kR % (2020)

6.4 J7=UUMER
6.4.2a BEARAIOTNTSTE
(1) W=

ZORBRIEIIIEHZE 3%, ZORBRIED /7T Type B THY, ZDFE 1 6.4.22017 X Gd-N.al &
T5,

IHTREHIKEMA T 7 =V a2 L, @ik iE s n~h7 77 (HPLC) T AL, B3FBPEA A A #i T
FLTHYEEL, W& 190 nm THIEL., oMkl o 7 =20 283 (GA-N) 235K D, 20 T IEDOEREILiE
61T,

ZOHEICEST BTy MEZEFHE (B-N) , VU T UV TIRMEZESE (DA-N) | JRFEMZESE (UN) LT T =
JVIRFEMEZE S (GU-N) RIFHCHIE TE 5 ([§E 5 21),

(2) BE HERUKIL, ®KIZED,

a) 7K: JISK 0557 IZHIET 5 A3 DK,

b) YABZKFEHUDL: JSK 9007 (ZHET Dk UTFED SHWE DL D,

¢) YAER: JSK 9005 |[ZHIET 5 Refh ILFEDME DL D,

d) J72CUMEBRIZELER(GIN 2 mgmL)D: 77 = Kl [ CoHioNe H2S0s 120,515 g 20019
HEILZED, ZDOE E% 0.1 mg OHTETHIET D, D EOKEMZ THENL, £2E7T7A= 100 mL IZBL
A R ETKREIMZ D,

e) REKRAIT 7O UMERIELER(GI-N 200 pg/mL)D: 7'7=  MEEHFEUER (GA-N 2 mg/mL)
10mL #2877 A7 100 mL 1280, R ETKREINZ D,

f) REBRI7 - U MERIEHERK(GA-N 50 ng/mL~100 pg/mL)D: 77 = M2 FAE U (Gd-N
200 pg/mL) 25 mL~50 mL #4875 2= 100 mL 1280, R ETAREMZ 5,

g) REBRAIT 7O UMUBREER(GA-N 1 pg/mL~50 pg/mL)®: RIS T =0 PhaE R EYE
% (Gd-N 100 pg/mL) & 1 mL~50 mL % 100 mL 77 A ZBEMEAICED | R ETRENZ S,

E) FERGICTHY, LEINC - EA TR D,
(2) ZT7=U Ui E LT 98 % (' &) LU EOHFE OFRIEN T RS TVD,

BEE 1. 77 =VURBREITE L7 AV ARG & OB AL X OB T2 LD iflis i T,

(3) WEARUEE HFAKOEEIL, kOEBVETD,
a) EIRBEAEIOTNTT: JSK 0124 ITHE T Hmisik ik a~ T 7 CIROBEMHZHT=TH O,
1) H3L: N 75 mm, £X 100 mm OAT L AEHO BT LEITRIEE 5 pm~10 pm O 5 A4 %8
BtiEZ T TALIZL O,
2) ASLIKE: T LFREEE% 30 °C~45°C THEITEHH O,
3) B/ WO EER ISR TR 190 nm AL THRIE TEDH O,
b) RITRFYIRE—F—
¢ EEFEIDSEEH: 8000X g~10000X g T Lyt Al RE/R L D,

5%£ 2. H7..03 Asahipak ES-502C 7C £ D4 B TR S AL TS,

553



kR % (2020)

(4) ERERIRME

(4.1) M X KOLBVITI,

(4.1.1) ¥RoTRAEM

a) ZMHTElEl 1.00 g 2130y, ke =477 23 200 mL I AHLD,

b) /K 100mL #Mx, 7 RXF I AH—F—% VTR 10 43 fDEIRESD,

¢ FHEH., REAIR O 2R OIEEE Y15 mL 12D,

d) ix.l>7] 8000X g~10000X g THJ 5 srfliz Loy BEL © | R Aika BRI E T 5,

Q) RENARP O T =T E SR (GA-N) B ES R ERO ERAB X 52BN nHL561E, B
R D —E BZH K THIRT 5,
(4) AVT LSO IR OIS CHIE IR E L2V O,
(5) [AlHRY4E 7.2 cm~8.9 cm & UVElfiA$% 10000 rpm Tz L /) 8100 X g~10000 X g FEE L7225,

(4.1.2) BIRSHTARH

a) rHratEl 1.00 g #1320ED, 2R T T A3 100 mL IZAD,

b) K 50mL 1% CTO RVIEED,

o) FERRETAKEMZ, Hheim DA @15 mL 1I2Ed,

d) iz.[>7] 8000X g~10000X g THJ 5 srfilim Loy BEL © | R Aika eI E T 5,

F (6) REHAIEP DT =2 MEEFR (GA-N) IR RO EIREZER DB ENDHLGEIE, ERL
T2 R D — TE B2 /K TR %,

#5 3. (4.1.1)¢)~d) XiE(4.1.2) ¢) ~d) DEAEITZ T, BAKME PTFE ®oOA TV 74052 — (L
0.5 um LA F) TAL , AIREFEHAKREL THEV,

(4.2) BIFE WIEIL, ISK 0124 K RO EFVITH, BARRIZRRERIEL, RIEIE T 2@ sk a~k
777 DEAEFIEIZLD,
a) EERBRHEIOTNITSTDREES: WESRGO—FIEZLTFIIRT, ZVESBIZLTRET S,
1) HhS5L: FEEEAA 2R 7 2 (NEE 4.0 mm~7.5 mm, £ 100 mm~150 mm, $7£% 5 um~10
um)
2) WSLWERE: 40°C
3) EEERY: WABE KFEHVT L3929 KOV AR 0.129 A& /KIZEAENL T 1000mL 235, Bk PTFE
WO T VLT H— (FLEE 0.5 um LLF) TAIl T 2%,
4) FE: 0.6mL/min
5) FAE: 10uL
6) R/ YOOLERKRIEE, MIERKER 190 nm

