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1. FL®IC

7 AF MO IFE L ORIGEEREZFFOBEBRBROESR T, KEKEIZBIT2ERFIHEE & LT
HAZME (MC-LR & LC 0.0008mg/L) 2ZED HILTW\D, ITHBREE TR < UIE LIRRAER A
o EoWE Vb y, BMFAENMTON D Z LIRS D EE IR T L AMEEDO BN EA~D
HENRSIN, PO I 7 a v AF U OERTIEZWHNLT 20ERH D Z LG, LC/MS/MS B &
OVLC/TORMS Z W T R 7 v v AF U Ok a gt LTz,

2. HiE
REHIAAMER RO HTHIROT VU & 3%&HEAKIZIRIT T

RBAEMEZH%, EHFICLTHREYSTA =T —kLZbD
RV, KR T 7 =il E{T>72, ?

[EYEER 1%, MC-LR, LC-RR, MC-YR DFE#EK %2 H\NT Ing/g £7=
1% 20ng/g DIRFE CTHAEHZ B L, 506F & [FERIZA 3 IR 3 DRl

HEATo 72, Ve (2]
FHFUEHT LC/MS/MS & 7213 LC/TORMS & N C Fromodr &t © | e~ (4ml)

E?Ela.'jj 80%MeOH(10mL)
HIEL-, YE7-. ML Agilent Mass Hunter (& - &) T i?ﬁ%ﬁ

L EFE B HG0%)
oy B

1 3,500rpm/min(104y)

1To77, 1 2UQ/K(40mL)

[E+EHE H (GL-Pak PLS)

[LC] Agilent1200EL l

717 2 : ZORBAX Eclipse plusC18 2.1X100mm 3.5um e

BEH A 0. 1%F W+ 10mM ¥ T - E= v A | K20mL—205MeOH20mL.
B 7Ehr=rUw Vit

AB (time) 70:30 (0 43) —50:50 (10 53) —10:90 (15 43) | S0%MeOH 3mL

ViiE : 0.2mL/min i 5

HEAE: 10ul | N—y

[MS]  Agilent6460 (MS/MS), Agilent6540 (TOF MS)
A A4k : AJS-ESI, (Positive)
Hf o A N2, 350°C, 10L/min, £ 7 7 A ¥— : N2, 50psig, > —AH A :400°C, 11L/min
v 7 U—FEE 4000V, 7T 7 A Z—HEE : 100V
SCAN #iH : 200~1200(m/Z), U 77 L > Z~ A (LC/TOFMS D Zx) : 922. 0098
al) Vg g X¥— (LC/MS/MS D) : MC-RR 30, MC-YR 5, MC-LR 5
TV =Y A Fr—>Tal s hAF L (LC/MS/MS DH) :
MC-RR 519—135, 200, MC-YR 523—135, 507, MC-LR 498—135, 482
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3. FER LB

1 R G
@ LC/MS/MS = & i R FIEUERAT R

SR LOMS/NS TIFV, ZORMBRE DS ymyx | 1088 | FHREICE | OV
F AT RT 0. 2ng/g Rl T -T2, R 66% L1
BRSBTS R L d 0 T, RIRE T 42~66%, | YR 63% 8. 3%
L T 68~81% DEINAMG DALz, (RIRE TILE RAE LR 42% 18%
DIEBLOENRE | WL TIHHEBAYZE L7 B 20ng/g | FHIEILE cv
fFoni, RR 81% 4.6%
MC-RR {Z FE~ T MC-YR 38 L OMMC-LR (FIREEAMEN T2 8 YR 1% 9.1%
FRARRERIGRER Tl Ny 7 75 02 B A AD R 'R G 5 5%

ERELIZFRT 0oL B,
@ LC/TOF MS Iz X % EME

VU B A BT T D MS/MS Tlik, 7' X7 M AU AX ¥ U E2AT ) IITREN 5T, EE
L4 T MRM E— R CHIE L7z, MRM E— RIZERER SR Z —F y MU OREIZ T E 2
e, MO NC FBEERS Z DT FE DO FRENE b L CHEBEEOREA FEEZR TOF MS Z W T
MEEIT- 72, BB O/ M D~ 27 u~ 75 Ao—flzr7d, (K2)
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Counts vs. Acquisition Time (min)

