (ZHETHHIE 99.5 % ((RFE 53 3) DL EOT VT 5 A

b) RYMTL—PXRIEWG: Fo 7L —MNIEEEE 350 °C FTHENTEERL O, i, AR L O
WP O BEEFRFEL . IPIRIRE A 300 °C LA EICTEAIIICLZh D,

(4) BERERE
(4.1) #H T KOLBVIT,
a) ZoHTaEE 1 g & 1 mg OHTETIEANED, 200 mL~300 mL h—/LE— I —(IZAi1D,
b) #HEEKY 10 mL & ORRESK) S mL Z00%, h—/L e —h—ZREEHIL TRV, —KAE T 5,
c) 170 °C~220 °C DAy 7L — R IR ETRSOHIT 30 43I LA EINEAL 1A E Uo7t ARk
7L — TR DR FEZ 300 °C LA RIZL TR v GEBEIE) OFRAENINELETNES 2P,
d) itk SEREEN S mL 2Nz 5,
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e) b=t ——ZREHIITE, 300 °C LA EDOFRY ML —F U3 £ T 2~3 FEFINEAL TofiFd 5
()

f) KiEtIATHLE, Ry b7 L — I BBV T CIRED 2 mL DL N85 T4 2,

9) Hmtg, HEEE (1+10) %) 5 mL K OVKE 20 mL Z/0%, h—/b B — 0 —% T IL TRV, 00 MTEAL
TEEDT,

h) inté, KT 100 mL 2E7 7 AU LA, R ETKEZMA, A3 FTAHAEL, BEHA KRS 2,

i) ZZRBRELTC, BN —h—%Z T b)~h)OEEEZFEL , ZEBRIFIRE R T2,

& (2) IEMESRERIC DA B ORISR TR TIRIERNZHET T2, 207280 fERDZ2NEIIC
TEBRIC LD H R D 5 1% 143\ AT > T DI R k2 TIN5 %,
(3) RN AEAEAEL T LS WIS A B BHEOF CRRO LN A IXEBITINEZ LD
Bt MBREINA . OB TR T 2 A2 0 9%,
(4) BFRFMASL ThinEbZu,

€% 2. (4.1)b) DIV TONTREIBER T 05613, BEIISC TFOL BOKTHOHEETHE

j‘o
5% 3. (4.1) OEIETRIZBUEHAII, MEE B IRUICR A ITHIE T TE 5,

(4.2) BE MIEIZISKO116 L OKRDEILVITH, BARRIZRMEBRAEIZ, MIE A2 ICP 653657
Hri&E ORI 1EIC LD,
a) ICP BADADMEBDRFERHE ICP FILH NI EEDORERIMIL, L TEBEICLGRET
e
SYRTRRIE . 334.941 nm
b) REBIRDIERK
1) At T 2 ARAER K O @R 22k A 35 55 & 7 I A~ RICEHEL, R 334.941 nm D5
MEZBEA D,
2) MREMA T Z AR K O @& 25K DT 5 P LA B O B A1 ER T 2,
¢ BHHEOAIE
1) RENARO —EE(FZ LT 0.01 mg~2 mg M4 &) % 100 mL 87T AT|TED,
2) TERRETHIEE (1423) 22 5,
3) b)1) EFERICEAEL TR R e i B D,
4) BREMNOTF 2 BE RO Sl oF 20 (T) ZH 2,

{#E 4. EEOFHMIOLD, BEKIAa 7Y — MY RIEE IBEDABERIRE, LEBEEL, LSV~ T
NEEE, IS MR, WK G IR 1R G HENEAE & IR OB & IR 2 WL BN G 21T -
ToAERE, 0.01 % (B85 3R) ~0.5 % (E & 533%) OIRINL L CTOFEIEILET 92.9 %~99.5 % Th o7z,

FEE DT 726 | IRA D ABEIEAE X OYEEAEENE VT H 228 % CO S IERBROFRER AL IZ DU
T B S BT & -V TR L, RS B R MM TREEE 2 R I L7 R R 1 IR T,
725 ZORBRIED E R T IRIZ 0.001 % (& &0y 3%) B L e s,
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#1  FHDHEEZ TORATRERRAE DR F