& 4. BRI, 0 ABR T OKFED Y 7 A 1969 KTNY AR 0584 g Z/KICIENLTE00mL & L, %
WARAT L, AR ZO—E &L 10 512/ L, BIKME PTFE oA 7107 02— (L2 0.5 um
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LUF) TAHIBL CREL ThEW,

b) REMRDIERK

1) Ahrast AR 10 L Zm iRk a~ b7 771 AL, 1R 190 nm O/ e~ T L& 5RekL, B
— @S aRDD,
2) BREBIEEROT T =2 ME SR (GA-N) R EE LR 190 nm DY —7 iSO E B35,

c) HABDARE

FEHANR 10 uL % b) 1) ERIERICHAET 5,
2) E—UEENDLRBRRIDS T =M% (GA-N) BA R Tk B 07T =D % #E (Gd-N) &
HHT 25,

{#5 5. ZORBRIETIIET Ly MEZES (B-N) | JREVEZEFHE (UN), o7 U7 INEZEFE (DD-N) . 77
=V UMEF (GA-N) K O T =V R FE M2 FAEAENK (GU-N) O [RIRFHIE DS FIRE T D, £ D& A1,
510.a & 5 25O L,

&% 6. HEDFHLDIZD, 77 =/VIRFADERTR G 1 8004 FH TN ERIER 2 2 U725 2R
3.71 W (E &S5 R) | 1.85 % (H B R) K1 0.371 % (E &55H) O~ TOFEHEILRITENE
11 91.2 %, 94.0 %% O} 100.0 % ThH 7=,

FEEOFHM D78, 77 =/VIRFEEEE HWTHZZ 2 TORERBROBRAFE IOV T—IohliE
IO HT A D TREAT L, RIS EE R O TR EE A B U7 RE SR 23R 1 IR, E7o, BRIED 24
HERRODT=30 DT REROD AR e ORHT s % 2 2 1R T,

7ok, ZORBRIEDEE FIRIX 0.02 % (& &5 %) F2E Th D,

K1 TT=U MRERO A& TORAERBR A ORI HE R

e ERR Y si RSD:” sim? RSDim”
Aok - 1) 3) 3) 0 3) 0
H % (T) (%) (%) (%) (%) (%)
TT = VR FEAOE 5 1.81 0.01 0.8 0.04 2.0
1) 2.50H TR A FEhE L 7= 55k H 2% 5 PHTHRHEHE R
2) EHE GRER B 20(T) X M1 (2) 6) R
3) HESE 7) AR e U

4) PHTEE R 2=
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K2 J7 =V MREEFERERE D 2 VERERE 0T 8 DL [FIFRER BT ORI G R

e g EymE? s RSD:” SR RSDR"
Aok s 1) 3) 3) 3)
EE (%) (%) (%) (%) (%)
bR AR 12 491 0.18 3.7 0.29 5.8
{ERAEAR2 12 3.94 0.16 4.2 0.27 6.8
{LRSCAEEL3 11 3.03 0.06 2.0 0.12 4.0
bR e L4 11 2.05 0.05 2.6 0.09 4.2
7T =)V R A 11 5.13 0.21 4.0 0.19 3.6
1) RTINS E R 5) O TSR MEfR 2=
2) SEEIfE (n =3B = Hoal kL (2)) 6) =W BT VE R A2
3) HEHFE 7) =[BRS (R 2

4) GHTIE AR 22

BE

1) BEEZ, KFEER, AfeiE: SRk ra<hr 77 (HPLC) JEIC K DBk DR FMEESE, oL
Y MEEFRFEOWE —HRBREOZ Y MR —, IREHMFZEE S, 10, 72~85 (2017)

2) MAAKDR, AFTEERS: EEIEAZ7 <~ T7 (HPLC) EIC AR P O R FMEEFR, oL MEZER
LEOWE —HFE BT —, LB, 10, 86~100 (2017)

(5) BEZEIO——k ERF s T =R BRIEO T — — M IRIZR T,

[ aratkE (i) 100 g J64e = 487522 200 mL

< 7Kk 100 mL
| z%{w |~ ERF A= — 1053
| it |
| @;u\lﬁ%& | b LR R 8000xg ~10000xg , 543 fH]
| *fw:zg«?z R
| 7 | wtkrn~rr57

M1 JEptthor 7 =v o ERRBIEOT n—— (H#ERE (4.1.0) L OHE)
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[ btk Gieh) 100 g] 47522 100 mL
— 7K # 50 mL

| R0 |
— K(EHET)

| a0y B | kiR LR 8000xg ~10000xg . 543
|

| SUBHAE R
|

| 7 | wtkrn~rr57

X2 JEEtFo7T =V sEERBREOTT——k (i ERE (4.1.2) K OVIE)
BE VTV MEROMRERAEERO O~ T LA ERITRT,

(2
I (5

(3]

4

2EK  MEHRHIREAEER (4 10mg/L) D HPLC Z7a~<hr T A

v—r4
(DIRFEMZEFE QUL oMEEHE QUL T UTIRMESR
(A7 T7=UM%85% BT VIRAMESR

HPLC Ol & £
#1725 Asahipak ES-502C 7C (N #% 7.5 mm, £ & 100 mm, Ki£E 9 um)
Z DD ST (4.2) a) HPLC HIE S DB RDEFY
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