kR TE (2025)

8. TDh
8.1 ASIVRUZTOEEME
8.1.a ARYORNSTBESHTE
(1) #M=E

Z OB 95, ZORBRIEDSEIL Type D THY, ZDFE 5% 8.1.a-2017 XiE Mel.a-1 &
T2,

B K OB E G RIEE R OATIV R O OREYE (LT, [ ATV L0, ) BV =T LTI
— K =T%br=R/V (1+4+5) THIH L, BSTFA —TMCS (99+1) TiHEAA L L 7=t W AT~ T T 78 B30T
FHEHWCTHIEL, OB O AT %2 RD D, 7ok, ZORBRIEOVEREILEE 8 1T,

BE 1. A M OFOEWE O ERIIN 1 DLBVTHD, AT DORERRICHVT Ri~R; D-
NH, 73-OH | ZiE & Hb S T=RIFEMMNET D2 0B D,

R1 Ri R R;3 MW

)\ AT NH: NH: NH  126.12

N™ >N 7o A)»  OH NH:  NH,  127.10
)|\ /)\ T AR OH OH NH  128.09
R5 N R3 UFLEE OH  OH  OH  129.07

1 AT K OO BEEYE DR

(2) HEFE HEROKIL, KiIZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) FHb=RFJJL: JIS K 8039 [ZHLE T 254 3 - PCB 3B FH (JR#E 300 LA ) SUX[FIED HE O,

¢) DIFITIY: FROUIRZEDMEORE,

d) EVSU@ERAK) D HEE 99.5 % (&) LLEKUUKSY 50 pg/mL LU T OAEA R TR 5
BRI,

e) BEMHREREY: ER(NAF LTI T AFaTERTIR— R AF Lrmas T (99+1),

f) ASSUFRER (500 pg/mL) : AT [C3HeNg] P, 72 AU [CHsNsO] | 7 AUR[C3HaN4O,] ©
O 7 ZUIELC3H3N3051 33 0.05 g Z# O rH&RILICEY, ZOE 8% 0.1 mg OHiETHIE TS, L EOY
TFNNTI =K (1+4) TEDOL, TN 100 mL 287 7 AU LA, ERECRIEBZ X 5,

g) BREEER(S0 pg/mL) ¥ FATIUEIEUERR (500 ug/mL) 5 mL % 50 mL 27723280 fEE
TYTF LTI —/K—TEb=RL (1+4+5) Z Nz 5,

EQ) BEEMZIL. MEET R A (EK) BEA I TERL TURE T 5,
(2) BESNT-FHEALEKIT BSTFA—TMCS (99+1) DA R T IRSIL TS,
(3) AT T AU TUAIR KOS T XL L CE B IVERES I N T IR S TUND,

{§# 2. BSTFA—TMCS (99+1) % SUPELCO 75 1 mL O 7 > 7 )L CIRFESIL TV D, BIE#%IZ. ZOHOD
IBITEEH T8,
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& 3. AT T A TURAR RO T RV OFEAERIK T E L7 AV ATk B s b5 K O
MBI T IV IRGESN TS,

(3) EE HEIT. kOLBHETD,
a) HRZOTNSTEESHE(GC/MS) : JISK 0123 [ZHE TS GC/MS TIROE A= H 0,
1) ARZOTNTSD:
O EPEALR: A7V ARG O,
@ F¥ETV—HTL: HNEE 025 mm~0.32 mm, K& 30 m DIEFI Y TROF TV =TT 5, 5 %7
==L 95 % AT LRI B % 0.25 um [ES TR YT — BT ANKRHMEFEEE L, B RONaE

RO D,
@ FxVUvr—HRA: HE 99.999 % ((KFE5r3R) LI LD @EHiE~U 2
2) HENHE:

O AF Ak BEEREAA AL (ED 4
@ AAUHTE: BIRAA R (SIM) 15
b) BERELESR: HEHRERSREHNLIENTED,
o) EEEIDSEER: 8000 X g~10 000X g Tim LBl ATRE/ RS D,
d) B 70 °C+2 °C T C&xAE LT NARL—F —
e) JKiB: 70°CE2 °C TR TEHHD,

£ 4. X2V — DT 2A)% DB-5ms. Rtx-5ms. HP-5ms. SLB-5ms. BPX-5. CP-Sil 8CB low Bleed/MS.
TC-5HT for GC/MS D4 FR Tl STV,