TOF MS DA ¥ ¥ o & — N TOHRIER S MS/MS HIERFEAE. MC-RR DREN K HE . MC-YR B O
MC-LR I ARG B2 [RINGRERBURL Tl AR EE T o 72,

MC DREIZ IV TIE 2 A A o M]3 2 < B S du, MS/MS JIFERF D 7' 2 7 s A A 2 Tl Adda
FRIEHIRD m/2135 DOWTHORBEERICE N THRHSND W) lENH 5 Z Eonh, 74 afil
AREHZH L CRICHE-—EN O FE 2 1R T T —F _X—2 % WO RIRIR Y O3 237,
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F2 I u AFURRIKY OREEE &

NC R4 {a==2v monoisotopic mass (M+H]™ [M+2H]
MC-LA CA6HB7NT012 909. 484773 910. 492598 455. 7502115
MC-Laba CATHBINTO12 923. 500423 924. 508248 462. 7580365
MC-AR C46H68N10012 952. 50182 953. 509645 477. 258735
MC-YA C49H65N7013 959. 464038 960. 471863 480. 739844
[D-Asp3, Dha7]-MC-LR CATH7ON10012 966. 51747 967. 525295 484. 26656
[D-Asp3, Dha7]-MC—EE (OMe) C46HB63NT016 969. 433133 970. 440958 485. 7243915
[D-Asp3]-MC-LR C48H72N10012 980. 53312 981. 540945 491. 274385
[Dha7]-MC-LR C48H72N10012 980. 53312 981. 540945 491. 274385
[DMAdda5]-MC-LR C48H72N10012 980. 53312 981. 540945 491. 274385
[D-Asp3, (E)-Dhb7]-MC-LR CA8H72N10012 980. 53312 981. 540945 491. 274385
[D-Asp3, Dha7]-MC—E (OMe) E (OMe) CATHB5N7016 983. 448783 984. 456608 492. 7322165
[Dha7]-MC-EE (OMe) CATH65NT016 983. 448783 984. 456608 492. 7322165
MC-LF C52H71IN7012 985. 516073 986. 523898 493. 7658615
MC-LR C49H74N10012 994. 54877 995. 556595 498. 28221
[D-Asp3, D-E (OMe) 6]-MC-LR C49H74N10012 994. 54877 995. 556595 498. 28221

