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2-1 FRER

2 REMEBA). VL E U ER(SOANL LR T3
(B, 5 & R uEHR(DHA), /87 4 X &2 B &k~
FIV(PHBA-Et), /T A F U LEFM T = L
(PHBA-nPr), %2 8% 7 5 /L (PHBA-nBu) 1L B H L5
(BR)YR, NI A X RZBERA Y T e
(PHBA-iPr), XTI A4 X N_T A XV RZEFKRRA VT
F L (PHBA-iBu) I B AL Ak T3E (R 8 2 W7,
2-2 BERRE

PEAE G 45 50mg & A X /) — )V TCIREL, 8%
50 mL & UASEHEJRIR 2 /ERK L 72 (1,000 pg/mL), #4%
YRR 10 mL ZIRA L, K T100mL & L CRAE
YEVAIR 2 ERK L 72 (100 pg/mL).,

2-3 HEH

AL ) —VIERYEMSE TR LC/IMS H3s L O
HPLC M. Mol T3 (R)H HPLC A, 1
mol/L /KE&{t T N U & AP IL T MK T3 (k) e
REMSH., T = A, WABRBLOY A
Wi — 71 U w7 D FNE AR T3 (k) LG R A &
72o 7 4 L% —|% ADVANTEC DISMIC-13HP 0.2 um
AL,

3 KE
LC-MS /T (k) &3 /EFT 8L Prominence UFLC 5 X
X LCMS-2020, HPLC % Waters £ alliance 2695,
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4-1 LC-MS &4
ST 712 I Supelco Ascentis Express C18 (2.1x150
mm, 2.7 um), 7 7 AR : 40°C, JiE# : 0.2 mL/min,
FEAR :5uL, BEIHE : AWK ; 0.05% X FR/KIRIK. B
W, AR )=, 77V &M B R 30%(0
min)—50% (10 min)—55%(21 min)—90% (23 min),
A # AbiE  ESI, & E— K :SIR, DL iR : 250°C .
2T TAYP—H A E(N,): :15L/min, E— k71
v ZRHE:200C, KT A A > 7' H A(Ng) :15 L/min,
A B —T A AEIE : 45KV, EWEDOEMITE
1ITR LT,

&1 REMAESH

Target ion Qualifier ion

Retention

+/= m/z +/= m/z__ time (min)
BA - 121 8.4
SOA + 113 + 114 8.4
DHA + 169 + 170 7.9
PHBA-Et - 165 + 167 11.9
PHBA-iPr 179 + 181 15.6
PHBA-nPr - 179 + 181 16.6
PHBA-iBu - 193 + 195 22.7
PHBA-nBu - 193 + 195 23.5

4-2 HPLC &4

43Mr 717 2 o GL Sciences Inertsil ODS-4 (4.5x150 mm,
5um), 7 7 AR :40°C, Y : 1 mL/min, AR :
20 uL, FEENFH : AR 25 mmol/L U EEAEEIR B iR
AR )=, T3V MM B 5%(0 min)—
25% (8 min)—60% (10 min)—60% (21 min)—90%
(25min)—90%(26 min), HIEHKE : BA235nm,
DHA305nm, % D1t 255nm,

HERA RO

BB @M P (EIE)E BB EEEL
THEMi L7z, #1009 ZERE L, FilET =7 A
100 g 3B L TN 10% D ABEKEIE 10 mL & & Hi21 L
DAJET T AT LTz, KEKAEEZITV., B
2480 mLFEEIZR -T2 EREERD ., KEMNA
TIEfEIZ 500 mL & L7, ZORBRETZ A4 NVE—5
i L CREBRIEK & LT,
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1 LC-MS & m&it
WHNEAE B BIZA U ALIEIZESI 2 L,
ENESBIFCHoT-A A 2R LT,

— Iz, RAFERO HPLC JIEIZIX ODS SR D
AT A B3EREND, Ll MS SHric WS
NHBEETIE DHA O —7 37— 7L, B
Hiera~ N7 ABRGLNRVGERH ST 2,
T THEBODON T L ERF LR, Fused-Core 7
7 LD Ascentis Express C18 Tl Eif7e v — 7 JEIk
NN, ZOhT KEH, BEH, 77V x
v M &M EMBE L 72, PHBA-nPr $5 L O%-iPr, -nBu
B EO-BU T RIERTH 5 72 DARFFRERIC & 0 351
L2TNERBR2WBEMICAZ ) — V2R L,
7TV DR ERERNTT H T BT LY
THIENTET, Lo T, 8 FHOLRIFEE % [RIKFIC
HIES D Z & BAMHE & 7o o 72(K 1),
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2 BRERBLIUEETR

KL E R TIR(SIN=10)1% BA, SOA, DHA (%
0.01 g/lkg. PHBA — 2 7 /L ¥A1% 0.005 g/kg & L7z, f&
BE#IZ. BAE 0.2~10 pg/mL, SOA ¥ L U DHA i
0.1~10 pg/mL. PHBA T 2 7 /L¥E 1% 0.1~5 ug/mL O
P CHIBAAR S 0.99 LI Lo BAF /R EARIEAE B
775
3 EHINEUREEER
TRAEEAME ] S AL TV W R R RO & OV K HE
F& AW THRINEIGUR 2 9240E L7, SaUBHTIRG
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BAFRRERDFF BT,

R 2 AMEYGLERFER

REERF EXEF

EIUREE (%) RSD(%) [EURZE (%) RSD (%)
BA 95 3.0 88 74
SOA 97 1.4 86 6.0
DHA 86 44 81 18
PHBA-Et 91 4.4 88 5.1
PHBA-iPr 920 3.0 96 2.7
PHBA-nPr 89 2.7 93 2.1
PHBA-iBu 89 1.8 92 2.4
PHBA-nBu 93 2.1 91 1.3
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VT ¥y T 4% EFEHPLC ECHIE L7z L
Z A, PHBA-iBu & [ —fRFFRFEICE— 27 3 S
Nz, ZOE—277 PHBA-IBu TH 50 %, MiafL
72 LC-MS &M CHEB L7z, £ D#ER, LC-MS Tix
it &9, PHBA-IBu TlE7Aa W LR TE -,
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LC-MS % 7= & d i DR TF By AT ik Z fit L
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D2 ENTE L, REFRAREO S HITHI Al g
E2bhb,

ZE XAk

1) ¥R 224E5 A 28 HATIT BZ LTS 0528 2 3 5 [ &
sn P OB 3T E ] DWIEIZ- DWW T

2) BEHUNES, AR, A — - BT
LC-MS/MSYEIC & B & dhiF o H kB 2fE 3 L OMRTEk
OfED—F /b, BALfESMERE, 54, 204-212 (2013)

-48 -