(4) ERERIRME

(4.1) M HHHIE KOLBVITI,

a) HTEEL 0.5 ¢ &2 1 mg OHTETITAVED, 200 mL~300 mL 48 =F 7 T 222 Aid,

b) VEFINLTI—K—TER=RFIL (144+5) 160 mL~200 mL Z /0%, #8554 282 TR 30 41

AE AT 2,

¢ 1.5mL SRR LILBE @I 1.5 mL FEEELY . 55077 8000 X g~10 000X g THI 5 43 flim Dy BT 59,

d) EEAE 1 mL% 5 mL~50mL 287 7ATIE) AEMRE T T NT IV —IK—T =L (1+4+5)
Nz, ke 35,

F @) R)7oe L RS TREBRICEE LN LR R T D,
(5) [AHRYAE 7.2 cm~8.9 cm K& OVAHEEL 10 000 rpm Tiz L /1 8100 X g~10 000 X g FEEE L7205,

fEE 5. 500 um D55V EEIE T HETHEL Todr Hatkl 2R3 2,
B& 6. IR 0.5 g Z21T0Ey, P F LTI —K—T =R/l (1+4+5) 200 mL THIH L. d) D#
BT 50 I CAIRL 728 Bl SIHaBh i D AT 5500 5 Bl % 0.2 % (E ROTER) ~10 % (H R %)

L72D, TDOEEFEARMDATIVELE T 55 E61E d) OBIEOF G HE T iF 5, $lo, AT
DEFENTILTI 10 % (EEDR) B2 55 S 3T ORI EZ IS T LN H D,
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(4.2) FEWE FERLIE. ROLEBVIT,

a) K 02 mL % 5 mL~10 mL A7V 2 — & &RBRE 12 LD,

b) B ZIEMERRICU ML, 70 °C£2 °C TRUEIRMGL , Se RIS 850,

¢) BEUVY (i) V0.3 mL K OFHERILERIED0.2 mL #BEW N TRAL, 2L CEET D,
d) 70 °C+2 °C DO/KIEHFTHI 45 S RIMELT= D% flm L, sEHRIRE 9 5@,

FE(6) MRE ORI EZ I\ WDZENTED,
(7) b) DEMETAL IR LIS A KT © OBETHAT 2RI AN D E B TSI, d)1C
BT OFHEMMEDSIEN T TEF LN EN DD,
(8) MEIJHU T, aBHAZ 1.5 mL def5a DUERE W12 1.5 mL FREEED ., 8000 X g~10 000X g THY
5 oy oy B,

(4.3) BE MEIX IS K 0123 X ORDEBVITH, BARBZRBERIEZL, MEIHER T2 A7~ 7
T ESHTEOBIET I LB,
a) HRIOTRISTOBESMHORMEEY HAru~ I E &N ORIE SO —F% L T IR
T, TNESEIZLCGRET D,
1) ARZOTNTSD:
@O REHEA S 27Uy R7EAE (1 min)
© FUBHEAERIREL: 280 °C
@ FYETU—HTLh: 5§ %T72=)b 95 %AF LRI uF L 2X TV —hT LANEH MEFERHEEL
TR VAR OF T — 7 A (N 0.25 mm~0.32 mm, £ 30 m, B 0.25 um)
@ HZALFEREE: 100 °C (1 min) — (15 °C /min) —320 °C (3 min)
® GC/MS HpeibiREE : 250 °C
® FrUvr—HA: ~UUL JEE: 1.5 mL/min
2) BESWE:
O AF Ak BEEREAA AL (ED 4
@ AFALFEE: 70V
@ AA VPR : 230 °C
@ AFUmH TR BIRAA R (SIM) 15
® BIEAF: F£1DEBY

1 ERSBWE DT T T ANAF
WETFTANAAY (m/z)

WENBIH  —g MR e e e
AT 342 344 327 285 213
VoINS 328 345 343 285 214
TUAYR 344 346 329 214 198
T XIVER 345 347 330 215 188
DACP (1.S.) 288 289 290 273 275
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b) BREBROIEM
1) RAEAERR (50 pg/mL) S mL % 50 mL 2877 A32E) EfF TV F LTI —/K—Tvh=Rr/L
(1+4+5) Z NN A, IR BHEAER (5 pg/mL) &35,
2) RATEAERL (5 ng/mL) 1 mL~20 mL % 50 mL &7 7 A (BRI I B E T F LTI —
K—=T b=V (1+4+5) Z N2 A FEERR (0.1 pg/mL~2 pg/mL) &5,
3) IRAEENER (0.1 pg/mL~2 pg/mL) % (4.2)b) ~d) DEAEEZTT>T 0.04 pg/mL~0.8 pg/mL FHY4 B
IR A IRER LT 5,
4) AR E RS 1 uL % GC/MS IZIEAL, MEXISME O E &AL (m/z) K OEeR HAA
¥ (mlz) DI~ T NEFRERL  ENENOE — 7 T Em S a2 kD D,
5) KMEXGEOEBHAAY (m/z) ERERRAZ Y (mlz) O — 7 & T @S e E B 35,
6) FARER RS AR OWE XN R EIRIELE &R AL (mlz) DY — 7 FE UL @S EO MR EfE
TER %,
¢ HABDAIE
1) REHATEE 1 uL % b)4) ~5) L[ERRICHERIET D9,
2) RREMROERE R R E B RO | AT OB E S R EE R T 5,