[ (62)-Adda5]-MC-LR C49H74N10012 994. 54877 995. 556595 498. 28221
[Dha7]-MC-E (OMe) E (OMe) C48H67N7016 997. 464433 998. 472258 499. 7400415
[L-Ser7]-MC-LR C48H74N10013 998. 543685 999. 55151 500. 2796675
MC-LY C52H71IN7013 1001. 510988 1002. 518813 | 501. 763319
[D-Asp3, L-Ser7]-MC-E (OMe) E (OMe) CATHB7NTO017 1001. 459348 1002. 467173 | 501. 737499
[L-Ser7]-MC-EE (OMe) CATHBTNTO017 1001. 459348 1002. 467173 | 501. 737499
MC-HilR C50H76N10012 1008. 56442 1009. 572245 | 505. 290035
[D-Asp3, ADMAdda5]-MC-LR C49H72N10013 1008. 528035 1009. 53586 505. 2718425
[D-E (OMe) 6]-MC-LR C50H76N10012 1008. 56442 1009. 572245 | 505. 290035
[D-Asp3, ADMAdda5, Dhb7]-MC-LR C49H72N10013 1008. 528035 1009. 53586 505. 2718425
MC-LHArg C50H76N10012 1008. 56442 1009. 572245 | 505. 290035
[D-Asp3, Dha7]-MC-RR CATH7IN13012 1009. 534517 1010. 542342 | 505. 7750835
[L-MeSer7]-MC-LR C49H76N10013 1012. 559335 1013. 56716 507. 2874925
[Dha7]-MC-FR C51H70N10012 1014. 51747 1015. 525295 | 508. 26656
[L-Ser7]-MC-E (OMe) E (OMe) C48HBINTO17 1015. 474998 1016. 482823 | 508. 745324
[ADMAdda5]-MC-LR C50H74N10013 1022. 543685 1023. 55151 512. 2796675
[D-Asp3, ADMAdda5]-MC-LHar C50H74N10013 1022. 543685 1023. 55151 512. 2796675
[D-Asp3]-MC-RR C48H73N13012 1023. 550167 1024. 557992 | 512. 7829085
[Dha7]-MC-RR C48H73N13012 1023. 550167 1024. 557992 | 512. 7829085
[D-Asp3, Dhb7]-MC-RR C48H73N13012 1023. 550167 1024. 557992 | 512. 7829085
MC-FR C52H72N10012 1028. 53312 1029. 540945 | 515. 274385
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MC-M(0)R C48H72N10013S 1028. 500107 1029. 507932 515. 2578785
[Dha7]-MC-HphR C52H72N10012 1028. 53312 1029. 540945 515. 274385
[D-Asp3, Dhb7]-MC-HtyR C51H70N10013 1030. 512385 1031. 52021 516. 2640175
[Dha7]-MC-YR C51H70N10013 1030. 512385 1031. 52021 516. 2640175
[D-Asp3]-MC-YR C51H70N10013 1030. 512385 1031. 52021 516. 2640175
MC-YM(0) C51H69NT014S 1035. 462325 1036. 47015 518. 7389875
[ADMAdda5]-MC-LHar C51H76N10013 1036. 559335 1037. 56716 519. 2874925
[D-Leul JMC-LR C52H80N10012 1036. 59572 1037. 603545 519. 305685
MC-RR C49H75N13012 1037. 565817 1038. 573642 519. 7907335
[ (6Z) -~Adda5]-MC-RR C49H75N13012 1037. 565817 1038. 573642 519. 7907335
[D-Ser1, ADMAdda5]-MC-LR C50H74N10014 1038. 5386 1039. 546425 520. 277125
[ADMAddab, MeSer7]-MC-LR C50H76N10014 1038. 5386 1039. 546425 520. 277125
[L-Ser7]-MC-RR C48H75N13013 1041. 560732 1042. 568557 521. 788191
[D-Asp3, MeSer7]-MC-RR C48H75N13013 1041. 560732 1042. 568557 521. 788191
MC-YR C52H72N10013 1044. 528035 1045. 53586 523. 2718425
[D-Aap3]-MC-HtyR C52H72N10013 1044. 528035 1045. 53586 523. 2718425
[Dha7]-MC-HtyR C52H72N10013 1044. 528035 1045. 53586 523. 2718425
[D-Aap3, (E) -Dhb7]-MC-HtyR C52H72N10013 1044. 528035 1045. 53586 523. 2718425
MC—(H4) YR C52H76N10013 1048. 559335 1049. 56716 525. 2874925
[D-Asp3, ADMAdda5, Dhb7]-MC-RR C49H73N13013 1051. 545082 1052. 552907 526. 780366
[D-E-0C2H3 (CH3) OH2]-MC-LR C52H80N10013 1052. 590635 1053. 59846 527. 3031425
MC-HtyR C53H74N10013 1058. 543685 1059. 55151 530. 2796675
[L-Ser7]-MC-HtyR C53H74N10014 1062. 5386 1063. 546425 532. 277125
MC-WR C54H73N11012 1067. 544019 1068. 551844 534. 7798345
[D-Asp3, ADMAdda5b, Dhb7]-MC-HtyR C53H74N10013 1072. 52295 1073. 530775 537. 2693
[L-MeLan7]MC-LR C52H81IN11014S 1115. 568521 1116. 576346 558. 7920855

ZFOFER . MC-WR & MC-FR (% L < IZ[Dha7]-MC-HphR) #3t ~ hL7-, MC-WR & LTt v k L7= TIC
BIOARTZ bERT(K3), ZOX ) ITEHELN2WGEATH, LC/TOFMS EHEBEET — % X—
ZERNATHZ LI KV EBRIKROFEEEZHEET D 2 ENA[REE 72 D,

x10 5 | +ESI EIC(1068.5550) A%+ Frag=125.0V mc_algas_JS scn2.d

IM/Z 1068.555 15m
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4. F&o

3FED I 7 vy ZAF D LC/MS/MS \Z R DEESHTZATV, 7 U ~OBEINENGEROFE R, 1ng/g
WINT 43~66%. 20ng/g WANT 68~81%DIENFE L G-, ZOHNINEITHETOI 7 v 2AF 0
IONTEE LTAERTHL EEZDND, LC/TOFMS IZE D00 TH, 3D 7 u v AF U 2RI TX
7oo 2. REFEHZOWT, BONTEBEEENSZOMD I 7 0 v AF VRBIEOKRE L a[HET
HY | EELORWEIFREICOWTHREDBAEETH D Z L BRIB I LT,
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