PN ﬁ’?ﬁ%ﬂﬁﬁ $i/>j’fﬁz) Sr4) RSD r5) S |(T)6) RSD |('|')7)
Aok
EE{OREN(OR (%)* (%) (%)° (%)
RAD ABEEE! 7 0.950 0.013 1.7 0.031 4.3
9 9i=v=s 7 0.130 0.002 1.4 0.006 3.2
1) 25 0MTRBRAE S hE L7505k A 2K 5) DM THI R E(R 2=
2) EEME GRBR B 25(T) X P Tl (2)) 6) R =
3) BESFE 7) AR o A

4) PHTHEYE R ZE

B & ik
1) HFILES: ICP B WDHTIEIC LD T L2 ORE, IEHFFEEE, 10, 29~40 (2017)
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| obratt 1g~2g | 1 mgodHiET 200 mL~300 mLb—/b & —H—iiZb &5

A DR bR E AT (MBS T T)
—hHEEK10 mL
—iEE KI5 mL

— IR | mEE TR
|
. 170 °C~220 °COFRy ML — IFHE F T304 LA FEEH
p[IED !
THER
|
, 300 °CLL LR » R 7 L— b X3S ECHEBEREOR AL
PIIE
FLET
|
iy il
I T KIS mL
. ReHIIL T, 300 °CEL LRy b7 L — R R b T2~ 3REfH]
IR R
oy
|
| e | BERHILAE TS, 2 mLEL FIC/ 5% TR
|
| Heth | =R

i (1+10) #95 mL

K920 mL
| i | R IR, g
I
| Heth | =R
I
| BLAN | KT 100 mLA 7T ASIBLANLS
ok (FEET)
| 5l | A
I
| Bk |

1 fEgkhoF o stRET o —— (AL
| atehaie |
I
[ smE®) | 100mL &8T5
IR (1+23) (BERRET)
| il | ICPHE Ay I AT AL (334.941 nm)
42 BT & R ERIET n— Y — b ()
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5.11.b ICP &5 5% (2)
(1) B=E

ZORBRIEITILS T WVBRE BN @ ] T2, ZOERIED 73381 Type D THY, £ DFE 513 5.11.b-2017
L Tib-1 £9°5,

SIRTERBIEBRER K FE T o E=0 LCRMELT-1% . ICP F 0 o2& (ICP-OES) I AL, F XU AW R
334.941 nm THIEL CTHOHEREHF OF &2 (Ti) ZRD D, 7ok, ZOREBRIEOMEREIIES 2 17T,

(2) HEFE FIEXOKIL, KIZLD,

a) K: JISK 0557 \ZHETD A3 DK,

b) HEAKRTZUE=DL: HE 98 % (EENHE) L L

¢ IGER: JIS K 8180 IZHIE T HA Ea e A % ot I UL R O f B DR,

d) FAUBER(Ti1 mg/mL) : [EFFEAZHEICN — Y7L T 2 AZHERK (Ti 1 mg/mL),

e) FHAURER(Ti 0.1 mg/mL) V: FZAZHER (Ti 1 mg/mL) 10 mL % 100 mL £E77AIIE) AZ
B ECHIRE (1423) 2N 25,

f) REKAFIVEER(Ti 0.1 pg/mL~20 pg/mL) V: FZAZHERL (Ti 1 mg/mL) @ 0.1 mL~20 mL %
100 mL 2877 AR LD R ECHRE (1423) 225,

9 BREBRALREREY: e LUY) OMIETHEALERE (1+23),

FEQ) FREITHY, LEITEUT AT D,

% 1. ICP-OES IMEE DB RIZTEB W TN RED, SeOBUIHITT 3 (KT 7 e Ol 7 1) 045 ot de
DFEFAIC L > CTEE S 5728 | T D888 18 L7 i BRI EERETH AN R0 5, Ko THANME N2
PRSI E L To B O IR R AR L . s AR R AT 5L 2,