F) RBENRIROTEERAA Y (mlz) EHER AL (m/z) D — I I Em S EHE RO — 7
TFE L XX ST R L TH30 %R E OFFAN CTHHZLE MR T D, 72k, B —7 gl iTmS
WITBEEIZ L TERERRZEND S,

#5717 A3 EORBEDOEPMERINIIG AL, RO a) XL b) D HIECIVREETTI,

a) (4.3)¢) 1) DEAETHEHAK A GC/MS IZ—EREIEAL ., (4.3)b)4) ~6) [1E> THRAFLIR &
EEET D,

b) PUEHEMEEL T 2,6-73/-4-700b VIV (0.5 ng AHY &) 2R R & OSBRI N 2., (4.2)
¢)~d). (4.3)b)4) ~6) &N o) 1) LRIRRDEAFEE T D, 72720 | & HIE X B E ENEEHEY E O 7 B H A
v (mlz) DY — 2 EifE L E SO AR O AE R K OV AT 308 00 -0 58 ot G B i P 4 T
T2,

&% 8. REmmd . Sy, SMFEMINTALEL, IRG A HEITEL BA AR O 1T 2 AT
DRI ERERORE FIE, 10 % (B By 3) L V0.2 % (B 857 5) ORI~V TR EIIERD 92.1 %~
102.9 %} 11 90.3 %~102.2 % T -7,

72k, ZORBRIED AT HOER TRIZENZI 0.01 % (E &5 %) BRE L HEESN,

SEH
1) BHIHFBIE, KK fi: TA7a~ 7 I7E&0HEH (GCMS) IEIZL DB DATIL o O D B HEY)
BHoORKRHE, BT, 1, 114~121 (2008)
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(5) ASIVEOREEIO——F JEBHHROATIEORBIED 70— — N RITTR T,

| OB 05 g | 1 mgdHiET 200 mL~300 mLiER =447 T ATTIIA LD
— VxF LTI —K—TEr=F/L (1+4+5) 160 mL~200 mL

| AEROLE | RS 305
[

| 35200 | ek OB, 8000xg ~10 000xg , 5531
[

| S |

X1 JEEH O AT KOO E O ERE 7 o— 3 —b (T ERE)

| ?E#W |
A 1 mL&S mL~50 mLA: L7 T A= 22D ARFRETY 2 F ATy —
IR=T =PI (144+5) N 2D
| 0.2 mILﬁj\E& | 5 mL~10 mLAZY = — ke & BB 125 B
| ﬂ%fﬁ%%ﬁﬂ | Lo sHL—2— (70 °C22 °0)

— BV (AK) 0.3 mL
— EFHER(LEIE (BSTFA—TMCS (99+1)) 0.2 mL

ex L CHETS
| FEHA | 70 °ce2 o, 4553
| W |
| SRR |
| WE B R et s T

X2  JEEHFOATIV R O OREYE ORERE T o— —k (FEA R ONE#AE)
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BE AT O EHRIESERERD GCIMS DRAF L Dra~< 55 (TIC) il IR T,

la Ib lc ld

100, 0000

[ 11 TIE TiC Tt

5.0

2.5

3 ATV R OZEOBHEYE D GCMS DEAF L Dra~h7Z A (TIC)
GC/MS DIE S
X7V —HA7 A Rix-5ms (R 0.25 mm, £ 30 m, FH/E 0.25 pm)
ZOMDEAIE (4.3) a) TR~ N T 7B B3 HTE OWE S OB ROE Y

BBAT IO NI T DY — T4
a) T XILEE b) TUAUR
c) TUAY d) A3

GC/MS (238 A L7308 & OB B
ALTRE: AT R OV 00 BT EL 00 2 LR R A B (4 2 pg/mL A2 k)
AR 1 pL (A7 RO OBIEYE A 2 ng £ )