(3) HEE MEIX. ROLBHETD,

a) ICP AR SWER: NSKO0116 ITHRETDHRIE O NIERE,

1) HR: JISK 1105 [ZHE T DM 99.5 % (RFE /Y 3) LLEOT LT AT A
b) RyRTL—b: Fy 7L —NIREIRE 400 °C ETHEATRE/D D,

(4) ERBRIRME
(4.1) #E T kKOLBVIT,
a) Tl 1 g 2 1 mg OHTETIIANDED, 200 mL h—/LE— 1 —IZ AD,
b) WiEE/KFZET L E=U L8 10 g ZINz59,
¢) 350 °C LA EDRy b L —NCHIEL | MR LI-RRER KSR T B =0 AL Tk o 52 2T S 50),
d) BFEFILTHE Y, 350 °C LLEC 1 KEfINEVT 2,
e) Jumté, HEE (145) ) 25 mL iz, b=/ —h—ZEEH LTV, B2/ T g,
f) ki, KT 100 mL &7 7 AL AL, BEHRETKEMA, A1 3 FCTAHIRT 5,
9) AIED 10 mL & B 100 mL 22877 A0 MR ECTHEE (1+423) 22 CGREHRIRE T 5,
h) ZeikBré LT, BlOR— e —I—% T b) ~f) OfEE I L, 22 BRIRTH AT 5,
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FEQ2) ERAKET E=VNMIEEMEDND L0 BIEROEITE MWL,
(3) WiERKET L E=T LPERELI1E . b= B —h—ZH DS OB EE FEHE L T bl L il
E)o

(42) BIE WEIXIJISKO116 XKORDEFVIT), BARRIZRRIELERAFEZ MBI 2 ICP #ot5 tr
W& DBEH IEIC LD,
a) ICP RADASHEEDRFESRYE ICP H NI EEOHESRIMIL. L TESBICLTRET D,
SIHTHRRE R 334.941 nm
b) BREBIROIERK
1) T 2 ARER K O @& 22k A 35 545 6 7 I A~ hICEFHEL, K 334.941 nm D

N EZE B IR D,
2) Rt T2 AR K OV st F 28 BRI D T & R FE LR RME L O R SR A B T D,
C) %‘:ﬁﬂo):ﬂﬂm

1) ABHARZ b) 1) LRI EL TR EZ B B,
2) BEMNDT Z BERD AT OF 2 (T 2H 35,

& 2. BEOFIOZD, FLEWTWERE AR 2 2 VT, IRINEIGRBRZAT 72 H. 0.1 % (&
43 HR) ~0.2 % (B B4y 3R) O ~LTONEHE AR T 95.1 %~98.2 % TdHh -7,
KR DOFHR DT80, FLSVNTWEREREEL 2 S22 HWTHEZE X CORKERBR ORI MAE IOV T —
JCEC B S BT A FACTREATL . IR R OV TR A R I LR R AR 1 ISR T,
2B, ZOMBRIED TR T IRIE 0.02 % (E 855 R) R L HEEShz,

K1 FHOAEEZTORATTBREGE ORISR

g FAERER S gE? s RSD,” sim” RSD n”
B4
HEMY w)? (%)¥ (%) (%)® (%)

FLIUNTUVERE AEER 7 0.525 0.005 1.0 0.005 1.0
FEEWTF WV ERE IEER2 7 0.112 0.002 1.6 0.003 2.4
1) 250 TR BR A I L 7= 3B H 4K 5) PHTHARHE#E (R 7=
2) “FHIfE GRER H2(T) X 072 (2)) 6) H R 2=
3) EE¥E 7)  HR TR e U A

4) PHTEE YR =

SEXH
1) FHILEI: ICP I WL DT 2 ORE, IEHFTEEH S, 10, 29~40 (2017)
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(5) BBEIO—L—bk R OF 2 RBIEO T n— = MIRITR T,

| ofstkile | 1 me®HFET 200 ML H— (A0 D
R K ET =T LH10 g
e 350 °CLL_EDaRy b7 L —hTnEL
- ARIRL = R AR T B = b L ST R 55 4
|
| P | BERHILCHEL Y, 350 °CLL Ry b7 L — FCTRER I
|
| Mk ==
—Hifk (1+5) 25 mL
| fingn | WERHILCHE HA
|
| i =
]
| BLAL | kT 100 mLART T AT BLARS
K FERET)
| it | AuHE
|
| e |

1 EEthoF 2R BRET v—— (hHERE)

| s |
|
| SmiomL | 100 mL &RTIAHE
i (1423) (BFERET)
| I | TCPHEHAY ISy HT AL (334.941 nm)

42 JERFROTF S AEBRIET v ——h (ERRE)
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5.12 ERE
5.12.a BB AT (1992 AEiR) @ 5.3 FEAREE D TR LD,

SEXH

1) JEMRKPER B BTN FET . BB TS (1992 4R , p.78~79, B AIEMEMET 2, HA (1992)
2) BREFIEFE: B UGTRERARENOATIE, p196~197, FEE, HAL (1988)
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